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CopOunoHHoe pasgeneHue (peHONbHbLIX KACSIOT B
ycnoBusix noH-napHon O BIXKX
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AHHOTaUuA

B pabore mokazaHo, UTO MeEpeXxod OT TPAmWUIHOHHON oOpameHHo-(pa3oBoit BOXX Ha
crannonapHoii ¢aze Kromasil-100 5C18 x non-napHomy BapuaHTy (C J0OaBKOW HETHITPUITHIAMMOHHUS
HHUTpATa) NO3BOJISIET OOPATUTh MOPSIIOK ATOUPOBaHKs (HEHOJIBHBIX KUCIOT (KO(eHHoit, napa-KyMapoBoii,
CHHANOBON U (hepynoBoii). PaccMOTpeHB 0COOEHHOCTH MOBEACHHUS XpOMAaTOrpaduvdeckoil CHCTEMBI B
MOH-TIAPHOM PEKHME.

Kniouegvie cnosa: BOXKX, ynepxuBanue, (peHONbHbIE KUCIOTHI, HOH-IIApHAsi XpoMaTorpadus

In the paper it has been shown that exploration of the ion-pair mode (by addition of
cetyltriethylammonim nitrate) of reversed-phase HPLC with Kromasil-100 5C18 stationary phase permits
to change to an opposite sequence of phenolic acids (caffeic, p-cumaric, ferulic and sinapic) elution. The
particularities of the ion-pair mode are discussed.

Key words: HPLC, retention, phenolic acids, ion-pair chromatography

BBepeHue

@DeHOIbHBIE KUCIOTHl KaK BTOPUYHBIE META0OIHMTHI HIUPOKO PACHpPOCTPAaHEHBI B
pactutensHoM Mmupe [1]. Pa3paboTka oOMIMPHOTO CHEKTpa aHATUTUYECKUX METO0B
ompefieNieHus] ATHUX COCIWHEHUN CBsA3aHAa HE TOJNBKO C HX pOJBI0O U MECTOM B
(eHUIIPOITaHOUTHOM TTyTH MeTaboJIM3Ma, HO U C TE€M, YTO OHH OTHOCSITCS K BEIIECTBAM,
OTIpECIISAIONIMM KaueCTBO MPOIYKTOB MUTAHUS U UX OpraHojenThuYeckue cBoicTaa [1, 2].
Kpome TOro, coBpeMeHHBIC HCCIEIOBaHMS TMOKA3bIBAIOT 3aMETHYIO POJb (EHOIBHBIX
KHCIIOT B IPO(HIIaKTHKE pa3IudHbIX 3a0oneBanuii [1 - 3].

K ¢eHOTbHBIX KUCIOTAaM OTHOCHTCS JIOBOJBHO OOJIbINAs TPYMIA MPOU3BOIHBIX
OCH30HHON ¥ KOPUYHOM KHCJOT, TIO3TOMY HamOojiee MPHUEMJIEMBIMH IS  HX
WH/IMBUTy AJIbHOTO oTnpeeeHus SIBIISTIOTCS xpomaTtorpaduueckue METO/BI:
BbicoKOdpdekTuBHas (BDXKX), Tonkocnoiinas (TCX) u razosas (I'X) xpomarorpadus. 13
HUX oOpameHHo-(pa3oBas BOXX c VY®-merexktupoBaHueM (ecid HE paccMaTpUBaTh
BOXX ¢ wmacc-CeleKTUBHBIM JETEKTUPOBAHUEM) SIBIISIETCS HaumOosiee OBICTPHIM |
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3G GeKTUBHBIM MeTOIOM. B muTeparype NpeUIoKeHbl KaK HM30KPAaTUYECKHE, TaK W
TPaJUCHTHBIE METOMBI AIIOMPOBAHUS C HMCIIOJB30BAHHEM METAHOJA WM alleTOHUTPUIA B
KaueCcTBe KOMIIOHCHTOB BOJHO-OpPTaHMYECKHX MOABMXHBIX ¢a3 [1, 2]. Bo Bcex cmydasx
OpU 3TOM HCIOJB3YIOTCS TOAKHCICHHBIE TMOJIBMXKHBIE (a3bl - JUIsL  OCIAOICHHS
B3aUMOJICHCTBUS  THAPOKCWIIBHBIX Tpynn  (EHOJBHBIX KHCIOT C  OCTaTOYHBIMH
CHJIAHOJIBHBIMHM TpyINIaMu 0OpalmieHHO-(Pa30Boro copOeHTa U «pHUKCAUW» CTENeHH
JMICCOIIMAIINY Pa3JIeNIieMbIX KOMIIOHEHTOB. [Ipy 3TOM IMOJIHOE MOJIaBJICHUE JAUCCOIUAIIH
KHUCIIOT BO3MOXKHO TOJIBKO B JOCTATOYHO KHCIBIX TOJBMXKHBIX (Pasax, mpu KOTOPBIX
CTallMOHAPHBIC OKTAJCIMICHIAHOBBIC (Da3bl HE OTIUYAIOTCS BBICOKOW cTaOMIBHOCTBIO. C
JPyTOil CTOPOHBI, MOH-TIapHasi oOpamieHHo-(azoBas BOXKX mmpoko UCHoNb3yeTcs IUist
pasfeneHus W ONpEACTICHHs BEHIECTB, HAXOMAIIMXCS B TOJBWXKHOW (aze B
WOHU3UPOBAaHHOW (opMe, HO WCCICIOBAHUIO TOBEACHUS apOMATHYECKUX KapOOHOBBIX
KHCJIOT B TAKMX YCJIOBHSX TOCBSIICHO JIMIITL HECKONbKO myOnukanuii [4]. [TosTomy 3amaua
HACTOSIIEH pabOThl — WCCICIOBAHME pAa3/ICiCHUS HEKOTOPhIX (DEHOJBHBIX KHCIOT B
YCIIOBUSX HOH-TIAPHOW 0OparieHHo-(pa3zoBoit BOXX.

