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C mcmonp3oBaHWEM MeTOfa BBICOKOA(MEKTHBHOM JKUMTKOCTHOM XPOMATO-MACC-CIEKTPOMETPHH
(BAMX-MC) paspaboraH HOIXOA K OIPEIEIeHUI0 TPUTEPIIEHOBBIX ITIMKO3UIO0B B HKCTPAKTAX
JKEeHBbIIIeHsd. HOBI)IH.IBHI/IE CEJIEKTUBHOCTH IIO0 CPAaBHEHHUIO C HCIIOJIb3YEMBIMHU JIA CTaHAApPTHU3a-
WY SKCTPAKTOB U3 PACTHUTEIHHOTO ChIphsi BOX-Y® merommkamu 103BOIMIO OXHOBPEMEHHO
WIEHTHQUIUPOBATE U OIPEAETIATh 23 OCHOBHBIX M MUHOPHBIX THHCEHO3UAA. 7151 9TOro moMumMo
IIPUMEHEHUA BBICOKOCEJIEKTUBHOI'O MC JAETEKTUPOBAHUA MOHOB aJIIYKTOB MOJIEKYJI THHCEHO3U-
JIOB C HATPHEM U (PParMEeHTHBIX HOHOB CAITOTEHUHA, OBLIN CIIEIUAIBHO TT0I00PAHbI YCIAOBHUS IS
XpoMaTorpad)uIecKoro paseIeHus Ha COPOEHTe ¢ IPUBUTHIMY IEHTAMTOP(EHUIBHBIMY TPYII-
mavu. OTIeNbHO MCCIeOBAIM BIIMSHIE TEMIIEPATYPhl U COCTABA MOIBUKHOM (DA3bl HA CEJIEK-
THBHOCTD PasJielIeHus OIIpeiesIfeMbIX INIHK03un0B. [l HekoTopbix nap coequuenuit (F4 u Rg6,
Rk3 u Rh4) moburbes moIHOTO XpoMaTorpa@decKoro pasieieHus IUKOB He YAlI0Ch, OHAKO
HX OIIpe/e/IeHue IIPH COBMECTHOM IIPHCYTCTBUU BO3MOIKHO 0JIArofapsi PerucTpaluy pasindaro-
IIUXCS TI0 OTHOLIEHUIO /1/Z CUTHAIOB. JIJIs1 Bcex OIpeiensieMbIX COeMHEHNH ObLIH YCTAHOBIEHbI
JMaTa30HbI TUHEHHOCTH U YPABHEHUsS TPALyHPOBOYHBIX 3aBHCUMOCTEH, a TaKKe OIpPEeIeIeHbl
METPOJIOTHYECKHE XAPAKTEPUCTHKH, TAKUE KAK IPEeNeil O0HAPYIKEHHUS U BOCIIPOM3BOAUMOCTb.
Paspa6orauublii moaxo 66LT OIMPOOOBAH IIPH CTAHIAPTU3AINN Ped)epPeHTHBIX SKCTPAKTOB KOp-
Heii asuarcroro (P ginseng) m amepuranckoro (P quinquefolius) :xenbpiiens. J[Jis HEKOTOPHIX
TMHCEHO3W/IOB 3asBJIEHHbIE IIPOU3BOLUTENIEM CONEPKAHUS HE COOTBETCTBOBAIM EHCTBUTEIb-
HBIM, JIJISI OCTAJIbHBIX ONPEIEIeHHbIE KOHIIEHTPAIIMH OKA3AJINCh OIU3KH K 3adBIeHHbIM. Kpome
TOTO, YAAJIOCh PACIIMPUTDL KPYT KOHTPOJIHUPYEMbIX THHCEHO3HU/IOB, YTO BAYKHO IIPA METUITTHCKOM
NPUMEHEHUH TAKUX DKCTPAKTOB.
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HUJIbHBIE 3AMECTUTEIH.
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An approach to detection of triterpene glycosides in ginseng extracts is developed using high performance
liquid chromatography/mass spectrometry (HPLC-MS). Enhanced selectivity compared to commonly
used HPLC-UV techniques provides simultaneous registration of chromatographic peaks and determina-
tion of 23 major and minor ginsenosides. For this purpose, in addition to the use of highly selective MS de-
tection of adduct ions of sodium ginsenoside molecules and fragmentary sapogenin ions, special conditions
of chromatographic separation on a sorbent modified with pentafluorophenyl (PFP) groups were speci-
fied. The effect of column temperature and mobile phase composition on the separation selectivity of
glycosides was also studied. Though we failed to achieve complete chromatographic separation of the
peaks for several compounds (F4 and Rg6, Rk3 and Rh4), their determination appeared possible in case of

1 Pa6ora mogmepsxana Poccuiickum doumom dyanamenranbabix uccaenosanuii (PODPU) (Ne rpamra: mon_a_ax 16-33-60007).
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their joint attendance due to registration of the signals that differ in the value of m/z ratio. For all studied
compounds, the linearity ranges and calibration equations along with the metrological characteristics
such as the detection limit and reproducibility were determined. The developed approach was tested in
standardization of the reference extracts of Asian (P ginseng) and American (P quinquefolius) ginseng
roots. For some ginsenosides, the content declared by the manufacture did not match the actual content,
but for others the concentrations were close to the declared values. Moreover, we managed to expand the
range of ginsenosides under control which is rather important for their use in medicine.

