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Bsenenue

DHJIOTCHHBIM OKHUCIHUTEIbHBIA CTPECC SBISIETCS HanOoJyiee BPEIOHOCHBIM IPOIECCOM,
MPOUCXOJSAIIUM B KIETKaX, OCOOEHHO B acmleKkTe cTapeHus W 3a0ojeBaHUs pakoMm. B
HauOoublleld cTeneHu aeictBuio okuciuteneil moasepratorcs JHK u PHK. HaubGosnee
MOAXOSIIMM METOJOM Juisi oleHKH okuciautenbHoro crpecca JJHK m PHK B opranusme
YeloBeKa SIBISETCS Ta3oBas Xpomarorpadus C MacC-CIeKTPOMETPUUYECKUM JIETEKTUPOBAHUE
(I'’X-MC), mnosBossoomas OJHOBPEMEHHO ONpPENENSITh OONbIION HAO0Op HOPMalbHBIX H
MOIU(DUIIUPOBAHHBIX ~ HYKJIEO3UJOB B  OHOJIOTMYECKHMX oOpaslax, 4YTo YBEIHMYHUBAET
JIOCTOBEPHOCTh MOJyYaeMbIX PE3YJIbTATOB 10 CPABHEHUIO C OIPE/IEICHUEM KaKOT0-IN00 OJHOIO
Hykieo3uga. OnHaKo, B JHUTepaType MNPUBOAATCA (PAKThl HMCKAXKEHUS COCTaBa MPOOBI MpHU
MPOBEACHUN JEPUBATU3ALMHU, YTO MPOUCXOJHUT B pe3yJbTaTe [JIUTEIbHOTO HarpeBaHUs
PEaKIMOHHON CMeCH NIpU MOBbIIEHHOW TemmepaTtype (okosio 1 waca mpu 120°C). B nannoii
paboTe wuccrneayeTcss BO3MOXKHOCTb 3aMEHBl TPAJUIMOHHONW CTaJUM HArpeBaHUsS TPU
JNepUBAaTU3allMM  HYKJIEO3uA0B ¢ momoulbio  N,O,-0uc(TpUMeTHICHINI)TpUpTOpaneTaMu1a
(BCT®A) BBIICp)KUBAaHUEM PEAKITMOHHON CMECH B yJIbTPa3ByKe NMPH KOMHATHON TeMITepaType.

MeToanka 3KcnepuMeHTa

DKCHEPUMEHTHI MPOBOJWIM HA XPOMATO-MaCC-CIEKTPOMETPE, COCTOSILEM M3 Ta30BOrO
xpomarorpada Trace GC 2000 u macc-cnekrpomeTpa Automass Multi dupmer “ThermoQuest”.
Pasznenenne nmpoBonunu Ha kanuuispHo# konoHke Restek RTX-200ms (nemoaBmkHas ¢aza —
TpUTOPIPONHIMETHITIONNCHIOKCaH) uHOW 30 M, BHyTpeHHUM guametrpMm 032 MM ©
TONIIMHON HemoaBwkHOW (a3er (.25 MmkMm. B kauecTBe raza-HOCHTENs TPUMEHSIN TeIUil
Mapku A. [leTekTupoBaHHE MAcC-CIIEKTPOB MPOBOAMIOCH B PEKUME XUMUYECKONW MOHU3AIUU C
pETHCTpaAlUeH MOJIOKUTETHLHBIX HOHOB, B KQUE€CTBE ra3a-peareHra UCToIb30BaId METaH.

B kauecTBe MOJIETBHBIX COCIMHEHUI HUCIIONb30BANN a/ICHO3UH, YPUIUH, KCAHTO3UH. [
MPOBEICHUS ACPUBATH3ALUN PUMEHSIIA TUPUIUH U
N,O,-6uc(rpumermicunun)rpudropaneramus (BCTDA), coneprxariuit
1% TpumeTHnxJIOpCUIaHa.

