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B MOYe MeTO0/I0M ra3oBoii Xxpomarorpaguu ¢ TPOiiHbIM KBaJAPYyNOJIbHbIM MacC-CeJIeKTUBHBIM

JeTeKTopoM (rx/mMc/mMc)

B jmanHHO# cTarhe MpeIokeHa cxema MPOOOIOATOTOBKH, COCTOSINAsT M3 OYUCTKA OHOMAarepuaia OT OpPraHu4ecKuX
U HEOPraHMYECKHX BEILIECTB, MHAPOIN3a C B-TIIOKYPOHHIA30d, IKCTPAKIMH H-TICHTAHOM, JepuBaTh3anuu. B pabore
MCIIOJIb30BaNM ra3oBblit xpomatorpad Agilent Technologies 7890A ¢ aBrocamruiepom 7693 1 Macc-CeIeKTHBHBIM JIETEK-
topom Triple Quad 7000. Metogom I'X/MC/MC mosy4usid COOTBETCTBYIOIIUE XPOMaTorpaMmel 17b-metnin-5b-anapoct-
1-eHe-3a,17a-1uona - snumerenanona. Ha Xxpomarorpammax HpoObl BHIHBI YETKO BBIPQKCHHBIC IMHKH C BPEMEHEM
yaepkuBanust 11,29 muH. JIaHHBIA METOJ MO3BOJSIET MOATBEPIUTh HAIMYHME SMUMETEHMONA B MOYE COAEpIKaHHEM
1-2 =r/mm.

KutroueBblie cj10Ba: aHabOIMYECKOE BEIIECTBO, SIUMETEH U0, MOYa, Ta30Bast XpOMaTorpadusi, TOMHHT.

U.B.Shorabekova, K.A. Balgimbekova, A.M. Shaldybaeva, T.D. Talbaev
Confirmation of 17p-methyl-5p-androst-1-ene-30,17a-diol metabolite of methandienone in urine
by triple quadrupole mass-selektive detector gas chromatography (gc/ms/ms) methods

This article shows the sample preparation used in the analysis, consisting of cleaning of the urine from organic
and inorganic chemicals, hydrolysis with B-glucuronidase, extraction with n-pentane and derivatization. Following
equipment was used during the performance of this work: a gas chromatograph Agilent Technologies 7890A GC
System with 7693 Autosampler and mass selective detector Triple Quad 7000 GC/MS. GC/MS/MS chromatograms
of epimetendiol obtained by this method were found to be appropriate. It is shown that the retention time and piek of
epimetendiol is 11.29 minute. This method allows confirming epimetendiol’s urinary concentration of 1-2 ng/ml.

Keywords: anabolic substances, epimetendiol, urine, gas chromatography, doping.

V.. [llopa6ekoBa, K.A. baarumbekosa, A.M. lllanasi6oaesa, T./1. Tanbaes
Y kBajpynoJibJi Macc-ceJIeKTHBTI IeTeKTOPJIbI Ia3/ibl XpomaTorpadus (rx/mc/mc) agiciven 39paeH
MeTaHANeHOHHBIH 17P-mMeTna-5B-anapoct-1-eHe-30,170-1101 MeTa0OIUTIH pacTay

By makaaza 30p/ii OpraHuKaibIK )KoHe OeffopraHUKaIBIK 3aTTap/laH Ta3apTy, P-DIIOKYPOHUIa3aMeH THPOIN3/IEY,
H-TICHTAHMEH SKCTPAKIHSIAY, AePUBATH3AIMAAAH TYPAThIH ChIHAMAIBIK JalblHIAy cXeMachl KenripinreH. JKymbicta
razasl xpomarorpag Agilent Technologies 7890A nen 7693 aBrocamiutep xoHe Macc-celaekTuBTi aeTekrop Triple Quad
7000 xonmaubuiasl. [ X/MC/MC aaicimen 17b-metuin-5b-annpocrt-1-ene-3a,17a-auona - SNMMETEHHOIFA COHKEC XPO-
MaTtorpamMmMaap ajgbIHAbL. DIUMETSHIUOJIBIH MIBIFY YakbIThl 11,29 MHHYTTBI KYPaHTBIHABIFBI KOPCETUITeH. XpoMaro-
rpaMMarap/a YJIriHiH YCTaly yaKsITEl MEH ITUKTaphl aHBIK KepceTinreH. by onicrien 3operi snumeTeHanonst 1-2 ar/
MJI KOHIIEHTpanusia pacTayra Ooassl.

Tyiiin ce3nep: anaboNMMKaIBIK 3aT, STUMETEHANO, 33D, Ta3Abl XpOMaTorpadus, JOIUHT.

