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Abstract. We introduce an HPLC method of analyzing of the reaction mixture obtained during the synthesis
of vanillylmandelic acid from oxoacetic acid and guaiacol. A simple and rapid method of separating and
determining of guaiacol, vanillin, vanillylmandelic acid and it’s positional isomers in the reaction mixture shows

a good resolution between chromatographic peaks in a 17-minute experiment.

BBenenne. IlpompIieHHBIH croco® MOMydeHWS BaHWIIMHA 3aKIIOYACTCS B KOHICHCAIIMH TBasKOJa
C OKCOITAaHOBOW  KHCIIOTOW €  JajbHEHIIMM  OKHCIMTEIBHBIM  JeKapOOKCHIMPOBAaHUEM  IIOJYy4EHHOMH
BaHWIWIMHHAATHHON KACIOTH. OCHOBHBIMU MPOJAYKTAMH PEAKIMH B3aUMOJCHUCTBHSI TBAasKOJIA U OKCOTAaHOBOM
KHUCJIOTHI SBIISIOTCS BaHIIMIMHAHAAIbHAS KUCIIOTA, €€ Opmo-U30Mep U MPOAYKT MPHCOCTUHEHUS IBYX MOJICKYII
OKCOITaHOBOW KHCIIOTHI K TBasgkoiry. Kpome Toro, B peakiMOHHOW CMECH MPHUCYTCTBYET OONIBIIOE KOTUIESCTBO
HEIPOpEarnpoBaBIINX HCXOIOHBIX BemiecTB. /I onTUMH3amWy IapaMeTpoOB CHHTE3a HEOOXOIUMO
KOHTPOJHUPOBATH KOJUYECTBO BAHIIWIMUHAATBHON KHCIOTHI ¥ TBAsKOJIA B PEaKIIMOHHOM cMecH. Llenbio paboTsl
SIBJISIETCST pa3pabOTKa METOJIMKH KOJIMUECTBEHHOT'O OIpEAEIeHHs KOMIOHEHTOB PEaKIMOHHOW CMECH CHHTEe3a
BaHWIWIMHHIATHHON KUCIOTHI U3 TBAsKOJIA.

Martepuaiabl U MeToabl. B paboTe mcmonp3oBaimm KUAKOCTHOH xpomartorpad Agilent 1260 (Agilent
Technologies, CIIA) c amogHO-MaTpU4HBEIM AeTekTopoM, pH-merp/monomep Urtan (Tompanamut, Poccus),
ananutnyeckue Bechl GR-200 (A&D Technology, Snonwms). [lns pasnmeneHuss BEIIECTB NPHUMEHSIIH
xpomarorpaduueckyto kosnonky Zorbax Eclipse Plus Phenyl-Hexyl 4,6 x 150 mm X 3,5 pm Rapid Resolution
(Agilent Technologies, CIIIA) ¢ npe1KOIOHKOH.

Paspabomxa ycnosuii oemexmuposanus KomnoHeHmog. BaHWIMIMHUHIANBHAS KHCIOTAa HWMeEET IBa
MakcuMyMa TorjomieHus B Y ®@-nuamazone minydenus (231 am u 247 aM) u noryomaetr BIIIOTh A0 300 HM.
MaxkcuMyMBI TTOTJIOMICHUS TBasKOJIa MPUXOAATCs Ha IMHBI BOJH 230 u 274 aM. OKco3TaHOBas KHCIIOTa C1abo
TIOTJIOIIAeT M3JIy4YeHHe C JUIMHOW BOJHBI Oonbiie 220 HM. B cBsi3u ¢ 3TMM 1enecooOpa3HO HCIONIB30BaHUE

CHCKTpO(I)OTOMeTpI/IquKOFO JACTCKTOpPA. Tak kak Haubojee 3HAYUMEIMU JJId  aHalln3a KOMIIOHCHTaMH
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PEaKIMOHHOM CMeCH SIBIISIIOTCS BaHWIWIMHHAAJIBHAS KHUCJIOTa M TBAsKOJ, JETEKTUPOBAaHHE MPOBOAWIN
IIpH ABYX JUTMHAX BOJH (A; = 247 uMm, A, = 274 HM).

