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Pe3tome

Lenb uccnedoegaHusi — ouyeHKa 803MOXHOCMU MPUMEHEHUSs JleKapCmeeHHO20 npernapama ¢hosuesoll KUCiomsl 8
Kadyecmee cmaHdapmHo20 obpa3ua U 8bibop ycriosuli onpedesieHuUs hosuesol KUCIombI criekmpoghomomempuye-
CKUM, ¢h/TyOpUMEMPUYECKUM U XpoMamoepagpuyeckum Memodamu aHaau3a ¢ Hausy4wumu MemposioaudecKumMu rno-
Kazamerisimu.

Memodsi. []ns cnekmpoghomomempuyeckux usmepeHul Ucrnosib3o8arsnu 08yxsy4esoli ckaHUpyrouuli criekmpogomo-
memp UV-1800 Shimadzu (5inoHusi), dnsi oueHKu ¢hriyopecueHyuu — aHanudamop xudkocmu «®Proopam-02-laHo-
pama» (Poccusi), 0na xpomamoezpaghudeckux uccrnedosaHull — xudkocmHol xpomamoepag LC-20AD ¢bupmbi Shi-
madzu (5noHusi), ocHaweHHbIU crnekmpogomomempudeckum demekmopom SPD-M20A u konoHkol Nucleosil C18
(okmadeuyun), pasmepom 25 x 4,6 mm, cbupmbl Supelcosil. Memoduka criekmpoghomomempuyeckoz20o ornpedesieHust
gonuesoll Kucriombl OCHO8aHa Ha peakyuu nosy4eHuUs: a3okpacumers ¢ ycmouldugol ¢huornemoegol oKpackol, UH-
meHCcUBHOCMb KOmMopoU rporopyuoHabHa codepxxaHuto aHanuma. Memoduka ¢hriyopumempuyeckozo onpederse-
Hus gponuesol Kucriomsl 6a3upyemcsi Ha OKUCIIeHUU aHanuma riepMaHaaHamom Karsus, e pesyrbmame 4e20 obpa-
3ytomcs npolykmel peakyuu, obriadarowjue riyopecyeHyuel. B ocHogy xpomamozpaghuyecKo20 aHanu3a rnosoxeHa
MPSIMONPONOPYUOHaIIbHasH 3a8UCUMOCMb niow,adu nuKa U KOHUeHmpayuu ¢oosuesoll KUCIomai.

Pe3ynbmamsl. B pabome u3sydyeHo enusiHue npupodsi u pH yembipex 6yghepHbix pacmeopos8 Ha cmerneHb u3ernedye-
Hus ghonuesol Kucromsl U3 riekapcmeeHHbIx ¢hopm. Haubornee nonHoe usenedeHue aHanuma (R = 96,83%) 3agpuk-
CUpPOBaHO 8 crly4ae npumeHeHusi gpocghamHozo byghepHo20 pacmeopa ¢ pH 6,8. [NpednoxeH ¢hriyopumempuyeckull
criocob onpedeneHuss ghonuesoli Kucnomsl ¢ bonbweli 8 cpasdHEHUU C 20CMUPOBaHHbIMU MemoouKamMu 4yscmeu-
mernbHocmbto, npeden obHapyxeHuss cocmasun 0,02 mke/min. 3a cyem pa3spbiéa KOHUEeHmMpayuoHHo20 OuanasoHa
aHasuma 4yecmeumesisHOCMb KOJ/IopuMempu4yecko2o memoda ysenudeHa u rnpedesi obHapyXeHUsi CHUXeH 00
0,13 mke/mn. PaspabomaHa xpomamozpaghuydeckass memoduka onpedesieHusi ¢ponuesol KUCIomsl ¢ JIUHelHbIM Oua-
nazoHom 0,1-10 mke/mn u npederiom obHapyxeHusi 0,1 MKa/mi.

3aknroyeHue. [NpedrnoxeHHbie MemoOuKu onpedesieHuUs ¢houesol KUCIomel arnpobuposaHs! rpu aHanuse obpasyos
Kopoebeao Mosioka u besiol ghaconu. Mcnionb3osaHue mecma @uuwepa u mModughuyuposaHHo20 mecma CmbtodeHma
rokasasfo omcymcmeue cucmemamuyeckol oWubKu.

Knrodeeblie crnoega: criekmpoghomomempusi; ¢hriyopumempusi; 8bICOKOIhghbekmusHasi XUdKocmHas Xpomamoepa-
us; ponueesasi Kucioma,; nuwiesbie rnpodyKmai.
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Methods of Analysis

Elena V. Melikhova' D4, Gennady A. Egorov’, Elizaveta I. Lazutkina',
Alexandra V. Elfimova’

' Lipetsk State Technical University
Moskovskaya Str., Lipetsk 398055, Russian Federation

P<l e-mail: mev80@yandex.ru

Abstract

Purpose. The aim of the work was to assess the possibility to use a folic acid drug as a standard sample and to choose
the conditions of determination of folic acid by spectrophotometric, fluorimetric and chromatographic methods of anal-
ysis with the best metrological parameters.