Beenenue KJ1acca CIIy»KaT JJ1s1 YBEJIMUCHHsI MBIIIEYHON MaCCHI,
MoKa3aresieil CHUiIbl U BBIHOCIUBOCTH CIIOPTCMEHOB
Meranauenon  (17b-runpokcu-17a-meTunan- U SIBISIIOTCA HanOosiee 4acTo UCIOJb3yEeMbIMH 3a-

npoct-1,4-nueH-3-0H) OTHOCHUTCS K TpymIme aHa-
OOMUYECKUX CTEPOMJIOB, 3AMPEIICHHBIX K MPUMeE-
HEHHWIO B CIOpTe BCceMHpHBIM aHTHUIOMHWHTOBBIM
arearctBoM (BAJIA) [1]. CoenuHeHus RaHHOTO

MIPENEHHBIMH MpenapaTaMy B CIIOPTE.

B opranuzme denoBeka OOJIBIIMHCTBO CTEPOUIOB
B 3HAUUTEIHLHON Mepe MeTaOOIH3UPYIOTCS, TTOITOMY
HCXOJIHBIE COETUHEHUs OIpPENENAI0TCS B TEueHHe
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KOPOTKOTO TIPOMEXYTKa BPEMEHHM IIOC/Ie IIpUeMa.
CrnenoBarenbHO, JUIS YCHEIIHOTO JETeKTHPOBAHUS
B OOJBIIMHCTBE CIy4aeB HEOOXOIUM aHAIU3 CIel-
UpUIECKUX METa0OIUTOB U MapKepOB, KOTOPBIE TO-
3BOJISIFOT MOATBEPAUTE NMPHEM CTEPOUJIOB B TEUCHHE
JUIUTEJIBHOTO CPOKA I10CTIE MX YIOTPEOICHUS.
MertaHn1eHOH BIiepBble CHHTE3UpOoBaH B 1955 ro-
Iy, 3aTeM OBLIO TIOKa3aHO, UTO OH 00JIaaeT CHIILHON

OH’
H

aHa0OIMYECKOM aKTHBHOCTHI0. BriepBhIe mosiBUIICS B
nponaxe B 1958 romy B CILIA, B BHe TabneTok 1o 5
MT, T10J] TOPTOBEIM Ha3BaHueM «Jlnanabom» [2].
OCHOBHBIM META0OJIUTOM METaHANCHOHA SIBIIS-
eTCs AMUMETEHINOJN. XVUMHUYECKOE Ha3BaHUE OIIH-
MeTteHauomna — 1 7b-metun-Sb-anapoct-1-en-3a,17a-
nuon [3], xumudeckas 6pyrro popmyna —C, H, O

3420
a CTpyKTypHas ¢popmylia IpuBeieHa Ha pucyHKe 1.

\\\\\\O H

Pucynok 1 — CtpykrypHas ¢popmyna snuMeTeHanona [4]

Hawubosee mmpoko NCoib3yeMbIM 17151 OOHapy-
JKCHUS M IOATBEPIKACHHSI TPUCYTCTBHS aHA0OIHYEe-
CKHUX CTEPOH/IOB B MOUE SBJIIETCS METOJ ra3oBOH
Xpomarorpaduu/mMacc CIEKTPOMETPUH, B KOTOPOM
CTEpOUIbI aHATM3UPYIOTCS B BUJI€ TPUMETHUIICHIIH-
JIUPOBAHHBIX TPOU3BOAHBIX [2]. OmHako, aHaHM3
CJIEJIOBBIX KOJMYECTB JIAHHBIX COCIMHEHHUH yCIIOXK-
HSIETCS MIPUCYTCTBHEM 3HAYMTENHbHOTO (hOHA PHIO-
TEHHBIX CTEPOUIOB B MAaTPHIIE M KaK CJICJCTBUE BbI-
COKHM YPOBHEM IIIyMa.

DNUMETEHINOI B OMOJOTHYECKHUX TMPoOax Mo-
XKeT ObITh OOHapyXeH B KOHLEHTpauusx oT 10
HT/MJI METOAOM Ta30BOHM Xpomarorpadun/macc-
cnekrpomerpun (I'X/MC). B coorBercTBUM € Tpe-
ooBanmemM BAJIA MuHHManbHBIN TIpeaen oOHa-
PY>KEHHsI STIMMETeHN0IAa cocTaBisieT 2 Hr/ma [5].
[To3ToMy 11eNBIO0 JaHHOU paboThI ObLIa pa3paboTka
METO/IMKH OTIpeIeIeHns] SMUMETeHIMoIa B Moue
METOJIOM T'a30BOM XpomaTtorpaduu ¢ TPOMHBIM KBa-
JIPYTIOJIEHBIM MacC-CEeJIEKTHBHBIM neTekTopoM (I'X/
MC/MC) Ha ypoBHE KOHIIEHTpaIiu 1-2 HI/MIIL.