Paspabomxa ycnosuil xpomamoepaguueckozo pasdenenus. 1'Baskoi, BaHWIMIMHHIAIBHAS KUCIOTA, a
Takke €€ M30Mephl W OOJBIIMHCTBO NIpUMeced SBISIOTCS ONM3KOPOICTBEHHBIMH COCAWHEHHSMH, HOITOMY
aHaM3  [eNecoo0pa3HO  MPOBOMUTH  METOJOM  JKHIKOCTHOW  xpomarorpaduu (BDXKX). Haubonee
TPYZHOPA3JETUMbIMU KOMIIOHEHTAMH PEaKLIMOHHON CMECH SIBJISIOTCS, MO-BUAMMOMY, HO3UIIMOHHBIE M30MEPHI
BaHWJIMJIMHHIILHON KUCIOTHL. B KauecTBe HEmoABMXHOH (a3bl ObUT BEIOpaH (pEeHMITEKCUII-CHIINKAreslb BBULY
€ro aacopOIMMOHHON CHenU(PUIHOCTH II0 OTHOIICHWIO K IPOCTPAHCTBEHHBIM HM30MEpaM apOMaTHUYECKHX
coequaeHuil [1]. Pa3meneHuss MOMAPHBIX KOMIIOHEHTOB AaHAIM3HPYEMOW IPOOBI BO3MOXKHO MOCTHYB IPH
UCIIONIb30BAaHNK TOJBIKHOM (asbl ciexyromero cocraBa: 20 MM docdarusiii OydepHslit pactBop (pH = 2)
¢ nobaBieHUEM alleTOHUTpHIA B 00beMHOM cooTHomeHnu 95:5 (IId A). [lns yMeHbIIeHNsT BpeMEHHU aHallu3a
IIyTEM CHWDKCHMS YACPXKMBaHHs TBAsKOJIa M JPYTHX CHWJIBHO YAEPKMBAaEMbIX KOMIIOHEHTOB HPEII0XKEH
TPaUEHTHBINA PeXUM dionpoBanus (Tabmuma 1). B kadecTBe BTOPOTO KOMITOHEHTA MOABMKHOHN (a3bl BEIOpaH
arierorntpui (1 B), obmamaroniwii BEICOKOH AITIONPYIOMIEH CHIION.

Tabnuya 1

Ilocnedoosamenvrnocmo Zpa()ueHmHOZO INIIOUPOBAHUS

Bpewms, MuH. [Monswxkuas daza A, % [Monswxuas daza B, %
0,0 100 0
2,0 100 0
10,0 10 90
13,0 10 90
13,1 100 0
17,0 100 0

B cootBercTBuM ¢ ypaBHeHHeM Ban-J/leemtepa, BeiOpaHa oOBeMHAash CKOPOCTh MOTOKa 1,5 MJI/MHH., TIpH

KOTOpOW JIOCTHMraeTcs MakcHMaibHas Xpomarorpaduueckass sddexruBHocTb. s nmoctmkeHus Ooubiueit

3(1)(1)6KTI/IBHOCTI/I XpOMaTOI’pa(I)H‘ICCKOFO IIMKa BaHHJ’IHJ’IMHHI{aJ’IBHOﬁ KHUCJIOTHBI

Temnepatype kosnonku 40 °C.

aHaJIu3 TMpOoBOAWIN IIpHU

Pesyabrarbl. Ha MozaenbHbIX cMecsX ObUIO yCTAHOBIGHO, YTO JaHHAs Xpomarorpaduueckas cucTeMa

IpUMEHUMA UIA ONPCACIICHUA HE TOJBKO BaHWJIMJIMUHAAILHON KHCIOTHI M TBasgKoOJI0a, HO U BaHHWJIMHA, 4YTO

MO3BOJISIET HCIOJIB30BaTh €€ IS OICHKHU TIOCJIEAYIOIUX DOTAallOB CHHTE3a BaHWIWHA. KommgectBeHHbIe

rapameTpsl XxpoMaTorpaduueckoi CHCTEMBI IPE/ICTABIICHB! B TA0IHILIE 2.

