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O0BeKThbI 1 METOABI HCCJIEI0BAHUSA

OO0beKkTaMM HUCCIEeOBaHUS SIBISIOTCA, MPEAOCTaBICHHBIE 3aKa3dyUKOM O0pa3Iibl

skcTpakTa 6epectsl: Ne 1 - No 5, No 8, No9, Ne10.

IIe.m; HCCICAOBaHUA — pa3pa60TKa MCTOJUKHU KOJJUICCTBCHHOI'O OIIPCACIICHUA CO-

nepkanus OETyJIMHA B COCTaBe 00PA3I[0B IKCTPAKTa OEPECTHI.

Jl7is IpoBeieHusl UCCIIEeIOBAaHUs ObUIM MCIIOJIb30BAHBI METOJBI BHICOKO3(DPEKTUB-
HOW XKHUJAKOCTHOM XpOMaTOMAaCC-CIEKTPOMETPHH.

Bricokod(ppexTUBHAS KUAKOCTHAA XPOMATOMACC-CIIEKTPOMETPMS SBIIIETCS
THOPUAHBIM METOIOM U O0BEIHUHSAET HE3aBUCUMBIE IPYT OT Jpyra MpPOLECCHl KUIKOCT-
HOTO XpOMaTorpapuueckoro pasleleHus M Macc-CIEKTPOMETPUYECKOIO aHalIu3a.
3HaueHue KUAKOCTHON XpoMaTorpaguu oObsicHAETCsS €€ CroCOOHOCThIO (P (HEKTUBHO
pa3nenarb OOJBIION KPYr OPraHWYECKUX BEIECTB PA3NUYHONW HPUPOJBI, BKIIOYAs
TEepMOJIaOUIbHBIE KOMIIOHEHTHI U COEIUHEHUSI C TIOCTATOYHO BBICOKOW MOJIEKYJISpPHOU
maccoil. Macc-criekTpoMeTpusi - OAMH M3 Hauboyiee MOIIHBIX M WH(GOPMATUBHBIX
METOJIOB MCCIIEJIOBAHUS CTPYKTYPbl OpPraHMYECKHX COEIMHEHUN U aHaJIM3a CIOKHBIX
BEILECTB U UX CMeCEl. DTO MPSAMON METOJ, MO3BOJISIOIINA HEMOCPEACTBEHHO OIpeEe-
JSTh MOJIEKYJIIPHYIO Maccy, COCTaB MOJEKYJI M UX (parMEHTOB, UX CBSI3b MEXKAY
co0oii, n3ydyarb MexaHu3Mbl QparmeHTannyd. Ha OCHOBaHMU 3THUX JaHHBIX HAaXOJATCS
KOPPEJSILIMOHHBIE 3aBUCUMOCTU MEXIY CTPYKTYPHBIMU XapaKTEPUCTHUKAMU MOJIEKYJ U
MOHOB, 00pa3ymoIIUXCs B pe3yibTaTe pacnaza MOJIEKYJ NPy MOHU3alMU. B coBpemeH-
HBIX BBICOKOUYBCTBUTEJIBHBIX MPUOOpPAX — XpOMATOMACC-CIIEKTPOMETPAX peann3yercs,
KaK MPaBWJIO, METOJ TAHAEMHOM (ABYXCTaAMMHON) MACC-CIIEKTPOMETPHUH.

[TpuHumn paboTel Takoro npudopa 3aknrodaercs B cienyomeM. [Ipoba uccnenye-
MO CMeCH C TMOTOKOM MOABIXKHOHN (ha3bl MPOXOIAUT uYepe3 KOJOHKY KHUAKOCTHOTO
xpomatorpada. [Ipu 3ToM MporucxXoauT pasaeneHue CMECH Ha OTAeIbHbIe KOMIIOHEHTHI,

