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C HCTIONB30BaHUEM METO/a SKUIKOCTHOHM XpoMaTorpadin/Macc-CIeKTPOMETPHH pa3padoTaH CIocod OIHOBPEMEHHOTO
OIIpeIeIeHsI CXU3aHAPoIIoB A 1 B B 9KCTpakTax M3 pacTHTENBHOTO CHIPhs (IIpeiesibl OOHAPY)KEHHS COCTABHIH 8 1 4 Hr/MIT ipH
OIpeiesieHny CXu3auaposioB A i B cooTBeTcTBeHHO). B BapmaHTe 21€KTpOpaCHbUIUTENBHOM HOHM3AINN OBUTH BEIOPAHBI TTO/-
XOMSAIINE YCIOBHS MACC-CIIEKTPOMETPUIECKOr0 AETEKTUPOBAHNUS 3THX COSAUHEHHUH B PEKIME PETUCTPAIMH BEIICTICHHBIX HOH-
HBIX TIEPEXOAOB JUIS IOJOKUTEIBHBIX MOHOB. [T aHanmmM3a pacTUTENBHBIX HKCTPAKTOB HCIIONB30BAIN 0OpaImieHHO-(ha30BbIi
BapHaHT XpomaTorpaduu B pexXUMe I'PaJAUCHTHOIO 3JIOMPOBaHMS Ha copOeHTe ¢ npuBUTHIMH rpynnamu C18. OmnpoGoBanue
TPEIOKSHHOTO MOIX0/a OCYIIECTBILUIN [IPH aHaJIN3€ BOIHON BBITSIKKH M BOJHO-CIIUPTOBOTO SKCTpakTa u3 cemsa Schisandra
chinensis. IToka3aHo, 9TO MPH MPUTOTOBICHNN TPAJUIIMOHHOTO CPECTBA — BOAHOM BBITSDKKH — W3BJICUCHIE aHAIMTOB B 9 pa3
XYK€ II0 CPABHEHHIO € KCTPAKLUEH BOJHO-CIIMPTOBOI CMECHIO.

Pazpaboranssrii crmocob obmagaeT OONbIIeH CEIEKTUBHOCTRIO B CPAaBHEHUH C OMMCAHHBIMH B JIATEPAType MOAXOJAMH,
B KOTOPBIX JJISI IETEKTHPOBAHMS CXU3aHAPONOB A 1 B 1 cX0OXHMX KOMIIOHEHTOB NMPUMEHSIOT Y D-eTeKTHpOBaHUE, a CIeA0Ba-
TEJIFHO, TO3BOJISIET IIPOBOAUTE ONPEJEIECHIE JAHHBIX COSANHEHHH JaXKe B CIIydae WX HEMOJHOTO XPOMaTorpaduIecKoro pas-
JIETICHUsSI C IPYTUMH KOMIIOHCHTaMU IIPOOHI.

