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AHanus 1,1-gumeTunrngpasvHa B Buge npousBOAHbIX C
nsotunoumaHatamm metoaom ochch-nauvH
B3XX - MANON-MC
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AHHOTaUuA

M3yueHa BO3MOXHOCTh aHanu3a 1,l-AUMeTWATHApa3sMHA B BHJE €ro MPOU3BOJHOTO C
W30THOIMAaHATaMHU. VIcclieoBaHO — BIUSHHE [MapaMeTpOB  XpoMarorpa)uvyeckoil  CHCTEMBbI  Ha
XapaKTepUCTUKU yaep>kuBaHusl. OCyIIECTBIEHO MPUMEHEHHWE METOa MAacC-CIHEKTPOMETPUU MATPUUHO-
AKTUBUPOBAHHOM  Ja3epHOM  JecopOuueii/wmoHmM3anuell B~ KadeCTBEHHOM  ompeneneHun  1,1-

JUMETHITHIPa3HHA.

KiaroueBble ciaoBa: BbICOKOd((EKTHBHAS  JKUAKOCTHAas — Xpomarorpadus, MaTpUIHO-
AKTUBUPOBAaHHAs Ja3epHas IecOpOLMs/MOHHM3ALMS, Macc-CeKTpoMeTpus, 1,1 — JUMETHITHAPasuH,
THOCEMUKApOa3UIBI

The analysis possibility of 1,1-dimethylhydrazine as its derivatives with isothiocyanates was
reported. Influence of chromatographic system parameters on retention characteristics was investigated.
Using of matrix-assisted laser/desorption/ionsation mass spectrometry method in qualitative analysis of
1,1-dimethylhydrazine was studied.

Key words: high performance liquid chromatography, matrix-assisted laser/desorption/ionsation
mass spectrometry, 1,1-dimethylhydrazine, thiosemicarbazides

BBegeHue

Jost onpeeaeHus 1,1-qumeTunruapasuHa (HIMI) —
BBICOKOPEAKIIMHHOCIIOCOOHOTO ~ KOMIIOHEHTAa  PAaKETHOTO  TOIUIMBA,  IMPEIJIOKEHBI
xpomatorpauueckue [1-3] u Xpomaro-macc-CHEKTpOMEeTpUdYecKkue MeTtoanl [4-8],
OCHOBaHHbIE Ha moiydeHun npou3BoAHbIX HIAMI' ¢ kapOOHMIBHBIMM COETUHEHUSAMHU U
KapOOHOBBIMHU KHCIIOTaMHU.

CoenuHeHNs ¢ W30THOLMAHATHOW TIpYNINOW HANUIM LIMPOKOE INPUMEHEHHE B
XpomaTtorpauyeckomM  omnpeneiaeHuM aMmuHocoequHeHuit  [9-11].  Anudarnyeckue
M30THOLMAHAThl MCIOJB30BAIMCH B KA4eCTBE JCPUBATU3HUPYIOIIHUX PEarcHTOB B
razoxpomaroradpuaeckom  ompenenieann  HJIMIT ¢ Macc-CHEKTpOMETPHUYECKUM
nerektupoBanueM [12]. Tem He MeHee, cOEAMHEHNs JaHHOIO KJIacca HE MCIIOJIb30BAIIUCH
quist ananuza HIAMI™ metogamu %uaKoCcTHOM XpoMaTorpauu.
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Macc-cnekTpoMeTpust c MaTpUYHO-aKTUBHUPOBAHHOMN Jla3epHOI
necopouueii/nonnzauueii (MAJIAM-MC) TpaauIMOHHO UCHONB3YETCsl TNPH  aHaIH3e
CHHTETHYECKUX U Ouonormdyeckux mnonumepoB. Pazpuaercs m MAJIJIMU-MC ananu3
HU3KOMOJIEKYJISIDHBIX COEIMHEHHUH, YTO OOYCIIOBIEHO BO3MOXKHOCTBIO aHaJIM3UPOBATH
CMECH CJIO)KHOI'O COCTaBa, IIOJly4yass IPOTOHUPOBAHHBIE M WM KATHOHU3UPOBAHHBIC
MOJIEKYJISIpPHbIE HOHBI KOMIIOHEHTOB [13].