Keywords: high performance liquid chromatography; mass spectrometry; quality control; plant extracts;
ginsenosides; selectivity; pentafluorophenyl substituents.

KouTtposb kauecTBa MpOAyKTOB MHUTAHWUSI, OHOIOTH-
vecku akTuBHBIX n00aBok (BAJl) u cpemcte Tpamu-
[IMOHHOM MEAMIIUHBI HA OCHOBE PACTEHUH SIBJISETCS
aKTyaJbHOU 3amadell COBPeMEHHOTO 3/paBOOXpaHe-
HUs, TOCKOJBKY TaKWe Ipernaparsbl, B OTJIHYKE OT
JIEKAPCTB, He MPOXOMIAT BCE CTAMUU IIPOBEPKU COOT-
BETCTBUS COCTABA U OINPEIENICHUS OIMACHBIX IIPUMe-
ceit [1]. OcHoBHBIMU TIpOGIEMAMHU TIPH MPOBEIEHUN
aHaIu3a s YCTAHOBJIEHUS COCTABA PACTUTENHHBIX
MperapaToB ABJISIOTCA IPUCYTCTBUE GOIBIITOTO YKC-
Jla KOMIIOHEHTOB WM JaKe TPYIIl KOMIIOHEHTOB,
CXOKHX TI0 CTPYKTYpe, OOJIBIIIUHCTBO W3 KOTOPBIX
obazaer pU3NOIOTHIECKON aKTUBHOCTHIO, & TAKKe
OTCYTCTBHE KOMMEPUYECKH JOCTYMHBIX CTAHAAPTHBIX
06pasIoB, KOTOPBLIE MOTYT OBITH MCIIOIb30BAHBI JIJIS
JIOCTOBEPHOM UIeHTU(MUKAIIUY U OIPEIeIeHUI ITUX
KommoueHToB [2]. Mcrounukom mH(pOpPMALWU O Ka-
YECTBEHHOM M KOJHYECTBEHHOM COCTaBe JIEKapCT-
BEHHBIX PACTEHHWH MOTYT CIIy:KHTBH JIaHHBIE 006 wC-
cleoBaHUM Pe(PePEeHTHOr0 PACTUTEIHLHOTO MaTe-
puasia, TOJyYeHHOTO U3 MMPOBEPEHHOTO PACTUTENb-
HOTO CBIPbS WJIM MMEIOIIEr0 Baydep, IMOTBEPIKIAI0-
MUY TOAJWHHOCTD W NPHUHAJIEKHOCTh K OmIpeje-
JIEHHOMY BHJy C YKA3aHHeM BO3pacTa PacTeHus U
reorpadpuuecKoro peraoHa ero c6opa, IoCKOJIbKY CO-
CTaB W COMEp:KaHWe (PU3WOJIOTHUYECKH AKTUBHBIX
KOMIIOHEHTOB MOTYT OBITH pasiIudHbIME. TaKue oco-
OEHHOCTH ClIe[lyeT YUUTBIBATH IIPU paspaboTKe KPH-
TepueB BbIgBiIeHua anbcuduraros. Ha cerommsii-
HUM eHb 151 TOTBEPKIEHUA IOATUHHOCTH PACTH-
TEIBHOTO MPOAYKTA OIPEAesIaioT OCHOBHBIE M3BECT-
Hble KOMIIOHEHTHI — GHOMapkepbl. B mpogaxy mo-
CTymaioT pedepeHTHbIe PACTUTEIbHbIE MATEPUAIBI
u pedepeHTHbIe 06pPa3Ibl YKCTPAKTOB PACTEHHH C
yKazaHueM crocoba U3BIEUEHHUsS U COMEP:KAHUS B
HuUX 6moMmapkepoB. Takue 00pasubl JOCTYNIHBI IS
CaMbIX M3BECTHBIX JIEKapPCTBEHHBIX paCTeHHﬁ, B 4a-
CTHOCTH, JUUIA JK€HbBIIEHS.

HKenwimens (poxg Panax) B Hacrosdiee BpeMs
MPUMEHSIOT KaK GMOJIOTHYECKH aKTUBHYIO JT06ABKY,
amanToreH ¥ OOIIEYKPEIUIIoIee CPefiCTBO, MTOBBI-
IIaoIee COMPOTUBIAEMOCTh OPraHu3Ma K (pusmde-
CKOMY, XUMHUYECKOMY ¥ OHOJOTHYECKOMY CTpeccy
[2, 3]. Haubosee yacTto Takue Ipernaparbl H3roTaB-
auBaloT Ha ocHoBe Panax ginseng (B Kopee u
Aszun), Panax quinquefolius (8 CIIIA), Panax noto-
ginseng (B Kurae u Anonun). Haubosnee nsyden xo-

