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C ucnonb3oBaHneM MeToAa BbICOKOI(MDEKTUBHOM XKUOKOCTHON XpomaTorpadumn-TaHoeMHON
Macc-crnekTpoMeTpuu paspaboTtaH cnocob CenekTMBHOro onpeaeneHns ukapyMmHa B npobax moun. Ans
aHanu3a 6uonoruyecknx npod ncnonb3oBanu obpalleHHO-(a30BbIN BapuaHT BbICOKOI(HEKTUBHOM XPO-
maTtorpadum Ha copbeHTax ¢ npuutbimn C18 rpynnamu. OnpegeneHue ocyLwecTBAANM METOA0M TaH-
AEMHOI MacC-CNeKTPOMETPUN C MOHM3AUMEN ANEKTPOPACbINEHNEM B PEXMME perncTpauum BbiopaHHbIX
WOHHbIX NEPEXOA0B Ars NONOXUTENbHbIX MOHOB (3HEepruna coyaapeHun — 40 %, NOHHBIV nepexoa — ¢ m/z =
677.2433 — 313.0703 (100 %), 369.1330 (35 %)).

BbibpaHa npoueaypa npobonoaroToBku, BkNoYaroLlas B cebs TBEpAoda3Hyo IKCTPAKLUMIO Ha Kap-
Tpugxax SUPELCO HLB, koHUeHTpupoBaHne opraHMYeCcKoro aKkCTpakTa B TOKe a3oTa U nepepacTBope-
Hue cyxoro octatka. [Mpegen getektupoBaHus coctasun 1 Hr-mn™. MNpu Banugaumm MeToankun oueHmBanm
cTeneHb U3BneYeHns ukapumHa na uonorudeckon xmnakoctu (97 %), CenekTUBHOCTb U cneumguUyYHOCTb
onpegeneHns LeneBoro CoeanHEeHWs, a Takxe BNUsSHNE MaTpuLbl Ha noHm3auuio (4 %).
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Using the liquid chromatography tandem mass spectrometry, the approach for the selective detection
of icariin in urine samples was developed. Biological samples analysis was performed by the reversed-
phase chromatography using the C18 sorbent. The method of tandem mass spectrometry with the multiple
reaction monitoring (MRM) mode using the electrospray ionization technique in positive ion mode was used
(the collision energy - 40 %, m/z=677.2433 — 313.0703 (100 %), 369.1330 (35 %)). The sample preparation
procedure comprising of the solid-phase extraction based on SUPELCO HLB cartridges, the evaporation of
the organic extract in a stream of nitrogen and the reconstitution of residue was selected. The detection limit
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was 1 ng ml*'. During the method validation, the extraction of icariin from a biological fluid (97 %), the selectivity
and the specificity of the target compound as well as the matrix effects of ionization (4 %) were studied.
Key words: high performance liquid chromatography, tandem mass spectrometry, Epimedium, icariin,

solid-phase extraction, liquid-liquid extraction.

BBEAEHUE

WkapunH (puc. 1) — 0AMH N3 OCHOBHbIX ENCTBY-
IOLLUX BELLECTB ropsHku (Epimedium), ncnonb3yemon
B dhutomeamumnHe Bo BCEM mupe. [Npenapatbl Ha oc-
HOBE 3KCTPAKTOB AaHHOIo pacTeHus yny4ywatoT OyHK-
LMI0 MOYEK, HOpManu3yT MOYencnycKaHve, NpuBoasT
B HOPMY OBMEH XWAKOCTW B OPraHn3me, yCTPaHsaoT ro-
FNOBOKPY>XEHMWE, YCTanocTb, CHUMaKT CTpecc, oMona-
XuBatoT opraHuam [1-4]. CoBpeMeHHble hapmakono-
rmyeckune NccregoBaHUS MOKa3sbIBaKoT, YTO MKAPWUKWH
obnagaet cnekTpom GUoNOrMyeckux CBOMCTB 1 NPOSIB-
NsieT aHTUOMYXOMNEBYH, aHAPOreHHY0 U aHTugenpec-
CaHTHY0 akTMBHOCTU [5-9]. B cBA3U C 3TUM CyLLEeCTBY-
€T HeoBXoAMMOCTb UCCnefoBaHMSA (apMaKOKMHETUKN
nkapumHa, Metabonuama, 6ogoCTyNHOCTK, a Takxke
pacyeTa ap(PeKTUBHON JO3UPOBKMN.

