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AHHOTaUuA

M3yueHbl  HEKOTOpbIE  MPEACTABUTENH  TEUTyPOPTraHUYECKHX  COSAMHEHMH  KJIacCOB
JTUAPUITEITYPUMUIOB U JAUAPWIIMTEITYPUZOB B pasznuuHbix BapuaHTax BDXXX. Ilokazano, uro
aHAIM3UPOBATh YKa3aHHbIE KJIACCHl COENMHEHUH MPEACTaBISETCS BO3MOXKHBIM TOJBKO B Bapuante HD
B3XX. Hcnonp30BaHbl CIEAYIOMNE CHOCOOBI MeTeKTUpOoBaHus: Y D-crieKTpohoTOMETPHYSCKHIA, Macc-
cnekTpomerprdeckuid. [IpoBeneHa pacmuppoBKa Macc-CIIEKTPOB UCCIIEAYeMbBIX coeanHeHnid. [loka3ana,
CIIOKHAS (pparMeHTANNs UCCIIeyEeMbIX COSANHCHUN CBA3aHHAs ¢ ()parMeHTaIHeH 3aMeCTUTETIeH

KialoueBble  cjioBa:  THApWITEIUTYPIUINABI,  HOpMalbHO(Ma30Bas  BBHICOKOA(QEKTHBHAS
JKUIKOCTHAsI XpoMaTtorpadusi ¢ Macc-CIIeKTPOMETPUIECKUM JETEKTHPOBAHUEM, XUMHYECKasT HOHU3AIHS
pH aTMOC(EPHOM ITaBJICHUU.

Diaryltellurilides and diarylditellurides has been investigated by different variants of HPLC. It is
shown that only normal phase HPLC appropriate method for this substances analysis. As a detectors has
been used UV and mass- spectrometer. Interpretation of mass — spectra has been carried out and
demonstrated complex fragmentation generated by substituent in aromatic ring fragmentation.

Keywords: diaryltellurilides, diarylditellurides, normal phase high performance liquid
chromatography with mass spectrometry detection, Atmospheric pressure chemical ionization

BBepeHue

TennmypoopraHndyeckue COeAMHEHUS MPEJCTaBISIIOT COOOH OJIMH M3 MHTEPECHBIX U
NPaKTUYECKH Ba)KHBIX OOBEKTOB OPraHMYECKON XHMMHH, (PU3MKO-XHMHUUYECKUE CBOMCTBa
KOTOpBIX B HacTosiliee BpeMsl HenocTaroyHo u3ydeHsl[l]. Cpeau HUX OOHapy>KEHbI
OaKTepULIMIbl, MHCEKTULUABI, UHIMOUTOPBl KOPPO3MHM METa/IOB, aHTHOKCHIAHTHI[2-5].
N3yuatoTcss MoOTeHUMAIbHbIE BO3MOXKHOCTH TNPUMEHEHHS OITHUX COEAUHEHUH B
MIPOTUBOOITYXOJIEBOM Tepanuu[6].

Boicokue Temmneparypbl KWUIMEHUS WU JAOMJIBHOCTb MHOTHX COEAUHEHUH 3TOro
KJacca TpeOyroT MPUMEHEHUS BHICOKO3(DPEKTUBHOM KUIKOCTHOW XpoMaTorpapuu A ux
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agann3a. CoueTtaHue

KUIKOCTHOM XpomMarorpaduum ¢

Macc-CIEeKTPOMETPHYECKIM

METOZIOM, OCHOBAaHHBIM Ha XUMHYECKOW MOHM3ALMU MpH aTMoc(hepHOM JaBIICHHH,
NO3BOJISIET HAIEKHO UICHTU(DUIUPOBATH UCCIIEAYEMbIE COSAUHEHMS.
Bwmecte ¢ Tem MHorue temtypooprannueckue coenqunenus (TOC) rugponusyrorcs

B BOJIE u Hanbosee
BBICOKO()(DEKTUBHON  JKUIAKOCTHOU
HCTIOIb30BAThCS JIJII MX UCClIeaoBaHus [7].

pacnpocTpaHEHHBIN
xpomarorpaduu

BapuaHT  oOparieHo-(}a3oBoit
(O® BDOXX) He Moxer

Lenpto HacTOsmIeH pabOThl OBLIO HCCIEAOBAHHWE BO3MOXKHOCTH HCIIOTH30BAHUS
HOopMasibHO-(azoBoir (H®) BDOXX nmns wm3ydenwss xpoMarorpaduueckoro IOBEICHUS

JTUAPWITEILTYPUIUIOB U
IIPEACTABUTEIICH.

