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CZU 004.94

INDUSTRIALS SIMULATION MODELING TECHNOLOGY APPLICATION TO
IMPROVE THE EFFICIENCY IN AUTOMATIC PRODUCTION LINE EQUIPMENT

Tuan-Linh Nguyen*, ORCID ID: 0000-0002-1960-9794

Department of Mechanical Engineering, Hanoi University of Industry, Hanoi City,Vietnam
*Corresponding author: Tuan-Linh Nguyen, nguyentuanlinh@haui.edu.vn

Received: 06. 12. 2021
Accepted: 08. 06. 2021

Abstract. Currently, the application of technical advances to production plays an important
role in improving productivity and saving production costs. The techniques applying
information technology bring high efficiency, accuracy, reliability, pre-assessment of the
results. Modeling and simulation are method that are widely used from research, design,
manufacturing to operate the systems. With the help of computers, with high computational
speed and large memory, the modeling method was strongly developed, bringing great
efficiency in research and production practice. The assessment of effective use of equipment
in the production line has a decisive role in increasing the productivity and decreasing cost.
Therefore, the analysis and evaluation of the production line by the simulation model
method is highly practical, bringing many effects in the management and use of equipment.
In this study, a simulation of a specific problem was performed to estimate the simulated
workshop. Then, building a new plan and comparing the proposed plane with the original
plan to provide the reasonable solutions for the production process to effectively use the
equipment in the production line.

Keywords: modeling and simulation, effective use, equipment, automatic production line.

Rezumat. In prezent, aplicarea progreselor tehnice la productie joacd un rol important in
fmbunatdtirea productivitatii si economisirea costurilor de productie. Tehnicile care aplica
tehnologia informatiei aduc eficienta ridicata, acuratete, fiabilitate, preevaluare a
rezultatelor. Modelarea si simularea sunt metode utilizate pe scara larga in cercetare,
proiectare, fabricare pentru a opera sistemele. Cu ajutorul computerelor cu viteza de calcul
mare si memorie mare, metoda de modelare a fost puternic dezvoltatd, aducand o mare
eficienta in practica de cercetare si productie. Evaluarea utilizarii eficiente a echipamentelor
fn linia de productie are un rol decisiv in cresterea productivitatii si scaderea costurilor. Prin
urmare, analiza si evaluarea liniei de productie prin metoda modelului de simulare este
extrem de practic3, aducand multe efecte in gestionarea si utilizarea echipamentelor. In acest
studiu, a fost efectuata o simulare a unei probleme specifice pentru a estima atelierul simulat.
Apoi, construirea unui nou plan si compararea planului propus cu planul original pentru a
oferi solutii rezonabile pentru procesul de productie pentru a utiliza in mod eficient
echipamentele din linia de productie.

Cuvinte cheie: modelare si simulare, utilizare eficientd, echipament, linie de productie automatd.
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https://doi.org/10.52326/jes.utm.2021.28(3).02
CZU 621.3.092.53:534.2

SETTING OF THE ANGLE OF INCIDENCE FOR GENERATING LAMB WAVES BY
NON-CONTACT METHOD

Alexandru Buga®, ORCID ID: 0000-0002-4342-0502

Technical University of Moldova, 168 Stefan cel Mare Blvd., MD-2004, Chisindu, Republic of Moldova
*Corresponding author: Alexandru Buga, alexandru.buga@precesia.utm.md

Received: 06. 17. 2021
Accepted: 08. 10. 2021

Abstract. The article examined the problem of the experimental setting of incidence angles
for the generation of Lamb waves in plate-type parts by the non-contact ultrasonic control
method. This type of control is mainly done by the use of two types of waves: Rayleigh,
which detects invisible defects on the surface of parts, and Lamb waves mode Ao and So.
Mostly used is the mode Ao due to the propagation over distances of interest in the tested
materials. One of the primary aim during the testing process is to position the ultrasonic
transducers (transmitter and receiver) at oblique angles of incidence on a surface. The
transducers should be positioned on an access face of the plate, as is common in industrial
practice, at a fixed distance from the measured plate, and leaving an air gap between
transducers and the tested plate. The ultrasonic transducers are moved simultaneously
linearly or in zigzag on the surface of the plate-type part to measure the hidden defects
(cracks, pores, inclusions) that appear in the composite materials during the manufacturing
process or during the operation. The presented work brings new insights into the setting of
the angle of incidence for generating lamb waves by non-contact method.

Keywords: non-contact ultrasonic control, invisible defects measurement, Lamb waves, ultrasonic
transducers, angle of incidence.

Rezumat. In articol este examinata problema setarii experimentale a unghiurilor de incident
pentru generarea undelor Lamb in piese de tip placa prin metoda de control non-contact cu
ultrasunete. Acest tip de control se face in principal prin utilizarea a doua tipuri de unde:
Rayleigh, care detecteaza defecte invizibile pe suprafata pieselor, si modul de unda Lamb A,
si So. Cel mai utilizat este modul Ao datorita propagarii pe distante de interes in materialele
testate. Unul dintre obiectivele principale in timpul procesului de testare este pozitionarea
traductoarelor cu ultrasunete (emitator si receptor) la unghiuri de incidenta oblica pe o
suprafata. Traductoarele ar trebui sa fie pozitionate pe o fatd de acces a placii, asa cum este
obisnuit in practica industriala, la o distanta fixa de placa masurata si lasand un spatiu de aer
fntre traductoare si placa testata. Traductoarele cu ultrasunete sunt deplasate simultan liniar
sau in zig-zag pe suprafata piesei de tip placa pentru a detecta defectele ascunse (fisuri, pori,
incluziuni) care apar in materialele compozite in timpul procesului de fabricatie sau in timpul
exploatarii. Lucrarea prezentata aduce noi perspective asupra setarii unghiului de incidenta
pentru generarea undelor Lamb prin metoda non-contact.

Cuvinte cheie: control cu ultrasunete fdrd contact, detectarea defectelor invizibile, unde Lamb,
traductoare cu ultrasunete, unghi de incidentd.
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https://doi.org/10.52326/jes.utm.2021.28(3).03
CZU 621.887.002.5

DESIGN ASPECTS OF INSTALLATION DEVICES OF THE SUPPORT RINGS

Alexei Botez', ORCID ID: 0000-0001-8357-076X
Elena Rusu, ORCID ID: 0000-0002-2473-0353

Technical University of Moldova, 168 Stefan cel Mare Blvd., MD-2004, Chisinau, Republic of Moldova
*Corresponding author: Alexei Botez, alexei.botez@gddti.utm.md

Received: 06. 23. 2021
Accepted: 08. 11. 2021

Abstract. The processes of manufacturing machines and appliances show a continuous
tendency to increase the degree of automation. An important role in the automation of
manufacturing processes is played by the constructive technologicality of the product. It is
important to use a minimum number of components, which have a construction as
technological as possible in terms of automation. In this context, the use of supporting rings
as fasteners is welcome. The design of the installation devices of these rings requires the
knowledge of their deformation forces, information that is missing in the profile
literature. The authors set their goal to develop the method for calculating the forces required
to deform the supporting rings with a rectangular transverse profile and their maximum
allowable deformations. The calculation relationships were obtained by formalizing the
supporting ring through a bar with a fixed end and studying its deformation using Mohr's
integral. The article lists some types of the supporting rings used in the construction of
machines and appliances, their advantages and disadvantages, aspects of their automatic
installation: deformation and installation methods, precision of joint orientation, optimal
design, calculation of forces required for deformation and the maximum permissible
deformation value. As a result of the research carried out, recommendations were developed
regarding the calculation of some constructive parameters of the devices for installing the
supporting rings.

Keywords: supporting ring, mounting process, deformation forces, accuracy of orientation.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)
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DESIGN ASPECTS OF INSTALLATION DEVICES OF THE SUPPORT RINGS

Alexei Botez', ORCID ID: 0000-0001-8357-076X,
Elena Rusu, ORCID ID: 0000-0002-2473-0353

Technical University of Moldova, 168 Stefan cel Mare Blvd., MD-2004, Chisinau, Republic of Moldova
*Corresponding author: Alexei Botez, alexei.botez@gddti.utm.md

Received: 06. 23. 2021
Accepted: 08. 11. 2021

Rezumat. Procesele de fabricatie a masinilor si aparatelor arata o tendinta continua de
crestere a gradului de automatizare. Un rol important in automatizarea proceselor de
fabricatie il are tehnicitatea constructiva a produsului. Este important de utilizat un numar
minim de componente, care au o constructie cat mai tehnologica in ceea ce priveste
automatizarea. In acest context, este binevenita utilizarea inelelor de sustinere ca elemente
de fixare. Proiectarea dispozitivelor de instalare a acestor inele necesitd cunoasterea fortelor
lor de deformare, informatii care Llipsesc in literatura de profil. Autorii si-au stabilit obiectivul
de a dezvolta metoda de calcul a fortelor necesare deformarii inelelor de sustinere cu un
profil transversal dreptunghiular si a deformarilor maxime admise. Relatiile de calcul au fost
obtinute prin formalizarea inelului de sustinere printr-o bara cu un capat fix si studierea
deformarii acestuia utilizand integralul lui Mohr. Articolul enumera cateva tipuri de inele de
sustinere utilizate in constructia de masini si aparate, avantajele si dezavantajele acestora,
aspectele instalarii lor automate: metode de deformare si instalare, precizia orientarii
articulatiei, proiectarea optima, calculul fortelor necesare pentru deformare si valoarea
maxima admisd a deformarii. In urma cercetarilor efectuate, au fost elaborate recomandari
cu privire la calcularea unor parametri constructivi ai dispozitivelor pentru instalarea inelelor
de sustinere.

Cuvinte cheie: inel de sustinere, proces de montare, forte de deformare, precizie de orientare.
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https://doi.org/10.52326/jes.utm.2021.28(3).04
CZU 544.45:546.27

IGNITION AND COMBUSTION OF SINGLE SOLID PARTICLES
AS NON-ISOTHERMAL METHODS OF CHEMICAL KINETICS

Grigore Ambrosi*, ORCID ID: 0000-0001-7232-2998

Technical University of Moldova, 168 Stefan cel Mare si Sfant Blvd., Chisinau, Republic of Moldova
*Corresponding author: Grigore Ambrosi, grigore.ambrosi@tran.utm.md

Received: 06. 17. 2021
Accepted: 08. 12. 2021

Abstract. The ignition and combustion of single particles of crystalline boron continue to
produce major scientific interest due to the particularities of the process and diversity of
potential applications of boron compounds. The full valorization of boron energetic
potential is a very current scientific challenge. The objective of the paper is to systematize
the methodology for evaluating the kinetic parameters of boron ignition and combustion
reactions in various oxidizing gaseous environments. Experimental dependencies between
the ignition temperature and the particle size, as well as the combustion time as a function
of oxidizing temperature are used for the calculation of the kinetic constants. As a main
result, the kinetic parameters of the ignition and combustion reactions of boron in oxygen
and water vapor are calculated.

Keywords: boron, thermodynamics, reaction, oxidation, heterogeneous, calculation,
parameter, experiment.

Rezumat. Aprinderea si arderea particulelor unice de bor cristalin continua sa produca un
interes stiintific major datorita particularitatilor procesului si diversitatii aplicatiilor
potentiale ale compusilor de bor. Valorificarea completa a potentialului energetic al borului
este o provocare stiintifica foarte actuala. Obiectivul lucrdrii este de a sistematiza
metodologia de evaluare a parametrilor cinetici ai reactiilor de aprindere si ardere a borului
in diferite medii gazoase oxidante. Pentru calcularea constantelor cinetice sunt utilizate
dependente experimentale intre temperatura de aprindere si dimensiunea particulelor,
precum si timpul de ardere in functie de temperatura de oxidare. Ca rezultat principal, se
calculeaza parametrii cinetici ai reactiilor de aprindere si combustie ale borului in oxigen si
vapori de apa.

Cuvinte cheie: bor, termodinamicd, reactie, oxidare, eterogend, calcul, parametru, experiment.
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CZU 621.314.25

ENERGY CHARACTERISTICS OF PHASE REGULATING DEVICE BASED ON "STAR"
CIRCUIT

Lev Kalinin, ORCID: 0000-0003-1894-5734,
Dmitrii Zaitsev, ORCID: 0000-0001-7207-1754,
Mihai Tirsu’, ORCID: 0000-0002-1193-6774,
Irina Golub, ORCID: 0000-0001-8053-9329,
Danila Kaloshin, ORCID: 0000-0001-7194-2175

Institute of Power Engineering, 5 Academiei str., Chisinau, Republic of Moldova
*Corresponding author: Mihai Tirsu, tirsu.mihai@gmail.com

Received: 05. 12. 2021
Accepted: 06. 28. 2021

Abstract. The electric power industry development mean increases the electric grids
flexibility through the use of various devices type (FACTS) controlled by means of power
electronics and being an element of the Smart Grid. This type of device includes a phase-
shifting transformer (PST), which redistributes power flows in the branches of electrical
networks. In connection with the relevance of this topic, new technical solutions appear that
implement similar functions, which entails the need for a comparative analysis of such
developments in order to optimize the energy characteristics of this kind of equipment. The
aim of the work is to develop schematic version of the PST made according to the "star”
scheme and analyze its operation in typical modes. During the study, the energy
characteristics of the device were determined. The possibility of reducing the typical power
of the phase-shifting device due to the use of capacitive compensation is analyzed.

Keywords:phase-shifting transformer, angle of phase shift, electronic power switches, control
strategy, rated capacity.

Rezumat. Dezvoltarea industriei energiei electrice inseamna cresterea flexibilitatii retelelor
electrice prin utilizarea diferitelor tipuri de dispozitive (FACT), controlate prin intermediul
electronicii de putere si fiind un element al retelei inteligente. Acest tip de dispozitiv include
un transformator cu schimbare de faza (PST), care redistribuie fluxurile de energie in ramurile
retelelor electrice. In legaturd cu relevanta acestui subiect, apar noi solutii tehnice care
implementeaza functii similare, ceea ce implica necesitatea unei analize comparative a
acestor evolutii pentru a optimiza caracteristicile energetice ale acestui tip de echipamente.
Scopul lucrarii este de a dezvolta versiunea schematicd a PST realizata conform schemei
,stea” si de a analiza functionarea acesteia in moduri tipice. Tn timpul studiului, au fost
determinate caracteristicile energetice ale dispozitivului. Este analizata posibilitatea
reducerii puterii tipice a dispozitivului de schimbare de faza datorita utilizarii compensarii
capacitive.

Cuvinte cheie: transformator cu schimbare de fazd, unghi de schimbare de fazd, intrerupdtoare
electronice de putere, strategie de control, capacitate nominald.
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Abstract. Suitability determination of any product designed for specific types of consumers is
possible through the effective use of anthropometric information. This study assessed
anthropometric data utilization in footwear designs and patterns as an indicator of fitness
and comfort in footwear production. The data collected for analysis were the length and the
breadth dimensions of footwear design pattern from eighteen footwear cottage shops and
the foot anthropometric parameter from a total of four hundred and thirty-three (433) (males
(226) and females (207)) subjects. The instrumentation design for the data collection was a
digital vernier caliper (model Mitutoyo 500-506-10). The analysis of the foot anthropometry
dimension and the design footwear pattern data obtained showed a lack of bilateral
symmetry for the male and female gender. The fitness and comfortable foot support function
of the footwear analyzed using a paired samples t-test between the footwear design pattern
dimensions, and the foot anthropometric parameters disclosed p > 0.05 in all cases - not
significant. This study concluded that tailoring a product design to the users’ population
reduces the mismatch challenges, grants fitness, and comfort to the users.

Keywords: foot anthropometry, footwear, fitness, production, cottage firm.

Rezumat. Determinarea adecvadrii oricarui produs conceput pentru anumite tipuri de
consumatori este posibila prin utilizarea eficienta a informatiilor antropometrice. Acest studiu
a evaluat utilizarea datelor antropometrice in modele de incaltaminte ca indicator al
fitnessului si confortului in productia de incaltaminte. Datele colectate pentru analiza au fost
lungimea si latimea dimensiunilor modelului de proiectare a incdltamintei de la optsprezece
magazine de incaltaminte si parametrul antropometric al piciorului dintr-un total de patru
sute treizeci si trei (433) barbati (226) si femei (207). Proiectarea instrumentelor pentru
colectarea datelor a fost un etrier digital vernier (model Mitutoyo 500-506-10). Analiza
dimensiunii antropometriei piciorului si a datelor obtinute din modelul de fncaltaminte de
proiectare a aratat o lipsa de simetrie bilaterala pentru sexul masculin si feminin. Functia de
fitness si suport confortabil pentru picioare a incaltamintei analizate folosind un test pereche
intre dimensiunile modelului de proiectare a incdltamintei si parametrii antropometrici ai
picioarelor dezvaluite (p> 0,05 in toate cazurile) nu este semnificativ. Acest studiu a
concluzionat ca adaptarea unui design de produs la populatia utilizatorilor reduce provocarile
de nepotrivire, acorda posibilitate de fitness si confort utilizatorilor.

Cuvinte cheie: antropometrie a piciorului, incdltdminte, fitness, productie, firmd cottage.
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Abstract. Target recognition is of great importance in military and civil applications — object
detection, security and surveillance, access and border control, etc. In the article the general
structure and main components of a target recognition system are presented. The
characteristics such as availability, distinctiveness, robustness, and accessibility are
described, which influence the reliability of a TRS. The graph presentations and mathematical
descriptions of a unimodal and multimodal TRS are given. The mathematical models for a
probability of correct target recognition in these systems are presented. To increase the
reliability of TRS, a new approach was proposed - to use a set of classification algorithms in
the systems. This approach permits the development of new kinds of systems - Multiple
Classification Algorithms Unimodal and Multimodal Systems (MAUMS and MAMMS). The
graph presentations, mathematical descriptions of the MAUMS and MAMMS are described.
The evaluation of the correct target recognition was made for different systems. The
conditions of systems' effectiveness were established. The modality of the algorithm's
recognition probability maximal value determination for an established threshold level of the
system's recognition probability was proposed, which will describe the requirements for the
quality and, respectively, the costs of the recognition algorithms. The proposed theory
permits the system's design depending on a predetermined recognition probability.

Keywords: target, recognition, system, unimodal, multimodal, algorithm, probability.
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Rezumat. Recunoasterea tintelor are o mare importanta in aplicatiile militare si civile -
detectarea obiectelor, securitatea si supravegherea, accesul si controlul frontierelor etc. In
articol sunt prezentate structura generala si principalele componente ale unui sistem de
recunoastere a tintelor (SRT). Sunt descrise caracteristicile precum disponibilitatea, caracterul
distinctiv, robustetea si accesibilitatea, care influenteaza fiabilitatea unui SRT. Sunt date
prezentdrile grafice si descrierile matematice ale unui SRT unimodal si multimodal. Sunt
prezentate modele matematice pentru o probabilitate de recunoastere corecta a tintei in
aceste sisteme. Pentru a creste fiabilitatea SRT, a fost propusa o noua abordare - utilizarea
unui set de algoritmi de clasificare in sisteme. Aceasta abordare permite dezvoltarea de noi
tipuri de sisteme - Sisteme cu algoritmi de clasificare multiple unimodale si multimodale
(SACMUM si SACMMM). Sunt date prezentarile grafice, descrierile matematice ale SACMUM
si SACMMM. Evaluarea recunoasterii tintei corecte a fost data pentru diferite sisteme. Au fost
stabilite conditiile de eficacitate a sistemelor. A fost propusa modalitatea de determinare a
valorii maxime a probabilitatii de recunoastere a algoritmului pentru un nivel de prag stabilit
al probabilitatii de recunoastere a sistemului, care va determina cerintele pentru calitate si,
respectiv, costurile algoritmilor de recunoastere. Teoria propusa permite proiectarea
sistemului fn functie de o probabilitate de recunoastere predeterminata.

Cuvinte cheie: tintd, recunoastere, sistem, unimodal, multimodal, algoritm, probabilitate.
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Abstract. This study investigates the selection of stock from huge stock markets and by using
good selection tools so that it will give a good return value. It helps investor to find an easy
decision regarding their investment in stock market individually with effective collection of
trading activities. Many artificial intelligence (Al) techniques are untested in the financial
crisis scenario. This research really helpful to the investor in the stock selection and stock
purchase decision. Al is also a one of the hottest topic for most industries, researchers and
investors. The financial market is easy to analyze with multiple charts, due to the application
of artificial intelligence.

Keywords: stock market, artificial intelligence, trading, investment, financial.

Rezumat. Acest studiu investigheaza selectia actiunilor de pe piete imense de actiuni si prin
utilizarea unor instrumente de selectie bune, astfel incat sa ofere o valoare rentabila buna.
Ajuta investitorul sa gdseasca o decizie usoara in ceea ce priveste investitia lor pe piata de
valori individual, cu o colectare eficientd a activitatilor de tranzactionare. Multe tehnici de
inteligenta artificiala (Al) nu sunt testate in scenariul de criza financiara. Aceasta cercetare
este foarte utila pentru investitor in selectarea actiunilor si decizia de cumparare a actiunilor.
Al este, de asemenea, unul dintre cele mai fierbinte subiecte pentru majoritatea industriilor,
cercetatorilor si investitorilor. Piata financiara este usor de analizat cu mai multe diagrame,
datorita aplicarii inteligentei artificiale.

Cuvinte cheie: bursd, inteligenta artificiald, tranzactionare, investitii, financiar.
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Abstract. Currently, the district heating systems (DHSs) are intensively promoted both
nationally and globally. The advantages of using these systems in urban areas compared to
individual heating systems are practically indisputable. Still, it is essential that the calculation
underlying the assessment of the economic profitability of the projects to connect the new
heat consumers to DHS be made correctly by taking into account all the necessary
investments and the benefits obtained from the additional amount of energy sale. The article
presents the methodology for the optimal regression model selection that can be applied to
predict the additional electricity produced in cogeneration mode in case of the new heat
consumer connection to the DHS, based on the actual data of the thermal and electrical
energy supplied to network from a CHP in the Republic of Moldova. At the same time, it is
demonstrated that between the thermal energy supplied to a new consumer connected to
DHS and the additional electricity produced in the cogeneration mode, there is a direct and
linear correlation.

Keywords: cogeneration, equation of a straight line, heating season, new consumer’s connection
to the DHS, regression analysis.

Rezumat. La momentul actual, sistemele centralizate de alimentare cu energie termica
(SACET) sunt intens promovate atat la nivel national cat si la nivel mondial. Avantajele
utilizarii acestor sisteme in localitati urbane in comparatie cu sisteme individuale de incalzire,
sunt practic incontestabile, dar este important ca calculul care sta la baza evaluarii
rentabilitatii economice a proiectelor de racordare a noilor consumatori la SACET, sa fie
realizat corect prin luarea in consideratie a tuturor investitiilor necesare, cat si a beneficiilor
obtinute in rezultatul vanzarii unei cantitdti suplimentare de energie. In lucrare este
prezentata metodologia selectdrii modelului optim de regresie care poate fi aplicat in scopul
predictiei volumului de energie electrica suplimentar produsa in cogenerare in cazul
racordarii unui consumator nou de energie termica la SACET, in baza unor date reale ale
valorilor energiilor termice si electrice livrate in retea de la un CET din Republica Moldova.
Totodata, este demonstrat faptul ca intre energia termica livrata unui consumator nou
racordat la SACET si energia electrica suplimentar produsa in regim de cogenerare, exista o
corelatie directa si liniara.

Cuvinte cheie: cogenerare, ecuatia liniei drepte, model de regresie, sezon de incdlzire, racordarea
unui nou consumator la SACET.
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Abstract. For sustainability purposes, supplementary cementitious materials (SCMs) are
considered essential components for gaining ultra-high strength properties of concrete and
mortar. This study experimentally investigates the influence of single, binary, and ternary
partial cement replacements of the SCMs on the performance of ultra-high-strength mortar.
The investigated SCMs were included ground granulated blast furnace slag (GGBS), densified
silica fume (DSF), un-densified silica fume (UDSF), and Fly ash (FA). Three replacements
ratios were implemented; 10%, 20%, and 30% in addition to mortar without SCMs to work
as a control mix for comparison reasons. 27 mixes were designed to quantify the
replacement ratio that explains the best performance, through examining the workability,
compressive and tensile strength of each mix. In addition, XRD test was carried out to
identify the various decomposition phases of the hardened mortar. The results indicated that
binary replacement of 15% GGBS and 15% UDSF exhibited the best performance among all
other replacements ratios.

Keywords: binary replacement, ssupplementary cementitious materials, single replacement,
ternary replacement, ultra-high strength, XRD patterns.

Rezumat. Tn scopuri de durabilitate, materialele cimentare suplimentare (SCM) sunt
considerate componente esentiale pentru obtinerea proprietatilor de rezistenta ultra-inalta a
betonului si mortarului. Acest studiu investigheazd experimental influenta inlocuirilor
partiale simple, binare si ternare de ciment ale SCM-urilor asupra performantei mortarului de
fnalta rezistentd. SCM-urile investigate au inclus zgura de furnal granulat la sol (GGBS), fum
de silice densificat (DSF), fum de silice nedensificat (UDSF) si cenusa zburatoare (FA). Au fost
implementate trei rapoarte de inlocuire, cu respectiv 10%, 20% si 30% in plus fata de mortarul
fara SCM, un amestec de control pentru comparatie. 27 de amestecuri au fost proiectate
pentru a cuantifica raportul de inlocuire care explica cele mai bune performante, examinand
lucrabilitatea, rezistenta la compresiune si la tractiune a fiecirui amestec. In plus, s-a efectuat
testul XRD pentru a identifica diferitele faze de descompunere a mortarului intarit.
Rezultatele au indicat faptul ca inlocuirea binara a 15% GGBS si 15% UDSF a prezentat cea
mai bunad performanta dintre toate celelalte rapoarte de inlocuire.

Cuvinte cheie: inlocuire binard, materiale cimentare suplimentare, inlocuire unicd, inlocuire
ternard, rezistentd ultra-mare, modele XRD.
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Abstract. The main purpose of this study is to revitalize the concept of wise and controlled
supply of water for domestic, industrial and agricultural applications which facilitate
sustainable usage of fresh water resources. As Eritrea is striving to manage its water
resources, attention paid primarily to enable water flow control mechanisms in municipal
water distribution systems. A table top process control trainer (PCT) was tested through
proportional(P), integral (I) and derivative (D) control mechanisms using Ziegler-Nichols
second method to evaluate the tuning variables. Applying exclusively P control action,
critical period of oscillation (P..) was estimated as 1.4 sec at proportional band value of 9.
P, Pl and PID controller performance studies were conducted with tuned variables on the
water flow control system at different step disturbances between 20 - 50 % and their
corresponding responses were characterized. P controller exhibited faster responses with
consistent increments in offset, Pl controller recorded highest overshoot values with
negligible offset and prolonged settling times. PID controller showed less overshoot values
and faster response times than Pl but it increased chatter on the control output signal. The
study revealed that the system can be safely controlled between 0-80 LPH. If the offset is
not a major concern, P controller would be reflected suitable with simple design and
minimum expenditure, else Pl controller makes offset to zero though it possesses higher
settling times. In other words, PID controller is complex using more tuning parameters, need
expensive maintenance, and has resulted an intermittent noise in the output signal.

Keywords: Control System, Flow controllers, Step Disturbances, Sustainable Supply of Water,
Tuning of PID Controllers, Water Flow control, Ziegler and Nichols Method.
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Rezumat. Scopul principal al acestui studiu este de a revitaliza conceptul de furnizare
inteleapta si controlata de apa pentru aplicatii menajere, industriale si agricole care
faciliteaza utilizarea durabila a resurselor de apa dulce. Intrucat Eritreea se straduieste s isi
gestioneze resursele de apad, atentia este acordata in primul rand pentru a permite
mecanismelor de control al fluxului de apa in sistemele municipale de distributie a apei. Un
antrenor de control de proces de masa (PCT) a fost testat prin mecanisme de control
proportional (P), integral () si derivat (D) folosind a doua metoda Ziegler-Nichols pentru a
evalua variabilele de reglare. Aplicand exclusiv actiunea de control P, perioada critica de
oscilatie (P.) a fost estimata la 1,4 sec cu o valoare proportionala a benzii de 9. Studiile de
performanta ale controlerelor P, PI si PID au fost efectuate cu variabile reglate pe sistemul
de control al debitului de apa la diferite perturbari de pas intre 20 - 50% si raspunsurile lor
corespunzatoare au fost caracterizate. Controlerul P a prezentat raspunsuri mai rapide cu
cresteri consistente in offset, controlerul Pl a inregistrat cele mai mari valori de depasire cu
offset neglijabil si timpi de decontare prelungite. Controlerul PID a prezentat valori mai mici
de depasire si timpi de raspuns mai rapide decat PI, dar a crescut conversatia pe semnalul
de iesire al controlului. Studiul a relevat ca sistemul poate fi controlat in siguranta intre O-
80 LPH. Daca decalajul nu prezinta o preocupare majora, controlerul P ar fi reflectat adecvat
cu un design simplu si cheltuieli minime. Altfel controlerul Pl face decalajul la zero, desi are
timpi de decontare mai mari. Cu alte cuvinte, controlerul PID este complex, folosind mai
multi parametri de reglare, necesitda o intretinere costisitoare si a rezultat un zgomot
intermitent in semnalul de iesire.

Cuvinte cheie: sistem de control, requlatoare de debit, perturbdri in trepte, alimentare durabild cu
apd, reglarea controlerelor PID, control al debitului de apd, metoda Ziegler si
Nichols.
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Abstract. This work deals with the use of microencapsulation of biologically active
compounds (BAC) as an alternative method of protection and prolongation of their functional
properties in the food products. The main methods for the formation of microcapsules (MC)
are considered. Biopolymer materials, suitable for MCs production, are outlined. Some
technological solutions, suitable for microencapsulation and successfully used in other
industries, present interest only for laboratory researches in the food science, but are not
suitable for industrial scale food production. It is discussed why the methods of simple and
complex coacervation, liposomal entrapment are thermodynamically advantageous for
obtaining microcapsules in comparison with others. To achieve further progresses of
microencapsulation in food technologies, the direct integration of the microencapsulation
into the food production technological cycle is necessary. Products should initially have a
texture and consistency that allow microcapsules to be resistant to premature aggregation.
MCs should not exfoliate or break down, while execute their functions of protection and
targeted delivery of biologically active compounds. Only high viscous colloidal systems, as
traditional fermented dairy products (kefir, yoghurts, ice cream, curd and cheese) and fruit
juices with pulp, are mostly suitable for supplementation of them by BACs using
microencapsulation.

Keywords: biopolymers, biologically active compounds (BAC), coacervation, complex
coacervation, fermented dairy products, microencapsulation’s thermodynamic.
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Rezumat. Aceasta lucrare se refera la utilizarea microincapsuldrii compusilor biologic activi
ca metoda alternativa de protectie si prelungire a proprietatilor lor functionale in produsele
alimentare. Sunt luate in considerare principalele metode de formare a microcapsulelor si
prezentate materiale biopolimerice, utilizate pentru productia MC comestibile. Unele solutii
tehnologice, potrivite pentru microincapsulare si folosite cu succes in alte industrii, prezinta
interes numai pentru cercetdrile de laborator in cadrul stiintei alimentelor, dar nu sunt
potrivite pentru productia de alimente pe scara industriala. Se discutda avantajele
termodinamice ale metodelor de coacervare simpla si complexd, ,prinderii lipozomale”
pentru obtinerea microcapsulelor in comparatie cu alte metode. Pentru realizarea progreselor
ulterioare ale microincapsularii in tehnologiile alimentare este necesara integrarea directa a
microincapsuldrii n ciclul tehnologic al productiei de alimente. Produsele ar trebui sa aiba
initial o textura si o consistentd, care ar permite microcapsulelor sa fie rezistente la agregarea
prematura. Microcapsulele nu trebuie sd se exfolieze sau sa se descompuna in timp ce fisi
fndeplinesc functiile de protectie si livrare tintitd a compusilor biologic activi. Doar sistemele
coloidale cu vascozitate ridicatd, ca exemplu, produse lactate fermentate traditionale (chefir,
iaurturi, inghetatd, cas si branzd) si sucurile de fructe cu pulpa sunt potrivite pentru
suplimentarea acestora cu compusi bioactivi inclusi prin procedee de microincapsulare.

Cuvinte cheie: biopolimeri, compusi biologic activi, coacervare, coacervare complexd, produse
lactate fermentate, termodinamica microincapsuldrii.
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Abstract. The yogurt was obtained from a combination of 50% goat's milk and 50% cow's
milk with the inclusion of scald fruits of aronia (Aronia melanocarpa), raspberries (Rubus
idaeus), strawberry (Fragaria xanassa). Physico-chemical and microbiological indices were
determined, according to standard methods, after manufacture and storage, after 1, 5, 10, 15
days. Compared to other samples, yogurt with aronia showed the best values of the dynamics
specific to the development of microorganisms: 2.93.107 cfu/ml; the growth rate of lactic acid
bacteria at fermentation 0.95 y; physico-chemical indices: titratable acidity 85 * 0.078°T, pH
4.28 £ 0.002, water activity 0.875 * 0.025; total dry matter 18.45 * 0.31%, viscosity 2500 *
0.023 mPa s, ash content 0.89 + 0.10% and the optical density 2.531 * 0.054 nm. Yeasts and
molds were not detected in any of the samples. From a physico-chemical point of view, in
storage, in all fruit yogurt samples the titratable acidity showed increasing values, pH
remaining in the range of permissible values. In storage fruits formed an association to
control the microbiological risk and stability of yogurt. Fruit yogurt shows a synergism with
Streptococcus thermophilus, Lactobacillus delbrueckii subsp. bulgaricus, Lactococcus lactis subsp
lactis biovar diacetilactis. The overall Pearson coefficient (Pc = f(pH and MC) for all fruit yogurt
samples is -0.95066.

Keywords: fermentation, growth curve, lactic acid, lactic acid bacteria, metabolic process, microbial
counts (MC), starter culture, synergism.
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Rezumat. laurtul a fost obtinut dintr-o combinatie de 50% lapte de capra si 50% lapte de vaca
cu includerea fructelor opdrite de aronia (Aronia melanocarpa), zmeura (Rubus idaeus) si
capsuni (Fragaria xanassa). Indicii fizico-chimici si microbiologici au fost determinati conform
metodelor standard, dupa fabricare si depozitare timp de 1, 5, 10, si 15 zile. Comparativ cu
alte probe, iaurtul cu aronia a aratat cele mai bune valori ale dinamicii specifice dezvoltarii
microorganismelor: 2.93.107 cfu / ml; rata de crestere a bacteriilor lactice la fermentare 0,95
u; indici fizico-chimici: aciditate titrabila 85 + 0,078°T, pH 4,28 £ 0,002, activitate a apei 0,875
+ (0,025, substanta uscata totala 18,45 = 0,31%, vascozitate 2500 * 0,023 mPa s, continut de
cenusa 0,89 = 0,10% si densitatea optica 2,531 * 0,054 nm. Drojdiile si mucegaiurile nu au
fost detectate in niciuna dintre probe. Din punct de vedere fizico-chimic, in depozitare, in
toate probele de iaurt de fructe, aciditatea titrabild a prezentat valori crescatoare, pH
ramanand fn intervalul valorilor admise. Din punct de vedere microbiologic, in depozitare
fructele au format o asociere pentru a controla riscul microbiologic si stabilitatea iaurtului.
laurtul de fructe prezinta un sinergism cu Streptococcus thermophilus, Lactobacillus delbrueckii
subsp. bulgaricus, Lactococcus lactis subsp lactis biovar diacetilactis. Coeficientul general
Pearson (Pc = f (pH si MC) pentru toate probele de iaurt de fructe este -0,95066.

Keywords: acid lactic, bacterii lactice, culturd starter, curba de crestere, fermentare, numdr de
microorganisme, proces metabolic, sinergism.
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Abstract. Three types of monofloral honey (rapeseed honey, buckwheat and lavender) from
the Republic of Moldova were analyzed. The results of the palynological analysis showed that
the samples had a dominant type of pollen (at least 45%). In the case of lavender honey, the
pollen of the plant Lavandula angustifolia is present in an average value of 74.83 + 0.3; in
rapeseed honey - Brassica napus and for buckwheat honey -Fagopyrum esculentum in average
values as follows: 56.07 = 0.3 and 68.08 * 0.2% respectively. The study of the content of
biologically active substances showed that buckwheat honey is the richest in polyphenols
(9.00 £ 0.11 mg gallic acid / kg) and carotenoids (4.24 = 0.57 mg BcarotE / kg), and maximum
content of flavonoids is in rapeseed honey (4.52 * 0.28 mg catechin / kg). Thus, the obtained
results confirm that the honey from the Republic of Moldova falls within the limits
recommended by the international regulation assuming adequate working conditions,
handling, collection and storage of honey by beekeepers from the Republic of Moldova.

Keywords: honey, palynological analysis, physico-chemical properties, biologically active
substances.

Rezumat. Au fost analizate trei tipuri de miere monoflorala (miere de rapitd, hrisca si lavanda)
din Republica Moldova. Rezultatele analizei palinologice au ardtat ca probele au avut un tip
de polen dominant (cel putin 45%). In cazul mierii de lavand3 este prezent polenul plantei
Lavandula angustifolia in valoare medie de 74,83%0,3; in mierea de rapita - Brassica napus si
pentru mierea de hrisca -Fagopyrum esculentum in valori medii dupa cum urmeaza: 56,070,3
si 68,08%0,2 % respectiv. Studiul continutului substantelor biologic active a aratat cd mierea
de hrisca este cea mai bogata in polifenoli (9,00£0,11 mg gallic acid/kg) si caratenoide (4,24
+ 0,57 mg BcarotE/kg), iar continut maximal de flavanoide este in mierea de rapita (4,52 *
0,28 mg catechin/kg). Astfel, rezultatele obtinute confirmd cd mierea din Republica Moldova
se incadreaza in limitele recomandate de reglementarea internationald presupunand conditii
adecvate de lucru, de manipulare, colectare si depozitare a mierii de cdtre apicultorii din
Republica Moldova.

Cuvinte cheie: miere, analizd palinologicd, proprietdti fizico-chimice, substante biologic active.
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Abstract. Agro-industrial waste management is an important problem of modern society as
agriculture and food industry are important sources of waste. Wine production generates a
considerable amount of winemaking waste (grape marc). Grape marc can be a source of
natural dyes, antioxidants and could have various applications, if it is confirmed that it does
not contain technogenic contaminants or unwanted microorganisms, for example, producers
of mycotoxins. The paper developed the Real -Time Polymerase Chain Reaction (Real-Time
PCR) methodology for testing the presence of potentially mycotoxogenic fungal species
capable of producing ochratoxin A (OTA), which could be applied before grape marc
processing. Based on the non-ribosomal peptide sequence of OTA, involved in ochratoxin
biosynthesis, the primers have been developed for the detection of microorganisms
potentially capable of producing ochratoxin A.

Keywords: Mycotoxin, OTA, Real-Time PCR, grape marc, Aspergillus, Penicillium.

Rezumat. Gestionarea deseurilor agroindustriale prezinta o problema importantd a societatii
moderne, deoarece agricultura si industria alimentara sunt surse importante de deseuri.
Productia de vin genereazd o cantitate considerabila de deseuri de vinificatie (tescovina de
struguri). Tescovina de struguri poate fi o sursa de coloranti naturali, antioxidanti si ar putea
avea diverse aplicatii, dacd se confirma ca nu contine contaminanti tehnogeni sau
microorganisme nedorite, de exemplu, producatori de micotoxine. Lucrarea a dezvoltat
metodologia de reactie in lant a polimerazei in timp real (PCR in timp real) pentru testarea
prezentei speciilor fungice potential micotoxogene capabile sa produca ochratoxina A (OTA),
care ar putea fi aplicata inainte de prelucrarea tescovinei de struguri. Pe baza secventei
peptidice non-ribozomale a OTA, implicata in biosinteza ochratoxinei, au fost dezvoltati
primerii necesari pentru detectarea microorganismelor potential capabile sa produca
ochratoxina A.

Cuvinte cheie: Micotoxind, OTA, PCR in timp real, tescovind de struguri, Aspergillus, Penicillium.
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Abstract. Currently, the application of technical advances to production plays an important
role in improving productivity and saving production costs. The techniques applying
information technology bring high efficiency, accuracy, reliability, pre-assessment of the
results. Modeling and simulation are method that are widely used from research, design,
manufacturing to operate the systems. With the help of computers, with high computational
speed and large memory, the modeling method was strongly developed, bringing great
efficiency in research and production practice. The assessment of effective use of equipment
in the production line has a decisive role in increasing the productivity and decreasing cost.
Therefore, the analysis and evaluation of the production line by the simulation model
method is highly practical, bringing many effects in the management and use of equipment.
In this study, a simulation of a specific problem was performed to estimate the simulated
workshop. Then, building a new plan and comparing the proposed plane with the original
plan to provide the reasonable solutions for the production process to effectively use the
equipment in the production line.

Keywords: modeling and simulation, effective use, equipment, automatic production line.

Introduction

Today it is possible to see that all areas of human activity use the method of modeling
and simulation at different levels. This is especially important in the realm of controlling
technical and social systems because control is the process of acquiring information from the
system, identifying the system according to a certain pattern and delivering decide
appropriate to control the system [1]. This process is continued continuously to bring the
movement system to a predetermined goal. Through modeling and simulation, we can
analyze, study complex systems, determine the operating characteristics and behaviors of the
systems. The simulation results are used to design, manufacture as well as determine the
operating mode of the system. From there, thanks to the method of modeling and simulation,
it is possible to give many scenarios to choose the optimal plan. The simulation model can
be used in the following 4 categories:

- Device explanation to identify the system or problem.

- Analysis to identify elements, components and events related to the system.
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- Inspect the general design and evaluate proposed solutions.

- Predict and assist in future development planning.

Nowadays, besides the aforementioned method, the simulation method is strongly
developed and widely applied. Models that are built on a simulation method are called
simulation models or numerical models. Simulation method allows to bring into the model
many factors close to reality. Simultaneously, the model is solved on computers with fast
calculation speed and large capacity, so the results obtained are highly accurate [2].
Therefore, the simulation method has created conditions to solve complex problems such as
modeling problems with large, random, and nonlinear systems with time-varying parameters
[3]. The simulation method is especially effective when it is necessary to model large systems
whose basic feature is a hierarchical structure, a subsystem structure, between subsystems
and the control center exchange information with each other. Simulation method is also
effective  when modeling systems with random elements, inadequate information,
information will be added during simulation, during the information exchange between
people controls with objects [4, 5]. Simulation method is applied to model in many fields
such as engineering, economics, society, biology, especially large, complex systems, etc. with
many random affecting factors [6]. In addition, the application of artificial intelligence and
neural networks is a development direction for technology solutions [7].

In the system design stage, modeling helps the designer to select the structure and
parameters of the system to synthesize the system. At the fabrication stage, modeling helps
to choose materials and fabrication technology. At the system operation stage, modeling
helps the operator solve the optimization problems, predict system states.

Especially in the case of combining the expert system with modeling method, it can
solve many control problems, save time as well as material and financial costs.

Material and Methods

The production system includes many functional subsystems such as supplying
materials, energy, processing, and processing; assembling and completing products;
consumption distribution. The production process control is the control center. The input of
the system is the customer's order, the output of the system is the final product.
From the figure 1, we see that in a control system, there are many elements commonly called
entities, each with its properties. A process that causes a change in the system is called an
activity. An action that changes the system's state is called an event. The set of variables that
reflect the state of the system at a time is called state variables.