peficKkuil ;KeHbIlIeHb, KOTOPBIM UCIOIb30BAIN B Me-
nunuHe crpaH Asun Ha nporskenuu 5000 mer [1].
BuomapkepaMu sKeHbIIEHS SABISIOTCA THHCEHO3U-
IIbI — BeIIeCTBa, OTHOCAIIECH K KJIacCy TpUTepIie-
HOBBIX CATIOHMHOB, MOJIEKYJIBI KOTOPBIX COCTOST W3
OCHOBaHWs (CAIOTeHWHA) U YIVIEBOIHBIX OOKOBBIX
neneti [4]. Haubosee pacupocTpaHeHHBIME SBJIAIOT-
Cs1 THHCEHO3WABLI C CANOTeHHHAMH IIPOTOMAHAKCA-
tpuonbHoro (IIIIT) u nporomanakcaguoIBHOTO
(IIITT) Tunos. Tax, B pa6ore [5] 66110 permieHo wuc-
noib3oBarh Tpu ruHCceHosmma IIII/[-truma (Rbl,
Rb2, Rd) u ogun ruucenosun IIIIT-tuna (Rf) B ka-
yecTBe GHOMApKEPOB IS OIpPEeIeHUs MPUCYTCT-
Bus P ginseng B coctaBe BAJl. Bri6op sToT, BepodT-
HO, OBLT MPOJUKTOBAH XOPOIIMM Pa3IeIeHNeM DTUX
THHCEHO3U/IOB HA XPOMATOTPa(UIECKHX KOJOHKAX,
3aI0JHEHHBIX OKTAEeIWICHINKAreieM, B OTINYHe,
Hampumep, ot ruaceno3unoB Re u Rb3 [6]. Oguako
Goslee CyIECTBEHHBIM ABJAETCA TO, YTO IIPHUCYTCT-
Bue runcenosuna Rf B P ginseng, HOTOrHHCEHO3HIA
R1 B P notoginseng u OTHOCAIIETOCA K OKTUJIJIONb-
vomy (OT) tumy ncesmoruncenosuna F11 8 P quin-
quefolius siBIAeTCA XapaKTEePHUCTHUYECKHUM U II03BO-
JIAeT pa3aIndaTh 9TH BUABI jKeHbineHs [7 — 9]. Oxna-
ko (apmaxrorieeir CIIIA [10] pexomenmoBamo wuc-
TIOTb30BAHUE CYMMAPHOTO COJEP:KAHUA IIECTH THH-
cemosumoB — Rb1l, Rb2, Re, Re, Rgl u Rd musa
KOHTPOJIA KauecTBa KOpPHEH KeHbIneHd. Takum 006-
pasoM, COBpEMEHHbIE MEeTOAbl AHANW3a IOJKHBI
obecrieunBaTh yIOBIETBOPHUTEIBHOE XpOMATOTpa-
¢uueckoe pasaeneHrie ¥ BO3MOMKHOCTb OJJHOBPEMEH-
HOTO OTIpeJIeIeHusA KaK MOYKHO OOJIBIIIETO YHCIa THH-
CEeHO3UI0B-0MOMAPKEPOB, OTHOCAIINXCA K PasHbIM
rpymnmaM o THILY CATIOTeHWHA.

Paznenenne ruHCEHO3UIOB KEHBIIEHA IIPOBO-
IAT Ha copbeHTax ¢ mpuBHThIMH rpynmamu C18,; a
IUIs PETHCTPAIMY CHUTHAJIA MPUMEHAIT ¥ P-nerex-
tupoBanue [11, 12], mcnapureabHOe NETEKTHPOBA-
Hue no ceeropaccesnuo (MJCP) [13, 14] u macc-
CIIEKTPOMETPHUYECKoe  jaeTekTupoBanue  [6, 15].
W3-3a HeceneKTUBHOTO TIOTJIOLIEHHUS CATIOHUHOB
JKeHbIlleHsaA B muamnas’oHe 1iauH BoaH 190 — 220 M
npuMeHenvie ¥ D-meTeKTHPOBAHUA OOBIYHO IIPH-
BOAWUT K 3aBBHIIIEHHBIM 3HAYEHUIM KOHIIEHTPAI[UH
THHCEHO3HU/IOB, 0COOEHHO B ClIy4yae IIEePEeKPLIBAHUI
XpoMaTorpad)uIecKux MUKOB OCHOBHBIX OIIPEIeJs-
e€MbIX ¥ MHUHOPHBIX WJIH IIPUMECHBIX KOMIIOHEHTOB.
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B Tex cnyuasx, korga Heo6X0JUMBI BBICOKAS AOCTO-
BEPHOCTH U CEJIEKTHUBHOCTH OIIpeeIeHus GroMapke-
POB, HEOOXOMWMO WCIIOIb30BATH 0OO0Jiee CIOKHBIE
romOuuupoBanubie BOKX-MC meronsr. Takum 06-
pasoM, IeThI0 HACTOAINETO0 WCCIEJOBAHUA cCTayia
paspaboTKa  yCOBEPIIEHCTBOBAHHOTO  crocoba
BOKX-MC ompefenenus THHCEHO3UIOB U €T0 IIPH-
MEeHEHHe I CTAHJAPTU3AINN CYyL[eCTBYIOIINX pe-
(hepeHTHBIX 06PA3IOB IKCTPAKTOB KEHBIIIEHS.

Obopydosanue u peazewmst. B pabore ucronb-
30BaJIH CIEAYIOIINe PeAKTUBEI: IICEBIOTUHCEHO3HU b
F11 u RT5, ruacenosunsr Rbl, Rb2, Rb3, Re, Rd,
Rgl, Rf, Re, Rg2, Rg3, Rh1, Rh2, R1 u C-K (>98 %,
Phytolab GmbH, I"'epmanus); ruacenosunsr F1, F2,
Rg6, Rh4, Rk3, F4, Rk1, Rg5 u Ro (>98 %, Chro-
maDex Int., CIIIA); ameronuTpus u MeTaHoJ (IJis
rpagueHTHOM xpomarorpaduu Panreac, Mcnanus),
YKCYCHYI0 U MypaBbHHYI0 KHCIOTHI (Sigma-Aldrich,
CIITA). JlenoHU3MPOBAHHYIO BOLY HOJIYIATH U3 UC-
THUTHPOBAHHOM ¢ moMmoIbilo ycranopku Milli-Q
(Millipore, CIIIA).

