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AHHOTaUuA

W3ydeHo moBeneHue psiaa AUApUITEIUTYPUMHUIOB B pa3nuuHbIX Bapuantax BOXKX. BericHeHo,
gyro B Bapuante O® BIXX mnpoucxoauT THAPOIU3 3THUX COSAWHEHHH 10 MUCXOIHBIX KOMIIOHEHTOB.
[TokazaHna, BO3MOXXKHOCTb MCCJICIOBAHUS 3THUX HECTAaOMIIBHBIX COSAMHEHHUH C HCIIOJIB30BAaHHEM MPSMOTO
BBOJIa B MAacCC-CHEKTpOMETpUYeCKHH JeTekTop. llodydeHbl M UHTEPIPETHPOBAHBI MAacCC-CHEKTPHI
UCCIIEAYEMBIX COEAMHEHWH NpU pa3IMYHOM HAMpsHKEHUH, NPUKIANbIBAEMOM K «KaMWIIIPY» Macc-
CIeKTpoMeTpuUIecKoro nerexropa. [Ipeacrasinensr 0000MEHHBIE CXEMBI ()parMEHTALIUH.

KaroueBble ci0Ba:  OHAPHITEIUTYpUMHUIABI,  OoOpameHHO(a30Bas  BBHICOKOI(PEKTHBHAS
KUJIKOCTHAsE Xpomarorpadus ¢ Macc-CIIeKTPOMETPHUYECKUM JIETEKTUPOBAHHEM, NPSIMOM BBOA B Macc-
CHEKTPOMETPUYECKHI AETEKTOP, HOHU3ALKS dJIEKTPOPACIIBUIEHHEM.

The behavior of a number of diaryltellurimids in different variants of HPLC has been
investigated. It is found out that the compounds are hydrolyzed to the initial components in condition of
RP HPLC. It has been shown the possibility of investigation of the unstable compounds using direct inlet
in mass spectrometric detector. The mass spectra of investigated compounds at various applied voltage to
the “capillary” of mass spectrometric detector have been obtained and interpreted. The generalized
fragmentation scheme has been presented.

Key words: diaryltellurimides, reserved phase high performance liquid chromatography with
mass spectrometry detection, direct inlet in the mass spectrometric detector, electrospray ionization

BBegeHue

Oco0eHHOCThIO XpomaTorpaduueckoro HCCIeN0BaHUS TEJUTypUMHJIOB
00yCIIOBJICHO HX BBICOKOW PEaKIMOHHON crmocoOHOCThIO. Bmecte ¢ Tem, Takue
HCCJIETOBaHMSI HEOOXOAUMBI T.K. 3T COECIUHEHHMsI MPEACTABIAIOT 3HAYUTENbHBIN HHTEpEC
B CBSI3U C BO3MOXXHOCTBIO MX HMCIIOJIb30BaHUS B XMMHUYECKOM CHHTE3€, B YaCTHOCTH, KakK
KaTaJau3aTOPOB U CEJEKTHBHBIX OKUCIMTENCH, OMONOrMYecKd AaKTHUBHBIX COEIMHEHUI

passHoro tunal1-5].
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Hcnonp3oBaHne TakMX METOJIOB aHaiM3a Kak raszoBas xpomarorpadus (I'X),
raszoBas xpomatorpadusi — macc-cnekrpomerpus (I'X-MC), TepmoaecoburoHHas macc-
crekrpometpus (TAMC) npuBOAUT K JECTPYKIIMH aHATU3UPYEMBIX COSAMHEHUI BO BpeMs
aHanm3a [6]. B cBsA3M C 3THM HCMONB30BAHHUE >KUIKOCTHON Xpomatorpaduu kak Oomee
«MSITKOTO» METOoJla SBJIsieTCs OoJjiee MpeanOYTHUTENbHBIM Al UX uccienoBanus. Kpome
TOTO, Tpeanoyaras MPaKTHUYECKOE HCIOJNB30BAHUE TEIUIYPUMHUIOB, B  KAauecTBE
KOMIIOHEHTOB JIEKAPCTBEHHBIX IMpPErnaparoB HEOOXOJUMO HX HCCIEIOBaTh B BapHAaHTaX
oOpamenHo-dazopoii (OD), HopmansHO-(azoBoit (HD) xuakocTHO Xpomarorpaduu —
MacC-CIEKTPOMETPHUH M B BApUAHTE MPSMOTrO BBOJIa B Macc-criekTpometp [7].