B HacTosLLEee Bpems ANns onpegeneHunst ukapum-
Ha B Bronornyecknx obpasuax NPMMEHSIIT XpomaTo-
rpadmyeckme MeToabl CO CNEKTPOGOTOMETPUYECKUM
aeTtekTnpoBaHuem B Y®-obnactu [10] n kanunnsapHbIn
30HHbIN anekTpodopes [11], koTopble TpebyoT 065-
3aTenbHOro Hanuuusa ctaHgapTHoro obpasua (CO).
[Mpy 3TOM KX YyBCTBUTENBHOCTb U JOCTOBEPHOCTb
naeHTnUKaunm JoCTaTodHO HU3Kast B CPaBHEHUN C
Macc-crnekTpanbHbIMM MeTO4AMY aHanm3a, a npoaorn-
XWUTENbHOCTb aHanu3a — BbICOKas.

B nocnegHue rogbl Ana naeHtTudmkawmm n onpe-
OerneHns nkapurHa Bce Yallie UCnonb3yloT MeToS Bbl-
COKOI(hEKTMBHOM XNOKOCTHOM XpomaTtorpadum ¢
Macc-CnekTpoMeTpuyecknum aetektuposarHmem (BIXKX/
MC) B ycnoBusiX MOHMU3aLMUW dneKTpopachnbifieHnem
(UIP) [12-14], roe nogrotoBka Npod Buonornyecknx
obpasuoB BkNo4aeT B cebs ocaxaeHne 6enkos op-
raHmyeckum pacteoputenem. OgHako B Guonorunye-
Ckux npobax, nomumo 6enko., coaepxarcs u gpyrme
9HAOreHHble COeANHEHNS: MUHEparbHble BeLecTBa
(kak ecTecTBEHHbIE COMNM OpraHn3Ma, Tak u conu, o6-
pasyloLLmecs B xoae HenTpanm3aumm MUHepanbHbIX
KMCIOT U OCHOBaHMIM Nocre ruaponuaa), 6onbLuoe ko-
NMYECTBO CUIMBbHOMOMSAPHBLIX a30TCOAEPXKALLUNX U KNC-
nopoacoaepXalmnx CoeanHeHnn, Taknx Kak caxapa
W NPOAYKTbI UX Aerpagaumm, KpeaTUHUH, MOYEBUHA,
rmnnypoBas KMCrnoTa, aMMHOKUCIOThI, a TakXe B 3Ha-

chy
Puc. 1. CTpykTypHas dpopmyna nkapuvHa (6pytTo-cdopmy-
naC,_H, O, 6 M=676.2367)

33" 40 T15?

YUTENBHBIX KONMYECTBaX NPUCYTCTBYIOT 3K30MEHHbIE
coeauHeHusa (MmopenakcaHTbl, ob6esbonueatolme u
NpOTUBOBOCMANUTENbHbLIE CPEACTBA, N30h1aBOHON-
bl 1 akancTepouabl 13 nueBbix 4o6aBok). Bee atn
KOMMOHEHTbI, COBMECTHO UMEHYEMbIE MaTpULEW, SB-
NAOTCSA OCHOBHbLIM (hakTOPOM, BIUSIFOLLUM Ha YyBCTBU-
TeNbHOCTb OnpeaeneHus, B CBA3U € Tem, 4To obnaga-
HOT CXOAHbIMW 3KCTPAKLMOHHBLIMW U aHANUTUYECKMMM
Xapaktepuctukamu [15]. 3a CHET KOMNOHEHTOB MaTpU-
Lbl MPOUCXOAMT NoAaBEHNE NOHN3AUNN N YMEHbLLIE-
HMe curHana uenesoro coegnHeHus. B utore, npm ne-
pexoge oT kannbpoBo4Hon cmecu CO K pearnbHbIM
Hrnonpobam npegensl 06HapyXeHUa nkapumHa yse-
NYMBAIOTCS Ha HECKOMbKO NMOPSAKOB B 3aBUCMMOCTHU
OT cocTaBa MaTpuubl. B CBSI3M C BbILIEN3NOXKEHHBIM,
HeobxoaMMo BbIOMpaTh Hanbonee onTUManbHyH NpPo-
ueaypy npobonoaroToBKN U TLLATENBHO NCCNeaoBaTh
abdeKkT MaTpuLbl, TaK KaK OH BHOCUT 3HAYUTENbHBIN
BKMag B ownbky onpegeneHuns [16].

Hamwn 6bina paspaboTtaHa metoguka ang onpe-
AeneHus ukapuuHa c npyumeHeHnem BOXXX-MC/MC ¢
VOHM3aUNEN SMeKTPOpacnbIfiEeHNEM B pEXUME peru-
CcTpauum BbIBpaHHbLIX MOHHbLIX NEPEXOA0B AN NOJo-
XUTenbHbIX MOHOB [17]. MeTogmKka oTnu4aeTcs cneu-
NPUYHOCTBIO M BOCNPOM3BOOUMOCThIO.

B naHHoM paboTe nccnegoBaHbl pasfiMyHble
CMocoObl IKCTPAKLMN UKapUUHa, BNUSHME MaTpuLbl
Ha cTeneHb MOHM3auuW Npu onpeaeneHnun AencTey-
IOLLLErO KOMTMOHEHTA.

