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B cmamwe npedcmaenieHsl pe3ysibmamul pabomel, seasiiouielicst 00HUM U3 amanos paspabomru
MEeMOOUKU KOAUUECMBEHHO020 OnpedesileHUsl XOPUOHUUECK020 20HadomponuHa uenogexka (XI'd) me-
MOo0OM C8EPXBBLCOKONPOU3BO0UMENBHOU 8bLCOK0IPPEeKmUBHOU IKUOKOCMHOU Xpomamozpadpuu
8 couemaHuu ¢ maHoemHol macc-cnekmpomempueti (CBOXKX-MC/MC) ons evisienerus cryuaes
e20 3noynompebneHus 8 kauecmae 0onuHaa cnopmemeHamu. B xo0e pabomsl udeHmugpuyuposa-
HbL mpunmuueckue nenmuosl, coomgemcmayrowue Hauboiee pacnpocmpaHeHHbIM U30hopMaMm
XI'd: a- u B-cybveduHuyuam, paculenieHHoMy U Kopogomy gppaemermy B-cybveouHuybl 20pMo-
Ha. HoeHmugpurkayust u cekgeHUuposaHue cneyuguueckux GgpazmeHmos 8blnoaHeHbl MemoooMm
HaHOBO2KX @ couemaHuu ¢ macc-cnekmpomempuetl 8blCOK020 pas3peuleHust ¢ UCNONAb308AHUEM
8bLCOKOMOUHO020 U UYBCMBUMENBHO20 MACC-CneKkmpomempa 2ubpudHozo muna. IIposedera on-
MUMU3AYUUSL MACC-CNEKMPOMEMPUUECKO20 ONpedesieHUsl BbIOPAHHBLX cneyuguueckux nenmuoos
memoodom CBIKX-MC/MC. KonuuecmeeHHoe onpedeneHue X' no chneyuguueckum ppazmeH-
mam memoodom CBIOKX-MC/MC noszgossiem 00HO3HAUHO 0emeKmuposames coomeememayrouiue
U30GhOPMbL, UMO 3HAUUMENLHO NO8bLLUAEM CNeYUPUUHOCTIL MEMOOa U CHUXKAem 8eposimHOCmb
NONYUEHUSL JIOIKHONOSIO2KUMENIbHO20 pe3ysbmamd.

Knroueeste cnoea: xopuoHuueckuii 2conHadomponuH, XI'4, uzogopmvl, mpuncuHoiu3, ceepxnpousso-
oumenvHasi BOXKX, macc-cnekmpomempust, AHMUOONUH208bLll KOHMPOJlb.
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The article presents the results of the first stage of development of a new quantitative method
for human chorionic gonadotropin (hCG) determination by means of ultra-high performance liquid
chromatography coupled to tandem mass spectrometry (UPLC-MS/MS) to uncover doping abuse
by athletes. The identified tryptic peptides correspond to the most abundant hCG isoforms: the
a- and S3-subunits, the nicked and f3-core fragment of the hormone. Identification and sequencing
of specific fragments were performed with the use of nanoLC-MS/MS. A high resolution /
high accuracy hybrid mass-spectrometer was applied. Optimization of mass-spectrometric
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determination of selected specific peptides was accomplished by UPLC-MS/MS. Quantitative
evaluation of hCG using specific fragments determination by UPLC-MS/MS allows to detect
corresponding hCG isoforms. This significantly increases the method specificity and decreases

the probability of false-positive results.

Keywords: human chorionic gonadotropin, hCG, isoforms, trypsinolysis, ultra-HPLC, mass-

spectrometry, anti-doping control.

BBenenue

B mnocnennee Bpemsi Bo3pacTaeT MHTEpEC K pas-
JUYHBIM COCJMHEHUSM MENTHIHOW MPUPOABI C MOTEH-
IMUATBHBIM JIOTIMHTOBBIM 3((eKkToM, 00IanarommM 1o
CPaBHEGHHUIO C HHU3KOMOJICKYJISPHBIMU JIOTTMHTOBBIMHU
CYOCTaHIUSIMH PSIOM HPEHMYIIECTB, CPEIH KOTOPBIX
ObICTpast Ierpaganus UCXOTHBIX COCMHEHUN B OpraHu3-
Me YeJoBeKa. JTO JeNlaeT UX 0COOCHHO MPUBIICKATEIb-
HBIMH JUIs1 HCTIONB30BaHMS CIIOPTCMEHaMHU. B yacTHOCTH,
C BBeJEHMEM HOBOro kiacca «llentuaHble TOPMOHBI U
aHAJIOTK» B KayeCTBE JOMUHIOBBIX areHTOB, MexTyHa-
poanbiit Onumruiickuii komuretT (MOK) oOparun BHH-
MaHHE Ha OIUH U3 CTUMYJISITOPOB SHAOTCHHON CEKpenu
TOPMOHOB — XOPHMOHMYECKUH T'OHAJOTPOIIMH 4YeJIOBEKa
(XTY) [1]. XT'Y ciocoOCTBYET CEKpelru TECTOCTEPOHa,
SIBISTIOIIETOCS] OJJHUM U3 HamOOJIee TOIYJISIPHBIX JTOTHH-
TOBBIX areHTOB CPEIH aTIETOB, 3JI0yNOTPEONeHUEe KOTO-
PBIM BBIABIISIETCSI C HCIIOJIB30BAaHHEM BBICOKOYYBCTBH-
TEIBHBIX METOJIOB Ta30BOI XpOMaTorpauu B COUCTaHUN
¢ TargeMHon macc-criekrpomerpuerd (I'’X-MC/MC) umu
M30TOITHOM Macc-crieKTpoMeTpuu [2—4].

XI'Y Bmecte ¢ runoduszapHbIMU (HOJUTUKYICTHMY-
mapyromum (OCIY) u morennusupyrommm (JIIN) rop-
MOHAaMHU MPHUHAUIEKAT K CEMEHCTBY T'OHAJOTPOIHBIX
TOPMOHOB (TOHAIOTPOIMHOB), MPEICTABIAIONUX COOOH
MIOJIKJIACC TPOITHBIX TOPMOHOB. B TO k€ Bpemsi, ronano-
TPOIUHBI C THIMO(PHU3APHBIM THPEOTPOITHBIM TOPMOHOM
(TTT) m HExaBHO OTKPBITHIM TUPEOCTUMYIMHOM 00pa-
3YIOT CEMEHCTBO TIUKONPOTEeMHOBBIX TopMoHoB (I'TII).
Bce unensl aToro cemeiictsa o cBoeil CTpykrype siBiis-
I0TCSI TETEPOMMEPAMH U COCTOSIT U3 IIIMKO3MINPOBAH-
HBIX a-cyobeuHuIs! (ol TII) u f-cyobequannsl (STTI),
HEKOBAJICHTHO CBS3aHHBIX MEX 1y c000il. a-CyOoneaunu-
11a WACHTUYHA U1 BCEX I'OHAJIOTPOIIMHOB, B TO BpeMs
KaK XMMHYECKHE CTPYKTYpbI [-CyOBEIUMHMI[ KaXKJOTO
13 TOHAJIOTPOIIMHOB yHMKalbHBL. XI'U cuHTe3upyercs
B OOJBIINX KOHIEHTPALUSIX Y XKCHIIMH MpU OepeMeH-
HOCTH KJIETKaMHU IUIALEHTBI, B MaJIbIX KOHLIEHTPALHUAX
— TUno(H30M U PAIOM JIPYTHX TKaHEH MPH Pa3IndHbIX
onyxoiix. bombmas 4acte nmpkynupytomero XI'4
MOJIBEpraeTcss MeTaboINYeCcKol Jerpaganuu ¢ o0paso-
BaHHEM HECKOJIBKUX Pa3IUIHBIX M30(hOpM: CBOOOTHOI
f-cyopenununpl (SXIH), kak MUHEMYM JIBYX n30(opm
pacIIeIUIeHHBIX [-CYOBEIIMHUI] U KOPOBOTO (pparMeHTa
SXTU (kppXI'Y). IlpucyrcTBHE ONpENEICHHBIX H30-
(hopM B opraHU3Me UEIOBEKa HCIONB3YETCs B KAYeCTBE
MapKepa IpH JUarHOCTHUKE PAKOBBIX 3abosieBaHuii [ 5, 6].