Kniouesvie cnosa: BbicokodheKTHBHAS HKUIKOCTHASL XPOMATOTpadHs, Macc-CIIEKTPOMETPUS, IMEKTPOPACTIBIIUTETbHAS
MOHU3AIMs, SKCTPAKIMSA, pacTUTENbHOE Chiphe, Schisandra chinensis, cxusanapoinst A u B.
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paborsl [5] Beraemmm cxuzasapoist A u B ¢ aucroroit
99,5 u 99,1% coorBercTBeHHO. Vcmonp3yemple B Ha-
CTOsIIIIee BPeMsI METO/IbI OIICHKH COICPKaHMs JIMTHAHOB
Puc. 1. CrpykTypsl cxusanaposnos A u B S. chinensis B JeKapCcTBEHHBIX CpENCTBAX, HAMPHMEP
Wuweizi [2], He SBISIEOTCS HOCTATOYHBIME JUTSL TOYHOM
Y BCECTOPOHHEH OIICHKH MX Ka4eCTBa, O3TOMY ITOCTOSHHO COBEPIICHCTBYIOT H MPEIaraloT HOBbIC METOIUKHY aHAIIH3a
TAKHX IPEMAPaTOB U MCXOIHOTO CHIPhs [1]. BONBIIMHCTBO OMKMCAHHBIX B JIUTEPATYPE CIIOCOOOB aHAIIM3a 3THX OOBEKTOB
OCHOBAHBI Ha Pa3/ICIICHIH OCHOBHBIX KOMIIOHEHTOB METOIOM obpartenHo-(hazooit BOXKX ¢ V®-nerexrupoBanmem [1,
6, 7], xpome TOro, IPUMEHSIFOT MHLIEILIAPHYIO SIEKTPOKHHETHISCKYIO XpoMaTorpaduro [8]. Dtu Meroms! He JaroT 10-
TIOJTHUTENTBHOM CTPYKTYPHOH MH(OPMALMK M HE TIO3BONSIOT MPOBECTH MICHTH()HKALMIO HEU3BECTHBIX KOMIIOHCHTOB,
YTO OrpaHHYMBACT HX cepy NprMeHeHus. KpoMe Toro, 3Ti MeToIbl IO3BOMISIOT OLICHHBATH KAUYeCTBO MPOIYKTA TOBKO
B 3aBHUCHMOCTH OT COICP)KaHMsI HECKOIBKUX OMONOIHYECKH aKTHBHBIX KOMIIOHEHTOB, TPEOYIOT IIUTENFHOIO BPEMEHH
M pacxojia OpraHMYeCKIX PAaCTBOPHUTENICH MPH aHAIU3E U XapaKTePH3YIOTCS. HU3KON 1yBCTBUTENIFHOCTBIO M TOYHOCTBIO.
Taxum 00pa3oM, 3T CIIOCO0BI HE TIOAXOIT TS KOMIUIEKCHOM OLICHKH KauecTBa mperapaTtoB Ha ocHoBe Schisandra
chinensis. Macc-ClIeKTpOMETPHYECKOE JETEKTUPOBAHNE aKTHBHO MCIIONB3YIOT Ul OMPENCIICHNUSI INTHAHOB Kak B pac-
THTEJIBHBIX IKCTPAKTAX, TaK U B OHONOruyecKux )uakoctsix. Tax, B padorax [9, 10] B mia3sMe KpoBH KpBIC OMPEAEISUIN
HECKOJIbKO OMOaKTHBHBIX KOMIIOHEHTOB S. chinensis u mpemapara Sheng-Mai-San meromamu BOXKX-MC u BOXX-
MC/MC ¢ 35meKTpopacbUTHTEIbHON HOHHU3ALMEH ¢ UCIIONB30BAHAEM BHYTPEHHETO cTaHIapTa — Oudennara. J{ns u3-
BJICYCHHS MICCIICIYEMbIX COSAMHCHHH M3 TUIa3MBbI MCIIONB30BAH JKUIKOCTh-KHAKOCTHYIO SKCTPAKIMIO METAHOIOM H
3()UPOM C TATH- U JECATUKPATHBIM pa30aBieHHEM ILIa3Mbl COOTBETCTBEHHO, C TOCICAYIONIMM YIIapUBaHUEM U Tiepe-
pactBoperuem B 100 Mt smoenta. Habmronaemsie crenenu usBnedeHust Obut Ha ypoBHe 90%. B pabore [10] amrou-
POBaHHE HPOBOIMIN B TPAANCHTHOM PEKUME, a ACTCKTHPOBAHUE — B PEKIME PETHUCTPALIMH BHIOPAHHBIX MOHOB € M/Z
455,2 nns cxusanapona A [M+Na]™ u 441,2 s BayTpennero cranjapra 6udennarta [M+Na]*. B pa6ore [9] nerextu-
pOBaHKE TPOBOIMIN 10 HOHHBIM Hepexonam M/z 433,4—384,1 nna cxusanapona A, [M-H,O+H]™ 399,1—368,1 mns
cxmzanapona B u 419,3—387,0 s BHYTpeHHero craHaapta (OupeHaara), Ipyu 5TOM IHana3oHbl IHHEHHOCTH Onpee-
nsieMbIX coneprkanuii cxu3anapoinoB A u B 6put 10-2500 u 1,2-300 Hr/mMit COOTBETCTBEHHO, a IUIOMIAN THKOB HA
XpOMaTOrpaMMax OJIHUX M TeX K€ 00pa3lOB B TCUCHNE HECKOIBKUX JHEH pa3nmuaich MeHee yeM Ha 10%. J{is Obict-
poro ckpuHuHTa 15 nuraadoB B 15 mpemaparax Ha ocHoBe Schisandrae chinensis B mesx KOHTpOJs KauecTBa TprMe-
HSUTH METOJ] BPEMSTIPOJICTHON MacCc-CIEKTPOMETPUH B coderanuu ¢ yibtpa-BOJKX [4], B kadecTBe BHYTpeHHETO CTaH-
JlapTa MCHONB30BAIM HUMOAMIUH. 110Cie ONTHMHU3ALKK TAPaMETPOB PETHCTPAIK M/Z CHrHAIOB BBIOPAHHBIX HOHOB
€ TOYHOCTBIO 710 3 MAJUTMOHHBIX J0JIeH Tpeielibl OOHApY KeHusI oka3anuck B nuanaszone ot 0,1 mo 1 ur/mu. Pazpaboran-
HBII CIIOCO0 XapaKTepU3yeTCsl XOpOoIleil BHYTPHIa00paTOpHON BOCHPOU3BOAMMOCTBIO U CTAaOMIBHOCTBIO — OTHOCH-
TEIHPHOE CTAHIAPTHOS OTKIOHCHHE B OOOMX CITy4asxX I BCEX OMPEACIIEMBIX BemecTB ObIo MeHbIme 4%. Taroke
B nTeparype [11] ectb yroMuHaHIs 00 YCIIENTHOM TPUMEHEHHH METOIA TIPSIMOTO MacC-CIIEKTPOMETPHUECKOTO aHAITH-
3a B pealbHOM BpPEMEHH B COYCTAHWHM C pa3zieiieHreM Ha momiokke it TCX npu onpereNeHrd JTUTHAHOB B PACTH-
TENBHBIX AKCTpakTax. TakmM obpazoM, npumeHeHue Metoaa BOXKX-MC/MC amist 0THOBpEMEHHOTO OIIPEIeTICHUS CXU-
3aHmponioB A 1 B B pacTHTENBHBIX DKCTpaKTaX W3 CEMsH W TWIOH0B S. ChiNensis mpecTaBisiercs mepereKTHBHBIM, TaK
Kak He TpeOyeT CIIOKHOH NPOOOITOATOTOBKH M OTIIMYASTCSl XOPOIIMMH TI0Ka3aTelsIMUA YyBCTBUTEILHOCTH U BOCIIP OU3 -
BOIMMOCTH, @ TakKe TI03BOIHUT MPOBOIUTH KOMIUIEKCHYIO M Ha/ISKHYIO OLICHKY Ka4ecTBa IperapaTtoB Ha OCHOBE ITOTO
PaCTHTENBHOTO CHIPBSL.