Methods. For spectrophotometric measurements we used a two-beam scanning spectrophotometer UV-1800 Shi-
madzu (Japan), for evaluation of fluorescence - liquid analyzer "Fluorat-02-Panorama" (Russia), For chromatographic
studies - liquid chromatograph LC-20AD from Shimadzu (Japan), equipped with a spectrophotometric detector SPD-
M20A and a column Nucleosil C18 (octadecyl), size 25 x 4,6 mm, firm Supelcosil. The method of spectrophotometric
determination of folic acid is based on the reaction of obtaining an azo dye with a steady violet color, the intensity of
which is proportional to the content of the analyte. The fluorimetric determination of folic acid is based on the oxidation
of the analyte with potassium permanganate, which produces reaction products with fluorescence. Chromatographic
analysis is based on a directly proportional relationship between peak area and folic acid concentration.

Results. In this work we studied the influence of the nature and pH of four buffer solutions on the degree of extraction
of folic acid from dosage forms. The most complete extraction of the analyte (R = 96.83%) was detected in case of
using phosphate buffer solution with pH 6.8. A fluorimetric method of determination of folic acid with higher sensitivity
as compared to the state methods was proposed, the detection limit was 0.02 ug/ml. Due to a break in the concentration
range of the analyte, the sensitivity of the colorimetric method was increased, the detection limit was reduced to
0.13 ug/ml. A chromatographic method of folic acid determination with a linear range of 0.1 - 10 ug/ml, and a detection
limit of 0.1 ug/ml were developed.

Conclusion. The proposed methods for determining folic acid have been validated in the analysis of samples of cow's
milk and white beans. The use of Fisher's test and a modified Student's test showed the absence of systematic error.

Keywords: spectrophotometry; fluorimetry; high-performance liquid chromatography; folic acid; food products.
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BBepgeHue

donmesas kucinora (ButamuH B9) —
BOJIOPACTBOPUMBI BUTaMMH, COJEpKa-
IIUHCS B OBOIIAX, 3JIaKaxX, MPOAYKTaX M-
BOTHOI'O TPOUCXOKAeHHUS [ 1], KOTOpPBII He-
3aMEHUM JJI1 HOpMAJIbHOTO (PYHKIITMOHUPO-
BaHUSl OpraHu3Ma, CIoCOOCTBYET CHHTE3Y
O€JIKOB M aMUHOKHCIIOT U HaXOAUT Bce 00-
Jee MUPOKOe MPUMEHEHHE TPU MTPOU3BO-
CTBE HOBBIX JIEKAPCTBEHHBIX CPEICTB U MH-
HIeBBIX 100aBOK [2; 3]. B HacTosimee BpeMs
TOCTHPOBAHHBIX METOJMK ISl Ompeselie-
HUs (OJIMEBON KHUCIIOTHI HE CYIIECTBYET.
[IpoBoguMBbIEC B TA0OpPATOPHUSAX UCCIIEIOBA-
HUS ONUPAIOTCA, KaK MPaBUIIO, HA HOpMa-
TUBHBIE JOKYMEHTHI [JIi BHYTPEHHETO
nonp3oBanus. Hanbosee yacto s omnpe-
nenenus ponuenoit kucioTsl (PK) nmpume-
HAIOT crekTpodoromeTpuueckue [4-6],
dbyopumerpuueckue [7; 8] u xpomaTtorpa-
¢duyeckue [9-17] MeToapl aHAIM3a, METPO-
JIOTHsI KOTOPBIX BO MHOT'OM 3aBUCHUT OT 3¢h-
(eKTUBHOCTHU ATANOB MPOOOIOATOTOBKU U
BbIOOpA YCIIOBHI IpoBeAeHUS aHanu3a. Ta-
KUM 00pa3oM, LieIbl0 IPECTaBICHHOMN pa-
OOTBI SABJSUICS BBIOOP YCIIOBHI ompesere-
HUS (POITMEBOM KUCIOTHI CIIEKTPOPOTOMET-
puuecKkuM, GpayopuMeTpUYecKIM U Xpoma-
TorpauyeckuM MeTOJaMH aHalu3a C
HAWIYYIIMMU METPOJIOTMYECKUMH MOKa3a-

TCIISIMU.
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MaTepMan bl U METOAbI

B kauecTBe aHanuTa NpUMEHSUIN aHa-
JUTUYECKUI cTaHIapT (OIMEeBON KUCIOTHI
(Sigma-Aldrich, CIIIA ) u nexapcTBEeHHBIN
npemnapar ¢osneBoit kucnotsl (Bo) - N-{m-
[(2-aMuHO-4-TUAPOKCHOKCU-6-TITEPUIN-
HUWJI)METWJI |-aMUHO } OeH30mII - L -riryramu-
HOBasi KUCJIOTa C COAEp KaHUEM BEIIEeCTBa
I Mmr (OAO «Banenra @apmaineBTHKa»,
Poccus). Ilpu npuroToBieHUH CTaHIapT-
HOTO PacTBOpa aHaJIUTa C KOHLIEHTpaLuei
20 MKr/Mi HaBeCKy CTaHAapTa WX Tab-
JIETKY JIEKAPCTBEHOTI'0 MpernapaTa 3aJIuBain
50 M1 hocdaTtHOTO OydepHOTO pacTBOpa €
pH 6,1, 6,8, 7,0 u 7,1 [18, c. 359]. PactBop
JIEKapCTBEHOIO Mpenapara rnepeMennBain
B TedeHue 30 MUHYT IIpU TemrepaTtype 37—
40°C, oxnaxkaaau 10 KOMHATHOM TemIiepa-
Typsl U (UIBTpOBAIU dYepe3 OyMaxKHbII
¢bunbTp «cuHss neHta». CTannapTHble pac-
TBOpBI BUTaMUHOB Tpymisl B (Bi, Bs, Be,
B12) c xoHnenTparueit 20 MKT/MJ1 TOTOBUIIH
aHaJOTMYHBIM 0Opa3oM. Bce pacTBopbI
XpaHWJIM B XOJOOWIbHUKE 0€3 JocTymna
CBeTa.