JKCNepuMeHT

AUAPUITAUTCIUTYPUAOB  Ha

OpUMEpe UX  XapaKTepHBIX

HccrnenoBanusi MpoBOAMIM METOJOM HOPMaJIbHO-(Pa30BOil BHICOKOI(PPEKTHBHOM
KHUJKOCTHOM Xpomarorpaduu ¢ Macc-CIeKTpOMeTpudeckuM nerektupoBanueM (HO
BDXX-MC) ¢ ucnonp3oBaHueM XHUIKOCTHOTO xpomarorpada 1100 LCMSD dupmer
Agilent Technologies (CILIA), yKOMIUIEKTOBaHHOTO:

Tabmuua 1.CoctaBbl pacTBOpuTeNeit

CocTaBbl U COOTHOLIEHHE
No pacTBOpHTEINEi Mpu No CocTtaBbl pacTBOpUTEIICH JIJIsl TPAIUEHTHOTO
U30KPATUIECKOM PEXUME peKuMa ITFONPOBAHUS
AIIFOUPOBAHUS
1 M30IPONAaHOJI/U300KTaH (2/98) anmroeHT A: 10% uzonpomnanon, 5%
2 n3omnpomnaxon /renrat (5/95) 16 xsopodopM / n300ktan; amroeHT B: 100%
3 xnopodopm/ uzookrat (3/7) 0_1/130%13)201131_311{ 20;41;1}1
4 xjopodopm /mMetanon (1/9) anmroeHT A: 10% uzonpomnanon, 6%
(10% xs10podrop / rexcan)/ 17 xsopodopm, 84% rekcan; amoeHT B: 100%
5 M30IPOIIAHOII
meranon (9/1) 0-100% B-1 2
6 (10% xmopodopm / rekcan)/
uzonpomnanoia (97/3) 13 amoeHT A: 100% x10opodopm; TI0eHT
7 XJIOpoopM/ alleTOHUTPHIT B:100% wu3omnponano; 5-100% B-9vmun
/uzonponanon (1/90/9)
8 xJsopodopm / rekcan (1/9) 19 amoeHT A: 100% xnopodopm; 311H0eHT
9 | xnopodopm /m3onpomanon (1/1) B:100% wu3omnpomnanoi; 20-80% B-9mun
10 xJsiopodopm / nzookras (1/1) 20 amoeHT A: 100% xnopodopm; 31H0eHT
11 xjaopodopm / rekcad (5/95) B:100% wuzonponanoi; 50-100% B-6 mun
12 X710poGopM / rexcan (3/7) amoeHT A: 100% xnopodopm; amoeHT B:
13 XJ10poopM / reKca /2- 21 100% aneronutpui; 5-100% B-7,5mMun
n3zonponanon (1/9/10)
14 xJ1I0poopM / rekcaH / MeTaHO 9y | O/HOCHT A: 100% aneToHUTpUII; IIIOEHT B:
(9/81/10) 100% 2-uzonponanon; 5-100% B-7,5vmuH
moeHT A: 7% xnopodopm /93% rekcan;
15 M30MpoNaoI/ X10podopu / 23 | amoent B: 100% 2-u3ompomnanor; 5-100%
n300KTaH (5/3/92) B-11 s,
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Y®-cnekrpodotomerpuueckum  nerekropom  (DAD) m  mMacc-criekTpoMeTpom
(MCD). B kagectBe MeTo/la MOHHM3AIMM HCIOJIB30BAIM XUMHUYECKYI0 HOHM3ALMIO TPU
atmochepHom nasinenun (XMAJI, APCI). Wcnonb3oBanu koidoHKy Zorbax CN ¢upmsl
Agilent Technology (CLHA) ¢ cunukareneM MOAU(UIIMPOBAHHBIM HUTPHIIBHOW (ha3oif
(CN), paszmep gacTuil copoenTa — 5 Mkm, pazmep nop 100A, mmHa — 150 MM, BHYTpeHHUIHA
nuaMetp - 4,6 MM. YCIIOBHS AIIIOMpPOBaHUE MpuBeaeHbl B Taba. 1. CKOpocTh MOJABMKHOM
da3pl cocraBmsia 1 mi/mMuH. OOpasnpl B3BEIIMBAIM Ha aHanuTH4eckux Becax Okaus
(¢upmsr Okaus Corporation, CIIIA) nepBoro kiacca TOYHOCTH. Macca HaBecKH 00pa3ioB
coctapisina 2+0,2 mr. OOpa3usl pactBopsiu B 300 mxn 100% xmnopodopma 6o 100%
metaHona. OObéM BBoaMMONl TpoObl 5 Mk, CKOpPOCTh CKaHMpPOBAHHS —Macc-
CHEeKTpoMeTpudeckoro nerekropa 0,6 CEeK/HUKI MO TOJHOMY HOHHOMY TOKY, IIpH
nunanazone macc 100-1500 Jla.

