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AncCTpakT

Bo tpynot ce mpe3eHTHpann JOOUEHUTE PE3YIATATUTE O] ONIPEIeTyBamkeTO Ha OeH30aTH U cOpOaTH BO
pa3IMYHU TPUMEPOIM Ha XpaHa CO MOMOII Ha BUCOKO-epHKacHata TedHa xpomarorpadmja n UV
crnekTpockonyjaTta. JloOueHnTe pe3yaraTd oA UCHHUTyBamaTa mokaxkaa neka HPLC meromor 1, ce
OJUITMKYBa CO TOYHOCT W TMPEUU3HOCT 3a ONpejAeiIyBame Ha OCH30aTH W copOaTh BO CHpEHmE, IIeM,
’KeJe, MapMasal 1 MacTH.

BkynHOTO BpeMe 3a aHaJIM3a HA UCIUTYBaHUTE puMepoIu (ekcrpakiuja u HPLC ananuza) e momano
oa 20 min.

Kaj HPLC wmetomoTr 2, HaTpuyMm cajWimiaT € WCKOPHCTEH KaKO BHATPENIeH CTaHmapx 3a Ja ce
noA00pH MPEIM3HOCTa U TOYHOCTA Ha METOOT. Pe3ynTaTure o1 HCIIUTYBamaTa MOKaXaa Jeka HeKOH
COEJIMHEHMja KOM CE€ J0/aBaaT BO KOJAUUTE KaKo INTO € BaHWJIaTa M apOMaTHYHUTE MAaTEPUU OJ
JOTYPTOT M KHCEIIUTE KPACTaBUUKU MOXKE Ja MHTepdepHpaar Bp3 CUTHAJIOT O[] HaTpUyM OeH30aT U
KalluyM copoar.

KonuenTpamuure 3a 6eHzoatu u copbatu mrto ce nodmenu co ymorpedba mHa HPLC mertomor 2 ce
IMOHKMCKH BO OJTHOC Ha KOHIIEHTpAIIMUTE JOOUEeHH co ynoTpeda Ha UV mMetonor.

Kuayunu 360poBu: 6enzoaru, copbatu, HPLC, xpana

METHODS FOR DETERMINATION OF BENZOATES AND SORBATES IN FOOD

Biljana Petanovska-l1lievska, Vladimir Arsov, Lence Velkoska - Markovska, Mirjana S. Jankulovska*
Email:bpetanovska@fznh.ukim.edu.mk; bpetan88@yahoo.com

Faculty of Agricultural Sciences and food, “Ss. Cyril and Methodius” University, Skopje, Republic of
Macedonia

Abstract
The results obtained from determination of benzoates and sorbates in different food matrix using High
performance liquid chromatography and UV spectroscopy are presented in this paper. The obtained
results from determination, using HPLC method 1, is accurate and precise enough for determination
of benzoates and sorbates in cheese, jam, jelly, marmalade and fat. The total time for analysis of test
samples (extraction and HPLC analysis) is less than 20 min.
For HPLC method 2, sodium salicylate is used as an internal standard to improve the precision and
accuracy of the method. The tests results showed that some compounds added in cookies as vanilla
and flavoring substances in yoghurt and pickles, interferes with sodium benzoate and potassium
sorbate signals.
The obtained concentrations of benzoates and sorbates using HPLC method 2 were lower than the
obtained concentration using UV method.
Key words: benzoates, sorbates, HPLC, food

npexpaHOeHuTe IIPOU3BOIU npa  IITO

Bogen 3HAYUTEIHO HE BJIMjaaT Ha OPTraHOJICTITHYKUTE
KonzepBaHcH (aHTHCENTHIN) C€ MaTEpUH CO cBojcTBa Ha Hamupauimre (Modic P., 2001).

OJIpEIcH XEMHCKH COCTaB KOMIITO IpH KonsepBancute ce eaHu on 26-Te TJIaBHU
OJIpENICHH YCJIOBH TO YCIIOpYBaT WU TO KaTeropuy Ha aJUTHBHM KOWINTO CE€ KOPHCTAT
crpedyyBaar Pa3BHBamHETO Ha BO TpepaboTKaTa Ha XpaHa M ce OIEHyBaar

MHUKPOOPraHUu3MUTE MMTO C€ MNPUCYTHU BO MHOT'Y naTu npea aa €€ 3al0o4YHE€ CO HMBHATa
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ymotpeba. Ilpuroa, Haygnauror komurer 3a
xpana (SCF — Scientific Committee on food),
EBporickara arennuja 3a 6e30eIHOCT Ha XpaHa
(EFSA — European Food Safety Authority) u
3aegamuknor Komurer Ha Exkcmeptu 3a
AnutuBu Bo xpaHa mpu Opranumsanugjara 3a
xpaHa u 3eMmjomenctBo (OX3) m Cperckara
3npaBctBeHa Opranmszanuja (C30) Tpeba ma
MoTBpAaT Jcka ce Oe30emHu 3a ymorpeoda.
[MpaBunara 3a ynotpeba Ha aJUTHBHUTE BO
XpaHa (me¢wHUIMH, YCIOBH 3a ymnorpeOa,
O3Ha4YyBambe¢ M MPOLEAYpH) Ce IaIeHH Co
HupektuBara 95/2EC koja e 3ameHeTa co
PerynaruBara (EC) 1333/2008
(http://www.efsa.europa.eu/en/topics/topic/add
itives). MakcuManHuTe  KOJNMYECTBA  Ha
KOH3EPBAHCHUTE, BO 3aBUCHOCT O] TUIOT Ha
XpaHara, ce JagcHu Bo PerynatuBara Ha
EBpomnckara Komucuja 6p. 1129/2011, a Bo P.
MAkenonuja co [IpaBUIHHKOT 32 aJAUTHBHTE
IITO Cce YNOTpeOyBaaT BO MPOU3BOJICTBO HA
xpanata (Cn. Becauk Ha P.M. 6p. 31 ox 2012
roa.). KomnuectBara mrTo ce gomaBaaT ce
neGUHUpaHH Bp3 OCHOBA Ha TEXHOJOIIKATA
notpeba Ha THIOT Ha mpousBoxoT (Davidson
P. M u cop., 2005).

Cenak, HEJOCTATOKOT HAa TOYHO OTpEJEICHH
KaTeropuy Ha XpaHa, kendaTa 3a mpodur, u
IIOTroAHOCTa HAa AaJUTHUBUTEC Oa T'H HOI[O6paT
CEH30pPHUTE  CBOjCTBAa, KOH3UCTEHTHOCTA,
Bp3yBameTO HA  BOJATa, OCTaBakbe Ha
BIICYATOK HA OpHUIMHAHA CypOBHHA, C€
IIpuirMHa [MTO IIOHCKOramr C¢€ HaJIMHUHYBa
TEHKaTa IpPBEHA JIMHUja 3a yrnorpebara Ha
onpeneH amutue Bo xpanara (Sarkanj B., u
cop. 2010). Hajuecture opMu Ha HE3aKOHCKA
yrnotpeba Ha aTUTHBH Ce KOTa HE MOCTOU:

1. TexHomomka OMNPaBAAHOCT 3a HHUBHOTO
J0JIaBambe, co HITO ce co3nasa:
¢dancudukyBame Ha OCHOBHHUTE CYPOBHHH,
MPUKPHUBAKE HA JIONIMOT TEXHOJIOIIKH MPOIIEC,
Pa3IUKyBabe O] HCTH MPOU3BO/IH.

2. YcornaceHocT CO OCHOBHUTE TPUHIIUIIH 32
yrnotpebaTa Ha aJuTHBUTE. KOTa CTaHyBa 300p
3a coceMa HOBH MPOHM3BOJM, Kaj KOH € BO
mpamame IenTa 3a J0JaBambe Ha OJIpelcHU
aIUTHBH, HE J[CKIapUpame Ha J0/aJICHHUTE
QJIUTHBY WM, MAK, YIOTpeOa HAa aJUTUBH KOH
HE Ce Ha JINCTATa Ha J03BOJICHHU.

Mery modecTo yHoTpeOyBaHWTE aJUTHBU
craraaT  KOH3EPBaHCHTE KOM HYECTO Ce
yrnotpeOyBaaT BO NPOU3BOAMUTE OJl OBOLIje U
3eJICHYYK, MNpU TMpepadoTka Ha Meco, BO
NPOU3BOJCTBOTO HA  COKOBH, Tra3vpaHd
O€3aJIKOXOJHM THjaNalld, pa3HH  CIATKH

JlecepTd, MajoHe3, Keyal, COCOBH, BHUHA U
M1Ba, HEKOM BHJIOBH Ha CHpEwa  1p.. OmmTo
3eMEHO, KOH3EepBaHCUTE ce ymoTpeOyBaaT BO
CUTe TPaHKH Ha TpexpaHOeHaTa WHIyCTpHja
(Deshpande S.S, 2002; Modic P., 2001)
Benzoatute u copbarute ce Mery HajuecTo
KOPHUCTCHUTE KOH3EPBAHCH, HAaKO OJPEIHU
WCIMTYBaka  TOKakaa  JieKa  HUBHATa
NpeKyMepHa yrnoTrpeda MoXe Ja Mpeau3BHKa
aJleprucKa peakiuja, ypTuKapuja, 1epMaTUTHC
u 1.H. (Mahboubifar, 2010).

BenzoeBara kucenuHa € eHa OJ HajCTapHUTe
XEMHUCKH KOH3EPBAHCH INTO CE KOPHCTH BO
KO3METHYKATa, (dapmarieBTcKaTa 71
npexpanbenara unaycrrja (Davidson, 2005).
Harpuym O€H30aTOT € MpPBUOT XEMHCKH
KOH3EpBaHC OJO0OpeH oJ aMepuKaHCKara
areHIyja 3a XpaHa W JICKOBU. YTorpebaTa Ha
OeHzoeBaTa KHCelMHA BO TNpexpaHOeHaTa
uHAycTpuja € 3amouHata Bo 1900 roawna
(Lueck, 1980). bemsoeBaTa KHCEJIMHA HMAa
HEKOJIKY TPEJTHOCTH KaKo HHCKA IIeHa, JISCHO
ce BKIOIyBa BO TMPOU3BOIUTE U € CO
pEeNaTUBHO HHCKA TOKCHYHOCT. bBeH3oeBarta
KHCEIMHA € pacTBOpJIMBAa BO BOJAa, HO
HAaTpUYM OCH30aTOT € MOBEKE PacTBOPJIUB BO
BOJIa OTKOJIKY OeH3oeBara KuciuHa. [lopaau
OBaa MPUYMHA HATPUYM OCH30aTOT CE KOPUCTHU
BO MHOTY CIIy4aw.

CopOuHCKaTa KHEIMHA U HEj3MHUTE COJIU Ce
ynorpeOyBaar Kako aHTHOOTYJIMHCKH areHCH
BO  MECHM  TMPOU3BOJU  OCOOEHO  BO
KOMOHMHAIIMja CO HUTPUTUTE 3a PEIyKIHja Ha
HUTpO3aMuH. BO MOMEHTOB, copOWHCKaTa
KHCENMHA W  HEj3UHUTE CONMH  copbaTh
(ocobeno kanmuym copbar) ce ymorpeOyBaar
HU3 [EIHOT CBET KaKo KOH3EPBaHCH BO
pa3MYHA BHUJOBH XpaHa Kako: XpaHa 3a
JKUBOTHH, (dapMareBTCKu IIPOU3BO/IH,
KO3METHYKHU MMPOMU3BOAN U Apyra HHAYCTPUCKA
ynotpeoa. MakcumManHo JI03BOJICHA
KOHIIEHTpAaIHja Ha OeH30aTUTe BO
Oe3ankoxoiuu nujanany ¢ 150 mg/L uspaseno
Kako OeH3oeBa KHcenWHA. MakCUMaHO
JI03BOJICHATA KOHIIGHTpallkja Ha copOatu e,
HUCTO Taka, W3pa3eHa Kako COpOHMHCKA
kucenuHa W wu3HecyBa 300 mg/L kora ce
ynotpeOyBa moeauHeyro wiu 250 mg/L kora
ce ynorpeOyBa BO KOMOHMHAIMja CO OEH30aTH.
MakcuMaHUTE JT03BOJICHH KOHIICHTPAIMH Ce
OJIHECYBaaT Ha XpaHa TOTOBa 32 KOHCYMHPAE
KOjallTO € MPUTOTBEHA CIIOPE MHCTPYKIIUUTE
na npousBoautenure (Davidson, 2005).

3a  KBaHTUTAaTUBHO  ONpeIeTyBamke  Ha
OeH30aTH 1 cOpOATH BO PA3IMYHU MATPUIH CE&

JAFES, Vol 62, (2014)
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KOPHUCTAT pa3IuIHN MeToau kako mro ce: UV
CIIEKTPOCKOIIHja, TEHKOCJIOjHa
xpomarorpaduja, TacHa xpomarorpaduja.
TpaauIMOHAHUTE BOIYMETPUCKH THTPAIIHH,
obmyHo Oapaar oOeMHa TIOATOTOBKAa Ha
MPUMEPOKOT.

Metomute Ha TacHaTa Xpomartorpadwuja ce
MPWIMYHO CIIOKEHH M C€ COCTOjaT OJ HEKOJIKY
SKCTPaKLUH, UCTApyBamke M JCpPUBaTH3AIM]a,
CO INTO Ce HaMalyBa AaHAJIUTHYKATa
MPENU3HOCT U TOYHOCT.

Meroaure Ha BHCOKO eQHKacHaTa Te4YHA
xpomatorpapuja  (HPLC) ce  moBeke
MPUBJICYHH 33 Taa [EN W HyJaT MOXKHOCT 3a
mpelu3Ha W TOYHA aHalu3a W TOopajd Toa
Haj4YecTo ce yrnoTpeOyBaar.

Neda Bahremand (2013) ananusupana 6eHzoatu
u copbaTh BO WPAHCKH TPaJUIIMOHAICH
nyjamak  co HPLC wmerom u UV
cnekrpooTomMeTprja, a MOoToa H3BPLIMIIA
criopen0a Ha ABETE METOIH.

Marjan Mahboubifar (2010) ananusupan
OeHzoatn u copbaTH BO MpexpaHOeHH
TIPOU3BOIHN co HPLC wmerom u UV
cneKTpodoTOMETpHja.

Anna Filipiak u cop., (2010) amamusupaie
OeHnzoaru, copbaT¥ W  IMUTpaTH  CO
XpoMaTorpap)cku ¥ CICKTPOMHUTPAIUCKU
METO[TH.

Mahmood Ahmed (2013) anHamu3upan
HaTpuyM OeH3oar U KammyM copbat co HPLC
BO OBOIIHM COKOBH, Ta3dpaHH THjajallH,
MJIEKO, CUPEH-E, COCOBH, MACTH O] PACTHTEITHO
W aHUMalHO  TMOTEKJIOo, MapMmajiagd |
MaprapuHH.

3a ma ce crnpeyd HpeKyMepHaTa H3JI0KEHOCT
Ha TMOTPOIIYBAaYMTE HA KOH3CPBAHCH U Jia Ce
CTIpeYr HUBHATA 3JI0YyMOTpeda OJ CTpaHa Ha
MPOU3BOIUTENINTE HEONXOJHA € KOHTpOJa Ha
npexpanbenure  mpousBomu. Om  oBue
MPUYKHHY, [IEJITa HA OBOj TPY. € J1a CE HAIPaBU
Mperyie/]l Ha HajuYecTO KOPUCTEHUTE METOAM 32
HUBHO KBAHTHUTAaTUBHO ONPCACIYBABLE BO
XpaHa 0J1 pa3JIn4HO MOTEKJIO.

Marepujaj u MeToau

Martepujajau ¥ MeTOIM 32 oNpe/iesiyBame Ha
OeHzoatm W copdaTm BO TmpexpaHOeHH
npousBoau co HPLC meeronu

Pearencu: 3a HPLC meronoT ymorpebenu ce
clleiHMBe peareHcu: MetaHoun (Sigma Aldrich-
USA), aneronutpun (Fischer Scientific-UK),
OBoOIIHM COKOBM W ra3upaHu nujajgamm: 1
ML oz cexoj OBOILIEH COK U Tra3upaH IMHjaslak

n-xekcan (Fischer Scientific-UK), HaTpuym
oenzoar (RDH-Germany), kammym copbat
(RDH-Germany), muetun erep (Fischer
Scientific-UK), wnarpuym amerar (Merck-
Germany), cyndypaa kucenura (Merck-
Germany), Hatpuym xuapokcun — (Merck-
Germany), eranoin, kanmuym ¢ochar (Ahmed
M., 2013).

Xpomarorpa)cKu yCI10BH: CHUCTEMOT
IITO € KOPUCTCH 3a MCIHTYBamkbe Ha HATPUYM
O0eHzoar u kamuym copbar ¢ HPLC co UV
netektop. PasznBojyBameTo Ha THKOBUTE €
cIpoBeficHO Ha Temmeparypa ox 25 °C, Ha
KoioHa ox TuroT Cig co muMensun 250 mm X
46 mm; 5 um, Op3uHa Ha OPOTOK on 1
mLmin™, aneronutpun kako MobGuiHa (hasa u
BolyMeH Ha  wuHjektupame 100 pL.
Jetexmujara Ha HaTpUyM OEH30aT € W3BelIeHA
Ha OpaHoBa IOJDKMHA of 227 NM Ha KojamTo
MOKa)KyBa MaKCHMajJHa arfcopriuja, a Ha
kamuym copbaror Ha 250 nm. Kammym
copbator ® HarpuyM O€H30aTOT  BO
MIPUMEPOIINTE C€ IETEKTUPAHU CO criopeada Ha
HuBHUTE UV CIIEKTpH W PETEHIMCKOTO BpeMe
on craHmapaauTe pactBopu (Ahmed M.,
2013).

[oaroroBka Ha cTaHIapaeH PpacTBOp:
HatpuyM Oenzoaror (100 mMQg) u Kamuym
copbatot (100 mg) ce pactBopern Bo 100 mL
HPLC umncra Boia 3a 1a ce nodue craHaapacH
pactBop. CranmapaauTe pabOTHH PACTBOPH OJT
5mgL% 10mgL?, 25 mgL?, 50 mgLL u
75 mg L marpuym 6Genzoar u 3 mg L, 9mgL
1 15mg Lt 21 mgL? 27 mg L*!kamaym
copbar ce TOATOTBEHH CO pPACTBOpamE Ha
CTaHIApJHUOT pacTBOp co MoOwiIHaTa ¢asza
(Ahmed, 2013).

IIpumeporn ¥  HHUBHA  TOATOTOBKA:
MPUMEPOIIMTE 32 aHalu3a Cce 3eMEHH O
JIOKaTHA Tpou3BoauTend. Bo anHanmmsara ce
BKIy4YeHU 11 OBOLIHM COKOBH, 23 razupaHu
nujananu, 6 MieyHH npumeporw, 11
mpomsBoau on uem, 10 mpousBogum of
mapmanaza, 10 mpumepoun ofn cupeme, 10
pUMEepoIH o]l Mapraput, 11 BUIOBH COCOBH
u 6 mpuMeponr Ha MacTu. Bo 3aBucHOCT of
TUIOT Ha MPOU3BOJIOT KOPHUCTEH € pa3inyeH
HauMH Ha eKCTpakuuja. PactBopute Ha
npumepouute ce ¢uiatpupaar Huz 0,45 pum
XapTdja HM €€  COHM(HUIMPAHU  IPeI
nnjektupameTo Bo HPLC cucremor (Ahmed
M., 2013).

JAFES, Vol 62, (2014)
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no coHudukanmmjaTa ce 3eMEHH U Cce
pactBoperrn Bo 9 mL HPLC umncra Boma
(Ahmed M., 2013).

Muteko: 2 mL miieko e NeHTpuyrupaHo co
3aCHTEH PacTBOp o7 KajumyM (ocdat 3a Bpeme
on 30 munytu. 1 mL on uenrpudyraror ce
pactBopa co 9 mL HPLC uncra Boga (Ahmed
M., 2013).

Cupeme: 1,0 g cupeme ce pactsopa Bo 40
mL eranon u ce mema 30 munytu. Ilotoa ce
¢mrrpupa  mm3z  Whatmann-osa  durep
xaptja u 1| mL ox guarparor ce pacTBOpa Bo
9 mL HPLC uucra Bona (Ahmed M., 2013).
Iem, kene u mapmanan: Ilpumepouure ox
JeMOT, JKeJIeTo W  MapMajajoT  ce
XOMOT'CHH3HPAaaT U Ce pacTBOpaaT co METaHOI
Bo oamepeH cax on 25 mL. Iloroa ce
ueHTpudyrupa, GUITpEpa U ce pacTBopa Bo 9
mL HPLC umcra Boga (Ahmed M., 2013).
MacTd oA pacTUTESHO HJIH AHMMAJHO
notekjgo u cocou: 0,1 g om macture u
COCOBHTE ce pacTBopaar co 2 mL n-xekcan.
[Totoa co 10 mL aneraren nydep (pH 4,4) ce
BpIIM TEYHO-TEYHA EKCTPaKIHWja, 1Mo INTO ce
uHTpudyTHpa, QUITPHpPa M Ce pPacTBOpa CO
HPLC uuncra Boga (Ahmed M., 2013).
Maprapun: 1 g Maprapus ce pacTBopa BO
10 mL nuerwmn eTep um moToa ce MpHCTAIyBa
KOH TE4YHO-Te4Ha ekcTpakumja co 0,1M
pacTBop Ha HaTpuyM xuapokcua. 1 mL
cynpypHa KHCEJIMHA Ce JI0JaBa HA OCHOBHUOT
pactBOp BO 25 mL Bomymerpucka THKBUYKA H
ce pacTBOpa JI0 cooaBeTeH BojymeHn co HPLC
gricra Boga (Ahmed M., 2013).
Marepujaau U MeTOAU 32 ONpele]yBH€ HA
0eHzoaTm M  copdaTu BO mpexpaHOeHH
npousBogu co HPLC wmeron m UV
cnekrpodgoromerpuja

Pearencu: xannym copOar, HaTpuyM copoar,
HATPUYM  CalMLIWIAT, aMOHMYM  alleTar,
NEeTPOJIOCH3EH M XJIOPOBOJIPOIHA KHCEINHA Ce
kynpHu ox Merck ( Germany). MeraHon u
arleToHuTpun ce Habasemm on Caledon
(Canada), (Mahboubifar, 2010).

I[MoaroroBka Ha cTangapaeH pactsop 3a UV
merox :100 mg ox HaTpuym OeH30aT WM
KaiuyMm copbar ce pactsopaatT Bo 100 mL
BOJIyMETPUCKA TUKBHYKA. PaspenyBameTo Ha
OCHOBHUTE  PAacTBOPM  C€  BpIIM  CO
JecTUNIMpaHa Boja 3a aa ce gooue 60 mg/L, 50
mg/L, 40 mg/L, 30 mg/L, 20 mg/L u 10 mg/L
CTaHIApIHU PAacTBOPU Ha HAaTpUyM OeH30aT M
kanmuym copbar. 0,4 mL xyiopoBomopojaHa
KHcennHa ce jJoxaBa Ha 5 mML on cekoj
CTaHIAap/IEH PacTBOp M ce eKcTpaxupa co 45

mL  meTrposibeHseH.  AmcopOaHiiata o
CTaHIapAHUTE TPUMEPOL € MepeHa Ha 227
nm 3a HatpuyM OeHzoat u 250 NM 3a KaIuyMm
copbat (Mahboubifar, 2010).

IHoaroroeka nHa npumepouurte. 10 g oxn
MPUMEPOLINTE HAa KOJIAUHba, jJOTYPT U KHCENH
KpPacTaBUYKH C€ TOATOTBEHH CO OJICHIMpame
co 90 mL gectmimpana Boma 3a BpeMe on 2
min. BieHIupaHUOT NPUMEPOK € (HITPUpPaH,
a nortoa e nonaneHo 0,4 mL xyopoBoopoiHa
kucenmaa Ha 5 ML ox dQurrpupanara
TEYHOCT, MO IITO ce ekcTpaxupa co 45 mL
neTponbenseH. TeyHuTe npuMepoLn  ce
MOAroTBEHH co goxaBakbe Ha 0,4 mL
XJIOPOBOZOpOJHA KHceqmHa Ha 5 ML of
MPUMEPOKOT W ce eKkcTpaxupaar co 45 mL
netpoadensen (Mahboubifar, 2010).

UV anapartypa: aHanmm3ata € H3BEICHa CO
Shimadzu UV  Vis cmektpodoTomeTap
(Mahboubifar, 2010).

IMoaroroBka Ha cTaHgapieH pacTBOp 3a
HPLC metona: 100 mg oxg HarpuyMm OeH30aTOT
U KajauyM copbator ce gomamaar Bo 100 mL
BOJIyMETPUCKA TUKBUYKA M CE€ JOBEIyBaaT /0
cooaseren BomymeH co HPLC umcra Bopa.
PaspenyBameTo Ha OCHOBHHTE pacTBOpU ce
Bpmn onaenHo Bo HPLC uucra Boxa 3a na ce
nobume 500 mg/L, 250 mg/L, 125 mg/L, 62,5
mg/L u 31,25 mg/L om pactBOpuTE Ha
HaTpuyM OeHzoar W KamuyMm copbar. 1000
mg/L ox BHaTpemrHWOT cTaHAapA (HAaTpUyM
cammmnar) u 1000 pL ox cekoj paboTeH
paboTeH pacTBOp OJ HATpuyMm OeH30aT U
kamuym copbatr ce pacrBopaar 1:10 co
mobunHara (aza Bo 10 mL Bomymerpucka
THKBUYKA 3a ga ce modbmjar 100 mg/L, 50
mg/L, 25 mg/L, 12,5 mg/L, 6,25 mg/L u 3,12
mg/L, crangapaHu pacTBopU 3a KanmOparyja
(Mahboubifar, 2010).

[oaroroBka Ha  moOuanara  ¢a3sa:
MoOwmiHaTa asa ce coctou oz 80 % amoHnyM
aneraten mydep (pH 42) u 20 %
aneronutpun co HPLC wuwucrora. ITo
MMOJIrOTOBKAaTa, MOOWIHATA (ha3a € U3MEIIaHa,
JerasupaHa W (QuiTpupaHa HH3 HajIOHCKU
¢dunrep (Mahboubifar, 2010).