LenssMu HacToOsIILIETO MCCIENOBaHMs OBLUIU: HCCIEAO0BaTh XpoMmarorpaduyeckoe u
Macc-ClieKTpoMeTpuiueckoe ¢ uoHmzaumueit  MAJIJIM  noBeneHue  MpoayKTOB
nepuBatuzaiuu HIMI® pa3nuyHbIMH M30THOLIMAHATAMH W OLIEHUTh BO3MOYKHOCTH €I0
uACHTU(UKAIINI Ha OCHOBE XpOMATOrpaUIECKUX U MaCC-CIIEKTPOMETPUUECKUX TAHHBIX.

OKCNepumMeHT

B pabore wucnomp3oBanu Meranon ansi BOXX u TpudropykcycHyro KHCIOTY
(Aldrich, USA), mutpanon, 2,5-guruapokcudensoinyto kucnory (AI'BK), o-nmano-4-
runpokcukopuuny kucnotry (LII'KK) (Acros Organics, benbrus). Mccnenyemsie 1,1-
mumetun-4-R-tnocemukap6asuael (TC) (AMOTC - R = stun, JMATC - R = ammu,
JIMOTC - R = dennn) Obuid CcHHTE3UpOBaHbl u3 1,l-auMeTmnrujpasuHa Hu
COOTBETCTBYIOIINX U30THOILIMAHATOB MO METOIUKE [14].

Xpomarorpauueckuii aHaIu3 MPOBOAMIM Ha KUAKOCTHOM xpomarorpade Agilent
1200. [derexTupoBaHuE OCyLIECTBIITIOCh YD AMOAHO-MAaTpUUYHBIM JaeTekTopoM Agilent
G1315B. Xpowmarorpadudeckue pas3ieiaeHus MPOBOJWIM Ha XpoMmaTorpapuueckux
koJjoHkax: Zorbax-CN (3epHo 5 mkMm) ¢ pazmepamu 4,6x150 mm (DuPont, CIIIA), Zorbax
Eclipse XDB C-18 (3epno 5 MkMm) ¢ pazmepamu 4,6x150 mm (Agilent, CILIA), HyperCarb
(3epHo 5 MkM) ¢ pazmepamiu 2,1x100 mm (Thermo, CIIIA) B u30KkpaTHUECKOM pEXUME MIPU
ckopoctu 3mtoeHTa 0,5 Mia/MuH. O0beM BBOAMMOI poOb! 20 MKJI.

Macc-criekTpoMeTpuieckue dKcnepuMeHTsl ¢ nonusamnueit MAJIJIM BeimosHEeHbI
Ha Macc-criektpomeTpe Bruker Ultraflex 11 TOF, 00opyioBaHHBIM a30THBIM JIa3€pOM C A =
337 M u wyactoToM nazepHoro wummnyisca 20 ['m. VYckopsiomee HanpskeHUE WU
HanpspbkeHue Ha peduextpoHe 25 u 26,5 kB coorBercBeHHO. CHeKTpbl MOJY4YEHBI B
peXuMe TOJIOKUTEIHHBIX HOHOB C MCIIOJIB30BaHUEM pedIieKTpoHa B quano3oHe macc 20-
400 JI. KamuOpoBKy Macc OCYLIECTBISUIM IO METOJaM BHEIIHETO U BHYTPEHHETO
CTaHJapTa, WCMONb3ysl 3HAa4eHHs] Macc MNUKOB HOHOB MaTtpull. MC-MC cnexTpbl
¢parMeHTalMM  MOCjA€  HOHHOTO  HCTOYHUKA  POAMTENbCKMX  METacTaOMIIbHBIX
IIPOTOHUPOBAHHBIX MOJIEKYJSpHBIX HOHOB TC peructpupoBalii C MOMOIIBIO METOJA
FAST.

PactBopsr matpur: mutpanon, JI'BK, HI'’KK c¢ xonmentpamumeit 1 wmr/mi
npurotosieHsl B 80 % meTaHoe.