Ananus npoBoguIu ¢ ucHoiab3oBannem BIKX-
MC/MC cucrembl, CcOCTOAIIEH W3 TaHAEMHOTO
macc-cekrpomerpa QTrap 3200 (AB Sciex, Kana-
71a), OCHAIIEHHOTO HCTOYHHKOM BJIEKTPOPACIIBLIN-

TeapHor wmommsaimu (MOP), m cucrembr BIKX
ULTIMATE 3000 (Thermo Scientific, CIIIA). IIpu
ompefielieHu TUHCEHO3U0B HCITOIH30BATIN KOJOH-
KH C obparenHo-pa3oBeiM copberTom Hypersil
Gold PFP (150 x 2,1 mm; 3,0 meMm) u Acclaim RSLC
120 C18 (150 x 3,0 mm; 3,0 MEM) IIPOM3BOICTBA
Thermo Scientific (CIIA). 9xcnepuMeHTaTbHBIE
JAHHBbIE PETHCTPUPOBAIN U 00pabaThIBATIH C TIOMO-
IO TIEPCOHATBHOTO KOMIIBIOTEPA M IPOTPAMMHBIX
makeToB «Analyst» (AB Sciex, Kanana).

Ilpuzomosaenue cmandapmusvlx pacmeopos u
nocmpoenue  2padyuposowHbIX  3a8UcCUMOCMel.
Tounble HaBeCKM T'MHCEHO3HAOB Maccoi 1 Mmr pac-
TBOpsAnu B 1 M MeraHona. IlomydenHubie pacTBOphI
WCIIOTB30BAIN JJI1 IIPUTOTOBJIEHUS CTOKOBOTO pac-
TBOpA C KOHIIEHTPAIUAMU THHCEHO3UIOB HA YPOBHE
40 Mrr/mit, KoTopshIi xpauunu npu —17 °C B TeueHune
He 6osiee 10 cytok. [TomyueHHbIi CTOKOBBIN PacTBOP
WCIIOTB30BAMIM JIJI1 NPUTOTOBJIEHUA CEPUHU Tpanry-
MPOBOYHBIX PACTBOPOB ¢ KoHIleHTparmamu: 20, 10,
5, 2,5, 1,25, 0,625, 0,313, 0,156, 0,078, 0,039 mEr/Mi
B 50 %-HOM BOZHOM pacTBOpe aleTOHUTPUIA B IeHb
IIpOBefieHHus aHanusa. MeTposoruueckue xapakTe-
PUCTHKH OIIpeeeHns THHCeHO3UI0B IIPUBEIEHbBI B
Tabm. 1.

Taﬁ.nnna 1. MeTpOJIOI‘I/I‘IeCICI/Ie XapaKTepUCTUKU IIPU OIIpene/IeHUY I'MHCEHO3UI0B JKeHbIIIeHT

Dimcononmn i uscimoon i sammoetn otepummasvan?  enn nmnn 5
R1 10,85 39 - 1250 y = 467619x + 3969,7 0,9999 12 4,7
Rgl 12,50 39 - 1250 y = 441310x + 14561 0,9980 12 10,1
Re 13,15 39 - 1250 y = 329 165x + 6957,7 0,9993 12 4,7
F11 17,40 39 - 1250 y = 530460x + 13 562 0,9987 12 0,3
RT5 18,60 39 - 625 y = 315300x + 3658,3 0,9979 12 9,3
Rf 22,22 39 - 625 y = 719 818x + 7329,2 0,9986 12 7,7
Rh1 25,24 39 - 625 y = 905968x + 15146 0,9975 12 9,3
Rg2 26,21 39 - 1250 y = 496 145x + 5436,3 0,9982 12 10,5
Rb1 31,10 39 - 1250 y = 136 623x — 48,458 0,9998 12 13,0
Re 32,10 39 - 1250 y = 156 458x + 574,43 0,9989 12 7,9
Ro 32,56 39 -312,5 y = 655204x + 1447,8 0,9993 12 9,7
Rb2 33,20 39 - 625 y = 160 003x - 2616,7 0,9993 12 5,1
Rb3 33,70 39 - 1250 y = 261854x — 974,53 0,9990 12 3,0
Rd 34,95 39 — 1250 y = 338 043x — 4253,9 0,9998 12 5,4
Rk3 37,00 39 - 625 y = 75167x + 2477,5 0,9988 12 4,1
F4 37,10 39 - 625 y = 118282x + 3441,7 0,9991 12 3,7
Rg6 37,60 39 - 625 y = 118 282x + 3441,7 0,9991 12 3,7
Rh4 37,69 78 - 625 y = 47461x + 427,83 0,9996 24 3,5
F2 41,01 39 - 1250 y = 560 565x — 12 386 0,9990 12 9,3
Rg3 42,83 39 - 625 y =602212x - 19708 0,9983 12 16,6
C-K 48,04 39 -312,5 y = 401208x — 7895,7 0,9988 12 4,9
Rgb5 48,90 39-312,5 y = 214 225x — 815,65 0,9933 12 18,1
Rk1 49,28 39-312,5 y = 115561x + 1492,2 0,9990 12 10,0
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IIpobonodzomoska pacmumenvbHbix IKCMPOK-
mos. Oroupanu 0,010 r cyxux 06pasioB pedepenT-
HBIX YKcTpakToB P ginseng u P quinquefolius
(ChromaDex Int., CIITA) u gobasmisau 1 M sKCTpa-
renTa (70 %-HbIil pacTBOp MeTaHona B Boze). lanee
BBIIEP:KUBAI CMEeCh TP TeMIeparype He Oosee
30 °C B yibTpa3ByKoBOI BamHe B TedeHnuwe 10 MUH.
ITocne aroro oT6upanu 3 Ml SKCTPAKTA ¥ MPOILyCKa-
au gepes 0,45 MM mmpuieBoit puabtp Chromafil
Xtra PET-45/25 (Macherey-Nagel GmbH, I'epma-
Hus). 3arem o6pasibl pasbasmsiau 50 %-HbIM BOI-
HBIM pactBopoM Mmetanosna B 10, 100 u 1000 pas.
Ilonyuenuble pacTBOPHI AHAIU3UPOBAIH METOIOM
BOHX-MC/MC B pexume perucTpaiau BBIOpaH-
HBIX HOHOB.