IMoaroToBka Ha NpUMepoLHUTe:
MPUMEPOLIUTE C€ MOATOTBEHH CO OJEHANpPAbEe
Ha 10 g ox uBpcrure npumeponu u 10 mL ox
TeyHuTe npumeponu co 90 mL mejonusupana
BOJa BO BpEMETpacme OA [BE MHHYTH.
Bbnennupanuor nmpumepok ce ¢untpupa u 2
mL oxn ¢untpupanara treuynoct u 200 pL ox
BHATPEIIHUOT CTaHAap]l Ce pacTBOpaar BoO
moOwiHata ¢asza. [lo pacTBOpamero cure
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npuMeponu (IIBPCTH B TeYHHU) ce puTpupaar
HU3 HajJIOHCKU (QUITEp CO TOJeMUHa Ha TOpU
0,45 um  (Mahboubifar, 2010).HPLC
amaparypa. aHanu3ata ¢ m3Benena co HPLC
cuctreM co UV pgerektop Ha coOHa
Temneparypa. Eilyupamero € H30KpaTcko, a
VHjeKTUPaHUOT BoiyMeH wu3HecyBa 20 pL.
Xpomarorpadckara KoOJOHA Ha Koja €
n3BeneHa ananmusata ¢ C 18, 5 um, 4,6 x 250
mm, Op3uHara Ha mpotok e 0,8 mL/min, a UV
IeTeKIjata € W3BeAeHa Ha 225 nm
(Mahboubifar, 2010).

Pe3yaraTu m quckycuja

Co kopucrewe Ha HPLC meromor (Meton 1)
JUMUTOT Ha JETeKNHWja W JIMMHTOT Ha
KBaHTH(UKALIY]a ce opesicHU on
KanuOpaluckara KpHBa CO KOPUCTEHE Ha
CeJICTHUBE PaBEHKU:

MDL=y; + 3s,

MQL=y,;+10s,

Kaze y; € mpecek co perpecuckara rnpasa H S €
CTaHIapIHa JeBHjalfja OJ TIPECeKOT Ha
perpecuckara npasa (Ahmed M., 2013).
Anamutnukute Kapaktepuctuku on HPLC
METOJIOT 3a KBaHTH(WKANMja HA HATPUYM
OCcH30aT W KaJIuyM copbaT ce JaJeHUu BO
Tabena 1. HWmeno, Bo Tabema 1 ce
NPE3CHTUPAaHN  JIOOMEHHWTE pe3ynTaTH 3a
JJUMUTOT Ha ZICTCKHI/Ij a W JIMMHUTOT Ha
KBaHTH(UKalKja Ha MeToJoT. JlumMuTOT Ha
JNEeTeKIMja 3a HATpUyM OeH30aT W3HeCyBa
0,231 mgL™! a numuroT 3a KBaHTU(UKaALH]ja €
0,772 mg L. 3a xanuym copbar IMMUTOT Ha
nerekija e 0,018 mgL? a numuror 3a
kBantuukanuja e 0,060 mgL™.

3a ga ce jgobOue morojemMa CEH3WTHBHOCT,
HaTpUyM OEH30aTOT W KaluyM copOaToT ce
aHaMM3UpaHu Ha OpaHOBa JOJDKMHA HA

arcoprimuja (277 nm 3a Hatpuym OeH30aT U
250 nm 3a xammym copbar). PereHumckoro
BpeMe 3a HaTpuyM OeH3oaT € 3 min, a 3a
Kanmuym copbar 3,3 min. Waentudukanujara
Ha MUKOBUTE OJ NPUMEPOKOT € TOTBPJICHA CO
UV coekrpure (200-400 nm) wu co
criopelyBamh¢ Ha HUBHOTO PETEHIMCKO BpeMe
co cra"gapaaute pactBopu. Co 0BOj MeTOJ ce
aHanu3upanu BKynHo 109  mpumeporu
(Tabemna 2.) (Ahmed, 2013).

Bo Teunure mnpuMepoM aHATM3HPaHU Ce
cCokoBH off jaOoyika, MaHro, OOpPOBUHKA,
mpacka, ra3upaHy NHjajand, COCOBH U MJIEKO.
LIBpcTrTe TMpHMEpOLM BKIydyBaaT: CHUPEHE,
eM, oKelme, MapMmanan wu MactH. Kaj
HaBEICHUTE MPUMEPOLU C€ aHaAIH3UPaHU
JBaTa KOH3EpBAaHCU: HATpUyM OCH30aT U
KanmuyMm copbar. [Ipumeporure ce rpynupanu
BO JIBC KAaTeropu: NPUMEpIH Kaj KOHWIITO
KOH3EpBaHCHTE CE JICKIapUPaHd U PUMEPOLIN
Kaj  KOWIUTO  KOH3EpBAaHCHTE HE  ce
nexnapupanu (Ahmed, 2013). Ox BkymHO 109
IPUMEPOLH KOU C€ aHAIM3UPAHU, HATPUYM
OeH30aT € ompeneneH BO 74 TpuUMepoIun
(Tabema 2.) a xammym copbar kaj 25
npumeponu (Tabena 3.). Hatpuym Genzoat e
MoBeke YNOoTpeOyBaH KOH3EPBAHC BO CHTE
MPOM3BOIM JOAEKa KaluyM cop0aTor He e
yrnoTpeOeH BO OBOIIHUTE COKOBH, Ta3UpaHHUTE
Nyjajand W MIICYHHTE TPOU3BOIU. 3apaiu
pa3ITUYHHUTE BUIOBH MHUKpoopranmsmu, PH Ha
CYICTPATOT U ApYyrH (aKTOpH, MUHHMAJTHAaTa
KOHIIGHTpaIfja Ha KOH3EPBaHCH Koja €
noTpedHa 3a cIpevyBame Ha MUKPOOEH pacT
MOXe Ja Bapupa. Pactor Ha moOBeKeTo
MYBJIM M KBaciu ce HUHXHOHpa co
HaTpuyM OEH30aT BO KOHIIEHTpamuja o]
20-200 mgL! na u ox xammym cop6at (10-

KOjaIiTo MOKa)KyBaaT MaKCHMaJTHa 1000 mgL?) ( Ahmed, 2013).
Tabena 1. Aramurnuku kapaktepuctuku Ha HPLC metomot
Table 1. Analytical characteristics for HPLC method
Komnonentu KoH1eHTpanucko JIuMHUT Ha AeTeKHja JlumuT 32 KBaHTH(DHUKALH]Q
nozipadje (MgL™) (mgL) (mgL™)
Hatpuywm 6eHzoat 5-75 0,231 0,772
Kannym copbar 3-27 0,018 0,060
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Tabena 2. KoHmeHTparyja Ha HATpUYM OCH30aT BO HCITUTYBAHUTE PUMEPOITH
Table 2. Sodium benzoate concentration in analyzed sample matrixes

Bun Ha xpana aHa]?III)/I(;]HI;zHPI Koglfe(;;:f;ﬁnj a Min Max
-1 1
IpUMEPOLH (mgL™) = SD (mgL") (mgL")
OBOIIIHU COKOBH 11 34,58 + 13,29 (D=11) 5,06 53,42
Tasupar 23 23,25 + 6,13 (D=23) 1,03 60,76
HjasIonu
Miexko 6 28,67 + 2,62 (D=6) 6,25 31,81
Ilem 11 26,64 + 2,62 (D=6) 20,01 34,21
Kene 11 29,14 + 1,79 (D=6) 18,92 35,05
Mapwmaran 10 10,34 + 1,62 (D=5) 4,78 21,43
Cupeme 10 15,34 + 1,02 (D=5) 6,18 19,18
Maprapus 10 17,34 + 1,22 (D=5) 5,39 18,74
CocoBu 11 12,44 + 2,62 (D=7) 3,66 22,97
Mactun 6 - - -

SD — crannapana aesujanuja; D — onpeneneHo Bo oapeieH Opoj MPUMEpPOIH

Tabena 3. KoHlieHTpanyja Ha KaauyM copOat BO UCITUTYBAHUTE IPUMEPOIIU
Table 3. Concentration of potassium sorbate in analyzed sample matrix
SD — crangapana nesujanuja; D — onpenenieHo Bo opeicH Opoj mpUMepoIu

Bun na xpana Bpoj Ha [Ipoceuna koHIEHTpaIHja
aHAIN3HPAHK (mgL?t) +£SD Min Max
IPUMEPOIH (mgL?) (mgLt)
OBOITHH COKOBH 11 - - -
Tasupann 23 - - -
TTHjaJtaIm

Mieko 6 - - -
[lem 11 4,36 + 1,20 (D=5) 3,52 5,89
Kene 11 9,04 + 2,62 (D=5) 3,58 13,03
Mapwmanan 10 5,01 + 0,54 (D=5) 4,04 6,98
Cupeme 10 7,91 £ 2,04 (D=5) 3,44 8,18
Maprapua 10 8,31 + 1,54 (D=5) 3,24 9,35
CocoBu 11 5,51+ 0,84 (D=4) 5 6,14
Mactu 6 11,22 + 4,32 (D=6) 4,85 14,48

SD - standard deviation; D — determined in certain number of samples
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TaGena 4. TounocT Ha MeTo/1aTa 32 HATPUYM OEH30aT
Table 4. Accuracy of the method for sodium benzoate

B spasa | sonanon v | xomenpanga | TOH0CTa 2 veToara

crangapa (mgL?) (mgL™) (%) *SD

5,06 2,5 98,01 + 1.91
OBorieH 21,62 50 92,04 +£1.98
COK 53,42 7,5 97,32 + 1,53
1,03 2,5 99,21 + 1,01

Tasupatin 31,02 5,0 97,54+ 1,11

MHjanamnu ! ! : 2

60,76 75 96,64 + 1,54

24,75 2,5 96,91 + 1,11

Mieko 28,90 5,0 94,54+ 191
31,38 75 94,74+ 1,11

20,01 2,5 94,91 + 1,65

[lem 10,65 5,0 93,54+ 1,13
34,21 75 92,61 + 1,44

18,92 2,5 99,83 + 1,91

Kene 25,74 5,0 98;54 + 1,05
35,05 75 97,32 + 1,88

4,78 2,5 99,83 + 1,91

Mapmanan 10,65 5,0 9854 + 1,05
21,43 75 97,32 + 1,88

6,18 2,5 92,43 + 1,09
Cupeme 9,87 5,0 97,04 + 1,68
19,18 75 99,95 + 1,99
5,39 25 97,85+ 1,06

Maprapuu 8,76 5,0 99,54+ 1,71
18,74 75 92,91+ 1,72

3,66 2,5 96,31 + 1,93

Cocosu 15,05 5,0 98,04 + 0,1
22,97 75 98,92 + 1,09

3a mpoBepka Ha TOYHOCTA Ha METOJOT
MO3HATO KOJMYECTBO HA HATPUYM OCH30aT U
KaJuyM cop0Oat e J0/a/icHO BO TPHU Pa3IMIHU
KOHIleHTpaimu 1 toa: 2,5 ug mL?, 5,0 pygmL*
u 7,5 ugmL? (Ahmed, 2013).

Pesynratute 3a TOYHOCTA HA METOAOT Ce
IBIDKAT BO Tpanuiy ox 92,04 % =+ 1,98 % no
99,95 % + 1,99 % 3a HaTpuym OCH30aT U O
90,81 % + 1,16 % mo 99,55 % + 1,76 % 3a
Kanuym copbar. TouHocTa Ha METOIOT €
nanena Bo tabenure ( Ahmed, 2013).

Bo tpyznor na Mahboubifar, 2010, HanpaBena
e criopenda momery T0OMEHHTE pe3yNTaTh Of
HPLC ananuzata u UV crnekrpodoromerpuja
(meton 2) on onpenyBamara Ha HaTPUYM
OeH3oaT U KaJluyM copOar BO MpexpaHOeHH
npousBoy. Jluneaprocta Ha UV meronor e
TECTHpaHa BO KOHIICHTPAIIMCKOTO HOApaYje 01
1 mg/L mo 25 mg/L 3a xamuym copbat u 2
mg/L mo 25 mg/L 3a Harpuym OeH30aT.
JIMMUTOT Ha JIeTEeKIUja 32 HAaTHyM OeH30aT € 2
mg/L a 3a kaqmym copbar 1 mg/L.
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Tab6ena 5. TouHOCT Ha METOOT 3a KaITKMyM copdat
Table 5. Accuracy of the method for potassium sorbate

Konmpenrparuja Honanena TouHocTa Ha

Bun Ha xpana fIPE/ IOMAIEH KOHIIEHTpAIH]ja MeToaTa

AHATTUTHYKA 1

crangapa (mgL?) (mgL™) (%) + SD
5,15 2,5 95,97 + 1,09
CocoBu 5,15 50 99,87 £ 1,99
6,14 7,5 94,22 + 1,94
4,85 2,5 95,54 + 1,99
Mactu 9,16 50 91,65+ 1,65
14,48 7,5 98,43 + 1,54
3,52 2,5 92,78 + 1,54
Ilem 4,18 50 99,55+ 1,76
5,89 7,5 93,31 + 1,38
3,58 2,5 91,92+ 1,76
Kene 8,18 5,0 95,76 + 1,99
13,03 7,5 95,76 + 1,93
4,04 2,5 96,09 + 1,87
Mapmanazg 5,01 5,0 93,88 +£ 1,56
6,98 7,5 94,33 + 1,37
3,44 2,5 97,34 + 1,98
Cupeme 5,54 5,0 92,77+ 1,88
8,18 7,5 97,66 + 1,35
3,24 2,5 90,81 + 1,16
Maprapux 6,65 50 92,55+ 1,77
9,35 7,5 96,25+ 1,71

TaGena 6. [TpeunsHocT u TouHoct Ha UV MeTon0T 3a HaTpuyM OeH30aT
Table 6. Precision and accuracy of UV method for sodium benzoate

¥ (mg/L) [Ipoceuna CrannapaHa Omnpeneneno TouHOCT Ha
aricop0aHua JieBHjaluja KOJIMYECTBO Merojara

(mg/L) (%)

2 0,05 0,00 1,66 83,1

4 0,013 0,01 3,96 99,2

6 0,22 0,02 7,40 123,5

10 0,32 0,03 9,84 98,4

14 0,44 0.03 12,6 90,1

Jluneapuocra Ha HPLC metomot e Tectupana
BO KoHIeHTpammja ox 1 mo 550 mg/L 3a
HatpuyM Oemzoar m 1 jmo 1000 mg/L 3a

KaJmyM copOar.

BpeMe 3a HaTpuyM OeH30aT W3HecyBa 14,8
min, 3a kamuym cop6ar 20 Min U HaTpUyM
canmuuuiar (BHAaTpeLleH CTaHapi) H3HEecyBa
6,4 min (Mahboubifar, 2010).

On HPLC xpomaTorpamot npukaxan Ha Ci.1.
MOXe Jla ce 3a0elexH JeKa PEeTEHIMCKOTO
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Tab6ena 7. [Ipenu3HocT 1 TourocT Ha UV MeTooT 3a KaimyM copoar
Table 7. Precision and accuracy of UV method for potassium sorbate

y (mg/L) IIpoceuna CTaHgapnga Omnpeneneno TouHoCT Ha
aricop6OaHIa JIeBHjaIMja KOJINYECTBO MeTozaTa
(mg/L) (%)
1,0 0,06 0,01 1,19 119,0
2,0 0,12 0,02 2,34 117,0
3,0 0,16 0,01 291 97,0
4,0 0,23 0,01 4,09 102,3
50 0,30 0,00 5,0 100,0
6,0 0,38 0,01 5,99 99,8
A (ID)
(I11)
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Cnuka 1. HPLC xpomarorpam Ha cmeca o HatpuyM casuiiar (1), narpuym 6ensoar (I1) u kanuym copbar

().

Fig.1. HPLC chromatogram of sodium salicylate (1), sodium benzoate (1) and potassium sorbate (I11) mixture.

Bo o0Boj Meroj HaTpuyM camunmiar €
KOPHUCTEH KaKo BHATPEIIEeH CTaHIap[ 3a Ja ce
noA00pH penpoyKTHOMITHOCTA M TOYHOCTA Ha
pesyaraTture.

JIMMUTOT Ha JeTeKIMja 32 HATPUYM OEH30aT U
Kanaym  copbar wm3Hecysa 0,3  mg/L.
Jobuenutre pe3yiaTraTd 3a MPEHU3HOCT U
toy”ocT Ha UV Metonor 3a HaTpuym OeH3oat
¥ KamyM cop0ar ce nmpukaxaHu Bo Tabena 6.
n 7. IlpemmsHocta u TouHocta 3a HPLC
METOZOT 3a HaTpuyM O€H30aT W KaluyM
copbar ce ompeaeneHH co cropenda Ha
NOOWMEHNTEe  pe3yiaTaTH BO  TEKOT  Ha
eqHOHEeBHUTE W TpuaHeBHUTE aHanm3u (Tao.
8. m 9.). Pesynararture onx aHammzaTa 3a
COApKMHATa Ha KaluyM copdaT WM HATPUyM
OeH30aT BO OJ[pe/IeHH NMPUMEPOLN ce JaJieHH

Bo Ta6emure 10., 11. u 12. Co cnopenda Ha

pesynrature npodbmenn om UV u HPLC
METONOT, MOXKe Ja ce 3abemexud aeKa
KOHIIGHTpal[MuTe INTO ce J0OHeHH CcOo

ynorpeba Ha HPLC meTomoT ce MOHHCKU BO
OJJHOC Ha KOHIIEHTpAIMHTE JOOWEHH CO
ynotpeba Ha UV mMeTomoT.

IToBucokouTe pe3yaTaTH 3a COApKMHATA HA
OeHszoatn u copbaTm BO  TECTHUPAHHTE
OPOIYKTH (JOTypT, KHCENU KpacTaBHYKH U
KoJNlaunmka) Jo0ueHu co ymotpeba Ha UV
METOJIOT, MOKA)KyBaaT JieKa CYINCTAHIIUTE IITO
ce MPHUCYTHH BO MaTpHIaTa KakKo INTO Ce
BaHMJIA BO KOJIaYH, apOMAaTUYHUTE
COCJIMHEHH]ja BO JOTYPT U KUCEITH KPACTABUIKH
uHTpedepupaar Ha JOOMEHHOT CHUTHAT Of
JETEKTOPOT.

JAFES, Vol 62, (2014)



10

Janxynoscka

buwana Ilemanoscka — Hnuescka, Bnaoumup Apcos, Jlenue Beaxocka-Mapxoscka, Mupjana C.

Tabena 8. Iperusaoct u Tounoct Ha HPLC meromoT 3a Harpuym OeH30aT

Table 8. Precision and accuracy of HPLC method for sodium benzoate

y (mg/L) Bucuna Ha | CranmapnHa RSD Hajnena TouHoCT Ha
TIHKOT JIeBHjaIuja (%) KOHIleHTparmja | Meronara (%)
(mg/L)
3,12 0,25 0,04 16,48 2,73 87,5
6,25 0,48 0,03 7,43 5,76 88,6
12,5 0,95 0,07 7,58 12,25 98,0
25,0 1,96 0,22 11,45 27,28 109,1
50 3,37 0,27 7,31 49,31 98,6
100 7,77 4 7,21 103,63 103,6
RSD — penaruBHa cTaHmapHa JeBHjanyja
RSD - relative standard deviation
Tabena 9. [Iperusnoct u TounocT Ha HPLC MeTonoT 3a kamuym copbat
Table 9. Precision and accuracy of HPLC methodfor potassium sorbate
y (mg/L) Bucuna na Crangapana RSD Hajnena Tounoct Ha
MTUKOT JieBHjalmja (%) KOHLIEHTpAIH]ja METOJIOT
(mg/L) (%)
3,12 0,13 0,02 14,55 2,33 74,7
6,25 0,25 0,03 10,30 5,73 87,7
12,5 0,49 0,05 10,71 11,05 88,4
25 0,99 0,13 13,61 23,79 95,1
50 1,91 0,22 11,47 49,60 99,2
100 3,72 0,34 9,14 98,53 98,5

Ta6ena 10. Konuenrparuja Ha HatpuyMm Oensoar (Mg/L)Bo jorypt onpeaenena co HPLC u UVmeron
Table 10. Concentration of sodium benzoate (mg/L) in yogurtobtained with HPLC and UV method

Hpmeport ¥ (M/L) uv ¥ (MY/L) wec
Ha jOTypT
1 74,5 Hewma nerektupano
2 61,0 Hewma nerektupano
3 120,4 117,0
4 108,1 11,60
5 68,3 13,4
6 148,8 135,8
7 57,0 18,0
8 67,6 Hewma netektupano
9 63,7 39,0
10 88,2 52,9
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Tab6ena 11. Konnenrpanuja va kamuym cop6ar (mg/L) Bo mpumeporum o konauun onpeaesienun co UV u HPLC meton
Table 11. Concentration of potassium sorbate (mg/L) in cookie sample determined by UV and HPLC

method
HpI/IMepOK 0 KoJlauu N (mg/L) v Y (mg/L) HPLC
1 561,6 209,0
2 451,6 340,5
3 671,8 517,7
4 767,8 523,0
5 180,0 132,2
6 522,6 4275
7 695,2 450,3
8 834,8 507,6
9 761,6 571,9
10 1169,4 625,4
11 213,2 141,7
12 1117,0 518,6
13 731,4 282,5
14 1266,2 373,6
15 1182,6 358,6
16 926,4 570,4

Tabena 12. Konuentparuja Ha HatpuyMm 6ensoar (Mg/L) Bo kucenu kpacraBuuku onpenenena co UV u HPLC
METOx
Table 12. Concentration of sodium benzoate (mg/L) in pickles determined with UV and HPLC method

Hpuvepoun Ha ¥ (mg/L) uv ¥ (MY/L) Hpic
KHCCJIN KpaCTBAYKH
1 203,1 153,7
2 660,8 316,0
3 360,0 229,4
4 750,0 395,0
5 266,4 213,7
6 173,9 71,3
7 337,3 218,5

Tabena 13. Tounoct Ha HPLC metonot 3a HaTprym O€H30aT U KalliyM copOar BO KOJIa4uu
Table 13. Accuracy of HPLC method for sodium benzoate and potassium sorbate in cookies

Tpumepox Honaneno TodHOCT 3a HATPUYM TOYHOCT 33 KaTmyM
konryectBo (Mg/kg) 6eH30aT copbar
15 97,9 £0,1 832+0,1
KOJIa4YH 30 1054201 S5 01
50 111,1+1,3 962+11

UV u HPLC wmeromute ce aBETE HajuecTo
yrnoTpeOyBaHH METOAM 3a OJpelyBame Ha
HATpUyM OEH30aT W KaluyM copbaT BO
nabopaTopuuTe 3a aHajdM3a Ha XpaHa W
Mopajay Taa NMPUYMYHA HU3BpIIEHA € cropenda
nomery HuB. Kaj HPLC wmertomor HaTpuym
CaJMIMIAT € WCKOPUCTEH KAaKO BHATpEIICH
CTaHIapA 3a Ja ce MoJo0pu TOYHOCTa |
MPEUU3HOCTa HA METOOT.

3a yTBpAyBame Ha NPEIM3HOCTa U TOYHOCTA
Ha HPLC metonoT cnpoBejicHa € aHajiu3a Ha
AQHANMTUYKK JOJAATOK, MpPHU INTO TO3HATH

KOJMYECTBAa HAa HATPUyM OEH30aT U KaluyM
copbar ce monazenu Bo kojauu (Tao6.13.).

3akaydox

Bp3 ocHoBa Ha 10OMEHHTE pe3ynTaTH ol
HCIHTYBamkaTa MOXeE J1a ce 3akiay4yu ngexa UV
u HPLC metonute ce HajuecTo ynoTpeOyBaHn
3a ompelenyBambe Ha HaTpUyM OeH30aT U
KaJIMyM copOaT BO XpaHa.

HPLC meronot 1, ce omnuKyBa CO TOYHOCT U
MPEU3HOCT 32 ONpeeNyBamke Ha OCH30aTH U
copbaT BO cupeme, [IeM, JKeje, MapMaiaj u
MAaCTH.

JAFES, Vol 62, (2014)



12 buwana Ilemanoscka — Hnuescka, Bnaoumup Apcos, Jlenue Beaxocka-Mapxoscka, Mupjana C.
Janxynoscka

Kopucrennte mporenypu 3a eKCcTpakimja ce
eKOHOMHYHHM, Op3M M JIecHH 3a usBezoda.
BkynHoTOo Bpeme 3a aHanmu3a (€KCTpakuuja u
HPLC amammsza) e momamo ox 20 min.
KomnmuectBara Ha HaTpuyM OEH30aT U KaIUyM
copbaT BO  HCIOUTYBaHUTE MPUMEPOLH,
nobuenu co ynorpedba Ha HPLC metonot 1 He
TH HaJMHHYBaaT MaKCHMAaJlHO IO3BOJECHHTE
KOHIICHTPALHH.

Kaj HPLC wmeTomoT 2, HaTpuyMm caiuuuiaT €
MCKOPUCTEH KaKo BHATPEIICH CTaHIap. 3a Ja
ce momoOpH Mpenu3HOCTa M TOYHOCTA Ha
METOHOT.

PesynratuTe o1 ncnmTyBamaTa MOKakaa Jeka
HEKOM COEIMHEHWja KOW C€ J0f1aBaaT BO
KOJaynuTe Kako IITO € BaHWIaTa |
apOMaTUYHUTE MaTepUu OJ JOTYypTOT H
KHCEIINTE KPacTaBUYKU MOXe na
WHTEppepupaaT Ha CHUTHAIOT OJf HATPUYM
OeH30at U KaJuyM copoar.