BKCHepHMeHTaHLHaﬂ 4acTb

Obopyoosarue
Jlnis mepBUYHOrO aHanu3a 00pas3lioB MOYM ObLI
MCIIONIb30BaH ra3oBblii Xpomarorpad Agilent 6890 N
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C KBIPYIIOJIBHBIM Macc-CleKTpoMeTpoM 5973 inert
MS. Xpomarorpad ocHarmer kononkoit HP-ULTRA
1, 0,11 mMxw™, nnuHa ~ 17,5 M, BHYTpEHHUM TUaMeTp
0,20 mMm. I'a3-HOCHTETB — TelIHiA, ¢ JCIICHUEM TIOTO-
ka 1:15,8, ckopocth moroka 0,5 MiI/MHH, TeMIiepa-
Typa umxekropa 300°C; temneparypa uHTepdeiica
300°C; TtemmepaTypHas mporpamMma TepMOCTaTa
konoHku: 186°C, 2,95°C/mun no 235°C, 44°C/mun
no 310°C (2,2 mmH). Macc-xpoMaTorpammsl 3a-
MUCHIBAJICh B PEKHUME TMOJHOTO CKAaHMPOBAaHUS B
nuana3zone 50-700 m/z u B pekuMe CKaHUPOBAHUS
BbIOpaHHBIX HOHOB (SIM) ¢ HOHM3aIMEH AIIEKTPOH-
HbIM yiapoM c sHeprueit 70 sB, Temneparypa noH-
HOT0 UCTOYHHMKa cocTasisuia 230°C.

Jns monTeepkaeHUS OOHApY)KEHHOTO B MoO4Ye
SMUMETEH/INONAa ObLT MCIIONB30BAaH Ta30BbId XpoMa-
Toropad) ¢ TPOWHBIM KBaIPYIOIBHBEIM MacC-CeleK-
tuBHbIM JerekropoM (IX/MC/MC) (Agilent). ITapa-
MeTpsl xpomarorpaga: xononka HP-ULTRA 1, 0,11
MKM, mrHA ~ 21 M, BHyTpeHHUH muametp 0,20 M.
l'a3-HocuTens — reiaui, ¢ AejieHHeM mortoka 1:15,8,
CKOPOCTP TIOTOKa 1,74 MyI/MUH, TeMITepaTypa WHKEK-
topa 300°C; temmneparypa unrepdeiica 300°C; Tem-
neparypHasi mporpaMma tepmocrara KoioHku: 140°C,
40°C/mun no 180°C, 3°C/mun no 240°C (2,20 mun),
27,7°C/mun o 310°C (3 mun). Macc-xpomatorpaMmbl
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3aMMCHIBAINCH B PEKUME MOHUTOPUHI MHOKECTBEH-
HbIX peaknuii (MRM) ¢ moHM3aImeit MeKTpOHHBIM
yaapoM ¢ sHeprueii 70 5B, Temneparypa HOHHOTO HC-
TouHMKa cocTapisiia 230°C.

Peazenmul, cmandapmmuvie obpasyvl u pacxoo-
Hble Mamepua.vl

OTWIOBBIM  CIUPT, JUHATPHS THApodochar
(x.4.) u wHarpus muruapodocdar (x.4.) (Poccus),
b-rmokyponugasza or E.coli K12, Roche Diagnos-
tics (I'epmaHus), TeHOHU3UPOBAaHHAs BOIA JUIS TIPH-
roroieHus pactBopos unctotsl MilliQ, xamus xap-
Oonat G6e3BomHbIN (4.) (Poccus), kamust OmkapOoHAT
(4.), Riedel-de-Haén (I'epmanusi), H-ienTan 99,7%
(unctoTta misa crekrpodoromerpun) Sigma-Aldrich
(CIIA), N-methyl-N-(trimethylsilyl)trifluoroacet-
amide (MSTFA) Fluka (IlIBeifmapusi), 3TaHTHOI
(97%) Aldrich (I'epmanust), ammonus Homun (99+%,
A.C.S. reagent) Sigma-Aldrich (CHIA), remmii
99,995% 000 «Aiicomuk» (Ykpanna). Merabo-
JUT MeTaHaueHoHa: 17b-mermin-Sb-anapoct-1-eHe-
3a,17a-guon, Cerilliant NMI (Ascrpanus). [Tonu-
cop0-10 (momnepeyHo CHIUTBIA HEHTPAIBHBINA TTOJH-
CTUPOJN-TUBHHIIOEH307), 0,1-0,25 MM, copOeHT 11t
TBepro-Gasznoii skcTpakimu, pupma AHO «Cunres
TIOJIMMEPHBIX COPOSHTOBY, pH-MHIMKATOPHBIE TIOJIO-
cku Neutralit® pH 5,0-10, Merck KGaA (Tepmanus).