Ycnosusa xpomamo-macc-cneKmpomempuiecko-
20 onpedenernus. OmupeneneHune TPOBOAWIN C HC-
nosb3oBanuemM ucrounuka MOP B pemume peruct-
paiuu mOJI0KUTENbHO 3apAKEeHHBIX UOHOB. Temie-
parypa mcrouHuKa noHuzanuu cocrasisiaa 350 °C,
HalpsKeHNe Ha Kanmwuiape — 5,5 kB; naBmenue ra-
3a-3aBeckl — 1,0 - 10° I1a; maBiIeHune rasa-pacobLIn-
TeJIsa U rasza-ocymurens — okomo 2,8 - 10° ITa. 3ua-
yeHwue moTeHInana aexnacrepusanuu (I11]), pasaoe
60 B, 6bLT0 yCTAHOBIEHO AJIS PETHCTPALNH HOHOB
c m/z 405,3, 407,3, 439,3, 393,3, 643,3 u 789,3, nna
HMOHOB ¢ m/z 423,3 u 425,3 suauenue I1] cocrasis-
0 50 B. 3uauenne BXOHOTO MOTEHIIHANA HA HyJIe-
oM kBagpynoie — 10 B. Cocras mogBu:HOM (hassbr:
BOIHBIH PacTBOP MypaBbuHOU KuciaoTsl 0,5 % (sii0-
eHT A) u amnerouutpun (smoent B). Pasgenenue
mpOoOBI IPOBOJUIN B TPATUEHTHOM PEKUME TIOfadN
DJII0EHTA, CKOPOCTh IIOTOKA cocTasisiaa 0,5 Mi/MUH.
Temneparypa Tepmocrara KoaoHkH — 25 °C, 06bem
BBOguMO#H 1po6er — 0,010 M. IIporpamma rpamu-
€HTHOTO 3JIIONPOBAHUA IIPEJICTABIEHA HUKE:

Bpemensoii Hzmenenue
HHTEpBA, MHH KOHIIeHTPaIuu
smoedra b, %
0,0-1,0 14
1,0-11,0 14-18
11,0 -25,0 18-24
25,0 — 45,0 24 - 37
45,0 - 52,0 37-45
52,0 - 53,0 45-93
53,0 - 56,0 93
56,0 — 56,2 93-14
56,2 - 61,0 14

Buwibop ycnosuilli macc-cnekmpomempuieckozo
demexmuposanus ObUT OCHOBAH HA paHee OIMHCAH-
HBIX B pabore [6] skcmepumenrtax. Ompenenenue
THHCEHO3U/IOB MPOBOAWIN 110 (PparMeHTapHbIM
MOHAM, 00pa3yIUMC B WCTOYHWKE HOHU3AIUU
[IPY OTIIEIUIEHUH CaXapUIHbIX 3aMeCTUTeIeHd U CO-
OTBETCTBYIOIINM (pparMeHTaM CaroreHuHa ¢ OTIIeI-

JIEHHEM MOJIEKYJI BOJbI, TaK KaK MUKW hparmeHTap-
HBIX HOHOB B Macc-CIIeKTpe 00;1a1arT 00sIbinei wH-
TEHCHBHOCTBIO, YeM IHKH MOJIEKYJSPHBIX HOHOB U
ux amaykroB. J[Jis pacuera comepikaHUE HCIIOIb30-
Bainu Hanbojiee MHTEHCUBHbIE CUIHAJBI, COOTBETCT-
Byroire uoHam ¢ m/z 425,3 s III1]1, 423,3 — mst
IIIIT, 439,3 — mis oneanonosbix (OAK) u OT caro-

T€HHWHOB.

Buwibop ycaosuii pazdenenus. UsydueHo BiusHue
crenyoimux (pakTOPOB HA pasjelieHue THHCEHO3H-
OB B 3KCTpakTax kKopHed Panax quinquefolius un
Panax ginseng: cocraBa HEIOABH:KHOI (pasbl, rpa-
IUeHTa KOHIIEHTPAINH diI0eHTa B 1 Temmeparypsl
TepMOCTATa KOJIOHKH.