MaTepMaﬂbl n metToabl uccnenoBaHuA

B pabote ncnonp3oBaHa xpomartorpaduieckas CUCTEMa, COCTaBICHHAss M3 HAacOca
Beckman 110B, kpana pno3atopa Rheodyne 7200 c mnerneit o6vemom 20 MKIL
Xpomarorpadpuueckass komoHka: 4.6x150 wmm, Kromasil-100 5CI18. Jlerektop —
crekTpodoToMeTpuUecKuil ¢ Bappupyemoil 1imHoi BosHbl (netektop Nicolet LC/9563).
Jns peructpanuu 1 00paboTku Xxpomarorpamm ucnosbszosanu [T MynetuXpowm 1.5. Jlns
HNPUTOTOBJICHUS TOABWXHBIX (a3 Hcrosb30Banu pactBoputenu: aneronutpun (HPLC-
gradient grade, Panreac, Espana). B pabore wucnonan3oBaHbl (H)EHOJIBHBIC KHCIOTHI
npousBojcTBa Alfa Aesar, Lancaster, uneTwiTpusTHIAaMMOHHUS OpoMua ObT HamH
CHUHTE3MPOBAH M OYMIIIEH MEPEKPHUCTAIITH3AINCH.

PesynbTaThl uccrieqoBaHus U o6CyXaeHue

B ycnoBusx TpagummoHHONM oOpameHHo-(a3oBoii BOXKX B amoeHTax CUCTEMBI
«BOJa — aneToHUTpun (comepkammx oT 15 mo 25 06.% CH3;CN) ¢ mobaskoit 2 06.%
YKCYCHOW KHCJIOTBI» MOPSIOK DITFOMPOBAHUS HEKOTOPHIX MPOU3BOIHBIX MPAHC-KOPUIHON
KHCIIOTHI (cxema 1) mocTostHeH:
tr(koetinas k-ta) < tr(napa-kymapoast K-Ta) < tr(CHHaNoBas K-Ta) <
tr(depyroBas k-1a).

HO 0o 0 CH;0 0 CH;0 0
HO@J/ OH HOO—// OH HO‘@J/ OH HOMOH
CH;0
KohenHas rapa-KyMapoBasi epynosas cuHanoBast