OKCMNMEPUMEHTAJIbHAA YACTb

PeareHTbl n pacTtBopurtenu. B pabote npu-
MEHANU crnefyoLine peakTmsbl: kapunH (> 98 %,
Phytolab, lepmaHusi), B KauecTBe BHYTPEHHErO CTaH-
napta — kymectpon (> 97,5 %, Sigma-Aldrich, l'epma-
HuS). [na npoBeAeHNs XUAKOCTb-XNOKOCTHOM 3KC-
Tpakuum (XKXKI) ncnonbsosanm XNoOpuUCTbIN METUMNEH
«y.4.a.» (MegXumllpom, Poccns), auetoHnTpun «4ns
xpomaTtorpaduu» (Chromasolv®, Merck, lfepmaHus),
anatunosbIn acmp «4y.4.a.» (MegXumllpom, Poccus),
TpeT-0yTnnmeTnnosbI acdup (Panreac, icnaHus), rek-
caH «4.g.a.» (MegXumllpom, Poccus), n3obyTunossii
cnvpT «ans xpomatorpadumny (LiChrosolv®, lepma-
HWS), N30MPONUIOBbLIA CAMPT «48 XpomMaTorpacumy»
(LiChrosolv®, lepmanus), atunauetat (Chromasolv®,
Sigma-Aldrich, lfepmaHus), meTaHon «ans xpomaro-
rpacumn» (Chromasolv®, Merck, lepmanus). [1nsa npu-
rotoBneHust docgartHoro 6ycpepHoro pacteopa c pH =
6.5 ncnonbsoBanu 6e3BogHbIN gurngpodocdar ka-
nna «4.g.a.» (Merck, lfepmanuns) u 12-BogHbIv rmapo-
docdpat HaTpus «4.a.a.» (Merck, lfepmanuns). Xnopug
HaTpUA «4.4.a.» nony4veH ot pupmbl Sigma-Aldrich
(TepmaHus), KOHLEHTPUPOBaHHas ConsHas kucnota —
XumMep (Poccus). Kap6oHaTHbI BydepHbI pacTBop
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¢ pH = 10.0 rotoBunu 13 kapboHaTa u rmgpokapboHa-
Ta kanusa «4.g.a.» (XumMepg, Poccus). depmeHTaTme-
HbI TMPONN3 NPOBOAMIM ¢ BeTa-rMKypoHNaason
n3 E-coli K 12 (pacteop B 50 % rnnuepuHe nponssoa-
cTBa komnaHuu «Roche diagnostics GmbH», lepmanus).
TeéppodasHyto akcTpakuyuto (TIJ) nposoam-
nn Ha kapTpugxax SUPELCO HLB 200 mr n DSC-18
200 wmr. na npurotoBneHna nogsuxHon drasbl Uc-
nonb30oBany 4eNOHU30BaHHYI0 BO4Y C YOEmNbHbLIM CO-
npoTtueneHnemM 18.2 MOmM-cM™', MONyYeHHYIO C NOMO-
wito yctaHoBkn NANO Pure (Thermo Scientific, CLLUA).
MypaebunHas kucnota (Fluka, LLBenuapus) cnyxuna B
KayecTBe moaundukaTopa noaBuxKHOMN asbl.
O6opyaoBaHue. VccnegoBaHust NPOBOAMIN C
NCMNOMb30BaHUEM BbICOKOI(PEEKTUBHOIO XMUAKOCTHO-
ro xpomaTtorpacda Ultimate 3000, ocHalLeHHOro aBTo-
camnnepom Dionex Ultimate 3000 RS Autosampler, rpa-
AneHTHbIM Hacocom Dionex Ultimate 3000 RS Pump,
Jerasatopom u 6510KoM Ansi TEpMOCTaTUPOBaHNS XpoMa-
TorpacnM4ecKomn KONOHKN C rTMBpMaHBIM Macc-CneKTpo-
meTpom QExactive c opbutanbHOM MOHHON NOBYLLKON
BblcOKOro paspelueHus (Thermo Scientific, lepmanus)
N UCTOYHMKOM MoHmnsauum lonMax HESI-II. B kayecTBe
pacnbINsoLLEero U BCoMoraTenbHoro ra3a ncnonb3o-
Banu a3oT OT reHepaTtopa a3ota Genius 1022 (Peak
Scientific, Llotnanamns). O6paboTky gaHHbIX NPOBO-
AWy ¢ NpMMEHEHEM NporpaMMHoro obecneveHus
Xcalibur Bepcun 2.2 (Thermo Scientific, CLUA).
YcnoBusa xpomarorpacuyeckoro pasgene-
HUA. XpomaTorpacduyeckoe pasgeneHve nposogu-
N1 Ha KonoHke ¢ obpalleHHO-a3oBbIM COPOEHTOM
Hypersil Gold aQ, annHon 150 MM, BHYTPEHHUM On-
ameTpom 2.1 MM, pa3mepoM 3epHa copbeHTa 3 MKM,
dpupmbl «Thermo Scientificy. Temnepatypa TepMmocTa-
TUPOBaHWSA KONOHKM cocTaBnsna 45 °C, 06bEmHas cko-
pOCTb NoTOKa noABuxkHoW dasbl — 0.6 Mi-MuH™. B ka-
YecTBe NoABWXKHOW hasbl ucnonssosanu 0.1 %-Heln
pacTBOP MypPaBbWMHOM KUCIOTbI B CMECU aueToHUTpu/
BOAa B cooTHOWeHuM 5 : 95 (06. : 06.) (A) n 0.1 % pac-
TBOP MypaBbWHOW KMCNOTbI B aueToHuTpune (B). Xpo-
mMaTtorpadmyeckoe pasaeneHve BeLecTs NpoBoOANIN
B peXume rpagueHTHoro antouposaHus: 0-1 MUHYT —
20 % B; 4 MnHyT — 25 % B; 4.5 MnHyT — 40 % B; 7.5 mu-
HyT — 95 % B; 7.5-10.5 MuHyT — 95 % B; 11 MuHyT
—20 % B. Bpemsi aHanusa ¢ y4eTom ctabunusaumm cu-
cTeMbl Nepes BBOOOM crieaytoLlero obpasua cocras-
nsno 15 muHyT. O6EM BBOgUMON Npobbl — 10 MK/.
YcnoBusi Macc-CneKkTpoMeTpUYECKOro onpe-
AeneHus. Macc-cnekTpbl nony4vanu B ycrnosusix MOP
npv atMocepHOM AaBneHuun. HanpsikeHue Ha kanun-
nqape coctaensano 4.0 kB; tTemnepatypa kanunngapa —
270 °C; Temnepartypa Ha pacneinutene — 280 °C; cko-
pOCTb NOTOKa pacnbiistollero rasa (asot)—0.40 n-MuH™;
CKOPOCTb NOTOKa BCMOMOraTtefnbHOro rasa (asor) —
0.1 n*MuH™; cKOPOCTb NOTOKA ra3a-ocyLunTens (a3oT) —
0.05 n-muH™". leTekTMpoBaHUE OCYLLUECTBASANN NpK
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perncTpaumm NonoXuTeNbHbIX MOHOB B Auana3oHe
macc 100-1550 [la ¢ paspeweHunem 35 000 (Ha no-
NOBMHE BbICOTbI) N TOYHOCTbLIO ONpeAeneHnst macc
5 MnH'. Macc-cnekTpbl BTOPOro nopsiaka nony4anu
BbICOKO3HEPreTUYECKOW auccoumaumnen coygapeHu-
em (HCD) npu aHeprum 40 % (ans nkapuvHa) u 45 %
(ans kymecTpona).