3Kcnepumenma./lbuaﬂ uacmo

Pacmeoput u peazenmel. B pabote MCHONB30BaAN CIEIYIOIINE PEaKTUBBI cxu3aHmpoisl A u B (>98%,
Phytolab, Tepmanmus), aneronurpun (s TpaaneHTHONH Xxpomatorpaduu Panreac, Ucnanust), stamon (s rpamu-
eHTHOI xpomarorpadun Panreac, Ucmanust), mypasbunas kucinota (Sigma Aldrich, Tepmarms).
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Obopyodosanue. B pabore mcmonp3oBanu cucremy BIXX-MC/MC, cocrosiryto U3 TaHIEMHOIO Macc-
criekrpomerpa QTrap 3200 (AB Sciex, Kanana), ocHaIleHHOrO ABYMs HCTOYHHKAMH MOHHM3AIUH. MCTOYHHKOM
XMMHUYECKOM HMOHM3AlMM TPH aTMOC(EPHOM MABICHHUM W HCTOYHHKOM BIIEKTPOPACHBUIMTEIBHOW HOHH3ALNH,
u cucrembl BOXKX ULTIMATE 3000 (Dionex, CIIIA). B kauecTBe HEMOABIKHOM (pa3bl IPH OMpPENEICHAN CXHU-
3aHAposioB A n B mpu nX cOBMECTHOM HPHCYTCTBHH B IIPOOAaX HCIIOIB30BAJIM KOJOHKY C OOpalleHHO-(a30BbIM
copbenrom Acclaim RSLC, munoit 150 MM, BHyTpeHHIM quamerpoM 2,1 MM, pasmepoM 3epHa copbeHTa 2,2 MKM
(Thermo, CIIA). DkcriepuMeHTaNbHbIE JaHHBIE PETHCTPUPOBAIH M 00pa0aTHIBAIN C MOMOLIBIO IIEPCOHATBHOTO
KOMITBIOTEPA ¥ IPOrpaMMHbIX maketoB «Analyst» (AB Sciex, Kanana).

Ipucomosnenue cmanoapmuslx pacmeopos u NOCmpoeHue epadyuposounsix 3asucumocmeti. Hapecku cxu-
3aazaposioB A n B maccoit 1 Mr pactBopstiiu B 1 mut Bozbl. [lomydeHHbIe pacTBOPBI NCIIONB30BATIH ISl IPUTOTOBIIE-
HUS CEpUil TPalyHPOBOYHBIX pacTBOPOB ¢ KoHIeHTpammsamu 10, 20, 100, 200, 500, 5000 ar/mi. [ToxydeHHbIe 115
BOJIHBIX PaCTBOPOB JIaHHBIE IpHUBeACHBI B Tabmmie 1. [Ipexesst oOHapyXeHHs BBIYHUCIISUIN 110 (hopMyIie:

10xC
Conin = Tv
rine C — HauMeHbIIasl KOHIEHTpaNus JIMHEHHOTO IMara3oHa OnpeIeieMbIX COep KaHmH.