Jlnst crieKTpo(hOTOMETPUUECKUX U3MeE-
PEHUN HUCIIOIb30BAJIM IBYXJIY4EBOU CKaHU-
pytomuii  crnekrpodoromerp  UV-1800
Shimadzu (SImonus), ans oneHku ¢uryopec-

HEHIIMU — aHAJIM3aToP JKUIKOCTH «DIr00-
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pat-02-ITanopamay» (Poccust), ans xpoma-
TOorpaUuecKuX UCCIETOBAHNN — KU IKOCT-
Hoii xpomarorpad LC-20AD ¢upmsr Shi-
madzu (SImoHMs), OCHAIICHHBINH CIIEKTPO-
dboToMerprueckuMm  aetektopom  SPD-
M20A u xononkoit Nucleosil C18 (okTase-
i), pasmepom 25x4,6 MM, Qupmbl
Supelcosil.

Moouguyuposannas memooura cnex-
mpogomomempuuecko2o onpedenenus
¢gonuesoii Kuciomvl OCHOBaHAa Ha peak-
IUSIX, CXEMBI KOTOPBIX MPHUBEICHBI HA PU-
CyHKe 1, moay4aeMsblid IIPU 3TOM a30KpACH-
Telb HMMEET YCTONUMBYIO (DHOJIETOBYIO
OKpacKy, HHTEHCHUBHOCTb KOTOpOIl Mpo-
MOpIHOHANbHA cojepkaHuio aHanurta. K
QIMKBOTE CTaHJAPTHOTO pactBopa (5 mur)
no6asmsu 1 Mt 0,4%-HOro pacTBopa nep-
MaHraHaTa Kajuus, IepeMelInBaid U Yepe3
2-3 MuHYTHI nNpuiuBaiy 1o 1 mu 2%-Horo
pacTBOpa HUTPUTA HATPUSA U PacTBOpa Co-

TSTHOM KHUCIOTHI (pasBeaenue 2:3). OmsTh

KMno,

NEepEeMEIINBATIN U 110 UCTEYEHUHU 2-MUHYT-
HOTO IepepbIBa MOCIEI0BATENbHO MPpHOaB-
a1 mn 5%-Horo pacTBopa cynb(pamu-
HOBOM kucnotel U 1 ma 0,1%-Horo pac-
tBOpa N-(l-HadTHn)-3THIIEHANAMUHA IH-
rugpoxiopuna. PacTBopsl BbIIEpKUBATIU
10 MUHYT ¥ U3MEPSIIM ONTUYECKYIO IJIOT-
HOCTh PAacTBOPOB Ha CIEKTPO(dOTOMETpe
UV-1800 Shimadzu (SInonus) B KroBere,
TOJIIIIMHOM 2 CM, OTHOCUTENIBHO KOHTPOJIb-
HOT'O pacTBOPA, COJEPIKALIETO BCE KOMIIO-
HEHTHI MPOOKI, KpoMe aHanmuTa. [ pagynpo-
BOYHBIM Tpaduk omnpenesneHus (QoiareBoi
KHCJIOTBI CTPOWJIM B Juana3oHe 2,5—
20 MKr/mi, Ui 4ero Cepui0 CTaHIapTHBIX
pPacTBOpPOB TOTOBWJIM IOCIIEAOBATEIIbHBIM
pa3BeZeHUEM HCXOJHOT0 pacTBOpa C KOH-
nentpamueir 20 mir/mi. Cxema peakmnmid
OKHCIIeHHUs (POIMEBOM KUCIOTHI U 00pa3o-

BaHU a30KpPACUTEIIA CIICAYIOIIAA:

NaNO,,HCl

®K —— m — AMUHO6EH30/T/IyTAMUHOBAS KUCJI0TA ————

N—(1-nHadTun) —3THaeHAHAMHH AUTHAPOXIOPHA

COJIb JHA30HHA

Memoouxa Gryopumempuueckoeo
onpeoenerus onuesou Kuciomsl 0azupy-
€TCSl Ha OKUCIICHUM aHaJWTa MepMaHTraHa-
TOM KaJlisi, B pe3yJIbTaTe 4ero oopaszyercs
6-TepuHKAapOOHOBAsE KUCIIOTA, Jaromias
XapaKTepHO TOoNyOyio (IyOpECUEHIINIO.
AnMKBOTY cTanmapTHoro pacteopa (10 mur)
HNOAKUCIAIN 2%-HBIM PAacTBOPOM CEpPHOU
kucnotel 10 pH = 3 u nobasmsn 4%-Hbrit
pacTBOp TMepMaHraHata Kajlusi J0 MOSBJIC-
HUSI PO30BOHM OKpacKH, HE HCYE3aloUel B