B kadectBe OOBCKTOB WCCIICIOBAHUS BBIOPAHBI 2-[z[H-(4-MeT0KCH(1)eHHn)-X4-
TeJUTAaHWIHIEH |-5,5-AuMeTunIKiIorekcad- 1,3-quon (quapuntemtypuwiun, {ATU) u nu-n-
MeToKcu(peHmT-auTeutypun (auapwimarernnyput, JAJT).

CTpyKTypsl H  TEOPETHUECKH  PAaCCUYUTAHHOE
MCCJICIOBAHHBIX COCTMHEHHM MPEICTAaBICHBI B Ta0M. 2.

Jlns BemiecTB, MpelICTaBICHHBIX B Tabn. 1, momydeHsl xpomarorpammbel B HO
peXHUMe U Macc-CIEKTphl 1o noiaHoMy noHHoMy Toky (ITUT). {ns Bapuanta HO BOXX
BO3MOYKHO JIETEKTUPOBAaHHUE TOJIBKO B BapuaHnte nonuzauuu XMAJI [8-10].

COOTHOILICHHUC H30TOIIOB

Tabmuua 2. CrpykTypa W KapTHMHa pacyeTHOTO HW30TOIHOIO paclpeleieHusl B
MOJIEKYJISIPHOM HOHE

MonekynsapHbIi MonexkynsapHbIi
BEC 110 U30TOITY BEC 110 U30TOITY
Crpyxrypa 13OTe, I/MOJIB; Crpyxrypa 130Te, I/MOJIB;
6pyTTO (bopMyTa, pacyeTHoe 6pyTTO hopMya, pacyeTHoe
HA3BAMHe U30TOITHOE HASBAMHC U30TOIHOE
pacrpezieeHue pacmpejeieHue B
B MOJIEKYJIIPHOM MOJIEKYJISIPHOM
HOHE HOHE
MeO
Oy
470 Te%
Meo@nﬂe@om 466 (36%) Meo/©/ J 482
0
C14H14Te,05 37608 (16070{;) C2H24TeO4 479 (58%)
JIH-N-METOKCHPEHMIT- 472( ©3 (V;) 2'5“'(4)'1\;?0““' 481 (91%)
JHTEIUTY DU 0 CHUIL)-A —TC]I- 483 (100
P 474 (51%) TAHWTHICH]-5,5- (100%)
JIMMETHIILUKIOr€KCaH-
1,3-nuoHa

[TpuBenénublie B Tab. 2 TEOPETUUECKNE NHTEHCUBHOCTH MTMKOB N30TOIHBIX MOHOB
paccuuTaHbl C OMOIIBI0 CBOOOAHO pacmpocTpaHseMmoil mporpammbl MASS. CTpyKTypbl
MOHOB B CXeMax ()parMeHTalM MCCIIEeLyEeMbIX BELECTB, IPUBOIATCA C YUYETOM IPUHIIHUIIA
HaUMEHBIINX CTPYKTYPHBIX U3MEHEHUI M MOTYT HE COBNAJaTh ¢ MCTUHHOW CTPYKTypoOi
o0pa3yroIerocs: HoHa.