The order
> Control center
Resources . . . Product
Supplies | ,| Outsourcing |, Assembling N _Prc_;dugt
products distribution
Enery

Figure 1. Production process control system.
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There are two methods of studying the system: research on the real system and research on
its substitution model. It is clear that research on the real systems gives honest and objective
results. However, in many cases conducting research on real systems faces many difficulties,
so the best and most convenient method is to study on its model. That is why the modeling
method is focused on research and development and this method plays an important role in
the development of science and technology [8].

The modeling process is carried out as follows. Call the simulated system S. The first
step is to model the system S with its internal relationships. For convenience in modeling,
we often divide the S system into several subsystems according to certain criteria S =Sy, S,,
...Si..., Sn. Next, mathematically describe the subsystems and their relationships. Usually there
is a relationship of energy exchange and information exchange between subsystems. The
second step is to model the surrounding environment E, where the system S works, with the
interactive relationships between S and E. Once the model of S and E is available, conducting
the above experiments model, i.e., for S and E to work in a certain condition. The result is a
set of system parameters, often referred to as the determination of a system work point. These
experiments were repeated many times and the simulation results were evaluated by
statistical probability. The simulation results are more accurate if the number of experiments,
also known as simulation steps, is larger. In theory the simulation step are finite but must be
large enough and depends on the requirement of accuracy.

Modeling

Real system Model

\ 4

A

Correction
Experiment

Conclusion
about real system

Simulation

y

Experiment
results

Handling the
result

Figure 2. The process of research by simulation method.

When conducting simulation studies, it is often performed the following steps:

Step 1: Develop simulation goals and research plans

The first is to clearly define the simulation research objective. That goal is represented
by evaluation criteria, by a system of questions that need to be answered.

Step 2: Collect data and define the principal model M

Depending on the simulation goal, we collect the information and corresponding data
of S system and E environment. On that basis, we build the principal model M. The principal
model that is the anti-mathematical model reflect the nature of the S-system.

Step 3:Validate the principal model

Validation of the model principal is to check the model's validity. A principal model
must reflect the true nature of system S and E environment but at the same time must not be
too complicated and cumbersome. If the principal model M fails to meet the requirements, it
is necessary to collect more information and data to rebuild the model.
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Step 4: Build an M simulation on the computer

Mmp simulation models are programs that run on computers also known as numerical
modeling or simulation models. These programs are written in common languages such as
FORTRAN, PASCAL, C ++ or specialized languages for simulation such as GPSS, SIMSSCRIPT,
SLAM I, SIMPLE ++, and so on.

Step 5: Test run.

After installing the program, run the test to see if the simulation model correctly
reflects the system S and E environment characteristics. At this stage also fixes programming
errors.

Step 6: Verify the simulation model.

After the test run, it is possible to verify and evaluate whether the simulation model
is satisfactory or not, if not, go back from step 2.

Model validation and validation are two important procedures for verifying that the
built model should be usable or not. Verification is to check whether the programming is
correct, the computer program can run, the input and output data is convenient and accurate
or not. Validation of the model is to evaluate whether the model reflects the nature of the
real system or not, whether the simulation results meet the research requirements.

Step 7: Planning the simulation experiment

In this step some simulation conditions must be defined. The first is to determine the
first condition, the final condition, or the simulation length. Next to determine the number of
tests, also known as the number of independent simulation runs. For the simulation data to
be completely independent of each other, each run the simulation uses a different random
seed. Finally determine the simulation time of each part or whole model. Based on the
simulation results (in step 9)
calibrate the experimental plan to get results with the precision required.

Step 8: Simulation experiment

Run the test program according to the built plan in step 7. This is the step to perform
the simulation. The results from this step are simulation output.

Step 9: Processing simulation results

Simulation experiments often give lots of data with statistical probability. Therefore,
to get the final result with high accuracy, it is required to use statistical probability method
to process the output data. These results should be presented in an explicit format conducive
to storage and use.

Step 10: Use and store results

Use the simulation results for the intended purpose and archive them as documents that
can be used over and over again.

Application of modeling and simulation for automatic production line

Requirements of the problem

When building an automatic production line, the problem is from the requirement of
productivity, labor, and equipment to be used effectively to avoid expensive investment or
not using up the equipment, machinery and labor. The following is a simulation model that
simulates an automatic painting workshop, for example a simulation model of a mobile
phone cover coating workshop.

The steps in the model are as follows:
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1. Embryos of the foundry of the foundry have been treated with burr and check for errors
and defects and are sent to the paint shop for painting and plating as required.

2. The product will be put into the coating machine under the hanging conveyor. After going
through the paint machine, it will be transferred to the drier to dry the product and continue
to the aluminum plating machine. Finally, the product will be checked by the worker to
remove the defects, if the product has any error, it will be transferred to the drier position for
re-implementation. Products are made in the workshop through the steps below.

'y

Input inspaction  CULPUL
S0 Daint machine Deriar Plating machine workers
“u Y | I.--"1-1I P Py oY Y _.-'"'\.I | F " | Y _.-'"'\. | Fa l I-""\\ o
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Figure 3. Painting and plating workshop diagrams.
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Figure 4. Painting and plating workshop block diagrams.

Computer animation is used for the purpose of judging true or false or to depict the
system developed and shown below.
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Figure 5. Model of péinting and plating workshop scene.
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The operation mode of the workshop is as follows:

1. The plastic billet is taken to the paint machine area to paint the product.

2. They are then transported to the drier for drying.

3. They are then shipped to the chrome plating machine.

4. Finally, they go to the site of the inspector to check the quality of the product
surface. If guaranteed, they would be shipped to the next factory. Otherwise, they will be
transported back to the drier site for drying or to an aluminum plating machine for rework.

The operation of the system will be simulated under the following assumptions:

1. The arrival times between the two products for the paint machine is exponentially
functional with a value of 0.14 minutes.

2. The paint machines operate side by side and the delivery time is a uniform
probability between 0.15 and 0.25 minutes.

3. The driers also operate side by side and the delivery time is a uniform probability
between 0.25 and 0.35 minutes.

4. The plating machines also operate side by side with uniform distribution time
between 0.4 and 1 minute.

5. The inspection workers also work side by side at the test stations. The distribution
time as uniform probability is between 0.2 and 0.3 minutes. On average about 90% meet the
requirements and move on to the next workshop. The remaining 10% of defective products
will be sent back to the drier for rework and returned every 10 minutes.

6. Defective products after painting and plating operations are automatically
classified. The classification time is 1 minute.

Production line modeling

Paint machine Drietr Plating machine Test
'L\\\ Qu Ta |\ Quz T |\ Qs Ta | Qua Tu P
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Figure 6. Modeling of the steps of the painting and plating process.
In which:
1. Input (ENTRANCE):
Functions: Simulates incoming objects. -
Properties: TE““
TO: Time between next visits; T1: Time of the first arrival T1 ' “"x)
of the object. -~
No

NO: Maximum number of objects possible through the
node.
A: Properties of the object.
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2. Queue (QUERY):

Function: Simulate the queue.

Properties:

QOL: The current length of the queue; Q0: Recommended
queue length. Nk
CQ: The capacity of the queue.

0Q: Service principle: FIFO (first in first out), LIFO (first in,
first out), priority.

3. Activities (ACTIVITY):

Function: Simulate serving. QL
Properties:

TA: Time during the service; NR: Number of sources m Co | OQ
performing service.

4. Source (RESOURSES):

Functions: Simulating a source is available.
Properties:

NR: Number of sources; QR: The ability of the source.
5. Ending (EXIT):

Functions: Simulates leaving objects.

Properties:

No: Number of objects leaving the system.

Ta
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Figure 7. Network model of painting and plating workshop.

Data collection:

The data collected at the present time is as below:

To=EXPON(0.144); T1=0;

TA1=UNFRM(0.15,0.25);TA2=UNFORM(0.25,0.35);TA3=UNFORM(0.4,1);

TA4=UNFORM(0.2,0.3);

CQ1=10,CQ2=15,C03=10,CQ4=5

OQ-FIFO

NR1 is a coating machine; NR2 is the drier; NR3 is an aluminum plating machine;
NR4 is the inspection worker.
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QOR1 is the paint machine number; QR2 is the number of dryers; QR3 is the aluminum
number; QR4 is the number of workers checked.

The value of QR1; QR2; QR3; QR4 will depend on the scenarios.

Calculate the number of runs required

In the production workshop, there are the following conditions:

- Working time for one shift: 60 x 8 = 480 minutes.

- The output per shift: 3000 details

- With confidence level: 99%.

The required parameters wil be calculated by running the sample a finite number of
times then based on those parameters to calculate the number of runs needed.

With 99% confidence we follow the Student standard distribution.

We use the formula:

X — tv—l,l—a-_ Spsx+ tv—l,l—a-_

x: Average value

S: Standard deviation

u: Average density

t,-11-«: Coefficient of the Student standard distribution

Number of runs: 5; Degree of freedom: 4

The value variation: 30 products are equivalent to 1% of output per shift. We use the
following formula to calculate the number of runs needed

TR R ST )
So
S 2
n < (tr1mers) (3)
% = 32744
S =54.848
tv.1,1.a = 3365

So N =152 times.

Results and discussion
The results obtained after using the above parameters.

File Average Length: RUN 1
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Figure 8. Average queue length.
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Figure 9. Average waiting time in line.
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Figure 10. Average resource usage.

Analyze the results obtained about the system with the information in Table 1:

Table 1

Paint shop system status
System
. y . Status
information
The maximum mean queue length was recorded in
Bottlenecks

action 3, in the plating machine area

Waiting time in
line

Small average waiting time in a queue

Power usage
level

- Maximum power usage is recorded in action 4 at the
galvanizing machine site.

- In the 2nd largest source usage check area recorded in
the 3rd column of activity in the dryer area.

- In the test area for the third largest level of resource
usage, which is recorded in the column 5 activity in the
area of the inspected worker.

- Finally, the power usage level is recorded in activity 2
in the paint machine area.

- In the paint machine area the average value is 1.402
with the standard distribution value of 1.17.

- In the drying area, the mean value was 2.327 with a
standard distribution value of 1.421

- In the plating machine area, the average value is 5.344
with a standard distribution value of 1.222

- At the position of the inspecting worker, the mean is
1.911 with the standard distribution value of 1.781
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A scenario designs for the production process:
From the analysis of the current state of the workshop, the scenario is studied on the
use of the source as follows:
- At the coating machine, there are 6 machines, but the actual number of machines
used is
Neye = % + 35 = 1.402 + 3 * 1.17 = 4.912 (4)

In 99% of the cases given as the normal distribution, only 5 out of 6 machines were
used to make the product. From the above results it is concluded that reducing the number
of paint machines in the paint area does not decrease productivity. Scenarios for the cases
are shown in Table 2.

Table 2
Scenario with different number of paint machines
Number of paint

Scenario .
machines
WS2_Paintl 1
WS2 Paint2 2
WS2 Paint3 3
WS2 _Paint4 4
WS2 Paint5 5

The system will simulate more than 152 runs to achieve p1% of the time interval of the yield
prediction with an average 99% confidence level.
- In the inspection area, there are 8 workers, but in reality the number of workers needed is

Newt = % + 35 = 1.911 + 3 x 1.781 = 7.254 (5)

In 99% of the cases given the normal distribution, only 7 out of 8 workers used it to
make the product. From the above results it is concluded that reducing the number of
workers in the test area does not decrease productivity.

Table 3
Scenario with different number of workers
Scenario Number of workers

WS2 CHK1 1
WS2 CHK2
WS2 _CHK3
WS2 CHK4
WS2 CHK5
WS2 _CHK6
WS2 _CHK7

NOYUT AN

Improved resource use is the plating machines. All six plating machines are used as
follows:

N4-plate = X + Z.5 (6)
NAll-plate—X 6—5.344
z = SRl © = 0.54 7)
s 1.22
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Given z = 0.54 regions below the mean curve of 0.2257 leads to the conclusion that
most 23% of cases are using the same 99% confidence interval. So, in the case productivity
can be improved in two ways:

+ Reduce processing time: this problem cannot be done because machines and
technology are limited. For these reasons this approach was not considered.

+ Replace plating machines with more productive ones: this option would require a
short-term investment to purchase new machines but in the long run will contribute to the
company's profits by increasing productivity.

Product processing time here is limited in productivity of test workers with product
speed [0.2 + 0.3] minutes per product. Therefore, this yield has practical value as the number
of machines required to keep the yield with the time of [UNFORM, (0.15,0.35]).

Table 4
Scenario with number of new plating machines
Number of plating

Scenario .
machines
WS2_All 1
WS2_Al2 2
WS2 Al3 3
WS2_Al4 4
WS2_Al5 5

The source usage in the scenarios given in the diagram is as follows:

Observed Mean: RUN 1

4,000
3,500
3,000
2500
2.000
1.500
1,000

500

0w o =

ws2Z_cnrt ws2_pnl ws2_pn2 ws2_pn3 ws2_pnd ws2_pn5

STATISTIC LABEL: Productivity
Figure 11. Productivity chart with scenarios with different number of painting machines.

From the above chart, it can be seen that: A steady state of productivity is used with 3
machines. The increase in the number of machines does not increase the productivity, the
small change in productivity is obtained due to the mean to shift from the random nature of
the mean yield. Therefore, the production line does not reduce productivity if only 3 out of 6
machines are used in the paint machine area.

The productivity charted with different scenarios of the number of workers tested his
as.

Through the above chart, it can be seen that: The steady state of productivity is
received when the line has 3 inspection workers and the increase in the number of inspection
workers does not increase productivity. Small variation in yield is obtained by the mean to
shift from the randomness of the mean yield. Thus, the line does not reduce productivity if
only 3 out of 8 workers are employed in the test area.

The chart comparing the current scenario and the new scenario has reduced the
number of machines and the number of test workers.
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Figure 12. Productivity chart with different scenarios of the number of workers tested.
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Figure 13. The chart comparing the current scenario and the new scenario has reduced
the number of machines and the number of test workers.

Productivity chart with new number of plating machines for improved equipment

management.
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Figure 14. Productivity chart with new number of plating machines for improved
equipment management.

The above chart shows that: The steady state of productivity is obtained when the line
has 3 plating machines. Increasing the number of machines does not increase productivity,
productivity is limited by the number of input part ratios of the workshop. Small variation in
yield is obtained by the mean to shift from the randomness of the mean yield.

From the above results it can be seen that the productivity will be suitable when using
3 machines with product speed within the UNFORM Limit [0.15,0.35]. If you want to increase
productivity, the percentage of input details of the workshop must also increase.

Conclusion

Through this research, the process of modeling simulation and production analysis
was carried out in a manufacturing workshop. On that basis, we have analyzed the
requirements and designed an experimental model to simulate the operation of the
automatic coating and plating line. The model addresses a number of requirements:
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- Visual and general description of the distribution of equipment in the workshop.

- Simulate the activities of the equipment in the chain.

- Simulation helps the manager to come up with the plan to use the equipment
effectively, contributing to improving productivity and reducing product costs.

Through this research will be the basis to help production lines to build new or adjust
equipment and labor to bring productivity and reduce costs for production.
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Abstract. The article examined the problem of the experimental setting of incidence angles
for the generation of Lamb waves in plate-type parts by the non-contact ultrasonic control
method. This type of control is mainly done by the use of two types of waves: Rayleigh,
which detects invisible defects on the surface of parts, and Lamb waves mode Ao and So.
Mostly used is the mode Ao due to the propagation over distances of interest in the tested
materials. One of the primary aim during the testing process is to position the ultrasonic
transducers (transmitter and receiver) at oblique angles of incidence on a surface. The
transducers should be positioned on an access face of the plate, as is common in industrial
practice, at a fixed distance from the measured plate, and leaving an air gap between
transducers and the tested plate. The ultrasonic transducers are moved simultaneously
linearly or in zigzag on the surface of the plate-type part to measure the hidden defects
(cracks, pores, inclusions) that appear in the composite materials during the manufacturing
process or during the operation. The presented work brings new insights into the setting of
the angle of incidence for generating lamb waves by non-contact method.

Keywords: non-contact ultrasonic control, invisible defects measurement, Lamb waves, ultrasonic
transducers, angle of incidence.

Introduction

First applications of composite materials in the automotive industry were those in the
field of car bodies manufacturing: in 1953 the body of the Corvette Chevrolet (USA) was
entirely made of glass-epoxy; in 1968 the rims of the Citroen SM were made of epoxy glass;
in 1970 - the bumper of the Renault R5 was made of epoxy glass; in 1980 John Barnard, an
engineer in the McLaren Formula 1 team, built the first carbon Kevlar chassis and from other
composite materials; in 2002 the body of the McLaren Mercedes SLR series car was made
entirely of carbon fiber. As regarding to the use of composite materials in the aircraft
manufacturing industry, it is worth mentioning the Boeing 787 Dreamliner passenger plane,
which was made of the following materials: 50% - composite materials based on carbon fiber,
20% - aluminum, 15% - titanium, 10% - steel, and 5% other materials [1]. Composite materials
are also widely used in the aerospace industry, such as the thermal shield of the HERMES
spacecraft (Heliophysics Environmental and Radiation Measurement Experiment Suite) which
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"tiles” are composed of composites, based on reinforcements of carbon fibers and matrices of
silicon carbide (called C/SiC or C/C-SiC composites). This heat shield resists to at least thirty
landings [2].

Main advantages of composite materials are economic and qualitative aspects because
the use of these materials allow saving significant amounts of expensive and traditional
materials, the latter once becoming deficient. Herein, composite materials demonstrate
continuously improving quality and increased duration of operation in conditions of high
performance [3]. Therefore, for industrialized countries composite materials represent a
priority area, occupying the forefront of the continuous process of technological innovation
in the construction of cars, planes, ships due to mechanical strength and rigidity (increased
tensile strength Rm, Kevlar composite has Rm twice larger than glass), resistance to corrosion,
chemical agents and high temperatures (ex. Kevlar, Teflon up to 500°C, and ceramic fibers
such as SiC, SisN4, and AL,Os between 1400°C and 2000°C). Low density (composites with
epoxy resins reinforced with Si, B, C fibers, have a density less than 2 g/cm?), dimensional
stability (low coefficient of thermal expansion), resistance to variable stress and wear and
high durability in operation (under the same operating conditions 1 kg of Kevlar replaces 5
kg of steel, at an equal service life) represent other important advantages of composite
materials [4].

Previously published researches showed different methods to test composite and non-
composite materials. For instances, there has been widely described non-contact ultrasonic
control but without mentioning about angle of incidence for generating Lamb waves [5, 6].
The study conducted by Gheorghe I. Gheorghe et al (2011) showed the practical application
of the Intelligent Mechatronic Equipment for dimensional control of non-composite materials
[7, 8]. Others published the results of another type of mechatronic equipment use for the
tightness checking of non-composite materials [9]. However, these methods are not reliable
due to easy damage of the tested material because the process of control applies the
immersion when the contact with water may cause the damage of the material, or
compressed air.

Gholizadeh S. reviewed non-destructive testing (NDT) methods of composite materials
which use contact and non-contact control technologies [10]. These methods have been
successfully used for a long period of time due to the fact that composite materials are mostly
used in critical-safety applications for example in aircraft primary constructions. Assuming
that factors such as efficiency and safety should be used in analyzing the best method to be
used, the method chosen should minimize the costs incurred in the operation. Therefore, it is
important to bring to the light inexpensive but highly efficient method to test composite and
non-composite materials by the non-contact ultrasound method [11]. This engineering
innovation is based on an equipment that doesn’t need special qualification of the operator,
as compared to other non-destructive testing methods. In particularly, an advantage of this
method is the possibility to determine the damage of the material structure that may occur
under the load, the effect of the damage on the load-bearing capacity of structures, as well
as the analysis of the behavior of composites in difficult working conditions (temperature and
humidity variations, vibrations, the effect of chemical agents, mechanical impact, etc.).

Nowadays are described various techniques of the non-contact ultrasound control
method. For example, Petroni P. et al. (2006) proposes to place the transmitter transducer in
transmission configuration, but the receiver to be placed obliquely on the same side of the
emitter, in order to let it acquire the scattered waves generated by the defect [12]. Authors
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investigated Delta configuration using non-contact probes in an attempt to evaluate
potentials and performance of the studied techniques, and defect identification capabilities.
The research team concluded that an important issue for defect detection capability is the
determination of the optimal probes position.

Experimental part

Lamb waves represent elastic waves which were first described in 1917 by the English
mathematician Horace Lamb. They propagate in solid plates in two wave modes, and their
velocities depend on the relationship between wave length and plate thickness. The
symmetrical mode So of the Lamb waves is easier to be transmitted and received as compared
to asymmetric mode Ao through the non-contact technique [13]. The mechanism of detecting
the defect in solid plates consists of "scattering” the Lamb waves in the defect area. This
process forms an increased attenuation of the ultrasound with respect to a defect-free plate,
similarly, the phase speed reaches a lower level in the defect plate than in the defect-free
one [14].

The defect index represents the change of amplitude on the axis of movement of the
transducers. However, for the excitation of Lamb waves in a plate, it is necessary to know the
oblique angle of the incidence [15]. The relationship between the excitation angle and the
phase velocity of Lamb waves can be written according to Snell's law by the Eq.(1) [16]:

b, = (C“ir sin ¢>2) = arcsin (i"—;) 1)

cf

Where: ¢,=¢,- is the excitation angle of the n Lamb waves; (; - is the phase velocity of the n
Lamb wave; G4 — is the propagation speed of ultrasound in the air.

According to Snell's law, if excitation angle ¢, is known, the phase velocity of Lamb
waves mode Ao can be found out. For this reason, was designed and manufactured a device
to help find experimentally the excitation angle of Lamb mod A, waves in the plates
(Figure 1):

244

Figure 1. Schematic presentation of the device for finding the optimal excitation angle of
Lamb waves asymmetrically mode Ao in plates.
1 - wheel; 2- the main rapporteur; 3 - needle; 4 - needle support; 5 - wheel support;
6 - bush; 7 - axle; 8 - axle snap ring; 9 - support for emission transducers; 10 - support for
reception transdu-cers; 11 - secondary rapporteur 1; 12- secondary rapporteur 2;
13 - plate holder; 14 - guides; 15 - base plate; 16 - non-contact ultrasonic emission
transducer; 17 - non-contact ultrasonic reception transducer; 18 - plate to testing.
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To find the optimal excitation angle of the Lamb waves mode Aqin the plate, proceed as
follows:

a) insert a sample (Figure 1, p. 18) with maximum dimensions of 180 mm x 200 mm
(plates with relatively small thicknesses compatible with non-contact control such as
aluminum, reinforced composite plates, or sandwich plates in the plate holder (Figure
1, p. 13).

b) Non-contact ultrasonic transducers (Figure 1, p. 16 - 17) are fixed in transducer
supports (Figure 1, p. 9-10) at the beginning at a maximum distance from the plate,
and it's connected by wires (Figure 2, p. 19) to the ultrasonic equipment SITAU
32:128:2 LF (Figure 2, p. 20) which in turn is connected to the computer (Figure 2, p.
22) by wires (Figure 2, p. 21) for viewing, recording and processing signals with the
maximum amplitudes obtained (Figure 2).

¢) By rotating the wheel (Figure 2, p.1) together with the non-contact transducers (Figure
2, p. 16 - 17) with minimum possible rotation step 0,5° stops when the maximum
amplitude is observed on the monitor. Record the angle obtained (the value on the
main rapporteur (Figure 1, p.2) opposite the indicator (Figure 1, p. 3) is ¢..

EREEEA -,..Ej——zo
Utrasound Equipment
SITAU 32:128:2 LF
Figure 2. Ultra-acoustic system for finding the optimal excitation
angle of Lamb Apmode waves in the plate.

d) The next step consists of rotating the
transducer supports (Figure 3, p. 9 - 10)
around their axis to find the ¢; and ¢;
angles, also the transducers approach or
their removal from the plate to obtain
the maximum amplitude, the values A
and B (Figure 3).

e) The obtained values (A, B, C, ¢;, ¢1, and
¢, ) will be used later for the positioning
and fixing of the non-contact ultrasonic
transducers (Figure 3, p. 16 - 17) in the
manual non-contact investigation device
with ultrasound of the plates (Figure 10) [ [

with larger dimensions but with the Figure 3. Device for experimental
same structure and thickness, with and  determination of the values A, B, C, ¢,
without defects. @; and @,
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In the first experiment, was used an aluminum plate with dimensions of 180 x 200 x
2.5 (mm) and a pair of non-contact ultrasonic transducers with the optimal frequency of 450
kHz positioned in the transmission respectively reception mode (Figure 2). The transmitter
was energized with rectangular pulses and a current voltage of 750 V using the ultrasonic
system SITAU 32: 128: 2 LF. The received signal was amplified to 34 dB using the built-in
noise reduction amplifier in the SITAU 32: 128: 2 LF ultrasonic system. To obtain a better
signal/noise ratio (SNR), 54 signals were emitted at each measurement step. The
experimentally obtained signals were stored in the PC for further processing in MATLAB and
the formation of ultrasound images.

An aluminum plate (Figure 1, p. 18) was inserted into the plate holder
(Figure 1, p. 13) between the transducers (Figure 2, p. 16 - 17), the wheel (Figure 1, p. 1) was
rotated in an angular field from +30° till-30°, step by step with 0.5°.

Experimentally, a type B image was obtained, which shows a dependence between
the received signal and the rotation angle ¢; of the non-contact transducers for 450 kHz
(Figure 4).

30 receiver

25
20
15
10 QL
o 5
e 1]
-5

-10 i

-15

-20

25

transmitter
100 110 120 130 140 150 160 170 180
t,(tts)

Figure 4. Type B image of Ay asymmetric mode
Lamb waves obtained by rotating the wheel
from -30° till +30° using non-contact
transducers at f=450 kHz
(@luminum plate 2.5 mm thickness).

Figure 5. Obtaining the shortest

time of wave propagation in the

plate by rotating the wheel at the
@i max ANglLe.

It was observed that the shortest time of the propagation of the ultrasonic waves
corresponds to the maximum angle ¢; mex (Figure 5):

This is explained by the fact that the speed of ultrasound propagation in the
aluminum plate is much higher than the speed of ultrasound in the air [17].

The optimal angle of excitation of the Lamb waves mode A, in the aluminum plate
with 2.5 mm thickness obtained experimentally at the frequency of 450 kHz corresponds to
the maximum amplitudes (Figure 6).

A type B image was also obtained to shows a dependence between the received
signal and the rotation angle ¢, of the non-contact transducers for 250 kHz (Figure 7).

The phase velocity of the Lamb waves asymmetric mode A, can be measured with an
uncertainty of 2.5% in the case of non-contact investigation techniques.

From the diagram, figure 8, it can be seen that in the aluminum plate there are only
Lamb waves asymmetric mode Ao, the optimal excitation angle respectively reception is
10,7°.
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Figure 6. The maximum amplitudes Figure 7. Type B image of the signals
obtained by rotating the main wheel from received by rotating the main wheel from
+30° till -30° at the frequency of 450 kHz, -300till +30° by using non-contact
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Figure 8. Maximum amplitudes of Lamb waves mode Ao obtained at f= 250 kHz.
@1,=%10.7° are the optimal oblique angles of incidence for excitation and reception.

Given the optimal angle, according to Snell's law showed in Eqg.(1), can be calculated
the phase velocity of propagation Lamb waves mod Ao through the aluminum plate at the
frequency of 250 kHz, the result is 1850 m/s. The speed of propagation of ultrasound in the
air during the measurements was 345.4 m/s at 22.3° C and relative air humidity of 35%. In the
Table 1 is shown the data of the experimental measurements and the calculated data:

Table 1
Incidence Experimental Calculated
angle () measurement
cmode So, ¢, modeA,, ¢, modeS, ¢, mode Ao,
f, kHz Degree
m/s m/s m/s m/s
250 kHz 10,7° 5470 1850 5481 1893
450 kHz 90 5190 2250 5222 2253

Dispersion curves of the phase velocities and of the group velocities of the Lamb
waves in the 2.5 mm aluminum plate thickness are presented in the Figure 9. They were
calculated according to the analytical solution, considering that the propagation speed of the
longitudinal ultrasonic waves in aluminum is 6320 m/s and of the transverse
ones 3130 m/s [18].
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Figure 9. Dispersion curves of the measured velocities phase (continuous lines) and of the
group (dashed lines) propagation velocities of Lamb mode Ao and S, waves.

It was observed that the asymmetric group speeds increase and the symmetric ones
decrease with the frequency. The influence of frequency can also be mentioned on the angle
of generation of Lamb waves in plates. After recording the obtained constants (A, B, C, ¢i, ¢4,
and ¢;) the transducers can be removed and fixed in the manual device (Figure 10) with the
same values for the investigation of 2.5 mm thick aluminum plates.

The same procedure will be done for each material, for example: must to find the
optimal excitation angle of the Lamb Ao waves for the carbon fiber reinforced plate, record
the values A, B, C, ¢, @1, and ¢, remove the transducers and fix them manually with the
same values for the investigation of carbon fiber reinforced plates with or without defects,
with the same structural composition and thickness.
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Figure 10. Manual device of investigation (left),
fixing non-contact acoustic transducers (right).

In the next experiment, the transmitting transducer was inserted into the hole no.2
and the receiving one into the hole no.3, so the distance between the axes of the non-contact
transducers reached 25 mm. The one-way carbon fiber reinforced plate 1.1 mm thick was
inserted into the composite plate support (Figure 11):
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Figure 11. Non-coaxial placement of the non-contact ultrasonic transducers.

The transmitter was energized with rectangular pulses at a current voltage of 650 V
using the ultrasonic system SITAU 32:128: 2 LF at the frequency of 250 kHz and the receiver
signal was amplified by 45 dB. The wheel (Figure 1, p. 1) was rotated step by step with 0.5°.
The maximal amplitudes were obtained in an angular field from +25° till -25° with the
adjustment of the values A, B, C, ¢, @1, and @,. As a result, was obtained the angle of 15.5°,
which is optimal angle of excitation of Lamb waves asymmetric mode Ao (Figure 12):
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Figure 12. The optimal incidence angles

for generating Lamb waves mode Ao, the  Figurel3. Type C image of received Lamb
distance between the axes of the mode Ao waves, f =250 kHz.
transducers 25mm, f= 250 kHz.

Respectively, the phase velocity of the Lamb waves asymmetric mode is 1290 m/s.
Subsequently, with the obtained signals was formed a type C image of the received waves
(Figure 13) which shows the area with the maximal interference of Lamb waves when the
distance between the axes of the transducers is 25 mm and respectively the angles of
incidence ¢ is equal to 15,5°.

Another objective of the experiment was an attempt to move the axis of the
transmitter transducer by 50 mm from the receiver axis, but no consistent results were
obtained.
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Conclusions

The paper addresses the issue of choosing the angles of incidence for the transmission
and reception of Lamb ultrasonic waves during the control of plate-type parts by the non-
contact ultrasound method. The experiment resulted with the design and manufacture of two
devices: the first one was aimed to set the values of A, B, C, ¢i, $1, and ¢2, depending on the
maximum amplitudes of the obtained signal; the second device was used to position the
transducers with the obtained values and to control the plates of the same material and
thickness with or without defects.

An observation of the experiment was that the asymmetric group speed increases with
the frequency and the symmetric ones decreases with the frequency. The frequency of the
non-contact ultrasonic transmitting transductor directly influences the angle of the incidence
of Lamb waves in the plates. A better signal/noise ratio was obtained by moving the axis of
the transmitting transducer with f equal to 250 kHz in relation to the axis of the receiver by
25 mm. Also, velocity phase of the Lamb waves decreased from 1353 m/s to 1290 m/s.
Consecutively, the angle of incidence ¢, of the Lamb waves generation increased from 14.7°
to 15.59,

Concerning materials with complex geometry, such as wings and propellers of the
aircraft, the non-coaxiality of the non-contact transducers is not suitable for the control,
because it may increase the rate of errors in data interpretation regarding the defect position
and size.
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Abstract. The processes of manufacturing machines and appliances show a continuous
tendency to increase the degree of automation. An important role in the automation of
manufacturing processes is played by the constructive technologicality of the product. It is
important to use a minimum number of components, which have a construction as
technological as possible in terms of automation. In this context, the use of supporting rings
as fasteners is welcome. The design of the installation devices of these rings requires the
knowledge of their deformation forces, information that is missing in the profile
literature. The authors set their goal to develop the method for calculating the forces required
to deform the supporting rings with a rectangular transverse profile and their maximum
allowable deformations. The calculation relationships were obtained by formalizing the
supporting ring through a bar with a fixed end and studying its deformation using Mohr's
integral. The article lists some types of the supporting rings used in the construction of
machines and appliances, their advantages and disadvantages, aspects of their automatic
installation: deformation and installation methods, precision of joint orientation, optimal
design, calculation of forces required for deformation and the maximum permissible
deformation value. As a result of the research carried out, recommendations were developed
regarding the calculation of some constructive parameters of the devices for installing the
supporting rings.

Keywords: supporting ring, mounting process, deformation forces, accuracy of orientation.

Introduction

Assembly is the final stage, but no less important of the manufacturing process, which
integrates in itself the results of the previous stages and outlines the quality of the final
product. The share of assembly constitutes about 40% of the total volume of works performed
in the manufacture of the product, 80% of the assembly operations remaining manual [1].
Some of the causes of the delayed development of the automation of the assembly processes
being studied in [2] are:

- Lack of systematic research on assembly processes, leading to intuitive methods

of automatic tool design [3];
- Constructive inconvenience of the product for automatic assembly [4];
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- Problems, related to ensuring the accuracy of the mutual orientation of the
assembled parts [5];

- The low degree of unification of the component parts of the product [6].

An important role in increasing the degree of automation of assembly is played by the
quantity of component parts [7] and the technologicality of the assembled object [8].

It should be noted that about 20% of the total number of components of the machine
is occupied by the fasteners. According to the number of components, the fasteners are
divided into four groups [9]:

- Assemblies without fixing parts (gluing, welding, etc.);

- Assemblies with a fixing piece (fixing with support ring, pin, etc.);

- Assemblies with two fixing parts (screw and washer);

- Assemblies with three fixing parts (screw, washer, nut).

Practice dictates the use of fasteners as simple and technological as possible [10].

Thus, designers rightly use widely support rings as fasteners in their constructions.

They are part of the second group of fasteners - with one piece.

The advantages of using supporting rings are [11]:

- - Constructive improvement;

- - The possibility of using the assembly equipment relatively cheaply;

- - Optimization of technological manufacturing processes;

- - Optimal operating characteristics.

1. Formulation of the Problem within the Study

The supporting rings are usually made of wires or sheets of spring steels as the
material.

The supporting rings can be of the following types:

- with round transverse profile (Figure 1a);

- with a rectangular cross-section (eccentric (Figure 1b, c) or concentric (Figure 1d));

- exterior (installed only on shafts, Figure 1c);

- interiors (installed only in holes, Figure 1b);

- universal (Figure 1d).

a) d)

Figure 1. Supporting rings.

Rings with round cross section are simple to manufacture, but their load capacity and
positioning accuracy of fixed parts is low, therefore these are used only in places where they
can meet its possibilities.

Rings with a rectangular transverse profile have better load-bearing and precision
characteristics. In order to increase their deformability, they are made with eccentricity, but
no information has been found in the literature to justify the value of eccentricity.
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The deformation methods are the following:

- by applying a concentrated force, deposited at the ends of the ring (Figure 2a);

- by applying a distributed force, deposited on the entire perimeter of the ring
(Figure 2b).

[\ Q!
F F

a) b)
Figure 2. Deformation methods for rings.

With concentrated forces, the rings with special holes at the ends are usually
deformed; with distributed forces, by propelling on conical surfaces, the rings that do not
have such holes are deformed. No information was found in the literature on the calculation
of the forces required to deform the supporting rings. The joining of the supporting rings
takes place after deformation, so the joining process and the permissible positioning errors
are similar to those when joining the bushing with a shaft (Figure 3).

| )

5=(D-d)/2

""L-‘—

Figure 3. Permissible deviation when joining bushing to shaft.

It follows that a greater deformation of the supporting ring facilitates the joining, but
its value should not exceed a certain allowable value, which would lead to damage to the
supporting ring.

2. Determination of the deformation forces of the supporting rings with rectangular
transverse profile

So, when joining the bearing rings are tightened or loosened, the difference being only
in the direction of application of deformation forces.

Theoretically, eccentric rings in terms of deformation have more advantages than
concentric ones. Due to their shape, the deformations in these rings are more evenly
distributed, and, as will be shown below, such rings become more durable, especially at
certain sizes. When mounting, the rings are deformed by the distributed force g or by two
concentrated forces F, deposited tangentially. When installed in the hole, the rings are
tightened and on the shaft are loosed. Depending on this, the deformation forces are
deposited in one direction or another, so the formulas that are applied to the rings installed
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on the shaft are equivalent to those that are applied to the rings installed in the hole, being
different only the direction of forces and deformations.
The law of changing the cross section of the ring can be obtained in the following way:
It follows from figure 4a that

AB = in - COS
min IB]_ (1)

and from the other part we have

AB =rmax—h—-e-cose )

At small eccentricities the angle B1 is small and it can be supposed that cos 5; = 1.
Connecting right-hand sides of equalities (1) and (2) we obtain:

h=rmax—rmin—€-CoS
max ~ ''min ® (3)
Let us denote the average hight of the ring as folows:
max —"'min =90 ()
and denote also the relative eccentricity by:
£ _
5 X
Let it be the height of the cross section

h=¢-(1- y-cos
( X ¢) (6)
The variation A; can be established as the difference of the lengths of the middle
circumference before and after deformation of the ring:
Aj:2.7[.r2_2.7[.r2 (7)
Within the limit of elastic deformations, the value A is directly proportional to the
intensity of the distributed force g or concentrated force F. In both cases the proportionality
coefficient between the given values can be found by means of the Mohr integral [12].
In order to do this we examine the half of the ring (Figures 4b, 4c), considering one end
of it as fixed and the other one as free.

Do /2

b) Q)
Figure 4. The constructive scheme and formalization of deformation of supporting ring.
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The deformations of the second half of the ring will be simmetric to the deformations
of the examined half of the ring.

Then in accordance to Mohr integral the move of the free end of the ring under the
displacement of the free end from the force deposited tangent to the middle circumference
of the ring will be:

A; _TM-M TkirQ-Q TN-N
- =1 Il-r2d¢+IG—1~r2d¢+IE Lrode
0 E- o © Fir oE - Ftr ®)

where r;is the radius of the middle circumference of the ring;

M, Q, N are functions of bending moment, transverse and normal forces, occurring,
occurring in the cross section of the ring from the given force;

M;, Qi, N; are the same functions from the unit force deposited instead of the cut,
tangent to the middle circumference;

E, G is the modulus of elasticity of degree | and Il of the material of the support ring;

Fir=Db-h is the cross-sectional area of the ring;
, b3

12 js the moment of inertia of the ring at its deformation in the plane of
curvature;

k.=1.2 is the coefficient, which depends on the transverse shape of the ring with a
rectangular profile;

A; = A — A, is the change of play in the cut of the supporting ring, as a result of the
actuation of the deformation force.

The functions of the internal factors are found using the section method. From the
balance of the highlighted sector of the ring (Figure 4b, 4c) we find:

- when the ring is deformed with distributed force q:

= -2.q-r3-sin22
M 2-q r% sin 5
=—(Q-ro-sin
Q=-q-rp @ 9)
N=2~q~r2.sin2%

- at the deformation of the ring with concentrated forces F:
M =-F ro-(l-cosg)

Q:—F'Sin(D (10)
N =—-F-cos¢e

At the deformation of the bar with unit force (Figure 5) in the given direction, from the
equilibrium condition we have:

Mip= —r'(l—cosw)
Q1=—Sin(0 (11)
N1=-C0s¢
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N M,
‘vv '\

Q. r /N °
'
o
Figure 5. Deformation with unit force.

Substituting (9), (10), (11) in (8) and takinginto account the already known F, I, h we

get:
a) when actuating the distributed force q:
4 7sin2? . (1-cosp)d 2 1 .
A, 24:.q-r§ sin®y (1-cosgp) P 12:013 7 Gn2edp
2 E-b~53 0 (1_}(005(0)3 G-b-o Ol—;(-COSqo
29
.q-r2 7zSIN°=-cos
_2 q r2.7Z' 2 ¢d¢)
e-b-o 1- y-cos
0 e ® (12)
b) when actuating the concentrated force F:
3
Ay 12-Fr5 7 (1-cosg)? dos L2 Fr2 7 sin¢ dp+
2 E.ph.53 0(1—;(-008(0)3 G-b-6 (l-y-cosg
N Frp 7 coszgodgo
E-b-6 41— y-cos
After integration the change of variation A is determined accordingly:
a)
36-7-rd-q 24-7-0-r3
A= 2 + 2-(1—\/1—;(2j+
3 2 h_ .2 G.b.5-42
E-b-§5°- 0+ y°)y1l-y X
2 —
L 27 I’z_( fi Z+(Z_1)j
E-b-5-y X (14)
b)
18-7z-F-r23 12:7-F-r, 11— 42
AJ-Z —+ . +
E‘b'53'6+12)' ,1_12 G-5-b 4
7-F- r
E b-o- ;( \/]_

(15)
In the rings used, the height of the cross section h is much smaller than the radius of the
middle circumference r». In this case the last two factors can be ignored without any major
error for the accuracy of the calculation (the error does not exceed 0.3%).

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



Design aspects of installation devices of the support rings 57

Then:
E b-s3- 64_7(2) 1- ;(2 A
4 o
36-7- rs (16)
E.b.53.6+12). 1_Z2
F= A
3 i
18.7- r (17)

Thus knowing the change of the variation A, from expressions (14) and (15) we can
calculate the forces g and F, which will not exceed the permissible ones, which in turn
depend on the durability of the ring:

6-q-r22-(1—c05(p)

< 0]
b-52-(1- 1 -cosp)? (18)

_ Mmax _
omax ="\

or

omax = Mmax _ 6'F'r2-(1—COS(p)2 S[Cf]
W b.é‘z.(l_}(.cos(D) (19)

where M, is the moment of bending in the dangerous section of the ring;

W is the moment to oppose bending in this section;

[o] are allowable stresses of the ring material.

The optimization of the dimensions of the support rings consists in determining the
eccentricity x at which the change of value 4 would be maximum. At the same time, changing
the value of x changes the place of the dangerous section in the ring. At low values of x it is
located opposite to the cut. With increasing x the place of the dangerous section approaches
the cut.

For this reason, when optimizing the dimensions of the support rings, first of all the
angle ¢ at which the dangerous section in the ring is located must be determined and only
then the dependence of this angle on the eccentricity .

In the dangerous section the stresses are maximum, therefore to find the place of this
section it is necessary to study the extremes of the function omax:

domax _ 6-q-r,°2 sing. (1—;(-C0$(0)—2-;(-(1—C05(p):O
2
or
d = . —2.4.(1-
admax _6-F r22 -sin(p-(l 7-C0sp)—2-y (; COSgo):O
» b-& (1—)('COS§0) (21)
Equality to zero of the derivative of the function a,,,, is possible if sin¢ = 0 or:
(1—x-cos p)—2-m-(1-cos ¢p) _
(1—x-cos )3 =0 (22)

In the first case, the dangerous section is located opposite the cut and does not depend
on the eccentricity x, corresponding to rings with a constant profile (x=0).
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For rings with variable profile, formula (22) enters into force, which represents a
transcendent equation with respect to the variable ¢. The solution ofthis equation in the
interval x =0...1 with step 0.01 is represented in Figure 6, from which follows that the
dangerous section is located in the plane of symmetry of the ring ($=180° at x=0...0.33.