teuenue 10 munyrt. /g ynanenust u30obITka

> A30KpacHUTeJlb

MepMaHraHaTa KaJius K IMOJIy4eHHOMY pac-
TBOPY 1O KaruisiM 1o0aBisiin 3%-Hblid pac-
TBOpP MEPEKUCH BOAOpoJa M aoBoamwau pH
1o 4,0-4,5 15%-HbIM pacTBOPOM THAPOK-
cuaa Hatpus. OOmwmii 06beM MpoObI TOBO-
mu 10 20 MIT TUCTUIUTMPOBAHHOM BOAOH,
(GUIBTPOBAIN U U3MEPSUTH NHTCHCUBHOCTH
bayopecueHun Ha aHaJIM3aTope
«DJIIOOPAT-02-ITAHOPAMAY». I'pany-
WPOBOYHBINA Tpaduk ompeaeneHus: ¢oiue-
BOW KHUCJIOTBl CTPOWIM B JIHANa30HE
0,03125 — 0,5 Mkr/mi.
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IIpobonoozomoska obpazyos nuuye-
8bix npooykmos [19; 20]. O6pa31sl MoIoKa
TIIATEFHO MEePEMENINBAIN U COKpAIali
10 35 mu. [IpoOs1 3anuBanu 45 mi pocdar-
Horo OydepHoro pactBopa M 100aBIsLIU
HECKOJIbKO Kamenb 15%-Horo pactBopa
cepHoil kuciotsl 10 pH = 3,5-4,0. ITocne
nepeMenInBaHus MPOObI HAarpeBaId Ha BO-
ISIHOI OaHe B ci1a000CBEIIEHHON KOMHATE
npu temneparype 70-80°C B Teuenue 30
muH. [locne KuCIOTHOrO rHApOH3a pac-
TBOpHI oxynaxaanu A0 30°C u 15% pactBo-
POM THIPOKCHIA HATpHs AOBOAWIN uX pH
10 4,5-5,0. Ocaxxnenne OEIKOB OCYIIECTB-
JISUTH C TIOMOLIBIO PacTBOpa YKCYCHOM KHC-
JOTHI, OTACITSUIM LEHTPU(PYTUPOBAHHEM C
1eHTpoOexXHbIM yckopenuem 5000 g. Ilo-
Jy4eHHbIE CYIEPHATAHTHI (QIIBTPOBAIIH,
noAKuCIsIn 15%-HbIM pacTBOpPOM CEpHOU
kucaotsl 10 pH = 3, BHOcwim 100 Mr mo-
IU(HUIIPOBAHHOTO aKTHBHPOBAHHOTO
YIIIsl, KATSTHIA 5 MAHYT U OTQUIBTPOBBI-
BaJIM 4yepe3 OyMakHbIH QUIBTp, GUIBTPAT
orOpackiBany. s mpoMbIBKH QUIbTpa U
U3BJICUCHUST (POJNMEBON KHCIOTHI W3 YIS
4epes TOT Ke QUIBTP NPOITYCKAIN TOPSTIUi
pactBop, coxaepxamuii 3%-HbIil pacTBOp
ammuaka B 70%-1om criupre. OObeguHEeH-
HBIH (unbTpar o6bemMoM 70 MIT yrapuBaiu
J0CyXxa Ha pPOTAlIOHHOM HCHapuTele
npu 70°C. Cyxol OCTaTOK pacTBOPSIU B
10 mn docdarHoro OydepHoro pacrropa
(pH = 6,8). Cpok XxpaHeHHs] TOJArOTOBJICH-
HBIX TIPOO B XOJOIMIBHHUKE MIPU TeMIlepa-
Type (4+2)°C ne 6omnee 12 u.

['omorenusupoBanHbie 00pa3ibl (da-
COJIM TIIATENbHO MEepPEeMENINBAIN U COKpa-
manu 10 20 r, mpo06st 3amuBanu 70 M doc-
¢dartHoro 6ydepHoro pactBopa. Jlanee mpo-

OOMOAroTOBKAa HE OTJIMYalach OT BhIIlIE-
ONMCAaHHOM METOAMKH MPOOOIOArOTOBKH
00pa3IoB MOJIOKA.

Jlns yMeHbIIEHUs] COpOLIMOHHOM eM-
KocTH akTuBupoBaHHOro yrisa (3AO0 «O0-
HOBJIeHHE», Poccust) ero 3anuBanu aecaru-
KpaTHbIM KosinuecTBOM 10%-HOro BogHOTO
pacTBOpa aHWUJIMHA, KUIISATUIN Ha JJIEKTPU-
YECKOM IIJIUTKE MOJ TATOU IIPU MOMEIIHUBA-
HuU 1 4, mpombIBau 5—6 pa3 IUCTUILIIUPO-
BAaHHOH BOJI0M, BeIcymmBanu npu 30—40°C.
MoaupuuupoBaHHbIii  aKTUBUPOBAHHBIIN
YroJlb XpaHWIA B CKISIHKE C IPUTEPTOU
IPOOKOH.