Ananuz pacmumenvhvix sxcmpaxmos. Oroupamu 10 r usmensyennsix cemsia S. chinensis (OO0 «benoso-
nmee», Poccust) u mocnenoarensHo po6asistmm 40, 30 1 30 Mt BOAIBI, TOBOAMIN TEMIIEPATYPY O KHIIEHUS U OC-
TaBJSUIM OXJIAXKIATHCS U IIEpEeMEIINBAThCs Ha melikepe B TedueHne 1 4. OO0beqMHNB MOTyIEHHBIE BOAHBIC BBITSDK-
KU, yIapUBaJld MX Ha IecyaHoil 6aHe jo monyuenus KoHuenTpuposanuoro (0,354 r/mi) skcrpakra. [locie uHTEeH-
CHBHOTO IEpeMEIINBaHuUsI 0TOMpany HaBecku 0koj1o 100 Mr moiy4eHHO CKOHIIEHTPHPOBAHHOM BBITSKKM HapaBHE
¢ HaBeckamu 100 Mr m3Menb4YeHHBIX ceMsH. VIcronb30BasM MO0 TpU HAaBECKHM Kaxaoro odpasma. K HaBeckam Jo-
6amsuti 10 M1 cmecu atanon — Boga (7 @ 3) B mpobupke obbemom 15 mit, TiiarensHO nepemernuBasi. Janee mpo-
BOJIMIIH 3KCTPAKIUIO B yinbTpa3BykoBom mosne mpu 30 °C B Teuerue 15 mun (mpu 5TOM HaBeCKa KOHICHTPUPOBAH-
HOTO HKCTPAaKTa MPAKTHYECKHU TIOIHOCTRIO pacTBopuiiack). [locne tenrpudyruposanus 10 mus npu 16000 06/MuH
oT6upanu 5 Mt HaocaqouHON KuAKOCTH U nporyckamn epe3 0,45 mkm punstp CHROMAFIL Xtra (Macherey-
Nagel, I'epmanmust), oTOpachIBau mepBbie 2—3 MJI IKCTpakTa U oTOupamu 1 MIT momydeHHOro GpuibTpaTa B KOaby
Ha 50 M1 1 noBoAMIM 00BEM 10 METKH 3ITIOSHTOM, ITOCTETIEHHO nepeMernnBast. [lomydeHHble pacTBOpHI UCCIeno-
BaJIM XPOMAaTO-MaCC-CIIEKTPOMETPHYECKH.

Yenosus xpomamo-macc-cnexmpomempuueckozo onpedenenus. OTnpeneneHne MPOBOIMIN C WCIIONb30Ba-
HHEM HCTOYHHKA MOHOB JUIS 3JEKTPOPACTIBUTUTENILHON NOHM3AIMN B PEXKUME PETUCTPAii BHIOPAHHBIX PEaKIUH
JUISl OTPHIIATENHHO 3apsDKEHHBIX HOHOB. TeMmeparypa nCToOuHHKa HoHM3auK cocTtaBisuia 350 °C, HanpspKkeHue Ha
kamunape — 5,5 kB; maBnenne raza-zaBecel —15 PSI; naBnenue raza-pacmeuturens — 40 PSI. Paznenerne mpoOst
MPOBOJIMIIM B M30KPATHIECKOM PEKUME MOJAauH 3III0EHTa, CKOpOCTh nmoToka coctasisuia 0,4 mu/mun. [ToaBrkHas
(haza cocrosita M3 IBYX KOMITOHEHTOB. BOABI ¢ aoOaBkod 0,5% MypaBbHHOI KHCIOTBI — JIIOGHT A W arero-
HUTpHIA — 3110eHT 5. Vcronp30Banyu jBe MporpaMMBbl TpaJMeHTHOTO MIONPOBaHus. B cokpaleHHON mporpamme
JJIOMPOBAHUS BHa4aje 10 1 MUH aHaiM3a KOHIEHTpanus >atoeHTa b cocraBimsna 15%; mo 11 MuH KoHIEHTpanus
paBHOMepHO yBenmumBaiack 1o 80% b u ocraBanach NOCTOSHHOM B TedeHHE 1 MUH; B KOHIIE aHAJIM3a B TEUCHNE
4 MHH TIPOBOIMITE YPAaBHOBEIINBAHHUE CUCTEMBI B HaYaibHbIX ycnoBusx (15% amoenra b). Bpems aHanusa B pe-
JKUME CKaHHUPOBAHUS COCTAaBWIIO 22 MHH, TIPH 3TOM IOCIIC YBEIMYCHUS KOHIIeHTparwu dmoeHTa b ¢ 15 mo 90%
(B mpomeskyTke oT 3 10 12 MHH) cOoCTaB MOABIKHON (ha3bl OCTaBaJICS MOCTOSHHBIM 10 17 MuH aHamm3a. Temmepa-
Typa TepMocTaTa KonoHKH — 25 °C. O6bem BBoanMOii mpobs! coctaisin 0,020 M. Merponorndeckue XxapakTepu-
CTHKH HMCIOJIB30BaHHOTO ITOJIX0/1a TPpUBEIeHbI B Tabmuie 1.