B nacrosee Bpems npumenenue XI' criopreme-
HAMH MY’KCKOTO TIOJIa CTPOTO PETYNHPYeTCs] KIaccoM
S2 «IlentuaHble TOPMOHBL, (AKTOPBI POCTA, MOJOOHBIE
UM CyOCTaHIIMM M MHUMETHKM» 3alpeIIieHHOTO CIHCKa
BAJIA [7]. CornacuHo pexomengauusam BAJIA, antuno-
MTUHTOBBIC JTAOOPATOPUH JOJDKHEI BEBITIONHATH MEPBUY-
HBI CKPUHUHTOBBIN TECT UMMYHO(DEPMEHTHBIMU METO-
namu aHanu3a (MDA) ¢ ucrmob30BaHHEM KOMMEPUYECKH
JOCTYIHBIX HA0OPOB, OLIEHUBAIOLIUX COJCPKAaHHE HH-
taktHoro XI'Y (u-XI'Y) B Oumompodax CIOpPTCMEHOB.
IIpoOsr Moun ¢ koHueHtpanueit u-XI'l 6onee 5 ME/n
CUHUTAIOTCS TTOJOKUTEIHHBIMHI U JTOJDKHEI OBITH TIpOaHa-
JIU3UPOBAHbI MOATBEPKIAIOUIMM METOJIOM, OLIEHUBAIO-
MM KOHIICHTPAIIAIO TOJIBKO HHTAKTHOH M30(opMmsr [8].
OpHako, B 3aBHCUMOCTH OT HCIOJb3YEMBIX aHTHUTEI,
meronsl UDA He Bcerma o0J1agaroT JOCTAaTOYHOU CelIeK-
TUBHOCTBIO H3-32 KPOCC-PEAKTUBHOCTU C MPOAYKTAMU
nperpaganuu u-XI'Y, 4To0 MOXKET NPUBOJUTH K yBEIUYE-
HUIO BEPOATHOCTU BBIHECEHHS! JIOKHOIOJIIOKUTEILHOTO
pesynbrara [3]. OqHuUM U3 aabTepHATHBHBIX TOAXOOB,
XapaKTepU3YIOIIUXCS BHICOKOW CEJIEKTUBHOCTBIO U UyB-
CTBHUTEIIFHOCTBIO, SIBISIETCS] METO BRICOKOA((PEKTUBHOI
KHUJKOCTHOHM XpoMmaTorpauu B CO4eTaHUU C Macc-CIIeK-
TPOMETPHUEN.

B nacrosmeil pabote mpencTaBieHbl Pe3yJIbTaThI
WCCIICIOBAHWH, SBIISIONINXCS OIHUM H3 ATAIllOB pa3pa-
OOTKM METOIMKH KOIMYeCcTBEHHOro ompenenenus XIU
B 00pa3nax MOYM CIIOPTCMEHOB METOJIOM CBEPXBBICOKO-
MIPOU3BOJIUTENLHON BBICOKOA(P(PEKTUBHON >KUIAKOCTHON
XpoMmarorpaun B COYETAaHUU C TAHAEMHOH Macc-CIIeK-
tpomerpueit (CB2XX-MC/MC). BBuay wuieHTHYHO-
CTH 0-CyOBEIMHUI] TOHAJIOTPOIIIHOB M OOINBIIOTO pas-
HOOOpasus uzopopm XI'Y, B OCHOBE METOAUKH JIEKUT
npuHIMN noaxoaa «Bottom-Upy», mpu KOTOpoM Hpous-
BOJUTCS KOJIMUECTBEHHOE OMpe/iesIeHHe crierupuaecko-
TO MEeNTHAA aHAIH3UPYEMOTO COCTMHEHHS, TTOTyYeHHO-
ro B IIpoliecce MPOTEOIMTUYECKOrO ruaponn3a. Beibop
ONITIMAJBHOTO CIEIM()UIECKOTO MEeNTHAa M TpUMEHe-
HHUE METO/IOB TAHIEMHON Macc-CIEKTPOMETPUH I103BO-
JISIT 3HAYUTENHHO YBEIHYIHUTE CIICIIM(DUIHOCTD AETEKITHN
Y CHU3HUTH BEPOATHOCTD MOIYUCHUS JIOKHOTIOIOKUTENb-
HOTO pe3yIbTarTa.

3KCHepI/IMeHTaIﬂ>HaH qacTb

MarepuaJsbl
B kauecTBe CcTaHJAapTOB HCIOJIB30BAIU MEXKIY-
HapoOJIHBbIC OATaJlOHHBIC Tpenapathl u3odopm XI'Y,
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npuobpereHnbie 'y HarmumonaneHoro WHcTHTYTa OHO-
JIOTMYECKUX CTaHAapToB U KoHTpoeit (NIBSC, Benuko-
Opuranwust) (Tadum. 1).

Tadnnua 1. KatanoxHbsle HOMepa COeIUHEHUI,
HCIIONB3YEeMBbIX B UccienoBannu nzodopm XI'

Cranpapt Karanoxusiii Homep NIBSC

u-XT'Y 99/688
kGSXTY 99/708
o-Cyobenuanna X' 99/720
p-Cyosenunnma X' 99/650
p-Cyosenunnna XI'Y pacie- 99/692
TUICHHAS

Pacmerennsiii X' 99/642

Bce pacTBOpbI TOTOBUIIM C HCHOJB30BAHUEM Jie-
MOHU3UPOBAHHON BOJBI, C YIENHEHBIM CONPOTUBICHHEM
18.2 MOwm/cM, TIPUTOTOBJIEHHOW C MOMOIIBIO CHCTEMBI
BomorrororoBk Milli-Q Integral-5 (Millipore, ®pan-
must). L-JlutnorpenTosn, ObIYMii CHIBOPOTOUHBIN alib-
OymuH ObuTH TIpenoctaBieHbl Sigma-Aldrich (CILHA),
ruapokapoonar ammoHusi — AppliChem (I'epmanus),
ronameramua — Acros Organic (CHIA), ¢ocdarHO-CcO-
neBoi Oydep — Amresco (Kanana), TpUncuH MpUTro-
HOH N1 CEKBEHUPOBAHUS CTENIEHU YHUCTOTHI — Promega
(CHIA). IMoaBwxkHbIe (a3sl A XpoMaTorpaduyecKoro
pasneneHus TOTOBWIM C HWCIIONB30BaHHEM BOIBI (up-
™Mbl Biosolve (@paHuus), aneToOHUTpUIA U METaHOIA —
Merck (I'epmanust), Bce pacTBOPUTETH MAPKH ISl XPO-
Mmarorpapumn». MypaBbuHas KHCIOTa ¢ YUCTOTON >98%
npenocrasieHa Fluka (LlBetiniapus), TpudTopykcycHas
KucioTa ¢ yucrtoroi 99.5% — Acros Organic (CLLA).