MpuroTroBneHne cTaHAAPTHbLIX PACTBOPOB U
NOCTPOEeHMe rpagyMpoBOYHbIX 3aBUCUMOCTEN. Ha-
BECKM MKapuvHa M BHYTPEHHEro ctaHgapta — Kyme-
cTtpona no 1 mr pacteopsanu B 1 mn metaHona. Mony-
YeHHble PaCcTBOPbI MCMONb30BaNM 4118 NPUrOTOBIIEHNS
cepuii rpagyvMpoOBOYHbIX PaCTBOPOB C KOHLEHTpaLuu-
amm 200, 150, 100, 50, 25, 10, 5, 1, 0.5, 0.1, 0.05, 0.01,
0.005, 0.0025, 0.001 1 0.0005 mkr-mn.

Mpo6onoaroToBka 6MONOrMYECKOM XKUBKOCTH.

AHanu3 nocie pas6aesieHus. K obpasLy moun
(5 mn) go6aenanu 0.05 mn BHYTPEHHero ctaHaapTa,
coaepxatero kymectpon (0.1 mkr-mn'). 3atem BHO-
cunu 6.5 Mn aueToHUTpUNa, TWaTeNbHO NepemeLln-
Banu, LeHTpudyrmposanu B Te4eHne 10 MUHYT npu
13400 06-MuH". OTOBUpanu 1 Mn Hagocaao04YHOro Crost
¥ aHanuaupoBanm.