Buvibop menodsuorcnoii ¢gpasvr. Insa mpemBapu-
TEIFHOTO PAa3JeJIeHUsI CI0KHOM CMECH THHCEHO3H-
OB M3 KOPHEH aMepHUKAHCKOTO W a3UaTCKOTO JKeHb-
ImeHs ObLIM IMIPUMEHEHBI XpoMaTorpad)uuecKue Ko-
JIOHKH C obpareHH0-ha30BbEIMH COpPOEHTaMH Ha OcC-
HOBe CHJIMKArejs C JIhaMeTpoM 3epHa copbeHTta
3 mem: Hypersil GOLD PFP (¢ npuButbiMu IeH-
radproppenmnpabivu  (IIPD) zamecrurensivu) u
Acclaim RSLC 120 C18 (¢ mpuBHUTHIMH OKTAIEITHIb-
HBIMU Tpymnmnamu). B KadecTBe mOABMIKHOM (hasbl
HCIIOJIb30BATH JJII0EHT B — aleToHUTpUa U 3IIio-
eHnT A — Boay c¢ mo6aBkoit 0,5 %-HON MypaBBHUHOM
kuciaorel. [Ipu wcmonmb30BaHUM B KayecTBe HEIOI-
BHKHOH (paswl C18-copbenTa v JTUHEHHOTO rPaiveH-
ta (10 — 95 % saoenra B) 6bu10 moOMyUYeHO ymOBIIE-
TBOPUTEIbHOE pAa3jielieHue THKOB THHCEHO3UIOB
Rk3 u F4, Rh4 u Rg6, xorophie He ymaercs pasie-
JIUTh HA KOJOHKe, 3amosHeHHon [IPD copberTom, a
rakxe nap usomepoB — Rgh u Rk1, Rg3 u uso-Rg3.
OnHaKo TOMHOCTHIO PA3NENIUTh B TAKOH CHCTEME
OCTaNbHBIE THUHCEHO3UILI HE YOaloch. XpoMaro-
rpaMMa BSKCTPaKTa a3WaTCKOTO JKEHBIIEeHS IIpe-
cTaBlieHa Ha puc. 1, a.

IIpu mpoBemeHnn pasmeneHus B PeKUMe TPaIu-
€HTHOTO JIIOMPOBAHMUS IT0 IPUBEIEHHOM BBIIIIE TIPO-
rpamme Ha copbente ¢ [IPP-zamecTurensavmu B cuiLy
ux 60Jiee OISIPHOM IPUPOBI IO CPABHEHUIO C OKTa-
TMEeIUIbHBIMY 3aMECTUTEIIMH THHCEeHO3UAbI XapakK-
TEpU3YIOTCA MEHBIIINMHU 3HAYEHUSIMHU BpPEMeH yaep-
skuBaHus. Bomee Toro, Habmomaercs 6osee mMOIHOE
pasnenenne rpymna ruracerHo3umos ¢ IITIT u I ar-
JUKOHAMH, a TaKKe KPUTHUYECKHUX Iap THHCEHO3U-
JIOB, OTJIMYAIONUXCA HA OJMH PAMHO3HBIN 3aMeCTH-
Tesab, Hanpumep, Rgl-Re u Rg2-Rhl.

Hcnonn3oBanue rpafluieHTHOTO SIIIOUPOBAHUA U
KoJOHKU ¢ [IPD copbeHTOM ITO3BOIUIO IOIYUHUTH
Jydiniee pasjesienrie s GOJBITUHCTBA OIpeersie-
MBIX COEIWHEHMUH, a8 TAK/KEe CMECTUTh ITUKH B CTOPO-
HY MEHBIIINX BpPeMeH yaep:kuBanusa (puc. 1,6), mo-
9TOMY MJIS AAJIbHEHINero pasiejeHus U Ompefee-
HHA THHCEHO3HIOB B 9KCTPAKTaX ObLIa BEIOpaHa KO-
smouka ¢ [I®P copberTom.
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Puc. 1. Xpomarorpadguueckuii mpouiab SKCTPAKTa a3uaTCcKoro xeHbiinens Ha Komouke C18 (a) u [1PD komonke (6): KpacHbIM
nBeroM obosHadenbl muku [IIIT runcenosumos, curnum — III1]I, senmenpivm — OAK u OT runcenosumos

Buwibop memnepamypuvl mepmocmama  KoOJAOH-
ku. Temmeparypy Tepmocrara BapbupoBaiu ot 20
mo 35°C ¢ marom 5 °C. Ilpm Temmeparype 35 °C
Ha6II0/IaeTCA HETIONHOe pasielieHHe THHCEHO3UI0B
Rgl u Re, Rg2 u ero mpexpmonaraemoro msomepa
(puc. 2, a).