OA(mm?)
180 <
160 X
140
120
100
80
60
40
20 \

0

0 0,2 04 0,6 0,8 b4

Figure 6. Location angle of the dangerous section ¢° depending on the eccentricity x.

Increasing the eccentricity moves the dangerous section to the cut of the ring. At x=1 ¢
tends to zero.

The change of the eccentricity also leads to the change of the values of the forces
necessary for the deformation and the maximum value of the variation A;, respecting the
condition of avoiding the plastic deformations of the deformed ring. These changes can be
calculated by the formulas (16, 17, 18, 19). Figures 7, 8 show the graphs obtained as a result
of the calculation of the change F and A; depending on the change of eccentricity x for rings
with the dimensions:

r=24.3;

b=1.5;

6 =41,

[0] =240Mpa;

And stepyx =0.01 in the interval from O to 1.

F(N)

- ~
2 N
0¥ \\

40

20

0 T T T T 1
0 0,2 0,4 0,6 0,8 %

Figure 7. Dependence of the allowable force applied to the support ring F(N) as a
function of eccentricity x.
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Figure 8. Dependence of the permissible deformation of the support ring A(mm) as a
function of eccentricity .

The initial parameters of the supporting rings (sizes and material) do not influence the
change of their deformation parameters; optimal eccentricity x=0.49, at which the
permissible deformation acquires maximum values remains unchanged.

3. Optimizing the eccentricity of the rings and the angle of application of the

deformation forces

The rings are deformed by the forces F, directed at a certain angle a to the tangents
to the outer circumference of the ring (Figure 9). The change in the surface of the circle with
radius r; can be taken as a parameter of the deformation of the rings.

When deforming, the ring deviates from the round shape, but this deviation can be
neglected, being a variable value and difficult to appreciate.

WF

. a
2Fsina

a
F
Figure 9. The scheme of application of deformation forces.
Mohr's integral for changing the surface of the circle with radius r;:
_ T Mp-M T Np-N TL'ktT'QF'Q
5A—2-f0 T1d¢+2-f0 ?t:d¢+2-f0 Trldd) (3.423)

where F;=bh is the cross-sectional area of the considered ring;

I=bh’/2 - is the moment of inertia of the cross section;

R« - is the coefficient of the transverse shape of the ring.

Functions of internal factors occurring when actioning the force F: Mg, Nr and Qr or by
actioning the force g: M;, N; and Q; are determined by the method of sections (Figure 10):
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Figure 10. Formalization of the support ring deformation.

Mgz=—F -r,-cosa-(1—cos¢p)—F-r,-sin¢ -sing;
Np =—F -cosacos¢ + F -sina - sin ¢;
Qr =—F -cosa-singp —F -sina - cos ¢; (24)
M, = -1 - (1 —cos P);
Ny =1, - (1 —cos);
Q1 = -1, -sin¢.
Substituting the above values in (23) we get:
ﬂF-COSa-r4-(l—COS(p2)
OA=24] 3 do—
0 E-b-53(L- 1 -cosp)
) f"F ~cosa -1} -cos¢ - (1—cos)
0 E-b-63-(1—yx-cos¢)
2 .2 . 4 .
n F-cosa-rS -sin (p nF-sina-r, -sing-(1—cose)

L 2.4] 2 0 +24] 2 do+
OG~b-5-(1—;c~COS¢)) 0 E-b-s3.(1-y cosp)®

dep +

7T F-sina-rZ-sin ¢-(1—cos ¢) 7T F-sina-rZ sin ¢-cos ¢
2 f Ebs(yeos) O T2 s Gbot—rcosd) 2P (25)

and after integration we come to:

2 2 2
5A:2 F- CESZ 7ty 18- r22 18- r22 1 ( /i_l_(1+;()j+
- .52 |E-62 1o, 1+;(2 E-y® (V17
9 2
. 5 4-Fesinary [12.13-1- ) 1 -y 1-y
J1-41- 2 | : ! B
( \/7) }r b-o 52h ) 17 n1+;(
1

G -;(2
1_22(,( %.nl_zH
. +
Gy X (26)
This formula allows us to establish the influence of angle a and eccentricityy on the
deformation of the ring. The first factors in the square bracket play a key role in the formula.
The rest of the factors can be neglected without losing the accuracy of the calculations.
Maximum elastic deformations of the ring, beware:
- F- r -(cosa - cos @) . h/2—-e1
b-h & ry - h/2

(27)
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where e; is the eccentricity of the neutral line:

e1:h2/12-r2
Then:
o = . .
max b 52.1- y.cosp)? 2:T-8:(1-x-cosp)

(28)

The given formula suppose the knowledge of the angle ¢, which depends on the angle
a and the eccentricity y.

If a and x are known, the place of the dangerous section is calculated by studying the
extremes of the function:

dUmaXZZ-F-rz.Singp. (1_)('003(/))—Z‘Z'(COSQ—COS(/))‘
do b2 b7 cosg)?
(29)
6.r2—5.(1—;(.cosgp)+ COSa—COSg 4.r2.5.l o

2:1-5-(1-7cosp)  (1- 4.cosp)? (2:r-5-(1-y-cosp ))?

This equality can take place for sinp=0 or when the value of thesquare paranthesis is
equal to zero. n the first case, the dangerous section is located opposite the ring cut
($=180° and correponds to equality to zero of a and .

In the second case, the place of the dangerous section is found by solving the
transcendental equation (in square brackets), equaling it with zero.

Thus the algorithm for studying the dependence of the ring deformation on the angle
a and the eccentricity x contains three stages:

1. Determining the angle ¢ having a and x known;
2. Calculation of the maximum allowable force required for the deformation of the

ring, based on the condition @ Max <[U];
3. Determination of the parameter A by changing a and .

In order to automate the process of optimizing the dimensions of the rings and
determining the optimal angle a of actuation of the deformation forces, formulas 26, 28 and
29 were algorithmized, formula 29 being calculated by Ribacov's iteration method [13],
because it is unsolvable mathematically.

The results of the calculations for the supporting rings with the parameters:
r=24.3;

b=1.5;

6=4.1;

[0]=240Mpa;

are presented in the Figures 11 and 12.
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Figure 11. Dependence of the allowable deformation of the
supporting ring SA(mm?2) as a function of eccentricity x with forces
applied at an angle a=0°.
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Figure 12. Dependence of the allowable deformation of the supporting ring 8A(mm?)
depending on the angle of application a of the deformation forces for eccentricit x=0
(graph with symbol 0), x=0,33 (graph with symbol A), x=0,4 (graph with symbol ¢).

Conclusions

1) Eccentric rings create more pleasant conditions for deformation, due to the uneven
location of the material in them;

2) The rings with the relative eccentricity 0.5, which was determined as optimal, possess an
increased deformability by 20 ... 25% compared to those stipulated in the standards GOST
13942-83 and GOST 13943-86, which are executed with the relative eccentricity 0.2...0.3;
3) The tightening and unwinding processes of the rings are equivalent, the calculation
formulas in both cases are the same, only the deformation forces changing their sign;

4) When applying the deformation forces at an angle of 50 degrees, determined as optimal,
the deformability of the eccentric rings increases by 25 ... 30% and of the concentric ones by
about 20%;

5) The value of the optimal relative eccentricity is not influenced by the dimensions and the
material of the rings, always remaining constant.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



Design aspects of installation devices of the support rings 63

References

1. Jonson E. Automating assembly-A crucial step for day one. Assemblymag.com. 2020, November 5.
https://www.assemblymag.com/articles/95980-automating-assemblya-crucial-step-for-day-one - accessed
20.07.2021.

2. Abramova L.D., Salomatin N.A. Modern problems of production automation. University Bulletin, 2012, 7, pp.
42-49, ISSN 1816-4277 [in Russian].

3. Bozhko A.N. Automation of the design of assembly processes of complex products using virtual reality.
Intelligent IT in management, 2018, N2, pp. 36-40, UDC.67.02, 004.942, 519 [in Russian].

4. Semenov AN. Manufacturability of the design of the mechanical engineering product. Rybinsk, RGTAU,
2016, 217r., UDC.621 [in Russian].

5. https://studme.org/97106/tehnika/metodika_posledovatelnost_proektirovaniya_tehnologicheskih_protsesso
v_sborki- accessed 20.07.2021.

6. Vorobiev E. I., Gavryushin S. S. New mechanisms in modern robotics. Moscow, Technosphere, 2018, 316p.,
ISBN: 978-5-94836-537-4.178 [in Russian].

7. Lorre B. Lautomatisation industrielle, quel avenir pour les wusines du futur?, 22.10.2020,
iatranshumanisme.com- accessed 02.02.2021.

8. Costa M.J. R, Gouveia R. M,, G. Silva F.J., Campilho R. D. S. How to Solve quality problems by advanced fully-
automated manufacturing systems. The international journal of Advanced Manufacturing Technology,
February 2018, 94(1), pp. 3041-3063, DOI: 10.1007/S00170-017-0158-8.

9. GOST 27017-86 (ISO 1891-79) Fasteners. Terms and Definitions [in Russian].

10. http://www.smalley.ru/stati/stopornye-kolca- accessed 20.07.2021.

11.http://sibindustry.ru/engineering/stopornyje-kolca-vidy-kharaktjeristiki-sfjera-primjenjenija.html- accessed
20.07.2021.

12. Feodosiev V.I. Resistance of materials. Moscow, MSTU im. N.E.Bauman, 2018, 544p., ISBN: 978-5-7038-

4819-7 [in Russian].

13.Zhavoronkov L. Numerical Analysis in Pascal ABC: Studies in Applied Mathematics. Amazon.com Services

LLC, 2020, 409p., ISBN: 978-5-906886-71-2.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)


https://www.assemblymag.com/articles/95980-automating-assemblya-crucial-step-for-day-one

Journal of Engineering Science Vol. XXVIII, no. 3 (2021), pp. 64 - 70
Fascicle Industrial Engineering ISSN 2587-3474
Topic Materials Science and New Technologies elISSN 2587-3482

https://doi.org/10.52326/jes.utm.2021.28(3).04 @ (D
CZU 544.45:546.27 ﬁEEESSL ﬁ

IGNITION AND COMBUSTION OF SINGLE SOLID PARTICLES
AS NON-ISOTHERMAL METHODS OF CHEMICAL KINETICS

Grigore Ambrosi*, ORCID ID: 0000-0001-7232-2998

Technical University of Moldova, 168 Stefan cel Mare si Sfant Blvd., Chisinau, Republic of Moldova
*Corresponding author: Grigore Ambrosi, grigore.ambrosi@tran.utm.md

Received: 06. 17. 2021
Accepted: 08. 12. 2021

Abstract. The ignition and combustion of single particles of crystalline boron continue to
produce major scientific interest due to the particularities of the process and diversity of
potential applications of boron compounds. The full valorization of boron energetic
potential is a very current scientific challenge. The objective of the paper is to systematize
the methodology for evaluating the kinetic parameters of boron ignition and combustion
reactions in various oxidizing gaseous environments. Experimental dependencies between
the ignition temperature and the particle size, as well as the combustion time as a function
of oxidizing temperature are used for the calculation of the kinetic constants. As a main
result, the kinetic parameters of the ignition and combustion reactions of boron in oxygen
and water vapor are calculated.

Keywords: boron, thermodynamics, reaction, oxidation, heterogeneous, calculation, parameter,
experiment.

Introduction

Initially approached by Wilhelm Nusselt, the issue of ignition and combustion of the
solid particle still requires major attention. Despite an impressive amount of relevant
information on this topic and the formulation of remarkable theoretical generalizations,
currently there is no irrevocable analytical theory, which considers the complexity of physico-
chemical phenomena specific to heterogeneous ignition and combustion processes. Usually,
simplified models of chemical processes are applied or the similarity theory is used.

Chemical kinetics, developed from practical needs to clarify the picture of chemical
transformations, especially for the determination of the speed and mechanism of reactions,
contributes decisively to the study of ignition and combustion phenomena. Currently, the
studies of chemical kinetics are combining two complementary directions, both of them
having different paradigms and tasks [1].

The objective of the first direction is to identify the mechanism of the reaction. This
objective is achieved by applying the modern methods of stoichiometry, chemical
thermodynamics, theory of solid mechanics and theory of activated complex. Thus, the kinetic
parameters of the sequence of elementary reactions are calculated theoretically and
measured experimentally. The results are mainly of a qualitative nature. Consequently, the

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



Gr. Ambrosi 65

intermediates and the sequence of transformation of the reactants into products are
established [1].

The second direction of research is formal kinetics, which is methodologically
analyzed in this paper. It consists in the phenomenological quantitative investigation of
complex reactions, with sufficiently precise determination of kinetic parameters. The
importance of these studies is growing due to the lack of accurate kinetic information needed
in practice for model simulation and process optimization [2, 3].

The processes of ignition and combustion of the boron particle are characterized by a
higher level of complexity than in the case of classical solid fuel particles. The main
particularity is determined by the existence of the surface oxide layer, formed in the latent
phase of the preliminary reaction, which substantially changes the picture of the interaction
[2], [4]. [8]. [3].

The high calorific value and the distinctive physical-mechanical properties of some
boron compounds are of increased interest, because these substances are less studied for
energetic and technological applications [3, 4, 9, 10].

Until the development of non-isothermal theories in chemical kinetics, the self-
heating of the reactant was qualified as an experimental error that deforms the kinetic curves.
The theory of thermal explosion cardinally changed the approach to the problem, confirming
the opportunity of kinetic study in non-isothermal conditions [2, 4].

The essence of this theoretical realization consists in the fact that the models of non-
isothermal phenomena quantitatively relate the measurable characteristics of the processes
with the kinetic parameters. If the conditions of chemical transformations are known, the
physical parameters of the system being measured, then by solving the inverse problem the
kinetic parameters of the chemical reaction can be determined: activation energy E, J-mol
1and the pre-exponential coefficient ko, m-s? [2, 4, 7].

The defining characteristics are: the value of the oxidant temperature at ignition place
of the sample (T4,°K), the duration of particle ignition under the respective conditions (t, )
and the burning rate of the solid substance (ta, s). A wide variety of methods for calculating
kinetic parameters from experimental ignition and combustion data are currently being
developed and applied.

1. Evaluation of kinetic parameters for the ignition of solid particles

If the solid substance and the high temperature gaseous oxidant (700 - 2000°K) are
separated by an oxide film, usually the speed of the chemical interaction is limited by the
diffusion of the oxidant through the oxide layer to the reaction surface and depends not only
on the temperature and the concentration of the oxidant, but also on the thickness of the
increasing layer [2, 4, 5, 6].

Experimentally, different oxidation laws have been established [83]. The main laws
states that the speed of the reaction R« (the rate of increase of the oxide layer) decreases
with the increase of the thickness h of the film, inversely proportional to the thickness of the
diffusion barrier raised to the power of n [2, 4]:

dh C! £
Ry = P -—— =2k, -& R, mol-m?2s? 1
0X pax dt hn 0 ( )

where: po is the density of the oxide surface layer (B,0s), mol-m™;

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



66 Ignition and combustion of single solid particles as non-isothermal methods of chemical kinetics

Cox - Oxidant concentration in the gaseous environment, mol-m3;

v - reaction order for the given oxidant;

E - activation energy of the oxidation reaction in the ignition phase, J-mol?;

ko - the pre-exponential coefficient of the oxidation reaction, m-s™.

The exponent n defines the relationship between the reaction rate and the thickness
of the oxide layer, having linear (n = 0), parabolic (n = 1) or cubic (n = 2) dependencies
[2, 4].

Usually n = O for porous films or with very low protective properties. The oxidation
process under these conditions coincides with the kinetics of the heterogeneous reaction on
a clean surface. If n = 1, then the reaction rate is determined by the diffusion of the oxidant
in the oxide layer, the dependence between the diffusion coefficient and the temperature
being exponential.

For some substances, including boron, the combination of different oxidation
mechanisms is noticed. In such situations the reaction takes place according to several
mechanisms, each of one being predominant in distinct stages of the process. For example,
if initially, at normal temperatures the oxidation is parabolic (n = 1), later, with the increase
of the temperature due to various causes (polymorphic modification, melting, vaporization of
the film) the reaction speed becomes linear (n = 0), the whole process being defined. as a
paralinear.

For metals that interact with the oxidant according to formula (1), the system of
equations that describes the process of ignition of the particle (neglecting the radiant energy
exchange) has the following general form [4]:

1 dT dh  2-Nu
Zec.p d - —L=Q-p ——Z— (T -T)),
6 cm pm p dt Q pm dt dp ( p g)
E
dh Gl y o
R @

t=0; h=ho; Te=Tp.
where: ¢ is the specific calorific value of the metal, J-K*-kg ~%;

pm - metal density, kg-m=; d, - particle size, m; Q - thermal effect of the reaction,
Jkg

A - thermal conductivity of the oxidant, W-m-°K;

T,,T, — temperature of the particle and oxidizing environment, °K; t - time, s,

Nu - Nusselt number.

The Nusselt number, the ratio between the temperature gradient of the gas oxide at
the surface of single particles and the reference temperature gradient, is determined by the
Ranz-Marshall criterion:

Nu = 2 + Re®5. pro% (3)

where: Re, Pr are the Reynolds and Prandtl numbers under the given experimental conditions.

The Reynolds number characterizes the flow regime of the oxidant around the particle
and represents the ratio between the inertial forces and the viscosity forces. The Prandtl
number characterizes the physical properties of the oxidant and represents the ratio between
the molecular diffusivity of the impulse and the molecular diffusivity of the heat.
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In the case of paralinear ignition reactions for n=0, v=1 and Bi << 1, the ratio between
the system parameters in critical ignition conditions is determined according to the theory of
heterogeneous ignition [48] with the following formula:

. e .—.—.k .e 9 :_’ 4
Q pm ox iR Nu-l-gza 0 e ()
where: Ty is the temperature of the oxidant in the place of ignition of the solid particle, in
OK;
Bi - Biot number.
When calculating the logarithm for relation (4), we obtain the following formula:

dp E

In =
(Nu-T;a) R-T,

+InC,, (5)

If the experimental dependence T, = f (d,) is known, the graphical dependence
lg (d» /Nu-Tg:2) = F (Tyo) will result in a line from the slope of which the activation energy can
be determined according to the relation:

E=2303-R-|tga|-r, J-mol? (6)

where: R is the universal gas constant, J-mol?*-°K; 8 - slope angle, degrees; r - the ratio of the

axle scale.

The value of the pre-exponential coefficient ko will be determined by substituting in
formula (3) the value E.

If radiation heat losses (relatively larger particles) are included in the analysis, then
the thermal balance of the system of equations (2) can be represented as follows:

1 dT dh  A-Nu
g.cm'pm d, .d_tp:Q'p (T, -Ty)—¢, '0'(T;_T11)’ (7)

where: g, is the emission coefficient of the particle surface;

o - Stefan-Boltzmann constant, W-m=2-°K*#;

T1 - temperature of the inner surface of the combustion chamber,°K.

When taking into account the effect of thermal radiation for paralinear ignition
reactions, the ratio between the parameters in the critical ignition conditions is given by the
following expression:

E
E dp “RT Kg-(1-b) 1

. e ——F k.o T®.p"R ==, 8

Q pm ox ﬂ,R Nu-l-gza 0 e ()

where: Kz is the ratio of heat loss through radiation; b - ratio T1*/Tg.*.
When calculating the logarithm for relation (8), we obtain:

o-T

d .
P E . 1+(1_b).gp—
A-Nu

)=
2
Nu-T2" R-T,,

3
In( 2.4 |+InC,, 9)

If the experimental dependence Tq.= f(d,) is known, then as a result of the graph:
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1 p O ga
NG Tz)_F(T 1+ (- b) i NG d)) 10)

lg(

a line will be obtained from the slope of which the activation energy E will be evaluated.
Consequently, from the relation (8) the value of the pre-exponential coefficient k, can be
evaluated.

In particular, the described methodology was used to determine the kinetic constants
of the ignition of single particles of crystalline boron in air and water vapor, respectively, for
the following two complex heterogeneous reactions:

4B + 30,= 2B,05 (£ = 133400 J-mol; ko= 1,89-10° m-s") (11)
2B + 3H,0 = B,Os + 3H, (E = 81900 J-mol’; ko= 2,16 -10° m-s") (12)

2. Evaluation of kinetic parameters for the kinetic regime of combustion for solid

particles.

For the kinetic combustion regime of single particles of crystalline boron the reaction
rate is determined by the following formula:

Ry =k-C,, = KRy , mol-m?2s? (13)
R-T -T
where: P, is the partial pressure of the oxidant in the gaseous medium, Pa.

If for the stationary combustion process, it is assumed that the density and
temperature of the particle are constant as well as the combustion rate and the partial
pressure of the oxidant, then for the combustion time of the particle can be calculated by the
formula:

1 tp p.-R-T
_ AP dd y=—Lr 4 —k.d 14
2 M, d-[R @)= p, Gr =K des 14

For the kinetic regime the combustion time of the boron particle, measured
experimentally, is proportional to the diameter of the sample.
From relation (14) the following expression is obtained:

2-M, -t P

[0)

, m-s? (15)

By calculating the logarithm from equation (14), the following formula is obtained:

In(: dy °*)—— E R (16)
P’ RT 2-M,

If the experimental dependence t,= f (Tox) is known, then following the dependence:

lg( prX)—F(T ) (17)

ar (028

a straight line will result, from which the value of the activation energy of the complex
combustion reaction in kinetic regime will be evaluated. Substituting the value £ in formula
(15), the value of the pre-exponential coefficient k, can be calculated.
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For the kinetic combustion domain of the particle, the following constants of
heterogeneous reactions were evaluated:

B + B,0s = BO + B,0, (E=89900 J-mol?; ko= 2,38-10* m-s?) (18)
B+H,0=BHO +H (E=62500J-mol?; ko=2,48-10* m-s) (19)

3. Conclusions

The ignition and combustion of single solid particles as non-isothermal methods of
formal chemical kinetics contributes to obtaining unique information on the kinetics and
thermodynamics of heterogeneous reactions at high temperatures, data that cannot be
obtained otherwise, especially for dispersed systems.

Heterogeneous formal kinetics research is based on relatively simple experiments,
with vast possibilities for varying experimental conditions.

Based on the principles of formal kinetics, which are a component of general methods
of evaluating the kinetic parameters of chemical reactions, particular methods have been
deducted for calculating the kinetic constants of complex reactions of ignition and
combustion of single solid particles for different regimes of chemical reaction of oxidation.

The methodology for evaluating the kinetic parameters of heterogeneous oxidation
reactions involves the use of some experimental data as initial data. The required
experimental data is the following: the ignition temperature depending on the sample size
and the combustion time of the sample depending on the oxidant temperature.

According to the theoretical formulas that describe the burning of single particles of
crystalline boron, the kinetic regime of the interaction corresponds to the experimental
domain in which the burning time of the sample is proportional to its size.

The procedures for evaluating the kinetic parameters of boron combustion,
systematized in the paper, can be used to determine the kinetic vaporization rates of boron
and boric anhydride in an inert atmosphere and the rate of gasification of anhydride in water-
containing combustion products. The experimental parameter which is measured is the
durations of those processes as a dependence of the temperature of the gaseous
environment.
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Abstract. The electric power industry development mean increases the electric grids
flexibility through the use of various devices type (FACTS) controlled by means of power
electronics and being an element of the Smart Grid. This type of device includes a phase-
shifting transformer (PST), which redistributes power flows in the branches of electrical
networks. In connection with the relevance of this topic, new technical solutions appear that
implement similar functions, which entails the need for a comparative analysis of such
developments in order to optimize the energy characteristics of this kind of equipment. The
aim of the work is to develop schematic version of the PST made according to the "star”
scheme and analyze its operation in typical modes. During the study, the energy
characteristics of the device were determined. The possibility of reducing the typical power
of the phase-shifting device due to the use of capacitive compensation is analyzed.

Keywords:phase-shifting transformer, angle of phase shift, electronic power switches, control
strategy, rated capacity.

Introduction

In the process of SMART GRID concept development and implementation in the
electric power industry, the role of FACTS devices, which makes it possible to control the
parameters of the power system mode in accordance with the chosen strategy significantly
increases. The tasks of ensuring effective control of steady-state and transient modes of
electric power systems can be solved by various means, one of which is phase-shifting
transformer (PST).

Currently, there is a significant global experience in the use of PST [1 - 12]. Also,
considerable attention is paid to the development of various technical solutions and the study
of the operation modes of phase-shifting devices [13 - 19].

This work is devoted to the development and study of a two-transformer circuit version of
a phase-shifting transformer made according to the "star" scheme.
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General characteristics of the research object

The work purpose is to study the energy characteristics of new technical solution of
the PST made according to the "star” scheme when adjusting the phase shift angle using
power electronics, as well as the use of capacitive compensation to reduce the installed
power of the transformer device. During research, methods of mathematical, structural and
simulation modeling were used based on the SPS-models of the object built in the Simulink
(Matlab) environment.

The main elements of the investigated device are two power transformers, one of
which performs the functions of parallel (or magnetizing) element, the other - the functions
of series (or phase-shifting) element. The subscript "p" denotes the windings and the
corresponding electrical values characterizing the magnetizing transformer mode, the
subscript "g" denotes the windings and the electrical values of the phase-shifting transformer.

The schematic diagram of the PST technical solution considered in the work is shown

in Figure 1.

Figure 1. Technical solution of new proposed PST.
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On Figure 1 next designations are accepted:
Wy, W,, W,, - magnetizing transformer windings;

W

4p
Wy, W,y Wy, - phase-shifting transformer windings;

- regulating winding of magnetizing transformer;

C - capacitor bank used to reduce the installed power of PST:
S - Power key switching capacitor bank;
S1,S2 - switch mechanism contacts.

The primary windings W,, of the magnetizing transformer are “star-to-zero”
connected. Secondary W,, and tertiary W,, windings of the corresponding phases are
connected to the ends of the primary windings, providing a 120° shift relative to each other.
The primary windings W, of the phase-shifting transformer are connected according to the
“triangle” scheme, to the vertices of which the control windings W, of the magnetizing

transformer assembled into a “star - to- zero” are connected. The windings W,, W, of the

phase-shifting transformer are connected in series with the corresponding windings sz W,
of the magnetizing transformer.
Input electrical values are labeled "s-sending” and output electrical values are labeled
"r-receiving”, where:
U,,l, - input voltage and current of PST;

U, I, - output voltage and current of PST;
w - the phase shift angle between the input and output currents (or between the
input and output voltages) provided by the voltage U,

To adjust the phase shift angle between the input and output voltage of the device, it
is proposed to section the control winding W, , as shown in Figure 2.

Figure 2. Control winding scheme.

Partitioning in given proportions made it possible to reduce the number of electronic
keys and, when using the developed control law (Figure 3) and reversing the control winding,
provide control angle y in the range of 0° + 60°.
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Figure 3. Working diagram of power keys.
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Device simulation

For technical solution presented on Figure 1 in the Simulink (Matlab) software a
structural-simulation model of the device was created, which was used for research and
analysis of various modes of device operation.

Each PST element was modeled as a group of single-phase transformers. The
parameters of the each transformer phase elements are determined for conditions
U, =U, =230V and nominal load power of the device 10kVA in order to have possibility of

comparative analysis and manufacture of laboratory sample. Table 1 shows the calculated
currents and voltages of the magnetizing and phase-shifting transformers windings.

Table 1
Currents and voltages of windings of transformer elements
Magnetizing transformer windings p Phase-shifting transformer
windings q
W1 p W2p ij W4p W_‘l q WZq W3q
uw) 190.67 78.66 78.66 78.66 136.6 68.02 68.02
1(A) 10 12 12 12 12 11.87 11.87

Based on the data in Table 1, the parameters of SPS - models of the phase-shifting and
magnetizing elements are calculated and presented in Table 2.

Table 2
Parameters of transformers SPS - models
Magnetizing transformer Phase-shifting transformer
Normal power and frequency[Pn(VA) fn(Hz)]:
~[1906.7 50]
Normal power and frequency[Pn(VA) fn(Hz)]: Winding nominal voltages [U1 U2...Un]
[1633.92 50] (Vrms):
Winding nominal voltages [U1 U2..Un] [190.67 78.66 78.66 78.66 78.6678.66
(Vrms): 55.062]

[136.16 68.02 68.02]

Winding resistences [R1 R2...Rn] (Ohm):
[0.07392 0.04004]

Winding leakage inductances [L1 L2...Ln] (H):
[0.48062e-3 0.12015e-3 0.12015e-3]
Magnetization resistance Rm (Ohm)

Winding resistences [R1 R2...Rn] (Ohm):
[0.1195 0.0445 0.0445 0.0025 0.0025 0.0025
0.0192]

Winding leakage inductances [L1 L2...Ln] (H):
[0.8724e-3 0.14849e-3 0.14849%e-3
0.14849e-3 0.14849e-3 0.14849e-3

1134'67. . 0.07276e-3]
Magnetization inductance Lm (H) ) .
1.8068 Magnetization resistance Rm (Ohm)
) . e . 1906.7
Saturation characteristic [i1(A), phil(Vs); T
. . Magnetization inductance Lm (H)
i2(A), phi2;..] 2 0361
[0,0;0.5931,0.6747;14.8286,0.7564;29.6573, S;aturation characteristic [i1(A), phil(Vs):
0.7769;59.3146,0.7973;177.9437.0.8178] i2(A), phi2:..] P ’

[00;0.4577 0.9448;11.4392 1.0593;22.8783
1.0879;45.7567 1.1165;137.27 1.1452]
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The rated power of the phase-shifting device can be decreased by a capacitor bank in
parallel with the magnetizing transformer. To select the required value of the capacitor bank,
the power keys are set to the position corresponding to the maximum value of the phase shift
angle in the load mode. The value of the capacitor bank is selected so that the current flowing
through it is equal to the current flowing through the PST. The resulting value of the capacitor
bank of C =97,39 mkF allows you to obtain the maximum effect of reducing the installed

transformer device power by transferring part of the power through the capacitor.

Results of modelling
To determine the operating characteristics of the PST, made according to the "star”
scheme, in accordance with the developed program of design experiments, the device was
studied in no-load and short-circuit modes. Based on the calculated experiments results, the
parameters dependences of the PST equivalent circuit on the value of the phase shift angle
w and the adjustment position were obtained, shown in Figures 4, 6 and 5, 7, respectively,

for options without and with the use of a capacitor bank.
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Figure 5. The characteristics of PST active
(ra) and reactive (x,) components of
resistance (Zy) in no-load mode with

capacitor bank.

Figure 4. The characteristics of PST active
(rm) and reactive (x,) components of
resistance (Z,) in no-load mode.

The analysis of the dependencies presented in Figure 4 shows that the no-load
resistances change smoothly and have maximum values during phase shift v =30° (zero
position) and symmetrically decrease in the process of both decreasing and increasing the
angle for the option without capacitance. The range of active resistance variation is 1500 +
3000 Ohm, and the reactance is 500 + 1000 Ohm. When using a capacitor bank (Figure 5), the
nature of the change in active resistance remains the same, with the only difference that the
maximum value becomes slightly less (2500 Ohm). Inductive resistance, when using a
capacitor bank, has a pronounced maximum (3000 Ohm) at a control angle of about 12°.

o X, (Ohm) Iy X, (Ohm)
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Figure 6. The characteristics of PST active Figure 7. The characteristics of PST active
(rs)) and reactive (xs) components of (rs)) and reactive (xs) components of
resistance (Z) in short-circuit mode. resistance (Zs) in short-circuit mode with

capacitor bank.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



76 L. Kalinin, D. Zaitsev, M. Tirsu, I. Golub, D. Kaloshin

Figures 6 and 7 show the characteristics of the active rs. and reactive xsc components
of the short-circuit resistance of the device Z, without and with the use of a capacitor bank,
respectively.

Evaluating the obtained curves (Figure 6), it can be concluded that the reactive
component of the short-circuit resistance grows exponentially with increasing angle y . The

minimum value of the active component falls on the angle w =30°. The maximum values are
observed at the limits of the regulation range. When using a capacitor bank (Figure 7), the
dependences have a complex shape with pronounced minima in the range 20° + 40°. In
addition, the graphs are located slightly higher compared to the characteristics of Figure 6.

Figures 8, 9 show the characteristics of changes in active power losses obtained as a
result of open-circuit and short-circuit tests. The maximum values of active losses occur at
the boundaries of the regulation range. When using a capacitor bank (Figure 9), the APsc
graph has a complex shape with minima in the range of 20° + 40°.

AP, AP, 2 AP(W) AP_,AP_, > AP(W)

a0k T L L L T . 100f 7
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Figure 9. Dependences of PST active losses
for no-load and short circuit tests with
capacitor bank.

Figure 8. Dependences of PST active losses
for no-load and short circuit tests.

The characteristics of voltage change of the magnetizing and phase-shifting
transformer windings during regulation under load are presented in Figure 10 and completely
coincide with the voltage curves when using a capacitor bank.

VA
200= Woo
I p
160} Wi Wi "
120F W W
L p p i
80,% Wp Vs >>'_'_'—
40t E
[WogWea | W, Wag {poz
-10-10 -5-5 00 55 1010
0 10 20 30 40 50 60¥

Figure 10. Voltage curves in PST windings for load mode.

As it can be seen from Figure 10, the voltages on the windings W,, and W, during
the angle adjustment are practically unchanged. The voltage across the winding W,
decreases slightly as the angle changes =0 +60°.

The voltage on the remaining windings of the device varied symmetrically, taking the
minimum values at ¥ =30" (zero regulation step), and the maximum values at ¢ =0 and
w =60°, respectively.

The graphs of the device windings currents change are shown in Figures 11, 12,
respectively, for modes without and with the use of a capacitor bank.
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Figure 11. Currents curves of PST Figure 12. Currents curves of PST windings
windings in load mode. in load mode with capacitor bank.

The analysis of the presented graphs (Figure 11) shows that the currents in the
windings W, ,, W,,, and W, , W;,, practically do not change during the regulation process

and are equal to each other. The currents in the windings W,, and W, tend to decrease
exponentially with increasing angle y , while the current in the winding W, increases.

When using a capacitor bank (Figure 12), the current load of the windings is lower.

The nature of the currents change in the windings W, , W,,, and W, ,, W, is changes (are

exponential). The rest of the characteristics have similar shapes to Figure 11.

Based on the study, the energy characteristics of the research object were determined,
the analysis of which made it possible to conclude about the effectiveness of the use of a
capacitor bank, which made it possible to reduce the installed power of the device in relation
to the throughput power from 1.64 - the original PST circuit, to 1.45 - the PST circuit with
capacitor.

Comparison of the research results with the previously proposed circuit variants of the

device

To determine the technical efficiency of the considered device, a comparative analysis
was carried out with the previously proposed technical solution of the PST when using a

capacitor bank to reduce rated power. For this, the following characteristics were used:

pst S coefficient characterizing the device rated power in relation to the throughput

r

power;

S% - coefficient characterizing the power keys capacity of the control system.

The comparative analysis results are presented in the histogram form on Figure 13 for

the following PST circuit options:
o 1 -"triangle " [13,14];

. 2 - “delta connection” [15];
. 3 - “two-transformers PST” [16];
. 4 - “double-core polygon” [17];
. 5 - “multi-polygon” [18];
. 6 - “single-transformer PST with neutral requlation” [19];
. 7 - “star” - researched device.
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Figure 13. Histogram of the comparative analysis results of different PST solutions.

The presented histogram shows that the investigated PST solution can significantly
reduce the transformer installed power, which in turn will reduce the cost of constructing
devices of this type and their operating costs. Consequently, the proposed circuit variant has
a competitive advantage over other PST schemes.

Conclusions

Based on the study results, the following conclusions can be drawn:

1. On the basis of the proposed PST technical solution, an analysis of the equivalent
circuit parameters is carried out. The energy characteristics of the device have been
determined.

2. The proposed method for reducing the installed power of investigated PST, based
on the capacitor bank use connected between the input and output terminals. The optimal
parameters of the capacitor bank have been determined.

3. The results analysis was carried out, which made it possible to draw a conclusion
about the effectiveness of the proposed method (capacitive transmission of a part of the
power), using the example of the research object.

4. The energy characteristics comparative analysis of investigated and previously
developed PST technical solution showed its advantages, allowing it to be considered as an
active element of modern Smart Grid systems.

5. The study results can be used for a comparative analysis of the technical solution
of transformer PST developed in the future.

Acknowledgment: The results were obtained in the frame of State Program project no.
20.80009.7007.18: Eco-friendly technical solutions for efficient energy consumption in
buildings and development of smart grid options with advanced renewable energy
integration in Moldova.
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Abstract. Suitability determination of any product designed for specific types of consumers is
possible through the effective use of anthropometric information. This study assessed
anthropometric data utilization in footwear designs and patterns as an indicator of fitness
and comfort in footwear production. The data collected for analysis were the length and the
breadth dimensions of footwear design pattern from eighteen footwear cottage shops and
the foot anthropometric parameter from a total of four hundred and thirty-three (433) (males
(226) and females (207)) subjects. The instrumentation design for the data collection was a
digital vernier caliper (model Mitutoyo 500-506-10). The analysis of the foot anthropometry
dimension and the design footwear pattern data obtained showed a lack of bilateral
symmetry for the male and female gender. The fitness and comfortable foot support function
of the footwear analyzed using a paired samples t-test between the footwear design pattern
dimensions, and the foot anthropometric parameters disclosed p > 0.05 in all cases - not
significant. This study concluded that tailoring a product design to the users’ population
reduces the mismatch challenges, grants fitness, and comfort to the users.

Keywords: foot anthropometry, footwear, fitness, production, cottage firm.

Introduction

Footwear production, either hand-crafted or produced through the use of high-end
machines, follows a sequential and progressive process route, starting with the dimension.
The measurement of the size and proportion of the foot parameters for footwear productions
is called foot anthropometry. The physical feature of the human foot, in most cases, is the
linear dimensions of the foot length and foot breadth [1]. In the developing nation, the
footwear fabrication in the cottage sector is with the use of simple tools. The local production
in this sector serves the footwear need of a specific population, either on-demand or
produced for sales. The basic fundamental in the design and construction of footwear
involves quantitative analysis of the physical differences that exist in linear measurements
of the foot for comfortable and functional foot support [1]. While walking, running, or
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working, footwear prevents the foot from injuries, offers fitness and comfortable foot support,
and protects it against variations of ground surfaces texture and temperature adversities of
the environment. It also facilitates the proper functioning of the foot for daily activities [1].
However, this is only guaranteed when the footwear fit with the shape of the foot as it is an
essential determinant factor [1]. Beyond the aesthetically pleasing, stylish, and great-looks
of footwear, the best choice lies either in the proper foot function or the overall health.
Wearing poorly fitting footwear is painful in the ankles, hips, knees, and lower back, and it is
debilitating. The aching effect of the feet can zap the energy of a person. Other poorly fitting
footwear effects are blisters, bunions, calluses, hammertoes, and blood circulation problems.
The foot support offered by the footwear in standing position, walking and accommodation
to variations of surfaces can cause change to the skeletal system and the muscular structure
that it supports. It can also change a person’s posture and the way the person walks if poorly
fitted. It then means that for a desired fit and comfort of footwear, foot anthropometry is
necessary.

Anthropometric data accommodates a wide range of biological variation of the human body
characteristics that uniquely distinguishes individuals [2, 3]. The diversity in anthropometric
of the human body characteristics cut across age, gender, tribe, geographical location,
occupation, and nationality [4]. The defining factors that make for the classification and
identification of the physical geometry of the human body of a group are cover in the body
anthropometry. It guides in the development and establishment of the standards that are
specific for effective product design, and enhance product usability and suitability for the
user population [5, 6, 7]. Studies revealed that the development of standard anthropometric
data helps to solve the significant variations of the human body dimensions through the
provision of vital database information applicable to the design of products [8]. Ismaila [3]
emphasized that for product design to suit specific types of consumers, anthropometry data
is needed as it varies from person to person and between nations. In practice, garment
makers, clothes, and footwear measure their customers to design the wears that fit the
individuals. Garment production for easy and short time accessibility, as well as the relatively
inexpensive products, requires consultation of anthropometry database. This phenomenon
has a significant effect on the development of garment industries. Anthropometry positively
affects the desired economies of scale conditions in the development of product design
sector. Also, it reduces setup-time and stoppages in the mass production of readymade
products [8].

The understanding of the importance of anthropometry values, according to Musa et al. [9],
lies in its application. This is because an individual’'s body anthropometry for fitness and
comfortable garment needs to capture the variations as the human foot shows a range of
variation in length, breadth, and height due to genetic, natural, and environmental factors
[10]. The challenge with the user population and the anthropometric data for Nigerians is in
the sparse nature, mostly found from individual researchers and skewed to a particular state,
region, gender, age, or ethnicity [3, 11]. Tackling these ranges of variations in the human
body anthropometry by accommodating to the extreme deviation to the 5th and 95th
percentiles of a population across age, gender, tribe, and nationality gives a significant
suitability determination of a product targeted for a particular people [5, 12, 13]. Most foot
anthropometry research studies found in the works of literature covered foot shape under
different weight-bearing conditions [1, 14], and foot dimensions evaluation [3, 15]. Similar
studies such as [16, 17, 18], considered gender and tribe. In other studies, anthropometry of

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



82 Fitness and comfort assessment of footwear: an anthropometric appraisal

the foot was used in the estimation of the body standing height [19, 20, 21]. Monye and
Omotehinse [22] developed a model of foot anthropometric descriptors for the design of
prosthesis and footwear in Nigeria. Likewise, Nacher et al. [23] developed a model for
predicting footwear fit based on user data. However, the application of anthropometry data
for the design for a target user’s population as guidelines for designers of commercial
products, necessary for product usability and suitability for the user population, is still scarce.
Therefore, this study assessed the anthropometry of footwear designs and patterns as an
indicator of fitness and comfort for sandals and chappals production.

Materials and method

This study was conducted in the Ukum local government area of Benue state Nigeria
with study site locations at Jootar and Zarki-ibaim areas. The data sampling of this study
covered the physical measurement of the footwear design patterns used in eighteen (18)
footwear making shops. The sampled footwear making shops were those that locally design
the straps and the soles of the footwear for sale. The foot anthropometric data measurements
were from a total of four hundred and thirty-three (433) participants, males (226) and females
(207) contacted at the footwear making shops. The footwear design pattern dimensions
(Figure 1) and the foot anthropometric parameter (Figure 2) measurements were the foot
length and the foot breadth dimensions using a digital vernier caliper (model Mitutoyo 500-
506-10, Mitutoyo Corporation, Japan).

Foot length Footlength

[ ‘ _,_P__;-—"" ?% 'y
! - —d |
|‘ - In
Footbreadth (’? ::J ; Footbre

- ~—— .
e — — A J

Figure 1. Footwear design pattern dimensions.  Figure 2. Foot anthropometric parameter.