XOKI. Kobpasuy mouw (5 mn) gobasnanm 0.05 mn
BHYTPEHHEro cTaHgapTa, Npy NnpoBeaeHnn hepmeHTa-
TUBHOrO ryuaponuaa sHocunu 1 mn dpoccatHoro bydpepa
¢ pH=6.5, 0.03 mn pactBopa 6eTa-rmoKypoH1Maassl u
nHkybumposanu B TedeHune 80 MuHyT npun 55 °C. 3atem
0115 OCYLLECTBIEHNSA KUCINOW SKCTPaKuum 4obasnanm
0.05 MmN KOHLEHTPUPOBAHHOM CONSAHOM KUCMOTbI, 4115
Lweno4yHon — 1 mn kapboHaTHoro 6ydepHoro pacTeo-
pa ¢ pH = 10.0. lNMocne 4ero BHocwnn 1 1 xnopuaa Ha-
TPWS U TLLATENbHO NepeMeLLmBani. AKCTparnpoBarnm
5 MmN opraHM4eckoro pacTBOpPUTENS U CMECHIO pac-
TBOpUTENen B TeyeHne 10 MMHYT Ha aBTOMaTUYECKOM
akcTpakTope. LleHTpudpyrnposanu npm 3000 06-MuH"
B TeyeHne 10 MUHYT, OpraHMYecKuin IKCTPaKT ynapu-
Banu JOCyxa B TOKe a3oTa npv KOMHaTHOW Temnepa-
Type. Cyxon octaTtok nepepacteopsanv B 0.1 mn nog-
BWXXHOW hbasbl B n aHanusmposanw.

T®3. K obpasuy moun (5 mn) gobasnanu 0.05 mn
BHYTPEHHero ctaHgapta. KoHaMumoHnpoBaHue cop-
GeHTa npoBOAMNM NyTEM NOCIEef0BaTENBHOIO NPOny-
CKaHWs Yepes KapTpuax 4 Mn meTaHona u 4 mn Boabl.
Hanee 3arpyxanu 5 mn obpasua co ckopocTbto 1 mI-
MUH". TIPOMBIBKY OCYLLIECTBNANM NOCNeoBaTENbHO
4 mn BoAabl. MaTpoH cywmnm nog BakyymoM B Teye-
Hve 5 MUHYT. OntonpoBanu 4 pasa no 1 Mn meTaHona.
Ontoat ynapmanu Jocyxa B TOKe a3oTa, CyXoun ocTa-
Tok nepepacteopsanu B 0.1 mn noasuxHow ¢asel B u
aHanM3upoBanw.

Banvpaumio paspaboTaHHON METOAMKM NPOBOAU-
11 COrNacHoO PyKOBOACTBY Mo Banugauuv bnuoaHanutu-
Yyeckux metoaos [18] n MeTognyecKkMm pekoMeHgaumnsam
FOCT P UCO 5725-1-2002 [19] u TOCT P UCO 5725-
2-2002 [20].
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PE3YJIbTATbI U UX OBCYXXAEHUE

PaHee Hamu [17, 21] 6bin pa3paboTaH cnocob
onpepeneHust kapuvHa B BOGHO-CMUPTOBbLIX 3KCTPaK-
Tax U3 pacTuTenbHOro cblipba MeTogom BAXKX-MC/MC,
nccneaoBaHbl Npouecchl parmeHTauun eENCTBYHo-
LLIero BeLlecTBa ropsiHkM MPU BbICOKOSHEPreTUHECKON
avnccouunaumm coygapeHneM ¢ UCnosrb30BaHUEM UO-
HM3aLun anekTpopacnbifieHneM npu aTMocepHOM
AaBMEeHNN C PasfnuUYHbIMU pPeXMMamMu permctpauum,
npeanoXxeHa UHTepNpeTauns NoONy4YeHHbIX CNEKTPOB,
a Takxe onpefeneHbl onTUMarnbHble NPUOOPHbIE U
Macc-crnekTpanbHble napameTpbl aeHTUMMKaLm
nkapumHa (3Heprus coygapeHun — 40 %, NOHHbIN ne-
pexop B yCNOBUSAX perncTpauum nonoxXunTenbHbIX No-
HOB —C m/z = 677.2433 — 313.0703 (100 %), 369.1330
(35 %)). SHeprua CTONKHOBEHWI AN BHYTPEHHEro
ctaHgapTta coctasuna 50 %, a MOHHBIN nepexon — C
m/z=269.0445 — 241.0491 (100 %), 197.0595 (100 %),
213.0543 (72 %), 225.0543 (25 %).

B kayecTBe MoZEeNbLHON BUOXMAKOCTM MCNOSb-
30Banu Moy YeroBeka, Tak kak oHa Hanbonee WH-
cdhopmaTmBHa AN oLeHKM npoduns akckpeumun. Ang
nonyyeHus obpasua ¢ KOHUEHTpauMen Luenesoro se-
wectea 0.1 mkr-mn™' B 5 mn moun BHocunu 0.1 mn pac-
TBOpa MKapuunHa ¢ KoHUeHTpaunen 5 mkr-mn'. B kave-
CTBe MHTaKTHOro obpasua ncnonb3osanacb moya 6e3
BHECEHWS aKTUBHOIO KOMMOHEHTa.