Poouna u np. / Copbumonnsie n xpomarorpadudeckue nponeccsr. 2010. T. 10. Boim. 4




565

Pe3ynbTaThl akcnepumeHTa

ﬂI/ITeJIJIy pua

Xpomatorpapuueckoe MOBEACHUE IUTEUTYpUIOB H3y4E€HO Ha IpuMmepe au(n-
METOKCU(EHII ) IUTEIUTypUa B HOpMaJIbHO-(a30BOM BapuaHTe Xxpomatorpadun. B Boge u
ALCTOHUTPUIIE PACCMATPUBAEMBIA AUTEILUIYPH]l HEPACTBOPUM, B METAHOJIE PACTBOPUMOCTD
OTpaHUYEHa, Cys [0 U3BMEHEHHIO OKPACKHU B IIPOLIECCE PACTBOPEHUS OT TEMHO-KPACHOU 110
TEMHO-CEPOM M BBINAJCHUI0 TEMHO-CEPOrO OCaJKa MOXHO IpPEANoNaraTb MPOTEKAHHE
XUMHUYECKON peakimu. TpagunuoHHo ucnonb3dyemble B O® BIXX nobaBku B BHIE
TPUPTOPYKCYCHOM KHUCIOTHI TaK >X€ MOIYT BbI3bIBATH TUAPOJU3 PAaCCMATPUBAEMOTO
coenquHeHus. COOTBETCTBEHHO, 3TO COEOUHEHHME INPEIACTABISIETCA  BO3MOKHBIM
IPOAHAIN3UPOBATh TOJIBKO METOJOM HOpMaibHO-(a3oBoro Bapuanta BOXX, nmockoiabky
OHO XOpOILIO PAacCTBOPSIETCA TOJBKO B XJIOPOPTaHWYECKUX PpacTBOpUTENSIX. B Hammx
OKCIEpUMEHTAaX B  KadecTBE  pacTBOpUTENS  JIU(7-METOKCH(EHMI )IUTEIUTypraa
UCIIOJIb30BaJICS XJIOPO(OpPM.

Ha puc. 1 a u 1 6 npencrasinena xpomatorpamma JIAJIT 3aperucrpupoBaH-Hasi ¢
nomouipto Y® u MC neTekTopoB, COOTBETCTBEHHO. BUAHO, 4TO Bpems yAepKUBaHUS
xpomaTorpaduaeckoro nmka, 3apeructpupoBanaoro mo [T T Heckonbko 0oJbIIe, YeM s
NMKa 3aperucTpUpOBaHHOrO Y-  JETeKTOpOM H3-3a HX  IOCJIEJ0BATEILHOTO
PAacCIIOIOKEHUS B CXEME COCAMHEHUS C IETEKTOPOM.

AT
I oTH.2O.

vB 6
200

100

T ]
3 BOH.

[
]
.

0 1 2 3 4 5 mm 1
a) 6)
Puc. 1. XpomaTorpamma au(n-MeTOKCU()EHIIT ) AUTEILTY pHIA (PEKUM SITIOMPOBAHUS
Ne 23) a) 3apeructpupoBaHHasi ¢ ToMolpl0 Y d-criekTpohoTOMETPHIECKOTo TeTeKTopa, 0)
3apEerUCTPUPOBAHHAS C IOMOIIIBIO MACC-CIIEKTPOMETPHUUECKOTO JETEKTOpa

B pexxnme XMAJ]
(2M+TePhOCH;+H)
106t
(M+PhOCH;+H)"
1 (M+H)"
60 (2M-PhOCH;+H)*
1 M-Te+H)
| /
il i A Y | ul -
— 1 T T T T T T 1 _r Tt T 1 T T 1
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Puc. 2. Hopmanu3oBaHHbII 10 MaKCUMaIbHOMY HOHY MacC-CIEKTP
mu(n-meTokcudeHun)aurentypuaa B pexume XMAJ|

N3 puc. 2 BHUAHO, 4YTO TMpPH MAaCC-CIIEKTPOMETPHUUECKOM aHanuse Ju(n-
METOKCU(EHII ) TUTEIUTYpUIa B pexume MOHU3ALUN XA oOpazyeTtcs
MPOTOHUPOBAHHBIN MOJIEKYJISIPHBIN HOH ¢ m/z = 471, ¢pparmenT, 00yCcIOBIEHHBIN OTEpeit
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aroma temrypa (M-Te+H)' - ¢ m/z = 341, a Takke QparMeHTHbIE HOHBI, 00YCIIOBICHHBIC
00pa3oBaHMEM YCTOWYMBBIX AacCCOLMATOB IPOTOHMPOBAHHOTO MOJIEKYJISIPHOTO HMOHA C
(dparmeHTamMu MOJIEKyJIbl. Ha OCHOBE MOTy4eHHBIX MacC-CIIEKTPOB MOKHO TPEIIIOI0KHUTh
CIEyIONIYI0 cXeMmy oOpa3oBaHHsI (parMEHTHBIX HOHOB B MacCC-CHEKTPOMETPUYECKOM
JETEKTOpE TPEICTABICHHYIO Ha puUC. 3

—+
+

HG H .
470 M=14%)  CHs CH
344 (7%) 3

H

@Te-Te—< >— @Te—Te@— \

< > Te~Te < > O 705 (100%)

+

‘ +
_ H,C g*
3

e*Te
833 (10%) 577 (40%)
|
_0
H,C
(0]
H,C~
Puc. 3. Cxema ¢parmerranuu au(7-MeToKCU()ESHU ) TN TEILTypUIa IS pexKruMa
XUAL

OOpazoBaHue  HaOMIONAEMbIX  IOJUM3OTONHBIX  HOHOB  IOATBEPXKACHO
TEOPETHYECKUM pPAaCcYeTOM H30TOMHOro pacmpeneneHus. OOpa3zoBaHue (QparMeHToB c
YHCJIOM AaTOMOB TeJIypa OONBIIMM, 4Y€M B MCXOJHOH MOJIEKYyJle MOJITBEPHKAAeTCs
XapakTEpHOU KapTHUHOW M30TOITHOTO PACIIPEACIICHMUS.