MeToant

Ilpuzomoenenue pacmeopos cmanoapmos

HaBecku cTaHmapToB pacTBOpsUIN B (ocharHO-CO-
neBoM OyhepHOM pacTBope, conepkamieM 1% OblYbero
CBIBOPOTOYHOTO aNbOyMHHA, JIO KOHCYHOH KOHIICHTpa-
uu 2 ME/Mk, anukBoTHpoBain U Xpanuiu npu -80°C.

Ilonyuenue mpunmuyeckux ¢pazmenmos u3o-
dopm XI'd

K anukBoTaMm KOHLIEHTPUPOBAHHBIX PACTBOPOB, CO-
nepxkamux 100 ME kaxnoi u3 uzodopm XI'Y, nobas-
nsumm 1o 100 mxut 0.1 M GydepHOro pacTBopa rHapoKap-
O6onara ammonus (pH 7.4), TiaTensHO MepeMenuBaIy.
JucynbhuaHeie CBSI3M BOCCTaHABINBAIN T00aBICHHEM
5 mMxn 1 M pactBopa L-putuorpeurona ¢ nocienyro-
niei nHakyOanmed B Teuenue 1 1 npu 37°C W mocTosH-
HoM BeTpsixuBaHuu (600 006./MuH). CynbhrugpuisHbe
TPYIIIBI AJKITHPOBATH T00aBICHHEM HoqaneTaMuaa 10
KOHEYHOM KOoHILeHTpauuu pearenra 20 MM ¢ nocienyo-
el MHKyOaIel mpu KOMHATHOM TeMIiepaType B TEMHO-
Te B TeueHre 30 MuH. TPUIICUHOIN3 OCYIIECTBIISIIN B Te-
YeHUE HOUHU NP J0OaBICHUH | MKT TPUIICHHA B Ka)KIBIH

obpazern. [Ipomecc MPOTCOTUTHIECKOTO paCHICTIICHHUS
TEPMUHUPOBAIIN JJOOABIEHUEM MYPaBbHHOM KUCIIOTHI 10
KOHEYHOH KOHLEeHTpauuu B pactBope 1%. [TosyuenHbie
o6pasupl neHtpudyruposanu npu 14000 00./MuUH U
AQHATM3UPOBAIH XPOMATO-MAaCC-CIIEKTPOMETPHUIECKHU-
MU METOJIaMH.

Ilpogeoenue ananuza c nomouivio nano-BIKX
6 COuemanHuu ¢ Macc-cneKmpomempueil 6b1CoK020
paspewenusn (nanoBIKX-MCBP)

Jns  upeHTHUKAIMK TPUNTHYSCKHX (PparMeHToB
MPUMEHSUTA HAHOTIOTOKOBBIH Xpomarorpad momermm Dionex
Ultimate 3000 LS Nano u Macc-CHEKTpOMETpP BBICOKO-
ro paspemenus ruOpuaHoro trma Q Exactive ¢ monHOM
JIOBYILLKOW M BO3MOXHOCTBIO 3(h(heKTHBHOIO BBIOOpa MO-
HOB-TIpeKypcopoB ¢upmel Thermo Scientific, I'epmanms.
KonuentpupoBanue HaHOCHMMOIo oOpasla MpOBOIWIN
Ha nipeakononke Acclaim Pep Map 100 (75 MxMm x 2 cm,
pasmep wactur 3 MkM, Thermo Finnigan, I'epmanus).
Xpomarorpadudeckoe paseiieHHe KOMIOHEHTOB OCY-
LIECTBISUIA C MCIOJIb30BAHUEM aHATUTHYECKOM KOJIOH-
ku Zorbax 300 SB-C18 (75 mxm X 150 mm, pa3zmep ya-
crunl 3.5 MM, Agilent, CIIIA). 3arpy3ounsrii OydepHbIit
pacTBop BOIA/allcTOHUTPHI/MYpPaBbUHAsL KUCIOTa/TPUQ-
TopykcycHast kucnora 98/2/0.1/0.08 (00./06./06./06.) wuc-
TIOJTE30BAJIH B KAUECTBE HTIOCHTA 3arPy309HOTO HACOCA [T
HaHeceHHs1 00pa3lia Ha KOHLEHTPUPYIOILYIO MPEIKOIOHKY.
OmonpoBaHie Ha KOHICHTPHUPYIOIILYIO KOJIOHKY MPOBOH-
1 1o niporpamme: 0—5 muH — 100% 3arpy3ounoro Oydep-
HOTO PacTBOpa IMPU CKOPOCTH TIOTOKA 3 MKJI/MHUH. BoHbII
pactBop 0.1% mypasbunoil kuciotsl (A) u 0.1% pac-
TBOP MypaBbUHOW KHCJIOTHI B CMECH alleTOHUTPHII/BO/IA
80/20 (00./06.) (B) ncnoabp30Baiu B KaueCcTBE TMOABHIK-
HBIX (ha3. Paznenenne KOMIOHEHTOB CMECH HPOBOIIIN
rPaJeHTHBIM JIIOMPOBAHUEM 10 Tporpamme: 0—5 MuH
— 5% (B); 35-40 mun — 95% (B); 41-48 mun — 5% (B);
CKOPOCTB ITOTOKA — 350 HII/MHH; TeMIIepaTypa TepMOoCTa-
Ta KOJIOHOK — 25°C; 06bpeM mpoOsr — 1 Mk JlerexTn-
pOBaHUE TPUNITHUECKUX (PPArMEHTOB MPOBOAUIM B pe-
KUME TIOJIOKUTEIBHON MOHM3AIMU C HCIOJIh30BAHUEM
ctasibHOro aMmmurepa ot Thermo, I'epmanus.