As this study is a forensic study, the measurement precision and reliability were
ensured as only one of the researchers did the data collection. The foot lengths and foot
breadths measurements were carried out when the participant is in a seated position
barefooted with the foot flat on the ground making an angle ninety degrees at the talocrural
(ankle) joint. Foot breadth measurement is the distance across the metatarsal region of the
foot from the lateral to the medial side. Foot length measured the maximum distance
between the most anterior part of the heel and the posterior projecting end of the foot. The
measurements on the footwear design pattern were the corresponding positions and
dimensions for the foot lengths and foot breadths for each of the participants’ foot
anthropometry. The subjects agreed to participate in this study verbally. The recruitment was
after an explanation of the purpose of the study was communicated to the participants. Data
analyzed was only from those who gave their permission and with no physical deformities on
their feet. The data obtained were descriptive and inferential statistical analyses. The
comparison of the foot anthropometric data of the subjects and design footwear pattern for
the significant difference was with the use a 2-tailed paired samples t-test on the SPSS 20.0
Statistical package. The value considered for the significant difference between the foot
anthropometric data and footwear design pattern is less than 0.05.
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Results and Discussions

Table 1 shows the descriptive statistics of the foot anthropometry variables for the
males and the female genders. From the table, the average mean value for the right foot
length (27.45 cm) and the right foot breadth (10.17 cm) were longer than the left foot length
(27.44 cm) and the left foot breadth (10.16 cm) (Table 1). For the female participants, the
average mean value for the right foot length (25.29 cm) was higher than the left foot length
(25.28 cm). The average mean value of right foot breadth (8.83 cm) is lower than the right
foot breadth (8.85 cm) (Table 1). This study observed a lack of bilateral symmetry in both the
foot anthropometry dimension of the participants for both the male and female gender. The
lack of bilateral symmetry in the foot anthropometry dimension for both gender found in this
study in line with observation in previous similar studies [24-29].

Table 1
Descriptive statistics of foot anthropometry dimension for gender
Descriptive Male = 226 Female = 207
statistics
Right Right Right Right
FT Left FT FB Left FB FT Left FT FB Left FB

Min (cm) 24.04 2411 9.00 9.01 22.23 2200 8.04 8.04
Max (cm)  30.00 29.98 11.78 11.43 28.44 2896 998 10.02
Mean (cm) 27.45 2744  10.17 10.16 25.29 25.28  8.83 8.85
SD (cm) 1.68 1.69 0.55 0.56 1.08 1.15 0.52 0.54

The design footwear pattern used in the cottage firm for the sandals and chappals
footwear production followed a different order (Table 2). The measured dimension of the
design footwear pattern used in the cottage firm for the female subjects’ footwear production
showed that average the right foot length and left foot length are of the same dimension
(25.15 cm). The foot breadths have variation as the left foot breadth (8.88 cm) was found
higher than the right foot breadth (8.86 cm) (Table 2). The design footwear pattern also
observed a lack of bilateral symmetry in the male and female design footwear pattern. The
variation in the footwear design dimension implies that both sides of the pairs are not equal.

Table 2

Descriptive statistics of footwear pattern dimension for gender
Descriptive Male = 226 Female = 207
statistics

Right Right Right Right

FT Left FT FB Left FB  FT Left FT FB Left FB
Min (cm) 247 24.9 9.43 9.45 22.7 22.5 8.18 8.52
Max (cm)  29.4 29.6 11 10.9 27.9 28.1 9.64 9.54

Mean (cm) 27.3 27.28 10.22 10.16 25.15 25.15 8.86 8.88
SD (cm) 1.58 1.53 0.38 0.38 1.05 1.14 0.38 0.32

Table 3 compares the average mean of the foot anthropometry variables with the
corresponding variable on the design footwear pattern dimension for both genders. The result
obtained showed that for the males, the average mean value of the right foot length
anthropometry parameter had a higher mean value (27.45 (SD = 1.68) compared to the right
foot length of the design footwear pattern parameter that had 27.30 (SD = 1.58), t(225) = -
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1.07, p=0.28 (Table 3). The result obtained means that the right foot length anthropometry
variables and the corresponding right foot length of the design footwear pattern dimension
were not significantly different as the p-value was higher than 0.05. The high p-value
obtained from the paired t-test indicated that the design footwear pattern parameters used
for the right foot length anthropometry parameter for the male subjects gave the desired fits.
Similarly, the paired samples t-test for the left foot length (p = 0.27), right foot breadth (p =
0.25), and left foot breadth (p = 0.89) between the foot anthropometry and design footwear
pattern were not significantly different as the values were higher than 0.05 (Table 3). The
result obtained implies that the basis adopted for designing footwear at the cottage firm
assessed gave the desired fit need for comfort. This study established that guided
anthropometry developed and used at the cottage firms for the footwear design and
production in this study matched the studied population fitness and comfort. This finding is
in agreement with the postulations in several other similar studies [5 - 7].

Table 3
Paired sample t-test for the foot anthropometry variables and design footwear pattern
dimension for the male subjects

Anthropometry variables Descriptive statistics t-test for equality of means
Mean SD SEM t Df p-value
Right FT Foot anthropometry variables 27.45 1.68 0.11
Design footwear pattern 2730 158 0.11 1.07 225 0.28
Left FT Foot anthropometry variables 27.44 1.69 0.11
Design footwear pattern 27.28 153 0.1 1.1 225 0.27
Right FB Foot anthropometry variables 10.17 0.55 0.04
Design footwear pattern 10.22 0.38 0.03 -1.16 225 0.25
Left FB  Foot anthropometry variables 10.16 0.56 0.04
Design footwear pattern 10.16 0.38 0.03 -0.14 225 0.89

Table 4 shows the comparison of the average mean of the foot anthropometry
parameters and the foot design pattern for the female participants. The paired samples t-test
comparison made between the foot anthropometry parameters and the foot design pattern
for the foot length and foot breadth on both legs showed that there was a significant
difference in all cases.

The p-value obtained for each was higher than 0.05.

The result obtained demonstrated that the foot anthropometry data used in the
cottage shops is suitable for the study population.

This study also showed that the product design specific to a group of people helped
in the achievement of footwear fitness and comfort. Therefore, the finding in this study
buttressed Cooper et al. [30] statement that the anthropometry data must be appropriate to
the design of a product and must be descriptive to the target users’ population for the product
design to be effective. As such, it forms the guidelines for footwear designers for the
commercial production of footwear.
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Table 4
Paired sample t-test for the foot anthropometry variables and design footwear pattern
dimension for the female subjects

Anthropometry variables Descriptive statistics t-test for equality of means
Mean SD SEM T Df p-value

Right FT Foot anthropometry variables 25.29 1.08 0.07

Design footwear pattern 25.15 1.05 0.07 1.64 206 0.10
Left FT  Foot anthropometry variables 25.28 1.15 0.08

Design footwear pattern 2515 1.14 0.08 1.40 206 0.16
Right FB Foot anthropometry variables 8.83  0.52 0.04

Design footwear pattern 886 038 003 -0.84 206 0.40
Left FB  Foot anthropometry variables 8.85 0.54 0.04

Design footwear pattern 8.88 0.32 0.02 -0.83 206 0.41

Conclusion

The anthropometry assessment of the human body or any part of the human body
through physical measurements is a means of identification of the body characteristics. This
physical measurement exposes any deformities or impaired integrity and provides useful
information on the measured part. The fitness of the footwear design pattern used in the
production of footwear in the cottage firms in Nigeria assessed in this study showed that
there no significant difference between the foot anthropometry variables and footwear
design pattern dimension for the male and the female gender. This study has demonstrated
that tailoring a product design to the users’ population reduces the mismatch challenges,
grant fitness, and comfort to the users. However, this study only covered two-foot
anthropometry variables, foot length and foot breadth, applicable in sandals and chappals
production. Further studies are recommended that will consider other parameters of the foot
anthropometry. As well data collection should be extended to more population and classified
according to ages.
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Abstract. Target recognition is of great importance in military and civil applications — object
detection, security and surveillance, access and border control, etc. In the article the general
structure and main components of a target recognition system are presented. The
characteristics such as availability, distinctiveness, robustness, and accessibility are
described, which influence the reliability of a TRS. The graph presentations and mathematical
descriptions of a unimodal and multimodal TRS are given. The mathematical models for a
probability of correct target recognition in these systems are presented. To increase the
reliability of TRS, a new approach was proposed - to use a set of classification algorithms in
the systems. This approach permits the development of new kinds of systems - Multiple
Classification Algorithms Unimodal and Multimodal Systems (MAUMS and MAMMS). The
graph presentations, mathematical descriptions of the MAUMS and MAMMS are described.
The evaluation of the correct target recognition was made for different systems. The
conditions of systems' effectiveness were established. The modality of the algorithm's
recognition probability maximal value determination for an established threshold level of the
system's recognition probability was proposed, which will describe the requirements for the
quality and, respectively, the costs of the recognition algorithms. The proposed theory
permits the system's design depending on a predetermined recognition probability.

Keywords: target, recognition, system, unimodal, multimodal, algorithm, probability.

Introduction

Target recognition is of great importance in military and civil applications - object
detection [1], image classification [2], security and surveillance [3], access control [4], border
control[5], medicine[6], etc. Actual target recognition systems can be divided into two main
groups - unimodal and multimodal systems[/]. The unimodal systems are based usually on
one processing module and one recognition algorithm [8]. The multimodal systems consist
of a set of sensors and processing modules, every of which is realizes one target recognition
algorithm [9].

In many unimodal and multimodal target recognition systems, the operations of the
data acquisition and processing are realized as separated tasks. As a result, the accuracy and
robustness of the target recognition may be insufficient, especially if the data are found to
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be incomplete or ambiguous during processing and there are no available supplementary
data to mitigate those deficiencies [10]. Active multimodal sensor systems have been
elaborated to overcome this problem. For example, a multisensory system for moving object
detection and tracking was proposed [11] in which were used Radar, LIDAR, and vision
Sensors.

The system could actively control all the sensors to collect or supplement target
information and effectively detect and track target movement, and obtained good
performance results in actual driving conditions. The multimodal sensing system was
elaborated [12], using a PTZ camera and a laser Doppler vibrometer, which can improve the
performance and efficiency in automatic remote applications. This class of systems is based
on the combination of multimodal hardware data collection. Subsequent data processing
permits improvement of the accuracy of recognition and tracking systems, to expand the
application range, and increase the system's flexibility. In other surveillance systems, the
hardware data collection and software data processing are two completely separate and
independent parts [13]. In these systems, the software data processing algorithms are used
to improve the targets' detection and tracking rate, and the hardware sensor is used only for
data collection and does not consider the interaction with the sensor to supplement the data
and eliminate ambiguous judgments.

In the article [14] an active multimodal sensor system for target recognition and
tracking was proposed. Different from the passive multi-modal sensor system, the active
multi-modal system can adjust sensors’ attitudes to get supplementary information during
data processing. This system consists of a visible sensor, an infrared sensor, and a
hyperspectral sensor, working together to collect supplementary data from the target to
eliminate ambiguous recognition.

Unfortunately, in many applications, the described systems do not ensure the
necessary level of identification probability, accuracy, and robustness of the target
recognition may be insufficient.

In this article new classes of the systems are described - multiple classification
algorithm unimodal and multimodal systems and results of a comparative analysis of the
proposed and existing systems regarding their recognition probability are presented. In
section 2 the general structure and main components of a target recognition system are
presented. The characteristics such as availability, distinctiveness, robustness, and
accessibility are described, which influence the reliability of a TRS. In sections 3 and 4 the
graph presentations and mathematical descriptions of a unimodal and multimodal TRS are
given. The mathematical models for a probability of correct target recognition in these
systems are presented. It was determined that the unimodal systems are characterized by a
disadvantage - a vulnerability of the sensor to bad or noisy data as a result of the imperfect
acquisition of captured features. In section 5 the new classes of the systems are described -
multiple classification algorithm unimodal and multimodal systems (MAUMS and MAMMS).
The graph presentations, mathematical descriptions of the MAUMS and MAMMS are
described. In section 6 the evaluation of the correct target recognition was made for different
systems: the unimodal system (UMS); multimodal systems with one algorithm and 2 and 3
sensors (MMS-1A2S and MMS-1A3S); multi-algorithm unimodal systems with 2 and 3
algorithms and one sensor (MAUMS-2A1S and MAUMS-3A1S), multi-algorithm multimodal
systems with 2 algorithms and 2 sensors (MAMMS-2A2S), with 3 algorithms and 2 sensors
(MAMMS-3A2S) and with 3 algorithms and 3 sensors (MAMMS-3A3S). The conditions of
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systems’' effectiveness were established. The modality of the algorithm's recognition
probability pa maximal value determination for an established threshold level of the
system'’s recognition probability Psr was proposed. The values of pam will describe the
requirements for the quality and, respectively, the costs of the recognition algorithms.

1. General structure of a target recognition system

A target recognition system (TRS) acquires the data of an object, extracts a feature set
from the data, compares this feature set against the feature sets stored in the database, and
provides the results of the comparison [15]. A TRS consists of the next main components
(Figure 1) [16]: sensor unit, which acquires the data of an object by scanning; quality
assessment and feature extraction unit, which is used for further processing of the input data;
local decision-making unit, in which the extracted templates are then matched against the
stored templates and a matching score is given; output decision-making unit, in which the
data from one or more local decision-making modules are processed and the final identity of
the target is made; system database unit; the basic software, intended for general
management of the processes in the system; the algorithmic software, used to realize the
target recognition tasks.

Qualiry » -
Sensor assessment and Local decision Output decision
features making unite »  making module

extraction unit
ry r Y

k4 h

Database unit

Figure 1. The structure of the target recognition system.

A target recognition system can consist of one or more sensors and processing
modules, which include the units described previously. The reliability of a TRS depends on
the following characteristics [17]. Availability - indicates that a target should have distinct
characteristics. Distinctiveness - this asserts that two targets should have adequately
different characteristics. Robustness - it declares that characteristics should be constant over
some time concerning matching characteristics. Accessible - it asserts that the features can
be measured using a quantitative method, and can also be easy to image with electronic
sensors.

Unfortunately, not all the described requirements can always be achieved at the
different stages of the target image acquisition and processing, which is reflected in the
probability level of the target's recognition.

2. Model of the unimodal target recognition system

The unimodal target recognition system consists of one sensor for target image
acquisition, one processing module, in which is realized one recognition algorithm, and one
output decision-making unit [18]. The processing module includes a quality assessment and
feature extraction unit, local decision-making unit, and database unit. The unimodal system
can be presented in the form of a graph shown in Figure 2.
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Figure 2. The graph presentation of the unimodal system: S - sensor, A - algorithm,
D - output decision-making module.

Let T(x,y) be the function that describes the input target. Following algorithm A of
target recognition, at the first stage will be extracted the features Fa={f a}, i=1%| from the
function T(x,y). At the second stage will be determined the matrix Da=min{W[Fa, Fa]}, were
Fa={fa} — features of the reference targets, j=1+J. At the next stage, the input target will be
identified. The probability of correct recognition of the target T(x,y) in the system will be:

Pums = pa (1)
where pais the probability of correct recognition of the target based on algorithm A.

In article [19] the recognition system, based on the Image Moments Features
algorithm, principal component analyses algorithm, and correlation algorithm. The software
application captures the target's images via a video camera, creates the database, and realizes
different recognition algorithms. The probability of correct target recognition varies from 0.6
for the IMF algorithm to 0.85 for the correlation algorithm.

The unimodal systems are characterized by a disadvantage - a vulnerability of the
sensor to bad or noisy data as a result of the imperfect acquisition of captured features. This
limitation can influence the results of the correct recognition.

3. Model of the multimodal target recognition system

The multimodal systems consist of a set of sensors and processing modules, every one
of which realizes one algorithm for target recognition [20]. Multimodal TRS is more reliable
than a unimodal system because many independent recognition modalities are used [21].

Let the functions T«(x,y), k=1+K, describe the patterns generated by different sensors
(Figure 3). For every function, Ti(x,y) the respective recognition algorithm A will be used
which will permit the recognition of the target with a probability pa«.

In this case, the probability of correct target recognition in the multimodal system can
be described as:

K

Pmms = 1- M(1-pa) (2)

k=1

were M is the product function.

Figure 3. The graph presentation of the multimodal recognition system.
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4. Multiple classification algorithm recognition systems

To increase the reliability of TRS a new approach was proposed - to use a set of
classification algorithms in the systems. This approach will permit the development of new
kinds of systems - Multiple Classification Algorithms Unimodal and Multimodal Systems.

4.1. Multiple classification algorithms unimodal system

In the Multiple Classification Algorithms Unimodal System (MAUMS) one sensor is
used and a set of the recognition algorithms is employed (Figure 4). Let T(x,y) describe the
input target, to which will be applied a set of the recognition algorithms {Ag}, g=1+0Q. As a
result will be obtained a set of matrixes {Daq}, q=1+0Q, each of which will be characterized by
a probability of correct target recognition pag.

Figure 4. The graph presentation of the MAUMS system.

In this case, the correct recognition probability of the target T(x,y) in the system can
be evaluated as:

Q

PMAUMS=1'|:|(1'pAq) (3)

g=1

4.2. Multiple classification algorithms multimodal system

In the Multiple-Algorithm Multimodal System (MAMMS) a set of the sensors {Si}, i=1-
L is used and the data from them are processed by different recognition algorithms (Figure
5). Let the functions T(x,y), l=1+L, describe the input targets. For every function T(x,y) a set
of the recognition algorithms {A.}, z=1+Z, will be applied, which will permit the recognition
of the target with a probability pa.. In this case, the probability of correct target recognition
in the system can be described as:

Lzl

Pmamms=1-N{MN(1-pac)} (4)

l=1z=1

5. Analysis of the systems' target recognition probabilities

The probability of the correct target recognition evaluation was made in the different
systems based on the formulas (1), (3), (5), and (7). For evaluation there were selected the
unimodal system (UMS); multimodal systems with one algorithm and 2 and 3 sensors (MMS-
1A2S and MMS-1A3S); multi-algorithm unimodal systems with 2 and 3 algorithms and one
sensor (MAUMS-2A1S and MAUMS-3A1S), multi-algorithm multimodal systems with 2
algorithms and 2 sensors (MAMMS-2A2S), with 3 algorithms and 2 sensors (MAMMS-3A2S)
and with 3 algorithms and 3 sensors (MAMMS-3A3S). For simplicity, it was supposed that the
recognition probability paof different algorithms is the same. The results of the calculations
are presented in Table 1 and Figure 6, and show the following. The most effective are the
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multi-algorithm multimodal systems (MAMMS). The recognition effectiveness of the system
MAMMS-3A3S is equal to 1.0 starting from the algorithm's identification probability pa= 0.7.
The recognition effectiveness of the systems MMS-1A2S and MAUMS-2A1S, of the MMS-1A3S
and MAUMS-3A1S, of the MAMMS-3A2S and MAMMS-2A3S is the same.

Figure 5. The graph presentation of the MAMMS system.

The maximal value of the algorithm's recognition probability pav is proposed to
determine for an established threshold level of the system's recognition probability Psr. The
values of pauWill describe the requirements for the quality and, respectively, the costs of
the recognition algorithms used in the systems. In the last row of Table 1 and Figure 7, the
values pam are presented for Psr20.99. It is evident, that in the MAMMS systems the
requirements for recognition algorithms are lowest = pav=0.5-0.55.

Table 1
Recognition probability of the systems, Ps

UMS- MMS-  MMS- MAUMS MAUMS MAMMS MAMMS MAMMS MAMMS

P - - - - - .
1AL 1AS - IASS T oa1s 3A1S 2A2s 3A2s Az oA

05 05 0.75 0.875 0.75 0.875 09375 098438 0.98438 0.99805
0.55 0.55 0.7975 0.90887 0.7975 0.90887 0.95899 0.9917 0.9917 0.99924
06 06 0.84 0.936 0.84 0.936 09744 09959  0.9959 0.99974
0.65 0.65 0.8775 0.95713 0.8775 0.95713 0.98499 0.99816 0.99816 0.99992
0.7 07 0.91 0.973 0.91 0.973 0.9919 0.99927 0.99927 0.99998
0.75 0.75 0.9375 0.98438 0.9375 0.98438 0.99609 0.99976 0.99976 1.00
08 0.8 0.96 0.992 0.96 0.992 0.9984 0.99994 0.9999%4 1.00
0.85 0.85 0.9775 0.99663 0.9775 0.99663 0.99949 0.99999 0.99999 1.00

09 09 0.99 0.999 0.99 0.999 0.9999 1.00 1.00 1.00
095 095 0.9975 0.99988 0.9975 0.99988 0.99999 1.00 1.00 1.00
Pam - 0.9 0.8 0.9 0.8 0.7 0.55 0.55 0.5
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Figure 7. Algorithm's recognition probability pav values at the system's recognition
probability threshold level Psr= 0.99.

6. Conclusions

The general structure and main components of a target recognition system are
presented. The characteristics such as availability, distinctiveness, robustness, and
accessibility are described, which influence the reliability of a TRS.

The graph presentations and mathematical descriptions of a unimodal and multimodal
TRS are given. The mathematical models for a probability of correct target recognition in
these systems are presented. The unimodal systems are characterized by a disadvantage - a
vulnerability of the sensor to bad or noisy data as a result of the imperfect acquisition of
captured features.

To increase the reliability of TRS, a new approach was proposed - to use a set of
classification algorithms in the systems. This approach permits the development of new kinds
of systems - Multiple Classification Algorithms Unimodal and Multimodal Systems (MAUMS
and MAMMS).

The graph presentations, mathematical descriptions of the MAUMS and MAMMS are
described. The evaluation of the correct target recognition was made for different systems:
the unimodal system (UMS); multimodal systems with one algorithm and 2 and 3 sensors
(MMS-1A2S and MMS-1A3S); multi-algorithm unimodal systems with 2 and 3 algorithms and
one sensor (MAUMS-2A1S and MAUMS-3A1S), multi-algorithm multimodal systems with 2
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algorithms and 2 sensors (MAMMS-2A2S), with 3 algorithms and 2 sensors (MAMMS-3A2S)
and with 3 algorithms and 3 sensors (MAMMS-3A3S).

It was established that the most effective are the MAMMS systems. The recognition
effectiveness of the system MAMMS-3A3S is equal to 1.0 starting from the algorithm’s
identification probability p,= 0.7. The recognition effectiveness of the systems MMS-1A2S
and MAUMS-2A1S, of the MMS-1A3S and MAUMS-3A1S, of the MAMMS-3A2S and MAMMS-
2A3S is the same.

The conditions of systems' effectiveness were established. For pa< 0.55 the system
MAUMS-2A1S is more effective than other systems. For pa<0.7 the system MAUMS-3A1S is
more effective than the system MMS-1A2S and the system MAMMS-2A2S is more effective
than the system MMS-3S. The system MAMMS-3A2S is more effective in comparison with the
system MAMMS-2A3S.

The modality of the algorithm's recognition probability pav maximal value
determination for an established threshold level of the system’s recognition probability Psr
was proposed. The values of pav will describe the requirements for the quality and,
respectively, the costs of the recognition algorithms. It was determined that in the MAMMS
systems the requirements for recognition algorithms are lowest for Ps;>0.99.

It was established that the proposed target recognition systems of the MAMMS kind
ensure higher recognition probability in comparison with other systems, and they can use
more simple and, respectively, cheaper recognition algorithms.

The proposed theory permits the system's design depending on a predetermined
recognition probability. In the future, computer modeling and simulation of the proposed
systems will be made and testing on the different kinds of targets.
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Abstract. This study investigates the selection of stock from huge stock markets and by using
good selection tools so that it will give a good return value. It helps investor to find an easy
decision regarding their investment in stock market individually with effective collection of
trading activities. Many artificial intelligence (Al) techniques are untested in the financial
crisis scenario. This research really helpful to the investor in the stock selection and stock
purchase decision. Al is also a one of the hottest topic for most industries, researchers and
investors. The financial market is easy to analyze with multiple charts, due to the application
of artificial intelligence.

Keywords: stock market, artificial intelligence, trading, investment, financial.

Introduction

Stock forecasting is very important because based on this one should have to decide
his/her financial decision [1]. However stock market fluctuations may change the mood of
the person’s investment. Rate of risk also effect the investor’s mind. But stock market plays
in the mobilization of capital as well as it returns interesting results like low risk in long run
investment.

Even though no sure-shot formula has discovered yet but few tools with certain rules
give more chances for getting good return. Proper investigation with proper decision should
refine to achieve the target amount [2]. For this proper research work should require with
investing different stocks. Proper knowledge and understanding are highly recommended
before taking any investment in the stock and also involves regularly through the market
cycle. One should also look of investing money in a very systematic approaches with a
disciplined investment will give good return for a long term plan [3]. Emotions never make
the judgment beginners may start with low risk and making diversification of portfolio
[4 - 5]. Also each time same kind of return is not possible, so one should think realistic
expectation and each time one should monitor the growth of the investment by proper use
of risk tolerance with different goals and timelines [6].

Strategies in stock market
Before going to think any strategies there should be require of depth knowledge and
sufficient research should require to get good return from stock market.
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Strategies like fundamental analysis, technical analysis, growth investing, qualitative
analysis, buy and hold, averaging down, any one strategies may be best for the stock market
[7]. One should have to know how to avoid risk and will get the benefits from stock market.
Even one have small amount of money but can start investing in share market. Diversifying
strategies simple means that investor money will not be in a single basket, but that money is
spreading for different sectors. Daily basis technical analysis and for long term fundamental
analysis are good.

Live market Data

Computer Program

Predictions
dased on Al

Prediction fc Prediction fo Prediction fo Prediction
7 days 30 days 365 days

Figure 1. Prediction based on Al.

Al Tools

In today’s market so many tools which will give indication of stock market like on-
balance volume, accumulation, aroon indicator, RSI, MACD, Etrade, Trade station, Market
gear, meta stock, stock charts and many more [8].

Simulations tool like trade station, TD Ameritrade, Invest opedia and virtual stock
exchange which helps the capitalizes for analysis in the market.

Risk-Reward Ratio is a non linear approach to access the risk/reward, by divide the
net profit with by the price of your highest risk [9]. Some interesting analysis can be possible
through MACD, Moving average and parabolic sar [10 - 12].Machine learning also plays a
important parameter [13]. Al based prediction can be visualize from figure 1.

Al in stock market

In artificial intelligence analysis it helps to provide results for each and every
milliseconds. Al have started the magical role in trading. It gives information with accurate
and quick by prediction of stock prices by using the previous historical data. Basically it
combines the community of trading and by scanning all the trading as a result it perform
better.

Even if many companies use Al to make benefit for the economies like Amazon uses
Al for product recommendation to customer. Through Al Netfix make different content
creation based on this artificial Intelligence and make an huge demand on the current
scenarios. Companies are adopting Al for different sectors like low Al adoption for travel/
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Tourism, education and health care system. basically retail and media, entertainment uses
medium Al adoption. For automation and for finance services uses high Al adoption.

In financial for portfolio management Al techniques can help and improve the
performance. Now a day’s the ability of Al make it as essential for trading. Al helps in model
validation, back testing, trading, portfolio composition also helps to finding the fraud
detection in financial services.
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Figure 3. Parabolic Sar.

Different type moving average can be calculate by using tool, figure 2 shows for
moving average strategies and figure 3 represents parabolic sar. Parabolic sar signals when
close crossing buy or close crossing below sell.

Trading decision can be success especially when there will be a technical analysis.
Technical analysis also help to understanding the core concept of trading.
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Figure 4. Moving average convergence divergence.

Profitable trading set up can be made by MACD (Moving average convergence
divergence). All the figures 2, 3 and 4 represents the reliance industries ltd India NSE, so all
type of analysis can be performed within few seconds through the analysis tool.

By using artificial intelligence, smart trading can be possible, which is very fast and
accurate to analyze different pattern with high speed. It does not need any human
intervention. Even in millisecond it gives result without require of human inputs.

Comparing between two stocks can be easily predicted. For an example considering
two shares comparison of reliance and Larsen, which is shown in figure 5.

® Reliance Industries Limited 2,040.00 INR 333.40% +
® Larsen & Toubro Limited 1,521.00 INR 105.42% +
3 menths & months YTD T year 5 years Ilax
400.009
300.00
200.008
100.01
0.0
00.0( |
2017 2018 20 202 2021
Reliance Industries Limited Larsen & Toubro Limited
RELIANCE (NSE) LT (NSE)

Figure 5. Easy comparison of two shares.

Now companies like Google, Microsoft and Netfix and many more uses Al to improve
product design and gain strategies.

Now a days Al and ML play a key factor behind the existing stock. It is also started
helping chatbot trading. Tt really helps to analyze massive data.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



100 Artificial intelligence in stock market investment

Conclusions

One should get good foundation before starting any investment to the stock market.
The research may be informative for the readers. Readers should take interest by proper
understanding the theory of stock market and make theory into action. So one should start
investing and make profits from stock market. Al actually becomes smarter and smarter. Huge
analytical power can be possible when Al along with big data. Still many Al techniques are
untested in financial crisis scenario. More educator trainers require to give awareness to
people. Al and ML are moving faster which makes the regulatory framework to financial
industry. It is easy to see the market situation and make require changes in portfolio
management. Due to Al ,it is easy to analyze financial market with multi chart layouts.
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Abstract. Currently, the district heating systems (DHSs) are intensively promoted both
nationally and globally. The advantages of using these systems in urban areas compared to
individual heating systems are practically indisputable. Still, it is essential that the calculation
underlying the assessment of the economic profitability of the projects to connect the new
heat consumers to DHS be made correctly by taking into account all the necessary
investments and the benefits obtained from the additional amount of energy sale. The article
presents the methodology for the optimal regression model selection that can be applied to
predict the additional electricity produced in cogeneration mode in case of the new heat
consumer connection to the DHS, based on the actual data of the thermal and electrical
energy supplied to network from a CHP in the Republic of Moldova. At the same time, it is
demonstrated that between the thermal energy supplied to a new consumer connected to
DHS and the additional electricity produced in the cogeneration mode, there is a direct and
linear correlation.

Keywords: cogeneration, equation of a straight line, heating season, new consumer’s connection
to the DHS, regression analysis.

Introduction

The main purpose of the current projects on the district heating systems development
in the Republic of Moldova is to provide for the heat consumers a high quality, reliable and
affordable service. The success of a heat supply company depends much on the consumers’
satisfaction degree and its profit - on the consumers’ number connected to the DHS.

At first glance, it would seem that any new consumer connected to the DHS would
brought profit to the company, but this may not always be feasible, given that the new
consumer connection involves making investments, such as constructing new networks
(sometimes with pumping stations), acquiring and installing the heating agent regulation
equipment; thermal energy measuring equipment, etc.

In many DHS, the thermal energy is produced from cogeneration. For example, of the
total thermal energy supplied to consumers connected to Chisinau DHS, about 80% is
produced in cogeneration mode by the combined heat and power (CHP) plants. In this case,
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in calculating of economic profitability of connecting the new heat consumer, it is necessary
to consider both gains due to additional sales of heat and those related to the sale of
electricity produced in cogeneration when assessing revenues.

The amount of thermal energy supplied to the new consumer can be easily determined
from the thermal load for space heating, depending on the rooms/buildings volume to be
heated. The calculation temperatures of indoor and outdoor air, while the amount of
electricity to be additionally produced with the production of thermal energy for the new
consumer, cannot be determined by applying a calculation formula. This problem can be
solved by using regression analysis.

The regression analysis theory

A linear regression model is a statistical tool used for the propose to determine a
dependency relationship between two variables [1]. The statistical methodology is focused
on the regression function with the aim of determining the parameters that express to what
extent one or more factors influence a particular process [2].

The regression analysis can be quickly done using the personal computer by applying
the Regression function in the Microsoft Excel tool.

The linear regression analysis showed promising results among the statistical models
due to its reasonable accuracy and relatively simple implementation compared to other
methods [3].

The linear regression method can be successfully applied in the energetics analysis
and is used when for a data set represented by the pairs of values (x; yj), the line must be
found that best approximates their placement in a diagram y = f(x).

The advantage of the method is that it generates an equation applicable to the entire
range of the variable x and even performing extrapolations within a specific limit. The
equation will allow making predictions on energy consumption, being a valuable tool in the
energetics analysis.

At the same time, the regression analysis method, applied by using the Excel
calculation tool, has other advantages such as the speed and simplicity of calculation and
reduced possibility of the results influence by the user [4].

The Llinear regression method can be used in the DHS domain to determine
dependencies such as:

1.  the fuel consumption for the thermal energy production for space heating

according to the heating degrees-days or the consumers’ thermal load [5];

2.  heat losses at the thermal agent distribution depending on the outdoor air
temperature or the heating distribution networks length;

3. the additional electricity supplied once the thermal energy is delivered to the
new heat consumer;

4. the needed investments for the new consumers’ connection (i.e., for the
individual heat substations) depending on the thermal load for space heating
and domestic hot water preparation;

5. the thermal agent temperature supplied to the consumers depending on the
outdoor air temperature, etc.

The linear regression technique must be used with caution, as it can lead to

erroneous conclusions. If the data participating in the analysis are lacking, conclusions drawn
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based on an insufficient data set have a low degree of credibility. The more data we have
available, the higher the degree of trust.

The linear regression method application is focused on the heuristic reasoning based
on which there is a linear dependence between two variables such as, for example, fuel
consumption for building heating and the heating degree-days (HDD) during a month or a
heating season. If the data collected over a long period are available, they can be graphically
represented in a fuel consumption diagram = f(HDD).

The points thus obtained are arranged approximately linearly and must determine
the line that best approximates the sequence of points, i.e., to find the equation of the form
y = bx + ¢, which describes a dependence between discretely represented data. In the
considered example, the independent variable x is the heating degrees-days during each
month of 2020. The dependent one y, is the fuel consumption (natural gas) for each month
(Figure 1).

By applying Eq. (1), the corresponding natural gas consumption can easily be
determined for any value of the heating degree-days.

y = —17,443x + 35745. (1)

Thus, in energetics analysis, the straight-line equation can be used to predict energy
consumption for any variable value (driver):

Energy(y) = Factor - Driver(x) + Constant (2)
2020
y =17 443x + 35745
50000 L R? = 0,4036
E 40000 | + .
. 30000 +* ¥ S —E.____‘__:
v * *
o *
@ 20000
=]
® 10000
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Figure 1. The natural gas consumption regression analysis based on heating degree-days.

The R? value is also significant in determining the dependence intensity of the
correlation between the two variable values. The closer to 1 the R? value is, the more the
variation of the value x explains the interpretation of the value y. The R? = 0,4036 (Figure 1)
analysis results that the heating degree-days influenced the natural gas consumption for
space heating in 2020 insignificantly.

Therefore, another driver that influenced the gas consumption in 2020 must be
identified (for instance: possible thermal agent leaks in the distribution networks, heat supply
with a higher temperature than it is required following the outdoor air temperature, increase
the number of thermal energy consumers, etc.).

It should be borne in mind that the regression model obtained from the analysis of
fuel consumption data for a given building should not be generalized and applied for the fuel
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consumption prediction for any other type of building [6], especially in cases where the
structure and dimensions of the building differ significantly from those of the model for which
the regression model was made.

The research methodology

The methodology of regression analysis applying for the establishment of the
correlation between two values (simple regression analysis), or even between three and more
values (multiple regression analysis), both in the field of economics and energetics, is
described in detail by authors in the cited papers. For instance, in the article [7], the doctors’
number evolution in Romania in the period after accession to the European Union is modeled
using the regression analysis depending on three variables: the population in this country,
the wage in the health field, and the number of doctors who operates in the private sector.

In the article [8], by applying the regression method, the correlation between the
supermarkets’ energy consumption in Great Britain and two variables is deduced: the outside
air temperature and its relative humidity, to predict the energy consumption evolution in
these types of buildings depending on the climate change.

The same regression method can also be successfully applied for the energy
consumption prediction for cooling needs, for instance, in fruits cold storages depending on
the fruits amount stored and the outdoor air temperature [9].

The article [10] presents the methodology of the regression analysis applying to
predict the energy consumption in China depending on some variables less characteristic for
energy analyses: the GDP value and the population number in that country.

Daily data of the heat and electricity supplied into the network from a CHP plant
located in the Republic of Moldova will be used to develop the linear regression model
related to the correlation between the electricity supplied to the network in addition to the
heat supplied to the new consumer connected to the DHS, which is produced at the CHP
plant.

Also, the heating degree-days during three consecutive heating seasons (2018 - 2019,
2019 - 2020 and 2020 - 2021), lasting 166 days each, will be used to assess the correlation
between these two values.

Table 1 presents the data for the 2018 - 2019 heating season.

Similar data were used for the other two heating seasons, specific to the 2019 - 2020
and 2020 - 2021 heating seasons.

In the first stage, the hypothesis regarding the correlation between the resultant
variable - the electricity produced and the variable considered as an influencing factor - the
supplied heat, separately for each heating season, will be verified.

Suppose there are different correlation degree results for each heating season. In that
case, the regression analysis will be carried out to establish the correlation between the
thermal energy produced and HDD, separately for each heating season.

The supplied heat in the DHS should depend on how cold the weather outside is. HDDs
were collected from [11].

In the second stage, the most appropriate model will be established that can be
recommended for application to predict the volume of additional electricity produced in case
of connecting the new consumer to the DHS.
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Table 1
The amount of heat and electricity supplied into the network by CHP and HDD
Day Heat Electricity HDD Day Heat Electricity HDD Day Heat Electricity HDD
(Gcal) (kWh) (Gcal) (kWh) (Gcal) (kWh)
1 17437 1184272 3.8 57 79828 4830608 16,9 113 6895,8 3576304 14,3
2 1969,4 1256624 7,9 58 8155 4855312 17,4 114 6937,6 3573376 12,2
3 2494,5 1534432 6 59  8150,9 4838240 194 115 6845,4 3547344 12,1
4 2668,6 1818544 56 60 79939 4752240 18 116 6505,1 3633024 11,2
5 31131 2188432 1,3 61  7710,8 4609008 17,5 117 6372,2 3556848 7,5
6 2514 1917392 1,5 62 76858 4596256 158 118 6285,6 3529408 8,5
7 2486,8 1978592 1,6 63 77142 4635408 11 119 6062,6 3489888 10,2
8 2742,7 1983232 0,4 64  7690,7 4605584 142 120 6047,7 3485184 9,2
9 3286,7 2064704 2,6 65  7497,8 4444112 149 121 6081,1 3595472 9,2
10  3957,9 2406512 2,8 66 7284 4319952 14 122 6531,2 4056496 14,9
11 4490,5 2706272 4 67  7356,7 4428112 11,6 123 6953,6 4199440 20,4
12 44504 2680640 49 68 7391 4445664 11,1 124 6988,7 4211488 19,1
13 46517 2817664 6,5 69 75189 4537008 11,5 125 6937 4162640 14,5
14 49533 2959664 6,7 70 74237 4437520 133 126 6623,5 4072320 10,6
15 52246 3049840 10 71 72506 4318656 148 127 6628,3 4104176 11,8
16 52342 3088272 111 72 7443 4493008 14 128 6462,3 3937392 6,9
17 54825 3298640 10,5 73 78287 4728992 148 129 6299,9 3868368 8
18 5569,1 3349968 9,5 74 79608 4746512 16 130 6434,7 4012640 14,6
19  5601,9 3359920 10,3 75 79529 4745808 18,3 131 6469 3990624 15,4
20 5950,1 3486544 10,5 76 81864 4887840 18,5 132 6071,9 3773680 8,1
21 6229 3592480 144 77 82791 4930880 19 133 5602,3 3412352 59
22 63217 3688224 16,7 78 84828 4997824 19,5 134 5621,5 3437056 10,8
23 61578 3581392 128 79 83517 4922352 221 135 5637 3414896 9,8
24 58414 3467840 148 80 83936 4972960 235 136 54543 3307536 3,7
25 5877,6 3478640 151 81 86744 5142416 17,9 137 49399 3094912 3
26 6402,7 3697376 148 82 85324 5070800 17,5 138 5210,3 3240736 5,4
27 69324 4097600 144 83 84203 5010880 19,3 139 49151 3226976 4
28 72803 4409376 14,5 84 82693 4820528 18,4 140 5076,9 3243344 9,9
29  7516,8 4584992 151 85 82371 4813904 18,2 141 5222,1 3262032 12,1
30  7668,9 4674784 182 86 81347 4822000 16,6 142 5327,5 3259040 10,1
31 77925 4754752 196 87 79416 4680432 17,9 143 5239,6 3224640 8,3
32 78168 4768192 183 88 78783 4649088 16,8 144 5146,3 3131920 8,1
33 77783 4719440 141 89 79413 4710336 14,6 145 5065 3008816 5,4
34 77119 4628848 131 90 80282 4749920 155 146 46458 2906096 5
35 77115 4618944 136 91 80769 4768080 16,6 147 45282 2913760 53
36 8048,6 4793904 181 92  8039,7 4735728 16,6 148 48033 2980480 7,6
37 8287, 4907344 198 93  7880,0 4669168 18,9 149 4890 3017504 7,5
38 85721 5111792 218 94 80924 4804656 153 150 47137 2935280 3,7
39 84918 5039248 212 95 80425 4743216 17,7 151 47836 2926560 7,5
40 85721 5086864 223 96 79627 4698608 21 152 4799,1 2954192 8,2
41 82709 4863808 17,4 97 79545 4697072 19 153 4691,3 2914496 6
42 76927 4631792 123 98  7466,6 4426864 20,2 154 47933 2967664 9,1
43 76445 4624112 133 99 73651 4387648 154 155 5275,2 3324688 11,8
44 77377 4686992 141 100 7159,8 4279120 12,3 156 5429,6 3248288 11,5
45 79022 4800512 17,5 101 70932 4285232 11,5 157 5315,2 3093648 9,7
46 77153 4624960 143 102 70044 4287616 12,5 158 49685 2934096 6,1
47 76185 4540816 131 103 67094 4213600 12,4 159 43337 2861856 53
48 75256 4519952 148 104 66242 4286704 11,8 160 3967,9 2869104 47
49 72736 4363904 136 105 66893 4291920 7,9 161 4233 2791072 7,3
50 7313 4405312 14 106 6845 4247920 89 162 43586 2819328 10,3
51 74123 4490064 142 107 68519 4272160 12,1 163 4296,5 2784240 9,1
52 74063 4493136 153 108  6840,5 4275936 12,3 164 41238 2765856 7.8
53 76314 4612368 17,3 109  6932,6 4361072 159 165 3969,6 2682432 6,8
54 76886 4606496 16 110 6935,7 3899920 143 166 3520 2631696 4.4
55 7812 4711024 16,9 111 70058 3601776 10,5
56 7868 4761776 174 112 66693 3618880 11,9
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The results of the regression analysis: produced electricity - supplied heat

The corresponding graphs for each heating season were drawn to verify the correlation
between the electricity produced and the thermal energy supplied into the network. The
straight-line equation was generated, and the influence degree of the variables over the R?
value was determined (Figures 2, 3 and 4). The R? value must obtain values higher than 0,5
to consider the thermal energy supplied into the network as a determining factor for the
produced electricity.
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Figure 2. The regression analysis of produced electricity depending on the supplied
thermal energy for the 2018 - 2019 heating season.
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Figure 3. The regression analysis of produced electricity depending on the supplied
thermal energy for the 2019-2020 heating season.

When analysing the graphs in Figures 2, 3, and 4, the graphical representation of the
two variables is a straight line. Thus, it can be stated that there is a direct correlation between
the electricity produced and the heat supplied, including the fact that R?> 0,5.
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At the same time, it can be observed that for the three heating seasons, different
values of the variable R? were obtained, the best value - R = 0,9739 was obtained for the
2018 - 2019 heating season, and the weakest value - R? = 0,6852 - for the one from
2019 - 2020.
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Figure 4. The regression analysis of produced electricity depending on the supplied
thermal energy for the 2020-2021 heating season.