buonpobwe

J1nis npoBeIcHU s UCCIIeIOBAHM OBLITH OTOOPAHBI
10 00pa3oB MOYH HE COAEPIKAIIMX IMUMETCH/IUO-
na. B uccnenyemsie 06pasibl MOUH ObLTH BBEACHBI
CTaHJAPTHBIC PACTBOPHI AMUMETCH/IHOJIA B KOHIICH-
Tpauusx 1,2 u 4 Hr/mi.

IIpobonoozomoska npob dis onpedenenus nu-
MemeHouond

K 2 M moun moGapnsimm 10 MK BHYTPEHHETO
cranmapra 17a-merunrecrocrepona (100 Hr/Mkm),
750 mxin docdarnoro Oydepa (pH=6,8-7,0) u 25
MKJI b-TIIIOKypOHWAA3bl. [MAPOIU3 MPOBOAMIM B
tegerne 60 muayT Ipu S50°C. Ilocnme oxoHuaHUS
ruapoansa nobasisuin 300 mxa 20% pactBopa cme-
CH Kaiws kKapOoHaTa u Kajusi OnkapOoHaTa B COOT-
Homenuu 1:1 (pH=9,0-9,5). IIpoaykTsl ruaponuza
AKCTParupoBaIK 5 MJI TPET-Oy THIIMETHIIOBOTO d(H-
pa BCTPSAXMBAHHUEM Ha ILIEMKEPE B TEUEHUE 5 MUH U
HeHTpUu(yrupoBaHUEeM B T€UCHHE 5 MUH Tpu 000-
pote 2000 06./mMuH, 3aTeM OTIEIIsIH YQUPHBIHA cllon
Y BBINAPHUBAJIM JI0CYXa HA POTOPHOM HCHApUTENE C
BakyyMoM 1ipu Temrieparype 50°C. K oxmaxxaenno-

My cyxoMy ocTtaTtky nobasisimn 100 MK nepuBaTu-
supyromiero areata (MSTFA/amMonwust iogu/>Tan-
tron B cootHomenun 1000: 2:3 06/mM/00). 3aTem
00pasiel BAEpKUBaIU Npu Temneparype 60°C B
Teuenue 30 MHH, OXJaXKJaJd IO KOMHATHOM TEM-
neparypsl U niepeHocuid B Buanku (Agilent Tech-
nologies, CILIA, o6vem - 1,5 M) ¢ MEKpOBCTaBKa-
mu (Agilent Technologies, CILIA, 06bem - 250 mxir)
JUTs Ta30BO# xpomarorpaduu [3,4].

Pe3y.]'leaTl>I H UX 06cym11e1me

Metonuka ['X/MC/MC omnpeneneHuss smuMe-
TEH/IMOJa BKIIIOYACT HECKOJNBKHX CTaauid mpobo-
MTOJITOTOBKH, OCHOBHBIMHU M3 HUX SIBIISIIOTCS: OYUCT-
Ka MOYH W DKCTPAKIINS H-TICHTAHOM.

JUist O4MCTKa MOYM OT OPraHMYECKUX U HEop-
TFaHUYECKUX COEAMHEHMH HCIOJIb30BAJICS MOJIH-
ctuponbHbIi copOeHT «[lomucop0-10». B mumnerky
[Tactepa pnunoi 150 MM momMemany CTEKJISHHBIN
IapuK AMaMeTpoM 2 MM U cycrnensuto «Ilomucop-
6a-10» 1o oOpaszoBanus cosi copOEHTa BBICOTOM
okoso 2 cM. CopOeHT aKTUBHUPOBAIM 2 MJI ATHIIO-
BBIM CIIUPTOM W TPOMBIBaNIXA 2 MJ BOabl. Yepes
nunetky I[lactepa npomyckaid 2 MJI MOYH, COJIEp-
KAIYI0 CTaHAapTHBIC PACTBOPHI SIMUMETEHINONA B
KoHUeHTpauusx 1, 2, u 4 ur/mn u 10 MK BHYyTpeH-
Hero cranaapra 17a-meruntecrocrepona (100 ur/
MKJI). 3aTeM MPOMBIBATHN 2 MJI BOABI U DIIOUPOBATH
2 MJT 3TaHONA. DJ0AT BHIIAPUBAIA HA POTOPHOM
ncnapurtene ¢ BakyymoM Heidolph (I'epmanus) npu
temreparype 50°C.