3KCI16pVI MeHTaribHasa 4acTtb

HccnenoBanuss MNPOBOAMIM Pa3IMYHBIMU  BapUaHTaMHU  BBICOKO3((PEKTUBHOI
KUAKOCTHOM Xpomarorpapuu — macc-criekrpomerpun (BOXKX-MC) ¢ ucnonb3oBanueM
xuaKocTHOro xpomarorpaga 1100 LCMS ¢upmer Agilent Technologies (CILA),
yKOMIUIEKTOBaHHOTO: Y ®-crniekrpodoTomerpuueckum aerekropom (DAD) u  macc-
cnektpomerpoM (MCD). B kauecTBe MeToJa MOHHM3ALUMHM HCIIOJIB30BAIN XUMHYECKYIO
nonm3arnuio npu armocheprom nasieann (XUAJl, APCI). Ucnions3zoBanmu koinouky LUNA
C18(2) d¢upmbl  Phenomenex (CIHA) ¢ cenukarenemM  MOIMGHUIMPOBAHHBIM
OKTaJelMIbHOM (azoit (C18), pasmepom yacTuIl copbeHTa — 5 MkM, pazmepom mop 1004,
mHOW — 100 MM, BHyTpeHHUM auamerpoM - 4,6 MM, Onyx monolithic C18 ¢upmsl
Phenomenex (CLHA) mmmHol — 50 MM, BHYTpeHHUM auameTpoMm - 4,6 mm, Zorbax CN
¢upmer Agilent Technologies (CILHA) amuno# — 150 MM, BHYTpeHHUM AuaMeTpoM - 4,6
MM, pa3MEepOM YacTHI] copOeHTa — 5 MKM. YCJIOBHUS AJIIOMPOBAaHUE MPUBEJACHBI B Tabm. 1.
Ckopoctb moaBWXHOM (a3pl cocraBisia 1 mi/mMuH. OOpasubl  B3BEIIMBAJIM Ha
aHamutryecknx Becax Okaus (¢upmber Ohaus Corporation, CIIIA) mepBoro kiacca
TOYHOCTH. Macca HaBecku oOpa3uoB coctabisiia 2+0,2 mr. O6pasusl pactBopstia B 300
MkJ 70% pactBopa arneroHuTpria B Boje b0 100% meranoma. O0bEM BBOIUMOM MPOOKI
5 mxi1. CKOpOCTh CKaHUPOBAHMS Macc-CIEKTpoMeTpuyeckoro aerexkropa 0,6 cex/luKi mo
MIOJIHOMY MOHHOMY TOKY, Ipu nuana3zone macc 100-1500 [a.

Ta6muma 1. YcioBus smonpoBaHus

['pagnenTtNe Ycaosus

OmoenT A: 2.5% aneronutpuna, 0.1% TpudTopyKCyCHOH KUCIOTHI/BOA;
Omoent B: 0.1% TpudTopykcycHOIT KUCTOTHI/alleTOHUTPHIL.
ot 0 % nmroenTa B nuHeliHOe yBenuueHue rpaarenTa 3a 5.5 mun 10 100% B,
1 nanee npombiBka Kook 100% smioenta B B Teuenue — 1.5 muH, 3aTem
ypaBHOBEIIMBAHUE /10 HAYAIbHBIX yCI0BUH 3a 0.5 MUH.
CKOpOCTh MOABMXHOM (a3bl 2,2 MII/MUH.
Komonka: Luna C18, 5y, 1004, 100 x 4.6 MM

OmtoeHT A: 2.5% aneronutpuia, 0.1% TpudTopyKCyCHOI KUCIOTHI/BOMA;
Onroent B: 0.1% TpudTopyKCyCHOH KHCIOTHI/aleTOHUTPHI.
ot 0 % »mroeHTa B nuHeliHOe yBenuueHue rpaauenta 3a 2.2 mud 10 100% B,
2 nanee nmpombiBKa kooHkH 100% smroenta B B Tedenne — 0.5 muH, 3aTeM
YpaBHOBEIIIMBAaHUE JI0 HAYAIILHBIX YCI0BUH 3a 0.3 MuH.
CxopocTh OABMKHON (azsl 3,75 mu/MuH.
Komonka: Phenomenex, onyx monolithic C18, 50 x 4.6 Mmm

[Ipsmoii BBOI B Macc-crieKTpoMeTpudeckuii nerekrop. [lonsmxkHas daza —
3 xnopodopm. Bpems ananuza 3 MuH.
CxopocTh noaBmkHOH (azsl 0,3 Ma/MUH.
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B kadecTBe OOBEKTOB HCCIIEIOBAHUS BBHIOpPAHBI COCIMHEHHS IPEJCTABICHHBIC B

Tab1. 2.