PacTtBop, comepxkamuii onpenensieMble COeAMHEHNUS TOTOBWIN CIEAYIOIUM 00pazoM: B
My3BIPEK Ha 2 MJI MOMEIAdl HABECKH CYXHMX HYKJICO3HIOB M J00aBismu 1.5 M mupuauHa.
KoHIeHTpanuy HyKJI€031I0B B pacTBope cocTaBrian 1.9x10™® /MK uist ajgeHo3uHa,
7.3x10® r/mkn s ypuauaa u 2.4x10°® r/Mkn aus kcanto3uHa. J{jis cpaBHEHMs I€pUBATH3AIMU
IIpY HarpeBaHWM C JAepuBaTU3alKel B yabTpa3Byke 50 MK MOIYYEHHOIO pacTBOpa MOMEUIAIN B
my3bipek Ha 2 mi 1 npubaBsum S0 Mk BCT®A. [locie 3Toro my3bsIpek IJIOTHO 3aKphIBAJIH.
Jlanee moiydeHHYIO0 cMech JMOO BBIIEPKUBAIM B YIbTpa3BykoBod BaHHe (Bransonic 220) B
TeyeHne 10 MUHYT mpu KOMHATHOM Temmeparype aubOo HarpeBanu npu 120°C B TeueHue
40 MuHyT. 1 MKJI MOJY4YeHHOTO pacTBOpa BBOAWIM B xpomatorpad. Jns HaxokIeHus
ontuManbHOro KoyimdectBa bBCTDA, HeoOX0uMOro Jijist ISpUBATHU3AINH B YIBTpa3BykKe 50 MK
pacTBOpa HYKJICO3UJOB B MUPHIMHE MOMEIIATH B My3bIpek Ha 2 Mi U mpubaBmsuin 50 MK
BCT®A. Ilocne 3Toro my3slpek IIOTHO 3aKphIBaId. Jlanee nmoiayyeHHY0 CMECh BBIJICPKUBAIH B
yJIbTPa3ByKOBOM BaHHE B TeueHUE 10 MUHYT NPU KOMHATHOM TemnepaTrype. 1 MK MOJTy4eHHOTO
pacTBopa BBOJIWIH B XpoMaTorpad.

O0cy:xk1eHne pe3yabTaToB



N3nauanpHO OblTa MpoBepeHa Hambosee pachpoCTpaHEHHas B JIMTEpPAType METOJIUKa
OmpeiesICHUs] HYKJICO3UJI0B B BHJIC€ TPUMETHJICHIIMIBHBIX MPOU3BOJHBIX, KOTOpas BKIIOYAET B
ce0s HarpeB peaknroHHol cMecu mipu 120°C B Teuenue 40 MUHYT.

WNnentndukanus NHKOB HAa XpOMATOrpaMMax IPOBOJWIACH 1O HMX MAacC-CIEKTPaM.
Pe3ynbrarel naeHTHU(GUKALNUY [TpeIcTaBIeHbI B Ta0m. 1.

Tabnuna. 1. BpeMeHa yaep:KuBaHusi TPUMETUICHIUIBHBIX TIPOU3BOIHBIX
a/ICHO3MHA, YPUIMHA U KCAHTO3MHA.

IMpousBoaHoe Bpems yaep:kuBaHusi, MUH
4TMC-aneno3us 18.32

4TMC-ypunun 18.39
5TMC-xcaHTO3UH 18.52

3TMC-ypunuun 19.01

Kak BHJIHO M3 NpUBEACHHBIX JAHHBIX, IPU JAHHOM CIOCOOE AepUBATU3ALMHU a/I€HO3MH
o0pa3yeT YeThlpe3aMeleHHOEe MPOU3BOJIHOE, KCAHTO3UH — ISITU3aMELIeHHOe, a YPUAUH — JIBa
IIPOU3BOJHBIX, - YEThIpe- U TpHU3aMmelleHHoe. B Macc-crekTpax Bcex MpOM3BOAHBIX Haubosiee
MHTEHCHUBHBIM ITHKOM SIBJISIETCSI JTMOO MK KBa3UMOJIEeKysipHoro nona [M+H]" nu6o nmuk
[M-15]", kOTOpBIi COOTBETCTBYET OTPHIBY BO BpeMmsi WoHu3ammu ojaHoid CHi-rpynmber ot
OIIpeIeNIIEMOr0 BEIECTRA.

Hanee, mocne oTpabOTKM CTaHJAPTHONW METOJUKH ONpEAETICHUs HYKJICO3UI0B B BHUJIE
TPUMETUIICHIIMIIBHBIX MMPOU3BOJIHBIX, PEIININ MPOBECTH JAepuBaTU3aluio O6e3 HarpeBaHus. s
3TOrO CTAJMIO BbIACPKHUBaHUSA peaklMOHHOW cMecH npu 120°C B Teuenue 40 MUHYT 3aMEHUIIN
Ha 00pabOTKy TaHHOH CMeCH yJIbTPa3ByKOM B TedeHre 10 MUHYT pu KOMHATHOW TeMIepaType.
CpaBHeHue miouageil MMKOB KBa3UMOJEKYJSATHBIX MOHOB COOTBETCTBYIOLIMX IMPOU3BOIHBIX,
NOJYYEHHBIX NIPH HarPEBAaHUH U TP KOMHATHON TeMIlepaType MpeaCcTaBiIeHo B Ta0i.2, 3.