Konnenrpanuure 3a OeHzoatm W copOaTHB
mro ce pobmenn co ymorpeba Ha HPLC
METOAOT 2 ce TIOHUCKM BO OJHOC Ha
KOHIIEHTpAIuUTe M0OMeHn co ymorpeda Ha
UV mertonor.
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INPUMEHA HA PEBEP3HO-®A3HA BUCOKOE®PUKACHA TEYHA
XPOMATOI'PA®HUJA 3A OITPEJEJYBAIbE HA AKTUBHUTE KOMIIOHEHTH
BO ITPEITAPATOT INTER OF

Benkocka-Mapxkoscka Jlenue”, Ileranoscka-Wnuescka busbana

ldakynreT 3a 3emMjonencku Hayku U xpana, YHuBepsutet “C. Kupun u Meroauj” Ckomje,
Peny6nuka Makenonuja
*levemar@gmail.com, lencevm@zf.ukim.edu.mk
Ancrpakr
Bo TpymoT ce mpe3eHTHpaHH HOBH MOXHOCTH 32 pa3padOTKa Ha peIaTHBHO Op3H, €IHOCTAaBHHU,
Opeuu3Hd W TOYHM METOAM 3a MCTOBPEMEHO OINpelelnyBambe Ha COIp)KUHATA Ha aKTHBHUTE
KoMITOHeHTH (Germenudam, aecmeandam u eropymecar Bo necrtunuanara hpopmynanuja Inter Of co
nomorir Ha peBep3Ho-(hasna (RP) Bucokoedukacua teuna xpomatorpaduja (HPLC) u yarpaBuosietos
nerexkrop co Huza on auoau (UV/DAD). 3a peanuzaiiija Ha MOCTaBeHATa IIe7 C€ KOPHUCTEHH CEayM
THNIOBU aHanuTuuku kojouu: Hypersil ODS (25 cm x 0,46 cm; 5 um), HS 3 x 3 C-18 (3,3 cm x
0,46 cm; 3um), HS 3 x 3 C-8 (3,3 cm x 0,46 cm; 3um), LiChrospher 100 RP-18 (25 cm x 0,4 cm;
5 um), Chromolith Performance RP-18e (10 cm x 0,46 cm), LiChrospher 60 RP-select B (12,5 cm
x 0,4 cm; 5 um) u LiChrospher 60 RP-select B (25 cm x 0,4 cm; 5 um).
RP-HPLC metomot e cripoBesieH Ha aHaauTHuka KosoHa ox tunoT LiChrospher 60 RP-select B (25
cm x 0,4 cm; 5 um), co mpumena Ha mobmiTHa (hasa cocTaBeHa o1 MeTanos/Boaa (60/40, V/V), mpotok
ox 1 mL/min, xoHcranTHa Temmeparypa Ha KomoHata ox 25 °C, UV nerekimja Ha 230 nm wu
OCeTIMBOCT Ha AeTekTopoT oA 0,5 AE.
3a pa3pabOTEHUOT METOJ CE OMPENENICHH CICIHUBE MapaMeTPU: PETCHIUCKU (aKTOp, Cemapanucku
(akTop, HONHA TpaHWIA Ha JETEKIHWja, JOJHA TpaHWIAa HAa KBaHTH(HKAIWja, THEBHA W
WHTEpPMEejapHa MPEIHU3HOCT 32 PETCHIUCKOTO BpeMe, MOBPIIMHATA TOJ MWKOBHTE W BUCHUHATA HA
XpoMaTorpa)CKUTe MAKOBH, TUIIOT HA 3aBUCHOCT TIOMely MacaTa Ha aHAJMTOT M MOBPIIMHATA W/WITH
BHCHHATA HA TIMKOBUTE, AaHATUTUYKY MPUHOC M yJeNl Ha aKTUBHUTE KOMIIOHCHTH BO aHAJIM3HPAHUTE
MIPUMEPOILIX O] IECTULIUAHATA (hopMyJIalimja.
Koayuynu 360poBu: henmenndam, necmenudam, eropymecar, Inter Of, RP-HPLC, UV/DAD

APPLICATION OF REVERSE-PHASE HIGH-PERFORMANCE LIQUID
CHROMATOGRAPHY FOR DETERMINATION OF ACTIVE COMPONENTS IN
PESTICIDE INTER OF

Velkoska-Markovska Lenche”, Petanovska-llievska Biljana

YFaculty of Agricultural Sciences and food, “Ss. Cyril and Methodius” University, Skopje, Republic of
Macedonia

* levemar@gmail.com, lencevm@zf.ukim.edu.mk
Abstract
Fast, simple, precise and accurate methods development for simultaneous determination of active
ingredients phenmedipham, desmedipham and ethofumesate in a pesticide formulation Inter Of using
reversed-phase (RP) high performance liquid chromatography (HPLC) and ultraviolet diode array
detector (UV/DAD) is presented in this work. For realization the established purpose seven analytical
columns are used: Hypersil ODS (25 cm x 0.46 cm, 5 um), HS 3 x 3 C-18 (3.3 cm x 0.46 cm, 3um),
HS 3 x 3 C-8 (3.3 cm x 0.46 cm, 3 um), LiChrospher 100 RP-18 (25 cm x 0.4 cm, 5 um),
Chromolith Performance RP-18e (10 cm x 0.46 cm), LiChrospher 60 RP-select B (12.5 cm x 0.4 cm,
5 um) and LiChrospher 60 RP-select B (25 cm x 0.4 cm, 5 um).
RP-HPLC method is carried out on a LiChrospher 60 RP-select B (25 cm x 0.4 cm, 5 um) analytical
column, with mobile phase of methanol/water (60/40, V/V), flow rate of 1 mL/min, constant column
temperature at 25 °C, UV detection at 230 nm and 0.5 AUFS sensitivity level.
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The following parameters are determined for the developed method: retention factor, separation factor, limit of
detection, limit of quantification, repeatability or intermediate precision of obtained results for retention time, peak
area and peak height, the fit type between the mass of analyte and peak area or peak height, recovery of analyte and

active ingredients quantity in a pesticide formulation.

Key words: phenmedipham, desmedipham, ethofumesate, Inter Of, RP-HPLC, UV/DAD

Bogexn

Bpojor Ha HacelreHHETO BO CBETOT € BO
MIOCTOjaH MOPAacT U JICHEC ce MPOLeHyBa JeKa
Ha HamlaTa IUIAHETa JKMBEAT OKOIY CeIayM
Muidjapaun  ayfe. EneH ox  HajBaxHUTe
npoOJieMH Ha COBPEMEHHMOT YOBEK € Kako Ja
00e30e11 TOBOJIHO KOJNWYECTBO KBAaJIUTETHA U
XWTUCHCKA WCMpaBHAa XpaHa 3a IeJI0TO
HaceneHue. [IpoW3BOACTBOTO Ha MOTOJEMHU
KOJIMYECTBA 3EMjOJICIICKH KYITYypH, Kako W
HUBHO T00E30€IHO YyBame BO Maral[MHCKHUTE
MpPOCTOpU HE MOXKE Ja ce ocTBapu 0e3
ymorpeba Ha CpeAcTBa 3a 3allTUTa Ha
pacrenujara ([Tocmonoecku u cop., 2000). Ce
cMeTa JeKa IITeTHUTE TPUYMHETH  Of
¢duTonaToreHuTE MHKPOOPTaHHU3MH,
IITETHUIUTE ¥ IUICBEIHMTE JOBEIyBaaT [0
HaMaJlyBame Ha MpUHOCUTE 3a okoiry 30-50 %
(Janic, 2005). HekoHTponupaHUTE TIJICBEINH,
KOMIITO  ce  [OjaByBaaT  3aemHO  CO
OIrNielyBaHUTE  pacTeHHWja, OOWYHO  ce
npuunHa 3a 3ary6a oxg 50 % mo 100 % Ha
3€MjOIeIICKOTO MPOU3BOJICTBO, a
XepOunuanuTe, WId ,.XeMUCKUTe yOWjuu* Ha
IUIEBEIUTE  CEe  MpUMapHa  anaTka 3a
crpaByBame co HuB (Deveikyte and Seibutis,
2006). OrTyka mpousieryBa W notpebara 3a
NpUMeHa Ha pa3HU XEMHUCKH CpEJNICTBa,
OCOOEHO  IeCTHULMAHW, 3a 3allTHTa Ha
NPUMAapHUTE 3€MjOJICJICKH TIPON3BO/IH.

Enan on HOYeCTO  ymoTpeOyBaHHUTE
XepOUIIUIN BO HACATUTE O] IIEKEpHA perKa ce
¢dbeamenudam, necmemudam u erodymecar,
KOMIITO C€ KOPHCTAT MOSIUHEYHO WM, MaK,
Bo cMmeca. OBue TpHU XEpOMIUIHU CYIICTAHIIH
MpeTCTaByBaaT aKTUBHH KOMIIOHEHTH Ha
nectunuaHara  Gopmynanuja  Inter  Of,
KOjalllTo Cc€ jaByBa BO OOJIMK Ha TEYCH
koHuenrpar 3a emymsuja (EC, Emulsifiable
Concentrate), mpousBo Ha ¢upmata XepOoc
o1 XpBaTcka.

denmenudam, necmenudam u erodhymecar ce
CEeNIEKTUBHM cHcTeMckH xepouuman. Ilo
CBOjaTa XeMHCKa CTpPyKTypa (eHmenudam u
necMennudam TpercTaByBaarT Ouc-kapOamatu
(mepuBatT Ha KapOaMHHCKa KHCEIWHA), a
etopymecar e nepuBaT Ha OeH30(ypaHOT
(Tomlin, 1997).

Cnopen JeKJIapupaHuTe MOJATOLIH,
KOHIICHTpAIMjaTa Ha aKTUBHUTE CYIICTAHIIN BO
necrunuanara Gopmynarmja Inter Of usueysa:
91 g/L £ 9 g/L 3a dpeumemudam, 71 g/lL =7
o/L 3a mecmemmdam m 112 g/L + 7 ¢/L 3a
etoymecar.

Bo nurtepatypara ce cpeTHyBaaT aHaJIUTHYKU
METOJIM 3a OlpeneiyBame Ha (QeHMemaudam,
necmenudaM u eropymecar, TOSTUHETHO WITH
BO CMéeca CO IPYT'H KOMIIOHECHTH.

AxTuBHaTa cyncraHna ¢peaMeandam Moxe aa
ce ompenean co momom Ha HPLC (High-
Performance Liquid Chromatography,
BHUCOKOe(HMKAaCHA TeUHa Xpomarorpaduja) win
Mak co THUTpalyja, a HEJ3MHUTE OCTATOIH
MOXe ma ce ompenenar co momom Ha GLC
(Gas-Liquid Chromatography, racHo-TeuHa
xpomatorpaduja). Ocrtatonure ox oOBaa
aKTHBHA CYIICTAHIIa BO IOYBAaTa MOXE Ja Ce
orpenesiaT co TIOMOII Ha HEKOJKY Pa3IndHU
METOAM Kako IITO ce: KOJOPHMETpHja,
BHCOKOEe(HKAaCHA TE€YHAa XpoMarorpaduja WiH
racHoO-TeYHa Xxpomartorpaduja co IETEKTOp CO
enextporcku 3adar (ECD, Electrone Capture
Detector) (Tomlin, 1997).

Co npuMeHa Ha METOJIUTE Ha
BUCOKOe(HMKacHaTa Te4yHa xpomatorpaduja u
KOJIOpUMETpHjaTa MOXKE Jla c€ OIpeAetd u
aKTHBHAaTa  CyINCTaHma jecMenudam, a
HEj3MHUTE OCTATOIM MOXKeE JIa CE OIpe/IeNiaT Co
KOPDUCTEH¢ Ha  BHCOKOE(HKACHA  TEYHa
xpomartorpaduja WA racHO-T€YHa
xpomarorpaduja (Tomlin, 1997).
OmnpenenyBatbe Ha aKTUBHATa CYICTaHIA
eToymMecar W HEj3MHUTE OCTATOIM MOXE J1a
Ce W3BpPIIM CO IOMOII Ha TacHO-T€YHA
xpomarorpaduja co IIaMeH-(QOTOMETPUCKH
nerexkrop (FPD, Flame Photometric Detector)
(Tomlin, 1997).

Criopen pedepeHTHUTE METOAM MPEAJIOKEHU
onr CIPAC (Collaborative International
Pesticides Analytical Council) ce mocraBenn
AQHAJIMTUYKK ~ METOOM 32  TOEeIUHEYHO
OonpeaciIyBamkbe Ha AKTHBHUTC KOMIIOHCHTH
dbeamenmudam wu erodymecar, g0/IeKa BO
AOAC (Association of Official Analytical

JAFES, Vol 62, (2014)
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Chemists) He ce cperTHyBaaT cCTaHAapIHU
METOZM 32 ONpe/eyBambe Ha OBHE AKTHBHU
KOMITOHCHTH.

Pedepentanor CIPAC METOA 3a
ornpesenyBame Ha peHMenudam, BO TEXHUIKU
mpernapaTd ¥ BO €MYJI3HOHM KOHIICHTPATH, Ce
0a3upa Ha peBep3HO-(asHa TEYHA
xpomatorpaduja (RP-HPLC, Reversed-Phase
High Performance Liquid Chromatography),
co TmpmMeHa Ha yiarpaBuoieroBa (UV,
Ultraviolet) merekumja Ha 238 nm u OyTmin
OceH30aT Kako BHaTpemieH crangapd. Kako
cTanoHapHa (haza ce mpernopadyBa yrorpeda
Ha aHamUTW4Ka KojoHa oj Tumotr \Waters
Bondapack C-18, co romemuHa Ha YECTHUKH
on 10 um (wim eKBUBAJICHTHA KOJIOHA), @ KaKO
mobunHa ¢daza cmeca om 480 mL
anerorutpwi, 520 mL Boga u 10 mL guokcas.
3a onpezenyBame Ha OBaa aKTUBHA CYTICTAHIIA
BO TEXHUYKH TpenapaTr MoXxe Ja ce ynoTpeou
u tutpumerpucku Meton (CIPAC, 1985).
AHATUTHYKUOT METOJA 32 OINpe/eIyBame Ha
etopymecar Bo TexHuuku, EC wu SC
(Suspension Concentrate, KkoHIlGHTpaT 3a
CyCIleH3Wja) NeCTHIUAHN (QopMyJIamuu ce
m3BenyBa co momom Ha RP-HPLC co UV
neTeknja Ha 225 nm. 3a oBOj MeTonm ce
mpernopayyBa KOPHCTEHC HA  aHAJIHTUYKA
kosiona o tunot ODS-3 (150 mm x 4,6 mm;
5 um) um ermn OeH30aT Kako BHATPEIIECH
crangapa. MoOunHara asza e cocTaBeHa OJf
575 mL pejonmsumpana Boma, 325 mL
aneronntpwi, 100 mL Terpaxunpodypan u e
perymupana no pH 4 (= 0,1) co momomn Ha
numoncka kucenuna (CIPAC, 2000).
[TpousBoguTENIOT Ha MECTUIUTHATA
¢dopmynarja Inter Of wuma mnpemaoxeHo
METOJM 32 OJJICJIHO OTpEeNyBalhe Ha TPUTE
AKTHBHM  CYNCTaHIM BO  MECTUIMIHATA
¢dopmynarmja. Jlocera e pa3paboTeH camo
emeH wMeron on crpana Ha Krongaard wu
copabOTHUIINTE 3a HUCTOBPEMEHO
ONpE/IeNyBalkbe HA OBHE KOMIIOHEHTH BO
NeCTUIUAHUTE  QopMynanmuu  WTO  ce
CpeTHyBaaT Ha ma3apoT Bo J[aHcka, Kako mTo
ce Betanal optima SC u Kemifam Pro SC
(Krongaard et. al., 2003). Xpomarorpahckuot
mporiec € UM3BpIIEH co  ynorpeba Ha
aHanuTHYKa KosoHa oj Tunot Prodigy ODS
(250 mm x 4,6 mm; 5 um), npu KOHCTaHTHA
Temneparypa Ha kosonata ox 20 °C u UV
netekija Ha 225 nm. Kako mo0uiHa ¢asa e
KOPHUCTEHAa CMeca OJI METaHoJ M BOJa, CO
BOJIYMEHCKH OAHOC 65:35 u mportok ox 1

mL/min. OcHOBHHTE CTaHIApIHH PAaCTBOPHU CE
HOATOTBEHU CO PAcTBOpame Ha NMPOOHTE BO
METaHOJIEH PacTBOp Ha OLETHA KHCEIHHA CO
konuenrpammja 0,05 mol/L, a paGorHuTe
pacTBOpU ce IOOHMEHHM CO pa3pelyBambe Ha
OCHOBHHTE PaCTBOPH CO MOMOIII Ha MOOWITHATA
¢aza (cmeca Ha METaHOJ/BOJA CO BOIYMEHCKU
OJTHOC 65/35). Ion HAaBCJICHHUTE
eKCIICPUMEHTAIIHH ~ YCJIOBH  PETEHLUCKOTO
BpeMe Ha KOMIIOHEHTHTE M3HECyBa okoiy 7,3
min 3a gecmeaudam; 7,9 min 3a peamenndam
1 9,2 min 3a etodymecar.

O oBHE MPHYMHM LIENTa HA UCTPAKYBAHETO
Ha OBOj TPyA € pa3paboTKa Ha peIaTHBHO
Op3u, emHocTaBHU, mpenusnu u TouHun HPLC
METOAM 338 HCTOBPEMEHO OIpe/eNyBamke Ha
COApKrHAaTa Ha AKTUBHUTC KOMIIOHEHTH
denmenudam, necmenudam u erodpymecar Bo
nectunuanara Qopmynarmmja Inter Of co

TIOMOIII Ha peBep3HO-(ha3Ha TCYHa
xpomatorpaduja.
EKCIIEPUMEHTAJIEH JEJI

Peacencu: Tlpu pa3paboTka Ha METOAWUTE 3a
ompeaenyBame Ha Gheamenudam, necmenudam
u eroyMecaT BO MeCTUIHIHATA OopMyIIaimja
Inter Of co momo Ha BUCOKOeUKacHa TeUHA
xpomatorpadja, c€ KOPHCTEHH MOOWITHH
(asu cocraBern op pactBopysauun co HPLC
gucrora (HPLC grade) kako: ameTtoHHTpuMI
(CH3CN), METaHOJI (CH30H) "
tetpaxunpodypan (THF), mpousBomenn on
Sigma Aldrich (Deisenhoven, Germany) u
BOJa, Jo0MeHa CcO  JecTWianMja  Ha
JIejOHN3UpPAHa BOAA HHU3 CIELHjajlHA CTaKJIeHA
armaparypa.

3a IpUroTBYBamke Ha My(PEepCKUTE PACTBOPH Ce
yrnotpebenn: ¢ochopra kucenuua (HzPOa),
kanmuym xuaporeHpochar (KoHPOy), xammym
muxuporendochar (KHoPO4), TpueTnamun
(TEA), omerna kucemuna (CH3COOH) wu
HatpuyM anerat (CHsCOONa), npon3BoacTBo
Ha Sigma Aldrich. 3a ompenenyBame Ha
HYJTOTO BpeMe Ha KOJIOHATa, MPU pPEBEP3HO-
GdaseH pexuM Ha Xpomarorpadupame €
kopucteH  Hatpuym  Hutpar  (NaNOa),
npousBeneH Bo Ankanoun (P. Makeaonuja).
AHamuTHYKUTE CcTaHjgapau on (denmenaudam
(99,6 %), nmecmemupam (99,7 %) wm
etopymecar (99,9 %) ce mpPoOM3BOJACTBO Ha
Bayer (Germany), a  MeCTUIMIHATA
dopmynanmja Inter Of e gobuena kako
nomapok on ¢upmara Xepboc (Ocuex,
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XpBaTcka), MpeKy TeHEepaIHHOT 3aCTAITHHUK 3a
Maxkenonuja, Xep6oc ox Ckomje.

HPLC ananusa: PazpaboTkara Ha METOIUTE 3a
pa3aBojyBamke U ONpeeyBamke HA aKTHUBHUTE
KOMITOHEHTH BO TECTHLUIHATA (OpMyJIaluja
Inter Of e u3BpiIeHa Ha TeueH xpomarorpad,
npousBeneH on Perkin Elmer, ompemen co
Ounapna mnymma (momen LC 250) wm
YIITPaBUOJETOB JCTEKTOP CO HU3a OJ TUOIH
(UVIDAD), mogen LC 235 (Perkin Elmer). 3a
0o0paboTKa Ha TOAAaTOUUTE MAOOWEHH MpHU
XpOMAaTOrpa)CKHOT ~ TPOIEC €  KOPUCTEH
codptBepckn maker OMEGA, Bep3mja 2,35
(Perkin Elmer).

OCHOBHHTE CTaHAAPIHU PACTBOPU OJ
AKTUBHHUTE KOMIIOHCHTH, pACTBOPHTE OI
NpoOUTe Ha TMeCTUIHMAHATAa (opMyJaimja,
Kako YW KOPHCTEHUTe MOOWIHM (a3u, Mpea
yrnoTpedara ce JerasupaHd BO YITpa3By4YHA
O6ama ox tumor ,Elma“. PacrBopute on
npobute, TpU peBep3HO-(ha3eH peKXUM Ha
xpomarorpadupame, ce (QUATPUpPAHH CO
moMomr Ha Spartan-T mmpun-GUITPH, CO
rosemuHa Ha nopu oxm 0,45 um (Sigma
Aldrich).

Mepewmero Ha pH  BpemHocture  Ha
KOPUCTCHUTE MyPEepPCKH PACTBOPH € M3BPIIICHO
co pH - wmerap, mpousBeneH ox ¢upmara
Radiometer (Copenhagen).

3a pa3paboTka Ha XpoMaTorpa)CKuTe METOIU
3a pa3BoOjyBame M  ONpeeTyBambe Ha
AKTHBHHUTE KOMITOHEHTH benmenudam,
necmenudamM U eropymecar BO NECTULIUMIHATA
dopmynammja Inter Of ce xopucTenn moBeke
TUIOBU HA AHAJTMTHUYKKM KOJIOHH CO Pa3InIHU
JMMEH3UU U TOJIEMHHA Ha 4eCTHUYKH. MIMeHO,
ymorpebenn ce Opsum (HS, High-Speed)
kosorn ox tumotr: HS 3 x 3 C-18 (3,3 cm x
0,46 cm; 3 um) u HS 3 x 3 C-8 (3,3 cm x 0,46
cm; 3 pm) mpowsBogu Ha Perkin Elmer
(Norwalk, Connecticut, USA), kako u noirure
koouu ox tumoT: Hypersil ODS (25 cm x
046 cm; 5 um) wma Sigma-Aldrich,
LiChrospher 60 RP-select B (12,5 cm x 0,4
cm; 5 pum), LiChrospher 60 RP-select B (25
cm x 0,4 cm; 5 um), LiChrosorb RP-18 (25 cm
x 0,4 cm; 5 um) u Chromolith Performance
RP-18e (10 cm x 0,46 cm), mpousBeJeHN O
Merck.

3a onpxyBame Ha KOHCTaHTHa TeMIlepaTypa
BO KOJIOHATa, BO TEKOT HA XpoMarorpadcKuoT
IpoLeC, KOPHCTEHA € TePMOCTAaTHpaHa IeYKa
Spark Holland ,,Mistral* (Tum 880).

Iloocomosxka Ha  OCHOBHU — CcMAHOAPOHU
pacmeopu 00  AKMUGHUME  KOMNOHEHMU:
OCHOBHHTE CTaHIAPJHU pACTBOPU IITO CE
KOPHCTEHH TpH pa3paboTkaTa Ha METOAMTE 32
peBep3HO-ha3Ha TeyHa Xpomarorpaduja ce
IIPUrOTBEHH €O pacTBopame Ha 0,0202 g,
0,0195 g u 0,1015 g on aHATUTHYKHUTE
crangapan ¢enmenudam, npecmenudpam u
eToymMecar, COOJBETHO, CO METaHOI BO
OoIMEepHM THKBHYKH on 25 mL. 3a ma ce
W3BPIIU TOJO00OpO pacTBOpame Ha aKTUBHHUTE
KOMIIOHCHTH,  TIOATOTBEHHTE  CTaHJAPIHU
pacTBopu  ce  yNTPacCOHHU(HIUpPaHH  BO
yaTpa3ByyHa Oama BO BpeMeTpaewme o 15
muHyTd. Croopen mnpunuunure Ha SOP’s
(standard operating procedure) (Training
Manual, 1995), crangapaHuTe pacTBOpPH Ce
YyBaHH BO (pPWXHICp Ha TeMmepaTrypa Ol
4 °C. Ilom oBme ycioBM CTaOWIHOCTa Ha
AKTUBHHUTE KOMIIOHCHTH € TIOTroJieMa O] JiBa
Mecera.

OCHOBHHTE  CTaHJapJHU  pPacTBOpU  ce
ynorpeOeHH 3a TOATOTOBKAa Ha paboTHH
CTaHIAap/JHU PacTBOPHU IITO CE KOPUCTEHU BO
TEKOT Ha UCTIMTYBambaTa.

Pabomnu  cmandapowu  pacmeopu 00
akmueHume KomnoHenmu. Bo TekoT Ha
HCIHUTYBamkaTa ce ymoTpeOeHu paboTHH
CTaHIApJHU pacTBopu (cMeca OJ TpHTE
AKTHBHH KOMITOHCHTH), KOUIIITO ce
MPUTOTBEHU CO pa3peayBamke Ha OCHOBHHTE
CTaHJApIHU PACTBOPHU BO THKBUYKH o 10 mL.
Bo 3aBucHOCT on ymnotpeOeHaTa MOOWIIHA
($a3za TUKBUYKHUTE CE JIOTIONHETH CO CMeca O]l
aINeTOHUTPUII/BO/IA, anetToHuTpui/mydep,
METaHOJ/BOJIa WJIM  MeTaHo/mydep  co
BOJIYMEHCKHU OJTHOC 50/50. On
EKCIIEpUMEHTATHUTE MOJATOIH JOOHEHU O]l
XpoMaTorpapcKuTe OTpe/eNTyBamba Ha
cepujata pPabOTHH PACTBOPH CO pa3lIMvHA
Maca, TeCTHpaHa €  3aBHCHOCTa  Ha
[TOBpIIIMHATA u BUCHHATA Ha
XpoMaTorpa)CKUTe TMHKOBM OJf Macara Ha
AKTHBHATa KOMIIOHEHTA, NIPH IITO ce TOOUCHU
CTaHIApIHUTE KaJHOpaICKH KPHBH.
CepujaTta Ha CTaHIApAHUTE PaOOTHU PACTBOPU
€ IoJroTBeHa co 3emame Ha 0,2; 0,4; 0,8; 1,2;
1,6; 2,0 u 2,4 mL ox OCHOBHHOT CTaHIApACH
pacTBOp Ha CeKOja aKTHBHA KOMIIOHEHTa BO
onMeprau TukBruku o 10 mL. TukBuukute ce
JIOTIONTHETH CO CMeca OJi METaHOI/BoJia CO
BonyMeHcku oanoc 50/50. Ox cexoj paboTeH
pacTBOp € HWHjeKTHPaHO IO TpPU MaTH, CO
BosrymeH ox 10 uL.
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Iloocomoska ma npobu 3a KEAHMUMAMUEHO
onpedenysare HA AKMUGHUME KOMHOHEHMU'
3a  KBAaHTUTATUBHO  ONpECNyBamke  Ha
AKTUBHUTE KOMITOHEHTH benmenmdam,
necmenudaM U eropymMecaTr BO NECTULIUAHATA
dbopmynanmja Inter Of usmepenu ce aBe mpodu
co maca 0,2608 g u 0,4030 g Bo oamepHHU
tukBuuku of 25 mL. IIpoOute ce pacTBopeHH
CO METaHOJ, a I[0T0a C€ TPETUPAHU CO
yITpa3ByK BO BpeMeTpaeme o 20 munytr. On
OBHE pacTBOpU ce€ MNpeQpieHd MOPLUUH CO
BoryMeH ox 1 ML Bo oaMepHH THKBHUYKH O]
10 mL u AomosHETH 0 MapKaTa co cMeca O
METaHOJ/BoJIa cO BOIMyMeHCKH onHoc S50/50.
IMpen wuHjektupawme (Tpu matu mo 10 uL)
pactBopute ce ¢wmirpupann Huz 0,45 pm
Spartan-T mmpui-¢puirpu.