DepMeHTAaTUBHBIM THAPOIN3 B aHANIM3E aHabo-
JIMUYECKUX CTEPOHIOB MCIIOIb3YETCs ISl paCILUILIe-
HUS KOHBIOTaTOB U cTeponioB. depMeHTaMu B 3TUX
peakuusax CIyKUT DIIOKYpoHuaa3sl. MI3BecTHO, 4TO
3HaueHune pH A onTuManbHoOro epMEeHTATHBHOTO
THIpONU3a aHa0oIMYecKux crepousios - 7,0. B 00-
pastbel Moun qobasisa 750 mxn 0,8 M docdarHo-
ro O6ydepa ¢ pH 7,0 u 25 MKk b-TiFOKypOHUAA3BI OT
E.coli K12, nepememmBanu Ha BUXpEBOM IIelkepe
GFL 3025 (I'epmanusi) ¥ IpOBOIMIIN THIPOIHU3 C HC-
MOJIb30BaHMEM TBEpPAOTeNbHOro Tepmocrara Grant
(I'epmanus) mpu Temmeparype 5S0°C B Teuenue 60 MuH.

JITst 9KCTpaKITU| TPOOBI OXJIAXK AN IO KOMHAT-
HOM Temmiepatypsl. 3atem mobasisutu 300 mxi 20%
pacTBOpa CMecH Kayius KapOoHaTa W Kajausl OmKap-
Oonara B coorHomenun 1:1 mo pH=9,5 (B manHOU
cpeze Mpolecc HKCTPaKIMU NpOTeKaeT Hambolee
OINITUMAJIbHO) M 3KCTPAarHpOBaIU C 5 MJI H-TIEHTaHa
[IpY NEPEMEIINBAHUNA B TeueHue 5 MuHyT. [lomy-
YeHHYI0 cMmech IeHTpudyrupoamn Hermlez 513
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(I'epmanmst) co ckopoctsio 2000 06/MUH B Te4eHHE
5 MMH U OTIEJSUIA OPraHU4ECKUN CIIOM.

[Iponiecc nmepuBaTu3aiul B Ta30BOH Xpomaro-
rpa¢pun obecrieyrBaeT IMEpPEeBOJl HENETyYUuX CO-
enuHeHUH B Oosee sieryune. [ns momydenus e-
Ty4UX TPUMETHWICHIMIBHBIX MPOU3BOIHBIX (TMS-
MPOM3BOHBIX) MCIIOIB30BATIH JACPUBATH3UPYIOMINT
areHT MSTFA. OtneneHHy0 opraHUYecKyio (a3y
MOCJIe SKCTPAKIMK BBIMApUBAJIM Ha POTOPHOM HC-
napurene ¢ BakyyMoMm npu temmneparype 50°C.
Cyxoi#t ocrtatok pactBopsuii B 100 MKI cmecu
MSTFA/amMmounst HOAUI/3TaHTAOI B COOTHOIIIE-
Huu 1000 : 2 : 3, 006/M/00), AepUBATU3UPOBAIH TIPU
temreparype 60°C B Teuenue 30 MUH, OXJaxaanu
JI0 KOMHATHOW TeMIIepaTyphl ¥ MEPEHOCHIN B BH-
anku (Agilent Technologies, CILIA, o6bem - 1,5 mi)
¢ mukpoBctaBkamu (Agilent Technologies, CILA,
00beM - 250 MKIT) T Ta30BOM XpoMaTorpaduu.

Jns ompeneneHus smUMeTEHAHONA B 00pasiax
MOYM OBIIM 3alHMCaHbl XPOMATOTPaMMbl dIHMe-
TEHAMOJICO/IEpIKAIel 1 OJIAaHKOBOM MOYM METOJIOM
ra3oBoii xpomarorpaduu/Macc-ClieKTpOMETPUU B
PEKUME TTOJTHOTO CKAaHUPOBAHMS U B PEKHME JICTCK-
THPOBAHUS BRIOPAHHBIX HOHOB (SIM), XapakTepHbIe
nonsl (m/z 358,00; 216,00; 448,00).