Taonuua2. O0bEKTHI UCCIEI0BAHUI

Crpykrypa, 6pyTTO Moneky- Log Crpykrypa, 6pyTTO Monekynsa- | Log
(dhopmyia, Ha3BaHHE JISIPHBIN P (hopmyia, Ha3BaHHE PHBII1 BEC 11O P
BEC T10 U30TOITY
H30TOITy BTe, r/mons;
B0Te, pacueTHoe
I/MOJIb; H30TOITHOE
pacdeTHoe pacnpenene-
M30TOITHOE HUE B
pacripene- MOJIEKY-
JICHHE B JISIPHOM HOHE
MOJIEKY-
JSIPHOM
HOHE
1 2 3 4 5 6
QL 439 @ . 513
I I
©/Te: fo‘) —@ Te= Nfﬁ —@CH
435 (56%) Meo© ? 509 (56%)
CisHisTeNSO, 437 (90%) CyHz TeNSO, 511 (90%)
Te,Te-nudpenm- 439 A Te,Te- mu(n- 513 (100%) | &
N-(dennncynphonw) (100%) :;‘ MeTOKCHU(EHII)- :
TEJUTY PUMH]TL N-(n-
MeTHIheHmICYIbdo-
HI)
TEJUTypUMHUJL
Q 0 453 ‘“ﬂ’*“@ 525
I I
©/T=: N—ﬁ —@CHK Te= Nfﬁ —@
0 449 (56%) «:Hg)zw/[> 0 521 (56%)
Ci9H7TeNSO, 451 (90%) g CyoHysTeN;SO, 523 (90%) %
TC,TC-I[I/ICI)CHI/IH- 453 w“ Te,Te_ ,I[I/I(I’Z-I[I/IMCTI/IH- 525 (100%) <
N-(n-metundenun- (100%) aMHUHO(DEHMIT ) -
CYIb(OHIII)TEILILY PHMH N-(peruncynbhonun)
A TEJUTYPAUMUL
Meo\©\ 499 (CH3)2N\©\ . 5 3 9
I — ! CH.
=) oas e
o 495 (57%) b 535 (57%)
C20H19TCNSO4 497 (90%) o C23H27TCN3802 537 (90%) —
Te, Te- (- 499 Q Te, Te-mu(n- 539 (100%) | &
JMMETOKCU(EHMIT )- (100%) JUMETUTAMHHO(DECHIIT) o
N-(permncynbonm) -N-(n-
TeIUTy PUMU MeTHIIheHmICyIbdo-
HWJT) TeIUTY PAUMU]T
N(CH,), 534 N(CH,), 481
S o T
or | 531 (58%) Q/“:”*C*CF@ 477 (58%)
N(CH,).
- 533 (91%) | — N(CH); 479 (92%) e
C2T3H%4T6N4O3 535 S CISH20TeN3F30 | 481 (100%) | &
e, Te-mu(n- 100%) | *° Te, Te-mu(i- i
JTUMETUIaMHHO(SHILT )-
TUMETHIaMIHO()EHIIT)
N-(aurpodennn)
-N-(TpudTopareTun)
TEJUTy pUMHU]T
TEJUTyPUMUJT
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Tabmmia 2. (mpoaomKeHue)

1 2 3 4 5 6

N 529
o

RN 55 (35%)

N(CHJ)/©/ 527 (73%)

C18H20TeN3CI30 529
Te,Te-nu(n- (100%)
nuMerunamuaodenmn)- | 531 (63%)
N-(TpuxopareTin)
TEJLTYPUMUJT

5.722

HpI/IBeZ[éHHI)IG B Ta0I. 2 TCOPCTUUCCKHUEC MHTCHCUBHOCTH IMMKOB M30TOIIHBIX HOHOB
paccuuTaHbl ¢ IOMOIIBIO CBOOOTHO pacrpocTpansemMon mporpammbel MASS. CTpyKTypbl
HOHOB B CXEMax @paFMeHTaHI/IH HCCICAYCMBIX BCHICCTB, MPHUBOAATCA C y‘-IéTOM IMpuHOUIIa
HAMMEHBIIUX CTPYKTYPHBIX M3MCHEHHI M MOTYT HE COBMAJaTh C UCTHHHOW CTPYKTYpPOM
00pa3yroIerocs: HOHa.