[TapameTpsl Macc-CHEKTpOMETpa: HaNpsDKCHHE Ha
smutTepe — 2.2 kB, TeMmneparypa BHYTPEHHEro Karui-
aspa — 275°C, MakCUMallbHOE BpeMsl MHKEKIUM HOHOB
— 100 mc, okHO n30MsIMK UOHOB — 2.0 a.€.M., CKOPOCTh
CKaHWpoBaHus — 1 ckan/c. AHanMMU3 NPoO OCYIIECTBIIS-
JU B JBYX PEXKHMax CKaHHUPOBAHUS: CKAHUPOBAHHE I10
MOJIHOMY MOHHOMY TOKy ¢ pazpemenuem 70000 B nua-
na3oHe macc m/z 50-2100 1 MOHUTOPUHT CEIEKTHBHBIX
MOHOB ¢ okHOM m3ossituu 1.5 Jla ¢ pa3pemennem 35000
U rmocneayouei (¢parMeHtanueil MoHa-mpeKypcopa
KaXJIOTO aHAIN3HPYEMOTO COCAMHEHHS. DHEpTUs co-
yaapenus coctasisia 20 u 25 3B, nonmyctumas ommo-
Ka Macchl JICTEKTUPOBAHHBIX ()parMEeHTOB — He Oonee
5 mua!. OOpaboTKy MONYYCHHBIX JAHHBIX [TPOU3BOIU-
T ¢ MOMOIIBI0 MpOTrpaMMHOT0 oOecriederus Xcalibur
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Bepcuu 2.2. TouHble Macchl OAHO- W MHOTO3APSTHBIX
HOHOB-TIPEKYPCOPOB TPUNTUUECKUX MENTUIOB, a TAKKE
TOYHBIE MACCHl WX HOHOB-TIPOIYKTOB PACCUUTEHIBAIH C
MIOMOIIIBI0 MHTEpHET-pecypca Mass Prospector (http://
prospector.ucsf.edu/).

Ilposedenue ananuza ¢ NOMOWIbIO CEEPXEHICOKO-
nPOU3600UMENbHOI 8bICOKOIPPEKMUBHOIL IHCUOIKOCHI-
HOWl Xpomamozpajuu 6 coyemanuu ¢ MAHOEMHOU
macc-cnekmpomempueit (CBIKX-MC/MC)

CBOXX-MC/MC-ananu3 Ttpuntuueckux dpar-
MEHTOB ITPOBOJIMITM Ha JKUJKOCTHOM XpoMarorpade mMo-
nenu Ultimate 3000 LS, coennHeHHOTO ¢ KBaIpyMOJib-
HBIM Macc-aHanuzatopoM Quantiva ¢upmber Thermo
Finnigan, ['epmanusi, OCHAIlIEHHOTO BHELITHUM MCTOYHH-
KOM HarpeBaeMoM AIIEKTPOPACIBUINTEIHFHON NOHU3AIINN
Opu aTMOC(EpPHOM JaBICHHH. XpOMaTrorpapuueckoe
pasjielieHHe KOMITOHEHTOB OCYIISCTBIISUIM C HCIOJIB30-
BaHHEM aHAJIIOTHYHON aHAIUTHYCCKOW KOJNIOHKH Zorbax
300 SB-C18 (1x50 mm, pazmep uactuir 3.5 MM, Agilent,
CIIIA) ¢ npenxononkoii Zorbax Stablebond (1x17 mwm,
pasmep yacturl 5 MM, Agilent, CIIIA). B kadectse
amoeHToB ucnonb3oBau 0.1% pacTBopbl MypaBEUHON
KHCIIOTHI B Bojie (A) u anieronutpuiie (B). I'panuentroe
JIIOUPOBAHUE MPOBOAWIN 10 mporpamme: 0 MuH — 5%
(B); 15 mun — 37% (B); 16-18 mun — 95% (B); 18-18.5
MmuH — 5% (B), ckopocth motoka — 150 MKJ1/MHH, TeMIIe-
parypa TepmocTara KoJoHOK — 25°C; oO0beM mpoObI
— 3 MKIIL

[TapameTpbl  Macc-CIIEKTpOMETpa:  TeMmIeparypa
BHYTpeHHero kanujuisipa — 275°C, teMmneparypa UCTOU-
HUKa 3JIeKTpOpaclbUINTeNIbHOW HoHu3auuu — 325°C,
HarnpsbkeHue Ha pacnbuiutene — 1.5 kB, makcumanbHoe
BpeMs HaKoIUIeHHsI HOHOB — 30 Mc, pa3penieHue KBajapy-
noniedt Q1 1 Q2 Ha MIMPUHE MMOJIOBUHBI BHICOTHI MaKCH-
myma — 2.0. CoennHeHus! AETEKTUPOBAIH B PEKUME MO-
HUTOPUHTA CEJIEKTUBHBIX PEaKLUH.

Pe3y.]'ll)TaTbI H UX 06cym11e1me

CornacHo HOBBIM TpeboBanusim BAJIA, npu moa-
TBEPI)KHAIOIIEM aHAIN3¢ aHTHUIONMHIOBBIC Ta00OpaTOpHU
JIOJDKHBI TTPOBOJIMTH KOJMYECTBEHHOE OIpE/ICIICHUE WH-
TAKTHOTO XOPUOHMYECKOTO TOHAJOTPOIIMHA YeJIOBEKa
(u-XT'Y) ¢ wucnonp3oBaHWeM TecToBOro Habopa MDA
JIPYTOro MpoU3BOAUTENS UM XPOMAaTO-MacCc-CIeKTpOMe-
TpudeckuMu Metomamu [7]. Ilpu paszpabotke, Banmumaimm
M BHEJPEHUH METOIMKHM KOJIMYECTBEHHOIO ONPEACIICHUs
XI'! B mpobax crnopremenoB BIXKX-MC/MC-metonom
BAJIA pexomenayer obOpamarbes K crarbe [14], B Ko-
TOPOIl MIPUBEICHO OMHMCAHKUE MPOOOMOATOTOBKH, ITO3BO-
JISTIONICH OTACTUTh MHTEpecyrolyo uzopopmy u-XI'H
or npyrux. IIpoOOmoAroToBKa 3aKIIOYAETCS B JBYXd-
TaITHOW UMMYHO(EPMEHTHOH 0YHCTKE 00pa3IOB MOYH C
WCTIOIB30BaHUEM PA3JIMYHBIX THIIOB aHTUTEN, UMMOOU-
JIM30BaHHBIX HA MAarHUTHBIX YaCTULAX, C OCIEYIOIINM
MPOTEOJIMTUYECKUM  PACIICTUICHUEM aHAIHM3HPYEMBIX

coeauHeHnid. Ha mepBoM sTame MCIoNb3yrTcs aHTUTE-
na, cnenu(uyYHbIe K AUTONaM fS-CyObeIMHUIIBI U €€ KO-
poBomy (parmenTy, Ho He K u-XI'Y. C mOMOIIBI0 TaKUX
AHTHUTEN, KOHBIOTUPOBAHHBIX K MAaTHUTHBIM YacTUIAM, U
MarHUTHOTO IITATHBA JaHHBIC H30(OPMBI YIATSIOTCS U3
o0pasiia MOYHM MM CBIBOPOTKH KpoBU. Ha BTOpOM 3Tarne
K o0pasnam J00aBISIOTCS aHTUTENA, CIeHU(UIHBIC K
u-XIT'Y, B pe3ynapTare 4ero MpoucCXoJUT €ro BbIIEICHUE
n3 oOpasna.