[MonroTroBky  00pa3slioB K  MacC-CIIEKTPOMETPHUYECKOMY  HCCIICIOBAHUIO
OCYILECTBIISUIM CIEeAyIoIUM o0pa3oM: Ha moBepxHocTh MuIIeHH (AnchorChip 600 pm,
Bruker, I'epmanust) nist npo6 HaHOCHIM | MK MaTpuIlbl, BHICYIIMBAIN NP KOMHATHON
TeMIepaType, HAaHOCUIM | MKJ aHaJM3MpPyEeMOro pacTBOpa, paCTBOPHUTENb UCHAPSIIA Ha
Bo3ayxe. [lanee noGammsist 1 MK MeTaHoJsa, MPOBOJMIM [EPEPACTBOPEHUE TOTYUEHHBIX
TOYEK Ha MUILIEHU BO U30ekaHne 00pa30BaHUs KPYIHBIX KPUCTAIIIOB.

Macc-creKTpbl 2JIEKTPOHHON MOHU3ALUU UCCIIENyEMBIX COEIMHEHUHN MOTyYeHbl Ha
macc-cnektpomerpe JEOL DMS-300 ¢ npsMelM  BBOJOM oOpa3na B pexUMe
MOJIOKUTENBHBIX HMOHOB M aAuamnasoHe Macc 40-450 JI. OHeprus HOHU3HUPYIOIINX
anekTpoHoB 70 3B. Yckopsromee Hanpskenue 3 kB. Tok nonnszaunn 300 MxM.
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O6cyxaeHue pe3ynbTaToB

B xone wuccnenoBanusi 3akoHOMepHocTed yaepxkuBaHus TC Ha copOeHTax
pa3IUYHON MpPUPOIBl, OOHApYXKEHO, YTO YJEpKUBAHHME aHAIMTOB Ha CHJIMKareie c
MPUBUTHIMU I[IHAHOMIPONUIBHBIMU TPYIIIIAMU SBISIETCS OYCHD CIA0BIM M XapaKTepU3yeTCs
CWIBHBIM  pa3MbITHEM  3agHero  (QpoHTta  Xpomarorpaduyeckux nukoB. [lpu
xpomatorpadupoBannr TC Ha KOJIOHKE C TNPUBUTBIMU OKTAACHWIBHBIMU TPYIIaMU
HaOmogaeTcs: 0oyee CUIILHOE B3aUMOJCHCTBHE COpOATOB ¢ COPOEHTOM, YTO MPHUBOAMUT K
yBeNMYEHUIO yaepkuBanus. [Ipu 3Tom xpomarorpaduyeckre MUK aHAIUTOB SIBISIFOTCS
Oosee cUMMETpUYHBIMH, (Ko3(duinmeHnt acummerpun > 0,85), xors m HabmomaeTcs
HE3HAYUTENbHOE pa3MbITHE 3aJHero ¢poHTa mukoB. [Ipu xpomartorpadupoBanuu TC Ha
YTIEPOAHOM COPOEHTE Ha OCHOBE MOPUCTOrO YIJIEPOJHOTO MaTepuasa, MO3BOJISIOLIEM,
Kak cuuTaerca [15], aHanM3MpoBaTh BEIIECTBA MOJSPHOW MPUPOJBI, OOHAPYKEHO, YTO
COpOEHT MPOSIBISET MOBBIIIEHHOE CPOJICTBO K copbaTam puc. 1.

12 1

10 1

kK ¢ O Zorbax-CN
B Eclipse XDB-C1¢
O Hypercarb

JIMITC JIMATC IM®TC

Puc. 1. Bnustaue npupoas! copbeHTta Ha yaepxxuBanue TC

VYBenuueHnue ynaepxkuBaHus MNOISPHBIX TC MOXeT ObITh OOBSICHEHO HE TOJBKO
yBEIIMYCHUEM TUAPOPOOHOCTH 3aMECTHUTENS NPU MEPEXOAE OT ITUIBHOTO 3aMECTUTEIST K
(beHmIbHOMY, a TakKe 3a CUeT B3aMMOJCHCTBHI p U T - DIIEKTPOHOB COPOATOB C
MIOBEPXHOCTHIO copOeHTa. Kak 1 B ciaydasx ¢ copOeHTaMH Ha OCHOBE CHUTHKATess 3aTHHM
bpoHT Xxpomarorpaduyeckux MUKOB Mpou3BoAHBIX 1,1-JIMI’ sBrseTcs pa3sMBITHIM.
CenextuBHocTh pasneneHus napsl JJMOTC u IMATC, otnnyaronimxcst Ha METHIICHOBYIO
TPYIIy SBISETCS MaKCUMAIbHON MPU UCTOIH30BAaHUU YTJIEPOJHOTO COpOEHTA U MOPSAIOK
AIIIOMPOBAHUS HE 3aBUCUT OT THIIA COPOEHTA.