Pe3ynbTaTthl aKcnepumMeHTa

HccaenoBanue TesurypumuaoB meroaom O® BIKX-MC

Temmypumuasl uccnepoBanbl Merogom O® BOXX ¢ wucnonb3oBanuem Y O-
CHEKTPO(YOTOMETPHUUECKOTO U MAacC-CIIEKTPOMETPHUUECKOTO JIETEKTUPOBAHUSA B PEKUMAX
XUMHUYECKON HoHu3auuu npu atmochepHom nasinenun (XMAJ[). Ha xpomarorpamme
Te,Te-gudennn-N-peHuncynbGoHuITe Ty puMuIa MPUCYTCTBYIOT JIBa NUKa,
3aperucTpupoBaHHble Y D-CHEKTPOMETPUYECKUM  JETEKTOPOM M OAMH MHK Ha
xpomarorpamme no [IUT macc-cneKTpoMeTpu4ecKkoro JETEKTOpa B PEKUME HOHU3ALMHU
XUA. XpoMarorpaMmMsbl 51 MAacCC-CHEKTPbI Te,Te-mudernn-N-
benmicynbQoHUATEIUypUMHIa TIpeACTaBIeHsl Ha puc. 1(a,0), IS  OCTaNbHBIX
TEJUTyPUMHUJIOB SKCIIEPUMEHTAIIbHBIE XPOMATOTPAMMBbI aHAJIOTUYHBI.

[lockonbKy B KayecTBE BTOPOTO JETEKTOpa HMCIOJIb30BAJICS MacCC-CIIEKTPOMETD,
Oblla BO3MOXHOCTb OINpPEAEIUTh, MOJEKYJSpPHBIH HOH COEIMHEHUS, a B CIyyae
o0Opa3oBaHus (parMEeHTOB C HU3KMMH MacCcaMH, CyIIeCTBOBaia BEPOSTHOCTh MOATBEPIUTD
CTPYKTYpy Huccieayemoro coenuuenus. Macc-cnektp B pexxume XWAJ| npencraBieH Ha

puc. 2.
a) YD-criekTpohoTOMETPHUYECKUI IETEKTOP 0) Macc-cniektpomerprueckuii nerekrop (XUAJ)
UnrencusHocTs I OTH. €71,
mB
1200
1500 ]
800
1000 ]
500 J 400 1
O ‘A 0 7 T T T T T
0 0.5 1 15 2 25 MVH. 0.5 1 1.5 2 2.5 MuH.

Puc. 1. Xpomartorpammer Te, Te-nmudennn-N-deHuncynshoHmITe Ty puMuIa
(xpomarorpaduueckuii pexxum Ne 2) 3apeructpupoBaHHbie Y -
cniekrpodoToMeTpruueckuM aerekropoM (a) u o [TIUT 6 — B pexnme XUMUIECKOH
MOHM3AINH NIPU aTMOCHEPHOM JTaBICHUU
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[TomyuyeHHBI Macc-CHEKTp XapaKTepU3yeTCsl HaJlMyUueM Yy KaXAOoro HoHa
XapaKTepHOW Il COEIMHEHUH Telllypa KapTUHOM H30TOMHOro pacnpeneneHus. Kax
BUJHO M3 PUC. 2, B MAcC-CIIEKTPE OTCYTCTBYET NPOTOHUPOBAHHBIM MOJIEKYJIIPHBII HOH -
(M+H)", KOTOpEIii JOMKEH COOTBETCTBOBaTH m/z = 440 a.eM., IO caMOMy
pacmpoctpanéuHoMy m3otomy 'Te. OTCYTCTBHE MONEKYIAPHOTO HOHA, CBSI3AHO C
necrpykuueit Te,Te-nudennn-N-peHuncynbQoHIUITEIUTypUMUIa B MOMEHT PacTBOPEHUS,
U3-3a THUIPOJIM3Aa HCCIEAYEMOI0 COEIUHEHUS B HCIHOJIb3yeMOM pacTBopurene. M3
auTepaTypsl [5] u3BecTHO, 4TO Teurypumuabl ruaponusyrorcs 2H pactBopom KOH c
00pa30BaHUEM JUAPHITEILITY POKCUIOB.

MirencuBHocTs 1 % oT Makce.

E 301

80;

60
] 340

40+

miw

0; A " M
T T T T ‘ T T T T ‘ T T T ‘ T T T ‘ T T ‘ T T T ‘ T

100 200 300 400 500 600 700

Puc. 2 Macc-cniextp Te, Te-audenun-N-beHnncyabGoHUnTeuTypuMuaa B peKuMe
XMMUYECKON MOHHU3AIMY TIPU aTMOC(EPHOM JaBICHUN

Bo3MoxHO, Tak ke, YTO THIPOJIU3 TEJUIyPUMHUIOB MOXKET MPOTEKAaTh B KUCIOH
cpene MOABWXHOM (Da3bl B yCIOBHSX XpoMmarorpadupoBaHUs, OJHAKO B 3TOM Cllydae
dopma xpomaTtorpapuuecKux TIHUKOB, CHIBHO OBl OTIMYanack OT (OpPMBI THKa
COOTBETCTBYIOIIETO pacnpeaeneHuto ['aycca [6].