Ilonm:xenne temmeparypsr go 20 °C mossoiser
pasgenuth nuku ruHceHosunaoB Rgl u Re, a Takike
CII0COOCTBYET IOBBIIIEHHUIO CEIEKTUBHOCTH VIS Pas-
nenenus nukoB III1]] ruHCceHO3UMOB, OAHAKO THHCE-
Ho3ug Rg2 u ero uzomep 3IH0HMPOBAIKCH IIPAKTHYE-
CKH OJHOBPEMEHHO, YTO BUJHO 13 XpoOMaTorpaMmaI,
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Puc. 2. Xpomarorpadgudueckuii mpodriib S9KCTPAKTa aMepUKaHCKOro skenblinens Ha [IPD komouke npu remneparype 35 °C (a) u
20 °C (6): kpacubM 11BeTom obosuadensl nuku IIT1T runcenosumos, curaum — 1111, serersim — OAK u OT runcenosumos

n300pakeHHOM Ha puc. 2, 6, B KOTOPOH JTaHHBLIE Be- PO OBLIO JOCTHTHYTO YIOBJIETBOPUTEIHLHOE pasie-
I[eCTBA MPEACTABICHBI OJHHWM XpoMaTrorpadudie- menne ruracenosunoB Rgl u Re.

CKHM IIMKOM C BpeMeHeM y/ep:KHBaHUK 25,63 MUH. Buibop npozpammuvl 2paduenmmozo 3410uposea-
IIpu moseimenuu Temnepatypsl o 30 °C ymydre- nus. Ilpu BEIOGPaHHOM HENMOABHAKHOM (hase u TeMIre-
HUSA paseJeHusa IUKOB STUX KOMIIOHEHTOB HE IIPO- paTtype TepmocraTa KOJOHKH BapbUPOBAaJIH COCTAB
HCXOIUIIO, TIOTOMY 711 pasfiefleHus Oblia BhIOpaHa MOMBIKHOM (paswl. [Ipu BBICOKOH HAYAIBHOH KOH-

TeMIeparypa Tepmocrara kKonouku 25 °C, mpu KoTo- nenTpanuu smioeHTa b — 20 % BpemeHa ynep:ruBa-
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Puc. 3. Xpomarorpamma cMecy THHCEHO3HU/IOB C KOHIIeHTpaIred 1 MKI/MJI Ipy HAYaIbHOH KOHIleHTpanuu saoenta b 20 % (a)
u 15 % (6): xkpacubim 11BeTom ob6osuauens! nuku [IT1T runcenosunos, cuaum — I[IIT]1, semerbim — OAR u OT runcenosumoB

uua runcenosumoB R1, Re m Rgl oxasbiBammch

6IM3KHM K MEPTBOMY BPEMEHH XPOMAaTOrpaduIecKoi

CHUCTEMBI, a TaKxe He IIPOUCXOANJIO PasaeIeHud IIn-

koB ruHceHo3u0B Re u Rgl (puc. 3, a).

Ilpu ymeHblIeHWH WCXOMHOM KOHIIEHTPALIUHA

arieToHUTpUIa 10 15 % cTaHOBHUTCA BO3MOKHBIM
pasnenenune ruHceHo3umoB Re m Rgl, Taxike mukwm
CMEIIAINCh B CTOPOHY OOJIBIIINX BpEeMeH yAep:KuBa-
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Puc. 4. XpomarorpaMMbl SKCTPAKTOB KOPHEM aMEepUKAHCKOTO (@) U a3uaTcKoro (0) jKeHbIIeHs: KPACHBIM I[BETOM 0003HAYEHBI
mukwu [T ruscenosunos, cuaum — IIIT]T, senenbim — OAK u OT runcenosunos

Hus. Boee momoruii rpagueHT MMO3BOJISIeT JOOUTHCS
VAOBJIETBOPUTEIBHOTO Pa3Ie/IeHus IPYIIIbI OIpee-
nsgembix coemunennii: F1, Rbl, Re, Ro, Rb2, Rb3 u
Rd (puc. 3, 6).

Cmandapmusayus pegpepenHmuvlx 00pasyos
2KCMPaKmos yceHblers. B BLIOPAHHBIX YCIOBUAX
pasmeneHus OLUIM IIOMyYeHBI XPOMATOTPAMMBI pe-

depeHTHBIX  00pa3IOB
aMepPUKAHCKOTO U a3WaTCKOTO KeHbIeHs (puc. 4).
Paspenenne map xpomarorpapuyecKux IMIHKOB,
coorBercrByiomux ruacenosugam Rk3 u F4, Rh4 u
Rg6 B BHIOpaHHBIX yCIOBUAX HE OBLIO JOCTATOYHBIM
IUIS MX OMHOBPEMEHHOT'O OIPEeIeIeHuUsA 10 CUTHAIAM
(bpaI‘MeHTHBIX HOHOB C OJIWHAKOBBIM 3HAYEeHHUEM

SKCTPAKTOB W3 KOpHeHU
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Puc. 5. Crpykryps! u mace-criekTpsl ruacenosunos F4 (a), Rg6 (6), Rk3 (8) u Rh4 (2), monyuennsie mpu UOP B pexume perucr-
panuy MOJI0KUTEIHHO 3aPAKEeHHBIX HOHOB

Ta6mauma 2. Conep:xaHue TMHCEHO3UIOB (MI/T) B SKCTPAKTAX AMEPUKAHCKOTO U A3UATCKOIO jKEeHbIIICHS

CopepixaHue B 9KCTPAKTE AMEPHUKAHCKOTO JKEHBIICHS

ConepxcaHI/Ie B 3KCTPaKTe asHaTCKOI0 jKEeHbIIEeHI

T'uncenosusx
Paccunrannoe CraHnapTu3upoBaHHOE Paccunrannoe CraHzapTusupoBaHHOE

R1 <0,06 — 0,16 = 0,01 —
Rgl 1,7+ 0,1 1,72 2,2 +0,2 3,3
Re 149 £ 0,4 16,85 7,3 = 0,2 12,1
F11 0,160 += 0,003 — <0,12 —
Rf <0,06 — 2,0 =0,2 —
RT5 2,6 0,1 — <0,12 —
Rh1 0,25 = 0,03 — 1,8+0,1 —
Rg2 0,7+ 0,1 — 1,8 = 0,2 —
Rb1 54 =4 49,21 30 3 29,3
Re 131 13,77 17+1 25,1
Rb2 3,8 0,4 22,4 132 21,7
Rb3 29 *04 2,0 0,3