YuuTbiBas CBOWCTBA aHanuTa, MeTof aHanusau
00BEeKT nccnegoBaHmun 6610 BeIOpaHO HECKOSBKO Ha-
npaBneHuii pa3paboTkm npouedyp NpobonoaroToBKM.

1. AHanua cynepHaTaHTa nocne ocaxgeHus
«MaOpHbIX» BErKoB aueTOHUTPUIIOM U LeHTpUdYy-
rMpOBaHUs.

2. XKXK3. C uenbto nogbopa onTumarnbHOro Me-
ToAa BbIbpanu Tpy TUNa aKCTPaKLUmMK (LLENOYHYHO, HEN-
TpanbHy0 1 KUCMYI0) C MCMOMNb30BaHNEM IKCTparnpy-
IOLLUX CUCTEM C Pa3HbIMU UHAEKCAMU MONSIPHOCTU 1
ANIOUPYIOLLIEN CUION [22], TaKNX Kak XNOPUCTbIN Me-
TUNEH; aueTOHUTPWUIT; CMECb AU3TUINOBOrO U TpeT-by-
TUNMETUNOBOro 3¢pnpoB B cooTHOWeEHUn 9 : 1 (no
06bEMY); CMeCb rekcaHa C XopUCTbIM METUMEHOM B
cooTHoLeHnu 85 : 15 (no o6bEMY); cMecb U306y TUNO-
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Puc. 2. Cxema rugponunsa nkapuvHa nog gencresuem Ge-
Ta-rnioKypoHMaassl

BbI CMUPT: M30MPOMUITOBLIA CNUPT: aTunavetart (40 :
30 : 30 no o6BEmy).

Mpu npoBeaeHnn bepmMeHTaTMBHOIO rMaponm-
3a ¢ 6eTa-rnmoKypoHnaa3on obHapyxeHo, 4To eLwé Oo
WHKYOMPOBaHWS MKapUUH r’MpOonM3yeTcs 40 Kapusm-
aa ll nnkaputuHa (puc. 2), 4To AenaeT HEBO3MOXHbIM
ncnonb3oBaHMe JaHHOro hepMeHTa Ans npouecca
npobonoaroToBkM Buonornyecknx odpasLoB C LEeNbo
obHapyXeHUst HenocpeaCTBEHHO aKTUBHOTO KOMMOHEH-
Ta, O4HAKO MOXET ObITb UCMONb30BaH ANS rPynnoBo-
ro onpegenexHus ornaBoHOMAOB rOPSHKU.

3. T®3. Ans npobonoaroToBkn 6binn Bbibpa-
Hbl kapTpuaxn SUPELCO DSC-18 n HLB, nocneaHue
6narogaps pasBuTon rMapoPUNbLHO-NUNOMUNBLHON
NoBEPXHOCTU copbeHTa CnocobHbI yaepxmBaTh LUK-
POKMIA AnanasoH CoegMHEHN C pa3HOM NONSPHOCTLIO.

KOHTpONb MOMHOTHLI 3KCTPaKLMUK N OCTanbHbIX
aHanMTU4YecKnx aTanos NPobonoaroToBKN (TakMX Kak
0YMCTKA M KOHLLEHTPMpPOBaHMe Npobbl) NPOBOANMIMN Me-
TO4OM A00aBOK BHYTPEHHEero ctaHgapTa (6nmskoe no
CTPYKTYPE W 3KCTPAKLMOHHBIM CBOMCTBAM COEAVNHEHWE

— kymectpon (puc. 3)). NaeHTudmrkaumio aHanMToB B
obpasuyax npoBoaunKu No Tpém napameTpam: Bpems
yAEPXMBAHUS (MKapunHa — 4.4 MUHYTHI, KymecTpona
— 5.0 MMHYT), BbIOpaHHbIE XapaKTEPUCTUYHBIE NOHBI U
COOTHOLLEHWSA UHTEHCUBHOCTEN BbIGPAHHbBIX MOHOB,
KOTOpble OCTaBasiMCb NOCTOSHHBIMY B LLUMPOKOM Auna-
nasoHe KOHUEeHTpauni.