Tloozomoska na npobu 3a onpedenysarbe Ha
MOYHOCM HA Memooom. 3a OlpeleNyBame Ha
TOYHOCTa Ha METOJIOT 3eMeHHu ce mo 1 mL ox
JIBETE€ pPACTBOPEHH MpoOu u TpedpiieHH BO
tukBrnukn o 10 mL. Bo cekoj pactBop €
JOJIaJICHO TO3HATO KOJIHYECTBO O] CEKOj
aHanmuTHykk cramapa (32,4 ug/mL u 64,8
ug/mL on dpenmenudam, 31,2 pg/mL u 62,4
pg/mL on mecmemmbam u 1624 pg/mL wu

3248 ug/mL ox eropymecar). Iloroa,
THUKBUYKHTE C€ JOIOJIHETH JI0 MapkaTa co
cMeca Ofl €JHaKBU BOJYMEHH Ha METaHONI U
Boma. On cekoj pacTBOp c€ HHjeKTHpPaHHU IO
Tpu mopuuu co Bonymed on 10 mL. IIpen
MHjCKTUpabe PacTBOPUTE ce PHITPUPAHH HU3
0,45 um Spartan-T mwnpun-guiarpu.

Pe3yaraTu u quckycuja

N36opoT Ha OpaHOBaTa MOHKMHA HA KOJaIllTO
ce HU3BEJCHU XpoMmarorpad)CKuTe aHaIU3d €
HarmpaBeH Bp3 ocHoBa Ha UV cmekrpute Ha
TPUTE aKTHBHH KOMIIOHEHTH.

On UV cnektpute CHUMEHH BO PacTBOp Ha
METaHOJ U BOJa, CO BOIyMeHCKH omHoc 60/40
ce 3a0eseXyBaaT JICHTH YHHINTO MaKCUMYyMH
nexxaT Ha OpaHoBa goipkwHA ox 235 nm 3a
deamenudam (Cn. 1la) u mecmeaudam (C.
10), m 225 nm 3a erodpymecar (Cn. 1B). On
opue mnpmunan HPLC  anammzata 3a
HCTOBPEMEHO OmpezieyBambe Ha aKTUBHHUTE
KOMITOHEHTH BO TECTHIHIHATa (QopMyaimmja
Inter Of, co pesep3HO-(paseH pexum Ha
ellynpame, ¢ U3BeJcHa Ha OpaHOBa JOJDKMHA
ox 230 nm.

@)

(©) (8)

Cn. 1. Tlpenokpuenn UV crextpu Ha denmenudam (a), necmemaudam (0) u erodymecar (B) oxn
XpOMaTorpad)CKUTe CUTHAIM HA aHAIMTHYKAOT CTAHIAApA M HA mecTUIMAHATa (opmysaimja
Inter Of, cHuMeHH BO pacTBOp Ha METAHOJI/BOJA, CO BOIIyMEHCKH ofHOC 60/40

Xpomarorpad)cKMOoT TIpoLleC € BOJEH CO
NpUMEHa Ha M30KPATCKO eIyHpame, OJHOCHO
co ymorpeba Ha KOHCTaHTEH COCTaB Ha
MoOuIHaTa ¢asa.

Co men nma ce yTBpAM Jalu pPacTBOPYBadoOT
BIMjae Ha Qopmara Ha XpOMAaTOTpPaCKUOT
MUK, CTaHAaplIUTe C€ PAacCTBOPEHH BO YHCT
METaHOJI, OJHOCHO aneTtoHuTpui. [Ipu Toa e
3a0enexaHo JieKa M3MIIEJ0T Ha IUKOT He
3aBUCH  OJI THUIOT Ha  yIOTpeOeHHTe
pacTBopyBayH.

Co xopucrteme Ha KoioHa ox turot Hypersil
ODS (25 ¢cm x 0,46 cm; 5 um), mobunHa ¢asza
coctaBeHa of aueronurpwi/Boga (70/30,
50/50, VIV), mporok ox 1 mL/min,
temneparypa ox 25 °C, UV nerekiuja Ha 230

NM u ocetnuBoCT Ha aetekTopoT ox 0,5 AE on
AQHAJIMTUYKUTE CTaHJApAM HA TPUTE aKTHBHU
KOMIIOHEHTH ce J00uBaaT ,pacleneHu’
XpoMaTorpa)cK MHKOBH, a PETEHIMCKOTO
BpemMe Ha (enmemudam u mecmenudam e
uaentnyHo. Co mpuMeHa Ha MoOuinHa (asa
cocraBeHa o1 MeraHos/Boga (60/40, V/V),
nporok on | mL/min u KOHCTaHTHa
Temreparypa Ha komoHata ox 20 °C,
XpoMaTorpad)CKUTe THUKOBH Ha CUTE TpH
AKTUBHHM  CYIICTAaHIIM  [OKaXyBaaT JIeCHA
acMeTpuja, a CyNCTaHUuTe aecMenudpam u
(heamenndam ce HENIETOCHO Pa3ABOCHHU.

Bp3 ocHoBa Ha moOueHHTE peE3ynTaTh oj
HCIMTYBamkaTa HW3BPIIEHH HA KOJIOHATa OJ
tumotr HS 3 x 3 C-18 (3,3 cm x 0,46 ¢cm; 3

JAFES, Vol 62, (2014)



18

Benkocka-Mapkoecka Jlenue, Ilemanoscka-HUnuescka buwana

M) MOXe Ja ce KOHCTaThpa JeKa Taa He ¢
eduKacHa 3a pa3/IBOjyBamke¢ HA HCIUTYBAHUTE
CYIICTaHIM OJ] HUBHATA CMeca.

Kora xpomarorpadcknor mporec ce oaBuBa
Ha xojonara ox tumot HS 3 x 3 C-8 (3,3 cm X
0,46 cm; 3 wm) co mMobmIHa ¢asa cocTaBeHa
O] aleTOHUTPWI/BOAA WM METAHOJ/BOJa CO
pa3MueH  BOJIYMEHCKH  OJHOC,  J10OpO
Xpomarorpad)cko pas3BojyBambe € MOCTUTHATO
camo 32 KOMIIOHEeHTaTa eTodyMmecar.
HcnuryBamaTa W3BpIICHH HA KOJOHA OJ
tunotr LiChrospher 100 RP-18 (25 cm x 0,4
cm; 5 um) mokaxkyBaar JieKka co ynorpeba Ha
MoOWIIHA (ha3a COCTaBeHa OJl METaHOJI/BOJA CO
pasznuueH BoilyMeHCKH omHoc onx 60/40 mo
40/60 ce moOWEHM CHMETPUYHH W OCTPH
xpoMaTorpad)CKi MHUKOBH OJi TPUTE AKTHBHH
KOMITOHEHTH CO PETEHIIMCKO Bpeme 5,45 min
3a gecmenudam u heramenudam, a 5,68 min 3a
etodymecar.

Co mpumeHa Ha cranuoHapHa (asza oJ THIOT
Chromolith Performance RP-18e (10 cm x
0,46 cm) um wmobOwiaHa ¢haza cocTaBeHa Of
AllETOHUTPWII/BOJIA CO PA3IUUCH BOJIYMCHCKH
yAen W pa3indeH MPOTOK HE € MOCTHIHATO
pa3aBojyBame Ha ¢deamenndam u
necmenudam, a xpomarorpadckd MHKOBH O]l
TPUTE AKTHBHA KOMIIOHGHTH HWMaar JieCHa
acumetpuja. Co ymorpeba Ha MoOuiHa daza
COCTaBeHa OJI €IHAKBH BOJIYMEHH Ha METaHOI
M BOJA, MPOTOK ox 2 mL/min u Temneparypa
Ha kxomoHara Ha 40 °C ce poOueHun
HECHUMETPUYHU U IIUPOKH Xpomarorpadcku
MUKOBH CO YIITE IOrojeMa acuMeTpHja Ol
AKTUBHHUTE KOMIIOHGHTH JiecMenudaMm u

¢denmenudaM, a MUKOT ox erodymecar e
MHOTY HIUPOK U pa3BIICUCH.

Co ymoTpeba Ha aHATUTHYKA KOJIOHA OJT TUTIOT
LiChrospher 60 RP-select B (12,5 cm X
0,4 cm; 5 um), mobuiHa ¢as3a cocraBeHa 01
MeTanon/Boga (45/55, VIV), mporok ox 1
mL/min, Ttemneparypa ox 25 °C, UV
metekja Ha 230 NM ® OCeTIMBOCT Ha
nerekropor on 0,5 AE, pereHuuckure
BpeMHUba Ha aHanmuTuTe u3HecyBaatr: 10,39
min (zecmemudam), 11,05 min (heamenrdam)
u 12,98 min (erodymecar).

Hajmobpo pasmBojyBambe Ha  aKTHBHUTE
KOMITOHEHTH CO NpPUMEHa Ha peBep3HO-(a3eH
PSKMM Ha XpomaTorpadupame € MOCTUTHATO
CO MPHMEHA Ha aHAJIUTUYKA KOJOHA OJf THIIOT
LiChrospher 60 RP-select B (25 cm x 0,4 cm;
5 um), mobunHa (aza coctaBeHa O/ METAHOJ
u Boma (60/40, V/V), mporox 1 mL/min,
KOHCTaHTHa TeMIlepaTypa Ha KoJoHaTta of 25
°C, UV nereknuja Ha OpaHOBa JOJDKMHA OJ
230 nm u ocernuBocT Ha AetekTopoT ox 0,5
AE.

[Ipu oBue xpoMaTorpadcku yciaoBu € no0ueHa
MupHa 0Oa3Ha JwmHWja, Oe3 [IYMOBH, a
IIUKOBUTE HAa TPHUTE AKTUBHU CYICTaHIH Ce
OCTPH, CHUMETPUYHU M PEIATUBHO [TOBOIHO
pa3lBOCHM 3a Jla MOKE€ KBAaHTUTATHBHO Jia C€
omnpemenatr (Cn. 2). Bo xpomartorpamor
nobueH ox mectuiuaHara Gopmymanuja Inter
Of (Cn. 2 6), npu OBHE eKCIEPUMEHTATHU
YCIIOBH C€ TOjaByBa €IEH KOGIYyHPAadyKH IHK,
o3HaueH co ly, KOjIITO BEpojaTHO MOTEKHYBa
0/ HEeKOja Hero3HaTa CyICTaHIa MPUCYTHA BO
necTuruaIHaTa Gpopmynamuja.
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Cn. 2. Xpomatorpamu Ha aecmenudam (1), denmenudam (1) u erodymecar (I1l) mobuenn on
HUBHATA CTaHAapaHa cMmeca (a) U o nmectunuaHara ¢popmynanuja Inter Of (6) Ha komoHa ox
tunor LiChrospher 60 RP-select B (25 cm x 0,4 cm; 5 pum), mobunHa ¢asza cocraBeHa o
Mmeranod u Boga (60/40, V/V), mporok 1 mL/min, temmeparypa 25 °C u UV nereknuja Ha

230 nm

CrnenuduyHocTa U CEIEKTUBHOCTA HA METOJIOT
ce MPOIEHETH CO HICHTU(HKAIMja Ha MUKOT
O]l WHTepec W JjJoOuWeHara BpEAHOCT 3a
MHIEKCOT Ha 4YHCTOTa. MjeHTuTeror Ha
AHAJIMTOT € TMOTBPJAEH CO MPENOKpHUBamke Ha
aTliCOPIIMCKATE  CHEKTPH  HAa  YHCTHOT
AQHAINTHYKK  CTaHJAapl  OJ  aKTHBHArTa
CYICTaHIla M AalCOPIIUCKAOT CIIEKTap Ha
WUcTaTa  CYNCTaHIA  BO  MECTUIMIHATA
bopmynanuja (Jenkie, 1996).

Co cmopenba na UV choekrpure Ha
XpoMaTtorpadcKuTe MUKOBH o]l GpeHmenudam,
necmenudaM U eropymecar 0Ji aHATUTHYKUTE
CTaHIapAd W TecTUIMAHATAa (opmynaimja
Inter Of, moGueHn ce BPeIHOCTH 32 WHAEKCOT
Ha 4YHCTOTa KOWINTO Wu3HecyBaaT 1,1 3a
¢deamenudam (Ci. 1a) u necmeaudam (Ci. 16)
u 1,2 3a eropymecar (Ca. 1B).

HyntoTo BpeMe Ha KoJIOHaTa € ONpe/eNieHO CO
nomom Ha pactBop on NaNOs, kojmro e
JnofaBaH BO  paOOTHUTE  pacTBOpPU  OX
CTaHJap/JHaTa cMeca M OJf TECTUIMIHATA

dbopmynanuja u mpu oBue XpomatorpadCcKu
ycioBu u3Hecysa 1,55 min.

JoOueHnutre BPEeIHOCTH 32 PETEHIUCKOTO
BpeMe m3HecyBaat: 7,89 min 3a necmenudam,
8,58 min 3a ¢enmemudam u 9,75 min 3a
eTodymecar, a TPECMETAHUTE BPEJIHOCTH 32
CemapalycKuoOT (HaKTop Ha COCEAHUTE IMUKOBU
ce:  an 1,11 (3a pecmenudam wu
dbenmenudam) u o = 1,17 (3a heamenudam
u etoymecar).

WurepmenyjapHaTa NMPEU3HOCT HA METOHOT
O]l TPUIHEBHHTE aHAIM3M BO KOHWIITO Ce
HalpaBeHH 10 OCYM CYKIIECHBHY WH]jEKTUpamba
Ha aHaJIUTUYKUTE CTaHAapAu co Maca oa 1,296
pg (wmm 129,6 pg/mL) 3a henmenudam, 1,248
ug (mmm 124,8 pg/mL) 3a gecmemnmdam u
6,496 ug (mmm 649,6 ng/mL) 3a erodpymecar e
OpoleHeTa CcO TOMOII Ha  J0OHWeHHUTe
mapamMeTpd OJ aHalu3aTa Ha BapujaHIa
(ANOVA, Analysis of Variance).

JAFES, Vol 62, (2014)



20

Benkocka-Mapkoecka Jlenue, Ilemanoscka-HUnuescka buwana

Bp3 ocHoBa Ha mpHKa)kKaHUTE BPEIHOCTH 32
CTATUCTUIKUTE KPUTEPUYMH, MOXKE Ja ce
KOHCTaTHpa JeKa WHTEepMeIijapHaTa
NPEIM3HOCT Ha pa3paldOTeHHOT METOH IpH
neuHUpaHUTE XpOMAaTOrpa)CKH YCIIOBH Ha
paboTa, MoKaXKyBa 3aJIOBOJIUTEITHH PE3YJITATH
BO OJIHOC Ha PETCHIMCKUTE BpEMHUBbA U
MOBPIIMHATA T10]T ITUKOBUTE.

Tumor Ha 3aBHCHOCTAa TOMely MacaTa Ha
aKTHBHATA KOMIIOHGHTa W TOBPIIWHATA O]
NUKOBUTE, WM Macara Ha aKTHBHArTa
KOMIIOHEHTa ¥ BHCHUHATA Ha JOOHWEHUTE
XpoMaTorpa)cKi MUKOBH € TECTHpPaHa BO
rpanui ox 0,162 pug mo 1,944 ng (16,2
pg/mL - 1944 pg/mL) 3a dbeamenndam, on
0,156 ng no 1,872 ng (15,6 pg/mL - 187,2
pg/mL) 3a nmecmemudpam u ox 0,812 pg mo
9,744 g (81,2 pg/mL - 974,4 pg/mL) 3a
erodymecar. [Ipu Toa, 3a CUTE TPU AKTUBHU
KOMIIOHCHTH € YTBpJICHA JITHEapHa 3aBUCHOCT
Ha MacaTa Ha aHaJIHWTOT OJ MOBPINWUHATA O]
MUKOBUTE ¥ BUCHHUTE HA MMUKOBUTE BO LIEJIOTO
WCIHUTYBAHO KOHIICHTPAIUCKO TOJpadje, IITO
MOJKE J1a c€ BUIM O] TOOMCHUTE BPEITHOCTH 32
koeuIMeHTuTe Ha aerepmuHanuja: 0,9995 3a
denmenudam; 0,9990 3a gecmenudam u
0,9998 3a eToymecar.

Bpennocra 3a monHaTa rpaHuIa Ha JIETEKIH]ja
(LOD) e ompezneneHa €O OCETIIMBOCT Ha
nerexkropoT on 0,05 AE u usnecysa: 62,47 ng
3a deamemnudam, 59,02 ng 3a necmenudam u
412,84 ng 3a erodymecar. BpemHocture 3a
nosiHata rpaHuia Ha kBantudukamja (LOQ)
n3HecyBaart: 208,24 ng (bermenudam), 196,73
ng (necmemudam) u 1,38 ug (eropymecar).
Cropen  mpecMeTaHWTE  BpPEAHOCTH 32
AHAJIMTUYKKUOT nipuHOC (07 95,56 % no 101,12
%, RSD = 0,21 % - 2,27 %, n = 3) Moxke 1a ce
KOHCTaTHpa JieKa METOJOT C€ OJJIUKYBa CO
TOYHOCT  KOjalliTo ~ MOXe  Ja  Jaje
3aJJ0BOJIUTEITHH pe3yaTaru npu
KBaHTHUTATUBHOTO OMNPENEyBAETO HA TPUTE
aKTHBHH KOMIIOHEHTH BO MECTHIMIHATA
dopmymarrja Inter Of,

CpenHuTe BPEIHOCTH 32 KOHIICHTpAIMUTE Ha
AKTHBHHUTE KOMIIOHEHTH BO TPOOUTE O
mectuiuaHara  ¢opmynamuja  Inter  Of,
n00ueHn co NPEUI0KSHUOT METO]
n3Hecysaar: 90,2383 g/L (n =6, RSD = 0,44
%) 3a heamemudam, 70,3894 g/L (n = 6, RSD
=1,78 %) 3a necmenudam u 113,2087 g/L (n =
6, RSD = 1,47 %) 3a etodymecar U HCTHUTE
O/IrOBapaaT Ha BPEJAHOCTHTE ICKJIAPUPAHH O]l
MPOU3BOUTEIIOT.

3akiayqox

Co MpUMeHa Ha peBep3Ho-GhazHa
BHCOKOe(UKacHa Te4YHa Xpomarorpaduja e
pa3paboTeH Tpenu3eH M TOYEH METoH 3a
ONpe/ieyBalkhe Ha aKTUBHUTE KOMIIOHCHTHU
tdheamenndam, necmenudam u erodymecar Bo
npenaparor  Inter  Of.  HcrpaxyBamara
MoKakaa JeKa HajaoOpu pe3yinTaTh ce
MOCTUTHATH CO IIOMOINI Ha aHAUTHYKATA
kosona ox tumot LiChrospher 60 RP-select B
(25 cm x 0,4 cm; 5 pum), mobuaHa ¢asza
cocTaBeHa O] MeTaHod W Boaa (60/40, V/V),
mpoTok 1 mL/min, koHCcTaHTHA TeMIepaTypa
Ha konoHara ox 25 °C, UV nereknmja Ha
OpanoBa jo/mkrHa 011 230 NM U 0CETIMBOCT Ha
netektopot ox 0,5 AE. IlorpebHOTO Bpeme 3a
aHanu3a e okoxy 11 min.
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AncTpakT

[Momnerunen tepedranar (IIET) e decto KopucTeH Marepujan 3a MaKyBamke Ha pa3Id4YHU
mpexpaHOeHN TPOW3BOAM, OCOOCHO Ta3upaHW MHjamanu u QuammpaHa Boja. L[BpctmHata u
O6apuepnnte cBojctBa Ha IIET ce moromnm 3a makyBame Ha MHjasalld 0COOCHO TOpaayd HEroBaTa
OTIIOPHOCT HAa XEMUKaIUM M BHCOKMOT CTENEH Ha TpaHcmapeHTHocT. dopmangexuaor wu
areTaNIeXuao0T ce popMupaar Bo TEKOT Ha TepModopmoBameTo Ha cagosurte ox PET. [1o naxemero,
(hopManIexXua0T U aneTaNaexXua0T OCTaHyBaaT 3apodeHu Bo supoBute Ha [IET ambamaxkata u Moxe
Jla MUTpHpaaT BO BOJAaTa 3a MHEHE M0 HUBHOTO MOJHEHE M BO TEKOT Ha CKIIaIUpambeTo. 3eMajKu To
CeTO OBa MPEIBHUJ LIENITa HA OBa UCTPAXKYBAIE € J]a Ce ONpeIeH KOHICHTpalujaTta Ha (GopMaiexua
u anerannexun Bo [IET ambanaxa co pa3nuvHa roieMHHa, HampaBeHa Ol Pa3IUYHU MMPOU3BOJUTEIN
Ha IIWIIWKHA 32 MUHEpalHa Ta3upaHa M HE Ta3upaHa BOJa, W3JI0KEHU Ha pa3idyHa TeMIlepaTypa.
Konrnenrpanujara Ha Ha GopMaexul U aleTAIICXU KO MHUTPHpaar O] IIUIIHKbATa BO KOU UMa
MUHEpaTHaTa ra3upaHa W Hera3wpaHa BoJa € OINpelelHa CO NMpUMeHa Ha BHCOKOe(pHUKacHa TedHa
xpomarorpaduja. Majku Bo npeaBun aeka GopManmexuIoT U aleTaJIexXuaoT Hemaar ¥ B akTuBHU
WK (pIyopecueHTHH TPyNH, Iped XpoMaTrorpadckoTo OnpenenyBame ce U3BeAyBa JEepHBaTH3AIIN]a
BO 3aTBOpeH cucTeM (MOpaAW HHUCKAaTa TeMmIepaTypa Ha BpHUEHkE Ha (QOPMATAEXUAOT U
aleTaIIeXUI0T), TPHUIITO KAPOOHUITHUTE COSTUHEHH]a Ce IPETBOPaaT B0 Y B aKTHBHU COeAMHEHH]A.
Kayuynn 300poBu: mnonuetwieH Tepedranar, dopManaexuj, —auneTalJeXui, MHIpalyja,
BHCOKOe(HKacHa TeuHa XpoMaTorpaduja.

INFLUENCE OF PACKAGING MATERIAL ON QUALITY AND SAFETY OF
FOOD PRODUCTS

Tanja Siljanovska, Mirjana S. Jankulovska®, Lenche Velkoska-Markovska, Biljana Petanovska-
Ilievska

Faculty of Agricultural Sciences and Food, Ss. Cyril and Methodius University, Skopje, Republic of
Macedonia
“e-mail: jankulovska_m@yahoo.com; jankulovska@zf.ukim.edu.mk

Abstract

Polyethylene terephthalate (PET) is the main packaging material for many food products, particularly
carbonated beverages and bottled water. The strength and permeability properties of PET are very
good for packaging of beverages, its resistance to chemicals is high and it has a high degree of
transparency. Acetaldehyde and formaldehyde are formed during the thermoforming of PET
containers. After cooling, acetaldehyde and formaldehyde remain trapped in the walls of a PET bottle
and may migrate into the water after filling and storage. Taking into consideration all this, the
objective of this investigation is determination the concentration of acetaldehyde and formaldehyde in
PET containers of different volumes, made by various manufacturers of bottled mineral carbonated
and noncarbonated water, and exposed to different temperatures. The migration of acetaldehyde and
formaldehyde from PET bottles into mineral carbonated and noncarbonated water was determined by
high performance liquid chromatography. Taking into consideration that formaldehyde and
acetaldenyde have no UV active or fluorescent group, the chromatography was preceded by
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derivatization in a closed system (due to a low boiling point of acetaldehyde and formaldehyde),
which transforms carbonyl compounds into UV active compounds.
Key words: polyethylene terephthalate, formaldehyde, acetaldehyde, migration, high performance

liquid chromatography.

Bogen

[lakyBameTo € 011 ToIeMa KOPHUCT, OWJejKu Ha
TOj HA4YMH XpaHaTa Ce 3alliTHTyBa OJ
HAJBOPCUIHUTE areHcH Kako IITO  ce
IITETHUIIH, HEMOCaKyBaHU MHPHCH,
MHUKpPOOPTaHW3MH, CBETJIMHA U KHCIOPOJX
KOMIITO JOBEIyBaaT J0 HEj3MHO PACHITYBamhC.
Cemak, Toa MOXe Ja OuJe U3BOP HA XEMHCKa
KOHTaMHHAIlMja Ha XpaHara, Ma MOpaad Toa
MMa HETaTHBHO BIIMjaHWE BP3 KBAIUTETOT U
Oez0enHocta Ha xpanata (Inoue, 2001).
[Topagu oBaa mpuUYMHA MHTpalMjaTa Ha
KOMITOHEHTHUTE O] TaKyBameTO W JpyTUTe
MaTepujaii KOHWIITO JoaraaT BO KOHTAKT CO
XpaHaTa ce TMpoydyBaaT, pasrjieayBaar H
koHTtposupaart (Barnes, 2007).