The results of the regression analysis: supplied thermal energy - HDD

Different correlation degrees between the produced electricity and the supplied heat
was obtained in this article for different heating seasons. Therefore, it is necessary to perform
the regression analysis for the thermal energy produced depending on the HDD to
recommend the linear regression model for application to predict the additional produced
electricity in case of the new consumer connection to the DHS.
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Figure 5. The regression analysis of supplied heat depending on HDD for the 2018-2019
heating season.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



108 C. Chelmenciuc, C. Borosan

When analysing the graphs in Figures 5, 6, and 7, the graphical representation of the two
variables is a straight line. Thus, it can be stated that there is a strong correlation between heat
supplied into the network and HDD, including the fact that R?> 0,5.
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Figure 6. The regression analysis of supplied heat depending on HDD for the 2019 - 2020
heating season.
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Figure 7. The regression analysis of supplied heat depending on HDD for the 2020 - 2021
heating season.

It can be observed that for the 2018-2019 heating season, the best correlation was
obtained between the supplied thermal energy and the heating degree-days, namely R? =
0,7515. For the other two heating seasons, weaker correlation degrees were obtained.
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Thus, taking into account the fact that the volumes of supplied thermal energy for the
consumer’s buildings heating should be dependent on the outdoor air temperature, it can be
concluded that in the 2018-2019 heating season, to a greater extent, this condition was met.

The regression model

As a result of the performed analysis, the best correlation degree was obtained
between the electricity produced and the heat supplied into the network (R? = 0,9739) and
between the heat supplied into the network and HDD (R? = 0,7515) in the 2018-2019 heating
season. As a result, it is recommended to use the obtained linear regression model for the
dependence of produced electricity - heat supplied into the network in the 2018-2019
heating season, to predict the additional electricity produced in cogeneration mode in case
of the new heat consumer connection to the DHS, used as a model in this article, namely:

y = 550,41 - x + 338014, (3)

where: y - the additional annual electricity produced, x - the thermal energy yearly supplied
to the new consumer connected to the DHS.

Conclusions

The regression model use, having as variables the thermal energy supplied to the new
consumer connected to the DHS and the additional electricity produced in cogeneration
mode, demonstrated a direct and linear correlation between these two variables.

Thus, it is recommended to use the described method in this article to predict the
additional quantity of the produced electricity, along with the heat supplied to the new
consumer connected to any DHS in which these two forms of energy are produced in
cogeneration mode. The regression model choice will be made carefully, selecting the one
corresponding to the heating season for which the highest correlation degree was obtained
both between the pairs of variables electricity produced - thermal energy supplied into the
network and the thermal energy supplied into the network - HDD.

The obtained results will be used in the pre-feasibility studies to connect the new
thermal energy consumer to the DHS by considering the income due to the production and
supply of the additional electricity.
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Abstract. For sustainability purposes, supplementary cementitious materials (SCMs) are
considered essential components for gaining ultra-high strength properties of concrete and
mortar. This study experimentally investigates the influence of single, binary, and ternary
partial cement replacements of the SCMs on the performance of ultra-high-strength mortar.
The investigated SCMs were included ground granulated blast furnace slag (GGBS), densified
silica fume (DSF), un-densified silica fume (UDSF), and Fly ash (FA). Three replacements
ratios were implemented; 10%, 20%, and 30% in addition to mortar without SCMs to work
as a control mix for comparison reasons. 27 mixes were designed to quantify the
replacement ratio that explains the best performance, through examining the workability,
compressive and tensile strength of each mix. In addition, XRD test was carried out to
identify the various decomposition phases of the hardened mortar. The results indicated that
binary replacement of 15% GGBS and 15% UDSF exhibited the best performance among all
other replacements ratios.

Keywords: binary replacement, ssupplementary cementitious materials, single replacement,
ternary replacement, ultra-high strength, XRD patterns.

Introduction

Currently, there is a growing demand for high-strength cementitious materials in the
field of structural constructions. Production such as these materials involves a high amount
of cement which leading to resource consumptions and increases carbon dioxide emissions.
Ernst Worrell et al. (2001) [1] stated that the production of one ton of cement releases about
one ton of carbon dioxide. Moreover, in many cases, it might be a challenging to obtain a
cementitious matrix with high-performance properties without incorporation SCMs.

The role of the SCMs in enhancing the strength mainly attributes to their pozzolanic
reaction with the calcium hydroxide (Ca(OH),) that resulted from cement hydration to produce
supplementary calcium-silicate-hydrate (C-S-H) gel which is the source of the strength [2].
Generally, many studies reported that the addition of SCMs significantly improves the
mechanical properties of cementitious materials. However, the improvement depends on the
type, properties, and replacements configuration [3 - 9].
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GGBS is a waste by-product of steel industries, which has similar chemical and physical
properties to Portland cement. Using GGBS in the field of concrete production leads to
improve the strength and durability through pore refinement as a result of the pozzolanic
reaction. Many studies investigated high replacement of GGBS, more than 50% by weight of
cement, for concrete and mortar [6, 10 - 15]. However, it was found that higher than 20% of
GGBS might adversely affect the strength of the cementitious matrix despite the
enhancement in workability and durability. That could be attributed to the low development
strength in early ages due to the insufficient amount of calcium hydroxide (Ca(OH);) that
resulted from cement hydration [12, 16, 17].

Silica fume is also a waste by-product of the production of silicon metal or silicon
alloys. It contains a high amount of silicon dioxide (SiO;) in an amorphous phase. Numerous
researchers indicated the effectiveness of silica fume in enhancing the mechanical properties
of concrete and mortar [3, 5, 7, 19, 11, 22]. Otherwise, it was reported that silica fume as a
partial replacement of cement increases the water demand that significantly reduces the
workability [3, 5, 6, 8, 11]. Most researchers confirmed the effectiveness of silica fume in the
pore refinement in the hardened structure of concrete, which reduces the permeability and
controls the volumetric changes [18, 20]. Other studies found a slight enhancement in the
drying shrinkage behavior of matrices with silica fume [3, 20]. The most productive
replacement ratio of silica fume was ranged between 5 and 10 percent of cement [5, 6, 10,
19, 21, 23 - 26].

Similarly, the effectiveness of fly ash in enhancing the workability and durability of
concrete and mortar was stated by many studies [8, 18, 28, 30]. However, other studies
indicated adversely influences on the mechanical properties due to the low content of
amorphous SiO; in the composition of FA [7, 10, 11, 20, 27, 28]. The binary replacements of
silica fume and fly ash were examined to gain high strength without reducing the workability
[7, 27, 20, 29]. The obtained enhancement was limited within cementitious matrices that
have normal strength. Additionally, some studies found a drop in strength due to the presence
of FA compared with matrices with a single replacement of silica fume [7, 10]. Also, it was
reported that binary replacement of silica fume with GGBS improves the performance of
cementitious matrix especially for durability aspects [6, 11, 20]. On other hand, the GGBS was
found less effective in enhancing the cementitious matrix that contains FA [20, 29].

In the same field, ternary replacements of GGBS, SF and FA were observed improving
the workability and strength of the cementitious matrix as reported by Rashad et al. 2014
[29]. It was found that addition 10 percent replacement of SF and GGBS to concrete contains
FA exhibited higher improvement in strength compared with binary replacement of GGBS or
SF with FA. Similarly, Dave et al. 2017 [30] found that the ternary replacement of 30% of FA,
10% of SF and 10 % of GGBS explained the highest improving in strength to about 16%
compared with control. It can be stated that most of the previous investigations of the
replacement of supplementary materials (SCMs) were conducted on cementitious materials
with normal strength properties. However, limited studies concerning high-strength
properties were conducted. Moreover, there are controversial data about the influences of
SCMs on the performance of concrete and mortar. Therefore, the main objective of this study
aims to investigate the effect of different amounts and configurations of the SCMs on the
performance of ultra-high-strength cementitious materials. This investigation is part of
comprehensive study of a PhD study at Brighton University for developing cementitious
materials with ultra-high strength properties.
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2. Experimental program

2.1 Materials

In all investigated mixes, high strength cement type CEM 52.5N was used for casting
the high strength mortar. Table 1 demonstrates the physical and chemical properties
provided by the manufacturer (Hanson UK Company). Ground-granulated blast-furnace slag
(GGBS) satisfying BS EN 15167-1:2006 [31] obtained from Hanson Heidelberg Cement group
was utilized. The chemical compositions and physical properties of GGBS are listed in
Table 1 (as supplied by the manufacturer). X-ray analysis of the GGBS demonstrates a high
peak of SiO; at 26 equal to 21°. However, the peak had less intensity comparing the silica
fume peak, which indicates a lower content of SiO; in GGBS mineral content, as shown in
Figure 1. In addition, no frequent peaks were observed that state an amorphous phase [32].
The chemical composition and physical properties of the densified (DSF) and un-densified
silica fume (UDSF) obtained from the manufacturer (Elkem A Bluestar Company) are presented
in Table 1. The X-ray patterns of a powder of both type of silica fume explained a peek at 26
equal to 22°, which refers to a high characteristic of amorphous SiO; [22], as shown in Figure
1. Fly ash type 450-S satisfying BS EN 450-1:2012 [33] was adopted in the mixes of high-
strength mortar. This class of fly ash was used because of its high pozzolanic activity, and it
has a constant fineness and carbon content. It was supplied from the Drax Power Station,
North Yorkshire, UK under the CEMEX brand. The chemical and physical properties of the FA
are listed in Table 1. The X-ray diffraction analysis of fly ash (Figure 1) explained that the
most crystalline constituents of the fly ash are quartz (Si0,) at 26 equal to 26°. However, the
amorphous SiO; appeared at 26 of 21° at less intensity.

Fine silica sand satisfying BS EN 12620:2002+A: 2008 [34] obtained from Sibelco UK
was utilized in casting all investigated mixes. It contains a high proportion of silica in quartz
configuration with a colour of yellow/brown. The grain distribution ranges between 0.5 to 0.1
mm. Table 1 lists the chemical composition of silica sand (as supplied by the manufacturer).
To achieve the desired workability, Fosroc Auracast 200 high-performance concrete
superplasticizer based on polycarboxylate polymers (obtained from Resapol UK company)
was used. It has a pH of 4 +/- 1 with a specific gravity of 1.050 - 1.070.

Table 1
The chemical and physical properties of cement, SCMs, and silica sand

Characteristics CEM52.5N Silica fume GGBS Fly ash Silica sand
Ca0 63.8 0.1 40 2.38 --
SiO; 19.9 92 35 59 99.73
ALOs 4.8 0.7 12 23 0.1
Fe,0s 3.1 0.8 0.2 8.8 0.05
MgO 1.1 -- 10 1.39 1.0
SOs 3.3 -- -- 0.27 --
Na.O 0.7 0.33 -- 0.74 <0.05
K:0 0.6 1.45 -- 2.81 0.01
L.O.I 2.7 4.6 2.8 1.61 0.09
Specific gravity 3.18 2.20 290 2.20 2.6
Specific surface area (mm?) -- 15-30 -- -- --
Mean particle size (um) -- 0.15 9.2 -- --
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Figure 1. X-Ray patterns of cement and SCMs.

2.2 Mix proportions

Several mixes were designed to achieve the desired compressive strengths of high-
strength mortar.

The absolute volume method was applied to determine the proportions of the cement,
aggregates, superplasticizer, and water [2].

The designed quantities by mass of the constituent materials for the cubic meter were
determined according to the following equation:

C S.S S.P W
1000xXpc  1000Xpgs  1000Xpsp 1000

1.0 (1)

Where: C, S.S, S.P and W are the amount of cement, silica sand, superplasticizer and water in
kg, respectively, p;, pss and psp is the specific gravity of cement, silica sand and
superplasticizer, respectively.

After establishing the mix proportions of the control mix, 26 mixes that contain SCMs
were designed. In these mixes, all the mix proportions of the control mix were kept constant
except the amount of cement and the SCMs.

The SCMs were included in the control high-strength mortar mix as a volumetric
replacement of cement according to equation (1), as listed in Table 2.

The absolute volume method was adopted in the calculation of the mix proportions
of the mix. The mixing procedure included firstly dry mixing for about 5 minutes of
cementitious materials (cement and SCMs) then added silica sand. After that, during mixing,
the water which previously mixed with the superplasticizer was added, and the mixing was
continued for 10 minutes.

The designed mixes included three main groups. The first group comprised a single
replacement of each SCMs with three replacement ratios, 10%, 20%, and 30% of cement.
Another replacement ratio of 40% was investigated for GGBS based on the observed
enhancement of the literature review.

The investigated replacement for binary replacements were 5% GGBS+5% SCM, 10%
GGBS+10%SCM and 15% GGBS+15% SCM. The ternary replacement included 5% and 10% of
each type of SCMs.
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Table 2
Mix proportions of ultra-high strength mortar including SCMs
Mix C S.S w S.P GGBS DSF UDSF FA
(kg/m’)  (kg/m’)  (kg/m’) (kg/m’) (kg/m’)  (kg/m’)  (kg/m’)  (kg/m’)

Control (M105) 1100 1100 200 30 -- -- -- --
10 GGBS 990 1100 200 30 100 -- -- --
20 GGBS 880 1100 200 30 200 -- -- --
30 GGBS 770 1100 200 30 300 -- -- --
40 GGBS 660 1100 200 30 400 -- -- --
10 DSF 990 1100 200 30 - 76 - -
20 DSF 880 1100 200 30 - 152 - -
30 DSF 770 1100 200 30 - 228 - -
10 USF 990 1100 200 30 -- -- 76 --
20 USF 880 1100 200 30 -- -- 152 --
30 USF 770 1100 200 30 -- -- 228 --
10 FA 990 1100 200 30 - - - 76
20 FA 880 1100 200 30 - - - 152
30 FA 770 1100 200 30 - - - 228
5GGBS+5DSF 990 1100 200 30 51 39 -- --
10GGBS+10DSF 880 1100 200 30 102 78 -- --
15GGBS+15DSF 770 1100 200 30 153 117 -- --
5GGBS+5UDSF 990 1100 200 30 51 -- 39 --
10GGBS+10UDSF 880 1100 200 30 102 -- 78 --
15GGBS+15UDSF 770 1100 200 30 153 -- 117 --
5GGBS+5FA 990 1100 200 30 51 -- -- 39
10GGBS+10FA 880 1100 200 30 102 -- -- 78
15GGBS+15 FA 770 1100 200 30 153 -- -- 117
5GGBS+5DSF+5FA 935 1100 200 30 51 39 -- 39
10GGBS+10DSF+10FA 770 1100 200 30 102 78 - 78
5GGBS+5UDSF+5FA 935 1100 200 30 51 -- 39 39
10GGBS+10UDSF+10FA 770 1100 200 30 102 -- 78 78

C : cement, S.S: silica sand, W: water, S.P: superplasticizer, GGBS: ground granulated blast furnace slag, DSF:
densified silica fume, UDSF: undensified silica fume, FA: fly ash.

2.3 Test methods

2.3.1 Workability

Flowability of the fresh cementitious material is an essential property to assure
compatible mixing, casting, and adequate consolidation as a homogenous mass.

The amount of water within the mix has a crucial role in controlling workability.

A large amount of water improves the workability but impairs the strength by
increasing the voids inside the hardened mortar. In addition, the presence of voids reduces
the durability by increasing the gas and liquid permeability of the hardened structure. In this
research, the workability of the mortar was measured using the flow table test based on the
BS-EN 1015-3:1999 [35], as shown in Figure 2.
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Figure 2. Flow table test setup of high strength fresh mortar.

2.3.2 Compressive and tensile strength

Usually, a compressive strength test was used to explore the behaviour of materials
under compressive stresses. This behaviour is essential to gain an inclusive picture of the
quality of mortar because the strength of mortar is directly related to the structure of the
hydrated cement [2]. Compressive strength tests at ages 7, 28, and 90 days were carried out
for cube mortar samples with dimensions 50x50x50 mm based on BS EN 12390-3:2009 [36].
Three specimens of each mix were tested, and the average strength was reported. A universal
testing machine was used based on a constant rate of displacement-based loading of 0.01
mm/sec, as shown in Figure 3.a.

The tensile strength of mortar is also vital in determining the load causing the cracking
of the hardened mortar. The tensile strength of the hardened structure is controlled by the
chemical adhesion bond between the results of cement hydration and the aggregates [2]. A
direct tensile test of three dog bone specimens of each mix was implemented to determine
the effect of SCMs on the tensile strength of high strength mortar (HSM). The dog bone
specimen has 78mm length and 25.5x25.5mm? cross sectional area at the midspan. A
universal testing machine with a rate of displacement-based loading of 0.02 mm/sec was
used, as shown in Figure 3.b.

Figure 3. a) Compression test setup, b) tensile test setup of mortars.

2.3.2 X-RD patterns
To analysis the composition of the main components of the mortar matrix, an X-ray
diffraction test of powder samples was performed using an X'Pert diffractometer with CuK
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radiation (A=1.5418 A) operating at 40 kV, 30 mA. This test is adopted to identify the variation
of the amount of calcium hydroxide (Ca(OH);) in the sample. The Ca(OH), variation
demonstrates the reactions between the SCMs with the Ca(OH), to produce supplementary
C-S-H. The peaks at 26 equal to 34° were adopted to refer to the amount of Ca(OH), based
on previous studies [11, 14, 28, 36]. The test includes preparing a powder of the sample that
tested under compression load at 28 days and then measures the reflection of the X-ray. The
results of the test were analysed using the provided software with the X-ray machine.

3. Results and discussion

3.1 Influence of SCMs on the workability

The effect of the addition SCMs on the workability of high-strength mortar (HSM) is
demonstrated in Figure 4. Single replacements of all replacement ratios of GGBS and FA
displayed higher workability as the replacement ratio increases. The effectiveness of GGBS
in improving the workability was due to the surface characteristics of the GGBS particles,
which are smooth and absorb little water during mixing [2]. Similarly, most FA particles are
spherical and solid which reduces the water demand for a particular workability [2]. Megat
Johari et al. (2011) [11] reported a similar observation of enhancing the workability of FA and
GGBS with high-strength concrete. In the same field, Dave et al. (2017) [30] observed that the
addition of FA was significantly increasing the workability of concrete.

In contrast, mixes with DSF and UDSF explained a reduction in workability. That could
be attributed to the particles patterns of silica fume which have a high surface area that
absorbs a high amount of water during mixing, which led to increasing the water demand of
the mix. A similar reduction in workability due to silica fume was observed by previous studies
[5, 7, 8]. However, in binary replacement, the addition of GGBS combined with DSF enhanced
the workability for all replacement ratios. Similarly, to less extent, the workability of mortar
with UDSF increased as the replacement ratio increased in the presence of GGBS. However,
the addition of GGBS with FA reduced the workability comparing with the single replacement
of FA counterparts. The workability of ternary replacements of all ratios proportional
increasingly with the replacement ratios. Also, it can be observed that mixes with SCMs
contain UDSF explained higher workability than DSF counterparts. These results agree with
the findings observed by Dave et al. (2017) [30].

In summary, the results demonstrated the effectiveness of addition GGBS in improving
the workability of mortar in all forms of replacements (single, binary and ternary). Moreover,
regardless of the type and amount of SCMs replacement, binary and ternary replacement
explained a higher enhancement of the workability of high-strength mortar.
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Figure 4. Effect of SCMs replacements of on workability of HSM.
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3.2 Influence of SCMs on the compressive strength

Figure 5 demonstrates the enhancement in the compressive strength for 28 days age
respecting to the control mix (M105). The obtained compressive strength at all ages increased
comparing with the control mortar for all mixes with 10% of single replacement of all types
of SCMs as illustrated in Figure 6. However, the enhancement was continued for GGBS and
UDSF up to a 20% replacement ratio and a reduction in the enhancement was observed for
higher single replacement. At 28 days, the compressive strength was increased to about 28%
comparing with the control mix. The highest compressive strength was observed for 20% of
UDSF, while the lowest strength was found for the 30% replacement ratio of densified silica
fume. That may be due to the low workability of mixes with DSF, which leads to a decrease
in the compaction of the mix during casting, see Figure 4. The results also explained that
mixes with a single replacement of GGBS explained higher compressive strength than mixes
with FA despite both pozzolanic materials improve the workability. That could be because
most of the silica in the mineral composition of FA has a crystalline structure as observed in
the X-Ray patterns.

Figure 7 illustrates the variation of the effect of binary replacement of SCMs. The
compressive strength at 28 days ranged between 92.2MPa and 135.2MPa. The GGBS and
UDSF explained the highest compressive strength comparing to other SCMs. In addition, it
was observed increasing in compressive strength as the replacement ratio increased.
However, the compressive strength of binary replacement consists of 5%GGBS, and 5%DSF
explained better performance than binary replacement of UDSF. That may be due to the
higher reactivity of densified silica fume, which led to rapid consumption of the available
Ca(OH),. This assumption can be proven by the results at the age of 90 days. All replacement
ratios of binary replacement of GGBS and DSF explained the same compressive strength due
to the availability of Ca(OH), as a result of cement hydration. Binary replacement of FA was
ineffective on the compressive strength at the initial stage, and compressive strength was
lower than control beams. At 90 days, binary replacement of GGBS and FA up to 20%
improved the compressive strength compared to the control mix. The reason could be due to
the availability of Ca(OH); that is required for the pozzolanic reaction which is agreed by
literature findings [30,37]. Overall, it can be stated that the enhancement of binary
replacements of SCMs was higher than single replacement which is compatible with the
observation of Gesoglu et al. (2009).

The effect of ternary replacements is illustrated in Figure 8. Ternary replacement of
GGBS, DSF, and FA at initial stages exhibited negligible enhancement, but at 90 days the
enhancement was obvious. 5% of UDSF increases the compressive strength, while 10%
reduced the strength for all ages. That may be due to the segregation of mixed components
which can be noted from the high workability (flow excess 300mm). This segregation refers
to a high content of fluids that leaving voids in the hardened structure of mortar [2]. The
compressive strength at 28 days of the ternary replacements ranged between 93.5MPa and
119.6MPa, which indicates that binary replacement is more effective, and these results agree
with the findings of Gesoglu et al. (2009) [20].
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Figure 6. Effect of single replacement of SCMs on compressive strength of HSM.
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Figure 7. Effect of binary replacement of SCMs on compressive strength of HSM.
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Figure 8. Effect of ternary replacement of SCMs on compressive strength of HSM.

3.3 Influence of SCMs on the tensile strength

The single replacement explained the disadvantage of addition GGBS and FA on the
tensile strength as shown in Figure 8. However, the addition of UDSF and DSF improves the
tensile strength, which could be attributed to the lower silica content of FA and GGBS. A
similar reduction was observed by Dave et al. (2017) [30] with 30% replacement of FA. The
single replacements of SCMs explained tensile strength ranged between 4.3 MPa and 6.7 MPa
depending on the type of SCMs. The UDSF exhibited a continuous increase in tensile strength
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for all replacement rations. However, DSF presented an optimum replacement ratio of 10%
which could be due to a decrease in the compactness of the mix as a result of reducing the
flowability of mixes.

The best performance was observed for binary with tensile strength ranged between
5.3 MPa and 6.7 MPa. The maximum tensile strength was reported for a replacement ratio of
15% GGBS and 15% UDSF with 6.7 MPa. The lowest tensile strength was found for binary
replacement of GGBS and FA. That could be because of less silica in the chemical composition
of FA in comparison with silica fume.

Figure 9 demonstrated a negligible effect of DSF and FA in enhancing the tensile
strength. However, UDSF exhibited enhancement in the tensile strength with a replacement
ratio equal to 15%. Above this replacement ratio, a reduction in tensile strength was
observed. The tensile strength of ternary replacements mixes was ranged between 4.5 MPa
and 6.3MPa which explains less effectiveness comparing to binary replacement.
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Figure 9. Effect of SCMs replacement on tensile strength of HSM.

Figure 10 demonstrates a consistency of the general behaviour between the tensile
and compressive strength of high-strength mortar with SCMs. However, there is no direct
proportionality between the two types of strength. In addition, in some cases, particularly of
high replacement ratio, the increase in compressive strength did not accompany with
increasing in tensile strength. That could be due to the lack of calcium hydroxide for a high
replacement ratio, and the SCM works as a filler rather than cementitious material. That will
be effective in resisting the compressive stresses by friction, while it has a negligible
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influence in resisting the tensile stresses. The figure also indicated the superiority of binary
replacements among single and ternary replacements.
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Figure 10. Mechanical properties of single, binary and ternary replacement of SCMs.

3.5 XRD patterns

Figure 11 presents the intensity peaks of Ca(OH), obtained from the analysis of the X-
Ray diffraction test of high strength mortar with SCMs. As shown in the figure, the SCMs
reduced the amount of calcium hydroxide for control mix (M105). This reduction increased as
the replacement ratio increases which indicates to the consumption of calcium hydroxide in
the pozzolanic reaction of SCMs. The results also demonstrated higher content of amorphous
SiO,, such as DSF and UDSF were more effective in contributing the pozzolanic reaction
products which present higher strength enhancement. These findings consistent with the
observation of Supit et al. (2014) [28].

High consistency between the obtained compressive strength and the intensity peaks
of Ca(OH), was observed. For the same replacement ratio, as the intensity peaks decrease, the
compressive strength increases. However, the addition of DSF with replacement ratio 20%
and 30% exhibited a reduction in intensity peaks of Ca(OH), without a considerable
contribution to the strength. That could be attributed to the low flowability of the matrix,
which in turns decrease the compaction of the mix during casting and increase the voids
inside the hardened mortar.

The best performance in consumption Ca(OH), was observed for mixes UDSF because

of the high content of amorphous SiO,. In contrast, mixes contain fly ash explained the
highest intensity peaks of Ca(OH), among all SCMs mixes. That stated the low compressive
strength that was observed of mortar with FA in comparison with control mortar.
Overall, binary replacement of 15% GGBS and 15% UDSF explained the lowest intensity peak
of Ca(OH), which refers to high activity in the pozzolanic reaction that led to enhance the
strength of mortar. This finding coincides with the highest compressive and tensile strength
of this mix proportion.
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Figure 11. XRD of calcium hydroxide peaks of HSM with SCMs.

4. Conclusions

Based on the result of the investigated SCMs, the following conclusions can be drawn:

- Apart from both types of silica fume, all replacement of the SCMs improved the
workability of the fresh mixes depending on the type and ratio of replacement. In
addition, the most considerable improvement in workability was observed for mixes
with fly ash.

- Bothtypes of silica fume reduced the workability of mortar. However, the un-densified
form explained better fresh mortar properties.

- Fly ash demonstrated a relatively low enhancement in the mechanical properties of
high strength mortar compared with other SCMs.

- Regarding the mechanical properties, both types of silica fume exhibited
approximately similar behaviour up to 10% replacement. Higher replacement
indicated the superiority of unidentified silica fume in increasing the strength.

- GGBS explained enhancement in workability as well as in the mechanical properties.

- Binary replacement of 15% of un-densified silica fume and 15% of GGBS presented
the highest mechanical properties. Moreover, the effect of enhancing the strength of
mortar was evident from the low intensity of the Ca(OH), that determined from the X-
Ray diffraction analysis compared with mixes with lower strength.

- Despite of the obvious consistency between the compressive and tensile strength, a
direct relationship between them is unavailable due to the variation in the hardened
structure on mortar due to flowability.
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Abstract. The main purpose of this study is to revitalize the concept of wise and controlled
supply of water for domestic, industrial and agricultural applications which facilitate
sustainable usage of fresh water resources. As Eritrea is striving to manage its water
resources, attention paid primarily to enable water flow control mechanisms in municipal
water distribution systems. A table top process control trainer (PCT) was tested through
proportional(P), integral (l) and derivative (D) control mechanisms using Ziegler-Nichols
second method to evaluate the tuning variables. Applying exclusively P control action,
critical period of oscillation (P.,.) was estimated as 1.4 sec at proportional band value of 9.
P, Pl and PID controller performance studies were conducted with tuned variables on the
water flow control system at different step disturbances between 20 - 50 % and their
corresponding responses were characterized. P controller exhibited faster responses with
consistent increments in offset, Pl controller recorded highest overshoot values with
negligible offset and prolonged settling times. PID controller showed less overshoot values
and faster response times than Pl but it increased chatter on the control output signal. The
study revealed that the system can be safely controlled between 0-80 LPH. If the offset is
not a major concern, P controller would be reflected suitable with simple design and
minimum expenditure, else Pl controller makes offset to zero though it possesses higher
settling times. In other words, PID controller is complex using more tuning parameters, need
expensive maintenance, and has resulted an intermittent noise in the output signal.

Keywords: Control System, Flow controllers, Step Disturbances, Sustainable Supply of Water,
Tuning of PID Controllers, Water Flow control, Ziegler and Nichols Method.

Introduction

Freshwater supply is the main pillar for sustainable economic activities of humankind
and an essential element of human life. Currently, scarcity and quality of water have become
prior concerns in many developing countries. Of the 3% of freshwater on earth, only one third
is of drinking water quality available in streams, rivers and lakes that can support human’s
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daily activities and other usage [1]. Globally, water use has been increasing by 1% every year
and expected to rise 20 - 30 % by 2050 [2]. Population growth and urbanization are
prominent reasons for water scarcity everywhere in the world [3, 4]. Eritrea, a northeast
African country mainly relies on seasonal rainfalls usually happens every year for short period
from July to September. However, Government of Eritrea (GOE) has made significant progress
in water and sanitation service delivery since its independence. Despite progress, water
scarcity and poor water quality are increasingly common across Eritrea, demand for
freshwater in rural and urban areas is expected to increase as a result of rapid climate change,
population growth, rapid urbanization, economic activity, competition for water and
improved standards of living. Hence, in 2019, with the support of UNICEF, the GOE has
developed a One WASH (Water, Sanitation and Hygiene) Strategy and Investment Plan
(OWSIP) that integrates resilience considerations, climate change mitigation and adaptation
[5]- Therefore, the study of water supply control systems and their design strategies would
be on prior to ensure deterministic supply with improved safety.

Flow controllers are designed to measure and control the flow of liquids and gases in
domestic, industrial and agricultural applications. Water flow control in process industries is
essential for precise supply in manufacturing operations, perhaps it may decide the end
product specification. An effective fluid control equipment can also help in the prevention of
hazardous substances into the working environment. Flow controllers, which need
modulating electronically to enable a closed process loop are installed to speed up and
improve the processes whilst lowering the cost. Applications that benefit from this include
the sampling systems in petrochemical plants, gas and chemical control in manufacturing
processes and in off-shore oil rigs. Solenoid valves are a good performer in these
environments; however, it is important to consider the power requirements and the
environment they are being used in. A standard solenoid would potentially pose great risk
without being upgraded, due to the electricity needed to operate them. A simple and more
reliable method of flow control within these environments are pneumatic valves. The removal
of electricity from its process of delivery, removes fire and explosion hazards [6, 7]

Three types of controllers, proportional, integral and derivative (PID) were developed in
1930s, still the most widely applied industrial controllers. This succeed is a result of many
good features of this algorithm such as simplicity, robustness and wide applicability [8].
Transfer function (G.) of PID Controller generally expressed as

T
Ge(s) = Ko(1 + ?’ + Tps)

where K., is proportional gain T;is integral time and T}, is derivative time [8, 9]. Many different
tuning methods have been proposed from 1942 to the present day for gaining better and
more acceptable control system response based on desirable control objectives such as
percent of overshoot, offset, settling time, manipulated variable behavior etc. PID controller
tuning methods are classified into closed loop methods such as Ziegler-Nichols method,
Tyreus-Luyben method and Damped Oscillation method etc., and Open loop methods like
open loop Ziegler Nichols methods, Cohen and Coon method, Minimum error criteria methods
etc. [8, 10]

Nevertheless, there exist very few literatures [11 - 13] about PID tuning of flow control
system, in this study, attention paid mainly to evaluate the parameters of PID controller
applied for turbine flow control of water assembled in a table top process control trainer
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(PCT) system. Since the Ziegler-Nichols models are simple and most popular in industrial
applications, closed loop Ziegler-Nichols tuning method was adopted to estimate PID
controller parameters. Tuned variables were set for proportional (P), proportional integral
(P1), and proportional integral derivative (PID) control mechanisms and several experiments
were performed at different set values to identify the system overall performance.

Closed Loop Ziegler-Nichols Tuning Method

This is a heuristic trial and error tuning process based on sustained oscillations that
was proposed by Ziegler and Nichols in 1942. This is probably the most widely used method
for tuning of PID controllers, is also known as online or continuous cycling or ultimate gain
tuning method [8, 14].

Table 1
Closed loop calculations PID controller parameters, K., T; and T,
Controller/Parameter  Proportional Gain Integral Time (T}) Derivative Time
(Kc) (Tp)
P 0.5K,, 0 0
PI 0.45K,, P.,/1.2 0
PID 0.6K,, 0.5P, 0.125P,,

It applies only proportional gain (Kp) in a feedback control loop by neglecting integral and
derivate actions.

The process usually begin with low values of gain, K, followed by gradual increase until a
steady state oscillation occurs.

The gain corresponding to sustained oscillation period, P., can be evaluated as K., = 100/P,
, Where P, is the proportional band of the system. After that PID controller parameters can
be calculated as in Table 1.
[15 - 17].

Materials & Methodology

Materials: Ambient air passed through compressor followed by oil catch filter was used
as fluid to provide pressure for differential pressure flow sensor and also to serve in | to P
Converter.

Water fetched from municipal water supply lines of Mai-Nefhi was utilized as process
fluid.

Experimental Setup:

A table top process control trainer (PCT) system, originally supplied by Matrix Global
Pvt. Ltd. India but accessed from the Process Control lab, Department of Chemical
Engineering, Mainefhi College of Engineering & Technology (MCOETEC). Water was taken as
process fluids, and the air served as utility in differential pressure flow sensor.

PCT mainly composed of a sump tank of 70 liters, mounted horizontally, Y2 HP
centrifugal pump to drive water from sump tank to the process, a compressor that compress
air up to 10 bar with automatic on/off operation, an oil catch filter to purify air that comes
into the process, a process tank of 70 liter mounted vertically, control valve and computer
loaded with PID controller software.

All these hardware elements were connected with auxiliary fittings such as pipelines,
pressure dials, inline valves and transmission lines as shown in Figure 1.
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Figure 1. Schematic diagram of process control trainer (PCT) system.

Methodology

To configure flow control system in to a closed loop control, the connections were
made according to the wiring sequence shown in the text box below prior to conduct
experiments. As a primary phase, a set of experiments were performed to evaluate PID
controller parameters by using Ziegler-Nichols method.

Tuning of PID controller of Water flow control system:

According to Ziegler Nichol's Second method, a closed loop setup was arranged as
shown in Figure 2 through accomplished wiring sequence. Initially the system intake pressure
was arranged at 1 bar by watching on pressure dial AFR1. Prior to switch on the pump, all the
necessary parameters as shown in Figures 3 & 4 were set on main window and on settings
window of PID controller software installed on PC. As the pump capacity is quite high, a
bypass line was provided, and the inflow valve was kept open, and also two of the exit valves
of process tank were also kept open. The pump made on and for a set value of 30 %, the
responses of the system in Figure 1 were noted by changing proportional band (P,) values in
ascending order, from 3 to 11 manually in the main window of PID Controller application
until a sustained wave with constant amplitude was recorded. The data generated from the
different sets of experiments were collected and analyzed clearly to identify a perfect wave
with a constant amplitude.

Digital PID N T .| conTrOL ) FLOW
controller converter VALVE - PROCESS
[

Differential

MV Pressure

Sensor signal Flow sensor)
( CH1 re * conditioning -

circuit

Figure 2. Block diagram of closed loop control of flow control.
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Wiring Sequence: Pump - L14 on EMTS8, Pump - N15 on EMTS, FLOW O/P (14 of Signal
conditioning panel) - Computer interface panel (CIP) CH1, CIP 6 - CIP 9, CIP 10 - (+ve) of
| to P converter, (-ve) of | to P converter - CIP 20, FLOW O/P (14 of SCP) - (+ve) of DPM,

Journal of Engineering Science
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Figure 4. Parameters Set on Setting window of PID controller application.
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Performance Studies on Step responses of water flow control system

Estimated Ziegler-Nichols parameters of P, Pl and PID controllers were employed on
physical system through PID controller application and a range of step values starting from
20 % to 50 % were applied to identify the system response. Produced data with a sampling
time of 0.1 sec from all the experiments were examined independently for the comparison of
variables such as overshoot, decay ration, settling time and offset.

Results & Discussion

To evaluate Ziegler-Nichols tuning parameters of single loop flow control system,
experiments were conducted on a closed loop system with P controller by changing
proportional band (P,) gradually from 3 to 11 for a set value of 30 % of flow rate and their
responses were plotted as shown in Figures 5 & 6. Response of the system in the wave form
were notified at lower Pyvalues and wave structured response was totally disappeared at
P, = 11 as shown in Figure 7. Most of the cases, total number of samples in a cycle were
equal but the position of amplitude was shifted to the right, counted 8 samples in the left
and 6 on the right as shown in figures 5 & 6. But a constant value of amplitude measured
exactly at middle of the cycle was clearly seen with equally distributed samples in case of
experiments at proportional band (P,) of 9 and its corresponding gain was evaluated as K, =
100/P,. Measured value (MV) verses time (t) was plotted and the period of oscillation (P.,)
was calculated as

P., = Number of Samples in a cycle(N) X Sampling time(t;)

P, =14 x0.1 =1.4sec

Other tuning parameters of P, Pl and PID controllers were estimated as given by Table 2.

Table 2
Estimated Ziegler-Nichols tuning parameters of P, Pl and PID controllers
Proportional Proportional Integral Time Derivative
Controller/Parameter Gain (K) Band (P,) (1) Time (T,)
P 5.55 18 64000 0
PI 4,99 20 1.167 0
PID 6.67 15 0.7 0.175

Effect of Tuned Parameters on Step Response of the System

Performance studies on water flow control system at different step shifts, 20 %, 30 %,
40 % and 50 % were conducted with Ziegler-Nichols tuning variables of P, Pl and PID
controllers and corresponding data was generated with a sampling time of 0.1 sec. It was
noticed that there wasn’t further change in the output for set values higher than 50 %. In fact,
the system could able to attain the maximum flow rates of 40.39 %, 40.78 % and 41.17 %
with P, Pl and PID control mechanisms respectively for 50 % of set value as shown in Table
3. It was clearly observed that Pi and PID controllers eliminated offset at lower flow rates as
set values and the system could able to attain a maximum flow rate of 82.34 LPH though the
set values were taken to further higher. Set values (SV) and measured values (MV) were opted
as ordinates and time (t) taken as abscissa and their resultant responses were plotted for P
(figure 8), PI (figure 9) and PID (figure 10) controllers to analyze the system characteristics.
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Table 3

Ultimate flow rates attained by P, Pl and PID Controllers for different set values

Set value

(sV) 20 % 30 %

40 % 50 %

Controller P Pl PID P Pl

P PI PID P PI PID

IFr:O;" (';jt/e) 1882 20 20 2549 298 298 345 3961 3961 4039 4078 41.17
Fli‘:]"‘l’_gife 3764 40 40 5098 596 596 69 7922 7922 8078 8156 82.34
Offset 118 0 0 451 02 55 039 039 961 922 883
at P, =3 at Py =3

40 0
£ h\fh\/ﬂi/n\/n\/ﬂ\//\\/ €10 ff'\\\//f\v/’\
Eﬂ 0 E 20 = | P \\
E 10 @ 10 = 8 i
= . & s 1 ™
1 7 131925313743495561677370850197 1 4 71013161922 2528 3134 3740
Number of Samples (V) Number of Samples (V)
——Set Value (SV) —— Measured Value(MV) —— Set Value (3V) —— Measured Value(MV)
atP,=35 atPy,=35
40 o 40
AN Y | e
E_ 20 E 20
o &
10 = 10
£ fa
0 0
1 7 1319253137434035616773 79859167 1 4 7 1013 16 19 22 25 28 31 34 37 40
Number of Samples (V) Number of Samples (1)
Set Value (8V) = hieazured Value(WIV) Set Value (8V) ——Nhieazured Value(WIV)
at Py=7 at P, =7
0 0
= =
ENJVVV\/\/\/\ Em i i e, VR R
& o) ':"E"* b
=10 =10 S
a a I3
0 0
1 7 1319253137434935616773798591 07 1357 011131517192123252720313333
Number of Samples (V) Number of Samples (V)
Set Value (5V) ——Measured Value(MV) —— Set Value (8V) —— Measured Value(MV)

Figure 5. Response of P controller of water flow system for 30 % of Set Value at different P,
values of 3, 5 and 7.
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Figure 6. Response of P controller of water flow system for 30 % of Set Value at different P,
values of 8, 9 and 10.

at P= 11
31
g3 x
29 Offset
28 -\_\_/.r—'/‘_v‘-vu—u—\_/—\_
= 2]
= 26
B 29

Number of Samples (V)

SetValus (3V)  —— Measured Valus(MV)

at P, = 11
3
@ 4
30
31‘3 Offset |
=28 »
A e W e A
=27
26

1 4 7101316192225283134374043464032
Number of Samples (V)

Set Valus (SV) —— Measured Valus(MV)

Figure 7. Step response of closed loop control of water flow system for 30 %
set value at P, = 11.
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Figure 8. Step responses of water flow control system with P controller.
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Figure 9. Step responses of water flow control system with Pl controller.
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Figure 10. Step responses of water flow control system with PID controller.
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Characterization of P, Pl and PID controllers of Water flow control system

For different step disturbances, the system response plots were developed to evaluate
the characteristic parameters of P, Pl and PID control mechanisms. Overshoot, Decay ratio,
settling time and Offset values were calculated and the results are furnished in Table 4. When
the system facilitated exclusively only P control through setting estimated proportional band
value of 18, and applied different step changes, system performed with faster settling times
than Pl and PID controllers, especially at 20 % and 50 % set values as shown in Figure 11
whereas PI controller of tuned parameters, has recorded with higher settling times than other
two modes. In other words, P controller has led to consistent steady state errors which is
called as offset.

Table 4
Estimated characteristic parameters of step response of water flow control system with P, Pl and
PID control mechanisms
Set(;’\j)l“e 20 % 30 % 40 % 50 %
Controller P Pl PID P Pl PID P PI PID P Pl PID
Overshoot NA 1175 938 NA 327 457 NA 195 1.95 NA 0 0
Decay o 166 796 NA 592 715 NA 50 50 NA 0O 0
Ratio
Settling
time 250 232 83 326 69 68 324 62 18 175 23
Offset 1.18 0 0 451 0.2 0.2 5.5 0.39 0.39 9.61 9.22 8.83

With increasing step changes, offset values also increased and recorded higher values
for P controllers than Pl and PID controllers as depicted in Figure 12. As the purpose of
integral action is to provide lower or zero offset value, it was observed that the Pl controllers
holds zero offset at 20 % step disturbance, and very close to zero at 30 and 40 % step changes
but it is high at 50 % step change because the physical design of the specific system was
identified as it doesn’t support flow rates greater than 41.56 % of its capacity.
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Figure 11. Settling times of P, Pl and PID controllers at different set values.
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Overshoot is defined as the ratio of amplitude of the peak to the set value and the ratio of
two successive amplitudes is known as decay ratio [18, 19]. Overshoot and decay ratios of Pl
and PID controllers were compared in figures 13 and 14, and notified the values are
significant for step changes of 20, 30 and 40 % but not at 50 % as it beyond the range of the
system. Pl controller has recorded higher overshoots than PID with lower decay ratios. As the
integral term integrates or continually sums up error over time even a small error amount of
persistent error calculated in the process will aggregate to a considerable amount of over
time [20], therefore higher response times were observed for Pl Controllers.
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Figure 12. Offset values recorded for P, Pl and PID controller at different set values

The configuration of PID control has used full set of tuned parameters, proportional, integral
and derivative variables and it exhibited aggressive response with lower overshoot values
but it increased chatter on the control output signal. Thus, PID control is preferable for use
in steady state processes or processes that either respond slowly or have little-to-no noise
[20]. Flow control in general possess low sampling time between 1 - 5 sec [20], therefore
because of faster and stable responses, P controller could be a better choice for water flow
control if offset to be zero is not a constraint. Else, Pl controller would provide zero offset
although it consumes longer time to settle with moderate maintenance.
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Figure 13. Comparison of overshoot values of Pl and PID controllers.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



R. B. Aremanda, N. Yohannes, Y. Ghezae 137

N 00 W
o O o

S 60

o

3 50

>, 40 @—PI
3

2 30 @—PID

=N
o O o

0 10 20 30 40 50 60
Set Value (%)

Figure 14. Comparison of decay ratios of Pl and PID controllers.