Pe3ynbTaTbl U X 06CyxaeHue

CriekTpo(OTOMETPUYECKH  YCTaHOB-
JIHO COBIIAJICHHE MAaKCHUMYMOB CBETOIIO-
riomenus (256, 283, 365 HM) pacTBOpoB
¢donueBoii kuciaotel (puc. 1, a) npousBos-
ctBa Sigma-Aldrich u nekapcTBeHHOTO
npenapara. MakCUMyMbl U MHUHHUMYMBI
BCIIOMOT'aTeIbHBIX KOMIIOHEHTOB IIperna-
pata (puc. 1, 6) He COBIATAIOT CO CIIEK-
TPaJbHBIMU XapaKTePUCTUKAMU (HOJIMEBOH
KHCJIOTBI, TEM CaMbIM HE BHOCAT BKJIaJ B
MOJIC3HBI CUTHAJ U HE MCKAXKaloT JKCIie-
pPUMEHTaIbHbIE JaHHbIC.

Jlns u3BnedeHus: GoaueBo KUCIOTHI,
KaK MpaBUJIO, NPUMEHSIOT HEUTpajJbHbIE
wiu ciaboienounbsie OypepHble CUCTEMBI,
MO3TOMY B paboTe OIleHEeHO BiHsiHUE (oc-
¢datHbIX OydepHbix pactBopoB ¢ pH 6,1,
6,8, 7,0, 7,4 Ha crenenp usBieucHUs (R)
¢donueBoii kucnotel. OneHky Baussaus pH
Ha R mpoBoaniIM ciekTpopoToOMETpHUUECKI
0e3 rmpenBapUTEIbHON AepUBATU3ALUN TIPU
280 um. [Tomyuennsie pe3yabTaTsl (Tabdm. 1)

IMOoKasaJin CXOXYH0 MCTPOJIOTHWI0, OJHAKO
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y4eT HauOosblIeil TuHeHHOCTH B 00JacTu
HU3KUX KOHIEeHTpauui (mo 20 mMKr/mi), a
TaK)K€ MaKCHMaJbHOE 3HAYCHHE CTCIICHH
n3BiaeueHusa 96+2% mo3BonWiINd CIeIaTh

BBIOOP B monb3y (ocdatHOro OydepHOoTro

A, oerm.
2,5
1,5 | ||

»
. s
/

0,5

L /"-\

200 300 400 9 gy 500

pactBopa ¢ pH 6,8. Takum obpa3om, mpo-
BEJICHHBIC HCCJIECNOBAHUS TOATBEPIAIN
BO3MO’KHOCTb IIPUMEHEHUS 00pa3iia JieKkap-

crBeHHON ¢opmbl @K B KauecTBe CTaH-
Japra.

A. o.erm. 6
3
25 | & ~— — Kpaxman
\ ::. ——— JIakT033
-
2 \i: ----- dDK
N
1,5 44
}‘ " PR =
H ’ Na? .
TR ’ S
] :\' ‘\ ” \\
-—\\
I
I

210 260 310 340 410

A. HM

Puc. 1. 3aBUCMMOCTb ONTUHECKOW NIIOTHOCTM OT ANuHbLI BonHbl 0,001% pacTBopoB honmneBor KUCNOThI (a)

1 BCrioMoraTenbHbIX KOMMOHEHTOB (6)

Fig. 1. Dependence of absorbance on wavelength of 0.001% solutions of folic acid (a) and auxiliary

components (6)

Tabnuua 1. Metponorudeckue xapakrepuctukm (n = 3, P = 0,95)

Table 1. Metrological characteristics (n = 3, P = 0.95)

pH docdarHOTO YpaBHEHHNE TPalyHpOBOYHOTO R?2 . R.%
OydepHOro pacTBopa rpapuka ’

6,1 y=10,076x + 0,03 0,991 | 0,03 95+3

6,8 y=0,079x + 0,06 0,996 | 0,02 96+2

7,0 y=0,073x - 0,04 0,990 | 0,03 95+3

7,4 y=0,072x + 0,06 0,981 | 0,04 91+4

[TockoabKy COBMECTHOE MPUCYTCTBUE

YCTBIPCXKOMITIOHCHTHBIX cMeceM aHaiuTa C

BUTAMHWHOB MOXCT YCUJIMBATbh, IOAABJIATH
WM CMCUIATh CIICKTP, OKCOCPUMCHTAJIBHO
IMOJIY4YCHbI MHAUBUAYAJIbHBIC CIICKTPHLI BU-

TaMHHOB U CIICKTPbI ABYXKOMIIOHCHTHBIX U

ButamuHamu B1, B3, Bs, Bi2 mo moguduu-

POBaHHOM M HEMOAU(UIIUPOBAHHON METO-
nKam (puc. 2).
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Puc. 2. 3aBnCcMMOCTb ONTUYECKOW NAOTHOCTM OT ASINHBI BOSMHLI UHAVBUAYaNbHLIX paCTBOPOB BUTAMUHOB (a)
n nx cmecen B ocgatHom bydepHom pacteope (pH = 6,8) ¢ koHueHTpaumammn 10 mkr/mn (6) n
30 mkr/mn (B)

Fig. 2. Dependence of optical density on the wavelength of individual solutions of vitamins (a) and their
mixtures in phosphate buffer solution (pH = 6.8) with concentrations of 10 yg/mL (6) and 30 pug/mL ()
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AHanus CIeKTpOB MOKa3aJl, 4YTO BKJIAJ
B MakcuMyM ceetonoriouieHus @K moxer
OKUJAThCsl B IPHUCYTCTBUM BHUTAMUHOB
B1 u Be, 4TO M moATBEpKAACTCS HA PUCYH-
ke 2, 0. B cmydae npucyrcTBus 3TUX BUTa-
MUHOB B Mpo0e OINTHYecKas IUIOTHOCTh
yBenuuuBaerca B cpeaHem Ha 0,1 o.e.m.
Taxxe yCTaHOBIIEHO, YTO C YBEIMYEHUEM
KOHLEHTPAallU¥ BUTAaMHUHOB Ipymnisl B 1o
30 mxr/mi coBmecTHoe onpenenenne ¢ K
HEBO3MOXHO (CM. puC. 2, B).

