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

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

BeegeHue. [MpOMbILLNEHHbIA €CNOCO6 MOMYYeHUS BaHWIMHA 3aK/14aeTCHd B KOHAEHCalWu rBaskona
C OKCO3TaHOBOV  KWCNOTOM C  Aa/bHEALIMM  OKUCAUTENbHbIM — AeKapbOKCMIMPOBaHWEM  MOMYYeHHO
BaHWVIMUHAAbHOW KMCMOTbl. OCHOBHbIMW NPOAYKTaMy PeakLmy B3aMMOAENCTBUA BasKONa U OKCO3ITaHOBOA
KWMC/IOTbI ABMIAIOTCA BaHWINIMUHAAIbHAA KUCIOTa, €e O/t0TO-U30Mep 1 MPOLYKT NMPUCOEAVMHEHNS ABYX MOJIEKYN
OKCO3TaHOBOW KWCNOTbI K rBasikony. Kpome Toro, B peakuyMOHHOM CMecu MPUCYTCTBYET 60/bLIOE KONUYECTBO
HEMpOpearvpoBaBLLUMX WCXOAHbIX BewecTs. [is  onTuMmM3aumy napaMeTpoB  CMHTe3a  HeobXoaumo
KOHTPO/IMPOBaTb KOMYECTBO BAHUAUAIMUHAIbHOV KUCMOTbI U rBaskona B peakLMoHHOW cMecu. Lienbio paboTbl
ABNAETCA pa3paboTka MeTOAUKM KONMYECTBEHHOIO OMpefefieHNs KOMMOHEHTOB PeakLMOHHOM CMecUM CUHTe3a
BaHWWIMUHAAIbHOW KUCNOTbI U3 FBasKoNa.

MaTepuanbl 1 MeTofbl. B paboTe mMcnonb3oBan XMAKOCTHOM Xxpomatorpag Agilent 1260 (Agilent
Technologies, CLUA) c gnofHO-MaTpuU4HbIM AeTekTopoM, pH-meTp/vioHomep WTaH (TombaHanut, Poccus),
aHamTnyeckme Becbl GR-200 (A&D Technology, HAnoHus). [Ond pasgeneHus BeLeCTB  MPUMEHSN
Xpomartorpadmyeckyto KonoHky Zorbax Eclipse Plus Phenyl-Hexyl 4,6 x 150 mm x 3/ [xm Rapid Resolution
(Agilent Technologies, CLLA) ¢ npeAKOI0HKOIA.

PaspaboTka ycnoBuii [eTEeKTUPOBaHUA KOMMOHEHTOB. BaHunWIMWHAaIbHas KucnoTa UMeeT [Ba
MakKCMMyMma MnornowleHns B Y®-amanasoHe usnyyeHns (231 HM v 247 HM) 1 nornowaet Bnaote 4o 300 HM.
MakcrMyMbl MOrNOLEHWS IBasKona NPUXoAATCS Ha AnMHbI BOMH 230 1 274 HM. OKCo3TaHoBas KucnoTa cnabo
MOrNOLWAET U3NyYeHWe C SAMHOW BOMHbI 6onblie 220 HWM. B cBA3M C 3TWM LenecoobpasHo MCNosb30BaHue

CMEKTPO(hOTOMETPMYECKOrO [ETeKTopa. TakK KaK Haubojiee 3HAuMMbIMW [ aHanvM3a KOMMOHEHTaMu



PEaKLMOHHON CMecu SBASIOTCA BaHWIUAMWHAIbHAA KUCNOTa W [BasKo/, [EeTeKTUPOBaHWE MNPOBOAWM
npy ABYX AnvHax BoSH 4§ =247 Hm, 2" = 274 Hw).