B Buny Toro, uro coctaB noaBm:kHOH (aszel (IID) MoxkeT cymiecTBeHHO BIUATH Ha
Xpomarorpadudeckoe MOBEACHNUE COSTUHEHHUI, HAMU MCCIICIOBAHO BIIUSHHUE COJICPIKAHHS
OpraHM4YecKkoro Monaupukaropa © TPUPTOPYKCYCHOM KucIoThl. HaiineHo, uto
yaepxkuBanue TC Ha ucciaeayeMblX COpOEHTax 3aKOHOMEPHO YBEJIMYHMBAETCS MO Mepe
CHIDKCHUS JOJH OpraHuyeckoro Moaudukatopa u TpupTOpyKcycHOM KHCIOTHl (TDY).
Crnenyer orMeTHuTh, urto nobOaBka TDY oka3piBaeT MEHbIIEE BIMSHUAE Ha YACPKUBAHHE
JOTC u IMATC, yem na JIMOTC.

Hustunamus (JI9A) — moaudukaTop, BBEICHHE KOTOPOTO B COCTAaB TOIBHKHON
da3pl mo3BoisieT ynydmaTrh (Gopmy XpomarorpaduuecKuX MHUKOB TMOJSPHBIX BEIIECTB
OCHOBHOI NIpUPOJBl U BapbUpOBaThb BPEMEHA YACPKHUBAHUS AJI CUIbHOYACPKHUBAEMBIX
coenuHeHuil [16]. B Bumy cmabOOCHOBHOTO XapakTepa HCCIEAyEeMbIX BEIIECTB
resiecoo0pa3HbIM OBLTO UcciieoBaTh BiusHUE [IDA Ha XapakTepucTuku yaepxxuBanus TC
Ha YIJIEpOJHOM copOeHTe. YCTaHOBIEHO, 4To no0aBka /IDA mpHBOIUT K YMEHBIICHHIO
BpemMeH yaepxkuBaHus TC, HO Bmecte ¢ 3TUM HaOmogaercst Oosiee 3HAYUTENIBHOE
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pa3MbITHE XpOMATOrpauyecKux MHUKOB, MNPHUBOJSAIIEE K CHIDKEHHIO pa3pelaromei
CHOCOOHOCTH KOJOHKH, mpH 3ToM IHK JIM®PTC enBa perektupyem Ha XpomaTorpamme

puc. 2.
1

A, yen. en.

300{

3
3
200
L .
100
K
13 7 8 13

VAL

T T T T T
o 1 2 3 4 5

Puc. 2. Xpomarorpammsl pasaeneHus cmecu TC Ha yTiaepoHOM copOeHTe: a)
amoeHTt 50/50 meranoi - Boga (v/v), 6) amoeHT 50 % meranon u 50% 0,1% -ro BogHOTO
pactBopa TOVY (v/), B) amtoeHT 50 % meranon u 50% 0,1% -ro BogHoro pactBopa JIDA

(vv). 1 = 19TC, 2 - IMATC, 3 — AIM®TC. JlerektupoBarne YD npu A = 240 am

min

Jiis anamuza HJAMI B Buae TC nanbosee moaxoasiiyuMy HETTOABMKHBIME (ha3aMu
SBIISIFOTCS CUJIMKArellb C IPUBUTHIMU OKTAICLIMJIbHBIMU IPYIIIIAMU U YTJIEPOIHBIA COPOEHT.
OnTuMalbHBIM COCTaBOM MNOABMXHOM (a3el anst pasnenenus TC no 06a30BOH JTUHUM
ABISIETCd Boja C coaepkaHueM MertaHona 50%, B ciaywyae yriaepogHoOro copOeHTa
HeoOxoauMo npuMeHeHrne Moaudukaropa TOVY nis nomyyeHus Oosee y3KUX MUKOB.

Ananutnueckue xapakrepuctuku TC: mpenensl oOHapy)KeHUs, JIMHEHHBIH
ouamna3oH W KOd((GUIMEHT KOppeisuu, IMoiydeHHple Ha kojoHke Eclipse-Cl18,
npezcTaBieHbl B Tadauie 1.