0
i

+ /H
@\ _ +H ©\ Pre

Te=N—3 T6_ + NHZSOZ—Q
o

Puc. 3. Peakuus ruaponusa Te, Te-qudennn-N-pennncynbHoHunTemryp-umMmmuia
B KHCIIOH cpefe

B omnuceiBaeMbIX SKCIIEPUMEHTAIbHBIX YCIOBUSAX, OTYyUYEHbl CHUMMETPUYHBIE MTHKH
U MOXHO TPEIOJIOKUTh, YTO JECTPYKLHUS aHAIU3UPYEMbIX COCIUHEHHM MPOUCXOAUT HA
ctaauu pactBopeHus. [Ipu mpoOOMoAroToBKe TETypPUMHUIBI PACTBOPSUIM JUOO B CMECH
anetronutpun-sona (70/30), nubo B MeTaHoie, T.e. B HeHTpampHOU cpene. ['mapomm3
TEJUTYpUMHUIOB B HEUTPAIILHOW Ccpene paHee He omuchiBajics. [Ipennonaraemasi peaxkuus
TUAPOIN3a TEJUTYPUMHUAOB B HEUTPAIbHOU cpejie, MPEANnoI0KUTEIbHO, HE OTIMYAETCS 110
COCTaBy 00pa3yIOIMXCS MPOAYKTOB OT THIPOJIM3a B KUCIIOW M MIEIOYHOM cpenax. MoXHO
TaK JK€ TMPEANOIOKUTh, YTO MPUCYTCTBHE TPUDPTOPYKCYCHOW KHUCIOTHI B DIIFOCHTE
BbI3bIBaeT ruAponn3 TOC nmpu cMENTMBaHUH € IIOCHTOM B ITPOIIECCE BBOAA MPOOHI.
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Nnentudukanus XapakKTEpUCTHUYECKMX HWOHOB B MAacCC-CIIEKTpax IO3BOJIMIA
MNOATBEPJIUTh, YTO TEIUTYPUMHA TUIPOIUZYETCS JIO0 HUCXOJIHBIX COEOUHEHUU. ITO
MOATBEP)KIAETCA ~ Macc-CeKTpoM  puc. 2. B macc-cmektpe  IpHCYTCTBYIOT
MIPOTOHUPOBAHHBIN MOJICKYJISIPHBIN HOH TUEHWITEIUTypOoKcHaa. BuHo xapakrepHoe s
TeJUTypa M30TOMHOE pacIpeielieHne, KOTOPOe COXPaHAETCS KaK B MOJICKYJIIPHOM HOHE,
TaK U B acCOIMATEe C KOMIIOHEHTOM JJIIOCHTA - alleTOHUTPWIOM — m/z = 342. BeposTHas
peakius oOpa3oBaHMsI acconuara TuHEHUITSIUTYPOKCHIA C alleTOHUTPUIIOM MPECTaBIcHa

Ha puc. 4.
@ Q i
Te—0 + N=C—CH,— Te- Te=N—C—CH,
Oz,

Puc. 4. Cxema obpa3oBaHus accoruara Au(eHIITEINTYPOKCHIA C alleTOHUTPUIIOM

[IpucyTcTBHE B Macc-CIeKTpax HMOHOB COOTBETCTBYIOIIMX accoIldaTaM C
AICTOHUTPUIIOM MOKHO OOBSCHUTH OOpa3oBaHHMEM KOMIUIEKCOB TpU PACTBOPEHUU
TEJUTypUMHUJIOB B CMECSX, COJAEpXKAllUMX aleTOHUTpui. Bmecte ¢ Tem, B ciydae
pacTBOPEHHS] B METUJIIOBOM CIHPTE aCCOIMATHI C alleTOHUTPUIOM OTCYTCTBOBAJIH, JaKe B
TOM clTydae, KOTJa B COCTaB MOABMKHOMN (ha3bl BXOAMII arleTOHUTpU (puc.l 0).