KOTOPBIE TOOYEPENHO BBIXOIAT (ANMIOMPYIOTCS) M3 KOJOHKM M IONANArOT B Macc-
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cnekrpometp. IlepBbiii Macc-GuabTp (KBaapyIoib) OCYIIECTBIAET pa3lelieHue mnep-
BUYHBIX MOHOB, 0Opa3yIOMIMXCS Ha MEPBOM CTaIUU B PE3yJbTATE «MSTKOW» DIIEKTPO-
pPacIbUTUTEILHON MOHU3AIMKA KOMIIOHEHTOB TMPOOBI, MOCTYMAIONIUX W3 KUIKOCTHOTO
xpomarorpada. I[lo cTpykType 3TH 4YacTHIlbl, KaK MPaBUIIO, OJU3KHM K HCXOAHBIM
HEUOHU3UPOBAHHBIM MOJIEKYJIaM U HOCST Ha3BAaHHE HOHOB-NPEKYPCOPOB (pOIUTEIb-
CKMX HWOHOB). /[lamee HOHBI-IPEKYpPCOPBHl MOCTYNAlOT BO BTOPOW KBAAPYIOJb, TIE
NOJIBEpraroTcsi pparMeHTaluy 3a CUET SHEPTHH COYAapeHUs C aTOMAMK HMHEPTHOI'O ra3a
(aprona). OOpasytomnuecs Ha BTOPOM cTaauu (parMEHTHBIE WOHBI HOCAT Ha3BaHUE
MOHOB-TIPOAYKTOB (JouepHUX MOHOB). Takum oOpazoM, BTOpoi macc-GpuibTp (KBaapy-
T10JTb) BBITIOTHSIET QYHKIIUIO STYCHKN COyMapuTEIbHONU nuccoruaiuu. Jlaiee BTOpuIHbIC
WOHBI-TTPOTYKTHI, MPOXOAAT (PMIBTPALUIO B TpPeTheM Macc-puiabTpe (KBaaApymoJie) u
MONAaJaT Ha IETEKTOP.

B 3aBucHMOCTH OT BBIOPAHHOTO pekuMa paboThl Macc-PUIBTPOB U COYAAPUTEIb-
HOM SIYEKM, HMCCIEAOBATEIb MOXKET MOJy4aTh CHEKTPbl KaK HOHOB-NIPEKYpPCOPOB,
00pa3yroluxcsl Ha MePBOM CTaIUU U3 aHATM3UPYEMBIX KOMIIOHEHTOB, TaK U MPOJAYKTOB
UX MOCIEAYIOIUX MMPEBPALICHUI Ha BTOPOU cTaauu. Takke MOKHO HacTpanBaThb Macc-
CIIEKTPOMETP HA PETUCTPALMIO OTIAEIbHBIX HOHOB C ONPEACIEHHBIMU MacCCOBBIMU
YHUCIaMH, OOpa3yloIIMXcs B pe3ysibTaTe 3aJaHHBIX MPOILIECCOB paclaja BbIOPAaHHBIX

MOJICKYJIIPHBIX UJINM OCKOJIOYHBIX MOHOB.

HccnenoBanusi MNpOBOAWIM HA  TAaHAEMHOM  KHJAKOCTHOM  XpoMaToMacc-
crektpomerpe LCMS-8040 («IIIumanzy», SAnoHus) ¢ cucteMod TpEX KBaApyrojen
HayuHno-o0pa3oBarenbHoro neHtpa HanorexHonorun uHctuTyTa buosoruu m 6morex-
Honoruu Batl'V.

[Tpubop ocuamén xpomarorpadpuueckorr komoHkoi «Dr. Maisch Reprosil-Pur

Basic C18» 100 x 2 MM ¢ pa3MepoM 3epeH HEMOIBIXKHOU (a3bl 3 MKM.



JKCIePUMEHTAJIbHASA YaCTh

IMoaroroBka nmpod Kk aHAJIM3Y

TouHylo HaBecKy uccieayeMoro oopasia, okoyio 1 Mr, moMmemand B MPOOUPKY
Onnengopda (1,5 M) u pactBopsiid B 1 MJI MeTaHOJIa C UCIIOJIb30BaHUEM BOpTEKCa
(BctpsixuBatens). Comepumoe MPOOUPKU LEHTPUPYTUPOBATU C LETIbIO OTACICHUS
HEpacTBOpUBILETOCs ocTaTka. HagocanouHyro sXUAKOCTh (PUIIBTPOBAIM YEpe3 MITPUIle-
Boil mommamuanbiii GpunbTp «Chromafil Xtra PA-20/25» ¢ auamerpom mop 0,2 MKM u

MOMEIAIU B BUATY aBTOCAMILIEPA.