Macc-crieKTpOMETPUYECKUI aHalTN3 3aKJIIOYacTCsl B
OZIHOBPEMEHHOM Kau€CTBEHHOM M KOJIMYECTBEHHOM aHa-
m3e m3opopm X no ux crerupuaeckuM parMeHTamM,
00pasyronmMes B pe3yNbTaTe IMPOTSOTUTHIESCKOTO THIIPO-
yu3a. JlaHHBIM MPUHIMIT TPUMEHSUICS paHee MpH paspa-
0OTKe METOIMK KolmdecTBeHHoro onpeneneHus XI Y, kak
JUISL MCTIONIb30BAaHMS! B KJIMHUYECKOM TMarHOCTUKE, TaK U B
nensix ronuHT-KoHTpontst [9—13]. Crienuduueckue dpar-
MeHThI u30(opm XI'H nomydaroT B mpouecce mpoTeoan-
THUYECKOI'0 pacIlleIUIEHUs] ¢ UCTIOJIb30BAaHUEM TPUIICHHA,
KOTOPBIA C BBICOKOH CIEUU(UIHOCTHIO OCYIIECTBIAET
THJIPOJIM3 TCNTUIHBIX CBSI3¢H OCIKOBOW IIEMHU TOCIe
AMUHOKHCIIOTHBIX OCTAaTKOB JIM3MHA U apruHuHa. O0pa-
30BaBIINECS TPUITHUECKUE (PPATrMEHTHI MOTYT HCIIONb-
30BaTbCsid B KayecTBE CHEUU(UYECKUX MENTHIOB s
KOJIMYECTBEHHOTO onpeaencHus nzopopm XI'Y. Hioke
MPEUIOKEHBI TPUNITHUECKUE TENTUIBI Pa3TUYHBIX H30-
(dhopm XI'U, KOTOpBIE MOTYT UCIIOJIL30BAThCS B KAYECTBE
crenu(puIecKux GpparMeHToB (puc. 1).

a-Cyoveounuya

KonndecrBenHast omeHka CBOOOIHOU o-CyObenu-
Hunpl XI'Y B Ononorunyeckux odpasiax He HMEeT Tpak-
TUYECKOM LIEHHOCTU C TOYKU 3PEHUs aHTHIOMHUHTOBO-
TO KOHTPOJISI BBUJY HEIKBHUMOJISIPHOTO COOTHOIICHUS
a/p-cyopenuunn XI'Y npu cuHTE3¢ B HOPMAJIbHBIX (DU-
3MOJIOTUYECKUX YCIIOBUSAX U UX UICHTUYHOCTH JIJISl BCEX
roHa0TpoNnuHOB. OHAKO NPHU UCIIOJIB30BAHUHU JAHHON
CXeMbl MMMYHOOYUCTKH Tiepes] (DUHAIBHBIM JTarom
POOOIOATrOTOBKY B aHAITM3UPYEMOM 00pa3Ie 0CTaeTCs
Tonbko u-XI'Y, cocrosmmii u3 odenx cyowbenuuuil. Ta-
KUM 00pa3oM, OIpeesieHUe o-CyObeInHHUIIbI TTO3BOIUT
HCIIOJIh30BAaTh €€ B KaUeCTBE MapKepa yCIenTHO| Mpooo-
TOITOTOBKH U JIJIs1 KOJTMYECTBEHHOM onleHkH u-XI'Y npu
HCTIOJIb30BAHUU COOTBETCTBYIOIIECTO M30TOITHO-MEUEHO-
IO BHYTPEHHEI0 CTaHAapTa.

[Ipu aHanmm3e KOHIIEHTparTa IOCJE TPUIICHHOJIN3A
merogoM HaHOBOKX-MCBP nHamu wunentudunupo-
BaH TPHUNTHYCCKUI (parMeHT oT2, COOTBETCTBYIOIIMIA
KpUTEpUSM, BBIABUIA€MbIM IPU BHIOOpPE ONTHUMAIBHO-
ro nenruga [11]. Ha puc. 2 npencrasieH macc-CreKTp
IBYX3apsJHOTO HOHA-TIPEKypcopa  CIeH(pHISCKOro
MeTnTH/IA.

@parmenTapusie WoHBI ¢ m/z 207.11, 385.25,
583.35, cooTBeTcTByIOMmKE A", y** Uy, ABIAIOTCA ca-
MBIMHM WHTEHCHUBHBIMU IPU JaHHBIX YCJIOBHAX aHAIU3a
¥ MOTYT UCTIOJIB30BaThCS JIJIsl KOIMYECTBEHHOTO OTIpe/ie-
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Puc. 1. Cxemarnueckoe n300paxeHHE aMUHOKHMCIOTHBIX MOCIIEA0BATENILHOCTEH pa3niuuHbIX n3odopm XU
C yKa3aHHeM IpeularaeMbIX Crieliu(UUecKuX MenTHIO0B (BBIICICHBI [IBETOM; TAK)Ke OTMeUeHbI ocTarku 1uctenHa (C),
y4acTBYIOIINE B 00pa30BaHUN ITUCYIb(OUAHBIX CBsI3el, M ocTaTrku acnaparuHa (N) u cepuna (S),
10 KOTOPBIM ITPOMCXOANUT COOTBETCTBEHHO N- N O-TIIMKO3MIMPOBAHHUE).
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Puc. 2. Macc-criekTp IBYX3apsIHOTO HOHA-TIpeKypcopa crennpudeckoro nentuaa o 12 ¢ m/z 409.2314,
noy4eHHbI MeTogoM HaHOBOXKX-MCBP B pexxnme tSIM-tMSMS, sueprust koyummsnu 25 3B.

68 Toukwre xumndeckue texHosorun / Fine Chemical Technologies 2017 Tom 12 No 1



H.O. 3BepenBa, H.B. CaBeaneBa, I1.B. IlocTHHKOB, I0.A. Edhnmosa, M.A. [IukyHeIr

seHnst X1 npu BBINOTHEHUHN MOATBEPKIAIOIIETO aHa-
m3a. Cnenu@uuHOCTh BBIOPAHHBIX HMOHOB-TIIPEKYPCO-
POB M HOHOB-TIPOJYKTOB ObLjIa ITOKa3aHa ITyTeM aHaJln3a
mectu o0pas3loB KOHIEHTpATa, MOJYYSHHBIX B PE3yJib-
TaTe MPOTECOTUTHYCCKOTO PACHICTIIICHUS TPUIICHHOM, 0e3
JI00aBJICHUS CTaHJApTa O-CyObEeTNHUIIBL.

p-Cyoveounuya

B ommawme ot a-cyObeTMHHIIBI, XHMUYECKHE CTPYK-
TYpBI f-CyObEMHULL KaXI0TO U3 TOHAJOTPOIIMHOB YHHU-
KalbHbl. HauOonplas TOMOJOrHS aMHUHOKHCIOTHBIX
nocrnenoBarenbHocTel Habmonaetcs cpeau JII u XTI
u cocrasiseT npuMepHo 80%, crenens poxrctBa XI'Y ¢
nByms apyrumu ropmonamu — OCL u TTT Hioke.