Conclusions

As Eritrea is striving to manage its limited water resources, application of flow
controllers to improve water distribution system in the country addressed for the first time in
this work. A table top process control trainer (PCT) was tested through proportional(P),
integral (I) and derivative (D) control mechanisms. Applying exclusively P control action,
critical period of oscillation (P,,) was estimated as 1.4 sec at proportional band value of 9.
Tuning parameters of PID controller for water flow control system were evaluated using
Closed loop Ziegler-Nichols method. Setting sample time at 0.1 sec, P, Pl and PID controller
performance studies were conducted with tuned variables on the water flow control system
at different step disturbances between 20 - 50 % and their corresponding responses were
characterized. P controller exhibited faster responses with consistent increments in offset, Pl
controller recorded highest overshoot values with negligible offset and prolonged settling
times. PID controller showed less overshoot values and faster response times than Pl but it
increased chatter on the control output signal. The study revealed that the system could
attain maximum controlled flow rates of 83.12 LPH (Litre Per Hour) with a set value of 50%,
and it retained there for further higher set values. Therefore, the system can be safely
controlled between 0-80 LPH. Since flow control systems possess shorter sampling times
between 1-5 sec, if the offset is not a major constraint, P controller could be reflected suitable
with simple design and minimum expenditure, else Pl controller makes offset to zero though
it possesses higher settling times. In other words, PID controller is complex using more tuning
parameters, need expensive maintenance, and has resulted an intermittent noise in the
output signal.
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Abstract. This work deals with the use of microencapsulation of biologically active
compounds (BAC) as an alternative method of protection and prolongation of their functional
properties in the food products. The main methods for the formation of microcapsules (MC)
are considered. Biopolymer materials, suitable for MCs production, are outlined. Some
technological solutions, suitable for microencapsulation and successfully used in other
industries, present interest only for laboratory researches in the food science, but are not
suitable for industrial scale food production. It is discussed why the methods of simple and
complex coacervation, liposomal entrapment are thermodynamically advantageous for
obtaining microcapsules in comparison with others. To achieve further progresses of
microencapsulation in food technologies, the direct integration of the microencapsulation
into the food production technological cycle is necessary. Products should initially have a
texture and consistency that allow microcapsules to be resistant to premature aggregation.
MCs should not exfoliate or break down, while execute their functions of protection and
targeted delivery of biologically active compounds. Only high viscous colloidal systems, as
traditional fermented dairy products (kefir, yoghurts, ice cream, curd and cheese) and fruit
juices with pulp, are mostly suitable for supplementation of them by BACs using
microencapsulation.

Keywords: biopolymers, biologically active compounds (BAC), coacervation, complex
coacervation, fermented dairy products, microencapsulation’s thermodynamic.

Protection of biological activity: necessity of alternative “SMART” methodology

Over the past decades, there have been fundamental changes in the field of nutritional
science and in the way quality food is produced. The scientific concepts of optimal nutrition,
based on functional foods of a new generation, have been developed in response to the
consumers’ needs of the foods with functional properties. These trends should have forced
manufacturers to develop new technologies for the functional foods production [1]. The
modern concept of nutrition suggests that in addition to nutritional and energy value,
functional food products must have their own biological activity. It was found that the
consumption of foods containing biologically active substances, promotes and really affects
the maintenance of consumer’s health, prevents the occurrence of various diseases [2].
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However, until now, the food industry produces mainly traditional food products, which
correspond in their properties to the traditional concept of a balanced diet. Despite the
constant growth in food production in general, the share of functional food products is still
relatively small. It seems that manufacturers are not ready to introduce functional ingredients
into food, because they generate additional legal, technological, and economic problems.
Functional ingredients or Biologically Active Compounds, BAC, interact with the main “stable”
components of food (proteins, fats, carbohydrates and bio-metals). In traditional food
cultures, the biological activity and functionality of nutrition is achieved using various
fermented, mainly dairy products [3]. Unfortunately, these products have short shelf-life. It
also seems at least absurd from the point of view of common sense to actively use synthetic
antioxidants in order to protect the functional properties of biologically active substances
introduced into the product. In order to run away from this (techno)logical error, attempts are
being made to reduce the total quantity of the antioxidants used to protect the biological
activity of various food components, at least, using effects of their synergistic interaction
[4, 5].

One of the relatively new methods of stabilizing biologically active substances in food
is their isolation from contact with other active food components by means of
microencapsulation. Microencapsulation is a directed process of forming a thin, sufficiently
strong, low-permeability shell with desired properties around small solid particles or their
aggregates (granules), or around the liquid droplets of microencapsulated agent. The main
goals of the microencapsulation are the reversible isolation of the biologically active content,
its targeted delivery and controlled release. Thus, the main role of the microcapsules
inclusion in the food products composition is to exclude direct contact of biologically active
food components with the main composition, that is, with an aggressive environment for
biologically active substances. Various high-molecular compounds are used as a building
material for the shells of microcapsules. As part of a microcapsule, it is called a membrane,
shell, carrier material, wall material, external phase, or matrix. The shell of the microcapsule
separating the biologically active substance from the corrosive environment of the food
product should be stable in the composition of the food product, but easily release its
biologically active content when it enters the human gastrointestinal tract [6].

High-tech solutions as microencapsulation: why a food manufacturing is an exception?

Over the 70 years passed since the introduction of the term of “microencapsulation”
into scientific circulation. Thousands of research papers with excellent experimental results,
many thematic reviews and books have emphasized the potential of this method for creating
functional food products [7 - 10]. However, a much larger number of works and patents are
devoted to the microencapsulation of drugs, cosmetic components, and even ingredients that
improve the functional properties of forages.

Why the microencapsulation, a smart technology for the engineering of products with
desired properties, finds its place with great difficulty in modern food technology? There are
enough reasons for this “paradox”:

v' The principle “The benefits of medicines outweigh the risks of treatment” opens the
way for the use of a wide variety of modified or synthetic materials in the manufacture of
medicines, inclussive using microencapsulation [11]. This trend is indirectly reflected in many
experimental studies and analytical reviews [12 - 14]. However, this principle is completely
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inapplicable to food products of daily consumption, which should be tasty and absolutely
safe without any amendments, involved by the probability theory;
v' At the legislative and consumers level, there are much higher quality and safety
requirements for food than for cosmetic products and, of course, for animal feed. At the same
time, there are practically no “aesthetic” requirements for the appearance, texture and taste
of veterinary drugs and feeds [15];
v" Also, there are less restrictions on the addition of synthetic polymers, crosslinking or
surface-active agents, good for the production of microcapsules for cosmetics, veterinary
medicine and in animal nutrition. Majority of these chemical agents cannot be used in food
manufacturing;
v' A significant increase in the price of the final product caused by microencapsulation
will hardly be hardly accepted by the food industry with high risks and relatively low incomes,
also will be hardly tolerated by the mass consumers [7];
v' Food industry is generally characterized by high inertia of the and its adherence to
traditions, which is supported by consumer mistrust not only for new food products, but to
manufacturers and new technologies [16].

The combination of all mentioned factors leads to the fact that microencapsulation of
functional food ingredients is perhaps the area of microencapsulation, which is most difficult
for development (Figure 1).
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Figure 1. The uphill road: why is so difficult
to incorporate microencapsulation into food technology?

Expectations regarding the MCs properties and benefits of are quite high and ambitious:

. They must immobilize the active substance during technological processes of food
manufacturing by changing its state of aggregation, for example, converting liquids into a
solid free-flowing form.

. They must prevent the degradation of biologically active substances as a result of
interaction with the active components of the food product and oxygen, increase their
stability during processing and in the final food product.
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. They should improve the safety of production, reduce odor and reduce the loss of
volatile substances, flavors, mixtures containing volatile components.
. They should create the desired visual and texture effects, but not to create unwanted
ones;
. Should regulate the properties of active ingredients: particle size, fat solubility or water
solubility, mask their undesirable taste; change color;
. Should provide controlled release of the contents under specified conditions, including
by regulating the permeability of the shell.

From the requirements and features, mentioned above, the super-goal of
microencapsulation of food functional ingredients becomes clear:

Encapsulated food ingredients must not to add significantly values to the food costs - this
way is not expected by consumers. The technologies used must ensure compliance with the
requirements regarding the functional properties and food safety of microcapsules, their
assimilation by the human organism, while not impairing the sensorial properties (taste, aspect
and odour) of the product.

This overarching super-task is difficult to solve because its parts contradict each other.
It is possible to create a science-intensive high-tech product only with resorting to a
multilateral and multidisciplinary systematic approach. The solution of the
microencapsulation tasks which are associated with the prevention of biologically active
compounds degradation in food can be achieved through a targeted combination of scientific
researches with ingeniously engineering innovations. But some of the ways which at first
seems like breakthrough solutions are doomed to failure, because of “unfortunate”
combination of different factors, given below.

Structure and functional properties of microcapsules

In function of particles diameter, the nano-capsules (lum > d < 1000nm) and
microcapsules (1...1000um) are mentioned in majority of references. Some of them, however,
indicate that the size of microcapsules can reach up to 3-8 millimeters in diameter [17 - 19].

It should be emphasized that if the capsules are larger than 1 mm (1000um), they can
no longer be considered “micro”, even if they are obtained by microencapsulation methods.
And it's not just because of the non-corresponding to formal size: the dimensions of capsules
larger than 1mm are not “negligible” in any way, significantly affecting the texture and
sensory perception of any food product.

There are two main types of microcapsules: reservoir-type, R, and matrix-type, M.
Reservoir-type microcapsules contain an external cover, surrounding the entire encapsulated
content, in different sources named as “shell”, “wall” or “membrane”. Capsules of this type are
also called “single-core”, “mono-core” or “core-wall”. The external cover of such
microcapsules can be destroyed by the application of external physical, mechanical, or
chemical action, leading to the release of the contents.

In the matrix type microcapsules, microencapsulated content is distributed over the
carrier material, in the form of small particles or droplets, and represent discontinuous phase
- suspension or emulsion of active compound in the carrier material. In the case of matrix
type MCs and in the contrast to MCs of the reservoir type, the encapsulated active compound
can be present on the surface of microcapsules if they do not have an additional “reservoir”
coating.
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Table 1
The main types of nano- and microcapsules

Particles Type Definition Scheme Refer.
Biopolymer-based
Micro- and R Particles containing solid cores are covered with 12,13,
nanoparticles other solid materials with protective properties 20,21
Micro- and R Spherical particles containing a liquid core and a
nanocapsules solid or gel-like elastic cover 25,25
Multicore LIQUI.d droplets a.re dlstrlbutgd in :?1 polymer &0

. matrix representing three-dimensional baffles oo 2425
microcapsules - ’

net

Porous and gel- Porous solid particles or gels, fulfilled with g
like matrix M active compounds yK{ 26

Lipid- and Surfactant-based nano- and microparticles’

. Single-layer or multilayer phospholipid
Liposomes M membranes with hydrophilic content 13,27

Phvtosomes R Active compounds are chemically bonded with #
y polar phospholipid parts, covered with non-polar 28,29
. Particles with hydrophilic core, covered with
Niosomes R . . 70
non-ionic surfactants and lipids

Colloidosomes Particles formed by hydrophilic core and by shell . 3132

from solid nanoparticles (colloidal shell)

A very detailed graphical analysis of the different types of lipid-based particles
construction can be found in a recently published reviews [12, 13, 33]. Mixed type, reservoir-
matrix, RM microparticles also exist; for example, polynuclear matrices, additionally wrapped
in a continuous shell [24]. Such group as “multiwall microcapsules” are also mentioned [25].
Conventionally, in this group it should be attributed liposomes and phytosomes, and
“classical” MCs, with the shells obtained from charged biopolymers using Layer-by-Layer
(Table 2). Sometimes dendrimers and micelles are mentioned as a nano-particles [13]. But
these de facto high-molecular structures don’t contain any clear boundary between two
phases. Therefore, such monophasic colloidal formations are not be considered nano-
capsules in unambiguous mode.

Common encapsulation methods

Microencapsulation of biologically active compounds in order to protect their biological
activity is possibly using various technological solutions, more or less universal for various
industries (Table 2). Emulsification is not strictly an independent method of
microencapsulation. However, obtaining a stable BAC emulsion is the most important stage
in preparation for Layer-by-Layer, (Simple) Coacervation or Complex Coacervation, both
assisted or not by cross-linking.
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Table 2
Microcapsule structure formation: basic methods
Briefly describing of nano- and microencapsulation method Graph Refer.
Spray Drying (SD). A mixture containing BAS, biopolymers and
. o P 17,
surfactants is spraying in a hot chamber. A thin film is formed on
: 34 - 36
the droplets surface because of evaporation of solvent.
Fluidized Bed Coating (FB). The finely dispersed solid covered with
a film former by spraying, is “liquefied” with a stream of air. 37, 38
Surface film formation occurs as a result of solvent evaporation.
Emulsification (EM). Relatively stable emulsions are obtained
using high-speed homogenizers and surfactants. To obtain 26,
monodisperse emulsions, their fractionation is necessary, which is 39 - 43
not easy.
Extrusion (EX). A continuous process in which molten components
are dosed by pushing through an extrusion die, after which the § 44 45
mixture solidifies, sometimes the product is portioned after == ’
solidification.
Spray Cooling (SC). Liquid systems containing thermic unstable 24
BAS or cell cultures are sprayed by injector in a chilled chamber, :.' 26 4:6
which leads to their solidification in the form of small particles. ’
Freeze-Drying (FD) = Lyophilization, Sublimation. Removal of
water by freezing and sublimation to obtain a highly porous 18. 47
dispersed structure. Large amounts of cryoprotectants sometimes ’
required.
Layer-by-Layer (LL). Sequentially covering of emulsion drops or
solid particles by several layers of oppositely charged 70. 48

polyelectrolytes: pectins and polyuronic acid salts, (-); proteins,
chitosan (+), etc.

(Simple) Coacervation (C). Spontaneous or induced condensation

of a biopolymer or several biopolymers from a solution as a new 6@? 49

solid phase on the surfaces of incapsulated material droplets.

Complex Coacervation (CC) - formation of a two-phase shell by
electrostatic forces, H-bonds or cross-linking between two
different polymers, rather induced in stringent conditions, than
spontaneous

41, 50,
51

Complex coacervation should not be confused with the layer-by-layer method: in CC
two thick layers, presenting different phases are formed, but in LL - several pairs (3 - 7) of
thin layers, but which form only one common phase. It's also not Layer-by-Layer, when one
or both phases in Complex Coacervation, are formed by oppositely charged polyelectrolytes

[49, 52]. Finally, it is no coacervation, if shell is formed from different initially solid materials
[53].
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Some methods, as electro-spray assisted extrusion [54, 55], represent a way to control
microcapsules’ size and to obtain monodisperse samples, but application of such method in
food-industrial scale should be very expensive.

Common edible biopolymeric materials for mc membranes (walls, shells) construction

The shells of microcapsules used in the food industry must be edible and safe for
humans. The shell material and other accompanying components of microcapsules should
not disintegrate with the formation of harmful metabolites. They should create a barrier
between the active content of microcapsules and an aggressive external environment, thus
preventing premature degradation of biologically active substances and the formation of
derivates without functional value. Ideally, the membranes themselves can have their own
biological activity [56, 57].

These sometimes-conflicting requirements significantly reduce the variety of materials
that can be used to obtain edible microcapsule shells. In order to form microcapsules, cover
materials based on various natural and modified biopolymers are used (Table 3).

Table 3
Edible natural biopolymers as covering materials for microencapsulation
Biopolimer Code Natural source BP Peculiarities = References
Polysaccharides
Dextran Glucose, Lactobacillus branched 14,58-60
Dextrin? E1400 Starch (potato, corn, rise) short-chain 61
Cyclodextrin®* E459 Starch (potato, corn, rise) cyclic with 4-10 rings 62
Arabic gum E414 Several species of Acacia contaln. 35,63,64
glycoproteins
Xanthan gum E415 Xanthomonas Campestris® branched 52,65,66°
polyglucans
Chitosan Chitin (Crustacea, Fungi)® polycationatpH <7 43,50,67
Mucilage Salvia Hispanica; Linum? 2D V&Y Wet- 65,68
retaining
Alginates E401 Laminaria Japonica PolyanionatpH>5 22,53,69
Carrageenan Rhodophyta Polyanion at pH > 3 59,70
Proteins
. . , . . Triple-helix
Gelatin E441 Livestock’s and fish skin . 23,41,50
amphoion
Lactoproteins Milk; whey powder Caseinates, globulins 36,71
Legume protein Glucine Max Globulin 72
Modified Polysaccharides
Hypromellose E464 linear, esterified with 1-metilpropane-1,2-diol 38,61
OSA Starches E1450 esterified by octenyl succinate, 2D, 3D- 7374
structured
2 Thermically hydrolysis, or enzymatically > Diacylated
3 Enzymatic conversion of glucose ¢ Chemical treatment
4 Not in the list of starches, being one of them 7 Qur preliminary results
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It should be noted that although dextrin (E1400) and cyclodextrin (E459) are modified
starch derivatives, in Table 3 they are classified as natural, since they can be obtained from
starch by hydrolysis or microbiological method [75, 76].

Exotically biopolymers, also common proteins and carbohydrates, actively interact with
biologically active compounds [72]. Therefore, the kinetic incompatibility of the
microencapsulated ingredient with the microcapsule shell is not at all excluded. Such
incompatibility should not appear either immediately or during the microcapsules use in the
foods. Incompatibility may be expressed either by the interaction with the shell content, or
by gradual unwanted diffusion of the ingredient from the shell. Another possible reason for
incompatibility may be the diffusion of destructive agents, for example, oxygen or catalytic
enzymes, through the shell into the inner cavity of the microcapsule.

Table 4
Application areas for microencapsulated food ingredients
Class: Examples Methods Expected microencapsulation results Ref.
Minerals: Ca®*, Mg?*, Fe?* SD. FB Isolation of bio-metals (or minerals) in 77 78
or salts of Fe3*, Zn?* ’ order to reduce vitamins’ degradation ’
Acidity Regulators / Agents: Delivery to the intestine, bypassing the
. SD, FB . ) . 79
Weak acids and bases receptors in the oral cavity (taste masking)
Aroma: Oils, oil extracts, EX.SD Solid powders which are activated during 19,58,
aromatic resins. ’ cooking or in the mouth cavity 62
Sweet Taste Agents: Natural Reducing hygroscopicity, improving
o FB, SD o g 80,81
sugars, artificial sweeteners distribution, prolonging taste
Food Dyes: Carotenoids, Dosage, uniform distribution, protection
. CGC EX . . 10,67
anthocyanins over oxidation during storage.

Lipids: PUFA w;-wq, fish oil, SD, EM,  Prevention of redox destruction during 40-42,
phospholipids, lecithin LE®  storage, undesirable taste masking (fish oil) 82
Vitamines: liposoluble A, D, LE Control of release time, exclusion of 7172
E, hydrosoluble (B, C...) ’ contact with the food matrix ’

Prevention of redox destruction during 30,58,
Polyphenols >b, LL storage, undesirable taste masking 59,83
Antibodies, Enzymes Stabilization in food matrix, targeted
. CG LL . . . 76,84
lgY, amilase delivery to the intestine, release control
Microorganisms and cells C SAS Isolation from food environment, targeted 33,46,60,67
Bacteria, Fungi, Cyanophyta delivery, controlled release /8

8 Liposome Entrapment - a promising nanoencapsulation method, based on the formation of liposomes

(phospholipidic spheres) and the capture of polar and non-polar substances by them

9 Self-assembly - a group of methods, characterized by relatively low enthalpy and entropy of MCs production

Contradictory influence of the sample’s geometry on mcs properties and stability
The process of microencapsulation of liquid oils can be defined as the coating of an
O/W emulsion droplets with a layer or several layers of a shell-forming material. It is generally
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known that the aggregate stability of colloidal systems increases with a decrease of particle
size. However, no less important for the stability of the colloidal system is its polydispersity,
that is, the profile characterizing the presence of particles of different diameters.

Microcapsules obtained from emulsions by any of the known methods will inherit the
emulsions polydispersity.

The effect of polydispersity on the rheological properties of emulsions and,
respectively, microcapsules, is ambiguous and contradictory, and, moreover, is closely related
to the values of many other factors, one of which is the concentration of particles of the
dispersed phase. The most chaotic and unpredictable seems to be a polydisperse emulsions,
those that are formed during direct dispersion. Monodisperse emulsions and suspensions of
microcapsules should have much lower entropy. At the same time, the geometry of a
concentrated monodisperse system resembles a foam, and the process of adhesion of
microcapsules, in turn, should repeat the mechanism of foam destruction [85]. Finally,
concentrated mono- and bi-dispersed emulsions are most prone to coalescence (Figure 5).

Figure 5. Effect of dispersion on the characteristics of emulsions and microcapsules:
A - diluted polydisperse emulsion; B - concentrate bi disperse emulsion;
C - concentrate monodisperse emulsion. Arrows show growth of the: 1 - density;
2 - structural organisation (negentropy); 3 — anti-coalescence stability.

How to form stable mcs shell?

The formation and strengthening of the shell around the microencapsulated substance
occurs according to the thermomechanical, physicochemical and mixed mechanisms.
Strengthening of the microcapsule shell is achieved in various ways:

Shell thickness increasing is not possible anytime, but if it is possible, leads to an
overconsumption of the encapsulating agent or requires an increase in the number of
microencapsulation cycles in the case of the LL process.

Increasing the MC-shell strength by removing of water excess from it. Coacervate shells of
lipid-containing microcapsules can be viewed as a water-based gel that forms on the surface
of a lipid droplet [31]. Various compounds can lead to syneresis of the coacervate layer.
Necessity of a desiccant use to strengthen coacervate shells is fraught with the fact that the
desiccant will perform its function only as long as it is part of the shell itself. Most widely
used desiccant sodium sulfate - allowed food additive (E514), which has its own bitter taste.

To achieve the edibility of the coacervate casing (and of MC as a whole), the desiccant
must be partially or completely removed. Relative rarely used (due to information from
accessible sources) dialysis and electrodialysis can serve as one of the promising methods of
removing a desiccant excess from the microcapsules [86]. Though, any attempts to
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completely remove the desiccant from pure-Gelatin simple coacervation shells lead to shells
destabilization and release of active content [69].

Cross-linking. Cross-linking is the strengthening of MCs polymeric membranes at the
molecular level by means of bi- or polyfunctional agents. There are physical (ionic) and
chemical cross-linking. lonic cross-linking involves the interaction of polymer ions with
oppositively-charged polyions. The allowed food additives tripolyphosphates (E451) and
citrates (E331) can be used as polyanions. Such a mechanism may seem similar to Layer-by-
Layer, but this is not entirely true. In the LL technique, several oppositely charged layers of
biopolymers or more or less the same thickness are successively applied [20]. The cross-
linking technique involves a one-time creation of a consistent shell, which is then exposed
to a binding agent. Effective results can be achieved by a combination of ionic cross-linking
and the addition of agents that promote the formation of intermolecular hydrogen bonds
[57]. Chemical cross-linking involves the covalent binding of linear biopolymer molecules
and the formation of a three-dimensional net structure. For proteins, in particular, gelatin,
this method is the binding of glutamine and lysine by amide “bridges” under the action of the
enzyme trans-glutaminase [40]. Various types of cross-linking, i.e. ionic and covalent, if they
are used separately, all other conditions being equal in similar systems, do not significantly
affect the shell thickness and the microcapsules size. However, in the case of a combination
of ionic and chemical crosslinking, microcapsules may become more unstable in presence of
an excess of ionic crosslinking agent, for example, Na-TPP [87].
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Figure 6. Influence of different Factors to MC stability: Left: Reduction of membrane
thickness by influence of sodium sulphate - [69]; Right: Influence of wall material
(Gelatin: Gum Arabic) relationship and quantity - recalculated from data, published in [63].

The influence of various factors on the stability of microcapsules and the efficiency of
microencapsulation does not always correspond to “natural” expectations. For example, we
have found that only certain average concentrations of sodium sulfate lead to the formation
of stable gelatinous alginate shells around the walnut oil droplets [69]. Detailed studies of
the gelatin: gum arabic system in microencapsulation of olive oil show that an increase in
the amount of wall material does not always lead to an increase in the efficiency of
microencapsulation [63]. In other words, for a microcapsule containing liquid oil, both a thin
and too thick shell are harmful. Even double reduction of tension on the Oil/Water interface
in the emulsions formed in the biopolymer solutions [88], is able to maintain on surface only
a thin monomolecular biopolymeric layer; a thick layer, possible, is destroyed by gravitational
stratification [85].
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On the thermodynamics and efficiency of the microencapsulation process

Direct energy consumption for food production is 4 - 7 MJ/kg, and for some products it
reaches 10-17 MJ/kg [89]. Therefore, according to actual trends, in the manufacturing of any
new food products, energy consumption should not increase significantly in comparison with
traditional processes [90]. Spray Drying, SD, and Fluid Beds, FB, require elevated
temperatures; Freeze Drying, FD, and Spray Cooling, SC, on the other hand, require cooling
energy. Another energy-consuming vector is a large number of stages of the process, which
will lead to an increase systems negentropy, that is, to increase a work, time and energy spent
on the MCs production.
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Figure 7. Thermodynamic, hence, energetic and economic restrictions for obtaining of
edible microcapsules. BAC-friendly, relative energetic low methods, are dotted.

As is shown in the Figure 4, extrusion refers to the category of low energy
microencapsulation methods. But then another problem arises. It is easy to extrude large
capsules, which is done industrially very successfully. The reducing the linear dimensions
(cm, mm) to microns (um) practically does not reduce the time, required for the production of
one unit. Thus, the production by extrusion of 1cm?® of microcapsules with a diameter of 100
microns will require... nothing at all, 1909859, = 2-10¢ time longer, than the production of
single big pharmaceutical capsule with a volume of 1cm?>. Recently, very significant advances
have been made in the development of technologies for obtaining monodisperse emulsions
and microcapsules based on them [91]. One-piece matrix, containing up to 1000 dispensing
nozzles, can be produced by 3D printing techniques. But nevertheless, even such truly
revolutionary solutions are still laboratory, but not industrial. In order to obtain 2000000
microcapsules per unit of time (with a total volume of only 1 cm?), you will need to have 2000
such matrices with 1000 nozzles each...

Thus, from all existing microencapsulation methods, it seems that only liposomal
entrapment (LE) and both types of coacervation: simple (C), and complex (CC), are realistically
suitable for use in the manufacturing of relative available food-grade microcapsules.

Controlled release of biologically active compounds: how not to open the mc-shells

at the wrong time and place, but to open it in the correct ones?

As was already noted, the food industry is strictly limited in the use of related
materials, due to which developments in microencapsulation in the production of innovative
drugs are ahead of those in the food manufacturing field. For example, methods of nano-
capsulation of chemotherapeutic drugs in elastin-like membranes are being developed, the
opening of which is activated by components built into the membrane; encapsulated content
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release take place predominantly by cancer cells [92]. However, the engineering of
microcapsules at a similar level is quite possible for functional food products, when, for
example, the active substance is released only under the combined action of factors (pH,
temperature and enzymes) corresponding to the conditions of the human intestine and even
its specific zones [55, 93, 94]. Another interesting example of MC engineering is the
technology of cheese production, in which a controlled release of microencapsulated bixin
occurs in a ripening product due to the sequential action of proteases and lipases on
microcapsules containing this food coloring [10].

Mathematical modelling of microcapsules properties

If microcapsules were obtained by simple or complex coacervation only from edible
compounds, is not always possible, and most importantly, is always not rationally to isolate
them from the supernatant and to obtain they in solid state. Isolation from the supernatant
involves additional filtration, energy-intensive spray drying or sublimation steps. Also, the
attempts to isolate edible microcapsules in dry form fails, because is impossible to avoid their
sintering [23]. These microcapsules (especially, those obtained by simple coacervation) are
relatively stable as long as they stay in their own supernatant environment. This limits the
possibilities for the direct instrumental determinations of some food microcapsules
parameters. For the numerical estimation of microencapsulation parameters, it is reasonable
to resort to a combination of possible direct measurements and indirect evaluative methods.

Microencapsulation yield, also called recovery [51], is the practical percentage of
obtained microcapsules (m},), formed from the total initial mass of microencapsulated core
material (m?,,,), and of initial mass of shell materials used (m2,,):

P
m
M i 4 m
Microencapsulation efficiency, Ewc [83], also named Loading Capacity, LC [52], is the
percent ratio of the practically microencapsulated core material (m%,,) vs initial mass of
active core material (biologically active compounds) introduced into microencapsulation
process:

p
mc.m.
EMC = LC s . " 100%
cm.

Core material volumetric fraction [93], ¢.n., in the microcapsules of radius r (diameter
d) with a known thickness h, may be calculated by the equation:

_Vm _(r—h)® _(d-2h)°

VS r3 d3
Distribution width (Span). The distribution width can be estimated as:

D90% - DlO%
Span = —2——2
D50

in which Dix is diameter, below which i% of sample is contained [6, 95].
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Polydispersity characterizes the size distribution of microcapsules in much more detail
than the distribution width. In a test sample containing microcapsules with a total volume
Y.V, polydispersity can be expressed by a distribution curve, in which the volumetric fraction
of microcapsules, ¢; is a function of their radius r; [22]

_W
Pr; = SV
Experimental values of radius or diameter can be obtained by counting of representative

samples consisting of not less than 100-150 microcapsules in magnified microscopic images
[22, 88].
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Figure 8. Transformation of MC image into “normal distribution”.

On the effect of microcapsules on foods sensory perception

Appearance and consistency of food systems are of great importance to the consumer.
Therefore it is important that the microcapsules be distributed evenly throughout the food
product without forming a separate phase. One of the factors of such a uniform distribution
is the equal density of microcapsules and the food environment in which they are located,

Pmc = Penv-

. 3 _ p3
Vshell _ Mshell " Pcore _ RMC Rcore

Vcore Meore " Pshell Rgore
(pMC - pCore) : Rgore + ZL(pMC - pShell) : Rgore +

+ 2L%(pmc — Pshewn) * Reore + (Pmc — Pshen) - L =0

(penv - pcore)Rgore + 2LR(:oreRMC(penv - pshell) + (penv - pshell)L3 =0

The solution of the last third-order equation using the Cardano algorithm [96] makes
it possible to mathematically calculate the practical values of the MC size at which the
processes of their sedimentation or stratification in model or real systems are minimized.

About the foods, suitable for mcs introduction

The introduction of microcapsules into milk and cream led to their uneven distribution
in the volume of the product, and even to the formation of separate layers and clots consisting
of microcapsules. Dairy products, obtained from fermented milk (fat-reached kefir and sour
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cream), turned out to be friendlier to the microcapsules, introduced into them [97]. The
consistency of kefir and sour cream allowed the microcapsules to be distributed evenly
throughout the volume of these products, at the same time, without changing their sensorial
characteristics. Using various nanoencapsulation techniques, it is possible to obtain a wide
range of food products enriched with encapsulated BACs, including yoghurts, fruit juices, and
some bread and meat products [98].

Recently, it seems, gradually comes the understanding that the success of
microencapsulation of biologically active substances specifically for food products is closely
related to the thermodynamic characteristics of the corresponding methods. It is not
accidentally mentioned, that the coacervation process (also named “phase inversion”) - is
predominantly isothermal [99]. The use of already existing working technological lines,
taking into account the thermodynamics of the innovative processes introduced into them,
allows the creation of innovative food products with low negentropy [100]. A similar approach
should finally bring microencapsulation to the level of mass industrial use.

Conclusion

Microencapsulation technologies, which have proven themselves in the production of
convenient dosage forms, in cosmetology and many other fields, still remain mostly only
“promising” for the food industry.

Scientific and technological still require a solution for number of challenges. The

kinetic instability and solubility of natural biopolymer casings in food environments limits
the scope of application of microcapsules in food products. The search for new edible
compositions based on natural polymers and fibers for stable microcapsule shells should be
continued. Ideally, all accompanying ingredients should have a status “quantum satis” for use
in food manufacturing.
The possibilities of BAC microencapsulation will always be limited by the temperature
regimes acceptable for working with biologically active compounds and with useful
microflora, because these are often existing in a narrow temperature range. An increase in
the cost of a product during the modernization of its production technology is most sensitive
for the consumer. The multistage process of microencapsulation, the practical impossibility
of making it continuous, and therefore additional costs, reduce the possibilities of application
of known technological solutions for the MCs production for foods. Serious questions are also
raised by the possibility of sterilization of microcapsules and their long-term storage as such,
as a separate product.

It has been shown by using thermodynamic functions, that such methods of MC
production as simple coacervation, complex coacervation and liposomal entrapment are
thermodynamically reasonable for BACs nano- and microencapsulation.

The implementation of these three basic methods is a big challenge for equipment
developers: these three methods still exist in the form of laboratory solutions, and their
elegant embodiment in the form of working industrial technology has not been realized yet.

Food-grade microcapsules should release biologically active compounds or beneficial
microflora only in the desired sector of the digestive tract, that is, the release should not
occur in the composition of food, but should be activated only by certain digestive enzymes.

The real ways of using microcapsules in food technologies are associated with the
direct integration of the microencapsulation process into the technological cycle of the
production of specific food products. Moreover, these products should initially have a texture
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and consistency that allow microcapsules to be aggregation resistant, not to exfoliate or
break down prematurely, while maintaining their functions of protection and targeted
delivery of biologically active compounds. Such products should be highly viscous colloidal
systems. Thereby, the traditional fermented milk products and yoghurts, ice cream and juices
with pulp, curd and cheese, are mostly suitable for supplementation of them by BAC using
microencapsulation.

Acknowledgements: We express our gratitude to the National Research and
Development Council of the Republic of Moldova for the funding of Postdoctoral Grant
20.00208.1908.02 - “Prolongation of biologically active compounds functionality and its
protection in food compositions”, within which this work was developed. Heartful gratitude
to Prof. Pavel Tatarov and Prof. Rodica Sturza — Technical University of Moldova.

References

1. FAO: Draft Vision and Strategy for FAO’s work in Nutrition. [online, accessed 03.08.2021] -
http://www.fao.org/3/ne699en/ne699en.pdf - accessed 25.07.2021

2. Ortega AM.M,, Campos M.R.S. Bioactive Compounds as Therapeutic Alternatives. In: CAMPOS, M.R.S,, ed.
Bioactive Compounds. Cambridge, Woodhead Publishing, 2019, pp. 247 - 264.

3. Singh V.P. Recent approaches in food bio-preservation - a review. Open Vet. J., 2018; 8(1), pp. 104 - 111.

4. Baerle A, Popovici C., Radu O., Tatarov P. Effect of Synthetic Antioxidants on the Oxidative Stability of Cold
Pressed Walnut Oil. Journal of Food and Packaging Science, Techniques and Technologies, 2016 (9), p. 19 - 24.

5. Radu O. Food compositions based on walnut oil (Juglans regia L.), resistant to oxidative degradation. PhD
Thesis in Biological and Chemical Technologies in the Food Industry. Chisindu, Technical University of Moldova,
2020, 150p. - in Romanian.

6. Guedes Silva K.C., Bourbon A.l, Pastrana L., Kawazoe Sato A.C. Emulsion-filled hydrogels for food
applications: Influence of pH on emulsion stability and a coating on microgels protection. Food & Function,
accepted paper, 2020. DOI: 10.1039/DOF001198C

7. Amaral P.H.R., Andrade P.L., De Conto L.C. Microencapsulation and Its Uses in Food Science and Technology:
A Review. In: SALAUN F., ed. Microencapsulation - Processes, Technologies and Industrial Applications.
IntechOpen, 2019, https://www.intechopen.com/chapters/67432 - accessed 03.08.2021

8. Ferreira S., Nicoletti V.R. Use of a tubular heat exchanger to achieve complex coacervation in a semi-
continuous process: Effects of capsules curing temperature and shear rate. Journal of Food Engineering. Vol.
310, 2021. [online, accessed 03.08.2021] - https://doi.org/10.1016/j.jfoodeng.2021.110698.

9. De Matos F.E., Thomazini M., Trindade M.A,, Favaro-Trindade C. Application of free or encapsulated Vitamin
C to chicken frankfurter sausage by spray chilling: Physicochemical characteristics, stability and sensory
acceptance. Braz. J. of Food Technology, 2015, 18(4), pp. 322 - 331 - in Portuguese

10.Sharma P., Segat A, Kelly A.L, Sheehan JJ. Colorants in cheese manufacture: Production, chemistry,
interactions and regulation. Comp. Review in Food Science and Food Safety, 2020 (19), pp. 1220 - 1242.

11.Raynor T. The benefits of medicines outweigh the risks of treatment — says who? The Pharmaceutical Journal,
2013, Vol. 290, p. 616.

12.Mahato R. Multifunctional Micro- and Nanoparticles - In: MITRA, AK., CHOLKAR, K., MANDAL, A. Eds: Micro
and Nano Technologies Emerging Nanotechnologies for Diagnostics, Drug Delivery and Medical Devices. Elsevier,
2017, pp. 21-43.

13.Ciuca A.G,, Grecu C.l., Rotdrescu P., Gheorghe 1., Bolocan A., Grumezescu A.M., Holban A.M., Andronescu E.
Nanostructures for drug delivery: pharmacokinetic and toxicological aspects - IN: Andronescu E.,
Grumezescu AM. Eds. Micro and Nano Technologies, Nanostructures for Drug Delivery. Elsevier, 2017,
pp. 941-957.

14.Vasile C., Pamfil D., Stoleru E., Baican M. New Developments in Medical Applications of Hybrid Hydrogels
Containing Natural Polymers. Molecules, 2020, 25 (7), 1539.

15.Codex (Alimentarius) general standard for contaminants and toxins in food and feed.
www.fao.org/fileadmin/user_upload/livestockgov/documents/1_CXS_193e.pdf - accessed 05.08.2021

16.Nunes K. Consumers continue to mistrust food and beverage manufacturers. Accessed 03.08.2021 -
https://www.foodbusinessnews.net/articles/12058

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



154 Alex. Baerle

17.Parvathy U., Jeyakumari A. Microencapsulation and Spray Drying Technology. In: Protocols for the production
of high value secondary products from industrial fish and shellfish processing. Bindu J., Sreejith S., and Sarika K.
Eds. Central Institute of Fisheries Technology. Cochin, 2018, pp. 140 - 147.

18.Da Silva P.T., Fries L.L.M., De Menezes C.R., Holkem A.T., Schwan C.L., Wigmann E.F., De Oliveira Bastos J., De
Bona Da Silva C. Microencapsulation: concepts, mechanisms, methods and some applications in food
technology. Ciéncia Rural, 2014, 44(7), pp. 1304 - 1311.

19.Gupta S., Khan S., Muzafar M., Kushwaha M., Yadav AK., Gupta A.P. Encapsulation: entrapping essential
oil/flavors/aromas in food. In: Grumezescu A.M., ed.: Nanotechnology in the Agri-Food Industry, Encapsulations.
Academic Press, 2016, pp. 229 - 268.

20.Kalaycioglu G.D., Aydogan N. Layer-by-layer coated microcapsules with lipid nanodomains for dual-drug
delivery. Colloids and Surfaces A: Physicochemical and Engineering Aspects. 2020, 584, 124037.

21.Radulova G.M,, Slavova T.G., Kralchevsky P.A., Basheva E.S., Marinova K.G., Danov K.D. Encapsulation of oils
and fragrances by core-in-shell structures from silica particles, polymers and surfactants: The brick-and-
mortar concept. Colloids and Surfaces A: Physicochemical and Engineering Aspects, 2018, 559, pp. 351 - 364.

22.Baerle A, Dimova O., Zadorojnai L., Tatarov P., Zenkovich A. Electrophoresis of Oil-Containing Edible
Microcapsules with Protein-Polyuronic Shells. Ukrainian Food J., 2014, 3(2), pp. 211 - 217.

23.Baerle A, Dimova O., Urumoglova |., Tatarov P., Zadorojnai L. Phase Diagram of Gelatine-Polyuronate
Colloids: its Application for Microencapsulation and Not Only. Chemistry Journal of Moldova. 2016, 16 (1), pp.
97 - 105.

24.Favaro-Trindade C., Okuro P.K. Encapsulation via Spray Chilling / Cooling / Congealing. In: MISHRA, M. ed.
Handbook of Encapsulation and Controlled Release. CRC Press, 2015, pp. 71 - 86.

25.Bakry AM,, Abbas SH., Ali B., Majeed H., Abouelwafa M.Y., Mousa A.H., Liang L. Microencapsulation of Oils: A
Comprehensive Review of Benefits, Techniques, and Applications. Comprehensive Reviews in Food Science and
Food Safety. 2015, 15(1), pp. 143 - 182.

26.Dabija A., Nechifor I. Study regarding the microencapsulation of food ingredients in alginates. Annals. Food
Science and Technology. 2015, 16, (1), pp. 20 - 26.

27.Tsai W.Ch, Rizvi S.S.H. Liposomal microencapsulation using the conventional methods and novel
supercritical fluid processes. Trends in Food Science & Technology, 2016, 55, pp. 61 - 71.

28.Babazadeh A, Jafari S.M., Shi, B. Encapsulation of food ingredients by nanophytosomes. In: Jafari S.M. ed.
Nanoencapsulation in the Food Industry. Lipid-Based Nanostructures for Food Encapsulation Purposes.
Academic Press, 2019, pp. 405 - 443.

29.Awasthi R., Kulkarni G., Pawar V. Phytosomes: An Approach to Increase the Bioavailability of Plant Extracts.
International Journal of Pharmacy and Pharmaceutical Sciences. 2011, 3, pp. 1 - 3.

30.Rashidinejad A., Boostani S., Babazadeh A., Rehman A., Rezaei A., Akbari-Alavijeh S., Shaddel R., Jafari S.M.
Opportunities and challenges for the nano-delivery of green tea catechins in functional foods. Food
Research International, 2021, 142(2), 110186.

31.Lengyel M,, Kallai-Szabd N., Antal V., Laki AJ., Antal I. Microparticles, Microspheres, and Microcapsules for
Advanced Drug Delivery. Sci. Pharm. 2019, 87 (3), 20.

32.Purkayastha M., Manhar A., Mandal M., Mahanta Ch. Industrial Waste-Derived Nanoparticles and
Microspheres Can Be Potent Antimicrobial and Functional Ingredients. Journal of Applied Chemistry, 2014,
pp.1-12.

33.Kyriakoudi A., Spanidi E., Mourtzinos |., Gardikis K. Innovative Delivery Systems Loaded with Plant Bioactive
Ingredients: Formulation Approaches and Applications. Plants, 2021, 10, 1238.

34.Mohammed N.K., Tan C.P., Manap Y.A,, Muhialdin BJ., Hussin ASM. Spray Drying for the Encapsulation of Oils
- a Review. Molecules. 2020, 25(17), 3873.