Ta6muma 1. Ananutnaeckue xapakrepuctuku TC (n=3, P=0,95)

[Ipenen JIuneinbii YpaBHeHUe Koadduument
Coenunenne | OOHapyXeHHS, JManasoH, rpagynpoOBOYHOM KOPPEJSIuH,
MKr/71 (S/N = 3) MKT/JT KpUBOM R’
JIMOTC 5 25-500 y=0,1621x+0,0913 0,9998
JIAMATC 3 25-500 y=0,149x-1,0714 0,9998
JIMOTC 5 25-250 y=0,0836x+0,7803 0,9994

B nensx nanpHeiimero nzydenus cBorctB TC HaMU MCCIIEIOBAHO UX MOBEICHUE B
YCIIOBUSIX MAacC-CIIEKTPOMETPUHN C Jia3zepHoit/mecopOrmeit monmsamuenn (JIJU-MC) B
OTCYTCTBHHM MaTpuilbl. OOHApyKEHO, YTO [IaHHBIE BEHIECTBA TPYAHO HOHHU3UPYIOTCS B
YCJIOBHSIX JIa3€pHOM MOHU3ALIMH, YTO CBA3AHHO C OTCyTCTBUEM norouieHus: TC na3zepHoro
u3nydyeHus npu A = 337 um puc. 3.
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T T

2 20 240 260 20 300 320 30
Puc. 3. Y®-cnexrps! nornouienust TC

Tem HEe MeHee, yaloCTh 3apEeTUCTPUPOBATh MACC-CIEKTPHI mpu coaepxkanuu TC
Ha ypoBHE M Bbllle 5 HI. B macc-cnektpax TC npucyTCTBYIOT MKK NPOTOHUPOBAHHBIX U
KaTHOHU3UPOBAHHBIX MOJIEKYJSIpHBIX HOHOB Tabnuma 2. CreayeT OTMETUTh, 4YTO
abCoNIOTHAsT MHTECUBHOCTh MHKOB HMOHOB TC sBNseTCS HEBBICOKOH, UTO HMCKIIOYAET
npumenumMocts JIIU-MC B kauectBenHoMm ananuze HIIMI' B Bume ero mpom3BOJHBIX C
M30TUOLMAHATAMH.

Tabnuna 2. JlaHHbIE OTHOCUTENBHONM HMHTEHCHUBHOCTU, S/N TMHUKOB KBa3HUMOJEKYISIPHBIX
noHoB B ycnoBusax JIJIU-MC. (AbcomoTHoe konuyecTBO TC Ha mumenu 50 Hr).

Coenunenne Hon m/z OTHOCHTeHBHaf({) S/N
MHTEHCHUBHOCTD, %
[M+H]" 160,005 65 (K" =100) 245
+Na . .
JIMATC [M+Na]” 181,996 6.6 29
[M+K]" 197,984 7 31
[M+H]" 147,990 100 27
+Na R
JIMDATC [M+Na]” 169,976 27 11
[M+K]" 185,952 17 6
[M+H]" 195,992 100 114
IM®TC [M+Na]" 217,957 40 46
[M+K]" 233,920 59 67

B nensx noBbllIeHUsT YyBCTBUTEIBHOCTH Macc-ClieKTpoMeTpudeckoro ananuza TC
HAaMU MCCJIEIOBaHa BO3MOXHOCTh TPUMEHEHHUS PA3JIUYHBIX MATPUI[ B YCIOBHSIX
nonu3anun MAJIJI.

BeiOpannsie Hamm st uccnenoBanus L[IITKK u JITBK sBnstoTcs M3BECTHBIMU
MaTpulaMH, MIAPOKO HKCIOIB3YIOIIMMHUCS B aHAJIN3€ HU3KOMOJIEKYJSIPHBIX COEIMHEHUU
[13]. Tak B wmacc-cnektpax MAIJIIN npoumsBomubix HJIMI ¢ wu3oTHonmMaHatamu
NPUCYTCTBYIOT MHUKU MPOTOHHUPOBAHHBIX W KAaTHUOHU3UPOBAHHBIX HATPUEM M KaJlUEM
MOJIEKYJISPHBIX HOHOB pHC. 4.
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[M+H]'
m/z = 196
L, % M+HH]'
m/iz = 148
100 1
: +K
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Puc. 4. MAJIZIU macc-cniektpsl: a) IMOTC B HpI/IcyTCTBI/II/I AI'BK, 0) AM®TC B
npucytcTBuu LII'KK. *-ITuku mOHOB MaTpUIlbI