S-Cyopenuanna X' cocrout u3 145 amuHOKHC-
JIOTHBIX OCTATKOB M BKJIFOYAET YHUKAIbHYIO aMUHOKHC-
JIOTHYIO TIOCIIEIOBATENBHOCTD 121145, HazpiBaeMyto
C-xoH1eBbIM TienTuaoM. KpoMe paznuunii B aMUHOKUC-
JIOTHBIX MTOCJIEIOBATEILHOCTSIX TOHAAOTPOIIMHOB, Y TOP-
MOHOB 3HAUUTENIFHO OTJIMYAIOTCS YIVIEBOJIHBIC YaCTH.
Eciu o-cyObeuHMIIA COEPIKUT JIBA OJIUTOCAXAPHTHBIX
OCTaTKa, 4TO XapaKTePHO JUIsi BCEX TOHAJOTPOIHUHOB,
To f-cyobremunuibl JII, ®CIT u X[ BKIHOUAOT OAMH,
YEeThIPE W MIECTh OJIMTOCAXAPUHBIX OCTAaTKOB, COOT-
BETCTBEHHO. B ctpykrype [-cyonenumuunpl XI'Y amu-
HOKHUCJIOTHBIE OCTATKH acliaparnHa B TOJOXEHHSIX 13,
30 ¥ aMMHOKHCIIOTHBIE OCTATKH CEPUHA B TOJOKESHUIX
121, 125, 132, 138 rmuKo3uIMpOBaHbl yIIEBOAHBIMHU Lie-
MsIMU OMAaHTCHHOW M MOHOAHTEHHOW CTPYKTYPBI, COOT-
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BETCTBEHHO. TakuM 00pa3oM, YeThIpe U3 IIECTH CANTOB
IIMKO3UIMPOBaHus f-cyobennnunel X1 nokanuzosa-
Hbl Ha C-KOHIIEBOM IIENTHJIE, YTO 00eCIIeunBaeT OMOJIO0-
THYECKYIO CTIEIU(UIHOCTD BCETO TETEPOIUMEpA.

[Ipu aHanm3e aMHUHOKUCIIOTHOM MOCIIENOBATEILHOCTH
SXTY Tpuntudeckue MenTuibl, o0pazyeMble U3 00IacTH
C-KOHIIEBOTO TIENITH/A, SBILIOTCS HAMOO0JIee YHIKAIBHBIMY,
OJIHAKO KayK/IbIH M3 HUX COICPKUT CANT TITMKO3UITUPOBAHHS.
[Tpu epMeHTaTHBHO Jierpalallii MOJICKYIIBI MOTYT 00pa-
30BBIBAaThCA TPUNTHYECKUE (PPArMEHTHI C TETEPOreHHBIM
COCTAaBOM YIJIEBOAHOM 4YAacTH, YTO MOMKET OTPHULATENILHO
CKa3aThCsl HA pe3ysbTarax aHalu3a. JpyruMu noTeHmab-
HBIMH TPUNTHYCCKAMHI (DparMEHTaMH, COOTBETCTBYIOIIIH-
MU kpurepusm [11], seistores nentunsl 15 u f19. B
pesynbrare ananuza MetogoM HaHOBDXKX-MCBP mo-
Ka3aHo, 4TO Haubosee ONTHMaJbHBIM cHelu(puyecKum
nenTuIoM siisiercst 15 BBUY ero 6ojiee HHTEHCUBHON
HMOHU3AIMHU 110 cpaBHeHuto ¢ fT9. Tpuntuueckuii mentus
ST5 cocrout n3 17 aMHUHOKUCIIOTHBIX OCTAaTKOB, OITHAM W3
KOTOPBIX SIBIISIETCSI XMMUYECKH HEeCTaOMIbHAS aMHHOKHC-
nora 1uctenH. CTaHAapTHBIM HOIXOOM IIPH aHAIM3e IH-
CTEHH-COZIEPXKAINX OEJIKOB M TIENITH/IOB SBIISIETCS aIKHIIM-
poBaHKe CYIbGTHAPITFHBIX TPYIIT BUHUIHAPHIMHOM FIH
vonaieramugiom  [9-14]. B coctaB TS5 Takxke BXOAUT
AMHUHOKHUCIIOTa [IyTaMHUH C JOIOJIHUTEILHON HOHOTEH-
HOU TPYIINON, B pe3yabTaTe 4ero Mpu HOHU3AIUH e TH-
Ia 00pasyroTcs IBYX- H TpeX3apsaHbIe HOHBI-TIPEKYPCO-
psl. Ha puc. 3 npencrasiieH MacCc-CIEKTP IBYX3apsJHOIO
HOHA-TIpeKypcopa criennpudeckoro nenrumaa f15.
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Puc. 3. Macc-cniekTp ABYX3apsJHOTO HOHA-TIpeKypcopa crenuduyaeckoro nentuna 15 ¢ m/z 964.0365,
mony4deHHbI MeTonoM HaHoBIXKX-MCBP B pexmme tSIM-tMSMS, sneprus xomwmmsnn 25 3B.
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®parmenTapHbie HOHBI ¢ m/z 1316.67, 1035.50,
610.39, coorsercTByromume y, ¥, y," ub,’, ABIAOTCA Han-
0oJlee MHTCHCUBHBIMHE IIPH JaHHBIX YCIOBUSAX aHAIIN3a
U MOTYT HCIIOJIb30BAThCS ISl KOJIMUECTBEHHOT'O OIpe/ie-
sennss XI'Y npu npoBeAeHUN MOATBEPKAAOIIErO aHa-
nu3a. Bplcokas cnermpuIHOCT M XapaKTEPUCTHIHOCTH
BBIOPaHHBIX MOHOB-TIPOIYKTOB ObLIa JOKa3aHA aHAIN30M
IecT 00pa3lioB KOHIIEHTpara Oe3 n00aBiIeHHs CTaHaapTa
SXTY, moNmydeHHBIX B Pe3yIbTaTe TPUIICHHOIN3A.

Pacwennennsie uzogpopmvt XI'd (44/45 u 47/48)
Pacmreruiennsie m3odopmer fXIY (44/45) u pXTYU

vit  y3tyg* yZ*
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(47/48) sBISIFOTCS TIPOMEKYTOYHBIMHU TPOJAYKTAMH JIe-
rpagau XI'Y, oOpa3oBaHHBIMH IIPU PACIICIUICHUN
MENTUIHOW CBSI3M B MONOXKEHUAX 44/45 n 47/48, coot-
BETCTBEHHO. JlaHHBIE pa3pbIBbl MOIUMENTHIHOW EMH
pacronararoTcsl B OCIeAoBaTebHOCTH rientuia S15, mo-
9TOMY 3TH TPUNTHYECKHE (parMeHThl HAMU TPEITIOKEHBI
B KaueCTBE CHEIM(PHICCKUX TIICNTHAOB pACIICTUICHHBIX
m3odopm i KonmdectBeHHoro ompenenenus XIY. Ha
puc. 4-5 npencTaBiIeHbl Macc-CIEKTPhl IBYX3apsaHbIX
HOHOB-TIPEKYPCOpOB crenupuueckux nentuaos pTS u
pT5’ fXTY (47/48) n fXTU (45/46), cCOOTBETCTBEHHO.
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Puc. 4. Macc-criekTp qByX3apsiIHOTO HOHA-NIPEeKypcopa creiduueckoro nentuna pTS5 fXIY (47/48)
¢ m/z 765.4235, nonyuennsiii MetooM HaHOBIXKX-MCBP B pexume tSIM-tMSMS, sueprus koyumzuu 25 5B.

ITockonbky pl-aHTHTena Takke CHenUGUIHBI K
pacmieruienHoi m3opopme XY, pparmeHTapHBIC HOHBI
¢ m/z 1035.50, 810.38, 1317.65, cooTBeTCTBYIOIIKE Y, ',
Yo MY, , OPEIIOKEHO UCTIONB30BATh JUIsS Ka4€CTBEHHOM
OLICHKH A(P()EKTUBHOCTH TPOBEACHHON MPOOOIIOTOTOBKI
00pas31oB MOYH TIPU BBINOJIHEHUH TOATBEP)KAAIOIIETO aHa-
JIM3a C LENbI0 KOJIMYECTBEHHOTO onpesenenust u-X1 Y.