XpomarorpaMMbl  3MUMETEHIUOJICOACPIKAILIECH
1 ONaHKOBOM MO4YM MPUBOIATCA Ha pucyHke 2. Kak
BUJIHO W3 TPEICTABIECHHBIX PHUCYHKOB, TI0 CpaBHe-
HUIO ¢ OJaHKOBOW MOYOM, MMEOINEH MUKW, 00Y-
CJIOBJICHHBIE TMPHCYTCTBHEM 3HAYUTEIHHOTO (hOHA

SH/IOTEHHBIX CTEPOUJIOB B MATPHIIC, STTMMETEHIHOI
nmeer Oosee mHTEHCHBHBIE KH. Merton ['X/MC
He o0JlafiaeT BBICOKOW YYBCTBUTEIBHOCTHIO, O YeM
CBUJICTEILCTBYET MPUCYTCTBUEC MEMIAIONTUX ITH-
KOB B OKHE BpEeMEHH yaepxKuBaHus 5% OT BpeMEHU
VIAEp)KUBaHHUS aHAIUTA C COOTHOIIEHWEM CHUTHai/
urym Gomnee 3:1.

Juis monTBepKAeHUs OOHApY)KEHHOTO B MOYe
SMUMETEHMONA ObLT MCoib3oBaH meton ['X/MC/
MC, B KOTOPOM JIETEKTHPYIOTCS TaPhI: «POAUTEIh-
CKMM-0YepHUM HOH». B Macc-aHanuzarop u3 uc-
TOYHHMKA TIOCTYNAaeT CMECh HOHOB, BO3MOXKHO OT
pa3HbIX COEIMHEHUH, U3 KOTOPOTO MEPBbIN KBaJpy-
T0JTb, HACTPOCHHBIN B PEKUM (DUIIBTPAIIUU, BHIOH-
paeT «pOAMTENLCKHE» MOHBI ¢ m/z=358,5 u 216,1
(trabmuna 1). Mousl ¢ m/z=358,5 u 216,1 nocry-
MalT B IeKCaroibHYI0 SYEHKY CTOJIKHOBEHUH, Tje
MIPOUCXOAUT (PparMEHTAIUS POAUTEIBCKUX HOHOB
3a CUET COY/IapeHH C HEUTpPaIbHBIMH aTOMaMH Te-
JIMsl TIOJl BO3JIEUCTBUEM JIOTIOJHUTENBHOM SHEPrUuun
coobmraemoii TekcamnoieMm. B pesynbrare dhparmen-
TalAH «POTUTENHCKUX) HOHOB 00Pa3yIOTCS CIICIIH-
(bUYHBIE «JIOUEPHHUE» HOHBI C XapaKTEPUCTHUHBIMU
3HAYCHUSAMHU M/Z.

Jnst moATBEpIKIEHUS SMUMETCHINOJIa MOXKHO
WCIOJIh30BaTh TPU MapaMeTpa: XapaKTepHCTH-
Hble 3HaueHus m/z: 216,1>201,2; 216,1>187.2;
358,3>301,0, Bpems ynep>KMBaHUSI U COOTHOLIECHUE
HMOHOB, KOTOPOE OCTACTCS CTAOUIBLHBIM IIPH PA3JIHU-
HBIX KOHI[CHTPAIUSIX.

Taoauna 1 — [Tapamerpsrt MRM-metona mns ananuza ' X/MC/MC

Amnanur Ponutenbckue Oueprus cronk- | Jlouepuue moHsl | Bpems nakome- | Ilpenen oOnapy-
HOHBI (M/Z) HOBEHUS JUISI KaXK- (m/z) HUSI CUTHaja (Mc) | KeHUsl (Hr/mir)
nroro voHa (V)
358,5 10 301
OnuMeTeHANO0N 216,1 15 201,2 40 1Hr/™Man
216,1 15 187,2

JlJsl OLICHKH CEJIEKTUBHOCTH M CHIEU(DUUHOCTH
BBIOPAHHBIX XapaKTEPUCTUYECKUX HOHOB MOJydYe-
HBl XpPOMaTOrpaMMbl OJIaHKOBOrO 0o0Opas3la MO4Yd U
o0pasua Mo4H, CoAEprKaIlel AMUMETEHINOI ¢ KOH-
neHTpauueit 2 Hr/ma (pucynku 3 u 4).