Takum o6pazom, mpUMeHEHHE HEeMO-
IM(GUIUPOBAHHON CcIEKTpodoTOMETpUYE-
CKOM METOJMKH 11eJIecO00pa3Ho AJs Kayde-
CTBEHHOI0 W KOJMYECTBEHHOI'O OIpeae-
neHus (OoIueBON KUCIOTH B IPUCYTCTBUU
BUTaMMHOB B3 u B2 ¢ KOHIeHTpanumen,
HE TpEBBIIAIENd 25 MKr/Mi, a Takke
B OTCyICTBME BUTaMHHOB Bi u Be.
B cnygae momuduuupoBaHHONW METOIUKA
MaKCUMYM  CBETOIIOIJIOLIEHUS  pacTBO-
pa okpaiieHHoro mnpousBoaHoro @K
(c = 20 wmxkr/mn) 3aduKcHpoBaH THpU
550 mM. IloCKONBKY MHTEHCHBHOCTH OK-
packu pactBopa rpousogHoro @K B obna-
CTH BBICOKMX M HU3KUX KOHIIEHTpALUi pa3-

JIM4YHA, TO IJIA YMCHBIICHUA OIITMOKH 1 YBE-

JIMYEHUs] TPABUIBHOCTH MOJTY4aeMbIX pe-
3y/lbTaTOB T'PAIyHUPOBOYHBIA TpaduK pasz-
Ounm Ha Be obsactu: BeICOKUX (I =20 Mm)
1 HU3KKUX KoHmeHTparui (I = 50 mm) pac-
tBOopa ®K. OneHka npucyTcTBUs BOJOpac-
TBOPUMBIX BUTaMUHOB Bi, B3, Beu Bz ¢
KoHIeHTpanusmMu 10 MKr/mim Ha Crek-
TpajbHbIe XapaKTEPUCTUKHU AHAJIUTA MOKa-
3ajla, YTO MAaKCHUMYM CBETONOIVIOIIECHHUS
@K B »TOM cirydae CBOOOJECH OT HaJIOXKe-
HUS CHEKTPAIbHBIX JMHUH BUTaAaMHHOB
rpynmsl B, mpu 5ToOM yBenTM4eHHE KOHIICH-
Tpaly BUTAMHHOB TPyNIsl B He BHOCHT
W3MEHEHHI B pa0Ouuii Tuana3oH aHaJIUTa.
OTO NO3BOJISIET PEKOMEHJ0BAaTh CHEKTPO-
(OTOMETPUYECKYI0O METOIWKY Ui Kade-
CTBEHHOI'0 M KOJMYECTBEHHOI'O OINpeJeIie-
HUS (POJTMEBON KUCIOTHI B TMPHUCYTCTBUHU
ButamMuHoB rpynnsl B (Bi, Bs, Bs, Bi2)
pa3IM4HOM KOHILIEHTpauuu. Merpoioruue-
CKHE XapaKTePUCTUKU MOIUPHUIIUPOBAH-
HOM CHEKTPO(HOTOMETPUIECKON METOIUKHU
npeacTasieHsl B Tabnuie 2. Pa3pbiB KoH-
LEHTPALMOHHOIO0  JMana3oHa IO3BOJIUII
poBoauTh AeTekTupoBanne OK B obractu
MaJIbIX KOHIEHTpaluii ¢ OoJbiiel 4YyB-

CTBUTCJIILHOCTBIO U BOCIIPOU3BOIUMOCTLIO.

Tabnuua 2. MeTponormiyeckue xapakTepucTUKM MoanuLMpoBaHHOM CNEKTPOOTOMETPUHECKON METOONKN
onpegeneHus onueson kucnotol (n = 3, P = 0,95)

Table 2. Metrological characteristics of the modified spectrophotometric method for determining folic acid

(n=3, P =0.95)
YpaBHeHue JInHeHbIM quamnasos, )
Cmin, MKI/MJI R
rpagyupoBOYHOTO rpaduka MKT/MJI
y=0,23x+ 0,01 0,0005 - 0,625 0,13 0,99
y=0,07x + 0,04 5-20 0,44 0,98

MaBectus KOro-3anagHoro rocyaapcTBeHHOro yHmeepeuteta. Cepusi: TexHuka n TexHonorm /
Proceedings of the Southwest State University. Series: Engineering and Technologies. 2022; 12(3): 184—200



192 Xumusi / Chemistry

DIyOpUMETPUYECKHAE HUCCIIEOBAHUS
MPOAYKTA OKUCIEHUS (OTUEBON KUCIOTHI
MPOBOJWIN MPU SKCIIEPUMEHTAIBHO yCTa-
HOBJICHHBIX  ONTHUMAJbHBIX  YCJIOBHSX:
JUTMHA BOJIHBI BO3OYkaeHus 230 HM; KOp-
pekuus KaHana (IyOpeCUEHLUH OTKIIO-

YeHa; YYBCTBUTEIBHOCTh (POTOIIEKTPOYM-

35
30
25
20
15

10

; \

HOXKUTEIS CPEIHsIsl; YHCIO BCHBIIICK 25,
JUTAHA BOJIHBI JIIOMUHECIICHIIUU (OJTUEBOM
KUCITIOTHI 335 HM. JIs UCKITFOUSHUS BJIWS-
HUSl KOHIIEHTPAI[MOHHOTO TYIICHUS TONY-
YeHa 3aBHCHUMOCTh MHTCHCHBHOCTH CII€K-
Tpa QuryopecteHuu (POTUEBON KUCIOTHI

OT ee KOHIICHTpalluu B pacTBope (puc. 3).