470
HMHTEHCHBHOCTH
124 I, oTH.em.

344

04 L‘M‘M{‘n ol rJL“"anm, I T AL A N WM

T T T T T T
320 340 360 380 400 420 40 460 430 500 miz

Puc. 4. Macc-criekTp IpOTOHUPOBAHHOTO MOJIEKYJIIPHOTO HOHA B (pparMeHTa
o0OpasoBagIierocs 3a cu€T BbIOpoca aToMa Teurypa
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Puc. 5. Macc-crekTpbl AUMEPHBIX HOHOB U UX aCCOIMATHI ¢ (hparMeHTamMu (CM.
CXeMy Ha puc. 3)

W3 npencraBieHHOro Ha puc. 4 Macc-CIEKTpa BUAHO, YTO TpYMNIa IHKOB
COOTBETCTBYIOIIas ¢pparMeHTy B obsactu or m/z = 336 o m/z = 346, oOpa3zoBaBIIeMYyCs
3a cu€T BBHIOpOCA OJHOTO aToMa TEUIypa MMEET KapTHHY M30TOIHOTO pacHpeleNCHHS
XapakTepHYI0 M COEIUHEHMH C OJHMM aTOMOM TeJllypa B CBOEM COCTaBe.
[IpoTOHUpPOBaHHBII MOJIEKYJSPHBIA HOH  AH(#-METOKCU(EHWI)AUTSITypUIa HUMEEeT
XapaKTEpHOE CIIOKHOE M30TOIHOE pacHpeiesieHue ISl COCIUHEHUIN ¢ JByMsl aTOMaMH
Temypa, m/z = 474.

OO0pa3oBanue GparMeHTHBIX HOHOB, cojaepkammx 1-, 2-, 3- u 4 — atroma Tetypa,
HOJTBEPXKIAIOTCS  XapaKTepHOW [UIs KaXJoro Habopa aToMOB TeJulypa KapTHHOM
M30TOITHOTO pacrpezeneHus. B mpencraBieHHOM Ha puc. 5 a Macc-crieKTpe (pparMeHTt B
obnactu ot m/z = 570 no m/z = 580 comep>kUT ABa aToma TeJnypa. Macc-CeKTp UOHa C
MakcuMaiabHOU m/z = 705 (puc. 5-0) COACPKUT TPU aTOMa TEJUTyPa, & MOH ¢ MaCCOH m/z =
833 (puc. 5 B) COAEPKUT YETHIPE aTOMa TeILTypa.

Temrypuimn

Temnypunuael — BaxkHbld kinacc TOC, XapakTepH3YIOIIMNCS ABOWHOM CBSI3BIO
Temtyp — yriiepon [5]. B HacTosmie pabote 3TH COeAMHEHUST PaCCMOTPEHBI Ha pUMepe 2-
[,Z[I/I—(4—MeTOKCI/I(I)eHI/IJ'I)—7\.4—TeJ'IJ'IaHI/IJII/I,I[eH]—5 ,S-nmumerunmukiaorekcan-1,3-muona (JJATH).
BBenenue B MoseKkysly 00bEMHOIO 3aMECTUTENS TIO3BOJISIET MOBBICUTH (hparMEeHTALHIO U,
COOTBETCTBEHHO, MH()OPMATUBHOCTh HAECHTHU(PHUKALMHA MaCC-CIIEKTPOMETPOMETPUUYECKUM
meTonoM. Ha mpumepe 3TOro coeauHEHHs HaAMH PACCMOTPEHO Xpomarorpaduyeckoe u
Macc-CIeKTPOMETPUUYECKOe TIOBECHUE /TSl 3TOTO Kilacca COSAMHEHUH.