U3 puc. 4 BuaHo, uto oOpa3oBaHHe accoluaTa AU(PEHUNTEITYPOKCHAA C
AlETOHUTPUIIOM MOXET TMPOTEKaTh AHAJIOTHYHO XMMHYECKOM pEeakluu OIMHCAHHOW B
pabote [7]. Hanmuume B Macc-crieKTpe yCTOWYHMBBIX aCCOLIMATOB C PACTBOPHUTETIEM MPOOBI
CBSI3aHO CO CIEHU(UKONW HCIIOIB3YEMOr0 METOJIa MOHM3AIWH, MOCKOIBKY HEBO3MOKHO
UCKJIIOYUTh TOMaJaHue SJII0EHTa B Macc-CIIEKTpOMeTp. BmecTe ¢ TeM, WM3BECTHO, 4YTO
BO3MOJKHAsT pEaKlMsl B3aUMOJCHCTBUS JTUAPWITCILUTYPOKCUIIOB C  allCTOHUTPHUIIOM,
AQHAJIOTMYHAS peakUusM TOJIy4YeHUs HMHUIOB [7], YyBCTBUTENbHAa K THAPOIU3Y, W,
COOTBETCTBEHHO, TaKOil HMMMJ He oOpa3yercs B IpOLIECCe DIIIOMPOBAHUS, HO MOXKET
00pa30BBIBATHCS B MACC-CIIEKTPOMETPE B PEKUME XUMUUECKON HOHU3ALINY.

b

H
Q o)
Il +H,0 CH,CN i
Te:N—§ —_—
©/ (@]

Te=0 —> Te=N—C—CH,

|
oo DEL N
342 (~42%)
[-0]
+

157 (0%) a |

Q w1 e O
g L
S

207 (~4%)
597 (~4%)

Q/

284 (~4%)

H

Puc. 5. Cxema ¢parmenranuu Te,Te-gudermn-N-GeHmICYTb-QOHMITEILTY pUMHUIA
MOCJIE €T0 THAPOIIH3a

[Ipennonaraemast CTpykTypa oOpa3oBaBIIMXCst HOHOB ¢ m/z= 207 (~8%), m/z = 241
(~10%), m/z = 284 (~4%), c HauOOMIBIIEH BEPOSTHOCTHIO ONPEAEISICTCS Ha OCHOBE
U3BECTHBIX M3 JIUTEpATypsl [5, 6] 3aKOHOMEpHOCTEH (parMeHTaIMii XapaKTePHBIX IS
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TeJUTypOpraHuYecKux coeaquHeHnnii. Ha ocHoBe 3T0or0, Ha puc. 5 npencTaBieHa BO3MOXKHAS
cxemMa oOpazoBanus (parmentoB Te,Te-mudennn-N-peHuncyabPOHUITEILTY pUMUA,
MocJie ero ruApoin3a 10 TudeHUITeIUTypOKCHIA.

[TockonbKy TETypUMHABI JIETKO THUIAPOJIM3YIOTCSI B BOJAHBIX pPAacTBOPAX, TO
ucrnonb3oBaan HO® BOXX-MC, ¢ nensro uccienoBarb Xxpomarorpadhudeckoe MmoBEICHNUE
TEJUTYPUMHUJIOB B T€X OPraHMYECKUX PACTBOPUTENSAX B KOTOPBIX OHU CTAOMIIBHBIL. JIJIs 3 THX
nesneil Oputa BeiOpaHa kojioHKa Zorbax CN. B c¢Bsizu ¢ TeM, 4TO BBIOpaHHBIH COpPOCHT
MOIU(HUIMPOBAH HUTPUIBHOM (a3oil, cymiecTBoBaja BO3MOXKHOCTH HCIOJIB30BATh
TPaIMEHTHOE SroupoBaHue. [[OCKONBKY TEITypUMHIBI CHUJIBHOMNOJSPHBIE COEIUHEHMS,
HEOOXOJUMO HCIOJIb30BaTh PACTBOPUTENN C BBICOKOH AIIOHPYIONIEH CHOCOOHOCTHIO,
Takue, HalpuMep, KaKk METAHOJI U U30IPONUIIOBBIN CIIUPT.

ITpu anamusze temrypumunoB merogoM H® BOIXX-MC BeisicHEHO, u4TO B
BBIODAHHBIX YCIIOBHSIX OTH COCIUHEHHs HE XpomaTtorpadupyrorcs. Takas cuTyarus
BO3MOXXHa B JIByX CIy4asiX, BO-TIEPBBIX, IPU HEOOpaTUMOW COPOIMH HA HCIOJIb3YyEMOM
copOeHTe, U, BO-BTOPBIX, NPU MIPUOOPHOI omnOKe, T.€. KOT/1a aHAIU3UPyEeMbIi 00paserl mo
KaKMM-TO TMpHYMHAM HE TMOMajaeT B AETeKTOp, JHUOO He peructpupyercs um. Jlis
UCKJIIOYEHMsI 3TUX MPUMEPOB HCIOJIB30BaIM MNpsAMON BBOA obOpasua B Y® — u Mmacc-
CIIEKTPOMETPUYECKUI JETEKTOPHI.