XpaHaTa cTamyBa BO KOHTaKT CO MaTE€pHjaJioT
3a TMakyBamkbe BO peuyrcu cekoja (asza Ha
MPOU3BOJICTBOTO, KaKO M TPH TPAHCIIOPTOT,
CKJIQIUPAHETO, MOATOTOBKATa u
KOHCyMHpameTo. Toa ce ojHecyBa Ha
MaTepHjaly  KOMINTO Cce KOpHCTar 3a
NPOM3BOJCTBO Ha CaJ0OBU 3a CKIAIHPAIBE,
MOJBWXHU JIGHTH, ICBKHM, MOBPIIMHU 32
MOATOTOBKA Ha XpaHa, Kako W 3a mpubop 3a
rotBeme u janeme (Audic, 2003). Xpanata u
nUjajlalTe MOXe Jla NpeIU3BHKAaaT CHUITHA
peakigja €O  MaTepUjaIOT €O  KOJIITO
CTalyBaaT BO KOHTaKT M CE€ O3HayyBaaT KaKo
“arpecuBHu. Kucenara xpaHa Moxe [1a
npefin3BUKa  KOpO3HMja  HAa  METalHOTO
NMaKyBame MpPU KOHTAKT W TPEeMHUH Ha
MeTanuTe BO Hea. [lujanmanuTe Moxar jga ja
JIC3UHTErpHpaaT HE3alITUTCHATa XapTHEeHA U
KapToHCKa ambanaxka. BeymHoct, kora He ce
BO KOHTakT CO XpaHaTa Marepujajiire ce
[IEIOCHO HMHEePTHH, HO KOra XpaHara e
MaKyBaHa XEMHCKUTE COCTOJKH MOXe Ja
MHUTpUpaaT BO MaKyBaHaTa XpaHa. MeTajwure,
CTaKJIOTO, KepaMHKaTa, IIacTHKATa, TyMaTa U
XapTujata TMpH KOHTAaKT CO XpaHara TIoJ
OZIpEICHH  YCJIIOBH 0CO0OMyBaaT H3BECHU
KOJIMYEeCTBA OJl COCTaBHUTE KOMIIOHEHTH
(Ehlert, 2008). IIpenocoT Ha XEMHCKH
3arajyBaud o7 amOajakata BO XpaHara Kako
pe3yJiTar Ha IUPEKTeH KOHTAKT IOMEry HUB Ce
HapekyBa  wmurpammja  (Katan, 1996).
PasnukyBame JBa BHJA MHUTpallfja, BKYITHA
murpaimja (BKylmHaTta BpPEIHOCT Ha CHUTE
KOMIIOHEHTH  KOMIITO O  amlanaxara

mpeMuHyBaaT BO XpaHaTa) W crenuduyna
Murpanyja (moequHedHa BPETHOCT 3a CeKoja
KOMITOHEHTA IITO MUTPHpPA O ambaaxxata BO
XpaHaTa).3a XeMHCKa JeTeKInja u
KBaHTHU(HKALMja HA KOMIIOHEHTHUTE KOMILTO
MOXe€ J1a MUTPHPAaT ce€ KOPUCTAT CIIeHUPUIHA
METOAH (cnexkrodoromeTprcku u
xpomarorpa)cki ~ METOAM)  KOWIUTO  Ce
Pa3IMYHM 332 CEKOE XEMHCKO COCIMHEHUE U Ce
MoceOHO pabOTeHH WIM TPUIArOACHH 32
oapeneH BuI xpaHa. llpm ucnuTyBame Ha
MUTpanyja MOTpeOHO € Ja ce 3HaaT CHTe
KOMITOHEHTH KOHMIITO MOXKaT Ja MHUTPUpPAT O]
ambanaxara Bo xpanata (Karen, 2007).
IMonuernnen Ttepedramar (PET) mopaan
HEeroBaTa OTIIOPHOCT M BHCOK CTENCH Ha
TPAHCIIAPEHTHOCT € HAjIIOro/IeH 3a MaKyBarbe
Ha MHOTY IpexpamMOeHH MPOU3BOAU, 0COOEHO
3a TasupaHd THjajald W BOJA, Kako H 3a
MaKyBamkbe Ha TPOM3BOAM O XEMHCKaTa
naaycrpuja. PET ce nobuBa co peakuuja Ha
MOCTeNIeHa MOoJUMepu3aldja Ha TepedTaniHa
KHCEJIMHA M €THICH TIIUKOI. ALCTAIIEXUIOT U
(dhopManexuaoT ce Jno0uBaaT npu
tepmoopmupame Ha PET konrtejHepu. Ilo
TaCHETO, aleTAIICXUIOT U (HOPMAIICXUIOT
OCTaHyBaaT Ha SHIOBHTE OJ HIUIIETO H MOXeE
Ja MHUTpHpaaT BO BOJaTa, OTKako Ke ce
HAITOJIHAT M CKJIaIpaar.

[Ipu npoussoacteo Ha PET ambGanaxka, Moxe
Ja  ce mojaBar  aleTAACXUAOT |
dbopManIexXu 0T Kako HECaKaHW CIIOPEAHU
MPOM3BOJIM BO TPOLIECOT HA HEIOBO TEPMHYKO
pacmarame. AKO MPOIECOT Ha MPOU3BOICTBO
HE € CTpPOro KOHTpPOJHMpaH BO OJHOC Ha
TeMIiepatypara U HPUTHCOKOT BO TEKOT Ha
(bopMupame Ha MIMIIETO, WM aKO YHCTOTaTa
Ha CYpPOBHHHUTE HE € 3aJIOBOJIMTEIIHA MOXE Ja
UMa TPUCYCTBO HA MOHOMEPU BO KPajHHOT
npousBon. [lopamy BucokaTa HecTaOMITHOCT
Ha aleTalIeXua0T U GopMaAexXuIoT, TOCTON
MOXKHOCT 3a MUTrpandja o] IIWIINEATa
¢opmupann on PET Bo Bomata, u Kako
MocjeIula Ha Toa MOXe J1a J0jAe 10 IPOMeHa
BO BKYCOT M MHPHCOT Ha (raimmupaHara Boja
(Castle, 1989).

3a ompenenyBambe Ha KOHIEHTpalujata Ha
dopmamiexu; M ameTalIexu]l ce KOpUCTAT
CHEKTOPOTOMETPUCKH M Xpomarorpadcku
metoau (Cristova, 2014).
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Co menm gma ce TMOKaKEe BIMjaHUETO Ha
amM0aNa)XHUOT MaTepHjal Bp3 KBaJIUTETOT W
0e30emHOCTa HA MPeXpaHOESHUTE MTPOU3BOIM BO
OBaa JUIIOMCKa paboTa € JajeH IpuMmep 3a
ONpeNielyBalbe HA  KOHIEHTpalujaTa Ha
aleTangexuaoT M (GOopMaIAEXUI0T KOHILITO
MOXE Ja MHTpUpaaT BO BoJaTa 3a MHUCHE
(rasmpana um Heraszupana) makyBaHa Bo PET
amOanmaxxa  (James, 1992). 3a  HuBHO
OIIpeleNlyBalbe CE€ KOpPHCTaT METOIUTE Ha
BHCOKOe(prKacHa TeyHa  Xxpomartorpadmja
(High Performance Liquid Chromatography,
HPLC). Ynorpebysanu ce mmummma o1 0,33 L
u 2 L Ha pasnuyHd TPOU3BOIUTEIH.
Iummmara ce Ha0aBEHU OJ JIOKATHHUTE
MPOJIABHUIIM, MHUrpallMjaTa Ha aleTalJeXU0T
1 QOpMaNIEXUA0T € MPOIeHeTa BO OJHOC Ha
BpeMeTpaemeTo Ha ckimagupamerto (1 meH, 15
neHa, 3 wmecemu, 6 Mecenmd U 8§ MECEIN)
W3J0)KEHOCTa  Ha  COHYEBA  CBETJIMHA,
MPUCYCTBO HA jariepoj] AUOKCHI U MpUMEHA
HA Pa3IMYHU TOJUETHIICHCKH Kanaduba.

ExcnepumenTasen aen

IHoaroroBka Ha NPUMEPOKOT

TecroBuTe 3a MHrpanuja ce CIpPOBEJCHU Ha
¢mammpana  razupaHa W HerasuWpaHa
MUHEpallHa BOJa I[aKyBaHa BO IUIACTHYHH
IIWIIKBA CO pa3inyHa maca u BomymeH (0,33
mL u 2 L), KyneHu oJ] TOKaJTHH TPOJIaBHUIIY,
CO pas3nuucH natyMm Ha nojHeme (Redzepovi,
2012).

Merton 3a onpeae/yBambe Ha COAPKMHA HA
anerajaexusa u popmanaexus Bo Boaa
Haunn Ha padora: 100 mL ox npumepokoT
(Boma 3a mueme) € JepuBaTH3UpaH BO KHCela
cpeanna Ha pH =3 (6 M HCL) co 6 mL 70 %
2,4  pguautpodenun  xuzapasun  (DNPH)
pactBop. KoHTejHepoT BeaHaln ce mocTaByBa
Ha TPEJHO TEJIO CO MarHeTHa Mellajka Ha
temneparypa on 40 °C, 550 Bprexu Bo
MUHYTa BO BpeMeTpaewe oa 1 uac. Jloouenure
JlepuBaTh, AUHUTPOGEHWT XUAPA3UHH, MOTOA
ce EKCTpaxHpaHH OJi PacTBOPOT CO LBPCTO-
(a3Ha excrpakiuja Ha KojioHa Supelco SPA -

C18 (SPE-C18). Kononara € KOHIUIIMOHUPAHA
co 10 mL nuwurparen mnydep, a moroa
NPUMEPOKOT HHU3 KOJIITO TPETXOAHO CE
nonanenn 10 mL wHartpuym Xiopuia, ce
MpomyIiTa KBaHTHTATHBHO  BO  HCTaTa.
Enynpame wna pepuBatute on SPE-C18
KOJIOHaTa ce Bpimm co 8 mL areToHuTpuI.
[ToToa mpumepokoT ce mpedpia BO BHjasia co
BosyMeH oA 1,5 mL u ce aHanu3upa co MoMOII
na HPLC (Redzepovi¢, 2012).

Baaunanuja Ha meToaoT

JIuneapHocT: Bp3 ocHOBa Ha mapaMmeTpuTe 3a
muaepapHocT (Tabema 1), mMoxke pa ce
3a0emexu JTeka KaIHOparuCcKUTe KPUBH Ha
dbopmanexu W aneTalAeXuJ] ce JIMHEApHH
npu KoHieHtpanuja on 1,5 mo 300 pug/L Bo
JIBE KaJIMOPAIMCKU TMOApavja U TOa MOHHUCKO:
(1,5-60 ng/L), 1,5, 7,5, 15, 30 u 60 pg/L u
mosucoko: (7,5-300 ug/L), 7,5, 15, 75, 150 u
300 pg/LL co xoediueHT Ha Kopenaiuyja
KOJIITO € BO COTJIACHOCT CO YCJIOBUTE Na
Baumaarmja (> 0,9990). TouHocT H
noBTopiauBocT: Bo 800 mL nectunmpana
Bojga se jgomageHu 0,8 mL ox cranpmapaeH
pactBop DNPH-dbopmanenxun wu DNPH-
aneTaNACX U1 CO KOHIIeHTpanyja ox 15 pg/mL.
Usmepenn ce miect mpodM M € H3BPIIEHO
ONpeieNlyBalbe HAa  KOHIIGHTpalujata Ha
dhopMmanexu u areTaIaexXusl BO
MNOATOTBCHUTC MNMPUMEPOLU IPHUUITO HHUBHATA
BPEAHOCT JIOCTUTHYBA 15 pg/mL.
PenatuBHata cranmapaHa  JieBHMjaidja 3a
dbopmannexun u anerangexun (Tabena 2) e Bo
COTJIACHOCT CO KPUTEPUYMHUTE 3a Balujaivja
(RSD < 20%), 3a dopmangexun H3HECYBa
4,878% a 3a anerangexun 2,604%.

JluMUT Ha JeTeKHWja W JHMHT Ha
KBaHTH(uKanuja: JlumuToT Ha JAeTeKmHja
(Limit of detection, LOD) u numwuToT Ha
kBanTupukanyja (LOQ) Ha ™MerogoT ce
JeGUHUPAaHH KAKO TPUKPATHA  OJHOCHO,
JICCeTKpaTHA BPEIHOCT HA CTaHAapaHaTa
JICBUjallja Ha pE3yJITaTUTe BO OJHOC Ha
cremnara ipoba (Tabena 3).
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Tab6ena 1. [Tapamerpu 3a uneapuoct Ha Gopmanaexun (FA) u anerangexun (AA)

Ananutu IfIZZEZE}S?EZ/CE)O Perpecucka paBeHka R?
FA 1,5-60 A =1,66697345-x + 0,0618378 0,99997
AA 1,5-60 A =1,00626839-x - 0,292929327 0,99993
FA 7,5-300 A =1,71464253-x - 4,2994569 0,99991
AA 7,5-300 A =1,2722231-x - 3,1696415 0,99991

Tabeia 2. [TapameTpH 3a TOYHOCT ¥ TIOBTOPIMBOCT Ha MeTOAOT 3a popmanmexuz (FA) u anerangexun (AA)

[TapameTpu 3a TOYHOCT ¥ TOBTOPIMBOCT FA AA
CranpmapaHa qeBmjanyja 0,70 0,396
PenatuBHa crannapaHa nesujanuja, % 4,878 2,604
Amnanutinaku npuHoc, % 89,24 92,99

Tab6ena 3. JIUMUT Ha neTeKIKja U TUMUT Ha KBaHTH(HUKALH]ja, BO HA MeTO0T 3a opmarnnexun (FA) u
aneramaexun (AA)

[Tapamerpu FA AA
Jlumur Ha aereknuja, LOD (ug/L) 0,3 0,3
Jlumut Ha kBantuukamja, LOQ (ug/L) 1 1

Pe3yaraTu u quckycuja

Murpanuja Ha gopmajgexua u
aneTaJjjiexusi BO MHHEPaJIHA BOJA
nakysana so PET

Kako mTo e Beke croMHaro, CO IMpUMEHa Ha
xpomarorpacku  METOAM MOXKe Ja ce
ompezeny KOHLEHTpalujaTa Ha KapOOHWIHU
coequHeHHja (ameTanaexun U (popmanenxum)
KOWIITO MOXKe pAa wmwurpupaar on PET

ambanma)ka BO Ta3WpaHa W HerasupaHa
MUHEpaTHa Bojaa. HapemeHuTe MUTpaHTH
MOJKaT Jia MpeIn3BUKaaT XeMUCKU U CEH30PHU
IMPOMEHU BO TaKyBaHaTa BOJa 3a IHEHE BO
PET [IMIITHEHATA (Lazi¢, 1997).
XpomaTorpamor Ipu JaICHUATE
eKCIIEpUMEHTAIHN YCJIOBU (€KCIIepUMEHTaJIeH
Ied) e JajJeH Ha ciauka 1.

Horm. =

il FA

3126

Crnuka 1. Xpomaroprpam

On cmmka 1 w™Moxe ma ce BHOM JeKa
PETEHIICKOTO BpeMe Ha (QOpPMaIIEXUI0T
n3HecyBa 2,615 min, gozeka 3a aneTanaexuj
n3HecyBa 3,185 min.

3a omnpemenyBamke Ha ~MHTpalnujaTa Ha
dopmanaexuy M aneTaTIexXu] KOWIITO Ce
cpeTHyBaaT BO amOanaxara Ha Ta3upaHa
MUHEpaJHa BOJIa C€ yNoTpeOyBaH! TUIACTUIHH
mIMImMba co pazimnieH BoiaymeH (0,33 mL u 2
L). Bpemero Ha uyBame Ha Bojara € 24 yaca

Ha opMaIeXu U aneTalIexXus

uiu Tpu Mecend. Bo aeset PET mmmuma ox 2
L (mpumeporr ox Ol-1 mo 0O1-9),
MUHEpalHaTa BOJa € 4YyBaHa ejeH AeH (24
yaca). Bo PET mmmuma on 2 L, mpumeporiu
Al-1, A1-2 u Bo PET mmmuma ox 0,33 L
(mpumepor ox b1-1 1o B1-7), munepannara
Boga e uyBaHa 3 wmecenu. JloOueHurte
pe3ysTaTH ce MpUKaKaHW BO ciieaHaTa Tadesa
4.
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Tabena 4. Konnenrtpanuja Ha ¢opmangexun (FA) u anerannexun (AA) ox PET mmmmma BO rasupaHara
MHHEpaliHa Bojaa; o3HadeHW co O - mMuHepanmHa Boja ckiaampaHa Bo PET ambamaxka om 2 L 3a enmeH jeH;
o3HaueHW co A - MmHepaiaHa Boma ckimaampaHa Bo 2 L PET ambamaxka 3a Tpm Mecery; o3Ha4eHH co B -
MuHepasiHa Bojaa ckiagupana Bo 0,33 mL PET mmmmma 3a Tpu Meceru (Cekoja BPEIHOCT € CPEHA BPEIHOCT

OJ1 TPU MEpema)

Bonymen Ha [Tepuos Ha UyBarmbe Konuenrparmuja
Tprvepox BOZL};Ta [L] i [Z[eHOBI/I}]/ [ug}E] :

FA AA
01-1 2 1 1,34 1,82
01-2 2 1 1,45 1,62
01-3 2 1 1,27 1,78
01-4 2 1 1,47 2,09
0O1-5 2 1 1,28 2,18
0O1-6 2 1 1,73 1,99
01-7 2 1 1,78 2,22
01-8 2 1 1,55 2,16
01-9 2 1 1,52 222
Al-1 2 90 8,61 13,94
Al-2 2 90 12,38 17,68
B1-1 0,33 90 35,36 60,90
B1-2 0,33 90 35,23 53,57
B1-3 0,33 90 39,17 64,85
B1-4 0,33 90 26,56 59,80
B1-5 0,33 90 22,56 55,86
B1-6 0,33 90 32,03 82,06
B1-7 0,33 90 28,25 78,05

Bp3 ocHoBa Ha mobOueHuTe pesynraru (Tademna
4) wmoxe ga ce 3abenexu Jeka 1O
W3MHUHYBambeTo Ha 24 daca, YyBameTo Ha
MHHEpaJHa BOJa BO IUTACTUYHY HIMIIAEHA OJT
2 L (01-1 mo 01-9) pesyarupa co Murparnmja
Ha (GopMajenxu] U aneTallexu]] BO BoJaTa.
Bo cexoe mmmie, KOHIEHTpanujata Ha
(bopmazienxu e cexkoram rnoMaia Bo cropenoa
CO KOHIeHTpauujara Ha anetainuexua. [lo
TPUMECEYHOTO YyBame¢ Ha MHUHEpPAJIHA BOJIA BO
PET mmmmma oxg 2 L (Al-1 u Al-2)
KOHIICHTpalMjaTa Ha  JBarta  MHUTPaHTH
3HAYUTEIHO ce 3rojieMuna. M Bo 0BOj ciyuaj,
KOHLICHTpaljaTa Ha  (OPMAIEIXHAOT €
nmomMaia BO cropejda co KOHIIEHTpalnyjaTa Ha
anerangexun (Redzepovic, 2012). Hajronema
KOHLICHTpAIMja Ha aleTajIeXujl ce IojaByBa
BO MHUHEpaJHaTa BOJA YyBaHa TPHU MECEIH BO
mumusa o1 0,33 L (ox B1-1 no B1-7). Taae
YeTHPH MAaTH MOroJieMa OJl KOHICHTpalujaTa
Ha aleTaJJIeXUJ BO MHHepalHata BOAa
KOJallITO UCTO TaKa, € 4yyBaHa TPU MECElU BO
mmmuma ox 2L (Al-1 m Al-2) m ckopo
TpUECeT MaTh MOroJieMa O]l KOHIIEHTpaIfjaTa
Ha aleTalIeX1/ BO MUHEpaJIHaTa BOJa YyBaHa
efieH e Bo mumuma o 2L (01-1 mo O1-8).
Hcro Taka, KOHIIEHTpalLyjara Ha

(dbopmanenxun BO MHUHEpalHaTa BOJA 4YyBaHa
Bo mumuma ox 0,33 L (ox Bl-1mo B1l-7) e
OKOJy TPHU IO 4YETHpPU NaTh TOBHCOKA O]
KOHIIEHTpanjata Ha  (QopMagenxua  BO
ra3gpaHata MUHepalHa BOJa 4YyBaHa TpH
Mecer Bo mmmuma of 2 L (Al-1 u Al-2) u
OKOJIy [JBaeceT M TPU HAaTH IOrojieMa Ol
KOHIIEHTpanyjatra Ha  (opMmalenxus  BO
ra3upaHara MUHEpajHa BOJa YyBaHa €/ieH JeH
Bo mmmmma o1 2 L (O1-1 go O1-8).

dakTOpH KOU BIHjaaT HA MUTPAalUjaTa

Co uen na ce onpezaenu Ko QakTopu BIUjaat
Ha MHUIpalnyjata UCIIMTaHa € ¥ MUTpalujaTa Ha
dopmanenxuq W aneTangexul BO MaKyBaHa
ra3ipaHa W HerasnpaHa MHUHEpaJHa BOJIA OJf
HUCTHOT TPOU3BOAUTE] BO ULIMIIMKA €O
pazmuuan BomymeHu (0,33 mL u 2 L) wu
Karauniba oj1 mojaunponuieH (Z-1, Z-2 u Z-3)
CO JIaTyM Ha MaKyBame W YCIOBH Ha UyBame
(aTtMoctepckr yCIOBH MM M3JIOKYBame Ha
COHIIE TMeT JieHa TMpell AaHAIN3UPAmETO U
Temreparypa Ha Bo3ayxor mery 20-38 °C).
Jobuenure pe3ynTatd ce MPUKAKAHU BO
cieaHata tabena 5.
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Ta6ena 5. Konnentpanuja va popmangexus (FA) u aneranaexun (AA) ox PET mmmumara Bo HerazupaHa u
ra3upaHa MUHEpaHa BOJIa, N3JI0KEHH Ha Pa3IMYHU TEMIIEPATYPH CO Pa3IMuHO BpeMe Ha UyBarbe U 3aTBOPEHU
CO Pa3JINYHU MOJIMIPONHIICHCKH Kanaunmwa Z-1, Z-2 u Z-3.

[IpuMepoK | rasupaHocT | Kamayueba VOIYMEH | 1 eriou” | 5 nema™ Konuentpannja
[L] /L
FA AA
C1-1 He Z-2 0,33 240 Ha 33,33 | 56,88
C1-2 He Z-1 0,33 180 Ha 27,17 | 37,41
C1-3 He Z-2 0,33 15 Ha 40,33 | 53,98
C1-4 He Z-1 0,33 15 Ha 37,69 | 53,69
C1-5 Jda Z-3 0,33 15 Ha 35,14 | 54,38
C1-6 Jda Z-2 0,33 15 Ha 33,13 | 51,78
C1-7 Ha Z-2 2 240 He 32,06 | 56,87
C1-8 Ha Z-2 2 240 He 30,72 | 47,88
C1-9 Jda Z-2 0,33 240 He 35,13 | 92,98
C1-10 Jda Z-2 0,33 240 He 35,42 | 108,82
“mepuos Ha 4yBame, ~ M3JI0KEHOCT HA COHYEBA CBETIIMHA
Bp3 ocHoBa Ha mogatoruTe o Tabena S5 Moxe
na ce 3a0eiexd JeKa BO €IHO WCTO IIHIIe
KOHIICHTpaIjara Ha  (QopMmagenxuja  BO [Moznato e gexka  (opMaImexuaoT |

MUHepallHaTa BOJa € CeKoraml romana of
KOHIIeHTparujarta Ha arerangexua. Oa e Bo
COTJIACHOCT CO PE3YJITaTUTE O] MPETXOIHHUTE
excriepumeHTH (Tabena 5). Konmenrtpammjara
Ha GOopMaJIeXu € morojeMa B0 MUHepaiHaTa
Boaa yyBaHa Bo PET mmmuma oxg 0,33 mL
(C1-1, C1-3, C1-4, C1-5, C1-6, C1-8 u C1-10)
OJl KOHIICHTpallijaTa BO MHHEpAalTHATa BOJA
gyyBaHa B0 PET mmmmma on 2 L (C1-7 u C1-
9). TIlokpaj Toa, ce 3abenexyBa JcKa
KOHIIGHTpaIjata Ha (opMangenxus BO
ra3ipaHata MHHEpPaJTHA BOJAa BO INWIIHHATA
KOWINTO OWIIe MET JeHa W3J0KEHH Ha COHIIE
(C1-3, Cl14 um C1l-5) e morogema of
KOHIICHTpAaI[1jaTa BO HerasupaHara
MUHepayHa Boja Bo mmmmmara (C1-1 u C1-2)
KOWIIITO MCTO Taka OmjIe M3JI0KEHHM Ha COHIIE.
OBa YKaXyBa Ha dakToT IeKa
KOHIICHTpAIMjaTa Ha jaraepo] AMokcua u YB
3padyeHETO JIONPUHECYBA 3a MHrpaiyjaTta Ha
dbopmanenxuny w aneramgexua  on  PET
NIMIIHBATA BO MUHEpaliHaTa BOJAA, IITO € BO
COTJIACHOCT CO TMPETXOJHUTE HUCTPaXKyBamba.
MOHO € TPUTUCOKOT IITO T'O BPIIH jarjepos
TUOKCHIOT Bp3 sumoBuTe Ha PET mmmumara

Ja ja TOTTHKHYBa  MWrpanyjara  Ha
dbopmamenxun w aneranmexun  ox  PET
mieto (Redzepovic, 2012).

HeouekyBano  rojema  Mmurpamnuja  Ha

dbopmamenxum M aneramaexuy € Ao0ueHa BO
npumepouute C1-8 m C1-10 Ha rasupana
MUHEpaJHa BOJAAa 4YyBaHa OCYM MECELH BO
IJIACTHYHHM muiumba oz 0,33 mL.

aleTANICXUJI0T MOXAT Jia MHTpUpaaT ox
MOJTUMPOITUIICHCKY Kanauuba. Ol BIHWjaHHETO
Ha pa3IMYHHUTE MONUIPONMUICHCKH Kaladyumba
(Z-1, Z-2 u Z-3) moxe ma ce 3aKIydd JeKa
TPUTE Pa3THYHU MOJUIPONMICHCKH Karadynmba
HEMaaT 3HAYUTENICH e()eKT Bp3 MUrpaiujara
Ha  QopMamiexua M alueTANACXH]  BO
ra3ipaHara W HerasupaHaTta MUHEpaJHA BOJA
(Tabena 5).

3akiay4ox

Ambanaxara Ha XpaHaTa MMa MHOTY Ba)kKHa
yiora BO 3allTHTa Ha XpaHaTa Ol
KOHTaMHUHAIWja, (U3NYKH W  MEXaHUUKH
OIITETYBamka, 3a4yBYBarmbe Ha HEJ3HMHUOT
KBAJIUTET U 0€30€IHOCT W MPOJOIDKYBAamkhE HA
pokor Ha Tpaewme. Co pa3BojoT Ha
npexpaHOeHaTta WHAYCTpHja C€ OJBUBA H
mapajeiqHo pa3BOjOT Ha MaTepujauTe 3a
MaKyBame, MPH IITO ce JOOWEHHW roieM Opoj
pa3iMYHA M KOMIUIEKCHH MaTepHjaiu Cco

KapakTepUCTHYHM  CBOjCTBA  KOMIITO  C€
KOPHCTAT CaMOCTOjHO WJIM BO KOMOWHAIja CO
Ipyrd  MaTepujaii  BO  3aBUCHOCT O]
rnoTpeowure.