35.Corréa-Filho L.C,, Lourengo M.M., Moldao-Martins M., Alves V.D. Microencapsulation of B-Carotene by Spray
Drying: Effect of Wall Material Concentration and Drying Inlet Temperature. International Journal of Food
Science, 2019, 8914852.

36.Mis-Solval K.E., Jiang N, Yuan M, Joo K.H., Cavender G.A. The Effect of the Ultra-High-Pressure
Homogenization of Protein Encapsulants on the Survivability of Probiotic Cultures after Spray Drying. Foods.
2019, 8(12) : 689.

37.Mohylyuk V., Patel K., Scott N. Richardson C., Murnane D., Liu F. Wurster Fluidized Bed Coating of
Microparticles: Towards Scalable Production of Oral Sustained-Release Liquid Medicines for Patients with
Swallowing Difficulties. AAPS PharmSciTech, 2020, 21 (3).

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



Microencapsulation of functional components in the food technology: partially optimistic view 155

38.Zhang R., Hoffmann T., Tsotsas E. Novel Technique for Coating of Fine Particles Using Fluidized Bed and
Aerosol Atomizer. Processes, 2020, 8, 1525.

39.Colucci G., Santamaria-Echart A,, Silva S.C,, Fernandes I., Sipoli C.C., Barreiro M.F. Development of Water-in-
Oil Emulsions as Delivery Vehicles and Testing with a Natural Antimicrobial Extract. Molecules, 25 (9), 2105.

40.Gharibzahedi S.M.T., George S., Greiner R., Estevinho B.N., Frutos Fernandez M.J., Mcclements DJ., Roohinejad
S. New Trends in the Microencapsulation of Functional Fatty Acid-Rich Oils Using Transglutaminase
Catalyzed Crosslinking. Comprihensive Reviews in Food Science and Food Safety. 2018, 17(2), p. 274 - 289. doi:
10.1111/1541-4337.12324.

41.Ferreira S., Nicoletti V.R. Complex coacervation assisted by a two-fluid nozzle for microencapsulation of
ginger oil: Effect of atomization parameters. Food Research International, 2020, 138 (Pt B):109828.

42.Amran M., Zulfakar M.H., Danik M.F., Abdullah M., Shamsuddin A.F. A new alternative for intravenous lipid
emulsion 20% w/w from superolein oil and its effect on lipid and liver profiles in an animal model. Journal
of Faculty of Pharmacy, Tehran University of Medical Sci., 2019, 27 (1), pp. 191 - 201.

43.Vidal R.R.L.,, Desbriéres J., Borsali R., Guibal E. Oil removal from crude oil-in-saline water emulsions using
chitosan as bio sorbent. Separation Science and Technology, 2020, 55 (5), pp. 835 - 847.
44 Harrington J., Schaefer M. Extrusion-Based Microencapsulation for the Food Industry. In: eds. GAONKAR A.G.,
Vasisht N., Khare A.R., Sobel R. Microencapsulation in the Food Industry, Academic Press, 2014, pp. 81 - 84.
45.Seth D., Mishra H.N., Deka S.C. Effect of microencapsulation using extrusion technique on viability of bacterial
cells during spray drying of sweetened yoghurt. International Journal of Biological Macromolecules, 2017, 103,
pp. 802 - 807.

46.Bampi G.B.,, Backes G.T., Cansian R.L., Matos F.E., Araldi-Ansolin I.M,, Poleto B.C,, Corezzolla L.R., Favaro-
Trindade C.S.Spray Chilling Microencapsulation of Lactobacillus acidophilus and Bifidobacterium
animalis subsp. lactis and its Use in the Preparation of Savory Probiotic Cereal Bars. Food Bioprocess
Technology, 2016, 9, 1422 - 1428.

47.Nogueira M., Prestes C.F., Burkert J.F. Microencapsulation by lyophilization of carotenoids produced by
Phaffia rhodozyma with soy protein as the encapsulating agent. Food Science and Technology International,
2017,37,1- 4.

48.Piccinino D., Capecchi E. Botta L., Bizzarri B.M., Bollella P., Antiochia R., Saladino R. Layer-by-Layer
Preparation of Microcapsules and Nanocapsules of Mixed Polyphenols with High Antioxidant and UV-
Shielding Properties. Biomacromolecules, 2018,19(9), pp. 3883 - 3893.

49.Lu T., Spruijt E. Multiphase Complex Coacervate Droplets. Journal of American Chemical Society, 2020, 142,
pp. 2905 - 2914.

50.Ang L.F., Darwis Y. Por LY. Yam M.F. Microencapsulation Curcuminoids for Effective Delivery in
Pharmaceutical Application. Pharmaceutics, 2019, 11 (9), pp. 451.

51.Justi P.N., Sanjinez-Argandona EJ., Macedo M.L.R. Microencapsulation of Pequi pulp oil by complex
coacervation. Revista Brasileira de Fruticultura, 2018, v. 40, n. 2: (e-874).

52.Shu G, He Y., Chen L., Song Y., Meng J., Chen H. Microencapsulation of Lactobacillus Acidophilus by Xanthan-
Chitosan and Its Stability in Yoghurt. Polymers, 2017, 9(12), 733.

53.Lombardo S., Villares A. Engineered Multilayer Microcapsules Based on Polysaccharides Nanomaterials.
Molecules, 2020, 25, 4420.

54.Gasperini L., Mano J.F., Reis R.L. Natural polymers for the microencapsulation of cells. Journal of the Royal
Society Interface, 2014, 11: 20140817.

55.Coghetto C.C,, Brinques G.B., Siqueira N.M., Pletsch J., Duarte Soares R.M., Zachia Ayub M.A. Electro-spraying
microencapsulation of Lactobacillus plantarum enhances cell viability under refrigeration storage and
simulated gastric and intestinal fluids. Journal of Functional Foods, 2016, 24, pp. 316 - 326.

56.Duan Ch., Meng X,, Jingru Meng Khan M.L.H,, Dai L., Khan A, An X,, Zhang J., Hug T., Ni Y. Chitosan as A
Preservative for Fruits and Vegetables: A Review on Chemistry and Antimicrobial Properties, Journal of
Bioresources and Bioproducts, 2019, 4 (1), pp. 11 - 21.

57.Correa R.F., Colucci G., Halla N., Pinto J.A., Santamaria-Echart A., Blanco S.P., Fernandes |.P., Barreiro M.F.
Development of Chitosan Microspheres through a Green Dual Crosslinking Strategy Based on
Tripolyphosphate and Vanillin, Molecules, 2021, 26, 2325.

58.Ferreira S., Piovanni G.M., Malacrida C.R.O., Nicoletti V.R. Influence of emulsification methods and spray
drying parameters on the microencapsulation of turmeric oleoresin. Emirates Journal of Food and Agriculture,
2019, 31 (7), pp. 491 - 500.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



156 Alex. Baerle

59.Dewi E.N., Kurniasih R.A., Purnamayanti L. Physical Properties of Spirulina Phycocyanin Microencapsulated
with Maltodextrin and Carrageenan. Philippine J. of Science, 2018, 147 (2), pp. 201 - 207.

60.Batista De Oliveira T.T. Microencapsulation of spirulina platensis by spray drying method as a promising
alternative for the development of new products. Brazilian Journal of Development, 2020, 6 (4),
p. 2017 - 20186.

61.Prakash A., Soni H., Mishra A., Sarma P. Are your capsules vegetarian or nonvegetarian? - An ethical and
scientific justification. Indian Journal of Pharmacology, 2017, 49 (5), pp. 401 - 404.

62.Perinelli D.R., Palmieri G.F., Cespi M., Bonacucina G. Encapsulation of Flavours and Fragrances into Polymeric
Capsules and Cyclodextrins Inclusion Complexes: an Update. Molecules, 2020, 25 (24) : 5878.

63.Marfil P.H.M., Paulo B.B., Alvim I.D., Nicoletti V.R. Production and characterization of palm oil microcapsules
obtained by complex coacervation in gelatin/gum Arabic. Journal of Food Process Engineering, 2018, 41 (4):
el2673.

64.Atgie M. Composition and structure of gum Arabic in solution and at oil-water interfaces. PhD Thesis, 2018,
161p, [accessed 05.08.2021], https://oatao.univ-toulouse.fr/20871/1/ATGIE_Marina.pdf - in French.

65.Hernandez-Nava R., Lopez-Malo A., Palou E., Ramirez-Corona N., Jimenez-Munguia M.T. Encapsulation of
Origanum vulgare essential oil by complex coacervation between gelatin and chia mucilage and its
properties after spray drying. Food Hydrocolloids, 2020, 109: 106077, 8p.

66.Boudoukhani M., Yahoum M.M,, Lefnaoui S., Moulai-Mostefa N., Banhobre M. Synthesis, characterization and
evaluation of deacetylated xanthan derivatives as new excipients in the formulation of chitosan-based
polyelectrolytes for the sustained release of tramadol. Saudi Pharmaceutical Journal, 2019, 27 (8),
pp. 1127 - 1137.

67.Enache I. M., Vasile A. M., Enachi E., Barbu V., Stanciuc N., Vizireanu C. Co-Microencapsulation of
Anthocyanins from Black Currant Extract and Lactic Acid Bacteria in Biopolymeric Matrices. Molecules, 2020,
25 (7), 1700.

68.Hernandez-Nava R., Lopez-Malo A., Palou E., Ramirez-Corona N. and Jiménez-Munguia M.T. Complex
Coacervation Between Gelatin and Chia Mucilage as an Alternative of Encapsulating Agents. Journal of Food
Science, 2019, 84 (6), pp. 1281 - 1287.

69.Dimova 0., Baerle A. Formation of Microcapsule’s Biopolymeric Shells: Electrochemical Aspects. Journal of
Engineering Science, 2018, 2 (1), pp. 90 - 94.

70.Mitchell G.R., Hiremath Ch., Heggannavar G. Biopolymers in Drug Delivery. Applications. In: Green Polymer
Composites Technology: Properties & Applications, Taylor & Francis, 2015, pp. 551 - 525.

71.Mujica-Alvarez J., Gil-Castell O., Barra P.A,, Ribes-Greus A., Bustos R., Faccini M., Matiacevich S. Encapsulation
of Vitamins A and E as Spray-Dried Additives for the Feed Industry, Molecules, 2020, 25 (6): 1357.

72.Benetti J.V.M.,, Nicoletti V.R. Carotenoid stability in spray dried microspheres based on soybean protein isolate
microgels. CIPCA 2020. VIlI-th International Conference of Food Proteins and Colloids. At: Campinas/SP -
Brazil. p. 1

73.Malacrida CA,, Ferreira S, Cireli Zuanon L.A,, Nicoletti Telis V.R. Freeze-drying for microencapsulation of
turmeric oleoresin using modified starch and gelatin. Journal of Food Processing and Preservation, 2014, 39(6),
DOI:10.1111/jfpp.12402

74.Li J. The Use of Starch-Based Materials for Microencapsulation. In: eds. Gaonkar A.G., Vasisht N., Khare AR,
Sobel R. Microencapsulation in the Food Industry. Academic Press, 2014, pp. 195 - 210.

75.Gamboa-Carballo JJ., Rana V.K., Levalois-Gritzmacher J.,, Gaspard S., Jauregui-Haza U. Structures and
stabilities of naturally occurring cyclodextrins: a theoretical study of symmetrical conformers, Journal of
Molecular Modeling, 2017, 23 (11): 318.

76.De Souza I.A, Orsi D.C., Gomes Al., Lunardi C.N. Enzymatic hydrolysis of starch into sugars is influenced by
microgel assembly. Biotechnology Reports, 2019, 22 : e00342.

77.Jeyakumari A., Zynudheen A A., Parvathy U. Microencapsulation of bioactive food ingredients and controlled
release-a review. MOJ Food Processing & Technology, 2016, 2 (6), pp. 214 — 224.

78.Li Y.O., Dueik Gonzalez V.P., Diosady L.L. Microencapsulation of Vitamins, Minerals, and Nutraceuticals for
Food Applications. In: eds. Gaonkar A.G., Vasisht N., Khare AR., Sobel R. Microencapsulation in the Food
Industry. Academic Press, 2014, pp. 501 - 522.

79.Callegari M.A,, Novais AK., Oliveira E.R., Dias C.P., Schmoller D.L., Pereira J.M., Nagi J.G., Alves J.B., Silva C.A.
Microencapsulated acids associated with essential oils and acid salts for piglets in the nursery phase. Semina
Ciéncias Agrdrias, 2016, 37 (4), pp. 2193 - 2208.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)


https://www.researchgate.net/deref/http%3A%2F%2Fdx.doi.org%2F10.1111%2Fjfpp.12402?_sg%5B0%5D=7tsj_W-T-D2DLHXNRYKbaHnI85SNxG5BCrGnj7JuTeYZpxzKqm60Jn95cLYN-M6HtKL8zFbkjkds_N7m1TDZnTMA4g.UwlfE4L_W52FwDDVmV7IQ1ZhrLbPfgXMIkKxczPIl_W-G0FD1BdJCWhuJc3ao7P7SWOvvRxADHsriGRKpVDE5Q

Microencapsulation of functional components in the food technology: partially optimistic view 157

80.Zorzenon M., Hodas F., Milani P., Formigoni M., Dacome A., Monteiro A., Costa C., Costa S. Microencapsulation
by Spray-drying of Stevia Fraction with Antidiabetics Effects. Chemical Engineering Transactions, 2019, 75,
pp. 307 - 312.

81.Favaro-Trindade C.S., Rocha-Selmi G.A., Dos Santos M.G. Microencapsulation of Sweeteners. In: ed. Sagis
L.M.C. Microencapsulation and Microspheres for Food Applications. Academic Press, 2015, pp. 333 - 349.

82.Sanjay Ch,, Jasjeet K., Sandeep K. Liposome Entrapment of Bacteriophages Improves Wound Healing in a
Diabetic Mouse MRSA Infection. Frontiers in Microbiology, 2018, 9, p. 561.

83.Pacheco C,, Gonzalez E. Paz R., Parada J. Retention and pre-colon bio accessibility of oleuropein in starchy
food matrices, and the effect of microencapsulation by using inulin. Journal of Functional Foods, 2018, 41,
pp. 112 - 117.

84.Bortoloti Fernandes T.A., Emerson J.V. Sakanaka L.S., Ueno C.T. Development of immunoglobulin-Y antibody
encapsulation process for maintenance viability. In: eds. OLIVEIRA A.F., SHIRAI M.A. Topics in Food Science
and Technology: Results of Academic Research. 2020, 5, pp. 115 - 134. - in Portuguese

85.Sturza R., Verejan A,, Subotin lu., Haritonov S., Munteanu D., Covaci E. et al. Applied Chemistry for Engineers.
Chisindu, Tehnica-UTM, 2021, 356p. - in Romanian

86.Baerle A., Tatarov P., Dimova O., Cojohari C. Process for microencapsulation of food and cosmetic oil
compositions. Patent MD-557, BOPI 2012-11-30, p. 32 - 33.

87.Correa R., Colucci G., Noureddine H., Pinto J., Santamaria-Echart A., Monte Blanco S., Fernandes I, Barreiro M.
Development of Chitosan Microspheres through a Green Dual Crosslinking Strategy Based on
Tripolyphosphate and Vanillin. Molecules, 2021, 26, 2325.

88.Kawazoe Sato A.C., Zagatto Polastro M., De Figueiredo Furtado G., Lopes Cunha R. Gelled Double-Layered
Emulsions for Protection of Flaxseed Oil. Food Biophysics, 2018, 13, pp. 316 - 323.

89.Ladha-Sabur A,, Bakalis S., Fryer P.J., Lopez-Quiroga E. Mapping energy consumption in food manufacturing.
Trends in Food Science & Technology, 2019, 86, pp. 270 - 280.

90.Monforti-Ferrario F., Dallemand J., Pinedo Pascua I., Motola V., Banja M., Scarlat N. et al. Energy use in the
EU food sector: State of play and opportunities for improvement. EUR 27247. Publications Office of the
European Union, 2015, JRC96121.

91.Schroen K., Berton-Carabin C, Renard D., Marquis M., Boire A., Cochereau R., Amine C., Marze S. Droplet
Microfluidics for Food and Nutrition Applications. Micromachines, 2021, 12 (8), 863.

92.Vallejo R., Gonzales-Valdivieso J., Santos M., Rodriguez-Rojo S., Arias FJ. Production of elastin-like
recombinamer-based nanoparticles for docetaxel encapsulation and use as smart drug-delivery systems
using a supercritical anti-solvent process. Journal of Industrial and Engineering Chemistry, 2021, 93,
pp. 361 - 374.

93.Ghaffarian R., Herrero E.P., OH, H., Raghavan S.R., Muro S. Chitosan-Alginate Microcapsules Provide Gastric
Protection and Intestinal Release of ICAM-1-Targeting Nanocarriers, Enabling Gl Targeting In Vivo. Advanced
Functional Materials, 2016, 26 (20), pp. 3382 - 3393.

94.Dimova O. Behavior of microcapsules containing w3- and w6- polyunsaturated acids from walnut oil in the
model of digestive tract environment. Journal of Food and Packaging Science, Technique and Technologies,
2016, 9, pp. 44 - 48.

95.Silva J., Munari Benetti J., Alexandrino T., Assis O., De Ruiter J., Schroén K., Nicoletti V. Whey Protein Isolate
Microgel Properties Tuned by Crosslinking with Organic Acids to Achieve Stabilization of Pickering
Emulsions. Foods, 2021, 10 (6), 1296.

96. https://www.dpmms.cam.ac.uk/~wtg10/cubic.html - accessed 10.07.2021.

97.Dimova 0.V, Baerle AV.,, Tatarov P.G., Kiritsa E.N. Fortification of fermented milk products with
microencapsulated beta-carotene - Dairy Industry, 2013, 9, pp. 42 - 43. - in Russian.

98.Pateiro M., Gdbmez B., Munekata P.E.S., Barba F.J., Putnik P., Kovacevi¢ D.B., Lorenzo J.M. Nanoencapsulation
of Promising Bioactive Compounds to Improve Their Absorption, Stability, Functionality and the Appearance
of the Final Food Products. Molecules, 2021, 26, 1547.

99.Trojanowska A., Nogalska A., Valls R.G.,, Giamberini M., Tylkowski B. Technological solutions for
encapsulation. Physical Sciences Reviews, 2017, 2 (9), 20170020.

100. Radu O. Baerle A, Tatarov P., Popescu L. Factors, that determine the shelf life of a butter-like spread, based
on walnut oil. Journal of Engineering Science, 2019, XXVI (3), pp. 119 - 124.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



Journal of Engineering Science Vol. XXVIII, no. 3 (2021), pp. 158 - 174
Fascicle Food Engineering ISSN 2587-3474
Topic Food Technologies and Food Processes elSSN 2587-3482

https://doi.org/10.52326/jes.utm.2021.28(3).13 —— L%

CZU 637.146.34:634.7

THE ROLE OF BERRIES IN QUALITY AND SAFETY ENSURING OF GOAT'S AND
COW'S MILK YOGHURT

Tatiana Cusmenco*®, ORCID ID: 0000-0001-6628-0752,
Elisaveta Sandulachi, ORCID ID: 0000-0003-3017-9008,
Viorica Bulgaru, ORCID ID: 0000-0002-1921-2009,
Artur Macari, ORCID ID: 0000-0003-4163-3771

Technical University of Moldova, 168 Stefan cel Mare blvd., Chisinau, Republic of Moldova
*Corresponding author: Tatiana Cusmenco, tatiana.cusmenco@sa.utm.md

Received: 06. 27. 2021
Accepted: 08. 25. 2021

Abstract. The yogurt was obtained from a combination of 50% goat's milk and 50% cow's
milk with the inclusion of scald fruits of aronia (Aronia melanocarpa), raspberries (Rubus
idaeus), strawberry (Fragaria xanassa). Physico-chemical and microbiological indices were
determined, according to standard methods, after manufacture and storage, after 1, 5, 10, 15
days. Compared to other samples, yogurt with aronia showed the best values of the dynamics
specific to the development of microorganisms: 2.93.107 cfu/ml; the growth rate of lactic acid
bacteria at fermentation 0.95 p; physico-chemical indices: titratable acidity 85 *# 0.078°T, pH
4.28 £ 0.002, water activity 0.875 * 0.025; total dry matter 18.45 + 0.31%, viscosity 2500 *
0.023 mPa s, ash content 0.89 # 0.10% and the optical density 2.531 * 0.054 nm. Yeasts and
molds were not detected in any of the samples. From a physico-chemical point of view, in
storage, in all fruit yogurt samples the titratable acidity showed increasing values, pH
remaining in the range of permissible values. In storage fruits formed an association to
control the microbiological risk and stability of yogurt. Fruit yogurt shows a synergism with
Streptococcus thermophilus, Lactobacillus delbrueckii subsp. bulgaricus, Lactococcus lactis subsp
lactis biovar diacetilactis. The overall Pearson coefficient (Pc = f(pH and MC) for all fruit yogurt
samples is -0.95066.

Keywords: fermentation, growth curve, lactic acid, lactic acid bacteria, metabolic process, microbial
counts (MC), starter culture, synergism.

Introduction

Nutritionists call yogurt a food product that has a high nutritional value, especially due
to its low lactose content and high calcium content, as well as positive bioactive effects, due
to prebiotic ingredients and probiotic bacteria contained [1].

Yogurt is obtained by lactic acid fermentation of milk under the action of lactic acid
bacteria, which has a significant impact on health because in the fermentation process
bioactive peptides are released [2].
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Consumption of yogurt reduces blood cholesterol levels [3], has an antihypertensive
and protective effect on the bone system [4]. The balance of lactic acid bacteria contained in
yogurt are important in maintaining intestinal health and could help protect against cancer
and coronary heart disease [5]. Yogurt has higher antioxidant properties compared to milk,
by releasing biopeptides that monitor the hydrolysis of a-casein, a-lactalbumin and B-
lactoglobulin [6].

The fermentation process helps to break down large organic molecules into simpler
ones by the action of microorganisms [7, 8] and obtaining a safer yogurt [9, 10]. The activity
of microorganisms plays a significant role in fermentation, showing changes in
physicochemical properties [11]. Fermenting microorganisms are the main factors influencing
the quality of yogurt [12]. Lactic bacteria are the dominant microbiota, responsible for the
beneficial effects of yogurt [13, 14].

In order to extend the shelf life of yoghurt [15] and to give it a more pleasant taste
[16], various stabilizers, preservatives and synthetic flavors are added to its composition,
which often affect human health and inhibit the nutritional properties of yoghurt [17]. The
use of berries (aronia, raspberry and strawberry) could be a healthy alternative to replacing
synthetic products as preservatives. At the same time, the chemical composition of the fruits
[18, 19, 20] has a direct impact on the quality of the yogurt-finished product [21, 22].

Current research has been made in search of a bactericidal substance and the lactic
acid production for a potential bio-preservative. The proteins present in milk act as
antimicrobial peptides precursors, improving the natural defense capacity by eliminating
pathogenic microorganisms. The study demonstrates the possibility of using berries in yogurt
as natural preservatives, as they can inhibit the growth of pathogenic bacteria by using
biologically active substances as components for decomposition and oxidation reactions.

The aim of the research is to evaluate the physico-chemical and microbiological
characteristics of goat's and cow's milk yogurt with berries. In order to achieve the goal, the
following objectives were proposed:

1. Research on the physico-chemical indices of yogurt with selected cultures of Lactobacillus
lactis and Streptococcus thermophilus during fermentation and during its storage.

2. Study of the scald berries addition influence on the quality of the fermentation process and
the samples storage time investigated by microbiological aspects.

Materials and methods

Materials

Preparation of fruits pulp

The fruit puree was obtained according to the following manufacture stages: sorting by

removing non-conforming fruits and inedible parts, washing by removing all impurities,
drying, cutting, heating the pulp of hard fruits, and passing through a sieve to remove inedible
parts, mixing until a homogeneous mass, heating at 95-98°C for 5 minutes, immediately
pouring the fruit puree into sterile containers, cooling the packaged product, storing.

Preparation of fruit yogurt

To prepare fermented yogurt the goat and cow milk sample was received from the local
farm. Before fermentation, the goat's milk was pasteurized at 85°C for 10 minutes and cow’s
milk was pasteurized at 95°C for 15 minutes after which it was cooled to the inoculation
temperature 42 °C. For the yogurt manufacture the Lyofast YAB 205 starter culture was used
for inoculation. Inoculation was done by direct inoculation of the culture in the required
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amount of milk calculated depending on the milk volume. The contents were mixed for 5
minutes with sterile blender for better dispersion of the culture in the medium. In the
inoculated milk mixture, the fruit puree was added, then transferred to the fermentation
chamber for 6 hours. The end of the coagulation process was determined by the pH value and
coagulum firmness. When the fermentation process was completed, all samples were taken
to the refrigerator for storage at a temperature of 4 £ 2 ° C until the next control
measurement.
The yogurt assortment obtained is presented in table 1:

Table 1
Notify the probe

Si(r)ndpele Sample description

P1 50% goat's milk + 50% cow's milk, control sample

P2 45% goat's milk + 45% cow's milk + 10% aronia.

P3 45% goat's milk + 45% cow's milk + 10% raspberries.

P4 45% goat's milk + 45% cow's milk + 10% strawberry.
Si:)ndpele Sample description

P1 goat's milk and cow's milk (50%:50%), control sample

P2 goat's milk and cow's milk (45%:45%) + 10% aronia.

P3 goat's milk and cow's milk (45%:45%) + 10% raspberries.

P4 goat's milk and cow's milk (45%:45%) + 10% strawberry.

Method

Physico-chemical methods

Titratable acidity determination consists in the neutralization of acidic substances in milk
with 0.1 n NaOH (KOH) solution and phenolphthalein as indicator [23]. The calculation
formula is:

Acidity (°T) = 10V (1)

whereV- is the volume of 0.1 N NaOH used in the titration.

Active acidity determination consists in determining the milk pH value using glass electrodes
[23].

Water activity. To determine the activity of the water was used LabSwift, it is a portable
equipment of high precision, designed by Novasin to measure the activity of the product.
Novasin combines modern technology, speed and measurement accuracy. With an SD card
for data storage [24].

Total dry matter content. Standard method of oven drying at 102:2°c until a constant mass of
the dry residue is obtained [25].

Viscosity was determined using the "Brookfield DV - IlI" rheometer, with indicator no. 04, 250
rotations / min, data were read after 30 seconds of rotations [26].

Ash content was determined by the direct heating method (standard method), [27]. The ash
content was calculated according to the formula.

% Ash = 2= x 100 )

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



T. Cusmenco, E. Sandulachi, V. Bulgaru, A. Macari 161

where: X = weight of the empty crucible;
Y = crucible weight + sample;
Z = crucible weight + ash.
Determination of the total protein content. The total protein contents of the were measured
using the Kjeldahl method [28].

Microbiological methods.

Growth rate of lactic acid bacteria The methodology is based on the work of Lambert and
others [29, 30]. The most common way to assess microbial growth in solution is the
measurement of the optical density at 600 nm, or short ODeoo. The method is described
according [31 - 34].

To monitor the development of bacterial cells in the fermentation medium, a
colorimetric determination is made on a Heidolf spectrophotometer (A = 600 mm) after prior
dilution with distilled water. For this purpose, 1 ml of homogeneous fermentation medium is
diluted with 9 ml of distilled water, shaken and the extinction is read on a spectrophotometer
in a 1 cm cuvette from the control represented by distilled water. The optical density is
calculated according to the following formula:

DO = Aggp X 10, (3)

where: Asoo — extinction cited at 600 nm;

10 - sample dilution.

It is noted that during the fermentation process other dilutions may be used,
depending on the growth capacity, in order to be able to perform the measurements [32].
Monitoring of growth. The growth of lactobacilli was studied twice by measuring optical
density (OD) at A = 600 nm and pH value. The method is described according [35] and the
formula:

In X—-InX,
= TO’ (4)
where: X — optical density in the end of the exponential growth phase,

Xo — optical density in the beginning of the exponential growth phase,

At — the time interval between observations

Determination of lactic acid by titration. The amount of lactic acid was calculated depending
on the amount of NaOH used to determine the acidity, taking into account that 1 mlL of 0.1 N
NaOH corresponds to 0.009008g lactic acid [36].

Determination of the total number of microorganisms. The method is described
according [37].

Determination of the number of yeasts and molds. AOAC Official Method 2014.05
Enumeration of Yeast and Mold in Food. 2015 AOAC INTERNATIONAL [38].

Determination of lactic acid bacteria using d eManRogosa Sharpe (MRS) agar. The lactic acid
bacteria (LAB) in the yogurt were determined using deMan Rogosa Sharpe (MRS) Agar as
described by Oxoid Manual [32] and the formula:

Cru/m1 = average count X diluation factor (DF), (5)
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Statistical analysis. The analysis of the variance of the results was performed by applying the
Student test and the version of the Microsoft Office Excel 2010 program. All tests were
performed in triplicate. Experimental results are expressed as mean * SD.

Results and discussions

The technology of making yogurt, used in research, is based on the addition of the
selected culture, consisting of two lactic acid bacteria: Streptococcus thermophilus and
Lactobacillus bulgaricus in a ratio of 1: 1 [39]. The inoculum was used in the form of a mixed
culture, which has biotechnological properties corresponding to obtaining a quality yogurt.
By using pure culture, a double effect was obtained - technological and hygienic. The
technological effect consists in the fact that by the optimal concentration of specific
microorganisms in milk the desired acidity and curd for yogurt was obtained. The hygienic
effect was manifested by the creation of a favourable microflora dominance over resistant
milk contaminants and in the yogurt manufacturing process contaminants.

The evolution of milk fermentation to obtain fruit yogurt

Milk fermentation is one of the most important phases of the yogurt manufacturing
process that depends on creating the right conditions (temperature, time) for the
development the specific microflora and plays an essential role in the transformation of milk
into yogurt [40]. Lactobacillus bulgaricus has a strong tolerance to oxygen, so the lack of
oxygen or the presence of oxygen in small quantities leads to its slow growth. Streptococcus
thermophilus, being an active lactic acid producer, quickly performs the fermentation process
at the optimum growth temperature (40 - 42°C) [41].

During fermentation, the fruit yogurt samples pH was determined at certain time
periods (initially, 2, 4, 6 hours), in order to follow the evolution of the fermentation process.
The addition influence of aronia, raspberry and strawberry fruits on the yoghurt fermentation
process was evaluated, indicating different pH values depending on the type of fruit added.
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Figure 1. Fermentation time of yogurt samples, h.

From the data presented in figure 1, a specific dynamics of the microorganisms
development according to the growth curve is observed. At the stopping time of the
fermentation process, the pH value indicates results that the process is finished, the number
of lactic microorganisms is at the peak of development, because they consume lactose as an
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energy source, and as a result the pH value decreases. The results obtained for the yogurt
samples during fermentation varied in each sample, P2 (5.31 + 0.002 - 4.28 £ 0.003), P3 (5.27
+ 0.003 - 4.25 £ 0.001), and P4 (5, 19 # 0.002 - 4.27 = 0.003) relative to P1 (5.63 * 0.003 -
4.38 £ 0.002).

Due to its complex chemical composition [42], goat's or cow's milk [43] used in the
yogurt manufacture is an excellent environment for the development of many
microorganisms, lactic acid bacteria having favorable conditions. Goat's milk compared to
cow's milk, in addition to a rich nutritional value, has better antimicrobial properties to
pathogenic microorganisms. The antimicrobial properties of goat's milk are exerted by the
lactoperoxidase system, which acts as a magnet for iron ions, thus depriving food pathogenic
bacteria [44].
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Figure 2. The growth curve of lactic acid bacteria in yogurt.

During fermentation the number of microorganisms increased exponentially and
reached a maximum number at 6 hours (figure 2). The results obtained for P2 constitute 0.65
-107-2.93 - 107 in relation to the control sample P1-0.20 - 107 - 2.11 - 107, P3 has values of
0.51-107- 2.65 - 107, and P4 values of 0.39 - 107 - 2.99 - 10’. These results can be explained
by the fact that the production of hydrogen peroxide by Lactobacillus bulgaricus partially
damaged Streptococcus thermophilus cells and by the symbiotic relationship of Lactobacillus
bulgaricus and Streptococcus thermophilus stimulates the increase in the number of lactic acid
bacteria [45].

Accumulation of lactic acid bacteria in fruit yogurt

The yield of lactic acid production is the main indicator of the starter cultures activity,
which is dependent on the biotechnological properties, but also on the physico-chemical and
biological conditions [46]. The lactic acid accumulation reduces the ionization of the acidic
functions of casein. The caseins average isoelectric point leads to the neutralization of
electric charges, the sequestering power of as and B caseins against minerals decreases and
the solubilisation of calcium and micellar phosphate takes place [47].

The difference in the lactic acid bacteria growth rate in the researched samples is
probably due to the fact that the addition of berries constitutes an improvement of the
bacterial growth medium. It was found that, in the control sample, the growth rate of lactic
acid bacteria during the fermentation period for 6 h was P1 - 0.83 p and for P2 - 0.95 p, P3 -
0.93 u, respectively P4 - 0,90 p.
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Table 2
Accumulation of lactic acid bacteria in fruit yogurt
Fermentation
time /
Evaluated P1 P2 P3 P4
parameters
Initial (Oh)
Lactic acid
quantity, 2.53%0.02 3.36x0.02 2.79%0.03 2.49%0.02
g.dm?
Aopt, Asoonm 0.084+0.007 0.058+0.005 0.047%0.006 0.092%0.005
2h
Lactic acid
quantity, 14.13%£0.03 16.90%+0.02 15.12+0.03 14.60%£0.01
g.dm?
Aopt, }\600nm
0.161%+0.007 0.215%0.005 0.175%+0.003 0.136%0.006
Growth. 0.21 0.35 0.29 0.30
monitoring, Y
4h
Lactic acid
quantity, 35.15%0.02 37.56%0.01 36.85%0.02 35.86%0.03
g.dm?
Aopt, Asoonm 0.450+0.035 0.821+0.031 0.758+0.030 0.652%0.032
Growth. 0.51 0.78 0.76 0.72
monitoring, u
6h
Lactic acid
quantity, 68.18+0.02 81.56%0.03 80.94£0.02 79.64%0.02
g.dm?
Aopt, Asoonm 0.961+0.025 1.526%0.028 1.428%0.030 1.400£0.026
Growth. 0.83 0.95 0.93 0.90
monitoring, u

This share that lactic acid bacteria growth is due to both: the relevant berries chemical

composition and the pH reduction of the fermentation medium [48, 49].

The Pearson correlation [50] between the pH and the lactic acid bacteria growth in
the fermentation process in the classic yogurt samples and with the berries addition was

calculated.

A high correlation was found - close relationship between variables, inversely

proportional, because the values were obtained negative.
The results are presented in Table 3 and Figure 3.
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Table 3
Pearson correlation between fruit yogurt fermentation parameters
Fermentatio P1 P2 P3 P4
n time, h MC-10/ pH MC-10/ pH MC-10” | pH MC-107 pH
0 (initial) 0.2 5.63 0.65 5.41 0.51 5.27 0.39 5.19
2 0.9 5.28 1.45 5.05 1.2 4.92 1.2 4.81
4 1.6 4.75 2.15 4.55 2 4.41 1.85 4.41
6 2.31 4.38 2.85 4.27 2.79 4.27 2.79 4.27
Pearson
coefficient -0.99672 -0.99436 -0.9782 -0.96873
Pc = f(pH and
M()
General Pearson coefficient for all fruit yogurt samples
-0.95066
*Microbial counts (x107 CFU/ml)
3
s
2.5 ~ y = -1,8409 + 10,397
* R2 =0,9038
. I S
w15 *
8 ®» o
1
0,5 < e
0 \\’
4 4,2 4,4 4,6 4,8 5 52 5,4 56 58
pH

Figure 3. The interdependence between pH and the lactic acid bacteria number in
fruit yogurt.

Analysis of the fruit yogurt physico-chemical indices.

In this research were studied the fruit yogurt physico-chemical indices. Measuring the
yogurt titratable acidity (°T) is a valuable determining practice that must correlate with the
additions introduced [51]. The added scald fruits had a great impact on the acidity values.
Higher values were obtained for P3 - 98 £ 0.082 °T for P4 - 91 * 0.079 °T and lower acidity
for P2 - 85 £ 0.078 °T, as fruits contain more acid than milk, compared to P1 - 75 £ 0.080 °T
(control sample). After fermentation, the maximum pH value was detected in P2 - 4.28 *
0.002, this pH may be caused by the buffering action of higher proteins and minerals present
in yogurt. The lower value was obtained for sample P4 - 4.27 = 0.003 and P3 - 4.25 £ 0.002,
possibly determined by the metabolic activity that persists during refrigeration [52],
responsible for this decrease in yogurt pH values. The pH of sample P1 is 4.30 = 0.003 which
fits perfectly into the usual pH range of classic yogurt after fermentation (4.0-4.4).

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



166 The role of berries in quality and safety ensuring of goat's and cow's milk yoghurt

The amount of water available to microorganisms is characterized by a.. The water
activity (aw) measurement forms the product basis and provides information on the
microorganisms growing possibility or on the product. As the water activity value is between
0.8 - 1, then we have a perishable product with a risk of rapid microorganisms development.
The water activity differs in each sample, respectively showing the following values: P2
(0.875 + 0.025), P3 (0.873 *# 0.028) and P4 (0.872 £ 0.023) compared to P1 (0.869 + 0.021).
The results obtained are due to the potential acting as a solvent and participating in chemical
/ biochemical reactions and the microorganisms growth [53].

Table 4
Physico-chemical indices of fruit yogurt
. Yogurt Samples
Indices P1 P2 P3 P4
Titrable acidity, °T 75%0,080 85%0,078 98+0,082 910,079
pH 430%0,003 | 4.28+0,002 4.25%0,002 4.27%0,03
Aw 0.869+0,021 | 0.875%0,025 | 0.8730,028 0.872+0,023
+
I/otal drymatter, | 17.5720,22 | 14 454031 18.28+0,26 18.11+0,28
Viscozity, mPa-s 1250+0,027 2500£0,023 1906%0,022 1829+0,026
Ash content, % 0.65%0,12 0.89%0,10 0.79+0,12 0.69+0,10
Protein content, % | 3.98%0.052 3.96%0.05 3.94+0.04 3.93%0,04

Total dry matter plays a significant role in developing the desired yogurt consistency.
There were differences in the total solids content of the yogurt samples. The highest value
was recorded in the case of sample P2 (18.45 * 0.31%). This result indicated that dry matter
increased compared to classic yogurt (17.57 = 0.22%) with the addition of scald aronia fruit,
and casein was in the isoelectric state in which the activity of water particles decreased, not
affecting the hydrolysis effectiveness [54]. For the sample P3 and P4 were obtained 18.28
0.26% and 18.11 £ 0.28% respectively.

Different technological factors influence the rheological properties of yogurt, such as:
heat treatment of milk, incubation temperature, the type of culture used and the cooling
process. The structure of yogurt gel is a proteins network formed during acid gelation [55].
The gel formation during the yogurt manufacture occurred due to the unstable casein
complex that coagulated easily [56]. The viscosity of all fruit yogurt samples showed
satisfactory values. Sample P2 recorded the highest values 2500 *# 0.023 mPa-s, because it
has a firmer and well-formed curd than the other samples, due to the higher total dry matter
content and the increase of the consistency index, process explained by the ratio of casein
fractions to the ratio of casein: serum protein in raw materials. This confirms that the aronia
addition contributes more to the whey retention in the gel structure and to the stable gel
formation over time as a result of its arrangement in the protein network [57]. As a result of
these findings, sample P3 indicates values of 1906 * 0.022 mPa-s, sample P4 values of 1829
% (0.026 mPa-s compared to values of sample P1 - 1250 £ 0.027 mPa-s.

Mineral salts have a high nutritional value and have an important influence in the
technological processes where the milk coagulation phases take place. The addition of scald
aronia, raspberry and strawberry has led to an increase in the yoghurt ash content [58]. The
ash content changed in each sample, maximum values were obtained for P2 - 0.89 * 0.10%
and lower values for P3 - 0.79 £0.12%, P4 - 0.69 =0, 10% in relation to P1 - 0.65 = 0.12%.
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Protein [59] plays a key role in the yogurt nutritional and technological value. The
values obtained for the protein content in yogurt samples were slightly influenced by the
addition of scald fruit (Table 3).

Microbiological indices analysis of fruit yogurt

Yogurt production raises a large number of questions for microbiological safety
technologies: how to prevent contamination with microorganisms, what to do with
microorganisms that cannot be eliminated by various processing operations, how to preserve
taste, texture and ensure durability of acceptable validity. In most "problematic” cases these
are yeasts, fungi, heterofermentative lactobacilli [60].

Yeast [61] and mold [62] are agents of yogurt microbial spoilage. They may be present
in yoghurt due to contamination during manufaturing, including added prepared fruit, from
packaging materials. Overall, yogurt should contain 107 cfu / ml of viable bacteria [63].

Table 5
Microbiological indices of fruit yogurt
P1 P2 P3 P4
MC, ufc/ml-107 2,11+ 0.17 2,93+ 0.30 2,65+ 0.25 2,39+ 0.28
Yeast, ufc/1 g, max Absent Absent Absent Absent
Mold, ufc/1 g, max Absent Absent Absent Absent

Previous research [64 - 67], indicates that aronia, raspberry and strawberry have
bactericidal and bacteriostatic effects on pathogenic and conditionally pathogenic
microorganisms such as: Salmonella, L monocytogenes, E. coli, Klebsiella, Bacillus sp. From the
data presented in table 4 it results that the berries form a synergism in the control of the
microbiological risk and the stability of the yogurt in storage.

The results of research [68] showed that the combined use of lactic acid bacteria with
the berries addition had a synergistic effect, as expected, on the risk posed by Bacillus bacteria
in food. Aronia was the most effective natural preservative, from the tested fruits, to prevent
the damage of yogurt from cow’s and goat’s milk by Bacillus.

The effect of storage on the fruit yogurt physico-chemical indices

Titratable acidity

Titratable acidity describes the freshness of the yogurt, especially during storage. Milk
acidification leads to the destruction of the internal structure of casein mycelium due to the
solubilization of k-casein. During storage, due to the upward fermentation process, the
titratable acidity of fruit yogurt increases (figure 4). During the yogurt samples storage, the
following data were recorded (minimum and maximum): 75 # 0.080 - 82 # 0.085 °T for P1, 85
+0.078 - 92 £0.080 °T for P2, 98 £ 0.082 - 105 + 0.083 °T P3 and 91 £ 0.079 - 100 £ 0.081 °
T P4. These results indicate that yogurt is a favorable environment for the lactic acid bacteria
development [69]. The aronia, strawberry and raspberry fruits introduced in yogurt have a
high acidity, thus leading to an increase in titratable acidity compared to the control sample
but maintaining it in the range of permissible values according to [70].
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Figure 4. The evolution of the fruit yogurt  Figure 5. The evolution of the fruit yogurt
titratable acidity on stored. pH on stored.

pH

The role of pH monitoring in the yogurt manufacture is crucial. PH measurement is
considered a sensitive tool to detect changes in the yogurt active acidity. Some technological
stages (heat treatment, fermentation, cooling) have a major influence in the finished product
pH values during storage. Refrigeration temperature is responsible for lowering the fruit
yogurt samples pH during storage. Analyzing the results presented in Figure 5, we observe
differences in the pH values of fruit yogurt and the classic one after the first storage day.
Initial pH values in yogurt samples vary, 4.28 £ 0.002 for P2, 4.27 * 0.003 for P4, 4.25 + 0.002
for P3 front of 4.30 = 0.03 at P1. The change in pH during storage showed slightly decreasing
values within 1 day 4.28 + 0.002 and on day 15 4.22 £ 0.004 in P2, at sample P3 in 1 day the
pH indicates results of 4.25 + 0.002 and on the 15th day 4.19 *# 0.003, at sample P4 in 1 day
the pH indicates values of 4.27 + 0.003 and at 15 days 4.20 * 0.004 compared to sample P1
with values on 1 day 4.30 £ 0.002 and on the 15th day 4.24 £ 0.003. Similar results, decreased
pH values and increased titratable acidity values for yogurt samples during storage were also
obtained by [71, 72, 73].