KNCNOTbI
BocnonszyemMcss MeTonoM aHaiM3a OTHOCUTEIBHOTO ylAepKUBaHuA [S5] s
MOCTPOCHHUS KapThl pa3[elieHus JaHHBIX KUCJIOT - B KOOpAMHATax «jorapudm daxrtopa
YACPKUBAHUS [-OW KHUCIIOTHl OTHOCUTENBHO Jorapudma dakropa yAepKUBAHUS napa-
KyMapoBOU KUCIOTbI», puc.l. JInHKUS TpeHaa AJisi CHHAMOBOM KUCIOTHI IEPECEKAET JIUHUIO
TpeHaa s GepysaoBoil KUCIOTH B Oojee cadbIxX 3I0eHTax (CrpaBa) U napa-KyMapoBOM
KHCIIOTHI (ITyHKTHpPHAs JIMHUSI Ha PHCYHKE) - B 0OJiee CHIBHBIX JJIIOCHTax (cieBa), T.e.
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HOPSJOK ITIOUPOBAHUS MOXKET OBITh M3MEHEH — JHOO IpH CMEHE COCTaBa ITOJBM)KHOU
¢a3el, 1100 MpH mepexojie K cTalMoHapHbIM (hazaM qpyrux npousoautenei. Ho B memom
HOPSJIOK SITIONPOBAHUS MOXKET OBITh amNpOKCUMHUPOBAH MOPSAKOM yBenumdeHus logP —
(mecsituyHoro) sorapudgma Kod(h(UIMEHTa paclpenieieHuss BEleCTB B  CHUCTEME
HECMENIMBAIOIIMXCS PACTBOPUTEIEH: OKTaHON-1 — BOAa, IIMPOKO MCHOJIb3yEMbId B
HanpaBieHun «KonuyecTBeHHast B3aUMOCBS3b MEXIy CBOWCTBOM — CTPOCHHEM BEILECTB,
QPSR, [6]. Tlpu sTtom camu (mpeamoSIOKHUTENbHBIE) TapaMmeTpbl logP omnpenemnstor,
UCTIONB3Ysl oOpaiieHHO-(pa3oByr0 BOXKX 1o HECKOIBKUM pPa3TUYHBIM MOAXOJAM WIIH C
UCTIONB30BAaHUEM  IIEJIOTO  psifia  CIEHHUAIM3UPOBAHHBIX  NPOTPAMMHBIX — IaKETOB,
HO3BOJIIOIIMX MPEACcKa3aTh 3TOT napamerp (obo3Hauaemblit kak CLogP) [7]:

[TapameTtpsl logP 1 CLogP HekoTOphIX (eHOJIBHBIX KUCIOT™

Ne Kucnotst: KyMapoBast KoeitHas depynoas CHHAIOoBast
1 logP(exp) 1.46 1.15 1.51 -
2 ALOGPs 1.74 1.67 1.58 1.63

* JlaHHBIE TTOTY4YEHBI HHTEPAKTUBHO Ha caiiTe www.vcclab.org/lab/alogps/

OTMCTI/IM, YTO XapaKTEp OTHOCUTCIIBHOTO YACPIKUBAHUA paCCMAaTPUBACMBIX KUCIIOT
MOYTH HE M3MEHIETCS MPH TMepexoae K Ipyroi Xxpomartorpaduueckoil cUCTeMe — Ha
ocHOBe crannoHapHoi ¢as3el [uachep-100-C18 mpu Oosiee BBICOKOM COJEpIKAHUU
YKCYCHO# KHCJIOTBI, T.€. B YCIOBUSAX TPAAUIIHOHHOM 00parieHHo-(a30Boi XxpomMarorpaduu
BO3MOXHOCTHU U3MCHCHUSA CCIICKTUBHOCTH PAa3ACJICHNA KMCJIIOT BECbMa OIrpaHUYCHBIL.

o o 0,5 1

lgk(Cum)

Puc.1. Y aepxuBanue kodeitHOH, epyIoBOil B CHHATIOBOW KUCIOT OTHOCHUTEIHLHO
napa-KymapoBou
Jlunuu tpenaa asi: 1 —kodeitnoid, 2 — depysioBoil U 3 — CHHAIOBOW KUCIOT. DKCIIEPUMEHTAIIbHbIC JTaHHBIE!
KPYXXKH — 1u1s1 cuctembl anetoHutpui — 2% CH;COOH - Boaa u xpomatorpadudeckast kosionka 150x4.6 mm
Kromasil 100-5C18; TtpeyronpHuku - s cucrembl aneronutpuin — 5% CH;COOH - Boma wu
xpomatorpagpuueckas kosonka 150%4.6 mm [uachep-110-C18, 5 Mxm.

B 10 xe Bpems, ecnu ymensineHue pH moaBmxHON (a3bl, KaKk 0TMEYAIOCh BBIIIIE,
CBSI3aHO C PHCKOM OBICTPOTO pa3pylleHus cOpOeHTa, TO CO3AaHUE MOIBIKHBIX (a3 co
cpenamu, ONM3KUMH K HEHTPAIbHOM, CO37aeT YCIOBHS, PH KOTOPHIX CTENCHh MOHU3AINH
Kuciot Oyner 3HaunTenbHOM (pK kucnot HaxoxuTes B nmpenenax 4.5 + 5.0). B atom cinydae
MOYKHO BOCIIOJIb30BaThCSI HOH-TIAPHBIMU J00aBKaMH Ui W3MEHEHHS yJEPKUBAHHS
cop06aroB.