[Mopann MMPOKHOT CIIEKTap HAa MaTepHjally 3a
MaKyBamke, MHOTY € BaXXHO a00po ma ce
HCIMTAAT CBOjCTBATa HA CEKOj MaTepujall, ILTO
€ KIYYHO 32 JIa MOKE J]a Ce OJpeaH NPaBUIHO
COOJIBETHATa HaAMEHA Ha cekoj marepujai. [Ipu
HempaBWw/ieH u300p W TpU  HENpaBHIHA
ynotpeba, OBHE MaTepHjaii MOXKaT na Ouaatr
CEepHO3€H H3BOP HAa KOHTAMHUHAIlMja Ha
XpaHara.
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[Tnactuynara ambanaxa COAPKHU MOJEKYIH CO
MOMand MOJEKYJICKH MacH, MOHOMEpPH U
OJIUTOMEpPH, Kako W aguTuBu (mojHWIa, YB
CTAaOMIIM3aTOPH, AHTHCTATHYKH areHCH WTH.).
[lonmnMepHHUTE aANTUBY W OCTAHATUTE JIEIOBU
HAa MOHOMEpPHUTE M OJUTOMEpPHTE HE Cce
XEeMHCKH TIOBP3aHM CO MOJIeKyJiaTa Ha
MOJIMMEPOT, INTO WM OBO3MOXYBa J1a ce
IBIDKAT CioOO0MHO BO BHATPEUIHOCTa HA
nonumepoT. On Taa MpUYMHA, BaXKHO € Ja ce
oIpenaT  TOTEHIHMjalTHUTe MHUTPaHTH U
HUBHHUTE TOKCHYHHM €(QEKTH Bp3 3paBjeTo Ha
MOTPOLIyBaYUTE.

dopmanenxua U aneTalfexu ce I0jaByBaaT
KaKo pe3yJNTaT Ha Jerpajalyja Ha TOJIHeTHIICH
TepadTanaT ¥ ce MPUCYTHU HA SHIOBUTE O
miactukara. MeryTroa, The MOXeE Ja ce
OJIp’KaT BO IUIACTHYHUTE IIUIIAEKA BO MHOTY
MaJld KOJIMYECTBA BO TEKOT Ha MPOWU3BOIHUTE
MpoIeCH KOHTPOJIHUPAJKU TH KpUTHYHHTE (Hazu
BO TIPOHM3BOJICTBEHHUOT TIPOIIEC.

Murparnujara Ha (dhopmanmexus "
alleTajaexug oJ IUIaCTUYHUTE INUIINIba BO
(nammpanara Boga ce 3rojieMyBa CO TEKOT Ha
BpPEMETO.

Murpanyjara Ha aneTangexua oJ MIaCTUIHO
muie BO (QuamupaHa Boga € 3HAYHUTEIHO
ToroJieMa O] MUTpalijaTa Ha (opMaIeTXu].
Konuentpanujata Ha  Qopmazenxum e
morojieMa BO MHWHepallHaTa BoJa 4YyBaHa BO
PET IIUIITAKRA O 0,33 mL (V)i
KOHI[EHTpaIjata BO MHUHEpajaHaTta BoOJa
gyBada Bo PET mummma ox 2 L.
Konnenrpanujata Ha  ¢dopMagenxus  BO
ra3upaHata MHUHEpaJlHA BOJIa BO NIWIINEHATA
KOMIITO OWJIe TIeT JIeHa U3JI0KEHU Ha COHIIE €
norojemMa on KOHIIEHTpalujaTa BO
HerasupaHaTa MHHEpATHA BOJa BO HIMIINHATA
KOMIIITO, HCTO TaKa OWJIe N3JI0KEHU Ha COHIIE.
Konrnenrpanujara Ha jariepos quokcun u YB
3pavyemeTo JONPUHECYBa 3a MHIpandjaTa Ha
dbopmannmexun w aneramgexun  on  PET
MrIrmbaTa BO MUHEpAIHaTa BOAA.

Bo cure ciydam KoHIEHTpamujaTa Ha
dbopManexu W aneTaNJeXu] € CeKorail
moMana oJf JI03BOJIGHaTa MHTpanja ol
IIacTUYHaTa ambanaxa.
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BJIMJAHUE HA AMBAJIA’KATA BP3 POKOT HA TPAEILE HA
INPEXPAHBEHUMTE ITIPOU3BO/IU
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AncTpakT

PoxoT Ha Tpaeme Ha XpaHaTa € BCYITHOCT BPEMEHCKH TIEPHUO/I BO KOj MIPOU3BOOT CE CMETa COO/IBETEH
3a kKoHcymupame. Co pa3dupameTo Ha (PaKTOPHUTE KOWIITO ¢ 0COOCHO BasKHU 3a POKOT Ha Tpacwke Ha
MPOM3BOJOT, MO’KHO € MaHUITYJIUpamke Ha OBHE (GaKTOPHU CO IIeT JIa c€ MPOIOJDKU POKOT Ha Tpacwme Ha
Toj mpomsBoj Iloctojar moBeke (akTopm KOW BIHMjaaT Ha POKOT HA Tpaeme Kako MITO Ce:
mpepaboTKaTa Ha MMPOU3BOAOT, 3aMP3HYBAaKkETO, XEMUCKUTE TIPOMEHH, a UCTO TaKa M MaKyBameTo Ha
XpaHaTa MOXKe Ja MpUoHece 32 HaMaTyBameTO Ha KOJIMYHMHATA HA XpaHa KOjaliTo ce (pia 3apaau
KpaTKHOT POK Ha ymoTpeda. [locTon HaydHa OCHOBA 3a OIIEHYBamke Ha POKOT Ha TPaeHe CO MIOMOIIT Ha
MaTeMaTHYK{ U3Pa3y KOUIITO C€ KOPHCHHU BO MPEBUAYBAKE HA Pa3rpayBamkeTO Ha MPeXpaHOeHUTE
MPOM3BOJM 3a BpeMe Ha UYyBameTO. laa ce 0asupa Ha NPUHLIMINATE HA XEMHUCKaTa KWHETHKA.
BeymHocT, ce ncnutyBaaT nmpoMeHuTe Bo kBanuteToT (Q) KoM ce ciieiaT u ce MepaT co TEKOT Ha
BpemeTo. POKOT Ha Tpaeme Ha mpexpaHOSHHOT MPOU3BOJ] Bp3 OCHOBA Ha MPOMEHUTE HA KBATUTETOT
BO OJIHOC Ha BPEMETO MOXeE Ja ja CIIeN KHHETHKA OJl HyJITH pel Win of mpB pexa. Co mOMOII Ha OBe
MPEeCMETKH MOXeE Ja ce MpeABuaaT (a3uTe Ha HaAMalyBamke HA KBAIMUTETOT M HA HCIPABHOCTA Ha
MIPOM3BOJIOT.

Kayunu 3060poBu: ambanaxka, pok Ha Tpaewke, XeMHCKa KHHETHKA, PEAKINH OJf HyJITH PeJl, peaKInu
O]l TIPB pen

INFLUENCE OF PACKAGING ON THE SHELF LIFE OF FOOD PRODUCTS

Daniela Dimovska, Mirjana S. Jankulovska”, Lenche Velkoska-Markovska, Biljana Petanovska-
llievska

Faculty of Agricultural Sciences and Food, Ss. Cyril and Methodius University, Skopje, Republic of
Macedonia
“e-mail: jankulovska_m@yahoo.com; jankulovska@zf.ukim.edu.mk

Abstract

The shelf life of the food was actually period in which the product is considered suitable for
consumption. By understanding the factors that influenceto the shelf life of the product, it is possible
manipulation of these factors in order to extend the shelf life of the product. There are several factors
that affect the shelf life such as: the manufacture of the product, freezing , chemical changes, as well
as, food packaging. These factors can contribute to reducing the amount of food that is thrown away
because of the short shelf life. There is scientific basis for assessing the shelf life using mathematical
expressions that are useful in predicting the degradation of food products during storage. It is based on
the principles of chemical kinetics. Actually, the changes in the quality (Q) can be observed and
measured over time. The shelf life of the food products based on changes in quality in relation to the
time can follow kinetics of zero order or first order. Using these calculations the phases of reducing
the quality and accuracy of the product can be predicted.

Keywords: packaging, shelf life, chemical kinetics, zero-order reactions, first-order reactions
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BoBen
3a ga MoxemMe Ja U 3ayyBame
npexpaHOeHUTE MIPOU3BOIU MHOJOJT

BPEMEHCKH IEePHOJ BO HCIIPaBHA cOCTOj0a
HEONXOIHO € Ja C€ HalpaBU COOJBETEH
n300p Ha aMmOanaKHUOT  MaTepujall.
M36opor Ha ambanakara ce TpaBU BpP3
OCHOBa Ha (u3MUKkaTa © XeMHCKaTa
OpUpoAa Ha NPOHM3BOAOT. 3a Taa Mel,
Tpeba ga ce 3eMaT mpeaBun (UIMUKUTE
CBOjCTBA Ha MPOU3BOAOT KAaKO MITO CE BKYC,
MHUpHC, H3MJIeH, CchenupuyHa TOIUIMHA,
KOC(QUIMEHT Ha IIUpeme W Apyru. Mcto
Taka, He Tpeba Jga ce H30CTaBaT U
XEMHCKHTE CBOjCTBA Ha ITPOHM3BOAOT KaKO
COAp)KMHA Ha apoOMaTWUYHU MAaTepHH,
COJp’KMHA Ha BOJIa, MPHCYCTBO HA TACOBH U
IpyYTO.

Jokonky HampaBuMme cropeaba Tmomery
MHUHATOTO W CeraimHocTa Ke JojaeMe 0
3aKIy4OK JIeKa IaKyBameTO Ha XpaHaTa
OWII0 pa3HOBHUIHO, CEKaKO MOYHYBajKH O
HajeHOCTaBHaTa ¢opMa Ha amOagaxeH
MaTepujai rma c€ 10 COBPEeMEH! MaTepH]jaln
KOMIITO BO PAMKU Ha CBOjOT KamaluTeT He
caMoO ITO ja IOTHTAaT XpaHaTa Ol
HaJBOPEIIHU BJIMjaHUja, TYKYy u
OBO3MOJKYBaaT Ha CaMHOT IOTPOIIyBad Jaa
OuJie BO TEK CO MOMCHTAJIHATa COCTOj0a Ha
npoaAyKToT. Bo MHHATOTO Hajuecto Ouie
yrnoTpeOyBaHU TPCKa, TPEBU M )KUBOTHHCKHU
nenoBu. Co TEKOT Ha BPEMETO C€ OTKpHIIE
U PyIUTe, METAIUTEC M JPYTUTE XEMHUCKH
coequHennja. EnxuHcTBeHaTa (pyHKIMja Ha
amM0ana)xHUTE  MaTepujald  BO  TOj
BPEMEHCKHM TepHoj OWia Jia ce 3allTUTH
XpaHarta. Bo jeHemHO BpeMe  Kako
amOaniayXeH MaTepHjal ce KOPUCTH IpPBO,
MeTall, XapTuja, TUIACTHYHA MAacH, CTaKIIO,
OuomoNMMepy U Pa3HOBUIHH KOMOHWHAIMN
Ha Beke criomeHatute Mmarepujanu. llenrta
HE € caMO 3allTUTa Ha XpaHara, TYKy M
MPOIOJDKYBakhe Ha POKOT Ha Tpacwme Ha
MIPOM3BOJIOT, UHPOpPMUpaAHE Ha
MOTPOITYBadyOT  3a  cocrojbara  Ha
MPOM3BOJOT,  MAapKeTHHI W JPYTO.
JenemnHa TEHICHIIN]a Ha CEKOj
MPOU3BOJUTEN € J1a HCKOPHCTH NOoe(THH
amOanakeH  MaTepujall  KOjIITO  Ke
OBO3MOXH Jla CE€ UCIONHAT  CHTE
mapaMeTpyu, a Toa € T[pHYMHAa 34
CO3/1aBakbeTO HA KOMOMHUpPAHH aMOalaKHH
MaTepHjajii KOHWIITO BO JICHEITHO BpEME ce
MHOry ekcrmonmpanun. Co men ga ce
NOCTHTHE TOJOJT pOK Ha Tpacwkme Ha

pexpaHnOeHUTE TIPOU3BOIN
HUCTpaXyBamaTa oJaT BO Hacoka Ha
W3HAOramke Ha COBPEMEHH HAUYWMHH CO KOH
TOA Ke ce MoCTHrHe. Bo coBpeMeHn HaunHU
Ha TaKyBame Ha XpaHa CraraaT IaKyBarmbe
BO Moau¢umpana arMocdepa Ha racosH,
ACEeNTHYHO TAKyBame, BaKyyM IIaKyBambe,
aMmOanaxxau (pUIMOBH W OOBUBKH KOHIIITO
MOXE Jia C€ janaT, aKTHBHO IIaKyBame,
WHTEJIETEHTHO MaKyBambe U JIp.

Llenrra ©Ha HCTpaXyBameTO BO  OBOj
JUIJIOMCKH TPYA € Ja Cce IMOKaKe Kako
COBpEMCHHUTE TMaKyBamka Ha XpaHa CoO
HUBHUTE  TIO3UTHBHH W  HETaTHBHU
KapaKTepPHCTHKA BIIMjaat Ha
MPOIOJDKYBakhEe Ha POKOT Ha Tpaeme. Mcto
Taka, Kako MOXe Ja ce MpecMeTa U Ja ce
NPEBUAN POKOT Ha TPacHke Ha MPOU3BOJIOT
CO TMpWMEHa Ha [OPUHIMIIUTE  HAa
TEPMOJIMHAMUKA 3€MajKH ja TpenBUA
HerosaTa pupo.a, KaKo "
KapakTepUCTUKUTE  HA  aMOAIaXHUOT
MaTepHjajl BO KOj € CllaKyBaH.

Pok Ha Tpaeme U GaKTOPH KOU BJIMjaaT

HAa HETOBO MPOI0/IKYBambe

Pok na Tpaeme

PokoT Ha Tpaeme Ha XpaHaTa € BCYIIHOCT
BPEMCHCKH TI€pPUOJ BO KOj TMPOU3BOJOT Ce
CMeTa COOJIBETEH 3a KOHCyMupame. OBa 3Hauu
JieKa TIPOM3BOAOT HE € pacumaH WId CO
HaMaJeH KBaJIUTET CO ITO Om Oun
Henpudatiaue 3a TNOTpouryBadoT. Pokor Ha
Tpaewme TapaHTHpa Jleka HemMa Ja ce
oOpa3dyBaaT  TOKCHYHM  TPOAYKTH  BO
MIPOM3BOJIOT, HUTY JieKa Ke J10jj1e 10 3aryoa Ha
XPaHJIUBUATE COCTOJKM  TOJI  TPAHMIIUTE
NPONUIIAHA 32 HYTPHUTHUBHA BPEIHOCT Ha
npou3BoJo0T. [Ipom3BomoT Mopa jga ocTaHe
Oe3bemeH 3a  KOHCyMHpame, Ja  He
NpeN3BUKYBa TpyeHme KaKo pe3yiraT Ha
MPUCYCTBO Ha NATOTCHU MUKPOOPTaHM3MHU HITH
Jla ce co3/aJiaT TOKCHHU BO HETO BO MEPHOJOT
HA 4yBamC.

CremneH Ha pacunyBame

XpaHaTa e pacuIuuBa 1o npupoja. [Ipomenn
MOXe Ja ce 3abernexar M NIpU NPOLECOT Ha
yyBam€ OJ CTpaHa Ha MPOU3BOJUTENOT,
TProBOUTE HA Majl0 HWJIMW KyIyBadoT. Osune
MIPOMEHHU MOXKE Ja Ce 0JIBUBaaT Op30 KaKo ILTO
€ TIPUMEPOT CO PacuIlyBamke Ha MECO W puoa,
WIH TIaK Jia Tpaar MOI0JT NEepHoJ] KaKo IITO €
MIPUMEPOT CO MYBIIOCYBam€ Ha J1e0. 3a HEeKOH
MPOU3BOAM KaKO IITO C€ KOH3EPBHPAHU H
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MHOTY CYBH IIPOM3BOJM, BJIOIIYBamETO Ha
KBaJIUTETOT MOXE J1a He Ommae 3abeekaHo co
MeCeld, Ta Jypy U cO TOJWHM Ha YyBambe Ha
TOj TIPOU3BO/I.

Banjanne Ha mpepa0oTka Ha NPOM3BOAOT
Bp3 MNpeXHBYBAeTO Ha  MATOTeHUTE
MHKPOOPraHU3MH

[IpepaboTkaTa Ha XpaHaTta MOXe Ja TO
SIIMMHUHMpPA WK OapeM jaa ro Hamamud OpojoT
Ha MPUCYTHUTE MUKOpooprann3mu. OBa ke To
MPOOJDKM POKOT Ha Tpaemke Ha MPOU3BOJOT
Taka ITO Ke TO peaynupa OpojoT Ha
NPUCYTHUTE  IITETHH  MHKPOOPTaHU3MH.
Baxno e nma ce 3eme Bo mpenBua (GakToT aexa
MPOIECOT HA MHEHE Ha XpaHaTa cO BOAA WIH
TepMUYKaTa MpepaboTka Hema Ja TH
SMTMMUHHPA CUTE€ MHUKPOOPTaHU3MH KOHIITO Ce
MNpUCYTHM W HCKOU OJ HHUB MOXKE Ja
npexusear. OBa 0coOCHO BakKM 32 OHHE
OakTeprH KOM IPOU3BEIyBaaT CIIOPH OTIIOPHH
Ha TormumHa. Toa 3HauM neka W HajmoOpo
npepabOTEHHOT MPOW3BOJ HE € CTEPHIICH U
cermak Ke TO/JIErHE Ha pacUIlyBame, HO BO
romaia Mepa BO OIHOC Ha HEeNpepadOTEeHHUOT.
Hcto Taka, BaxkHO € Aa ce 3a0enexu JeKa cuTe
MaTOreHd MpPUCYTHH BO HempepaboTeHaTa
XpaHa WIH COCTOjKH OOMYHO ce€ HaMaJeHU JI0
0e30eHO HUBO BO HCTaTa, MJOKOJKY THE
mopacHaT 3a BpeMe€ Ha 4YyBameTo, TOj
MpOM3BOJ] Beke craHyBa HebOe30eaeH 3a
KOHCyMaluja nociie oapeneH nepuon. Mma n
0aKTepuy KOMIITO MPOIyLUpaaT CIIOpH KOH ce
MHOTY PE3UCTCHTHH Ha TepPMHUYKa MpepadoTka
Opy INTO HeMa Ja OuJIaT eIMMHHUPAHH CO
mpoiec Ha wmuewme. OBa TH BKIy4yBa
0aKkTepunTe KOU MPEAU3BUKYBAAT PACUITyBamE
Ha XpaHaTta, Kako W maroreHure. JIOKOJKy
OBHE CIIOpH CE MPHUCYTHU MOTPeOHO € Toa Ja
ce 3eMe BO MpeIBUJ TpH OJpeayBame Ha
POKOT Ha Tpaeme Ha MPOU3BOJIOT.

Nako npepaboTkara Ha XpaHa BOOOWYACHO IO
HamajyBa OpOjOT Ha MATOr€HU MPHUCYTHU BO
MOBEKETO CYPOBUHH M COCTOJKH, CeIaK
OJIpeNieHN TMpepabOoTKM Ha XpaHaTa MOXeE Ja
BKITy4aT YEeKOPH KOWIITO Ke Tro 3rojiemMar
OpOjOT Ha MATOT€HH BO OJIPEJICHH TPOU3BOJIH.
OBa BooOHMuacHO € ciydaj co (epMeTHpaHu
MPOM3BOIM KAaKO Ha ILITO CE CUPEHE U caama.
AKo cypoBHHHTE HEe OwWie MPETXOTHO
npepaboTeHH 3a JAa ce€  eIMMUHHpaar
NaTOreHUTE CO [acTepu3aldja Ha MIIEKO,
YCIIOBHTE KOUIITO OBO3MOXKYBaaT Jia c€ OJJPKH
(dbepmeralgjaTa BOSIHO K€ OBO3MOXKAT U PacT
Ha maToreHuTe. 3a Jja ce ocurypa 6e30emHocTa

Ha OBHWE TPOU3BOJM HEONXOJHO € Ja ce
OCUTYpH JieKa OpOjOT Ha TATOTCHHTE BO
CYpPOBHHHTE C€ Ha HAjHUCKO MOXXHO HHMBO U
JieKa ce MPUCYTHH aJICKBATHU CIPEdyBayll KOU
ke TH WHXHOMAaaT W  eIUMHHHpAaaT
MpeXHBEaHUTE MAaTOTeHH. 3a Jla ce TOCTUTHE
TOA ce JI0J]aBaaT KHCEIWHH, COJNM, HUTPATU U
HUTPUTH.

Cenak npepaboTkaTta ce 0UYeKyBa BO TOBEKETO
clydyan Ja IO  HamMaid  OpojoT  Ha
MUKpPOOpPTaHM3MH M Ja ja  3rojJeMu
0e30eaHOCTa HA IPOU3BOJIOT, TOA CETAaK MOXE
Ja JomlpuHEce Ja ce CIy4d [OHAaTaMoOIIHa
koHTamuHanuja. OBa ce cioy4dyBa Owuiejku
HEKOHM TATOTEHW MOJXKE Jla CTaHAT HM3BOp Ha
KOHTaMHHAIlMja OTKaKo IpepadoTkarta Ke
3aBpIlK, TIPEJ U MO MaKyBambe Ha MPU3BOJAOT.
Hctror mpobieM MoXe Ja HAcTaHe W IpH
KOHTaMHUHallMja 0] MUKPOOPTaHU3MHU KOUILITO
MPeIU3BUKYBaaT PACHITyBaIbE.

Biujanue Ha 3aMp3HYBaH-€TO BP3 POKOT HA
Tpaeme U 6e30eJHOCTa HA IPOU3BOAOT
Poxot Ha Tpaeme Ha MHOTY NPOU3BOIU MOXE
Ia Ouze MpOJOJKEH JOKOJKY THE C€ dyBaar
BO 3aMp3HyBauu. Huckute temieparypu ru
HaMajllyBaaT XCMUCKUTEC IIPOMCHHU U PaCTOT Ha
MHOT'Y LITETHH M HaTOreHu OaKTepuu, MyBIIU
n kBaciu. Cenak, TmOCTOjaT  OJpPEIACHH
MaTOreHu OakTepHH KOWIITO C€ CIOCOOHH Aa
pacTaTr JIeCHO HpU HHCKH Temmeparypu. Bo
HEKOM CHUTyallUd HHUBOATa BO KOHILUTO C€
NPpUCYTHHU OBHUE TIATOTCHHM BO IIPOU3BOJOT
MOJKE J1a CE CMETaaT 3a CUI'YPHHU BO IOYETOKOT
Ol POKOT Ha Tpaewme. llomonruor pox Ha
Tpacmke OBO3MOXXYBa IOJIOJITO BpeME OBHE
MaToreHu Aa nmopacHar. OBa ke uMa IorojemMo
BJIMjaHUE Ha POKOT HA TPacHkE Ha MPOU3BOJIOT
u OapamaTa 3a IaTyMOT Ha IPOU3BOCTBO.

XeMHCKH NPOMEHH KOHWIITO MOKe Ja ce
CJIy4aT 3a BpeMe Ha YyBameTo

Kako mTo MHKpOOpPraHM3MHUTE MOXKE Ja
[opacHaT 3a BpEME Ha YyBameTO, MOXeE Ja ce
Cly4aT W JIPYTH TMPOMEHH BO COCTaBOT Ha
npou3Boa0T. OBa BIONIYBakhEe HA KBATUTETOT
Ha TPOM3BOJIOT MOXKE Ja T'O HANpaBU HUCTHUOT
HenpudaTIuB 3a MOTPOIIYBAYUTE TOKOIKY THE
cMeTaaT Jieka TOj C€ Ppacumais co IITO
KBAJIMTETOT HE THW 3aJ0BOJIyBa HHBHUTC
oueKyBama. Bo HeKou ciayyau MpOMEHUTE BO
IIPOM3BOIOT MOKE JIa TO HamnpaBaT Hebe30eaeH
3apaad  mpupojaTa  Ha  KOMITIOHEHTHTE
dhopmupanu 3a BpeMe Ha pacmarameTo. McTo
Taka, TMPUCYCTBOTO HA  ECCHIMjaTHUTE
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XPaHJINBU KOMIIOHEHTH MOJKE Ja € IOHUCKO OJT
OYEKyBaHOTO OJl CTpaHa Ha IMOTPOIIYBadUTE.
OBa e 0c00eHO BaXXHO JOKOJIKY TOj MPOU3BOJ
ce Kocymmpa 3a Ja o00e30equ JOBOIHO
KOJIMYECTBO HA OJpe/leHa KOMIIOHEHTa, KaKo
Ha TpUMEp BHUTaMHMHHU. Toa CeKako Ke HhMa
BIIMjaHNe W Ha Oapamara 3a OfpeayBame Ha
POKOT Ha Tpaeme.

dakTopN KOMIITO BJIMjaaT HA POKOT HA
Tpaeme

Co pazOupamero Ha (HaKTOPUTE KOHWIITO CE
0co0EHO BaXHM 3a POKOT Ha Tpacwme Ha
MPOM3BOJIOT, MOXXKHO € MAaHHIYJIHpamke Ha
oBue (haKTOpH CO IEN J1a e MPOIOIKH POKOT
Ha Tpaewme Ha TOj mmpom3BoA. Mcro Kako
MPOMEHHUTE BO COCTABOT, TaKa U YCIOBUTE MpPU
npepaboTkaTa W IaKyBameTO MOXe Ja
JIOBEIAT JI0 HaMallyBamke HA POKOT Ha Tpacwme
WX JIa TO HampaBaT MPOU3BOJIOT MOMOAJIOKEH
Ha INTETHH OaKkTepud W/WIH TATOTCHH
MHUKpOOpraHm3Mu. BakHO e ma ce 3emar
MPEBHU]l CUTE TIPOMEHH KOMIITO CE CIydyBaaT
BO IPOM3BOJOT WJIM TMAaKyBameTO 3apaad Toa
IITO THE MOXE Ja BIMjaaT HAa POKOT Ha
Tpaewe. OBa e 0coOeHO BaXHO OWICjKH
0e30eHOCTa HA MIPOM3BOAOT M HETOBHOT POK
Ha Tpaemke 3aBUCH O/ TojieM 0poj dakTopH.