—— C=1MEKIr/MI

— (=15 MET/MI

330

430 A. HM

Puc. 3. 3aBUCMMOCTb MHTEHCMBHOCTM hITyOpECLIEHLUN OT KOHLEHTpauun K

Fig. 3. Dependence of fluorescence intensity on folic acid concentration

[Tpu yBennueHHH KOHIEHTpauuu ¢o-
JIMEBON KUCIIOTHI CBBINIE 1 MKI/MJ KBaHTO-
BBIIl BBIXOJ JIIOMMHECLIEHLIMU HCCIENye-
Moro oOpasma ymenblaerca. C yderom

KOHIICHTPALIUOHHOTO Tpefieia MOCTPOeH

rpagyupoOBOYHBIA TpapuK M pacuuTaHbI
METPOJOTHYECKHE XapAKTEPUCTHKHU (PIryo-
PUMETPUYECKON METOJUKHU OIpPEACIICHUS
@K (Tabm. 3)

Tabnuua 3. MeTponormyeckue xapakTepucTukm oriyopumeTpudeckoro Metoaa onpegenexust K

(n=3, P =0,95)

Table 3. Metrological characteristics of the fluorimetric method for determining folic acid (n=3, P=0.95)

YpaBHEHHE rpayipOBOYHOTO JInHenHbIM quamnasos, 5
Cmin, HI/MII R
rpaduka HT/MJT
y=363x+14 62,5 - 1000 2,1 0,996
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Ananu3 pe3ynbTaToB OLEHKH BIUSHUS
MPUCYTCTBUS U KOHLIEHTPALMU BUTAMHUHOB
rpymnmbsl B Ha FHTEHCUBHOCTH (ITyOpecIieH-
[IUY aHAJIMTA [T0Ka3al, YTO MAaKCUMYM CBO-
00/1eH OT HAJIOKEHUSI CHEKTPaJIbHBIX JIU-
Huil. Takum o6pazom, ¢iyopumerpuye-
CKasi METOAMKA MOJXOIUT JJIsi KaueCTBEH-
HOTO U KOJMYECTBEHHOTO OIpeaesIeHUs
(donueBoll KUCIOThI B MPUCYTCTBUU BUTA-
MHHOB Bi, B3, B¢, Bi2 paznuunoi koHuen-
TpaLuu.

Jlns BeIOOpa ycioBuil xpomarorpadu-
YECKOI'o JETEKTUPOBaHUS (HOTUEBON KHC-
JIOTHI B U30KPATHUECKOM PEKUME Ha JKU-
KocTHOM Xxpomarorpade Shimadzu LC-

20AD co cnekTpopOTOMETPUUYECKUM Jie-

tektropoM SPD-M20A u xononkoi Super-
cosil LC-18 BappupoBanu ciemyronme mna-
paMeTpbl: COCTaB MOABMKHOM (hazbl aleTo-
HuTpwI:.hochaTHelii OypepHBI pacTBOP
(pH = 6,8) B cootHomenun 5:95 u 10:90,
TeMIlepaTypa KOJOHKM B auana3oHe 30—
50°C, a Takke CKOPOCTh MMOTOKAa HOCUTEJS
B muana3one 0,8—1,4 mu/muH. JleTekTupo-
BaHUE MPOBOAWIOCH IpPHU JAJIMHE BOJHBI
280 nm. Hawmnyumme MeTposiornueckue
(Tabn. 4) u xpomarorpaduueckrue Xxapakre-
PUCTUKM aHAJINW3a YCTAaHOBJCHBI IpU
NMIOCHTE aneToHuTpuiI:pocharHpiii  Oy-
¢bepusIif pactBop (pH = 6,8) B cooTHOIIE-
Hum 5:95, ckopoctu moroka 1,0 Mi/MuH H

teMiieparype KojaoHku 30°C.