[Ipu xpomatorpadupoBanuu npod JJATU, pacTBOpEHHBIX B CIMpTax: METaHOJE,
9TaHOJIE M M30IpPONAHOJIE TMOJIyYeHbl XpoMmarorpapuueckue MHUKH, HHTEHCHUBHOCTb
KOTOPBIX 3HAYUTEIBHO NMPEBOCXOAUT UHTEHCUBHOCTh aHAJIOTUYHBIX IIMKOB B Cllydae, KOrjaa
B KayecTBE pacTBOPUTENIEH HCMONb30BAIUCh xJopopopM wuiaM aueroHuTpui. [lpu
UCIIOJIb30BaHUU CIIUPTOBBIX PACTBOPOB HMHTEHCHUBHOCTh IHKOB, 3apErMCTPUPOBAHHBIX C
NOMOIIBI0  Kak Y ®P-crekTpoOoTOMETPUUYECKOTO, TaK M MacC-CHEKTPOMETPHUUYECKOTO
JIETCKTOpOB ObUTa BhImie. [lo BCEH BUAMMOCTH, 3TO CBS3aHO C OOpa3OBaHUEM
KOOPJIMHAIIMOHHBIX CBS3ed MEXAy aToMOM BoJopoja cnupra U atoMamMu «N» u «C»
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TEJUTypUMUJOB M TEUTypUIMAOB, 3a CUET YEro M TMPOUCXOAUT YBEJTUYEHUE
UHTEHCUBHOCTH. CUTHAJIBI Macc — CHEKTPOMETPHUYECKOTO JIETEKTOpa Takke Obutu Oojee
MHTEHCHUBHBI B CIIUPTOBBIX PACTBOPAX, YTO CBSA3aHO, C TEM YTO CIUPTHI OoJiee CHIIbHBIE
JIOHOPBI B CPAaBHEHHH C XJIOPOGOPMOM U aLlETOHUTPHUIIOM.

N3 xpomatorpammbl puc.6 B, T BHJIHO, YTO MHTEHCHUBHOCTb CHTHAJIOB
3aperUCTPUPOBAHHBIX Y@ - CHEKTPOPOTOMETPUUECKMM U MAacC - CHEKTPOMETPUYECKHM
netektropamMu  Hu3kas. [lo  manHBIM Y ®-criekTpoOoTOMETpHUECKOTO0  JAETEKTOpa
MHTEHCUBHOCTh CHUTHajla o0paslia pacTBOPEHHOTO B XJIOpohopMe HIM aleTOHUTpETe
coctapisier 17.5 mV (tabn. 2), mpu 5TOM KOHIEHTpAIUsl aHaJIU3UpPyeMoro obpasia
coctaBmso 7.8 x 10°r/n. Torna kak, B cilydae HCIONb30BAHHS MPH MPOGOIIOArOTOBKE
NPOTOHHBIX PAaCTBOPUTENICH, TAKMX HANPUMEpP KaK CIIUPTHI, HHTEHCUBHOCTD ITOJTyYE€HHBIX
curnanos npesbimana 1200 mV (taba. 2), mpu TOM, 4TO KOHIICHTPAIUS aHATHU3UPYEMOTO
o6pasua cocrapmsuio 1 x 107/

[IpOoTOHHBIN PaCTBOPUTEIB-U30IIPOITHIIOBBII
CIMPT
XpomaTorpammb 2-[1u-(4-meTokcudenn)-A -Temmanmiuien]-5, 5- IMMeTHIIHKIOreKCaH-
1,3-nuoHa (Y ®-cnekTpooTOMeTpuUEeCKUil 1ETEKTOP)

ATIPOTOHHBIN PaCTBOPHUTEIH-XJIOPOPOPM

mB MB

oy .

A -

0f

) ; ; ; 7 T Q) o2 s d ® w B)
XpomarorpamMMsl 2-[nu-(4-MeTokcndernn)-A -Te/aHmties] -3, 5 - IMMe THIIMKIOT eKCaH-
1,3-110Ha (Macc-CHEKTPOMETPHUYECKHUM TETEKTOP)

XUAL XUAL

IIUT, I otH. ex. TIUT, I oTH. ex.
400

40001
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3000] 360
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10004
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Puc. 6. Xpomatorpammsl 2-[ u-(4-metokcudermn)-A -remnanmmuen]-5,5-
JTMMETHIILUKIIOTeKCcaH- 1,3-TMOH 3aperucTpupoBaHHbIE C TOMOIIBI0 Y -
CTIIEKTPO(POTOMETPUIECKOTO JIETEKTOPA U MAaCC-CIIEKTPOMETPUIECKOTO JIETEKTOPA B
pexxume XUA/L ; a,06 — mpoba pacTBOpeHa B U30MPOIUIOBOM CIHUPTE; B, T —. Mpoda B
xjnopodopme (Xpomatorpadudeckuii pexum Ne 7)