Hapsiny c¢ ykasaHHbIMM BbIIIE€ MNHKaMH HMOHOB B Macc-criektpax MAJI/IU
IPUCYCTBYIOT NHMKH MOHOB MOJIEKYJIIPHBIX aCCOLMATOB AHAJIUTOB C MATPULIEW U IHUKH
(parMEeHTHBIX ~ MOHOB,  OOYCIIOBJIEHHBIX  JJUMHHHUPOBAaHUEM JUMETHJIAMHHA U
numerunruapasuna. [Ipumenenue JII'BK B kauecTBe MaTpuilsl 1mo3Bodisiet onpeaensts 1TC
Ha Oosiee HU3KOM ypoBHe 1o cpaBHeHuto ¢ [{I'’KK tabnuma 3.

[Ipy ncnonp30BaHMM NMKOB MOHOB MaTpPHI] B KAa4eCTBE BHYTPEHHErO CTaHAApTa

HpI/I KaJ'II/I6pOBKI/I HIIKaJIbl MaccC I[OCTI/IFHYTEI TOYHOCTbH onpeneneHI/m MacCC HE XY)KC Am S
0,005 Jla.

Tabmumna 3. [Ipenensr ooHapyxenus TC ¢ paznuaasiMu MaTputiamu (S/N = 10).

[IpousBonHOE [Tpenen oOHApYKEHUS, MI/T
HAMI II'KK JT'BK Jutpanon
JIMDOTC - 0,1 10
JIMATC 1 1 10
JIMOTC 1 0,01 1

Cnenyer ormetuth, uro npumeHeHue [[['KK ocnoxusercs Hamuuuem
3HAYMTEIBHOTO uKcIa (parMeHTHBIX HOHOB, HanpuMep, ik uona [LITKK+H-CO,]" ¢ m/z
= 146,061 w mwmk ero wu30TOMHOrO WOoHa ¢ m/z = 148,066 wunTepdepupyer c
TIPOTOHUPOBAHHBIM MONEKyJISApHbIM HoHOoM [JIMITC+H] ¢ m/z = 148,091. B Bumy
HU3KOI'O Pa3pelIeHHs] U YIIUPEHHbIX TUKOB MOHOB B JJAHHOW O0JIACTU HE MpPEICTaBISAETCS
BO3MOKHBbIM a”anu3uposats H/IMI' B Bune JIMOTC Ha MUKpOYpOBHE € 3TOM MaTpULEH.

UTo0b! yCTpaHUTh BIUSHUE (DPAarMEHTHBIX HOHOB MaTpUllbl B quano3one mace 20 -
200 /I moxer ObITh HCHONB30BaH autpaHon (m/z = 227) puc. 5. Tem He MeHee,
NpUMEHEHHE JUTPAHOJAa OKAa3bIBAeTCS HEIeJIecOO0pasHhIM B BHIY 0Oo0Jiee BBICOKHX
npenenoB oOHapyskeHus Tabauma 3.
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Puc. 5. MAJIIU macc-cniektp emecu IMOTC m/z = 148, IMATC m/z = 160,
IMDTC m/z =196 (conepkanue TC rHa mumeru 1 HMomb). *-ITuku HOHOB TUTpaHOIIA

N3BecTHO, YTO HaNMMuYMe MHUKOB XapaKTEPUCTUYECKHMX HOHOB B MAacC-CIIEKTpax
nonmzanuu sektpoHamu JJMOTC u JIMATC mno3BomnsieT HalexKHO UACHTHU(PHUIMPOBATH
omnpenensieMble coeauHeHus [12]. B cBA3M ¢ 3TUM HaMH HCCJIEIOBAHBI TMPOIECCHI
dbparmeHTanyu METaCcTa0MIbHBIX MPOTOHUPOBAHHBIX MOJIEKYJIIPHBIX HOHOB
IPOTEKAIoILMe Iocjie MOHHOro ucroyHuka B ycnoBuax MAJIJIU-MC. Tak B Macc-
CIIEKTpax dbparmeHTaNH POIUTEIBCKUX HMOHOB MIPUCYTCTBYIOT: MUKU
KBa3UMOJIeKynsApHbIX noHOB [TC+H]" 1 MUKy XapakTepHCTHUECKHX HOHOB C m/z = 46, 61,
78, 103 Tabammna 4.