Ha pucynke 3a mnpuBeneHbl XpoMaTorpaMMbl
CTaHJApHOTO BEIECTBA SMUMETEHIUONA (2 HI/MI)
nociue aepusaruzauuu. Ha pucynke 36 npuBeneHbl
XpOMaTorpaMMbl MOYH C SMTUMETEHINOIOM TaK ke

ISSN 1563-0331

¢ KoHIeHTparueit 2 Hr/min. B ommuune or ['X/MC
MUKW, 00yCIIOBIICHHBIE MTPUCYTCTBUEM HJIOTEHHBIX
CTEpOMJIOB B MOYE Ha JAHHBIX XpOMaTorpaMMax oT-
cyTcTByI0T. Ha Xpomarorpamme oOpasia 3nuMeTeH-
JMOJICO/IepIKallleld MOUYH BUIHBI YETKO BbIpaKEHHBIE
[UKU C BpeMeHeM yrepxkuanus 11,29 MuH, oTCyT-
CTBYIOIIIME Ha XpomarorpamMme OJIAHKOBOH MOYH
(Pucynok 4). CoOTHOIIIEHHE CUTHAIL:IIIYM IS TTHKA
SMUMETeHoNa cocTapiseT 3:1.
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TakuM 00pazoM, HaMU ObIJIO YCTAHOBIEHO, YTO
meton ['X/MC/MC npu HCIOJIB30BAHUUA yCOBEP-

IICHCTBOBAaHHOU MCTOAHKHU

HpO6OHOZ[I‘OTOBKI/I, I10-

epiMeten 2.6:2.2:1
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0
Time-->

o ,‘1I|

9.00

i

9.20

3BOJISICT IMOATBEPANMTh HAJIMYME SIMMETCHIHOJIA
(MeTabonuT METaHIMEHOHA) B MOY€E Ha YPOBHE KOH-
HueHTpauuu 1-2 Hr/mi.

epiMeten 2.6:2.2:1
s Abundancelon 358.00 (357.70 to 358.  Abundancelon 358.00 (357.70 to 358.

200

100

0
Time-->

|Il|l|!1ll\f

9.00 9.20

Abundancelon 216.00 (215.70t0 216 Abundancelon 216.00 (215.70 to 216
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0
Time-->

9/164
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L_VIII|I31I1\III‘

9.00 9.20
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0
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900 920

Abundancelon 448.00 (447.70to 448.  Abundancelon 448.00 (447.70 to 448,

200

100

0
Time-->

a

9.20

WII\i\I’

9.00

50

0
Time->

a) OOpa3Ibl MOYH C SITUMETCHINOIOM
Pucynke 2 — XpomarorpaMMbl MOYH C SMUMETEHINO0I0M 1 0e3 srumereHanoaoM (I'X/MC) st 3HaueHMiA

m/z 358,00; 216,00; 448,00

II{‘QI1!‘\I[_T

900 920

0

0) bnankoBas moua
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V.b. lllopabekoBa u np.

latch File; MRPL_EMD.batch.bin 5 2 ~  Agilent Technologies

$TD2ngmi (EMD] MRPL_4 [EMD]

10 3]2!6.1 > 201.2 Height=2306 RT=11.208 min %10 ¥ |216.1 > 201.2 Height=2538 RT=11.287 min

: | 24
15 ‘ 8 15
s 1
o.s’ 05
5 O ] O I [ = A ! e L
164 108 108 11 H2 H4 te Na 12 132 04 108 108 11 12 14 16 18 12 122
$TD2ngmi [EMD) MRPL_4 [EMD]

10 ¥1276.1 -> 187.2 Height=757 RT=11.298 min 10 3 [216.1 -> 187.2 Height=898 RT=11.281 min ! -
08 JI . A sl f
| H 06 i
04 I fi’ 4 04 1. { |
02

il

7 —— - = T = = : 7 s - = : $
WA _MMs  We W 2 i s 1A 1 123 164, WS WK 1y iz WA tie "8 ¢ w2

§TD2ngmi [EMO] MRPL_4 [EMD]
(10 31358.3 > 301.0 Height=1081 AT=11.295 min %10 3]358.3 -> 301.0 Height=1260 RT=11.287 min
124
| " 12
) 8 1
08 | 08
06 1 06
04 B 04
02 I A 02
0 7 ; ? ; e 7 ; 3 == o F : w5 (et ¥ . 5
104 106 108 1" tHa 14 118 s 12 122 104 W06 108 n 112 114 116 N8 12 12.2
STO2ngmi [Methyitest ISTD) MRPL_4 [Methyltest ISTD]

¢10 61 446.0 -> 301.0 Height=114' RT=17.419 min x10 & |446.0 -> 301.0 Height=11 1 RT=17 408 min

08
08 o
08 G
0.4- 04
02 a2
171 177 172 174 17K 17R 177 1TR 174 W@ A1 IR? 1AA 7% 172 172 134 178 178 17.7 178 78 1M 121 1R2 83
a 6

a) XpoMarorpaMma CTaHJapTHOro 00pasia SMUMETCHANONIA;
0) xpomarorpamma oopasia MO4H, COJIepIKaIleii SIMUMETEHINON B KOHIEHTPALMX 2 HI/MJI;