IIpaMoii BBOA TE/UNIyPpMMHMIOB B MAacC-CIIEKTPOMETPUYECKHH [eTeKTOp B
pekuMe XMMHYeCKOH HOHM3ALMH NPH aTMOC(EePHOM JIaBJIeHNU

Pe3ynbraThl aHain3a ¢ MOMOUIBIO MPSMOr0 BBOJA B MAacC-CIIEKTPOMETPUYECKUI
JeTeKTop nokaszaH Ha npumepe Te, Te-nmudenun-N-deHn-cyapQoHmITeITy pUMHIA.
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o
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o o
e b b Iy
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|

I | I [
100 200 300 400 500 m/z

a) MOJIHBIN Macc-CIEeKTP
L% 315 L% 440

40 ]
30 ]
20 ]

301 40
10 1

L L L S B
/ [T T [T [T T
290 300 310 820 M 420 430 440 450 miz
0) ®parMeHT Macc-CrieKkTpa (accommar ¢ METaHOJIOM); B) parMeHT Macc-CIeKTpa
+
(M+H)
Puc. 6. Macc-cniektp Te, Te-nudennn-N-heHuncyabpoHUATETYy pUMHIIA

ITOJIyYEHHBIN NPU MPSMOM BBOJIE B MACC-CIIEKTPOMETPUYECKUI JETEKTOP
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L Qﬂ*
T
+ ©/361 (~4%)
H*

+
+
i 1/ TN T
ey ) s e )
©/ 440 (~100%) ©/375 (~4%) ©/Te

84 (~20%)

Q7

Te—=OMe
315 (~40%)

Puc. 7. Ilpennonaraemas cxema (bpaFMCHTaHI/II/I Te, Te-nmudennn-N-
beHnncynbGOHUITEITYpUMUA TOTyYSHHAs! B YCIOBUAX MPSIMOTO BBOJA
B MacC-CIIEKTPOMETPUYECKHI AETEKTOp B pexxume XNAJ]

[IpencraBneHnsle Ha puc. 6 a - B Macc-CIEKTPbl XapaKTEPU3YIOTCsS MPUCYTCTBUEM
aToMa Tejulypa B IOJYYEHHBIX HOHAxX, 4YTO MOATBEP)KIAETCS KApTUHOW HM30TOIIHOIO
pacnpenenenusi. @parMeHTHBIE HOHBI COOTBETCTBYIOT: M/zZ = 440 — MPOTOHUPOBAHHOMY
Monekysipaomy nony Te,Te-gudenun-N-enuncynbdonun-remnypumuaa, noH m/z = 375
— TIOTEpH MMPOTOHWHUPOBAHHBIM MOJIEKYJISIPHBIM HOHOM (parmenta SO,, HoH — m/z = 361
— MOTepH MOJEKYJSpHbIM HOHOM (parmMeHTa NSO,, noH — m/z = 284 COOTBETCTBYET
dparmenty monekyinsl — PhyTe, mon m/z = 315 — acconmarty audeHHITSITypUaa C
pacTBopUTeNneM TpoObl MeTaHoioM Kak B [9], moH m/z = 154 — nudenuny.
[Ipennonaraemas cxema pparMeHTalMy npecTaBieHa Ha Puc 7.

BapbupoBaHue HanpsiKeHHs HA «KANWLJISIpe» B YCJIOBHAX NPSAMOro BBOAAa B
Macc-CIeKTPOMETP

B cBs3u ¢ Tem, 4TO JaHHBIM CHOCOOOM TONYYEHBI MOJIEKYJSIPHbIE HOHBI
TEJUTypPUMHUJOB, ITPOBEJIEHBI HCCIIEN0BAaHUS 110 BappupoBaHuio E,. Ha «kanusuisgpe» macc-
CIEKTPOMETPUUYECKOTO AETEKTOPA.

Ha mnocTtpoeHHBIX JuarpamMMax 3aBHCUMOCTH HMHTEHCHBHOCTH OOpPa30BaBIIMX
WOHOB OT DHEPIUU MPUKIIAJBIBAEMOTO HANpsHDKEHUS BUAHO, YTO HambOosee CTaOWMIbHBIM
MOHOM, B pacCMaTpUBAEMOM CIIy4yae SBJICTCS NPOTOHUPOBAHHBIA MOJEKYJIAPHBIA HOH.
JlornyHo, 9TO TpW yBenuueHHH E, yBennymBaeTcs M KOJIMYECTBO 0Opa3yIOIIUXCS MOHOB.
OpnHako, npu HU3KUX E, NpHUCYTCTBYIOT HMOHBI, KOTOpble OOPa3yIOTCS U NPH BBICOKUX
SHEPrusiX U He 00pa3yroTcs MPU CPEIHUX.