3ary6a Ha XpaHa BO 0IHOC HA NAKYBaHETO
Criopen  pe3yiTaTHTe MPE3CHTUPAHH  BO
JUTEpaTypara, MakyBambeTO Ha XpaHaTa MOXKe
Ja TpUIOHECE 32 HaMalyBameTo  Ha
KOJIMYMHATA Ha XpaHa KojamTo ce Qpa
3apaly KpaTKHOT POK Ha ynotpeba. I'aBeH
MPUOPHET Ha IMOTPOLIYBAYUTE € Ja Ce
MIPOJIOJIKH MIEPUOJIOT BO KOj XpaHaTa OCTaHyBa
cBeka. BO MOMEHTOB MOTPOIIYBAaYUTE HE
pacmonaraaT co JOBOJIHO HH(pOpMalMu 3a
MaKyBamkEeTO WJIM 32 OMAKOBKUTE INTO MOXAT
Ja ce ymorpebar, HHTYy TaK Ce CBECHH 32
MPEJHOCTUTE OJf OTMAKOBKUTE KOUINTO MOXKAT
Ja TO TMpoJOoIDKAT POKOT Ha Tpacwme Ha
xpaHara. [lopagum TOa, TOCTOM HHTEpec 3a
ambanaxa KojamTo Ke MPHIOHECe XpaHara Jia
ce OJIpKyBa CBeXKa, MpeJl U MOCIe OTBOPABETO
KaKko M Ja C€ JajgaT jaCHH HMHCTPYKIIMHA Ha
camara ambaiaka KOMIITO Ke MM MOMOTHAT Ha
MOTPOIIYBAYMTE TMPABHIHO Ja ja dyBaar
XpaHaTa.

MHory TOTpOIyBayd HE CE CBECHHU JeKa
amOanaxkara ja 3allTUTyBa XpaHaTa W BEIHAII
ja oTcTpaHyBaaT WJIH ja OIITETYBaaT CO IITO I'O
HamallyBaaT POKOT Ha Tpaeke Ha XpaHaTa.
IMotporryBaunte Tpeba na ja mpemno3Haar

BO)XHOCTa OJ] aMOajaXupame Ha XpaHata U
HUBHOT CTaB KOH OBOj MpOILEC J1a € MOMAaJKY
HETaTHBEH.

I'pmxara OKoNy MaKyBameTO Ha XpaHaTa ce
HaMaiyBa co 3roJIeMyBambe Ha
nHPOPMHUPaHOCTA Ha MOTPOILyBaYHTE.
3abenexaHo € JeKa CTaBOT Ha MOTPOIITYBAaYHUTE
ce MEeHyBa Kora K€ UM Ce IOKaXaT cepHja Of
no0po nepuHUpaHU W3jaBU TIOBP3aHH CO
MaKyBamkeTO Ha XpaHaTa. [[Be o/ n3jaBuTe KoU
ce mOKaxame e(eKTHBHH Cce CICIHUTE:
»~AMOaIaXUpameTo TMOCBeXka, HE caMo Ha
MOJIMIUTE O]l CyNEepPMapKeTUTe, TYKy H BO
BammuTe JOMOBH u ,lomem men (85 %) on
amObarnakata MOXKe Ja c€ PEIMKINpa Taka IITO
HeraTUBHUTE e(eKTH IO KMBOTHATA CpeIUHA
ce MOMaJId OTKOJIKY IITO C€ YMHU .

I'pmxara okomy ¢prnamero Ha XpaHara ce
3rojieMyBa co 3roJIeMyBambe Ha
nHpOpMHUpaHOCcTa Ha oTpomryBaunte. [locton
jacHa pasnmuka Melry TEHICHIMUTE Ha
MOTPOLIYBaYUTE TOBP3aHH CO HHTEPECOT 32
ambanaXxupameTo Ha XpaHaTa OJf €Ha CTpaHa,
U rpwkaTta 3a Qprame Ha XpaHa OJ Jpyra,
Ipe W Tocie PasrieqyBambeTo Ha OJpeNICHU
W3jaBu TMOBp3aHU cO OoBHE TeMu. Ha mpumep,
criopeji pe3yiaTature oj ucTpaxypama (FPA,
2014) ako OArOBOPHOCTAa HA IMOTPOIIYBAYHTE
OKOJIy TIaKyBameTo U (plameTo Ha XpaHara
6una 72 % Ha  IIOYETOKOT, IIOCIIE
pasrienyBame Ha  cepuja  ox  J00po
nehuHUpaHN W3jaBM HAa OBHE TEMH, IpHKaTa
OKOJTy (plameTo Ha XpaHaTa ce 3rojieMHiIa Ha
80 %, nogeka mak MHTEPECOT 3a MaKyBambe Ha
XpaHaTa ce HamanuiI Ha 58 %.

Hajronemo Biujanue e 3a0enexaHO Kaj JBe
IOArPYIIM Ha IIOTPOILIYBAa4d IIOBP3aHO CO
BO3pacTa M CTaBOT KOH >KMBOTHATa CPEAMHA.
ITocTapure noTpouryBayd HMaTr CTaB JEKa
aMmOaja)xara MMa HETaTUBHU IIOCIEIULIU II0
’KMBOTHATa CPEJMHA M HE Ce BO cOCTO0j0a Ja Iu
BUAAT no3utuBHUTE eexty. OBaa momynanyja
UMa CTaB Jieka T[aKyBamkeTO Ha XpaHara
MPUIOHECYBA 332 HEJ3UHO 1MOOP30 PacUITyBambe,
3aToa IITO KOra € 3aTBOpEHa Cce 3rojeMyBa
BIOXXHOCTa BHATpe BO amMOanaxkaTa H ce
HamallyBa pOKOT Ha Tpaclkhe Ha XpaHaTa.
[HomnanuTe moTpomryBauu oJ Apyra cTpaHa ce
aMOMB&JIGHTHH M TOOP30 TH Iperno3HaBaaT
IIOBUTHUBHUTEC eq)eKTI/I 0 TMAaKyBalkbE€TO U
0cO0EHO WM € B@KHO WLITO IaKyBaHHUTE
MPOM3BOAM  OCTAaHyBaaT [MOJOJIrO0  BpeMe
CBEXU.

[MoTpornryBaunTe KOUIITO MIOBEKE CE TPHIKAT 32
KUBOTHATa CpeJMHAa HMaaT TEHACHIMja Jaa
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pasMucIyBaar Jieka MakyBamkeTo MOXKE Jia ce
MPETBOPH BO TOJIEM MPOOJeM 3a JKHBOTHATA
cpenuHa. Bo cekoj ciyuaj TMe MCTO Taka ce
MOJIO’KHU Ha TIO3UTHBHU TIOPAKK MOBP3aHH CO
MaKyBamkETO W MHOTY YECTO T'O TNpU3HABAaT
HAMPEJIOKOT IITO BO TO]j MOTJIE]] € HAIPABEeH O
MPOU3BOJUTEIINTE ¥  JTUCTPHOYTEpUTEe HAa
xpaHa. TWe HCTO Taka, ce CBECHU JieKa
oTmajHaTa XpaHa MOXeE Ja MpeTcTaByBa
npoOJieM 3a )KUBOTHATA CEJIMHA.

Enna on QuHanmHUTE mpenopaku cyrepupa
JeKa OpraHu3aluUTe HIOBP3aHH co
MPOM3BOJCTBO M IMAKyBame HA XpaHa, KakKo
MTO Cce MPOU3BOJUTEINTE HAa XpaHa W
ambanaxka, IUCTpUOYTEpUTE W TPTOBCKHUTE
3IpyXeHrja Ou Tpebalio Ja ce aHraxupaar
mTo  moBeke ga ru uHpOpMHUpaar
MOTPOIIYBAYUTE 32 HHOBAIMUTE INTO CE
HampaBeHHW OJ] HUBHA CTpaHa, a ce TMOBP3aHU
CO MaKyBameTO W O3HAYYBAIHETO HA XpaHATa,
Jla ja 3roJieMaT HUBHATA CBECHOCT 32 MOXKHUTE
NpeqHOCTH ¥ Ja T oxpabpat 3a ja
KOHCyMHUpaaT IIaKyBaHAa XpaHa M IIPaBUIIHO
KOpDUCTCH¢ Ha ambanaxara, Kako H Ja
mpe3eMaT IMOHATAMOIIHM YEKOPH 32 HOBHU
WHOBAIIUU.

OmnpenenyBame Ha POKOT Ha Tpaeme Ha
NaKyBambaTa 3a XpaHa u NPOU3BOAN

Bp3 pokoT Ha Tpacme Ha NpexpaHOeHHTE
MPOM3BOJIU TOJIEMO BIIHjaHHE UMa H300pPOT
Ha amOanaxkata. OBa BiIMjaHHE MOXKE Jia Ce
OIpe/Ied CO TOMOII Ha MH()OPMAIHH 3a
pasrpagbara Ha TPOU3BOAOT W BHUAOT Ha
3amTUTa 00e30eIeH CO  IMaKyBameTo.
[TocTon HayyHa OCHOBa 3a OLICHYBame Ha
POKOT HA Tpacke CO TIIOMOII Ha
MaTeMaTHYK{ U3pa3d KOWIITO C€ KOPUCHHU
BO MpPEABUIYBalkE Ha Pas3rpajiyBambeTo Ha
npexpaHOeHuTe MPOU3BOIM 3a BpeMe Ha
JyyBameTo. Taa ce Gasupa Ha MPUHIUIIHATE
Ha xemuckata kuHeruka (Denis R.
Heldman, 2009). BeymHocr, ce
HCIUTYBAaT MPOMEHUTE BO KBATUTETOT (Q)
KOM Ce CllelaT U ce MepaT CO TEKOT Ha
Bpemero. OMIITHOT M3pa3 3a KBAIUTETOT
MOXE Jia ce IMpPeTCTaBH CO ClIeJHaBa
paBeHKa:

LdlQ]_
it k[QT (1)

Kamemro 3HakoT + MOKaxyBa JeKa
KBaJIMTETOT MOXE Jia C€ 3TOoJIEMH WU
HaMaJli 3a BpeMe Ha 4YyBame, k ¢
KOHCTaHTa Ha IICEBIOJBIKEIE, NI € pejl Ha
peaxumja.

ITpuMep, akO KBAJUTETOT C€ HaMalyBa CO
TEK Ha BPEMETO paBCHKaTa MOXE Ja ce
HAIHIIE Ha CIEIHIOB HAUUH.

d[Q] =k[Q[ @)

XCMI/ICKaTa KHHETHKa € O0JIacT O/ XeMujaTa
IITO Ce 3aHUMaBa cOo Op3MHATA HA XEMHUCKUTE
peakuuu. 300pOT ,,KHHETUKA™ Cce OJHECYBa Ha
JIBWXKCHE WM  TpoMeHa. KuHernukaTa
eHepruja ce aepwHHpa Kako €Hepruja IITo
MPOM3JIETYBa Ol IBMKEHHETO HAa €JIeH O0jeKT.
Bo 0B0j citydaj 300poT KHHETHKA CE€ OJHECYBa
Ha Op3WHATa Ha peakiyjaTa Koja IpeTcTaByBa
MpPOMEHa Ha KOHIIGHTpalMjaTa Ha JajcH
PEaKTaHT WX MPOAYKT CO TEKOT Ha BPEMETO
(mol/L-s™"). Tlo3mato e nexka OWIO Koja
peakiyja ce OJIBUBA BO HACOKA OJI PEaKTaHTH
KOH MpoAyKTH. Bo TekoT Ha peakuujara
KOHIIGHTpalyjata Ha  peakTaHTUTEe  ce
HamalyBa, JIOJieKa KOHIGHTpanujaTa Ha
MPOAYKTHUTE ce 3rolieMyBa. Kako pesynrar Ha
TOa, HANPEAyBAakETO HA peakimjaTa MOXe Ja
ce CleAM TPeKy  HaMmallyBamkeTo  Ha
KOHIICHTpaI[fjaTa Ha peakTaHThTe. Taka,
Op3WHaTa Ha peakigjaTa MOXKE Ja Ce€ H3pasu
Ha CJI€AHUOB HAYUH.
AlA]

Op3uHA Ha peakiyja = —
p p 1) AL

Op3WHa Ha peakiyja = @

Kane mro A[A] u A[B] ce mpomenure Ha
KOHIIGHTpalyjata Ha peakTaHtorT A ¢
npoaykToT B Bo BpemeHcku mepuon At
bunejku koHIEHTpanMjaTa Ha PEaKTaHTOT A
CO TEKOT Ha BpPEMETO ce HamanyBa, A[A] nMa
HeraTHBEH Npea3Hak. bp3uHaTta Ha xeMuckara
peaknyja € MO3WTHUBHA BEJIMYMHA IAa 3a Ja
no0ve TIO3WTUBHA BPETHOCT BO HM3pa3oT 3a
Op3WHa Ha XEMHCKa peakidja mopa Ja ce
CTaBM 3HAaKOT MuHYyc. Of Apyrara cTpaHa, BO
cilyyaj Kora Op3WHaTa ce M3paszyBa CO IMOMOII
Ha KOHIICHTpaljara Ha TMPOJYKTH HE e
notpedeH 3HakoT MuHyc, Ounejku A[B] mma
MO3UTUBEH mpen3Hak. OBue Op3uHU ce
npoceyHn Op3WHM OWJEjKH ce TMpoceK 3a
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orpejieNieH BpeMeHCKH miepuoy At. CrnemHuor
YeKOp € Ja ce BHIM Kako ce OIpeaenyBa
Op3uHaTa Ha peaknyjaTa EKCIEPUMEHTAIHO.
[lo pgedunrmnyja, mo3HaTo € JOeKa 3a na ce
ompeneny Op3WHATA HA peaklyjaTa MOTpeOHO
€ J1a ce cleIu IpoMeHaTa Ha KOHICHTpalujara
Ha peaKkTaHTUTe Kako (DyHKIHja OJ BPEMETO.
3a peaknuMTe BO PACTBOpP, 4YECTOMNATH,
KOHIIGHTpAIjUTa Ha OJJCTHH KOMIIOHEHTH
MOXE Jla Cc€ M3MEpPH CHEKTPOCKOICKH.
JIOKOJKy ce IpHUCYyTHH jOHH KOHIIEHTpaIljara
MOXE Jla Cce ONpeAein W CO Mepeme Ha
CJIEKTPUYHATA CIIPOBOAIUBOCT.

Ha cmuka 1 e mnpukakana KpuBa Ha
HU3MEPEHUOT OJHOC Ha KBAIUTETOT KOjILTO
OCTaHyBa 10 Pa3IMYHO BpeMe Ha CKIAIUpambe.
KpuBara e nmHeapHa, IITO yKaKyBa Ha TOa
neka Op3uHata Ha 3ary0a Ha KBaJIHTETOT
OCTaHyBa KOHCTaHTHA BO TEKOT Ha BPEMETO.

Peakumja o

HYyJITH peA 120

100

80

60

40
20

1st Qtr

2nd Qtr

3rd Qtr  4th ¢ AeHos

1 2

3 4

Cruka 1. JInuHeapHO HaMalTyBame Ha KBAJUTETOT CO TEKOT Ha BPEMETO

Co oBaa JIMHeapHaTa 3aBUCHOCT € MpPHUKaKaHa
peaximja o HyJITH pel. 3aroa, Co 3aMeHa N =
0 Bo paBenka (2) ce noOuBa:

dQ
——==KkK 3
it 3

OBaa paBeHKa MOXeE J1a ce pemHu co nozenda
Ha MPOMEHJIMBUTE 3a Jia ce j10o0ue anredapcko
pemieHre. [104eTHHOT KBAJIUTET € TPETCTaBEeH
co Qi mozmeka KBanUTETOT MO Hekoe Bpeme (1)
Ha YyBame€ Ha MPOMU3BOAOT ce 03HauyBa co Q.

jji d[Q] =k [ dt @)

Co nHTerpupame Ha paBeHKara (4) ce 1oouBa:

[Q1-[Ql=k-t ©)

Bo pasenkara (5) sieBara cTpaHa ro o3HauyBa
JOCETOT Ha peakidja (f ) Kojamro crean

KHHETHKa o7 HynTH pea. Co HeroBa 3aMeHa ce
no6uBa paBeHkara (6).

&=kt (6)

Poxor Ha Tpaeme Ha mpexpaHOCHUOT
MPOM3BOJ] BpP3 OCHOBA HAa MPOMEHHUTE HAa
KBJIUTETOT BO OJHOC Ha BPEMETO KOTa OBHE
MIPOMEHH ja cjelaT KMHETHKA O] HYJITH pej
MOXe JIa ce pHKaxe co paBeHkara (7).
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. _[01-10]

Tk )
KaJemTo, ts € BpeMeTO KOCIITO TO MPHKAXKYBa
POKOT Ha Tpaeme Ha MNpexpaHOeHHOT
npou3Bog, Qi € M3HOCOT Ha KBAIUTETOT Ha
MOYETOKOT O/ POKOT Ha Tpaewme, Qf € u3HOCOT
Ha KBAJIUTETOT Ha KPajoOT OJl POKOT Ha Tpacke.

Peakuuja on npB pea

Bpsunara Ha ryOeme Ha KBAJIUTETOT Ha
MIPOM3BOJIOT 3aBHUCHU U O] OCTAHATUTE CBOjCTBA
Kako 1INTO ce TyOemeTo Ha BUTAMUHH,
MPOTEUHH 1 MUKPOOHOJIOMIKKOT pacT. Bo 0BOj
cirydaj Op3uHaTa Ha pa3rpajyBamke Ha XpaHarta
CO  TEKOT Ha  BpPEMETO  MOKaXyBa
CKCIIOHCHIINjaJTHO HaMaJTyBame (CIIUKa 2).

120

100 \
80

40

60 \

20

JIEHOBU

3 4

Cinuka 2. EKCHOHCHHI/IjaHHO HaMallyBambC Ha KBAJIUTECTOT Ha MPOMU3BOAOT CO TEKOT HA BPEMETO

EKCIIOHEHIIN]aTHOTO HaMaJTyBarmbe Ha
KBAJIMUTETOT € OIMMIIAHO CO KMHCTHUKA OJ IPB
pen, Kaje MTO BO paBeHKara 3a Op3WHa Ha
peakijata ce 3ameHyBa N = 1, WPHIITO
paBeHkata (2) MoXxe Ja ja 3amnuiieMe Ha
CIIEJIHMOB HAYWH:

d[Q]
-—==k[Q] ®)
dt
Co uHTeprupame Ha paBeHkara (8) ce mobuBa
Clle/HaBa PaBEHKA!

M=k-dt ©)

IToBTOpPHO, MpETIOoCTaByBaMe JekKa MOYETHHOT
kBanureT € [Qi] u mo Bpeme t ce HamadyBa Ha
[Q], xako mro e naneno Bo paBenkara (10).

- QM:kﬁdt
®[Q

(10)

Co unTerpupame Ha paBeHkara (10) ce nobusa
paBenkara (11):

IN[Q]-In[Q]=kt (12)

3a peakmujata O MpB pPeI JOCEroT Ha
peakimja ce TpeCMETyBa CO IOMOII Ha
uspasor (12):

£=1In[Q ]-In[Q] (12)

Co xomOuHupame Ha paBenkute (11) u (12) ce
no6usa paBenkara (13):

Inm = —kt (13)
[Q]
3a nma ce TmpecMeTraaT TPOMEHHTE BO
KBAJIUTETOT IO ONpPEJIENICH TIePUO Ha YyBambe
paBenkara (13) moke na ce 3amuie Ha
CIICIHMOB HAYMH:
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M:e_k't (14)
[Q]

Axo [Qf] ro mpeTcTaByBa KBAJUTETOT Ha
KpajoT O]l POKOT Ha Tpaeke, TOTall paBeHKaTa
Ke ro nobue clieJHNOB 00JINK:

o]

ts = % (15)
PaBenkara MOXe JIECHO Ja oune
Moau(dUIIMpaHa ako cakaMe Jia ro IpecMeTame
MOJYBPEMETO Ha pacharame Ha KBaJHTETOT.
Co 3amena na [Qf] = 0,5 Q ce nobusa:

In2 0,693
t1/2 =, T .
k k

(16)

BiujanueTo Ha yCIOBHUTE Ha CpeiuMHaTa BO
TEKOT Ha 4YyBamkeTO Ha MPOU3BOAOT CE
u3paszyBa MPEKy roJieMHHATa Ha KOHCTaHTaTa
Ha 6p3uHa K.

Bunujanuero Ha TeMmIepaTypara Ha
KOHCTaHTara Ha Op3MHAaTa ce M3pa3yBa IPEKy
Apennycoata paBenka (17):

Ea

k=B-e "™

Kajie mTo eHeprujata Ha akTuBaimja (Ea) ro
KBaHTHU(QHIIMPA BIMjaHUETO HA TEMIIepaTypara
Ha Op3MHATa Ha pasrpagyBambe HA KBAJIUTETOT
Ha MPOM3BOJIOT 32 BPEME Ha UyBambETO.

3akaydox

INono6pata 6e30eaHOCT, TOTOJHOCT, POKOT HA
Tpackhe W CEBKYNIHHOT  KBaJUTET  Ha
IPOMU3BOJUTE C€ JOKM Ha IOCIETHUTE
WHOBallMM BO TIAKYBamkeTO Ha XpaHa W
npexpanOeHn npousBoau. HoBure mnaxyBama
00e30emyBaaT MOXHOCTH 33 OTKpPHBambE Ha
MPOMEHUTE BO TMPOU3BOJIOT HAa BpeMe Ha
CKIIaupame U IucTpudynuja. UmHUOT pasBoj
ke 00e30e1n mocoPUCTUIPAHO TIaKyBame 3a
7la ce MPOJOJDKH POKOT Ha Tpaeme U 3a Ja ce
MoJIo0py  KBAIUTETOT Ha NpeXpaHOeHUOT
MPOMU3BO/.

[NakyBameTo Ha XpaHaTa BO IIOBEKECIIOjHU
ambaJiaku MPEeTCTaByBa OJJINYHA alITepHATHBA
3a BOCIIOCTaBYBam¢ Ha Oapuepa KOH racoBH,
MHUPHUCH U BJIara.

3amMeHaTa Ha BO3AYXOT BO IAKYBAWKETO [0
cMeca on (UKCHM TacoBH JOBEIyBa JO
KOHTpOJa Ha armocdepaTta BO paMKHd Ha

MaKyBamkETO, a TOA CEKaKO BIIHjae BP3 POKOT
Ha Tpaewke Ha MPEXPaHOCHNOT TIPOU3BOI.
BakyymoT ¢yHKIMOHMpa Ha CIMYEH HAa4YHH
Kako Momupunmupana armocdepa co Taa
pa3iuKa IITO Kaj BaKyyMOT C€ HW3BJIEKyBaat
racoBUTE CO LIEN Jla Ce HaMalld OKCHAalujaTa
U J1a ce 3aJpku popmara Ha IPOYKTOT.

Co ymorpeba Ha amOanaxHu (UIMOBH U
OOBMBKM KOMILITO MOXE Ja C€ jaJaTHE caMo
mTO Cce HaMmalyBa HWHTEpaknujaTa Ha
MPOU3BOJIOT CO HAJIBOPEIHATA CPEAMHA, TYKY
ce HamMallyBa M aM0OaJaKHHOT OTIaI.

Co wuHKOpHOpHUpame Ha KOMIIOHEHTH BO
CHCTEMOT 3a MMaKyBame KOWIITO arcopOoupaat
WK 0CNI000/TyBaaT CyNCTaHIU Ce MPOJOKYBa
POKOT Ha Tpacwme Ha MPOU3BOJNOT. TaKBUTE
CYTNICTaHIIMM MOKE Jia arcopOupaar Biara,
CTHJICH, jarJiepoj JUOKCHI, KHUCIIOpOJ U
Ipyro. 3aToa U aKTHBHOTO MAKyBamke MOXKeE J1a
ce cMeTa Kako OJ/UIMYHa aJTepHAaThBa 3a
MPOIOJIKYBaE HA POKOT HA TPACHE.

Poxor Ha Tpaeme Ha MNpexpaHOCHHUTE
IpoOn3BOIN MOXK€E MaTE€MaTH4KU Ja Cce
HCKANKYJIMpa, a TOa CEKaKo Ce€ OJBHBa IO
3aKOHHTE Ha TEPMOJAMHAMHKATA M XEMHCKaTa
knHeruka. Co MHOMOII Ha BAakKBHOT THII Ha
KaJIKyJanyja MOXe Jia ce MpeaBuaaT ¢asure
Ha HaMajyBame, KaKO Ha KBaJHMTETOT, TaKa W
Ha MCIPaBHOCTA HA MPOU3BOJIOT.
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AncTpakT

Acmapram (C14H1sN2Os) mmm metwn L- o — acmaprun - L - denmnamanmuar (IUPAC) e
HUCKOKAJIOPHYCH BEIITAYKK 3acliajlyBad KOJIITO ce ymoTpeOyBa NMpH MPOWU3BOJICTBO HA XpaHa M
Myjanay 1 HeKOM BUTAMUHCKH JOAATONIH 0e3 mekep.

WneaneH e kKako CpeICTBO 3a 3aciayBarhe MOpaan MajlTe KOHIIEHTPAIIMU KOUIIITO C€ KOPHUCTAT 3a Ja
Ce TIOCTUTHE MOCaKyBaHMOT e(eKT, HO 3a Kl MHOTYOpPOjHH c€ HETOBHTE HETaTWBHU e(eKTH Bp3
YOBEKOBOTO 3]IpaBje.

U noxpaj roneMuot 6poj Ha CTyOUH IUITO YKaXXyBaaT Ha MITETHOCTA HA aclapTaMoT MO 3/ApaBjeTo Ha
YOBEKOT, TOj POJIOJDKYBA Ja ce KOpucTh. TOKMY 3aT0a, 3a 3allTHTa Ha 3/IPaBjeTO Ha MOTPOIITYBAYUTE
0J1 0co0eHa BaKHOCT € KOHTPOJIaTa Ha KOJIMYECTBOTO Ha aclapTaM BO MpeXpaHOSHHUTE MPOU3BOIH.
Kayunu 360poBu: acnaptam, METO/IM, XpaHa

METHODS FOR DETERMINATION OF ASPARTAME IN FOOD

Biljana Petanovska-llievska, Goran Janev, Lence Velkoska - Markovska, Mirjana S. Jankulovska*
Email:bpetanovska@fznh.ukim.edu.mk; bpetan88@yahoo.com

“Ss. Cyril and Methodius” University, Faculty of Agricultural Sciences and food, 1000 Skopje,
Republic of Macedonia

email bpetan88@yahoo.com

Abstract

Aspartame (Ci14H1sN20s) with IJUPAC name methyl L- a - aspartyl - L - phenylalaninate is a low-
calorie artificial sweetener that is used in food production, beverages and some vitamin supplements
without sugar. Aspartame is ideal as a non-sugar sweetener, used in small concentrations in order to
achieve the desired effect, but unfortunately there are lots of adverse effects on the human health.
Despite the large number of studies that indicate the hazard of aspartame for the human health, it’s
still used. For these reasons, it is particularly important to control the amount of aspartame in food
products in order to achieve consumers health protection.