OparmenTapuble noHbI ¢ m/z 1316.67 u 1035.50,
COOTBETCTBYIOIIME Y, ~ M Y,', ABIAIOTCA Haubonee WH-
TEHCUBHBIMHU B JIaHHBIX YCJIOBHUSX, OJHAKO YacTO OHU
JIOTIOJTHUTEITFHO TPOTOHUPYIOTCS (puc. 5). M3meHeHne
MOJIEKYJIAPHONH Macchl 00pa3yeMbIX HOHOB-IIPOJYKTOB
MOXKET OTPHUIATEIIBHO CKA3aThCsI HA CTA0OMIILHOCTH OTIpe-
JIeJICHUS] COeTUHEHUH, TOITOMY B KaueCTBE MOHOB-IIPO-
JTyKTOB JJAHHOTO CTICITU(UIECKOTO MENTH 1A MTPEUIOKEHO
JIETEeKTUPOBATh HOHBI C m/z 398.23,518.25u 715.38, co-
oTBeTcTBytomMeE b,", y.** ny *. Ananmusom mectu 00-
pa3IoB KOHIICHTpaTa 0e3 M0o0aBICHUS CTaHIApTa TOCIe

TPUIICHHOJM3a J0Ka3aHa CHeNH(UIHOCTh BBIOPAHHBIX
noHoB s XTI (44/45) u fXTU (47/48).

kppXrd

KopoBbiii  ¢pparment  f-cyobenuuunpl  XI'Y
(xppXTY) siBNACTCSI KOHEUHBIM IIPOIYKTOM JICTpaJaliuil
XI'1 u npencrapiseT coO0H Ba GparmMmeHTa aMUHOKHC-
JOTHOM mocnenoBarenbHOCTH  fB-cyObenanuunsl  XIU,
COCTOSIIIIUX M3 aMUHOKUCIOT S6-40 u f55-92, crabuu-
3UPOBAHHBIX YETBHIPbMS TUCYNb(UAHBIMU CBSI3sIMH [5].
ComacHo JaHHBIM padot [15-17], He menee 50% obmero
kommuectBa X1 gerpagupyer 10 CTPYKTypbl KOPOBOTO
(bparMeHTa B TIpOIIECCe MOYCTHOH SKCKPEIUH, YTO BAKHO
Y4UTBIBATh TIpU ONTUMHU3AIMKM METOAUKH HpO6OHOZ[F O-
ToBKH. B paborax [9, 14] B kauecTBe crienupuIecKux
MENTUIOB Mpenjaraercs nerexkruposatrs 19 u fT5, or-
nuyaromuecs Ha 2 U 12 aMHHOKHCIIOTHBIX OCTAaTKOB, CO-
OTBETCTBEHHO. [IOCKOJIBKY /AJI1 KOJIMYECTBEHHOM OlIEH-
ku u-XI'Y mpetokeHo ucnoib3oBark ST5, B KauyecTBe
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Puc. 5. Macc-ciekTp IByX3apsTHOTO HOHa-TIpeKypcopa cnenuduaeckoro nenrtuma pTS’° fXITU (44/45)
¢ m/z 914.4996, nomyuennsiit MmetooM HaHOBOXKX-MCBP B pexume tSIM-tMSMS, sueprus xoyumszuu 20 3B.
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Puc. 6. Macc-criekTp I1ByX3apsJHOTO HOHA-TIpeKypcopa creruduaeckoro nentuna kppTS ¢ m/z 405.6991,
nonydyeHHbIi MerogoM HaHOBOXXX-MCBP B pexxume tSIM-tMSMS, sueprust komumsuu 25 5B.

crienu(prIeCcKoro nenTuaa Beiopan kTS, Macc-ciekTp
KOTOPOTI'O NpECTaBJIeH Ha puc. 6.

@parmeHTapHble HMOHBI ¢ m/z 612.25, 711.31,
171.14, cooTsercTByIOIME y,", Y, U a,", SABISIOTCS Hau-
0oJsiee MHTEHCUBHBIMU U MOT'YT UCIIOJIb30BaThCA IJIsd KO-
nmuaectBeHHoro onpeneienus XI'Y. Ux cnenmnduanoctsh
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ObUTa OKa3aHa aHAJIM30M LIECTH KOHIICHTPATOB, MOJY-
YCHHBIX B PE3YIBTaTe MPOTCOTUTHUUCCKOTO pacIiernie-
HUS TPUTICUHOM, 0e3 no0aBieHus crangapra kpfXI Y.

Onmumusayus CBIKX-MC/MC-napamempos
Jlaee HamMM TIpoBelEHA ONTUMHM3ALMSA — XpOMa-
TO-MAaCC-CHEKTPOMETPHIECKOTO OTIPEIENCHNST BEIOPAHHBIX
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Tpuntuueckux (parmentoB a2, FT5, kppTS, pTS FXTH
(47/48) n pTS5’FXTY (44/45) B ycnoBUSX TaHIIEMHOM

Macc-CIIEeKTPOMETPHH, KOTOpas sBIsSeTCS Hamboiee
MOMYNSIPHON AJIT KOJINYECTBEHHON OLICHKU OENIKOB U
MEeNTUIOB B MPOTEOMHBIX HccienoBanusax [18]. Xa-
PaKTEPUCTUYHOCTh M CHEIU(PUIHOCTh BHIOPAHHBIX
MEePexo/0B MOH-IPEKyPCOP/HOH-TIPOAYKT JOKa3aHa

AHAJIM30M IIIECTH MOJCJIBHBIX 00pa3loB MOYHU, B KO-
Topble go0aBunu u-XI'Y 10 KOHEYHOH KOHILIEHTpa-
nuu 5 ME/Mi, u mectu o6pa3moB 0e3 mo0aBiIcHUS
CTaHJIapTa B KauecTBe OJAHKOBBIX 00pa3loB MOCIe
npoOoMmoAroToBKM. B Tadm. 2 mpuBeaeHbl OCHOBHBIE
XPOMAaTO-Macc-CIEeKTPOMETPUUECKUE MTapaMeTphl Je-
TEKTUPYEMBIX COCTUHCHHUM.