W neiicTBUTENBHO, IEPEXo K MOH-TIAPHOMY BapHAHTY XpOMaTorpadpuu IMO3BOJINIT
W3MEHUTbH MOPSIIOK IMIOUPOBAHUS (PEHOTBHBIX KHCIOT Ha 00OpaTHBIH, puc.2.
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1000

] 10 Mug'
Puc.2. Y nepxxuBanue xoelHOU, napa-KymapoBoi u (hepyIoBOi U CHHATIOBOM

KHCJIOT B YCIOBUSAX MOH-TIApHOH oOpateHo-¢azoBoit BOXX
Kucnoter: 1 — cunamoBasi, 2 — depysosas, 3 — napa-kymapoBas u 4 — kodeliHas. Xpomarorpadudeckas
Komonka 150x4.6 mm Kromasil 100-5C18, mompmxknas ¢asa: 5,24:10° M 1o HeTHITPHITHIAMMOHHMIO
uurpary, 31.4% CH3CN u 2 % ¢ocdarnoro 6ydepa (pH=5.5). [IyHkTHpOM — paz/eseHue TexX ke KUCIIOT B
MOJIBMYKHOM (ha3e CUCTEMBI alleTOHUTPHII — YKCYCHAs KMCIIOTa — BOZa (M3MEHEHHAasl BpeMEHHas 11IKaa)

[Ipu 5TOM MUKKU CUHATIOBOM, (DepyIOBOM M napa-KyMapoBOW KHUCIOT MO-TIPEKHEMY
OCTaBAJIMCh CUMMETPUYHBIMHU, U JIMIIb MUK KO(PEHHOM KHUCIOTHI ObLT 3aMeTHO Oojee
yimupeHHbIM. Cie10BaTeNbHO, BRIOMpasi TUIl U KOHLEHTPALMI0 HOH-TapHOM 100aBku, pH
MOJIBIKHOM (ha3bl (UTO OMPEIEIUT JIOJII0 KUCIOT, MPUCYTCTBYIOMIMX B TOJIBIKHON (aze B
MOHU3UPOBAHHON (GopMe) W KOJMYECTBO OPraHUYECKOTO MoaudukaTtopa, MOXKHO
HANPaBIEHHO U3MEHHUTH BpEMEHA YACPKUBAHUS (EHOIBHBIX KUCIIOT.

VY oO6pamieno-($a30Boro BapuaHTa UMEETCS €IIe OJHa OCOOCHHOCTh — MEIJICHHBIN
BBIXOJI XpoMaTorpapuueckoil CHCTeMbI Ha CTaIlMOHAPHBIN PEeKUM, pUC.3

mV
g — k
& 56 MmH
]DDI] o rsrssssa e Rt s s s s s s R RRREN R 3 Fraaat’ SErannegnt” """"l:iliuj-[unuﬂn
— h_J«. - = 1% MuH
X 19 mmEE

IS ¥ AN 4MEH

0 MuEH
0 T T T T T T T T T r T T T T '

5 10 MHH

Puc.3. I3meHenue yaepxuBaHus (PeHOIBHBIX KHCIOT IpU pa3paboTke

XpoMaTorpauueckoi CUCTEMbI BO BpEMEHHU
Konorka 150x4.6 Kromasil 100-5C18; noasmxkHas ¢aza 1.7-10° TpuATHILETHIAMMOHHIS HUTPATA B BOAHOM
pactBope, coaepskanieM 20 06.% CH;CN u 10 06.% 1M docdartroro 0ydepa ¢ pH=5.47.