Tabmuma 1. Merponorudeckre XxapaKTepUCTUKHU TPEITOKEHHOTO MTOIX0/1a ONpeeNIeHNs cXxu3anaponos A u B

Bermecrso Juanazon VYpaBenenue rpagynpo- Koa(’pdpnuneHTZ TIpenen oOHapy)eHust
JIMHEWHOCTH, HI/MIT BOYHOH 3aBUCHMOCTH KOPpEISILHH, I B BOJHOM PacTBOPE, MKI/MII
Cxusanzpon A 20-2000 y = 300x+34000 0,9991 0,006
Cxusanzpon B 10-2000 y = 510x+33000 0,9982 0,003

0Obcyscoenue pe3yiomamos

IMomumo cxuzaraposnoB A u B (puc. 1), B cocTaB 9KCTPaKTOB M3 JIMMOHHIKA KUTAWCKOTO BXOIHUT OONBILNOE
YHCIIO PYTHX BaXKHBIX KOMIIOHEHTOB ONM3KON CTPYKTYphI, Hanmpumep cxusanapunbl A, B u C [1]. VO-crekrpsr
3THX KOMIIOHEHTOB ITOXO0XH, TIO3TOMY ISl ONIPENEICHHUsI cocTaBa KCTpakToB MeTonoM BOXX-Y® neobxoanmo
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JIOOWTHCS TIOTHOTO Pa3/ie]IeHHs BCeX MMKOB Ha Xpomarorpamme. [Ipy cronbp30BaHNM OHOBPEMEHHO JMOTHOMAT-
puuHoro aerekropa 1 MC-aeTekTopa B peKUMe CKaHHPOBaHHS OBUIM TOJIy4E€HBI XPOMATOrPAMMBI SKCTPAKTOB M3
M3MEITbYCHHBIX CEMSH JIMMOHHHMKA KHTaHCKOro (puc. 2) B BapuaHte obpamieHHO-(ha30Boil XxpoMarorpaduu ¢ mpu-
MmenenneM copOerta Acclaim RSLC C18. B teuenne aHammsa MpoaOJKUTENBHOCTEIO 22 MUH OTMEUYEHBI OTIENb-
HBIC ITUKU HECKOJBKMX OCHOBHBIX KOMIIOHEHTOB, OJJHAKO MOJIHOTO XpOMAaTorpauyecKoro pasjeiaeHust JoOUThCS
He ynanock. [Inku Turmonnromucuda H, anremownromucuna H, romucuHoB G, B, E u N, a Taxoke cXu3aHIpHHOB
A, B u C 6bl1M HeHTHGHUIMPOBAHBI HA OCHOBAHUH coBNajieHus M/z curuasios [M+H]", [M+Na]* u [M+K]" nonos
B MacC-CHEKTPax 3THX NMUKOB C PACCUNTAHHBIMA MOHOM3OTONMHBIMU MacCaMH 3THX MOHOB JUISl JAHHBIX COEIHUHE-
Hui. TakuM 00pa3oM, OYEBHIHBIM PEIICHHEM IPoOIeMBI SABISIETCS TIEPEX0A K Ooiee CeeKTUBHOMY cItoco0y ne-
TEKTHPOBAHUS — PETHCTPAIN CUTHAJIOB OTACIBHBIX HOHOB WM MOHHBIX IIEPEXOJ0B, XapaKTEPHBIX A KaXKJ0Tr0
KOMITOHEHTA.

Ha cragmm npoBeneHust ONTHMHU3AINN YCIOBHH TaHAEMHOI'O Macc-CIIEKTPOMETPHIECKOTO JeTEKTHPOBAHUS
MIPOBOJIMIIM BBIOOP ONTHUMAJBHBIX Map HOHHBIX TepexonoB amst MC-aerektupoBanus cxuzanapoios A u B u nox-
Oupainu mapamMeTpbl, OTBEYAIOIIHEe 332 HACTPOHKH paboThl KBaJpyIoNei B Macc-aHaIN3aToOpe, a IMEHHO TOTEHITHAI
JIeKJIaCTepU3aliy, BXOJHON MOTEHIMAJ Ha HYJIEBOM KBaJPYyIIOJie W SHEPTUM COYJApeHUil — HEeOOXOAMMBIE IS
TIOBBIIICHUS MHTCHCUBHOCTH aHAJIMTUYECKOTO CUTHana. sl 3Toro B pexuMe MpsSMOTro BBO/IA C MCIOIb30BaHUEM
IIITPUIIEBOTO HACOCA aHAJIM3WPOBAN BOJHO-AIICTOHUTPHUIBHBIE PACTBOPHI CXU3aHApoioB A u B ¢ koHmeHTpamms-
MU 5 MKI/MJI. B MOnMydeHHBIX Macc-CIeKTpax pacTBOPOB ONPEIETIEMBIX BEIIECTB NMPHUCYTCTBOBAIM CHTHAINBI, CO-
OTBETCTBYIOIIKE IPOTOHUPOBAHHBIM MOJIEKyIaM cxu3aHapoiaoB A u B ¢ m/z 433 u 417 coorBercrBeHHO (pexum
PErUCTPALMH TIOJIOKUTENHHO 3apsHKEHHBIX HOHOB). OOpa3oBaHUe 3THX HOHOB COMPOBOXKAACTCS IPHCOCIUHEHHEM
JIPYIUX TOJOXKUTEIBHO 3apshKeHHbIX aTroMoB — Na mm K. OpgHako MOHBI ayKTOB CO IIETOYHBIMH METAIAMU
MPaKTHYECKH HE CIIOCOOHBI pearnpoBaTh B ra30BOH (ase B sUelike cCOyAapeHHi ¢ o0pa3zoBaHHEM (parMeHTHBIX
MOHOB, YTO MPUBOJUT K HU3KUM MHTEHCHBHOCTSIM CHTHAJIOB B CIIEKTpax, MOATOMY KpUTEPHUEM BBIOOpa ONTHMAIIb-
HBIX 3HAYEHWH TIIOTEHIMAJa JAEKIACTepU3alid M BXOAHOIO TOTEHIMAna Ha HYJIEBOM KBaJpyloyie Macc-
CTMEKTPOMETPHUECKOT0 AETEKTOPa SBIIACh MAKCHMAJIbHAS! HHTCHCUBHOCTH MOJIEKYJIIPHOTO HOHA B MacC-CHEKTpE.
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Puc. 2. XpomaTorpaMMbl 9KCTpaKTa U3 M3MeIbUeHHbIX ceMsiH Schisandra chinensis, mosy4enmHbie B pexxumax