Rd 154 +1,3 12,17 12+1 15,2
Ro 26 £0,1 — 4,2 +0,1

F2 0,45 = 0,07 — 0,21 = 0,03 —
Rg3 1,9 0,2 — 41=x0,5 —
C-K 0,12 = 0,02 — 0,21 = 0,03 —
F4 0,96 = 0,04 — 1,56 0,1 —
Rk3 0,36 = 0,04 — 1,5 0,2 —
Rgb6 1,6 0,1 — 3,7+ 0,2 —
Rh4 1,01 = 0,02 — 6,0 = 0,1 —
Rgb 1,9 +0,3 — 4,1 +0,7 —
Rk1 3,7+ 0,4 — 7,0 = 0,8 —
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m/z, TIOCKOJIbKY B COCTAB JAHHBIX COEAMHEHUU BXO-
nut canorenud IIIIT-tuma. Takum obpasom, GbLIO
pelleHo MPOBOAUTH KOJMYECTBEHHBIM pAacCder II0
CUTHaJiaM, COOTBETCTBYKOIIIMM HX HaATPUEBBIM al-
nykram [M + Na]t — 789,3 m/z nma F4 u Rgb u
643,3 m/z nns Rk3 u Rh4 coorBercrBenno (puc. 5).
ITo pesynbraTaM KOJMYECTBEHHOTO aHAJIW3a yCTa-
HOBJIEHBI COJIEP/KAHUA OCHOBHBIX M MHUHOPHBIX KOM-
IIOHEHTOB B DKCTPAKTAX. SasBIEHHBIE COIEPIKAHUI
HECKOJ/JIBKUX OCHOBHBIX KOMIIOHEHTOB, OIIpeJe/IeH-
Hble mpousBomuresnaeM merogom BIKX-Y®, copma-
JIJTH C TIOJIyYEeHHBIMU 3HAYeHUAMH (Tadi. 2).

SaBbINlIEHHOE Coflep:KaHue TUHCeHO3umoB Rb2
u Rb3, onpenenenmoe meromom BAKX YD, mosxer
OBITh CBA3aHO C HEIOCTATOYHBIM pasfejeHueM IIH-
KOB 3THUX KOMITOHEHTOB MEJKIY CO00M ¥ ¢ THHCEHO3H-
nom Ro Ha copbenre ¢ mpuButhiMu rpymmamu C18.
Copepsxanne runcenosuna Ro B 9KcTpakTax mpous-
BOJIUTENIEM HEe HOPMUPYETCH.

Takum obpasom, paspaboras u anpobHpPOBaH Ha
CTAHAAPTHBIX 00pasiax pedepeHTHBIX IKCTPAKTOB
aMEepPUKAHCKOTO M a3MaTCKOTO JKEeHbIIIEeHs CI10co0 OII-
peneneHus OCHOBHBIX M MUHOPHBIX TJIUKO3HIOB Me-
tomom BIWKX-MC. Ilokasano, 4To IpeIoKeHHbIH
MTOTX0/T MOKET OBITh YCIIEIIHO UCIIOIB30BAH /IS Ce-
JIEKTUBHOTO OIIpedeJIeHUud KU I/II[eHTI/I(bI/IKa]_[I/II/I YEKa-
3aHHbIX BEIIECTB B IIPUCYTCTBHUHU APYTHUX KOMIIOHEH-
TOB PACTUTENBHBIX 3JKCTPAKTOB. PaspaboTaHHbIH
CII0cO0 ITO3BOJIMJI YTOUHUTD U PACIITHPHUTD 3aSBJIEH-
HBIH COCTAB TVIMKO3WAOB B HCCIEIOBAHHBIX 00pas-
[[aX SKCTPAKTOB Oiaromaps MIPEBOCXOAIIEH ce-
JIEKTUBHOCTHU II0 CpPaBHEHHIO C IIPUMEHAEMbIMU
BoOWHX-Y® mogxomamu ¢ pasmesreHHEM Ha KOJIOH-
Kax, samonHeHHbIX copbernTom C18. Ob6Hapy:xemnue
THHCEHO3HU/JI0B JKEHBbIIEHS IIPOBOJUIIM Ha YPOBHE
10 ur/miu u Boie. [IpemroxesHbIil criocobd xapaxre-
pU30Bajica YIOBJIETBOPUTENHHOH BOCIPOM3BOIU-
MOCTBIO, JTUAMA30H OIMPEEeIIeMbIX COIeP/KaHui Co-
OTBETCTBOBAJI JIHHeﬁHOMy IUHaMHU4YeCKOMY auarlia-
30HY TPaJyHPOBOYHON 3aBUCUMOCTH.

Paboma svinoanena ¢ UCn0ab308aHUEM 000DY-
dosarus, npuobpemernrnozo 3a ciem cpedcme Ilpo-
epammul passumus Mockosckozo ynusepcumema.
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