PaspaboTka ycnosuii xpomaTorpadmueckoro pasgeneHus. 'Baskon, BaHWIMIMWHAAIbHAA KUCMOTa, a
TaKkKe €€ M30oMepbl U GO/MBLUIMHCTBO NPUMECE ABAAIOTCA O/IM3KOPOLCTBEHHLIMW COEAVHEHVAMU, NO3TOMY
aHa/M3  LenecoobpasHo  MPOBOAMTbL  METOAOM  XXWAKOCTHOW  xpomatorpagum  (BOXKX). Haubonee
TPYLHOPa3AeMMbIMA KOMMOHEHTaMW PeakLMOHHOW CMeCcU ABASKOTCS, MO-BUAMMOMY, MO3ULMOHHBLIE U30MepbI
BaHWIW/IMUHAABbHOW KMCOTbl. B KauecTe HenoaBwdkHOM (hasbl 6bin BbIGpaH (heHUIreKCUn-CUNMKareb BBUAY
ero afcopbUMOHHON CMeUUMUYHOCTU MO OTHOLLEHWIO K MPOCTPAHCTBEHHLIM UM30MepaM  apoMaTUYECKMX
coeauHeHuid [1]. PasgeneHus MOASPHbIX KOMMOHEHTOB aHa/M3vMpyeMoil Npobbl BO3MOXHO AOCTWUYbL MpU
MCMO/b30BaHUM NMOABWKHOW (hasbl crnegytoulero coctaga: 20 MM docaTHbIn 6ydepHblii pacTBop (pH =2)
C Jo6aB/eHNEM aLeTOHUTPUNA B 06beMHOM COOTHOLWeHUN 95:5 (MNP A). [na yMeHbLUEHUA BPEMEHWN aHan3a
MyTeM CHWXEHWS YAepXWBaHWSA rBaskona W APYTUX CWIbHO YAEPXMBAEMbIX KOMMOHEHTOB Mpea/ioxeH
rPaAMEHTHBIA PeXXUM 3ntupoBaHus (Tabnmua 1). B kavecTBe BTOPOro KOMMOHEHTa MOABWKHONM (hasbl BblGpaH

aueTtoHutpun (Md B), 061a8atoLLMiA BbICOKOI 3/FOMPYHOLLERA CUONA.

Tabnmua 1
MocnefoBaTeNbHOC T rPaAMEHTHOIO 3MKOMPOBAHNS
Bpems, MuH. MoaswxHas dasa A, % MoaswxHas dasa B, %
0,0 100 0
2,0 100 0
10,0 10 90
13,0 10 90
131 100 0
17,0 100 0

B cooTBeTcTBUM C ypaBHEHVEM BaH-[eemTepa, BbibpaHa 06beMHas CKOPOCTb MOTOKa 1,5 MA/MUH., npu
KOTOpPOIn [OCTUraeTcsl MakCuMasbHasi Xpomartorpaduyeckas 3((eKTMBHOCTb. [nd AOCTWXKEHUS 6GoMbLuel
3((heKTMBHOCTU XPOMATOrpatiuyeckoro MuKa BaHWIWIMWHAAIBHOM KWCMOTbl  aHa/in3  MPOBOAUAWN  MPU
Temnepartype KoioHku 40 °C.

PesynbTaTbl. Ha mMofesibHbIX CMecsxX 6bl10 YCTAHOB/IEHO, YTO AaHHas Xpomarorpafuyeckas cuctema
NPYMEHNMa A/151 OMPEAENEeHNst He TOMbKO BaHWIUIMUHAILHON KWCMOTbI M FBasKo/oa, HO WM BaHWIMHA, YTO
Mo3BO/AET WCNOMbL30BaTh €& AN OLEHKW MOCNefylolmxX 3Tarnos CuHTe3a BaHWAWHA. KonMYecTBEHHble

napaMeTpbl XpOMaTOrpagMueckKoii CUCTEMbI NPeACTaB/IEHbI B TabMLE 2.

Tabnuua 2
OCHOBHbIE NapameTpbl XPOMaTOrpatuyecKoii CCTeMbI
Xpomarorpaguyeckas dakTop Xpomarorpaguyeckas
KOMMNOHEHT ,
appekTmBHOCTE, N yaepXuBaHUs, K CEeNEKTUBHOCTb, a
BaHununMuHaanbHas Kucniorta 7 500 1,75
BaHunuH 55 000 45 2,6
Basikon 70 000 5,0 11