TakuM 00pa3oM, MUCHOJIB30BAaHUE MPOTOHHBIX PACTBOPUTEICH HIIM KOMIIOHCHTOB
DIIIOCHTAa  TMPUBOJUT K  YBEJIMYCHUIO  UYYBCTBUTCILHOCTH TPHU  ONPEACICHUU
TEJUTypOPTaHUYECKUX COSJMHECHUI Ha MOJSIPHBIX cOpOeHTaX MpH JeTeKTUpOoBaHUU YO - u
MC — nerekropamu.
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Tabmuma 2 BrausHue pacTBOpuTENs TPoObI, B KOTOPOM TOTOBWJIM OOpaser, Ha
HWHTCHCUBHOCTD ITOJIYHYAaCMOI'0 OTKJIMKA OCTCKTOPA

Ne PactBopurenn S, ycn.en. h, mV C, MKI/MIJI
1 Xnopodopm 518.4 37.1 7.8x10”
2. ALICTOHUTPUI 304.2 22.77 7.6x107
3. MeTHIIOBBIi CIIHPT 28670.9 1935.5 2.9x10”
4 OTUIIOBBIN CIUPT 19610.2 1392.5 1.2x10°
5 N30nponuinoBslil CIUpT 19828.6 1401.8 1.1x10”

Ha puc. 7 a mpeacraBiieH HOPMAJIU30BAHHBIM MO CaMOMY WHTEHCUBHOMY HOHY
MacC-CHEKTP 2-[111/1-(4-MeT0KCH(beHHn)-X4-TeJ1J1aHHJ1HLLeH]-5 ,5-aumeTunukiIorekcan-1,3-
JIMOH 3aperucTpupoBaHHbiil B pexkxume XNAJL B quanazone macc: 100 — 1500 [la. B macc —
cnektpe (puc. 7 a) NPUCYTCTBYIOT TpPHU HOHA: HMOH ¢ mM/z = 483 COOTBETCTBYET
MPOTOHUPOBAHHOMY MOJICKYJIIPHOMY HOHY, ¢ M/z = 521 COOTBETCTBYET accoIHaTy
MOJIEKYJISIPHOTO MOHa ¢ KanmueM (puc. 7 0), ¢ m/z = 961 cOOTBETCTBYEeT HOHY IuMepa 2-
[I[I/I-(4-MeTOKCI/I(beHI/IJ'I)-7\,4-TCJ'IJ'IaHI/IJ'II/I,I[eH]-5 ,5-mumeTuniukiaorekcad-1,3-nuona  (puc. 7
B). Bce mpencraBienHbie Ha puc. 7 a-0 Macc-CIEKTPhI XapaKTEPU3YIOTCS MPHUCYTCTBUEM
aToMa Telulypa, 4TO MOATBEpXKAAaeTcsd KapTHHOW H30TOMHOro pacrpeaeneHus. B macc-
CIIEKTpE MPOTOHHUPOBAHHOIO JAUMEpPa MOJIEKYJSIPHOIO HMOHA 2-[nn—(4-MeT0KCH(beHHn)-K4-
TEJUTAHWIUJICH |-5,5-TUMEeTUIIIMKIOreKcaH-1,3-nMoHa puc. 7 B KapTUHA M30TOITHOIO
pacrpeesieHust '3MEHSETCsI 3a CUET MOsBJICHUS IByX aTOMOB TEJUTypa B MOHE TUMeEpa.

a)
HHTGHCPEBHOCTL, 1 % maxc. 483
100 b
80
60 |
40 -
207 521 961
0l L
260 \ 460 ‘ \ 6(;0 8(;0 ‘ 10‘00 \ 12‘00 ‘ 14‘00 ‘m/z
Wnrencusnocts I % maxce. WurencusHocts I % Mmakc.
1 521 961
71 519 10
6 517 8 1
51
4 61
3 4
21
11 2
o—"" e 01— — — L T
0) 50 515 520 525 530  535miz B) 930 940 950 960 970 980 miz

Puc. 7. HopmanuzoBaHHbIEe 110 MAKCUMAJIbHOMY HOHY Macc-CHEeKTphI 2-[ au-(4-
MeTOKCI/I(beHI/m)-X4-TennaHHnm[eH]-5 ,S-TUMETHIIIUKIOTeKcaH-1,3-11uoH
3aperucTpUPOBAHHBIE 10 MACC-CIEKTPOMETPUUECKOMY JeTeKTopy B pexume XUA/ a, —
HOPMAaJIM30BaHHBIA Macc-CIeKTp B auama3oHe macc: 100 — 1500 Jla, 6 — Mmacc-criekTp
accoupara MOJIEKYJISIPHOTO HOHA C KaJueM, B — HOH JUMeEpPa 2-[;[H-(4-MeT0KCH(1)eHHJ1)-X4-
TeJUTAHWIIUICH |-5,5- TUMEeTHUIIMKIOTeKcaH-1,3-1noHa