Ta6muua 4. JlaHHBIE MAacC-CIIEKTPOB 3MeKTpoHHOH wuoHmamuu (DM) momo [TC]™ u
(parMeHTaIMN POIUTETbCKHX MeTacTabmibHbIX HoHoB [TC+H]™ B ycmoBmsx MAJIJIU-
MC

IIpousBogHOE Tun nonnsanuu
HIMI' U, m/z MAJIIU, m/z
JMOTC 44, 45, 59,60, 104 46, 61, 78,103, 114
JIMATC 44, 45,59, 60, 115,116 46, 58, 61, 78,103, 115,126
JIMOTC 44, 45, 59,60, 77, 93, 152,161 46, 61, 78, 103, 152, 162

Ilytu  dparMeHTarmm  MeTacTabumbHEIX HoHOB  [TC+H]™  cBasamel ¢
AIMMUHUPOBAHUEM HEHUTPAIBHBIX aMUHOCOCIMHEHUI: ITHIIAMUHA, aJUTWJIAMUHA, aHWJIMHA
U auMeTwiruapasuHa. [Iuku yKa3aHHBIX COEIWHEHUH PpErucTpupyloTcs B BHUC
COOTBETCTBYIOIIUX MPOTOHUPOBAHHBIX MOJEKYISIPHBIX HOHOB. Takxke HaOIOIAETCS
BBIOPOC U3 KBAa3UMOJIEKYJISIpHBIX HOHOB TC MOJIeKyJIbI CepoBOAOpOIa, cxema 1.

Ocoboe 3nHauenue B wuaeHtupukanun HJIMI  kak npousBomHOro ¢
nzotuornmanatamMu B metone MAJIJIM-MC npencrasnsier noH ¢ m/z = 78, oOpa3oBaHue
KOTOPOT'O HE 3aBHCHUT OT 3aMECTUTENS B MOJOXKEHUH 4, U CBA3aHO TOJBKO C HAJIMYUEM B
CTPYKTypE€ aHAIM3UPYEMBIX COCTUHEHHM OCTaTKa JUMETHITHIpa3uHa, TOrja Kak B Macc-
CIEKTpaxX HMOHU3AIMU DJIEKTPOHAMH TAaKOro MoHa He HaOmonaercs. ClieyeT OTMETUTh
TaK)Xe CXOJICTBO BO (pparMeHTanu MoJieKyssipHoro nona JIM®TC B pexxumax HOHU3AIMH
anekrponamu 1 MAJIJIU puc. 6.
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Cxema 1. ®parmenTanus MeTacTaOMIBHBIX TPOTOHUPOBAaHHBIX HOHOB TC
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Puc. 6. a) Macc-criektp (hparmMeHTaInuu MeTacTabMIbHOTO IPOTOHUPOBAHHOTO
nona JIM®TC [M+H]" m/z = 196, nounsamus MAJIJIN, 6) Macc-ciiektp JIM®TC [M]"
m/z = 195, noHU3aIUs FICKTPOHAMH

3aknrouyeHue

[Ipumenenue 1,1-mumeTnn-4-R-tnocemukap0a3uioB IO3BOJISIET
UICHTU(PHUIHMPOBATH U KoiauuecTBeHHO omnpenenats HAMI Ha yposae Mkr/in. [loBbimenue
HAJEKHOCTH  aHalM3a [0  CPAaBHEHMID C  HUCIHOJIb30BAHMEM  CTaHJAPTHBIX
XpoMaTorpapuueckux METOJOB JOCTUTAeTCs 3a CUYeT YHHUKAIbHOW (parMeHTanuu
POAMTENBCKUX KBa3UMOJIEKYJIIPHBIX HOHOB aHAIN3UPYEMBIX COCTMHEHU.

Paboma evinonnena npu noodeporcke nayunou wixonvt HIII — 7853.2010.3.
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