PesynbTatsl Beibopa npouenyp npobonoarotos-
Kun npeacTaBneHsbl B Tabnuue. Kak BuaHo 13 npeacras-
NEHHbIX pe3ynbTaToB, HAMOOMbLUErO M3BMNEYEHNS yaa-
noCb AOCTUMHYTb NPY NPOBEAEHUN NPSIMOro aHanmnaa
cynepHaTaHTa v nocne TBepAodasHoON SKCTPaKLUNM C
kapTpugxamm SUPELCO DSC-18 n HLB. MNpuseaex-
Hble B Tabnuue AaHHble TakXke CBUAETENbCTBYIOT O
TOM, 4TO Npm npoBeaeHunmn KX aBe akcTparvpyowme
CUCTEMBI: aLETOHUTPUIT U CMEeCb U306y TUNOBOrO, U30-
NpONUIOBOro CMPTOB M 3TUNaLeTaTa B LLEeNOYHbIX yC-
NOBMSAX NOKa3bIBAKT Hamnyywme KoauuneHTsbl No
nssneyveHuto (79 n 73 % cooTBETCTBEHHO).

[nsi OuEeHKN CENEKTUBHOCTM BbIGPaHHbIX Xapak-
TEPUCTUYHBIX MOHHbIX NEPEXOAOB U3YUYnNn BNUAHUE
MeLLaLLmnx OOHOBbLIX BELLECTB B OMONOrMYeCcKom xma-
kocTu. NMpoaHanunampoBanu 20 3KCTPaKTOB UHTAKTHBIX
06pasuoB Moun. Ha kaxkgowv xpomaTorpaMmme nNpom3Bo-
AWy aHanus y4acTkoB, COOTBETCTBYHOLLMX BpEMEHAM
yOepXvMBaHus onpegensemMbiX BeLwecTB B npegenax
OOHOW MUHYTbI. CENEKTUBHOCTb CHUATANMN NPUEMITEMON,
€CI1 Ha BCeX XpoMaTorpammax Ha yKa3aHHbIX y4acT-
Kax He BbINo nHTepdEpPMPYOLLUX MUKOB C OTHOLLEHM-
eM curHan/wym 6onee vnu pasHbim 3 : 1.

Puc. 3. CtpykTypHas hopmyna kymectpona (bpyTTo-cdop-
myna C,.H.O,, M =268.0372)

15" 8757
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Tabnuua
Pesynbrathl nccnegoBaHuii no Belbopy npouenyp npobonogrotosku (P = 0.95, n = 10)
WkapumH
Tun akcTpak- MaTpuyHbI dakTop, Hopmanu-
QkcTparupytoLasi cuctema KoadhpumumeHT nssneyve- . ~
Luum — 30BaHHbIV HA BHYTPEHHWI CTaH-
napt, %
XnopucTein MeTUNeH 19 19
AueToHuTpun 53 11
OnaTtunosbin acup: TpeT-6yTun-
MEeTUNOBbI 3mp 15 21
HKS (9: 1 no 06BEMY)
Kucnas [ekcaH: XNnopucTbIN MeTUNeH 0 19
(85: 15 no 06bEMY)
N300y TMnoBbI CNnpT: M3onpo-
NUNOBbLIA CANPT: 3TMNaueTar 35 12
(40:30:30 no 06BEMY)
HKS XnopucTein MeTUNEH 2 13
LwenoyHas AueToHnTpun 79 19
OnatunoBbi adomp: TpeT-6yTUN-
METUNOBbLIN 3mp 9 25
(9: 1 no o6BEMY)
lekcaH: XNOpUCTbIN METUMEH 0 23
(85: 15 no 06bEMY)
N300y TMNOBLIN CNNPT: N30Npo-
NUNOBbLIM CANPT: aTMNaueTar 73 9
(40:30:30 no 06BEMY)
HOKD XNopuCTbI METUIEH 6 20
HenTpanb-Has AueToHNTPUN 72 18
OnatunoBbi adomp: TpeT-6yTUN-
MEeTUNOBbLIA ahump 31 17
(9: 1 no 06BEMY)
lekcaH: XNOpPUCTbIN METUMEH 0 o4
(85: 15 no o6bEMY)
M306yTNoBkIN CNUPT: M30Mpo-
NUNOBbLIM CAMPT: aTMnaueTar 49 9
(40:30:30 no 06BLEMY)
TS
97 4
SUPELCO HLB 200 mr
TS
DSC-18 200 %0 !
[Mpsamon ananuns 99 35

Ha cneundu4HOCTb U YYBCTBUTENBHOCTL ONpe-
OeneHns BeLLEeCTB C UCMONb30BaHMEM MacC-CEeNeKTMB-
HOro AeTEKTOpa MOXET BNUATL NoAaBNEHNE MOHN3AUNN
KOMMOHeHTaMu Mmatpuupbl. OCHOBHOWM NPpUYMHOM Noga-
BNEHUS 3NEKTPOPaCNbINUTENBHON MOHN3aUUKN Npu aT-
MoccepHOM AaBrneHumn ABNSeTCA U3MEHEHNe CBOUCTB
crnpes u3-3a Hanuyung manoneTyyux UM HeneTyumx
pacTBOPEHHbIX BELLLECTB (MOH-MapHbIE peareHTbl, CoMnMu,
nekapcTBEHHbIE NpenapaTbl U Ap.), BAMSIOLLMX Ha 3h-
(PEKTUBHOCTb 06pa30BaHNS UM UCMAPEHWS Kanenb B
crpee, TeM CaMblM, Ha KOMNMYECTBO 3apsKEHHbIX NO-
HOB B ra3oBow ¢hase, nonajaroLmx 3aTemM B Macc-cnek-

320

TpomeTp [23, 24]. NogaBneHne NoOHM3aL MM NOMSPHbIX
aHanuToB BornbLUe, YeM MeHee NonsipHbIX [25].