Tabauna 2. Ocrosuele mapamerpsl CBOKX-MC/MC-anann3za
IIpHU KOJINYECTBEHHOM omnpeneneHnu X1 B Moue ciopTcMEHOB

Hou
Crienuduaeckuit Bpewms ynepxuBaHus, Hanpsokenne, mogaBaemoe | DHeprus KOJUIU3UH,
TENTHU MUH HpEKypCop, TIPORYKT, Ha S-nmuH3y, B 3B
m/z m/z
292.3 (y.*) 20
aT2 5.06 409.5 487.6 (y,") 75 30
207.2 (a,") 20
518.9 (v 15
612.2 (y,") 20
PT5 10.35 643.5 7117 (y0) 115 20
811.0 (y,") 20
282.2 (a,)
3529 (a,)
pT5 pXTY (47/48) 8.60 510.6 8103 (y.) 75 20
1036.2 (y,")
299.2 (b,")
s 398.4 (b,)
pTS’ pXTY (44/45) 9.80 914.6 13167 (v, ) 135 30
1036.7 (y,")
612.2 (y,")
kGPATS 1.51 406.0 7116 (y.) 115 15

BBuay orcyTcTBHs pedepeHCHBIX CTAaHIAPTOB aHa-
TM3UPYEMBIX CHEIU(PHUSCKIX (ParMEHTOB, OITHMH3a-
U0 3HAYCHUI PaIHOYaCTOTHOIO HAIPSHKESHUSI, 1O/aBa-
eMoro Ha S-00pa3HyIo JIMH3Y, ¥ YHEPTHH COYIapeHHsS B
SIYCHKE CTOJKHOBCHUI MPOBOMMIM B PYYHOM PEKUME.
Kak BujHO Ha mpuMmepe mepexona m/z 643.5 — 612.2
cnenuduueckoro nentuaa FT5 Ha puc. 7, rpaduku 3a-
BHUCHMOCTH, TIONYYCHHBIC NPH ONTUMH3ALNN TaHHBIX
napamMeTpoB, UMCIOT BHJ HMOJIMHOMHAJIBHOW KPUBOH C

3500000 T A

3000000

1. el

: 2500000 +

yc

$2000000 +
1500000 +

1000000 7

VIHTEHCUBHOCTb.

500000 +

0 4 ' 4 s L s * ®
t 1 t 1 t + 4 g 4

75 100 115 135 150 165 180 200 225 250
PannouacroTroe HanpsKeHHe S-00pa3HOH
nHH3bI, B

MaKCHUMyMaMU B IIMPOKUX TUANA30HAX HAMPSDKCHUS HA
mun3e (75-150 B) m sHeprum coynapenus (10-25 3B).
AHanornyHble rpaQuK 3aBUCUMOCTEH OBLTH MOTYYEHBI
JUTSL BCEX aHAM3UPYEMbIX CHICHU(PUISCKUX MEITH/IOB.
[penernbl KOMMYEeCTBEHHOTO OIPEISICHHUS Crie(uye-
CKHX MENTH/IOB pa3nuHbIX n30(hopm X1 Y paccuuThIBaiM HA
OCHOBAHHH JIAHHBIX CEPTH(UKATOB CTaH/IAPTOB M COCTABIIIN
0.25 o/ it oT2, FT5 u 0.5 nmons/n — it kpSTS,
pTS pXTY (47/48) u pT5’ fXITY (44/45), COOTBETCTBEHHO.

60000 + b

50000 +

ClI. €1,

40000 +

y

30000 +

20000 +

MHTEeHCUBHOCTH

10000 +

0 t t t
0 10 20 30

DHeprus KOmmm3uy, 3B

Puc. 7. BiusiHne paguodacTOTHOTO HaNpsDKEHHUsT S-00pa3HOMN JIMH3BI HA HHTEHCHBHOCThH HOHA-TIPEKypcopa
cnemuduaeckoro nenruna BT5 ¢ m/z 643.5 (A) n sHepruu coynapeHus B Kamepe CTOJIKHOBEHUH
Ha MHTEHCHBHOCTH 00pasyromierocsi noHa-npoxaykra c m/z 612.2 (b).
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Hcnonp3oBanne HEOOIBIION CKOPOCTH HapaCTaHUS
IpajIieHTa OPraHUYECKOr0 PACTBOPUTEISI B MOOMIIEHOM
(a3e MO3BONMIIO JIyUIIe pa3NeNATh aHATU3UpPyEMbIe
nenTusl (puc. 8). ns ynydmenus GopMbl MUKOB MO0~
OpaHa onTUMallbHAsl CKOPOCTh MTOTOKA MOOHMIIBHBIX (has3.
Kak BUIHO M3 XpOMaTOrpaMMBbl OMPEICISIeMbIX CIICIIH-
(bMYeCcKUX MEeNTHI0B, XpoMarorpa(uueckie MUKH BCeX
BEIIECTB CHMMETPHYHBI U UMEIOT (HOopMy pacmpernere-
aus ["aycca. lllupuHa THIKOB aHATU3UPYEMBIX MTEITHIOB
cocragnuset 0.2-0.6 MuH.

RT: 0,00-12,00 SM: 15G
100

| al2
90 5,06 {

PXIY (47/48)
8,60

80— l |

BT5

10,36

10,34,

|
.

‘ “ BXTY (47/48)

"
Bpems, MvH

Takum oOpasom, ucroib3oBanne Metona CBIXX-
MC/MC mno3BosisieT COKpaTuTh BpeMs aHaiu3a ¢ 48 10
22 MUWH, 9TO O0CCIEYMBAET CPABHUTEIHLHO OOJBINYIO
MIPOU3BOAUTEIBHOCTb. JleTeKkTHpoBaHUE —crernuduie-
ckuX nentuaoB u3opopM XI'YU TpOWHBIM KBaJAPYIOIh-
HBIM MAacc-CIIEKTPOMETPOM TO3BOJISET pPeaan30BaTh
BO3MOXKHOCTb AQHQJIM3a B PEKUME PETUCTpalUM 3ahaH-
HBIX MPOLECCOB (PparMEHTALUH, Ha3bIBAEMOTO MOHM-
TOPUHTOM BBIOpAHHBIX/CEICKTHBHBIX peakiuii (MBP).
JlaHHBII peXKUM JECTEKTUPOBAHUS COCIUHEHUI Haubo-

Puc. 8. Xpomarorpamma pactopa nzodopm XI'Y (2.5 nmomns/im u-XI' u 5.0 nmons/n kpSXITH)
n pacuieruieHHoro X1 nmociie mpoTeoauTHIecKoro ruaponu3a TpuricuiaoM Metonom CB2XX-MC/MC.
[ToxazaH nmpoduib copepKaHus alleTOHUTPHIIA B TIOJBIKHOH (paze (0003HaYEH CHHUM KOHTYPOM).

Jiee 4acTO UCTOJIBb3YETCsl B KOMTMYECTBEHHBIX METOAMKAX
ONPEJEIICHNS KaK HU3KOMOJIEKYJISIPHBIX, TaK U COETHHE-
HUN TENTUIHON MPUPOIBI.

BriBoaBI

B xome mponenanHo#l paGoThl MOmOOpaHBl ONTH-
MaJIbHBIC CTICIM(UIEeCKHE e TH/IBI, COOTBETCTBYIOIINE
cBOOOJHBIM 0- U f-cyObeanHUIIaM U Hanbosee pacipo-
crpaneHHbIM n3opopmam XI'U. Cnenuudeckue nenru-
ael T2, BTS, kTS, pTS pXTY (47/48) u pTS5® pXTU
(44/45) mO3BONSIOT OMHO3HAYHO WICHTU(PHUIIMPOBATH
cootBercTByomue n3odopmbr XI'Y, 94T0 criocoOCTBYET
YBEJIIMYCHUIO CHIeIM(PUIHOCTH pa3pabarbiBacMON MeTO-
KK ¥ TIO3BOJISICT OTCIICKUBATH I(PPEKTUBHOCTH IPO-
001oroTOBKM 00pa3ioB. JlaHHOE UCCIIeOBAHNE BBITION-
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