[ns KonMyecTBeHHOro onpeaeneHnsa readakona u BaHVI]'IIAI'IMVIH,EI,&J'IbHOVI KUCNOTbI B peaKLI.VIOHHOVI cMecun
Hal\/‘I,CI,EHbI rpagynpoBoYHbIE 3aBMCMMOCTU KOHUEHTPauun AaHHbIX BEWECTB OT naowaan xpomaTorpanquCKoro

nvka B gnanasoHe ot 0,001 % po 0,26 %. Mpyn HEOOXOAMMOCTW aHanm3a cMeceli ¢ 60MblUei KOHLEHTpaLmel



KOMMOHEHTOB, ~ MPeAyCMOTPeHa  BO3MOXHOCTb  MPeABapuTeNbHOro  pasbaBneHns  Mpobbl.  OueHeHsbl
METPOMOTMYECKME  XapaKTEPUCTUKMA  METOAVKW.  JIMHEAHOCTb  06ecrneymBaeTCsi BO BCEM  [Mana3oHe
rpaflyvpoBOYHbIX 3aBUCMMOCTENR, MUHUMa/IbHOE 3Ha4eHVe = 0,9998. lNpeLn3noHHOCTL METOAMKN OLeHeHa
nyTem NocfiefoBaTeNlbHOr0 XpomaTtorpapupoBaHnst MOAE/NbHbIX PACTBOPOB, a TAKXe HEe3aBUCUMbIM aHa/IM30M
peanbHbIX MPO6 pPeakUMOHHOW CMeCU B TeueHue [ABYX [AHeil. OTHOCWUTENIbHOE PaCXOXAeHWe pesy/bTaToB
M3MEPEHU Ha BCEX YPOBHSX YKA3aHHOIO BbIle AMana3oHa KOHLUEHTpauuii He npesbiwaeT S,,ax.~h"°/o.
MeTognka 6bina anpobrpoBaHa Ha peasbHbIX PeakKLMOHHBIX CMECAX CMHTE3a BaHWIMAMUHLASIBHOW KWCOTI.
MwuHUMaNIbHOE pa3peLLeHre napbl XpoMaTorparMyeckmx NMKOB rBaskona v HeAeHTUMMLIMPOBAHHON MpUMECH
coctaenset Rs,,,,,=2,3. Takum 00pa3om, HW OAWH W3 KOMMOHEHTOB PEaKLUVMOHHOW CMecuM He MellaeT

onpeaeneHnio BaHUIMAMUHAANBHOWM KUCNOThI U rBasikona (puc. 1).

Vanillomandelic acid

Guaiacol

75

50

Z&VL
o]

Puc. 1 XpomaTorpammMa pacTBopa peakLMOHHOI Macchl

3ak/oyeHme. PaspaboTaHa MeToavKa onpeseneHns cocTasa NPOLYKTOB B3aMMOLENCTBIS OKCOITaHOBOW
KVCNOTbI C rBasikonioM MeTogoM BOXKX. MpennoxkeHHas XpomaTorpagmyeckas cuctema 06ecreyvBaeT pasgeneHne
rBasikona, BAHUIWIMUHAAIbHOW KUCMOTbI 1 BAHW/IMHA B COCTaBE PeakLyiOHHOM CMech. XpomaTorpajmyeckas
cMCTeMa TaKoKe CrieumduyHa AN BaHWIMHA Y MOXET UCMOMb30BATLCA /19 KOHTPOASA NOC/ELYOLLYX STaroB ero
cuHTe3a. MeTogyiKa No3BO/ISET NPOBOAWTL KONMYECTBEHHOE OMPeLe/ieHe rBasikona U BaHWIMIMAHAAIbHOM KUCNOTbI
B PEaKLMOHHO cmecy B ananasoHe ot 0,001 % go 0,26 % 6e3 pa3bas/ieHys npobb!.

ViccnegoBaHmne  BbINOMHEHO MNpu  (DMHAHCOBOM  moggepkke ®defepasbHOW  LENeBoin  MporpaMmbl
«MccnefoBaHMa 1M pa3paboTKM MO MPUOPUTETHLIM HAMpPaBleHWAM PasBUTMS  HayUYHO-TEXHOMIOMMYECKOrO
Kommnnekca Poccum Ha 2014-2020 rogbi» (Cornawenme Ne 14.575.21.0170, yHUKa/IbHBIA MAEHTU(MKATOP paboT
(npoekta) RFMEF157517X0170).
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