Key words: aspartame, methods, food

Bosen

AcmapraMOoT € CHHTETMYKM 3aclajayBad,
kojmro ce kopuctu ox 1980 rommHa BO
MPOM3BOACTBOTO Ha TmoBeke ox 6000
MPOAYKTH, BKIy4IyBajku U okoiy 500 nexkoBu
(Soffritti M., u cop.). [lopaau HEroBUOT BUCOK
CTETIeH Ha CJIQJIOCT Ce KOPHCTH KaKo 3aMeHa 3a
caxapo3ara ¥ OCTaHATUTE MIEKEPH.

Acmapram (C14H1gN20s) wimm metnn L- o —
acmaptun - L - ¢enmnananunar (IUPAC) e
HUCKOKAJIOPDHYEH  BEINTAYKH  3aciiajyBad
KOJIITO ce yrnorpeOyBa MpH MPOU3BOJACTBO HA

XpaHa Y TMHjajaiy, O0COOCHO OE3aKOXOIHH
Mujanamy, MAacTUKU 3a [IBakame Oe3 Imekep,
OOMOOHH M HEKOM BUTAMHHCKH I0JIaTONU O€3
mekep. AcmapTamoT mpeTcTaByBa Oer mpas co
cnagok Bkyc, 0e3 mupuc. [Ipubmmwxuao 200
maTi € mobnar oj caxaposata. Bo kucena
CpeauHa XHAPOJIM3Mpa 10 METaHOJ, a IpHU
HECOOJIBETHH YCJIOBM Ha YyBame HEropara
MENTHU/HA BPCKa XUAPOIHU3UPA U ce JTo0uBaar
cnobonnu amuHokucenaunu (Ager D. J., u

cop.).
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Merabonuti Ha acmapTraM ce  METaHOJ,
(deHUNanaHWH W acmaparnHCKaTa KHCEIMHA
(Cn.1.) (Nantachit K, u cop.), a HeroBute
JICeTrpajalliCKd MpOM3BOaU ce 5-OeH3mi-3,6-
IHOKCO-2-TIMIepa3uH oneTHa krucenuHa (DKP)
u B-acmapTaM, KOj UCTO Taka MOXe Ja ouaar
MPUCYTHH BO 3aCIaayBadyoT KaKO HEUHCTOTHH.
@enunananun (Phe) e eceHmmjanHa amMuHO
KHCeNWHa KoOja BIeryBa BO TIpaxbara Ha
MPOTEUHUTE, Taa HE CE CHHTETU3UPa BO TEJIOTO
U Mopa Ja ce BHece NpeKy HcxpaHata. Bo
OpPTaHM3MOT MOXE Ja Cce€ KOHBepTHpa BO
TUPO3UH, WITO € YIITe €IHa MPOTEHHCKa
aMUHO KHCEITHA.

®enmnkeronypuja (PKU) e macienna 6onect
KOja MpeJn3BHKYBa BHCOKA KOHIICHTpAIMja Ha
(deHMNaNaHUH W HUCKO KOJIMYECTBO Ha
THPO3UH BO KpBTa. Brcoka KoHIEHTpanuja Ha
(deHUNanaHUH BO KpBTa € TOKCHMYHA 3a
MO30KOT ¥ MOXKEe, aKO HE ce JIeKyBa, /1a BIfjae
Ha pa3BOjOT HAa MO30KOT M Ja IpeIu3BHKa
MEHTaJlHa peTapjandja, HapyllyBamba Ha
PAcTONIOKEHHETO W TPoOIEeMH BO OJHECYBa-
weto. [loBekero Tpermanu Ha PKU nmaar mien
Ja  TO  3aApKaT  KOJWYECTBOTO  Ha
(eHUNanaHWH BO KPBTa Ha NPUQATINBO HUBO,
LITO c€ TIOCTHTHYBa CO pelylupaHa ynoTpeoda
Ha Xpana OoraTa co OeixxoBwHH (Meco, puba,
jajuia, MIIEYHH TIPOM3BOMAM, OPEBH M CEMKH),
XpaHa CO MHOTY CKp0O, BKIIy4yBajKu U XpaHa
IITO CONpKU OpamrHo (1e0, TECTEHWHH), KaKo
M XpaHa M NHjaNaly KOM COJApXKAT acrapTaM.
Bo EpporickaTta yHHWja, cuTe MPOW3BOIU INTO
coapkar  acmapraM ~ Mopa jga  Oumpjar
eTukeTupann kako ,,Coapku H3BOp HA
(denmnananuH" CcO IeN Ja Ce 3alITHTAT
MOTpONIyBaunTe, Kou Tpeba Ja ro uzberHar
M3JI0’KYBAmhETO Ha 0BAa aMUHO KUCEJIHHA.
EBporickara areniyja 3a 6e30€HOCT Ha XpaHa
(EFSA- European Food Safety Authority) na
15 depyap 2013 romuHa 3akaxa jaBHa
pacmpaBa co cure 3acerHaTH u
3aWHTEPECUPAaHU CTPaHU BO BPCKa CO MPEJIOT
MUCIIEHETO 32 0e30eIHOCT Ha acmapTaM Kako
BEIITAYKH 3aclialyBad.

Pe-eBanyanmjata Ha acmapram e Jen Ol
CHUCTEMCKHTE  pe-eBallyalldd  Ha  CHTe
npexpanOeHu aauTuBH 0J00peHu Bo EY mpen
20 janyapu 2009 roguna. Bo maj 2011 ronuna,
EBponckara kommcuja on EFSA  mobapa
npeiBpeMe  Jla  HampaBH  LEJIOCHA  pe-
eBaslyanuja Ha 6e30eqHocTa Ha acrapramot (E
951), koja Oele IUTAHUPAHO Ja 3aBPIIU JO
2020 ropuna. Bo 2013 romuna EFSA nonece
OIUTyKa JieKka acmapTam ¢ 0Oe30emeH 3a

KOHCyMaIlldja BO KOJHYECTBO OIPEJCICHO CO
npudarmeuor gHeBeH BHec (40 mg/kg
TenmecHa Maca, European Food Safety
Authority).

Cmopen  moxktop Ralph Golan M.D, npu
MocTojaHa ynotpeba ¥  BHECyBame Ha
MOTOJIEMO KOJIMYECTBO Ha acmapTaM CO TEKOT
Ha BpPEMETO, 3apaJd TMPUCYCTBOTO Ha METHII
aJIKOXOJI MOXKHO € Jia JI0jAe 10 IojaBa Ha
rmaBoOoiKa, TyOeme Ha CBECT, MaHHYHU
Hamagu, Try0eme Ha MeMOpHja, NMPOMEHH BO
pacIoI0KEHHUETO, Jerpecwja,
TaCTPOMHTECTUHAIHU TMPOOJIeMu HTH. Manu
KOJIMYEeCTBa OJ OBOj 3aciiajyBad MOXKe Ja
Oommar Oe30emHM, MeryToa MOXE Ja Ce€ jaBar
KyMyJaTUBHUA €(eKTH TpPEIU3BHKAHU 3apajau
CUHEpruja BO CJIy4aj KOra ce KOHCyMHpa
XpaHa IITO UWMa BHCOKA COJAPXKHHA HAa
jarexuapatd M HHCKa COIp)XKMHA  Ha
MPOTEHHH KaKO IITO CE EHEPTreTCKUTE TTjaIallH.
Ilo KoHCymMHpame Ha XpaHa W MHjajany
KOMIIITO COAPIKAT acrapTaM MOXeE Jia ce jaBar
U CJICIHUBE CHUMIITOMU. 3aBUCHOCT, raJicm:eC,
XaNy[UHALUY, TPYCBH, aOHOPMAITHH JUIIICHHA,
JieTpecHja, OTSIIKOTHHU MPU BOCIIOCTABYBAHE
KOHTpOJIa Ha JWja0CTUCOT CO WHCYJIUH WU
OCTaHATH JICKOBH, BJIOIIYBak-€ HA JHja0CTUCOT
Kako IITO € pETUHONAaTHja, KaTapakTa,
HeBponaruja u racrpunapesa (Wurtman R. J,
1983, 1985, 1986).

DeHMTATaHUHOT U acTaparMHCKaTa KUCEIHHA
MOJKE JIa Ce HajJaT BO Pa3HOBH/IHA XpaHa KaKo
COCTaBeH ae Ha NPOTCHHUTE.
AMHWHOKUCETHHUTE  OJ  acmapramMoT  ce
arcopOupaar u MeTabOIU3UpaaT Pa3IuuHO O]
AMUHOKHCEJIMHUTE  KOM  Ce  3acTaleHu
HpUpoJHO BO xpaHarta. IIporeunure u
AMUHOKHCEJIMHUTEe  KOWIITO Ce€  Haoraat
OPUPOJHO BO XpaHata Ce pa3yiokKyBaar
MOCTETICHO U IIEJIOCHO, @ MOTO0a IOCTENEHO Ce
aricopOupaar Bo opranu3Mor. OBa MOTIIOIHO
Pa3oKyBame BOAM JIO MAll0 arcoOpupame U
Maso 3roJIeMyBambe Ha HEKOHU
aMHUHOKHCEIMHHU. Bo ciiy4ajoT co acmapramor,
acrmaparMHcKaTa KHcelnuHa U (eHUIATaHuHOT
(kom ce cnO0OMHM aMHHOKHCEIWHU a He
MIPOTEMHCKH) MHOTY O30 ce arncopOupaaT mTo
NpeN3BUKYBa  3rOJIEMyBalkbe Ha  OBHE
AMHUHOKHUCEJIMHHU BO Opranu3Mort. Bo oqHoc Ha
METaHOJIOT, TOCTOjaT TBPJACHA [eKa HEKOU
OBOIIHM COKOBH U QJIKOXOJIHU IIHjaJIalx
COZIp’KaT MaJli KOJIMYECTBA O] OBaa CyINCTaHIA
(Barua J., m Bal A. 1995). Ox roseMa BaxHOCT
e Ja ce 3a0esexH JieKa METaHOJIOT HHKOTAlll
HE ce T0jaByBa caM Kaj OBUE IPOU3BOIH TYKY
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CeKoraiml 3aeQHO CO HEro € NPHUCYTEeH U
€TaHOJIOT, KOJjIITO TJaBHO C€ Haofa BO
MOBHCOKM KOHLIEHTPAllUd OJ METaHOJOT.
Etanonor nmpercraByBa aHTHIOT HA METAHOJIOT
3a ayrero (Woodrow C. M., 1984). Bo

acriapTaMoT €TaHOJIOT He € MPUCyTeH. Peuncn
CUTE KOMIIOHEHTH M METa0OIMYKH TPOIYKTH
Ha acmapTaMoT c€ CO COMHUTEIHA TOKCHYHOCT
Wurtman R. (1985, 1986, 1988).

Acnapram

Jerpanamsa

coo®
@
NH,
N

ACHEPEIHHCKE[ EHCEIHHA

O eHIUTATIAHIH

jiH/ o
1y
COH +

2

CH,OH

MeTtamon

Cnuxka 1. Jlerpagauyckul IpoIyKTH Ha acmapram
Fig.1. Aspartame degradation products

OrTyka 3apaaM BakHOCTA Ha HErosaTa
KOHTpOJIa BO MPEXpaHOCHUTE MPOU3BOJH,
NpOU3IIeryBa W IIeNTa HAa OBOj TPYA: 1a Ce
00pa3NoXu BIHMjaHUETO HAa acmapTaMoT Bp3
3[paBjeTo Ha YOBEKOT M Ja C€ MpHKaxaT

Marepujaj u MeToau

Bo nuteparypara ce cpeTHyBaaT noJaTolH 3a
OIlpeleNlyBatbeé Ha acmapraM BO Pas3JIn4HU
npexpaHOeHH MPOW3BOAM Kako INTO  Ce:

Taka nHa npumep, asropure Khesorn
Nantachit, Somporn Putiyanan wu Prapart
Phoowiang (2008) U3BPIIIATIE

3a wuaeHtudukanmja Ha
KOPHUCTENIE CIIeJTHIBE PACTBOPU:
PacTBOp 01 HUHXHAPHMH. TIOArOTBEH CO
pacTBOpame Ha HUHXUAPUH Bo 50 ML etanon
u 10 mL rianujanHa oreTHa KHCeNHA.
PactBop on anxanen xuapoxcuiiamul: OBoj
pacTBOp MOXKe Aa ce MOAr0TBY Ha JBa HAUWHA
M TOa CO pacTBopame Ha 12,5 ¢
XUIPOKCHIIAMHMH XUAPOXJIOPH BO METAHOI O
BosymeH ox 100 mL (1) u co pactBopame Ha
12,5 g HaTpUyM XUAPOKCH BO METAHOII.
IToToa ce pa3pemysa g0 100 mL co uctrot
pactBopyBay (2).

acrmapraMm  TH

HEKOU aHAJIMTHYKHW METOJHW 3a KBAJIUTAaTHBHO
Y KBAaHTHTATHBHO OIPE/ieNTyBabe Ha acrmapTam
BO XpaHaTa W NHjajaliTe, 3apaju 3alTuTa Ha
3[[paBjeTo Ha MOTPOIIyBaYHTE.

rasipaHd THjanaly, CSHEPreTCKH IHjasial,
HW30TOHHYHH TTHjaJialm, 3acialyBauku
aJINTHBY, JUETATHU JOAATOLHM U JIp.

WACHTU(HKALIN]a u KBaHTUTAaTUBHO
OlIpe/ieTyBabe Ha acrmapTaM BO 4 pa3iIMyHH
MPUMEPOIH XpaHa.

PactBop ox :kese3o(l11) xnopua: Ce 3ema
10,5 g xene3o(ll) xmopun u ce pactBopa co
95 % eranoun no Bomymen ox 100 mL.

MeTonu 3a naeHTH(UKALNMja HA acHapTaM:
3a uneHTuuUKalyja Ha acrapTaM aBTOPUTE TH
KOPHUCTEJIEe CIeTHUBE METOIH !

Metoxy co pacTBOp 01 HUHXHWJPHUH:
Wnentndukanyjata Ha acmapraMm € U3BpIICHA
CO MpHUMEHa Ha TEHKOCJIOjHa Xpomarorpaduja
(TLC Thin Layer Chromatography). 3a Taa
1eJI, TIPUMEPOITUTE Ce PAacTBOpaar BO BOJA M
ce HaHecyBaaT Ha xpomarorpadckara Iiodva.
Xpomarorpadckata mio4ya ce IOTOIyBa BO
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MoOmIHa (pa3a cocTaBeHa O AllCTOHUTPHI H
docharen mydep (10/90, VIV). docharuuor
nydep €  TOATOTBEH  OA  KaJuyM
muxunporendocdar, co KoHIeHTpanuja 6,8
o/L momecen mo pPpH=3,7 co momom Ha
¢docdopna kucenuna. [Tociae pa3BuBameTO Ha
XpoMaTorpamoT, XpomaTtorpa)ckara Iioda ce
CYILH, Ce TPCKa CO PAacTBOP O HUHXHUIPUH U
ce 3arpeBa co TOIOJI BO3yX BO MEYKa.

Merox co  pacTtBOp 04  AJKAJEH
XHAPOKCHUJIAMHH. XpoMarorpadckara Ioda
Ha KOjallITO € HaHECeH NPUMEPOKOT IITO
COApKM acmapTaM € pa3BUeHa Ha WCT HAaYMH
Kak0 CO HHHXHIPHHCKHOT METON, CO Taa
pasnmuKa I[ITO HAaMeCTO CO pacTBOpP Of
HUHXUJPH], XapTHjaTa ce MpcKa co alKajieH
XUJpOKCUIIaMMH U ce cyumd. [lotoa ce mpcka
CO pacTBOp Ha XJIOPOBOAOPOJHA KHCEIHHA
(1:1) m moBTOpHO ce cymmu. Ha kpaj ce mpcka
co pactBop Ha xenezo (llI) xmopung u
MIOBTOPHO C€ CYIIIH.

KoJsiopumerpucku mMeToa: 3a NOArOTOBKA HA
OPUMEPOKOT 32  aHauu3a CcO  KOJIOpH-
METPUCKHOT METOJ C€ 3eMa 1 g on
MPUMEPOKOT W ce pactBopa Bo 40 mL
JecTUIMpaHa BOJa, a MOToa ce pa3penayBa 1o
BosymeH o7 100 mL co anconyren eraHoxn. Ce
3ema 1 ML ameraren mydep u ce mema co 1
mL ox pacTBOpOT oA mpuMepokoT ¥ 2 mL
pactBop on HuHxuapuH. OBaa cmeca ce
3arpeBa BO BOJeHA Oama 8 MHUHYTH a IOTOA
cMmecara ce pactBopa co 10 mL amcomyren
€TaHoII.

HPLC wMeroa: 3a HPLC ananmsata e
kopucteH teueH xpomartorpad HPLC (Agilent
1100), ompemeH cO JETEKTOp CO HH3a O]
muomu (DAD, diode array detector). Kako
craimoHapHa (aza e yrmorpeOeHa aHAJIMTHYKA
kosona ox turor Waters Spherisorb ODS 2
(250 x 4,6 mm; 5um). Cmeca oj areTOHUTPHIT
u ¢ocharer mnydep € KOPUCTEHA KaKO
MobOmiHa (asa co mporok o 1 mL/min.

Pe3yaraTu m quckycuja

Pesyaratm ox TeCcTOT €O HUHXWIAPHH:
AcmapramMoT pearupa CO HUHXHIAPHHOT IIpU
ITO ce A00MBa COEAMHEHHE CO BHOJETOBA
0oja. Peakmjara ce oiBMBa cO 3arpeBame, a
paBeHKaTa Ha OBaa peKalja ¢ MpHKakaHa Ha
Cn.2.

[locne M3BPLUICHHOT TECT CO HUHXUAPHUH, HA
xpoMaTtorpadckara miao4da ce 3abernexysa
BHOJIETOBO 000jyBame, INTO € J0Ka3 3a
MPUCYCTBO Ha acmapTaM.

UcnuryBameTo moOKaxano JeKa JJoJiHaTa
rpaHWIla Ha JeTeKIHja Ha OBOj METOJ
n3HecyBa 7,5 pug (Nantachit K. u cop., 2008).
OBoj MeTOJ] € YyCTBUTENEH 10 7,5 |Ug, HO He €
cnennuUeH 3a acmapTamoT 3aroa IITO CO
OBOj METOJ MOXE Ja ce JeTeKTHpaar
AMHHOKHCEJIMHH KOM HMaaT clio0oaHa o-
aMHHO TpyTa.

Pesyaratm oa  TecTOT €O  aJKalleH
XHAPOKCUJIAMHH: PaBeHKaTta Ha XeMHCKaTa
peakumja Ha acrmapTamoT co
XUAPOKCUIIAMUHOT € MpukaxaHa Ha Criuka 3.
Kako kpaeH mpoIyKT Ipu OBaa peakmuja ce
n00MBa KOMIUIEKCHO COEIMHEHHE Ha Kele30
co kadeHna Ooja. 3aToa TpU U3BEIYBaHE Ha
OBOj TECT, NPHCYCTBOTO HA acmapram e
O03HaYeHO co KadeHo o00ojyBame Ha
XpomatorpagckaTa mioua.

JIMMHTOT Ha AETEKIHja HAa acTIapTaMOT Ha OBO)]
meton u3HecyBa 300 pg (Nantachit K. u cop.,
2008). Bo copenba co TeCTOT O HUHXUIAPHUH
MOXE Jla Ce 3aKiy4d JeKa OBOj METOx €
MIOMAJIKy OCETJIMB.

MeTooT co mprMeHa Ha pacTBOP OJ1 allKaleH
XUJIPOKCUIIAMHUH HE € YyCTBUTEIIeH, HO € cIie-
UMYEH 3a acmapraMoT W ce KOPHCTH 32
JIeTeKIIMja Ha KapOOHMIHU TPYIH TO GopMu-
paar o000€H KOMIUIEKC CO pacTBOp OJ
xenezo(l1)xmopu.
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Buoaetoso obojyBame

Cnuka 2. PaBeHka Ha XeMHCKa peakiiyja Ha HHHXUIPUH CO acrapTaM
Fig.2. Equation of chemical reaction between ninhidrine and aspartame

Pesyararu ox aHaIM3aTa co
KOJIOPMMETPHCKUOT MeTOd: AcChapTraMoT BO
BHUIMBAOT Il Ha CIIEKTapOT MOKaKyBa
MakcuMaiHa arcopriija Ha 406 nm u 557
nm. Amncoprnuujata Ha 406 NM e crabuiHa U
3aT0a MEPEH-ETO € U3BEJCHO Ha oBaa OpaHOBa
noinkuHA. BuoneroBarta 6oja Ha pacTBOPOT O
MPUMEPOKOT € cTabmiHa HajManky 1,5 gaca.
HcenuryBamara Inokaxkane IeKa METOIOT €
JMHEapeH BO KOHIEHTPAIMCKO Mopadje O
7,5 no 37,5 pg/mL. KomopumeTpHCKHOT

METO/I c€ KapaKTepu3upa co Majia IperHu3HoCT,
OuIejku acmapTaMoT € XHMPAJHO COCIUHCHHE
KO€ € HeCTaOWJIHO W C€ pacrara moJ JIejCTBO
Ha TormumHA. [IpecMeraHnTe BpEIHOCTH 32
penatuBHaTa cTHamapaHa aeBujanuja (RSD)
u3HecyBaar on 5-6 %. OBoj Meronm ce
OJUTMKYBA CO 33JJOBOJIMTEIIHA TOYHOCT, IITO CE€
MOTBPYBa peKy BPEIHOCTHTE 3a
AHATMTUYKHOT TPHHOC, KOjIITO H3HECYBa
okony 97 %.

€2) mpcearse co enezo (111 xnopuno

Jv 1 npcrarse eo HCl 1 cymerse

Kadeno obojvearse

Crnmka 3. PaBeHKka Ha XeMHCKa peakifyja Ha ajJKaJleH XUIPOKCHIAMUH CO acrapTam
Fig.3. Equation of chemical reaction between alkaline hydroxylamine and aspartame

JAFES, Vol 62, (2014)



43 bumana Ilemanoscka — Hnuescka, I'opan Janes, Jlenue Benaxocka-Mapkoscka, Mupjana C. Janxkynoscka

Pesyaratu on HPLC anamm3sara: lmajku ro
npensun UV cnekrapot Ha acmaprtam (Cit. 4)

JacHO € 30IITO XpOMaTOrpadCKUOT IpoIeC €
clie/icH Ha OpaHoOBa JobkuHA o 214 nm.

Ancopriumija
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Cnuka 4. UV criekrap Ha acaptam
Fig.4. UV spectra of aspartame

Kako pesyntar Ha Toa ITO acmapTtamMoOT Ha
Tomio ce Aerpaaupa, HPLC meronoT Moxe na
Jaje TOMAaJKy MPELH3HU PEe3YNTaTh JTOKOJIKY
MPUMEPOIIUTE HE Ce€ YyBaaT COOJBETHO.
[Ipecmeranute Bpennoctu 3a RSD ce nBmxkar

on 3 no 11 %. BpenHocTure 3a aHAIUTHYKUOT
IPUHOC HAa OBOj METOJ] HE C€ Pa3IMKyBaaT O]
OHHE JOOMEHHU CO KOJOPUMETPUCKHOT METOJ (
~97 %).
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Cnuka 5. XpomaTorpam o acrnapTaM BO aHaIH3UpaH npuMepok nobuen co HPLC meromor
Fig.5. Chromatogram of aspartame in sample matrix obtained by HPLC method

[Ipu ananm3upame HA TPUMEPOIUTE CO JBETE
METOJIM € YTBPACHO J€Ka acmapTamMoT ¢
ONpesAeNeH BO IMOMaJIA KOJMYECTBA  Of
nekigapupannte. OBa ce JODKM Ha TOa INTO
HajBEpOjaTHO  MPHUMEPOLMTE Ce  4YyBaar

HECOOJBETHO, TMPH IITO acmapTamoT Ce
nerpagupan (Nantachit K. u cop., 2008).

Ha Cnuka 5. e pmameH Xpomarorpam of
AHAJIMTUYKHOT CTAaHAAp[ Ha acrapTraM J0OHeH
ox HPLC amamumsara. Kako mro mMoxe na ce
BHUJIU O] XPOMAaTOTPaMOT, MOTPEOHOTO BpeMe
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3a ellyupame Ha acrnapTaMoT MPU OIMHUIIAHUTE
yCI0BHU Ha paboTa e okoiry 6,4 min.

3akayqox

AcmapTaMoT € aANTHB KOJIITO C€ KOPUCTH MPH
MPOM3BOJACTBO HA  Pa3IUYHH  NPOU3BOAU
HaMEHETH 3a MCXpaHa Ha YOBEKOT. Mnearnen e
Kako CpeACTBO 3a 3aciaayBambe MNOpaan
MaJuTe KOHLEHTPAIUW KOHIUTO C€ KOPUCTAT
3a Jla c€ IOCTHTHE IIOCAKYBAaHHOT €(QeKT,
MeryToa,  MHOTYOpOjHH  Ce€  HETOBHTE
HETaTUBHU €)EKTH BP3 YOBEKOBOTO 37IpaBje.

U mokpaj romemMuoT Opoj Ha CTyOUH ILITO
yKa)KyBaaT Ha INTETHOCTAa HA aclapTaMoT IO
3[IpaBjeTo Ha YOBEKOT, TOj MPOOJDKYBa Ja ce
kopuct. Op OBHE MNPHYMHH, OF OcoOeHa
Ba)XHOCT € KOHTpOJIaTa Ha KOJWYECTBOTO Ha
acraptaM BO HpexpaHOCHHWTE TPOU3BOAN
3apand  3aliTUTa Ha  3/paBjeTo  Ha
IIOTPOILYBAYUTE.
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