Takoil MeIJIEHHBII BBIXOJ XpoMaTrorpauyeckol CHUCTEMBI B PEXKUM MOXKHO
paccMaTpuBaThb ~ KaK  CBUJETENIBCTBO  MpeoOnagaHus  HMOHOOOMEHHOro (WM
HECTEXHOMETpuUeckoro [8]) MexaHM3Ma HaJ HWOH-NIAPHBIM (CTEXHMOMETPUYECKUM),
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MOCKOJIbKY MEJJICHHBIE TIPOIecChl 00pa3oBaHus / pa3pyiieHus / copomuu / necopOuun
WMOHHBIX TIap JOJDKHBI CKa3aThCs TOJIBKO B YIIMPEHUW MHUKOB. K coxajeHWio, HaM He
yAQJIOCh OOHAPYKHUTh PabOT MO MCCIEAOBAHHUIO TIOBEACHHUS aHAIIOTMYHOTO HAOOpa KUCIOT
B YCJOBHUSAX aHHOHOOOMeHHOW Xxpomatorpaduu. Opnako B pabore [9] mnpuBomsTCA
9KCHEPUMEHTAIbHBIC JaHHbIE O TOM, YTO J00aBJICHHE TUAPOKCHIBHOW TpPYNIbl B
MOJIOKEeHHE 4 apOMAaTUYECKOTO KOJIbIla apOMATHYECKHX KapOOHOBBIX KUCIOT MPHUBOIUT K
pOCTY BpEMEH YACPKWBAaHHH, a TPU JIOTIOJHUTEIHFHOM BBEICHUM METOKCH-TPYIIBI B
nonoxkeHne 3 Habmromaercs emie Ooibliee yMeHbIIeHUE yaepkuBanus. OcnabieHue
COpOLIMYU MTPOIOIDKACTCS TIPH BBEACHUU €IIe OJHOH METOKCHU-TPYIIIBI B TIOJOXKEHHUE 5, UTO
TIOJTHOCTBEO COTJIACYETCSl C TOJIyYCHHBIMH B HACTOAIICH paboTe pe3ysibTaTaMH H C
MIPEANOI0KEHUEM 00 HOHOOOMEHHOM XapaKTepe COpOIuu.
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OnpegeneHne napamMmeTpoB yaepXXuBaHusa ¢prnaBoHOUA OB
METOA4O0M TOHKOCJIOMHON XpomaTtorpadumn

benanosa H.A., Kapnos C.H., CenemeneB B.®., Yenenena E.O.

TOY BIIO «Bopouesicckutl eocydapcmeenuwill yuusepcumemy, Boponeoic

[Mocrymmna B pegakmmro 30.04.2010 .

AHHOTaUuA

Omnpenenensl HanboJee ONTUMATBHBIE CUCTEMBI XpoMaTorpadupoBanus As GraBoHOUIOB ((+)-
KaTeXnHa, KBEpLETHHAa, pyTHHA, HapuHruHa). Iloka3aHo BIMAHME WOJSIPHOCTH PACTBOpPUTENS Ha

pazaencuue ¢uiaBoHou0B Mmerogom TCX.

KioueBble ciioBa: TOHKOCHOWHas Xpomarorpadus, (IaBOHOWIBI, (+)-KaTeXHH, KBEpPLETHH,

PYTHH, HAPUHTUH

Optimal elution systems are determined for chromatographic separations of flavonoids ((+)-
catechin, quercetin, rutin, naringin). It has been shown the influence of solvent polarity on the separation

of flavonoids by TLC.

Keywords: TLS method, flavonoide, (+)-catechin, quercetin, rutin, naringin

BBepeHue

B mHacrosmee Bpemsi (IaBOHOMIBI MOJB3YIOTCS HEMPEPHIBHO BO3PACTAIOIIUM
BHUMaHHEM HccleoBaTeneid. DTo 00yCIOBIEHO B 3HAUYUTEIBHON CTENEHHU UX LIEHHOCTBIO

JJI1  MEIHUIIMHBI
npenaparos [1].

KaKk HCTOYHHUKOB

MPOTUBOBOCHAINTCIIbHBIX,

MMPOTHUBOOITYXOJICBBIX

B nacrosmiee BpeMs s onpeneneHus (praBOHOUIOB MPUMEHSIOT TaKUe METOJbI,

KaKk  CIEeKTpodoTOMETpHsSI,

BBICOKOA((DEKTUBHAS

XKUIKOCTHAsE  Xpomartorpadusi,

TUTPUMETPUUCCKUI METOJ OIpeNeNIeHus, KalWUIIPHBIA 31eKTpodopes, TOHKOCIOHHAS
xpomarorpadus [1-3]. Hambomee sKcmpecCHBIM W3 HUX SBIsSETCS Xpomatorpadus B

TOHKOM CJIO€ COpOEHTA.

OKCNnepumMeHT

Llenp  paboTHI:
TOHKOCJIOMHON XpoMaTtorpadum.

BBIOOp  ycCIOBUit

OIIpCACIICHUA Q)HaBOHOI/I,Z[OB MCTOAOM
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