Tabnuya 2
OcHognvle napamempsl XpoMamozpaguieckol cucmembl
KOMITOHEHT Xpomarorpadudeckas ®daxTop ‘ Xpomarorpaduueckas
a¢dexTuBHOCTh, N | yaepkuBanus, k CEJEKTUBHOCTB, 0O
BauununMmunganbHas KUCI0Ta 7 500 1,75
Banwmn 55000 4,5 2,6
I'Basikou 70 000 5,0 1,1

I[J'IH KOJIMYCCTBCHHOT'O OIPCACIICHUSA I'BasAKOJIa U BaHHJ’IHJ’IMHHHaJ’IBHOﬁ KHCJIOTHI B peaKHHOHHOﬁ CMECH

HaﬁﬂeHbI TpaaAynpOBOYHBIC 3aBUCUMOCTU KOHUCHTPALUU JAaHHBIX BEIICCTB OT IIOINAAN XpOMaTOFpa(I)H‘ICCKOFO

nuka B auanazone ot 0,001 % mo 0,26 %. [Ipu HeoOXoauMOCTH aHanmu3a cMecel ¢ OOJbIlIel KOHIICHTpAIHeH
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KOMIIOHCHTOB, MPEAYCMOTPEHA  BO3MOXXHOCTh  IpEIABAPUTEIBHOrO  paszbamieHus 1poObl.  OIlCHEHBI
METPOJIOTHUCCKUE  XAPAaKTCPUCTUKU  METOAUMKH. JIMHEHHOCTh  0O0ecreyuBacTCs BO BCEM  JHMAIa30HE
TPagyHUpOBOYHBIX 3aBHCHMOCTEH, MUHUMAaIbHOE 3HAUCHUE R = 0,9998. ITpenn3nOHHOCTF METOAMKH OICHEHA
ITyTeM IOCIIEIOBATEIBHOTO XpOMaTorpadupoBaHUS MOJICITHHBIX PACTBOPOB, a TaK)KE HE3aBUCHMBIM aHAIHU30M
peambHBIX TPO0 pEakIMOHHOW CMeCcH B TedeHHWe ABYyX AHEH. OTHOCHTEIhHOE PACXOXKACHHE Pe3yIbTaTOB
N3MEPEHNH Ha BCEX YPOBHSIX YKa3aHHOTO BBIIIC AMANa30HA KOHLEHTPALMHA HE MPEBBIMACT O, = 1,4 %.
MeTtonrka Oblia ampoOMpOBaHA HAa PeajbHBIX PEAKIMOHHBIX CMECSX CHHTE3a BaHIIMIMHHIAIBHOU KUCIIOTHL.
MuHHMaNbHOE pa3pelieHUe Napbl XPOMATOrpaUueCKUX MUKOB TBAsSKOJIA M HEHICHTU(OUIIUPOBAHHON TIPUMECH
cocraBisieT Rg,;,=2,3. Takum o00pa3oM, HH OJWH U3 KOMIIOHCHTOB PCAKIMOHHOW CMECH HE MEIIaeT

OTIpE/ICIICHNIO BaHIIMIIMUHIATBHON KUCIOTHI M rBasikofa (puc. 1).
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Puc. 1. Xpomamoepamma pacmeopa peakytOHHOU MACCbl

3axaouenne. PazpaboTana MeToArKa OTIpE/ICNICHUsI COCTaBa IMPOILYKTOB B3aNMOICHCTBHIS OKCOATAaHOBOM
KHUCJIOTHI ¢ TBasikosioM MetozoM BOXKX. TIpemnoxennas xpomarorpadudeckasi cicTeMa 00ecliednBaeT paszieieHue
IBasKOJIa, BAHWITIJIMAHIAIBHON KHUCIIOTHI M BAHWJIMHA B COCTABE PEAKIIMOHHOM cMecu. Xpomartorpadudeckas
CHCTEMA TAKKe Crieln(ryIHa JUIsl BAHIIMHA U MOXKET UCIIOJIB30BATHCS JUISl KOHTPOJIS TTOCIIEYIOLINX JTAIOB €r0
cuHTe3a. MeTo/MKa O3BOJISIET MPOBOANTH KOJIMYECTBEHHOE OIPEC/ICHHE I'BAsIKOJIA M BaHWIIMIIMUHIAIBHOM KHCIIOTHI
B peaknnoHHOH cmecu B anamnasoHe ot 0,001 % 1o 0,26 % 6e3 pazdaBneHus MPOOHI.

HccnenoBanue BBITIOJHEHO Tipu  (UHAHCOBOW mojanepkke DenepanbHON IEIEBOW  MpPOTrpaMMBbL
«WccnenoBanust W pa3pabOTKH IO TPHOPUTETHBIM HAMPABICHUSIM pAa3BUTHS HAYIHO-TEXHOJIOTUIECKOTO
xomrutekca Poccun Ha 2014-2020 roxeny (Cormamenwe Ne 14.575.21.0170, yHUKaIbHBIA HACHTHDUKATOP padboT

(mpoexra) RFMEFI57517X0170).
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