Ta6mz1ua 2. IInomaay NuKoB KBa3UMOJICKYJIAPHBIX HOHOB IJIA
IMPON3BOAHBIX AACHO3MHA KU KCATO3MWHA.

4TMC-aneHo3uH, 5TMC-KkcaHTO3MH,
Ne wiomaab nuka m/z 556 [M+H]', y.e. mmomanp nmuka m/z 645 [M+H], y.e.
0e3 HarpeBa C HarpeBoM 0e3 HarpeBa C HarpeBoM

1 110833 150863 93531 105521

2 134146 113672 99935 90606

3 131305 139082 96267 113720

4 139107 129831 113751 129842

cpennee 128848 133362 100871 109922
CTaHIapTHO

e 12435 15697 8979 16368
OTKIJIOHCHHE

Tabnuma 3. [lnomaay NMKOB KBa3UMOJIEKYJIIPHBIX MOHOB JIJIsl IPOM3BOAHBIX YPHJIMHA.

4TMC-ypunuH, 3TMC-ypunun
No wiomaab nuka m/z 533 [M+H]", y.e.  momans nuka m/z 461 [M+H]", y.e.
0e3 HarpeBa C HarpeBoM 0e3 HarpeBa C HarpeBoM
1 115311 131732 46425 47952
2 110203 82372 47775 45945
3 118899 122307 46854 44493
4 116281 135492 45708 50418
cpeaHee 115174 117976 46691 47202
CTaHAAPTHO
e 3644 24375 864 2571

OTKJIOHCHHC




10.

AHanu3 TIOWAAEH MUKOB KBa3MMOJEKYJSIPHBIX HOHOB OIpPENENseMbIX COEIMHEHUI
(Tabn. 2, 3) nmokasai, YTO BBIXOJ| JA€pUBATH3aLMU KaK IIPU HArpeBaHWM, TaK U MPU KOMHATHOU
TEMIEPaType OJUHAKOBBIMA.

Kaxk u3BectHo, BCT®A nocTtaTodyHO CUIBHO 3arpsi3HsIET UCTOYHUK MOHOB MacC-CIEKTPOMETPA,
MO3TOMY JUIsl ONTUMHU3AIMM W MHHUMU3anuu koinudectBa BCTDA, HeoOxomumoro s
JIEpUBATU3AIMN TIPOBEIM CPAaBHUTEIBHBIN aHAM3 3aBUCUMOCTH pE3yJbTaTOB OMNpEEICHUS
MPOU3BOAHBIX HYKJICO3HJIOB (IUIONIA/ICH TMHKOB) OT KOJMYECTBA BBEJCHHOTO B PEAKIIMOHHYIO
cmech BCT®A. Coortnomenne BCTOA/mupuaun coctasmsmo 1:1, 3:5, 1:5, 1:10, 1:25.
[ToydeHHbIe pe3ynbTaThl MOKA3aldH, YTO ONTHMAIbHBIM cooTHomeHueM BCTDA/mupuansa B
pEaKIMOHHON cMecH sBiseTcs 1:5 (v/v).

BriBoabI

Onupasick Ha TOJIyYCHHBIE PE3yibTaThl, MOXKHO CKa3aTh, YTO TPATUIIMOHHYIO CTaJUIO
HarpeBaHusl MpU JAepUBATHU3ALUU HYKJI€03uA0B ¢ nomouipto BCTDA nns ux xpomaro-macc-
CIIEKTPOMETPUYECKOTO OMpPEACIICHNUsS MOXXHO 3aMEHUTH BBIJICP)KUBAEM PEAKIIMOHHOW CMECH B
yIIbTpa3ByKe NMPU KOMHATHOUN TemiiepaType B TeueHue 10 MHHYT, YTO CYLIECTBEHHO COKpalllaeT
MPOJIOJKUTENBHOCTD OINPEACIICHHS U YIPOIIAEeT €ro MPOBEJCHUE, a ONTUMAIBLHOE COOTHOIICHUE
BCTOA/mupuausn B peaklMOHHON cMecH cocTaBsieT 1:5 (v/v).
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