Pucynok 3 — XpomatorpaMMbl MOYH C ITUMETCHIUOIOM U CTaHIapTHOTO 00pasia sruMeTeHuona (I'X/MC/MC)

BL_1[EMD)
10 2 |216.1 -> 201.2 Height=391 RT=12.205 min

v y 1 v + s g s v T v

X Wi WE wWe w7 W W8 W 3 NE F A ns s Hr WA 1 @& w9y @2
BL_ 1 [EwD]
(10 3{216.1 > 187.2 Height=1143 RT=12.211 min

- N e e

1 -
0B
06
04
02+

Ol e e T e R S T et M e e SR

T

W 0l W8 WF WA ma 1t na  Hz 113 Hae B HE 12 s

BL_1 [EMD]
€10 1]358.3 -> 301 0 Height=5 RT=12263 min

P R

f T Ir ¥ ¥ T 37 7 ¥ T ¥ ¥ -' T ¥
04 % %8 Wr e W9 11 My fHa 43 wa WE HE ) WA s w i@y ue
BL_1 [Methybest 1STD]

110 5 |446.0 -> 301.0 Height=897578 RT=17.419 min

8

s

4

(8]

A, M ARy ok &

=

= i 1 T 7 g T T T 7 U ; i G G - = == 3 —— 7 -
17.05 ‘lif 1215 172 17.25 173 1135 174 1745 175 1755 176 1765 17‘.7 17.75 178 1785 179 17.95 18 1805 18.1 1815 182 1825 183 1835 184

Pucynok 4 — Xpomarorpamma o6pasua mouu 6e3 snumerenaunona (I'X/MC/MC)
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3aKjIoueHue

l'azoBasi xpomarorpadusi C TPOWHBIM KBaapy-
MTOJIGHBIM ~ MacC-CENeKTUBHBIM nieTekropoM  (I'X/
MC/MC) npu HCHIONB30BaHUN yCOBEPIICHCTBOBAH-
HOW METOJMKH MPOOOTIOATOTOBKH TTO3BOJISET CYIIe-
CTBEHHO YIYYIIUTh CEJIEKTUBHOCTh U YyBCTBUTEIb-
HOCTbH aHaJIn3a 3MUMETEHIN0JIa B MOYE 110 CpaBHe-
Huro ¢ MeroxoMm I X/MC.

[ monTBep K IeHUS aHAOOIMYECKOTO CTEPOnaa
SMUMETEHANONA B OMOJIOTHUECKOH TpoOe BaKHOE
3HAUEHHE MMEET MPOLEeCcC MPOOOIOArOTOBKH, KOTO-
pBI TOMKEH 00eCTeYrBaTh OYHUCTKY MOYH OT Op-
FaHUYECKUX M HEOPTaHWMYECKUX cOoeAuHEHUu. Jist
3TOr0 B METOAMKY IMPOOOIMOArOTOBKH MOYH OBLIN
BBEJICHBI CTAJIMU OYMCTKA MOYH €€ IMPOITyCKaHUEM
yepe3 azacopbent «llomucop0-10» u skcTpakuus
SMUMETEHNONA H-TIEHTaHOM.

Jluteparypa

s obecrieuenuss TpeOyeMoOi 4yBCTBHTEIIBHO-
CTH METOIMKH HEOOXOIUMO HCIOJIB30BATh METOJ
I'’X/MC/MC. OntumanbHbIMH Xpomatorpaduyue-
CKMMHU TTapaMeTpamMy OTpeIeIeHNS AUMETEHIN0IIA
ObUIH BBIOpaHbI: Temreparypa uHxekropa 300°C;
Temmeparypa uHTepdeiica 300°C; TemmeparypHas
mporpamMma Tepmoctara koioHku: 140°C, 40°C/mMun
no 180°C, 3°C/mun mo 240°C (2,20 mum), 27,7°C/
muH 10 310°C (3 MuH), MACC-CIIEKTPOMETPHUECKOE
JIETEKTUPOBAHUE B PEXHMME MOHMTOPHHI MHOXKE-
cTBeHHbIX peaknuii (MRM), nerextupoBanue map
nonos m/z216,1>201,2;216,1>187,2; 358,3>301,0.
Pa3zpaboTtannas MeToaHMKa MO3BOJSET OOHAPYKHUTH
JaHHBIA MeTa0OJIUT METaHIUCHOHA B MOUYE Ha YPOB-
HE KOHIICHTpanuu 1-2 HI/MIL.

JlaHHasi METOUKA MOXKET OBITh PEKOMEH/I0BaHA
JUIS1 UCIIOJIb30BaHMS B AaHTHIONIMHIOBBIX U UCCIIEN0-
BaTeJIbCKUX J1a00paToOpHsX.
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