Tabnuua 4. MeTponormieckue xapakTepucTukm xpomartorpadudeckoro onpegenenuna ®K (n =3, P = 0,95)

Table 4. Metrological characteristics of chromatographic for determining folic acid (n = 3, P = 0.95)

YpaBHeHue rpaqyupoBou- | JINHEHHBIN uana3oH, 5
R Chmin, MKT/MI | S;
HOTO rpaduka MKT/MJI
y=53,3x-1,08 0,1-10,0 0,99 0,05 0,02

IIpoBepKky NpaBUIBHOCTU IPELIO-

KEHHBIX METOJIMK OIpeaeacHus (HomneBon

KHCJIOTBHI ITPOBOOUTIN MCTOOAOM «BBEACHO-

HalieHo» (Taor. 5)

Tabnuua 5. [NpoBepka NpaBUNbLHOCTM METOAMK METOAOM «BBeAeHO-HanaeHo» (n = 3, P = 0,95)

Table 5. Verification of correctness of procedures by "introduced-found" method (n = 3, P = 0.95)

Meron ananmsa BBeaeHo, MKI/MiI Harineno, Mxr/mu Sr

Konopumetpust 1,000 0,975+0,070 0,03

dnyopumeTpust 1,000 0,980+0,050 0,02
B2XX 1,000 0,970+0,050 0,02
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Anpo6anuio npeayoKEeHHBIX METOIIK
MIPOBOIMIIH IIPH aHAIN3€ 00Pa3I0B KOPOBb-
€ro MOJIOKa 1 Oesoi acosy Npou3BoACTBA
(r. JIuneuk). IIpoGomoaroroBky o0Opas3ioB
W JnajbpHeiIIee onpeaeneHue CreKTpodo-
TOMETPHUYECKUM, (HIyOpUMETPUUECKUM (C
BBIYETOM CHTHAJIa XOJOCTOTO PAacTBOpa) U
XpoMatorpapuyeckum MeTofaMH aHaJIHu3a

OCYHICCTBJIAUIM  COIVIACHO  BBIIICOIIMCAH-

HBIM MeTonuKaM. Pacder conepikanust ¢o-
JUEBOW KHUCIOTBI B 00pa3lax peajbHbIX
OOBEKTOB C y4ETOM CTCIICHU HM3BJICUCHUS
OCYIIECTBIISLTN 10 TPaTyUPOBOYHBIM () yHK-
[USIM, PE3yJIbTaThl MPHUBEICHBI B TaOJH-
ne 6. PaccunranHoe conmepxanue Qonue-
BOW KHCIIOTHI B PEAIbHBIX 00pa3iax oka3a-
JIOCh HEMHOTO HHW)XXE CpEIHECTaTHCTHYC-

CKUX HOPM.

Tabnuua 6. Pe3synbTaTthl onpeaeneHuns aHanuta B peanbHbix oobekTax (n = 3, P = 0,95)

Table 6. Results of analyte determination in real objects (n = 3, P = 0.95)

Cpennee coaep- Paccunrannoe
Ob6pasen Merton aHann3a xkanne OK, coJiepKaHue St
MKr/100 ¢ OK, Mxr/100 r
CrnekrpodoromeTpust 4,40+0,22 0,02
Monoko | ®inyopumerpus 5 4,50+0,22 0,02
BOXX 4,60+0,34 0,03
CrnekrpodoromeTpust 79,00+5,90 0,03
benas da-
dnyopumeTpust 90 79,50+3,95 0,02
com BOXKX 81,26,05 0,03

Pe3ynbrarsl MOJIYy4EHHBIX JUCHIEPCUU
U CPEeIHUX pE3yNbTaTOB OIpesenaeHus ¢o-

JIMEBOM KHUCIOThBI CpaBHUBAJIX C ITIOMOIIBIO

tecta Puiepa 1 MOAN(UIIUPOBAHHOTO Te-

cta CtpronenTa (tabdm. 7).

Tabnuua 7. CpaBHeHVe AUCNEPCU U CpeaHMX pe3ynbTaToB onpeaeneHuns OK B obpasLie KOpoBbErO MOJIOKa
C nomoLbto pacnpegeneHust duwepa n moanduumpoaHHoro Tecta CTetogeHTa (n = 3, P = 0,95)

Table 7. Comparison of dispersions and mean PK results in a cow's milk sample by Fisher distribution and
modified Student test (n =3, P = 0.95)

Meton ananu3za Meron cpaBHEHUS Foken toxen
Konopumerpus duyopumeTpust 1,1 1,38
duyopumeTpust BOXX 2,35 1,10
BOXX Konopumerpus 2,46 2,12

CpaBHEHUE 3HAYEHUH pacCUUTAHHBIX

KPUTEPUEB C TAOJMUYHBIMU KPUTEPUSIMU

CBUACTCILCTBYET 00 OTCYTCTBHU CTaTU-

CTHYECKH 3HAYMMOM OIINMOKH, a CJIEJIOBa-

TEJIbHO, PE3YAbTaThl JOCTOBEPHBI.
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BbiBogbl

[To pe3ynapTaTam maHHOW pPabOTHI
MPEI0KEHBI METOANKHU (HITyopUMeTprye-
CKOT0, CIEKTPO(OTOMETPUYECKOTO C Mpei-

BAPUTEIILHOU J€PUBATU3ALUEN U XPOMATO-

YYBCTBUTEILHOCTEIO M BOCHPOHM3BOJIUMO-
cThio. Cratuctuyeckas 00paboTKa pe3yiib-
TATOB aNPOOAIMH MPEII0KCHHBIX METO K
CBHJIETEIBCTBYET O JAOCTOBEPHOCTH TONY-

yaeMoil mH(popMaIiM, YTO MO3BOJSIET pe-

rpadUUecKoro  OmpeeseHnst  (GOIMEBOi KOMEHJIOBaTh METOJWKH Ui Jaboparopuid

KUCJIOTBI, XapaKTepH3YIOLIUECs XOpOHICfI KOHTPOJIA KauCCTBA MMPOJAYKTOB ITMTAaHUA.
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