CKaHUPOBAHUS 110 MOJHOMY HOHHOMY TOKY B quanazone M/z 100-1700 [a (1) u Y O-geTekTupoBaHus NPy JUTHHE

BOJHBI TornoreHnst 241 uwm (2)
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CrieyrolnM 3TaroM ONTHMH3AIMH MacC-CIIEKTPOMETPHIECKOTO NEeTeKTHPOBAHMS CXu3aHapoinoB A u B
SIBIIETCS BEIOOP MOAXOSIIINX HOHHBIX TIEPEX010B. JJsl 3TOro MpOBOIIIIN MCCIIEIOBAHIE BIMSHUS SHEPTHH (par-
MCHTAIIUU B KAMEPE COYIapeHU il Macc-CIIEKTpOMETpa Ha XapakTep CIeKTpa JOUEPHUX HOHOB, 00Pa3yIOIIXCs IPH
pacmaze MpOTOHUPOBAHHBIX MOJIeKyd aHanuToB (puc. 3). ITocme BbIGOpa OBYX XapaKTePUCTHYHBIX Iap HOH-
OPEAIICCTBEHHIK — (DParMEeHTHBIA HOH UL KAXKIOro U3 cxu3aHapoioB A u B, mcmone3ys BcTpoeHHbIE B mpo-
rpaMMHOe o0ecrieueHre Macc-aHain3aropa GYHKIMH BAPbUPOBAHMUSI IIOTCHINAIOB ¢ maroM 1 B, ycranaBimBamu
3HAYEHWUsI [IOTCHIMANA JICKIaCTePU3alliy, BXOIHOTO IIOTCHIIMAIA Ha HYJICBOM KBaJIPYIIOJE i YHEPIUil COyAapeHHUIA,
[PH KOTOPBIX HaOMI01aeTcss HanOOBIINGT 110 HHTEHCHBHOCTH OTKIIUK.

Takum 06pa3oM, Ui MOMYYCHHST MAKCHUMAIBHOTO AHAIMTHIECKOrO CHIHAJA JUI ONPEACISIEMbIX BELICCTB
B BBIOPAHHOM BapHaHTE MCTOYHHMKA MOHU3AIUK B PESKUME PETHCTPALMH [TOJOKUTEIBHBIX HOHOB HEOOXOIUMO HC-
HOIIB30BaTh MapaMeTphl paboThl MacC-CIIEKTPOMETPA, TIPEICTaBICHHBIE B TA0HIE 2.

Jlist mepeBojia MOJIEKYIT CXu3anApoioB A u B B mpoTorupoBanuyo hopMy B COCTaB TIOABMIKHON (ha3bl BXO-
QA eHOHM3UpOBaHHas Boja ¢ qobaBkoit 0,5% MypaBBbHHOM KHCIIOTHI, YTO IIO3BOJMIO JOOUTHCS MIPHUEMIEMBIX
BPEMEH y/IEp/KUBAHUSI U HHTCHCUBHOCTEH TMKOB OIpeAensieMbix BemecTB (puc. 4). st yCIenHoro onpeeneHust
AHAIUTOB ObLIa MPUMEHEHA COKpAIEHHAsI IIPOrpaMMa TPaJNEeHTHOTO JIIFOMPOBAHHS, TaK KaK pa3pabOTaHHBIH CIIO-
CO0 CENEeKTHBHOTO JETEKTUPOBAHUS B PEKUME PETUCTPALMU BHIOPAHHBIX MOHHBIX MEPEXOJ0B MOXKHO HCIOIB30-
BaTh JaKe MPU OTCYTCTBUU MOIHOIO XPOMATOrPa(UIecKOro pas/eieH s MMKOB CXH3aHIPOIOB U JAPYIUX KOMIIO-
HEHTOB JKcTpakTa. [lapamerpsl XxpoMaTorpapuueckoro pasieicHus cxusanaponoB A u B npusenens: B tabmume 3
(TIpu pacderax UCIONB30BAIN BETMIUHY MEPTBOrO BpeMeHH, paBHoro 1,1 muH).