YcaoBus IIPOBCIACHUS aHAJTIN3A

Jo3upyemblit 00EM TTPOOBI 3 MKIT;
Temneparypa TepMocTaTra KOJIOHOK 35°C;
Pacxonx moaBuxHOM (azbl 0,25 mi/muH;

Pexum simronpoBanust — OWHAPHBINA TPaIUEHT:

®aza A — Boauslii 0,1 %-HbIil pacTBOp popMUaTa aMMOHUS;

®a3za b - aueronutpui: HayasbHOE coaepxkanue 70 % c 0 muH,
yBenudeHue 10 95 % B Teuenue 6 MuH;
BbIIepKKa 1pU 95 % B Teuenue 10 MuH.

Tun HOHU3ALMK — BJIEKTPOCHPE (MOJIOKUTEIbHAS TTOISPHOCTB);

Nouusupyrolee HanpsHKeHUe 3,5 kB;
Temmeparypa unrtepgeiica 400°C;
TeMneparypa TMHUM 1€COTbBATALIUI 250°C;
Pacxop rasza — pacnsuiuTens (a30t) 3 1/MuH;
Pacxop raza — ocymmurens (a3ot) 15 n/mun

Pexumebl coopa ganubix Q3 Scan B nuanazone 400-500 a.e.m.,

[Tocnenyromryo 06pabOTKy JaHHBIX OCYIIECTBIISUIA C IOMOIIBIO POTPAMMHOTO

o0ecrieuenus LabSolutions LCMS 5.86.

Pe3ynbpTaTel Hcciie0BaHUs IPEACTABICHBI B IPUJIOKEHUHU B BUJIE CTAHAAPTHOIO
POTOKOa, CPOPMUPOBAHHOTO MPOrpPaMMOi 00paOOTKHU JaHHBIX.

Ha xpomartorpammax Bcex 0Opa3IOB MPHUCYTCTBYET €IWHUYHBIA MUK, 0OYCIIOB-
JICHHBIN JAETEeKTUPOBAHUEM Psifia MOHOB, U3 KOTOPBIX Hau0O0JIee HHTEHCUBHBIM SIBIISETCS

MOH ¢ m/z 425, COOTBETCTBYIOLIUNA MPOTOHUPOBAHHOMY MPOYKTY OTIIEIJICHUS! BOABI
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oT MoJekynsl OerynuHa: [M — H,O + H]*, rnie M — monekymnspHas Macca OeTyjuHa,
paBHas 442, 73. B Macc-CleKTpe KOMIIOHEHTA MPUCYTCTBYIOT TaK)KE€ MMPOTOHUPOBAHHBIE
MoJekysipHble MoHBL: [M + H]* ¢ m/z 443, 4TOo HONMOJHUTENHLHO MOATBEPKIAET
COOTBETCTBHE XpOMaTOprapuyeckoro nuka OeTyaIuHy.

B Tabnuie 1 npuBeaeHbl 3HAUEHUS COJIEpKaHUs O€TyIMHA B UCCIIETyEMbIX 00pa3-
Iax.

Ta6nuna 1 — Coneprkanue OeTyIuHa B HCCIIETyeMbIX 00pasiax

Hccnenyemslit oOpasery Copnepxxanue 6eTynnHa, % 1o macce
Ne 1 81,2
Ne 2 84,5
Ne 3 78,6
Ne 4 97,2
Ne 5 96,8
Ne 8 94,3
Ne9 84,8
Nel0 100,0
BbIBOAbI

1. Pa3paboTana MeToauKa JijIsl OTpeeieHus B 00pa3iiax IKCTpaKkTa OepecThl Co-
nepkaHue OeTyynHa.

2. Coneprkanue OeTyInMHa B HCCIIEIOBAaHHBIX 00pa3liax cocTaBisieT oT 78,6 10

100,0 %.