Lactic acid

In the mixed culture, between the lactic bacteria, cooperation relations are established
that positively influence the growth of the other [74]. The production of lactic acid by
Lactobacillus bulgaricus is stimulated at low concentrations of formic acid produced by
Streptococcus thermophilus in the absence of oxygen and CO, released by fermentation [75].
Streptococci grow faster and are responsible for acidity while lactobacilli add flavour mainly
due to the formation of acetic aldehyde. Through their activity, lactobacilli that have peptidase
activity produce nitrogen compounds, assimilable for streptococci, which explains the
synergistic relationship between streptococci and lactobacilli in the yogurt manufacture [76].

Optical density (A, nm) is one of the important physico-chemical methods for
evaluating the microorganism'’s growth and development. In the goat's milk nutrient medium
[77] all strains are characterized by higher acidification rate - 4.4-7.7 hours, compared to
cow's milk medium [78] - 4.6-9.3 hours.
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Table 6
Indicators of fruit yogurt lactic fermentation
; Titrable acidity , ; ;
o Toe M o Laicaag P

1 75%0.080 4.30+0.002 0.02167%0.025 1.146%0.058
P1 5 78%0.083 4.28+0.003 0.02908%0.026 1.232%0.055
10 80+0.081 4.26*0.002 0.03569£0.023 1.331+0.052
15 82%0.085 4.24%+0.003 0.04980+0.027 1.466%0.053
1 85%0.078 4.28+0.002 0.09782%0.027 2.531+0.054
P2 5 87+0.081 4.26*0.004 0.10719%0.025 2.613%0.055
10 88+0.083 4.24%0.003 0.11563%0.031 2.873%0.053
15 92+0.080 4.22+0.004 0.12250%0.028 2.922+0.056
1 98+0.082 4.25%0.003 0.08855%0.028 2.241%0.056
P3 5 100£0.084 4.23%0.002 0.10599%0.025 2.519%0.059
10 102+0.081 4.23%0.003 0.10989%0.028 2.765%0.057
15 105+0.083 4.21+0.003 0.11512+0.026 2.868%0.051
1 91+0.079 4.27+0.003 0.06215%0.028 2.162%0.058
P4 5 94+0.082 4.24+0.004 0.07656%0.029 2.391+0.053
10 97+0.083 4.22+0.002 0.09818%0.025 2.692%0.055
15 100£0.081 4.20%0.004 0.10008%0.026 2.754%0.055

According to the data recorded in Table 6, it is observed that the amount of lactic acid
increased during the fruit yogurt storage period. The initial values of lactic acid vary in each
sample. In the case of sample P2 the value obtained is 0.09782 % 0.027, for sample P3 is
0.08855 * 0.028, for sample P4 - 0.06215 = 0.028, compared to sample P1 0.02167 = 0.025.
The change in lactic acid during the storage period showed slightly decreasing values within
first day of 0.09782 £ 0.027 and on the 15th day of 0.12250 # 0.028 in P2, for sample P3in 1
day lactic acid indicates results of 0.08855 * 0.028 and on the 15th day of 0.11512 * 0.026,
for sample P4 in 1 day lactic acid indicates values of 0.06215 * 0.028 and at 15 days of
40.10008 %= 0.026 compared to P1 with values at 1 day of 0.02167 * 0.025 and on the 15th
day of 0.04980 * 0.027. As the number of microorganisms increased, yogurt optical density
increased in all samples. For sample P2 the results indicate values increasing at 1 day of
2,531 # 0.054 nm and to the 15th day of 2.922 * 0.056 nm, for P3 - 1 day of 2.241 + 0.056
nm to the 15th of 2.868 + 0.051 nm, for P4 - 1 day of 2,162 * 0.058 nm to al5th day of 2,754
% 0.055 nm, compared to P4 -1 day 1,146 £ 0.058 nm to the 15th day of 1,466 = 0.053 nm.
Therise in titratable acidity and the decline in pH was due to the activity of lactic acid bacteria
to produce energy [79] through the fermentation process and by breaking the substrate into
simpler components. At the same time, the intensive growth of bacteria did not lead to
excessive lactic acid accumulation, favorably influenced the physico-chemical parameters of
yogurt [80].

The effect of storage on the fruit yogurt microbiological quality
In the manufacture of yogurt, it is very important to facilitate the survival of the initial
bacteria [81]. The viability of beneficial bacteria depends on the availability of nutrients, the
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presence of growth promoters and / or inhibitors, sugar concentration, oxygen, incubation
temperature, fermentation time and storage temperature [82].
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Figure 6. Yogurt lactic bacteria variation in storage.

In a standard environment with fructose or sucrose there is a microorganism’s growth
inhibition in the mixed culture. Moreover, such an inhibition could be partly due to the
osmotic pressure and chemical composition of fruits containing fruit-oligo-saccharide
(FOZ) [83].

The results obtained for the variation of fruit yogurt lactic bacteria are satisfactory
during the storage period of 1 - 15 days at a temperature of 4 ° C and fall within the values
stipulated in the normative documents [84]. During storage the lactic acid bacteria number
increased, the values being between 2.93 - 107 £ 0.30 and 3.51 - 107 = 0.29 for sample P2,
between 2.65 - 107 £ 0.30 and 3.39 - 107 = 0.29 for sample P3, between 2.39 - 107 £ 0.30 and
3.17 - 107 £ 0.29 for sample P4 compared to sample P1 2.11 - 10’ £0.30 and 2.42 - 10’ £ 0.29.
Such results suggested that berries have a strong effect by modulating the survival capacity
of lactic acid bacteria, when simple sugars such as fructose and glucose were consumed
almost entirely during fermentation [85], aronia having the greatest barrier role, in which the
loss of lactic acid bacteria was the least reduced.

Conclusion

Based on the experimental study, it was shown that berries have a relevant composition
in biologically active substances, have antimicrobial properties and form a synergism with
starter culture in goat's and cow's milk yogurt with scald berries. The incorporation of aronia
is highlighted by the best results of physico-chemical and microbiological indices in the initial
phase and during storage period, compared to classic yogurt. The average Pearson correlation
(Pc = f(pH and MQ)) for the yogurt samples tested was -0.95066.
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Abstract. Three types of monofloral honey (rapeseed honey, buckwheat and lavender) from
the Republic of Moldova were analyzed. The results of the palynological analysis showed
that the samples had a dominant type of pollen (at least 45%). In the case of lavender
honey, the pollen of the plant Lavandula angustifolia is present in an average value of 74.83
% 0.3; in rapeseed honey - Brassica napus and for buckwheat honey -Fagopyrum esculentum
in average values as follows: 56.07 = 0.3 and 68.08 * 0.2% respectively. The study of the
content of biologically active substances showed that buckwheat honey is the richest in
polyphenols (9.00 # 0.11 mg gallic acid / kg) and carotenoids (4.24 * 0.57 mg BcarotE / kg),
and maximum content of flavonoids is in rapeseed honey (4.52 * 0.28 mg catechin / kq).
Thus, the obtained results confirm that the honey from the Republic of Moldova falls
within the limits recommended by the international regulation assuming adequate working
conditions, handling, collection and storage of honey by beekeepers from the Republic of
Moldova.

Keywords: honey, palynological analysis, physico-chemical properties, biologically active
substances.

Introduction

The importance of beekeeping

For many years, honey was the only sweetener available, being an important food for
Homo Sapiens since its inception [1], but the relationship between bees and human began in
the Stone Age. During the evolution of mankind, bee honey was a valuable food product. Very
often it was a commercial currency and had a high price. Some taxes could be paid with bee
honey [2]. There has always been a strong connection between humans and bees. This
relationship is largely based on the fact that 80% of the world's plants are pollinated by bees
[3]. Beekeeping is becoming a key occupation for generating additional income for rural
people, especially in developing countries [4]. It does not take a lot of capital to practice
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beekeeping. This form of activity has a low maintenance and generates good income in a
short period of time. [5, 6].

Beekeeping has the unique ability to contribute to the achievement of 15 of the 17
goals mentioned by the United Nations Sustainable Development Goals and among the most
important goals are: eradication, poverty and hunger, contributing to maintaining health and
a healthy lifestyle, achieving sustainable production and consumption systems, developing
entrepreneurship, gender equality and others [7].

Characteristic of the beekeeping sector in the Republic of Moldova

Agriculture is one of the vectors of image of the Republic of Moldova and is a strategic
sector of national importance, whose operation takes place under the social, climatic and
economic impact, but also other specific factors, which determine the uniqueness of this
sphere [8, 9].

In the context of its aspirations to become a member of the European Union, reforms
in the agri-food sector must comply with EU regulations, which will allow it to adapt to the
demands of international markets, especially in the field of food safety, security and
authenticity. In this context, the report entitled "Evaluation of the National Food Control
System of the Republic of Moldova [10] presented by the FAO [11] shows that in the agri-
food sector, it is necessary to strengthen relations between producers, processors, exporters,
representatives of academia and institutes. research to ensure the sustainability and
authentication of food.

Among the agricultural crops that provide bees with nectar and pollen are sunflower,
rapeseed and buckwheat, which are grown on large areas, so bees participate in their
pollination by influencing the quality and quantity of seeds obtained.

The surfaces of the fruit plantations from the agricultural enterprises and the peasant
households represent 44,323 ha, and for their pollination approximately 132,969 bee families
are necessary.

In the Republic of Moldova during the years 2008 - 2017 was reported a slight increase
in the number of bee families, their number ranging from 98.3 thousand in 2008 to 148.1
thousand pieces, in 2017, 1.51 times higher. Currently, over 5,250 apiaries have passports.

Honey on the market of the Republic of Moldova

The cost of producing one kilogram of honey in the Republic of Moldova depends
largely on the amount of honey obtained, which is closely related to climatic conditions and
is in the range of 1.65 - 1.80 US dollars in the case of a "normal” year.

According to a study conducted by the Organization for Investment Attraction and
Export Promotion of Moldova in 2012, the annual costs of operating a hive are around US $
58. The honey-commodity productivity of bee families is around 24 kg / season, being closely
dependent on the annual climatic conditions [12].

Compared to neighboring countries, the volume of exports to the European Union of
the Republic of Moldova is relatively small.

At the same time, the quality of local honey is high (especially the glucose / fructose
ratio), although its price is not highly competitive compared to the main competitors -
Ukraine, China and Argentina. Thus, for the Republic of Moldova the opportunity to access
the market is the sale of quality honey, including organic [13].
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Honey export from Republic of Moldova

Maximum 15% of the total volume of honey produced in the Republic of Moldova is
consumed locally. The main distribution channel consists of friends, neighbors and relatives
of beekeepers.

The price of honey sold to individuals is twice as high as the wholesale price offered
by large intermediaries. However, low wholesale prices as well as high production costs stop
investment in the honey production sector.

The remaining about 85% of production volume is currently exported. For our country,
the main market is that of the European Union, which assimilates over 90% of exported
honey, and in 2015 the ratio was 98%. The main destinations of local honey are Italy,
Germany, France, Slovakia, as well as some smaller, but still considerable markets such as
Romania, Poland, Denmark, etc. (Table 1) [14].

Tabel 1
Export of honey from the Republic of Moldova in tons and thousands of US dollars [9]
Destination 2016 2017 2018 2019
> E £ = E £ = E £ = E -
5° S£g:828 £4982 82 £s537 8§52 £87
ol % =z o § o ©o g o ©o % =)
Total 31603 8 5 140499 941235 117408 3 11 584,5
844,7 0105 888,9
Including EU countries:
Italy 632,5 1 867,7 26804 784,2 25235 9238 30556
887,0
Germany 5359 1 4453 11764 4248 1090,5 264,7 705,0
370,1
France 336,0 1 756,0 22055 546,0 1601,7 5250 16510
106,8
Slovakia 251,1 700,5 4689 1439,7 4718 1360,2 660,1 17949
Romania 822,5 2 1 3928,1 6199 1671,3 6459 18935
3049 490,9
Poland 46,9 122,2 1819 487,11 4427 1391,7 129,0 541,0
Danemark 60,3 140,4 - - - - - -
Austria 121,2 288,5 80,0 153,1 - - 21,0 55,5
Belgium 102,3 226,35 - - - - 21,0 53,2

Other countries of the world:

Macedonia 126,0 319,5 168,0 4171 252,0 604,6 63,0 151,3

The Republic of Moldova exported a record amount of honey worth $ 14.0 million in
2017. Exports increased from 245 tons in 2006 to 5010 tons in 2017. Honey is the only animal
product that is exported to the EU, as it meets import requirements from EU third countries
for products of animal origin. To achieve this, it is necessary to demonstrate that the country
has a "residue monitoring mechanism” established for the analysis of honey for residues of
antibiotics, sulphonamides, pesticides and heavy metals, as defined in the veterinary standard
on measures for the supervision and control of certain substances and their residues in live
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animals and their products, as well as of residues of veterinary medicinal products in products
of animal origin, approved by Government Decision no. 298/2011 (harmonized with the
provisions of Council Directive 96/23 / EC of 29 April 1996 on measures to monitor certain
substances and their residues in live animals and animal products (EU OJ of 23 May 1996, L
125, p. 10).

Adulteration and physico-chemical characteristics of honey

Adulteration of honey is generally a major concern of consumers but also of honest
producers. Honey adulteration has been a challenge for analysis for decades. Adulteration
has been used to increase economic benefits by adding honey or sugars at reduced prices
during production or processing. In addition, these food adulterants are often unique, so they
avoid being detected by routine tests [15]. In previous studies, various methods have been
used to test the authenticity of honey, such as near-infrared spectroscopy, anion exchange
chromatography coupled with pulsed amperometric detection [16], nuclear magnetic
resonance [17, 18] high performance liquid chromatography [19, 20] Fourier transform
infrared spectroscopy [21] and the 13C/ 12C isotope ratio analysis method [22, 23].

The composition of bee honey represents is a natural, very complex mixture
containing various chemical compounds. These compounds give bees honey important
biological properties, such as the ability to promote wound healing [24], antimicrobial and
anti-inflammatory capacity [25]. Antioxidant capacity is associated with its content of
antioxidant compounds, such as polyphenols [26].

Its antimicrobial properties are associated, in particular, with the osmotic properties
of bee honey, as well as with the presence of hydrogen peroxide and other minor compounds
without peroxide, such as polyphenols and a special protein known as defensin-1 [27, 28].

The purpose of this study was to demonstrate the authenticity of honey by
palynological analysis and to highlight the physico-chemical composition and biologically
active compounds of some types of honey in the Republic of Moldova.

2. Materials and methods

This study was conducted using honey declared by beekeepers to be buckwheat,
rapeseed and lavender purchased from local producers in Chisinau. The research was
conducted between November 2020 and January 2021 in the laboratories of the Department
of Food and Nutrition of the Faculty of Food Technology of the Technical University of
Moldova. During the research, the honey samples were kept in laboratory conditions, packed
in sealed glass jars at a temperature of 21 # 2 ° C.

Palynological analysis

It was performed by microscopic analysis according to the method of Lutier and
Vaissiere (1993) [29,30].

Humidity

Mass fraction of water was determined using Honey humidity refractometer ATAGO
4422 PAL-22S, 12.0 to 30.0 %, acc. #0.2%.

Determination of pH

The pH of the samples was measured potentiometrically at 20 ° C. The pH meter was
used (HANNA HI9124, Germany). The research solutions were prepared by dissolving 1 g of
bee honey in 10 ml of distilled water.
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Determination of Acidity

Free acidity was determined by titrimetric method. It is based on the titration of the
honey sample diluted with water, with 0.1 n NaOH in the presence of phenolphthalein as
indicator.

Diastase index

The basis of this method is the determination of amylase activity. The diastase index
is defined as the number of milliliters of starch solution (1%) which has been converted to
dextrin for one hour at temperature 45 ° C at the optimum pH of amylase containing 1 g of
sample.

Hydroxymethylfurfural content

The Fiehe reaction is based on the fact that the hydroxymethylfurfural forms with the
resorcinol, in hydrochloric acid medium, a complex colored in red, whose color intensity is
proportional to the quantity of the respective compound. When the Fiehe reaction is positive,
the honey is considered suspicious and the deconfirmation test is further performed by
determining the hydroxymethylfurfural content.

Determination of total sugar content

The honey bees were dissolved in distilled water to obtain a 25% (w / v) solution. The
total sugar content of the honey samples was determined using the refractometric method
(portable refractometer ATAGO PAL-22S, Japan). The sucrose content was expressed in g/ ml
of honey.

Reducing sugar

To determine the reducing sugar (by the Elser method) it was taken into account that
glucose and fructose, in the free state, have the ability to reduce copper sulfate in an alkaline
and hot environment, which it transforms into copper oxide. The amount of copper oxide that
is formed under specific working conditions is proportional to the concentration of the two
reducing sugars in the solution to be researched.

Sucrose content

For the determination of sucrose (by Elser method) the direct reducing sugar was
determined before and after inversion (acid hydrolysis), and from the difference sucrose is
calculated.

Determination of flavonoids

The total flavonoid content was determined using the colorimetric method [31].
Sample of 1 ml bee honey was mixed with 4 ml of distilled water. 0.3 mlL of NaNO2 (5%, w /
v) was added. After 5 min, 0.3 mL of ALCL 3 (10% w / v) was added. This was followed by the
addition of 2 mL of NaOH (1N) 6. The volume of the mixture was adjusted to 10 ml by the
addition of 2.4 ml of distilled water. The composition was stirred (VORTEX V-1 plus, BioSan)
to ensure a homogeneous mixture. The absorbance was read at 510 nm. Results were
expressed as mg equivalent of catechin (CEQ) per kg of honey.

Determination of total polyphenol contents

Total polyphenol contents were determined using the Folin-Ciocalteu colorimetric
method [40]. The honey sample solution (0.1 mL) was mixed with Folin-Ciocalteu reagent
(0.5 mL) and Na,COs (0.4 mL of 7.5%), and the absorbance was measured at wavelength 765
nm after 10 min at temperature 37°C. Total polyphenol contents were expressed as mg GAE
gallic acid equivalents /100 g honey.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



180 A. Chirsanova, T. Capcanari, A. Boistean

Determination of total carotenoid content

The total carotenoid content was determined spectrophotometrically a previously
published method [32]. The absorbance was determined at wavelength 450 nm. The results
were expressed as mg of B-carotene equivalents (BcarotE) per kg of honey (mg BcarotE / kg
of honey).

Statistical Analyses

All analyzes were performed in triplicate, and the results were expressed as mean
values with standard deviations (SD).

The significant differences represented by letters were obtained by a one-way analysis
of variance (ANOVA) followed by Tukey’s honestly significant difference (HSD) post hoc test
(p < 0.05). Correlations were established using Pearson’s correlation coefficient (r) in bivariate
linear correlations (p<0.01). These treatments were carried out using Microsoft office Excel
2007 and SPSS v. 18.0 program.

3. Results

Palynological analysis of honey

One of the fundamental criteria for the quality of honey that influences its commercial
value is the declaration of botanical and geographical origin.

The results of the analysis of the pollen profile of honey allow us to determine the
floral origin of honey and to confirm the identity of the honey source indicated by beekeepers.
The pollen grains identified and their frequency in the three types of honey analyzed are
shown in Table 2.

The results of the quantitative pollen analysis showed that the samples always had a
dominant pollen type (at least 45%) and can be classified as monofloral thus confirming the
name declared to the consumer as follows: buckwheat honey, rapeseed honey and lavender
honey.

Monofloral status usually means the presence of pollen of the same type in the amount
of more than 45% of the total pollen content in the sample.

We notice that in the analyzed samples the content of a single type of pollen is much
higher than: the minimum figure in the case of lavender honey is present the pollen of the
plant Lavandula angustifolia in average value of 74.83 = 0.3; for rapeseed honey - Brassica
napus pollen and for buckwheat honey the dominant pollen Fagopyrum esculentum is present
in average values as follows: 56.07 £ 0.3 and 68.08 * 0.2%.

Table 2
Palynological characteristic
Pollen type Examples
The type of Acacia Buckwheat of images
Sunflower . Rapeseed Lavender
honey ) (Robinia : (Fagopy of
(Helianthus (Brassica (Lavandula .
declared pseudo rume ... dominant
annuus) . napus) angustifolia)
acacia) sculentum) pollen
Buckwheat
(n=5)
Presence 3S5,21IM 2IM,3S 5PM 5M
% 53.5,46.7 13.3,86.7 100 100
average* SD 22,4¥0,1 8,47%0,3 68,08%0,2  1,05%0,1
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Continuation Table 2

Rapeseed

(n=5)

Presence 3M,2M 2IM,3M 5PM

% 53.5,46.7 13.3,86.7 100

average* SD 24,31+0,3 19,62%0,2 56,07%0,3

Lavender
(n=5) yery oK
Presence 2IM,35M 2M 1M 5 PM R
% 13.3,86.7 100 100 100 i
average* SD 13,01+0,1 10,11%0,1 2,05%0,2 74,83%0,3

Note: predominant pollen (>45%) - P; secondary pollen, (16-45%)-S; important minor pollen, (3-15%)-IM; minor
pollen, (1-3%)-M.
n =sample size

It should be noted that the pollen Helianthus annuus and Robinia pseudoacacia is
present in all three types of honey analyzed, either as secondary pollen, as important minor
pollen or as minor pollen. At the same time, the variations of the nectar content, together
with other factors such as climatic and geographical conditions, soil type, practices applied
by beekeepers and others, contribute to the existence of different types of honey and imprint
their botanical origin [33 - 35].

Physico-chemical characteristics of the samples

Table 3 presents the physico-chemical parameters of the types of honey from the
Republic of Moldova under study. Depending on the borane origin of honey, significant
differences were observed in some of the physico-chemical parameters (p <0.05).

The moisture content of Apis mellifera honey is well defined by international quality
standards [36]. A high moisture content in honey can affect both its quality and its biological
activity and organoleptic properties [37]. According to the results obtained, all honey samples
examined were within acceptable limits. It is known that the moisture content of honey also
depends on the ecological and geographical conditions, the maintenance of the apiary and
the storage of the finished product [38, 39]. Thus, the results obtained suggest adequate
working conditions, processing, collection and storage of honey by beekeepers from the
Republic of Moldova.

Table 3
Physico-chemical parameters
Rapeseed Buckwheat Lavender Mean
(n=5) (n=3) (n=3)
Humidity % 22,0+0,01 15,60+0,02 17,00£0,01 18,2+ 0,03
Ash, % 0,9%0,03 1,1+0,06 0,17%0,02 0,72+0,04
pH 3,32%0,10 3,48%0,11 3,68+0,04 3,49+0,08
Total acidity, cm? 9,98%0,03 22,09+0,01 7,11+0,01 13,06%0,17

Hydroxymethylfurfural 70,81 £ 0,06 13,78 £ 0,04 27,16 £0,03 37,26%0,04
(mg/kg of honey)
Diastase index (cm?®/g) 22,13+0,01 19,12 £ 0,03 14,11 +£0,02  28,45%0,02
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Continuation Table 3

Water insoluble matter:

Cereal flour Lack Lack Lack
Gelatin Lack Lack Lack
Starch Lack Lack Lack

It is known that honey is acidic nature. The values of pH obtained in the honey samples
varied between 3.32 and 3.68 and fall within the previously reported values [40, 41].

Hydroxymethylfurfural (HMF) is used as an indicator of honey freshness [42]. In fresh
honey, HMF may be absent or in small amounts, while high levels of HMF (> 80 mg / kq)
indicate that honey may have been stored and handled in inappropriate conditions, such as
abuse of high temperatures [43]. In the three types of honey analyzed, the HMF content was
13.78 £0.04 mg / kg for buckwheat honey, 27.16 # 0.03 mg / kg for lavender honey and 70.81
* 0.06 mg / kg for rapeseed honey. According to the presented results, all samples from the
three types of monofloral honey analyzed were within the recommended limits and were in
accordance with international regulations for this type of honey.

The diastatic index ranges from 14.11 * 0.02 for lavender honey to 22.13 * 0.01 for
rapeseed honey. At the same time for buckwheat, this index is 19.12 £ 0.03. The mean for the
samples under study was 28.45 + 0.02. It should be noted that water-insoluble substances
(cereal flour, gelatin or starch) were not detected. The presence of impurities in the end
product of beekeeping can be introduced during preparation, process of centrifugation or
process of packaging. An improper honey filtering process can be a source of insoluble
substances in the finished product. Therefore, during this process, honey passes through
several sieves [42]. No water-insoluble substances were detected in the analyzed honey. At
the same time, the water-insoluble ingredients (at temperature +80°C), present in honey,
constitute the residue left after filtering the honey solution. High-quality honey should not
contain more than 0.1g/100g of insoluble ingredients, except for pressed honey (norm: not
more than 0.5g/100g) [44].

Total Sugar Content

None of the samples examined exceeded the maximum sugar content set for the total
sugar content (Table 4) by the European Community Directive [44].

Means obtained are compared by using One-way ANOVA. In column, values with
different superscripts letters indicate significant differences (p< 0.05)

Table 4
Total Sugar Content
Rapeseed Buck wheat Lavender Mean
(n=5) (n=5) (n=5)
Total sugar
content mean * 69,82+1,04° 66,61%0,42° 61,09£0,40° 65,84%0,62
SD% (g/mL)
Reducing sugar
mean % SD (%) 61,12%0,61° 62,14+0,51° 67,07£0,47°2 62,44%0,53
a/9
Sucrose mean *
SD (%) 2,32%0,61 1,92+0,76 2,52%0,21 2,25%0,53
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From the above we can see that the total sugar content is the highest in the samples
of rapeseed honey and is 69.82 = 1.04 g / mL, followed by buckwheat honey with a content
of 66.61 + 0.42 g / ml and then lavender honey with 61.09 £ 0.40 g / mL. Thus, the average
total sugar content in the 15 samples analyzed was 65.84 + 0.62 g / mL

Bioactive compounds
Polyphenols, flavonoids and carotenoids were present in all samples subjected to the
study (table 5).

Table 5
Content of bioactive substances
Rapeseed Buckwheat Lavender Mean
(n=5) (n=5) (n=5)
Polyphenols
mean = SD 6,20+0,17° 9,00+0,11° 5,20£0,08° 6,8+0,12
(mg gallic acid/kg)
Flavonoids
mean = SD 4,52 £0,28° 2,09 £0,14° 0,81+0,19¢ 2,47 +0,21

(mg catechin/kg)

Carotenoids

mean £ SD 2,60 0,232 4,24 £0,57° 0,70+ 0,31¢  2,51+0,37
(mg BcarotE/kQg)

Means obtained are compared by using One-way ANOVA. In column, values with
different superscripts letters indicate significant differences (p< 0.05)

The average polyphenol content was 6.8 £ 0.12 (mg gallic acid / kg), and for buckwheat
honey the amount of 9.00 + 0.11 (mg gallic acid / kg) was identified. The average content of
flavonoids was 2.47 + 0.21 (mg catechin / kg), and for rapeseed honey it was the highest
content - 4.52 + 0.28 (mg catechin / kg). Phenolic acid (non-flavonoids) and flavonoids are
responsible for inhibiting oxidation and destroying free radicals. Them identification and
classification are based on their chemical structures, which consist of one or more hydroxyl
groups which are fused to a closed ring structure and that way produce an aromatic ring
containing 6 carbon atoms with hydrogen atoms [45]. The color tone of honey is influenced
by both physical and chemical indicators and the botanical origin of honey, which contributes
to the diversity of its assortment. Such compounds as polyphenols, carotenes and minerals
also affect color of honey [46, 47]. Flavonoids are considered substances with a major effect
on chromatic parameters [48, 49]. While collecting nectar, bees transfer these biologically
active compounds from plants to honey [50].

Conclusions

This study showed following the palynological analysis that the three types of honey:
rapeseed honey, buckwheat and lavender can be classified as monofloral thus confirming the
name declared to the consumer. At the same time, the identification of the botanical origin
of honey could be a useful tool for differentiating the product, in order to guarantee a better
qualitative characterization and its traceability in itself.

It was demonstrated that the physico-chemical properties of the samples under study
were within the recommended limits and were in accordance with international regulations
for these parameters. The content of biologically active substances: polyphenols, flavonoids
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and carotenoids in the studied samples is of great importance, therefore, these types of
product can be used as a natural food ingredient, as well as a rich source of antioxidants in
the diet of the population.
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Abstract. Agro-industrial waste management is an important problem of modern society as
agriculture and food industry are important sources of waste. Wine production generates a
considerable amount of winemaking waste (grape marc). Grape marc can be a source of
natural dyes, antioxidants and could have various applications, if it is confirmed that it does
not contain technogenic contaminants or unwanted microorganisms, for example, producers
of mycotoxins. The paper developed the Real -Time Polymerase Chain Reaction (Real-Time
PCR) methodology for testing the presence of potentially mycotoxogenic fungal species
capable of producing ochratoxin A (OTA), which could be applied before grape marc
processing. Based on the non-ribosomal peptide sequence of OTA, involved in ochratoxin
biosynthesis, the primers have been developed for the detection of microorganisms
potentially capable of producing ochratoxin A.

Keywords: Mycotoxin, OTA, Real-Time PCR, grape marc, Aspergillus, Penicillium.

Introduction

Grape marc is a by-product of the vinification process, which constitutes
approximately 20-30% of the mass of processed grapes [1]. The rich content of bioactive
substances in the composition of grape marc, derived from grape skin, remaining pulp, seeds
and stems is an opportunity for its use in the pharmaceutical industry, cosmetics and,
especially, in the food industry [2, 3, 4]. The rich content of dietary fiber, up to 85% and
polyphenols, up to 70% [5, 6], increased antioxidant activity [7] are important arguments in
favor of capitalizing on this byproduct [8, 9]. The recovery of by-products of vinification is
also an important issue for the management of agro-industrial waste [10, 11].
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Grape marc is usually stored, used as fertilizer or for animal nutrition [12]. The storage
and spread of grape mark in the environment can cause damage to the environment, lead to
water pollution and, finally, create inconvenience to nearby towns, because due to low pH
and the presence of tannins, biodegradation of this byproduct occurs very slowly [13]. The
use of grape marc for animal feed is not reasonable, because it is poor in nutrients and the
tannins are difficult to digest [14, 15].

At the same time, the recovery of bioactive components from grape marc requires its
rigorous control, because, especially in years with precipitation during the ripening period of
grapes they can be contaminated with mycotoxins [16]. Mycotoxigenic molds, capable of
colonizing grapes, especially affect the skin of the berries, so there are risks that after the
vinification process, they remain in the marc. Thus, there are risks of contamination of grape
marc, derived products and grape marc extracts with mycotoxins, especially when marc is
not processed immediately after the vinification process [17].

In order to ensure the innocuousness of the products obtained from grape marg, it is
necessary to check the presence of mycotoxinogenic microorganisms before processing the
pomace. Previous research has shown that the Real-Time PCR methodology can be
successfully applied for the analysis and quantification of mycotoxigenic fungi in maize [18],
as well as for the detection of Brettanomyces/Dekkera in wines [19]. The purpose of this
research was to develop a rapid method real-time PCR to verify the presence of
microorganisms capable of producing mycotoxins in grape marc.

Materials And Methods
Grape marc samples were collected from different geographical zones. Table 1
shows the details of the samples used in this study.

Table 1
Grape marc samples used in this study”

Sample name Sample type Variety of grape/wheat Sample origin
A2 Grape marc Feteasca Neagra Speia, Anenii-Noi
A3 Grape marc Cabernet-Sauvignon Popeasca, Stefan-Voda
A4 Grape marc Cabernet-Sauvignon Cojusna, Straseni
A6 Grape marc Cabernet-Sauvignon Pleseni, Cantemir
A8 Grape marc Merlot Salcuta, Causeni
A9 Grape marc Cabernet-Sauvignon Abaclia, Basarabeasca
A10 Grape marc Cabernet-Sauvignon Tigheci, Leova
All Grape marc Pinot Noir Taraclia
B12 Wheat grain Wheat with visual signs Chisinau, IGPPP*

of fungal infection
*Institute of Genetics, Physiology and Plant Protection

Isolation of the DNA

Total deoxyribonucleic acid (DNA) was extracted from wine using SDS-based DNA
extraction methods [20] with some modifications. The procedure was carried at the room
temperature. Briefly, 0.5 g of grape marc was homogenized to fine powder with 0.5 g of
aluminium oxide and resuspended in 4 mL of the Extraction buffer (Tris-HCL 0.2 M pH 8.0,
NaCl 0.25 M, Na;EDTA 0.025 M, SDS 5% w/v) and heated at 65°C for 1 hour. After 10 minute
centrifugation at 10000 min the supernatant was transferred to a fresh tube, mixed with an
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equal volume of isopropanol and incubated at -20 °C for 30 minutes. The samples were
centrifuged, the pellet washed with 70% ethanol, air dried and dissolved in 100 yL of water;
2 pL of the resulting DNA solution was used per polymerase chain reaction (PCR). The
qualitative and quantitative verification of the isolated DNA was made by
spectrophotometric analyses.

Polymerase Chain Reaction Amplifications

The Real-Time PCR allows precise quantification of specific nucleic acids in a complex
solution by fluorescent detection of labeled PCR products. In a Real Time PCR, a positive
reaction is detected by accumulation of a fluorescent signal. For the experiments, we used
SYBR Green | nonspecific dye as the fluorescent agent. The quantification cycle (Cq)
represents the number of cycles required for the fluorescent signal to cross the threshold (i.e.,
to pass the background level). Cq levels are inversely proportional to the amount of target
nucleic acid in the sample. The lower the Cq level the higher is the concentration of target
nucleic acid in the sample. We used 40 cycles of amplification [21].

o Ty T T 1 s s g SIS T e [ TRy i
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Figure 1. Temperature cycling conditions

In our research Real-Time PCR has been done at Real-Time PCR Detection Systems
CFX96 TouchTM BIORAD. PCR conditions were as recommended by SybrGreen producer
(Applied Biosystems) - initial incubation at 50 °C for 2 minutes, initial denaturation at 95 °C
for 2 minutes, and alternation at 95 °C for 15 seconds and 60 °C for 1 minute for 40 cycles.
For melting curve construction, samples were heated at 95 °C for 15 seconds, then incubated
at 60°C for 1 minute (1.6 °C/s ramp rate), then heated at 95°C for 15 seconds (0.15°C/s ramp
rate). Cycling conditions are shown in Figure 1. The detection was done at SYBR channel.

Results and discussion

During this work, two pairs of primers based on Vitis vinifera 26S ribosomal RNA gene
sequence were developed. Using these primers in PCR reaction can confirm that the extracted
DNA is of PCR quality and is free of PCR inhibitors. Besides, these primers allow normalizing
the amount of the input DNA in PCR reaction for estimation of the amount of pathogen DNA
relative to plant DNA in different samples.

Though for primer design Vitis vinifera 26S ribosomal RNA gene sequence was used,
they can recognize a vast number of eukaryotic organisms according to the BLAST analysis.
Table 2 shows names, sequences and characteristics of the primers used for detection of
eukaryotic DNA in the sample.

The gene bank accession used as a template was DQ667962.1 Vitis vinifera 26S
ribosomal RNA gene, partial sequence.

Journal of Engineering Science September, 2021, Vol. XXVIlI (3)



190 R. Sturza, V. Mitin, I. Mitina, D. Zgardan, A. Patras, E. Behta
Table 2
Primers used for detection of eukaryotic DNA in the sample
c St M €
o o ¢ <
- E § : < _E _E g £
£E 8 g A g ¢ 8 = fei 3L
a & o A S F O Aaifgfiads
P183 quward CGGGTAAACGGCGGGAGTAA 20 62.22 60.00 3 1
primer
Reverse 131
P184 primer TGGCTGTGGTTTCGCTGGAT 20 6241 55.00 2 2
p1g5s OMWard  CCCAAACGGCGAAAGTGAA 20 61.50 5500 4 O
primer
Reverse 150
P186 primer GCCAAACTCCCCACCTGACA 20 62.35 60.00 3 3

Primers for detection of the potential producers of OTA were designed based on the

sequence of OTA non-ribosomal peptide synthetase gene. This is a gene involved in OTA
biosynthesis. These primers can recognize the following pathogens containing OTA non-
ribosomal peptide synthetase gene in their genome, and thus potentially capable of
producing OTA: Aspergillus nidulans, Aspergillus tubingensis, Aspergillus tamarii, Aspergillus
niger, Aspergillus ochraceus, Aspergillus carbonarius, Penicillium viridicatum, Penicillium
carneum, Penicillium aurantiogriseum, Penicillium melanoconidium, Penicillium nordicum,
Penicillium verrucosum. Table 3 shows primer names, sequences and characteristics.

Table 3
Primers used for detection of potential OTA producers
c c N C
2 E £
5 - TN S -a =25 .,'S
EE 5 A g ¢ 3\3381—.%%3
g & o) AN 9 — O A8 &8aus
p71 FOWard - TCGTGTTGTCCCTTCT 20 6025 5500 2 0
primer
Reverse 97
P72 ey GTCCATTCTCGACGTGTTCCA 21 6034 5238 4 1
p73 FOWard - rCGTCGTTTGGACGATGTGA 22 6118 5000 5 1
primer
Reverse 155
P74 s CAGCTCGGCTCGATCAACAG 20 6114 60.00 4 2
p75 TOMWard - CCAAGGTCAGTGAATGT 20 6124 5500 5 1
primer
Reverse 119
P76 pri‘r’ner TGTGGGACTCCACTCAAAGTAAGA 24  61.18 4583 5 1
p77 TOMWAd (- AAGGTCAGTGAATGTACTC 23 6147 5217 5 2
primer
Reverse 144
P78 rer  TCGACGTGTTCCATTTCAATACCA 24 6080 4167 4 0
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The gene bank accession used as a template was GenBank: JN097804.1 Aspergillus
ochraceus strain CBS 589.68 OTA non-ribosomal peptide synthetase gene, partial cds.

Next, the grape marc DNA samples were analyzed by real-time PCR using the designed
primers. In this study, we analyzed 8 grape marc samples of different grape varieties from
different zones (Table 1, Materials and Methods). As a positive control for the primers, we
used wheat with visible signs of fungal infection, previously shown to contain OTA non-
ribosomal peptide synthetase gene. First, the amplificability of DNA from grape marc was
tested, using primer pairs p. 183 - 184 and p. 185 - 186. Table 4 shows the results of real-
time PCR analysis with primer pair p. 183 - 184.

Table 4
Real-Time PCR data analysis for primer pair P183-P184
Sample C(q
name value Amplification et Peak
A2 1587 | mefo o] 0| (L«E
A3 1789 | wwbooooi h
A4 1309 | b ] |
A8 10.45 | '
e 1361 b 10
A10 18.63 s r ;- - p P 0 ®
All 15.65 oo Temperre Coute
B12 14.97

These data show that every sample had the DNA template that could be amplified by
this primer pair. The Cq values vary from 10.45 in A8 sample to 18.63 in A10 sample. The
melting curve shows a single well pronounced peak with similar melt temperature for all
samples. This indicates that the amplified fragment is uniform. Table 5 shows the results of
real-time PCR analysis with primer pair p. 185 - 186. In this case, the template DNA could as
well be amplified by this primer pair. The Cq values vary from 12.97 in A8 sample to 33.46 in
B12 sample, table 5. High Cq value for the wheat DNA sample means that the threshold
fluorescence level is reached later in this sample. This can be explained by either low DNA
content or lower primer affinity to this template.

Table 5
Real-Time PCR data analysis for primer pair P185-P186
Sample C(q
name value pmplfction —
A2 17.14 a0 Lo ] .
A3 18.58 2000 Lo oenn s T S 260 o
A6 16.84 B i %150 ................... AT
A8 1297
9 18.60 I g A —
A10  18.00 ° e R — ; W
All 17.31 s e o
B12 3346
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Since the other primer pair p185-186, did not produce such a low Cq value for B12
sample, and since the primers were designed using Vitis vinifera gene as a template, one can
assume that the higher Cq value is caused by lower affinity of the primer pair p. 185 - 186 to
the wheat DNA. Another evidence favoring this explanation is a slightly different melting
temperature for the melting peak of B12 (wheat) sample. Anyways, both primer pairs showed

amplification in all analyzed samples, confirming that the analyzed DNA is of PCR quality.
Next, we analyzed the same samples using primers to ochratoxin A non-ribosomal

peptide synthetase gene to detect potential OTA producer in the grape marc. Table 6 shows

the results of Real-Time PCR analysis with primer pair p71-p72.

Table 6
Real-Time PCR data analysis for primer pair P71-P72
Sample (Cq
name value pr— o
A2 N/A : | | B2 ‘.“
A_7) N/A QDDDH a0 ] ‘I‘I\'.';‘.
A4 N/A 00 Lo ; w0 .‘,w' .I‘.‘;
A6 NA B L
A8 NA ]
A9 N/A — T
A10  N/A s R : :
A1 N/A Cyces Temperature, Celsius
B12  30.43

As one can see from the Table 6, no signal was obtained for either grape marc sample.
The only positive signal obtained in this experiment was for B12 (wheat) control, with the Cq
value 30.43. The melt curve shows a single well pronounced peak indicating that a single
fragment is amplified in the PCR reaction.

Similar results were obtained for the other 3 primer pairs (p. 73 - 74, p. 75 - 76 and
p. 77 - 78). Table 7 shows the Cq values obtained by different primer pairs designed to OTA
non-ribosomal peptide synthetase gene.

Table 7
The Cq values for different primer pairs designed to OTA non-ribosomal peptide synthetase
gene
Sample Cq value for primer pairs
name P71-72 P73-74 P75-76 P77-78
A2 N/A N/A N/A N/A
A3 N/A N/A N/A N/A
A4 N/A N/A N/A N/A
A6 N/A N/A N/A N/A
A8 N/A N/A N/A N/A
A9 N/A N/A N/A N/A
A10 N/A N/A N/A N/A
All N/A N/A N/A N/A
B12 30.43 30.53 31.09 30.70
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As one can see, no grape marc sample was positive for the OTA non-ribosomal peptide
synthetase gene, involved in OTA synthesis, though every primer pair recognized this gene in
the positive control wheat sample. Thus, though the grape marc DNA was of a sufficient
quality for PCR reaction, no DNA belonging to potential OTA producers from genera
Aspergillus and Penicillium was detected. This can speak in favor of grape marc biological
safety for further use.

Conclusions

1. Based on the sequence of OTA non-ribosomal peptide synthetase, involved in
ochratoxin biosynthesis, four pairs of primers for detection of the microorganisms
potentially capable of producing OTA were developed.

2. For internal control of DNA quality, two pairs of primers capable of recognizing
eukaryotic DNA, using the sequence of Vitis vinifera 26S ribosomal RNA gene as a template
were developed.

3. SDS-based method of DNA extraction was adapted for purifying the DNA from grape
marc.

4. No microorganisms potentially capable of producing OTA were detected in the
analyzed grape marc samples, which makes them suitable for further use.

5. The proposed Real-Time PCR method for verifying the presence of mycotoxigenic
microorganisms in grape marc would avoid further contamination of grape marc, derived
products and grape marc extracts, obtained from this by-product of vinification.
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