OueHKy XapaKTEepHCTHK pa3pabOTaHHOrO MOAXOMa ONpeneieHus cxu3aHaponoB A u B mpoBomwmu mpu
aHaIM3e 9KCTPakToB U3 pacrenus Schisandra chinensis.
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Puc. 3. CHeKTpBI JAOYCPHUX MOHOB ACTPOTOHUPOBAHHBIX MOJICKYJI CXU3aHAPOJIOB A u B. Pexxum
3H€KT‘pOpaCHBIHHT€JILHOfI HMOHHM3allU1 B BAPUAHTC PErUCTPAILIUU ITOJOKUTCIbHBIX HOHOB
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Ta6J’II/IHa 2. BI)I6paHHI>I€ napaMeTpbl MaCC-CIICKTPOMETPUICCKOTO ACTCKTUPOBAHUSA OIPLCACIIACMbIX BCIICCTB

C UCIIOJIb30BAHUCM BHCKTpOpaCHLIHHTCHLHOﬁ HOHU3ANH B PCIKUME PCTUCTPALNN TOJOKUTCIIbHBIX

HOHOB

[TapameTpsl

OHTI/IMI/BI/IpOBaHHLIC 3HAUYCHUA

cxu3a"gpon A

cxu3angpon B

[NoTennman pexmacTepu3ayuu 31B
BxonHoli noTeHIuan Ha HyJI€BOM KBaApyIoie 8B
OHeprust coygapeHui 38 B
Be16pannstit nonnsIil nepexox Nel 433 — 415
Br16paHHblit HOHHBIH nepexox Ne2 433 — 384

TIOJIOKUTCIIbHBIC

31B
8B
12B
417 — 399
417 — 368
OJIOKUTEIIbHBIE

[1onspHOCTB PErucTpUpPyEMBbIX HOHOB
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Puc. 4. XpomarorpaMMbl CTaHAAPTHOTO PacTBOpa ¢ cozepxkanneM cxuzanaponoB A u B 0,9 u 0,5 mxr/min
coorBercTBeHHO (1); 9KCTpaKTa M3 CKOHICHTPHPOBAHHOM BOAHOM BBITSDKKH (2) U 9KCTPAKTa M3 H3MEIbUCHHBIX
cemstH S. chinensis (3), momydeHHbIE B pe)UMax PErHCTPALIMH BEIOPaHHBIX HOHHBIX mepexooB 433 — 415 st
cxuzannpona 4 u 417 — 399 s cxuzanpona B

Tabnuna 3. [TapameTpsl XpoMaTorpapuuecKoro pasaencuus cxusanapoios A u B na kononke Acclaim RSLC
C18 (150x2,1 mm, pazmep 3epHa copberTa 2,2 MKM) IIpd cKopocTH 1moToka 0,4 mi/Mun

BemecrBa Bpewms ynep:xuBanus, MUH Koaddurment émxoctu N, TT
Cxuzanmpon A 9,4 7,5 12000
Cxuzannpon B 10,1 8,2 32000

Ipenensr oObHapyxeHus: pa3pabOTaHHOTO criocoba, ompenenseMble Kak MHHHUMAJbHBIC COAEPKaHUS Be-
IIECTB B MpoOe, KOTOPBIE MOXKHO JOCTOBEPHO PErHCTPHPOBATH (OTHOIICHHE CUTHAI/IIYM Ul XpoMmaTorpadmde-
CKOTO I[TMKa He MEHbIIe 3), HAXOAWIHX 110 GopmyIe:

_3M-C

C
'min h

.
rje AX — ypOBeHb IlIyMa HyJIeBOro curiaina, C — KOHICHTpaL s CXU3aHapona, h — BRICOTa MMKa HA XpoMaTorpamMmMme.