MaTtpuuHbin acpdekT nccnegoBanu ¢ UCNOSb-
30BaHMEM pasfnmyHbIX BapUaHTOB BBEAEHNS LENEBbIX
coeanHeHunn. MaTpu4HbIi hakTop, HOpManUM3oBaHHbIN
Ha BHYTPEHHUI CTaHZapPT, BblYUCNANM Mo hopMyrne,
npeacTaBneHHon B paboTe [18]:

MFnop,u (%) =

anaium

100 %

BHYMP .CMAHO.
roe MF_, . — OTHOLWIeHWe niowaan nuka aHanura
B NPUCYTCTBMM MaTtpuubl (Matpmua nocne akcTpak-
uum c fobaBneHNeM B Hee aHanuTa) K nrowanu nuka

B OTCYTCTBUMN MaTpULbl ('-ll/lCTbIVI pacTBop aHaJ'IVITa);



AHanumuka u KOHMPOIJlb.

2015. T 19. Ne 4,

MF ., p cmans, — OTHOLIEHME MIOLIAAN MWK BHY TPEHHE-
ro ctaHgapTa B NpuCyTCTBUM MaTpuupl (Matpuua no-
cre 3KCTpakumm ¢ 4obaBneHneM B HEe BHYTPEHHETO
cTaHZapTa) K Mrowaam nMka B OTCyTCTBUN MaTpuLbl
(UMcTBIN pacTBOpP BHYTPEHHErO CTaHAapTa).

CrteneHb nogaBneHns noHm3aunm OHOBbLIMU
KOMMOHEHTaMn MaTpuLbl 4119 UKapuyHa Npu NPsiMom
aHanuae cynepHataHTa cocTaensieT 35 %, B TO Bpe-
Ms Kak npyu T ¢ kaptpuaxamm SUPELCO DSC-18
n HLB — 7 n 4 %, cootBeTcTBEeHHO (Tabn. 1).

YunTbiBasd cTeneHb 3KCTpakumMm n apdekt ma-
TpUUbl, COENaH BbIBOA, YTO Hanbonee npmemnemsim
cnocobom npobonoarotoBku aBnsetca TOI ¢ kap-
Tpuaxamu HLB, npu koTopom npegen obHapyXeHus
nkapuunHa coctaenset 0.001 mkr-mn.

[Nsi oueHKN BNUSHNSA MCNOMb3yeMbIX B MPoLEeC-
ce NpobonoAroToBKM Py TUHHBIX 0Opa3LoB buonornye-
CKMX Npob peakTMBOB Ha CTEMNEeHb MOHM3ALMMN aHanu-
TOB NPOBENN aHaNM3 3KCTpakTa BOAbI, NOABEPKEHHON
BCEM CTaAusAM NOArOTOBKM Npob K aHanm3y. MNpn aTom
CyLLecTBEHHOro adhdekTa NogaBneHNs MOHMU3aLN pe-
aKTMBaMu He Habnoganu.

CpaBHUTEeNbHLIA aHanna 20 o6pa3yoB MoK
rokasars, YTo CTeneHb U3BMEeYEHNa aHanuToB u no-
OaBIeHMe NX MOHMU3ALMM MaTpULLEN HE MEHSIKOTCS OT
obpasua k 0bpasLy.

3AKNIOYEHUE

PaspaboTaHa meToanka onpeaeneHns nkapmm-
Ha B Mo4ve meTogom BOXKX-MC/MC ¢ ncnonb3oBaHu-
eM JOPU B pexxnme pervcrpauum BbiopaHHbIX MOHHbIX
nepexooB Ansi NONOXNUTENbHbIX MOHOB. OLEHEHbI
cteneHb n3sneyenus (97 %), BnaHme maTpuubl Ha
noaaerieHne noHn3auumn aHanuTta (4 %), npegen obHa-
py>xeHust (1 Hr-mn!). PazpaboTaHHbIi cnocob siBnsieT-
€S cneumgmUYHbIM 1 YyBCTBUTESbHBLIM, MO3BOMSOLLMM
coyeTaTb Kak Ka4eCTBEHHOE, TaK U KONMMYECTBEHHOE
onpegeneHne nkapumHa B buonpobax.
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