Ha ocHOBe mOJNy4eHHBIX pe3ynbTaTOB IIOCTPOEHBI IWAarpaMMBbl 3aBHCHUMOCTH
MHTEHCUBHOCTH 00Pa3yIOIIMXCSl HOHOB OT MPUKJIAIbIBAEMOT0 HAPSKEHUS

Jlng  Bcex TEUTypUMHIOB IOCTPOCHHBIE JUArpaMMbl OTJIMYAJIUCh CIIO)KHOHN
3aBHCUMOCTBIO0 MHTEHCUBHOCTH (DparMEHTHBIX MOHOB OT HATPSDKCHUS HA «KATTHILISIPEY.

PaccMoTpenne Macc-CeKTpOB BCEX MCCIEAYEMBIX TEJLUTYPUMHUIOB I103BOJIHIO
BBISIBUTH OOIINE 3aKOHOMEPHOCTH (pparMEHTAIMN ITUX coeNnHeHn B pexnme XA/

Ha puc. 9 npencraBieHa o600mEHHas cxeMa (parMeHTalud TeJUTypUMUAOB B
YCJIOBHSIX IPSIMOTO BBOJIA B MACC-CIIEKTPOMETP.
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Puc 8. JInarpamma 3aBUCUMOCTH HHTEHCUBHOCTH oOpa3yromuxcsi noHoB Te, Te-
TueHnI-N-peHUICYIbPOHMITEITYpUMUA OT MPHUKJIAZABIBAEMOT0 K KaHUISIPY
HaIps>KCHUA

[lpuBenénnass cxema TIOKa3blBa€T OCHOBHBIC HAmpaBieHUs (parmMeHTanuu
TEJUTypUMHIOB. BHIHO, 9TO TeTypuMHIBI 00pa3yroT acCoUMaThl ¢ METAHOJIOM, TUMEPBHL.
Kpowme Toro, pparmeHTanust MOJIEKyJIIPHOTO MOHA IPOXOAUT C ACCTPYKIUEH IO HMHUTHOM
CBSI3U c o0pa3zoBaHuEM COOTBETCTBYIOLIHX T eHUITEITy pHIIOB u
GeHnnCcy1bpOHMIAMIHHOB, a 3aTeM NPOMCXOJUT pacmhaa [0 HHU3KOMOJEKYJISPHBIX
¢dbparmMeHTOB.

H* +
R H+ R ] H
R R
N—Te” | e ¢ |
AN
. R HR,
(2M+H) \T
R™'° (u1s H-R, ¢ M+ Gonbie 100)

rae R= CH,, R,= C,H,SO,- ,n-CH,C,H,SO,-;
R=n-CH,0CH,, R = C,H,SO,- ,n-CH,CH,SO,- ;
R=n-(CH,),NCH,, R = C,H,SO,- ,n-CH,CH,SO,-, CL,CC(O)-

Puc. 9 O600ménnas cxema ¢pparMeHTAIMK TEJILTYPUMHJIOB B YCIOBHSX MPSMOTO
BBojJa B MCJ]

3aknroyeHue

Boisicueno, uro B ycinoBuax O® BOXKX auapunreurypuMuabl TUAPOIUZYIOTCS 10
ucxoAHblx coeauHeHuid. B Bapmante H® BOXX He ynaéres nomayuuTsb
XpoMaTorpaguuecKux MIUKOB KaKuX JINOO COSTUHEHUH.

[IpoBeneno CUCTEMATHUYECKOE HCCIIEJOBaHKE Macc-CIEKTPOB
JUAPWITEITYPUMHAIOB IIPU MCHOJIB30BAHUM MPSIMOTO BBOAA B MAaCC-CIEKTPOMETPUUYECKUI
JETEKTOpP B ILIMPOKOM JMalla30HE HANPSHKEHUM Ha «KAMWULIPE» Macc-CIEKTPOMETPA.
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[TokazaHo, YTO HCIOJB30BaHWE XMMMYECKON HOHU3ALMU MPU aTMOCPEPHOM IaBICHUU
NPUBOJUT K 00pa30BaHHUIO MOJICKYJIIPHOTO HOHA, €ro (parMeHTOB, AUMEPOB U aCCOLUATOB
C MOJIEKYJIaMH DIIIOCHTA.

Paboma 8bINOIHEHA npu ¢unancosoti noooepoicke IIpoepammul
@dynoamenmanvHolx  uccireooganui  npesuouyma  PAH 2011  «Cozdanue u
COBEPUIEHCMBOBANHUE MEMOO08 XUMUYECKO20 AHAIU3A U UCCIe008AHUA  CMPYKMYPbl
geujecme u Mamepuanogy.
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