IMpenensr oOHapyxeHust cxuzaHAponoB A u B B o0pasmax pacTHTENBHBIX OSKCTPAKTOB COCTaBHIIH
8 u 4 Hr/mMn coorBeTcTBeHHO. Jl1s1 ONpOOOBaHMUS pa3paboTaHHOTO CIIocoda omnpeneneHus cxu3anapoiaos A n B Obl-
JIM TIPOaHATM3UPOBAHBI 00pa3ilbl SKCTpakToB. Ha prcyHKe 4 mpHBEeneHbI XpOMaTOrpaMMBbl 00pa3IoB SKCTPAKTOB
U3 CKOHIICHTPUPOBAHHOM BOJIHOM BBITSDKKH, KOTOPAs 4acTo IMPUMEHSETCS B TPaAUIUOHHOM Mequumue [10], u u3-
MEJIbUCHHBIX CeMsiH pactenus S. chinensis cmechto atanon — Boza (7 : 3). ITokazaHo, 4To IKCTParupoOBaHKUe BOIHO-
CIHUPTOBOM CMECHIO JIydIIe MOJXOJHUT ISl M3BJICUCHNUS OMOAKTUBHBIX KOMIIOHEHTOB M3 JIAHHOTO PACTHUTEIHHOTO
MaTepuana. Pacder comepkaHnil McCIeAyeMBbIX KOMIIOHGHTOB IMPOBOJMIIM COTJIACHO ITOCTPOECHHBIM YpaBHEHUSIM
IPaJIyupPOBOYHBIX 3aBHCHMOCTEH, NOBEpHTEIbHbIE WHTEPBAIBI YKa3aHbl s NoBepuTensHoi Bepostaoctu (P),
pasuoii 0,95 (ta6mn. 4). [iist IpUroTOBICHHS CKOHIIEHTPHPOBAaHHOM BoaHOM BeITsDKKH (0,354 r/mit) 6Gpamu 10 r uc-
XOJTHOT'O TIOPOIIKA M3MENFYCHHBIX ceMstH. Takoit crioco06 00paboTku mo3Bonmi 1ooutkes B 8,5 u 9,8 pasa xymie-
TO W3BJEYCHHUS CXM3aHIPOIOB A M B COOTBETCTBEHHO B CPAaBHEHHM C SKCTParupoOBaHHEM ITHX BEIIECTB U3 H3-
MEJbYCHHBIX CeMsH S. Chinensis BogHo-crpTOBO# CMeECHIO.
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Ta6muna 4. Conmepskanne cxuzanapoioB A u B B skcrpakrax (N=3, P=0,95)

Konmenrpanust, Hr/Ma Coneprxanue B 00pas1e, Mr/t
Oo6paszen
cxu3aHgpon A cxuzanapon B cxu3a"gpon A cxuzanapon B
OKCTPaKT U3 BHITSKKH 950+100 150+9 4,8+0,5 0,75+0,05
OKCTPaKT U3 CEMSH 1100480 200+7 5,5+0,4 1,0+0,04
Buieoon

Paspaboran crroco6 oeicTporo omaoBpemeHHOro BOXXX-MC/MC onpenenerus cxuzanapoioB A u B B skc-

TpaKTax U3 PacTHTEILHOTO ChIpbs. [Ipenensl oOHapyXeHusl COCTaBWIIM 8 HI/MJI IIPH ONpEJIeNICHNH CXu3aHapona A

u 4 °ar/mn IIpH OMPCACIICHUU CXHU3aHAPOJIa B. HpeI/IMyHIGCTBaMI/I YKa3aHHOT'O crioco0a aHajau3a SBIISIOTCS €ro BhI-

COKasA JOCTOBCPHOCTb U MPABUIIBHOCTbH, YTO NO3BOJIACT HUCIIOJIb30BATH Hpe[LJ'IO)KCHHLIfI cr1oco0 B KauecTBe peq)e-

PEHTHOTr0. Y CTaHOBJIEHO, YTO cxm3aHapoisl A u B npubnmsntensno B 9 pa3 Oonee 3(h(heKTHBHO H3BIICKAIOTCS

BOI[HO-CHHpTOBOﬁ CMEChIO, YEM BOI[OI>'I HpI/I HpI/IFOTOBJ'IeHI/II/I TpaI[I/IIII/IOHHOFO CpCI[CTBa - BOI[HOﬁ BBITS)KKHU U3
S. chinensis.
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Stavrianidi A.N.*, Rodin I.A., Braun A.V., Stekolshchikova E.A., Ananieva I.A., Shpigun O.A. DEVELOPMENT OF
THE APPROACH FOR DETERMINATION OF SCHIZANDROL A AND B IN THE EXTRACTS FROM SEEDS OF
SCHISANDRA CHINENSIS BY HIGH PERFORMANCE LIQUID CHROMATOGRAPHY WITH TANDEM MASS-
SPECTROMETRIC DETECTION

Moscow State University named after M.V. Lomonosov Moscow State University, Lenin Hills, 1/3, Moscow 119991
(Russia), e-mail: stavrianidi.andrey@gmail.com

An approach of simultaneous detection of schizandrol A and B in extracts from plant material was developed on the ba-
sis of liquid chromatography/mass spectrometry (limits of detection were 8 and 4 ng/ml for schizandrol A and B respectively).
Appropriate conditions of electrospray ionization in positive ion and tandem mass-spectrometric detection in multiple reaction
monitoring mode have been chosen. Analysis of extracts was carried out using a reversed-phase chromatography in gradient
elution mode with C18 sorbent. The proposed approach was tested during the analysis of water infusion and water-alcoholic
extract from the seeds of Schisandra chinensis.

It is shown that in the preparation of the traditional means — water infusion the extracted amount of the analytes was 9
times lower than that of the extraction with water-alcohol mixture. Developed method has a higher selectivity in comparison
with the approaches described in the literature where UV detection is used for schizandrol A and B and similar compounds de-
tection, and hence allows the determination of these compounds, even in case of incomplete chromatographic separation with
the other components of the sample.

Keywords: high performance liquid chromatography, mass spectrometry, electrospray ionization, extraction, vegetable
raw materials, Schisandra chinensis, schizandrol A and B.
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