Ha cxeme puc. 8 mokazaHo oOpa3oBaHWE accolaTa MOJICKYJSPHOTO HOHA C
kanueM. [IpoToHHMpOBaHKME accolMara B MacC-JACTEKTOPE HE MPOMCXOIUT B CBS3H C TEM,

Poouna u np. / Copbumonnsie n xpomarorpadudeckue nponeccsr. 2010. T. 10. Boim. 4




570

YTO KAaTHOH Kallds SIBJSETCS 3apsDKCHHOW YacTHUIEH M 3TOTO 3apsija JOCTATOYHO ISt
peobpasoBaHus HEMTPATLHON MOIeKyibl 2-[au-(4-Merokcudenun)-A -remnanumien]-
5,5-nuMeTHuKIoOreKkcan-1,3-q1uoHa B 3apsSOKEHHYIO YacTHIly, 4YTO B JlajbHEUIIeM
ITO3BOJISICT Sa(i)I/IKCI/IpOBaTB MOJIyYEHHBIN accoluar MaCC-CHeKTpOMeTpOM

Puc. 8. 06pa3OBaHHe accoruara MOJ'IGKy'J'ISIpHOFO HOHA
4
2-[mu-(4-mMeTokcudpeHn )-A -TeJUTaHIIUIEH |- 5,5 - TMMEe THIIIHKIIoTeKcan- 1,3-1noHa
¢ KanueM B pexume nonnzaunu XMAJ[

CxeMbl d)D arMCHTAaIlMHy TCILIYPUIIUIO0B

N3ydeHnne Macc-CrieKTpoB MO3BOJIMIIO COCTABUTH CXEMBI ()parMEHTAIH B PEKHME
XA

4
Ha cxeme puc. 9 mpencraiena cxema ¢pparmeHTanuu 2-[ 1u-(4-metokcudeHmn)-A -
TEJUTAHWIHJIEH | -5, 5- TMME THIIIUKIIOTeKCcaH- 1,3-TMoHa B YCIIOBHSIX MPSMOTO BBOJA B Macc-

JIETEKTOp ¥ HOHU3aMKU B pexxnme XNAJI.
;j CH, 497 (~2.8%)

MeOOMe
Te +> MeO@Te
CH,

T 214 (~6.6%)
375 (~20%) 237 (5%)

MeO

MeO

/

%:y_,

o)
483 100%)
(100%) j -CH, cH,
-CH,0 Te :
MeO l +M " CHz
\©\ N 0 361 (~1.5%)
Tle /)H (0]
| OMe
MeO P9 M Te
(&
) CH;,
Te [e)
344 (~3.6%) 238 (~1.5%)
963 (~1.5%) ©
OMe Q
CH,
MeO
CH,
O 245 (~10%)

Puc. 9. Cxema ¢parmentauun 2-[ 1u-(4-merokcudermn)-A -remmannmnen]-5,5-
JUMETWILHKIIOreKcaH-1,3-11oHa B yCIIOBHX IPSMOTo BBOJA B Macc — JETEKTOP U
noHusanuu B pexxume XNAJL
W3 cxemMbpl BHAHO, YTO TIOMHMO TPOTOHHPOBAHHUS MOJIEKYJIIPHOTO HOHA U
oOpa3oBaHus auMepa HaOMIONaeTcss METWJIMPOBAaHHE MOJIEKYJIIPHOTO HOHAa M MOTEps
(parMeHTOB U3 OKPY KAIOLINX aTOM TEJUTypa TPYIII.

Takue pe3ynbTaThl NO3BOJSIOT MPEAINOJAraTh, YTO M APYTHE MPOU3BOAHBIE 3TOTO
Kjacca OyIyT UMETh XapaKTepHCTUYEeCKHe (parMEeHTHBIE MOHBI, KOTOPBIE MOXXKHO OyZeT
UCIOJIb30BaTh A UX MIACHTU(UKALUU B CIOXHBIX cMmecsx. OnHaKo, MHTEHCHBHOCTb
(parMeHTHBIX MOHOB HEBEJIMKAa U JJIS CO3JaHMs AHAIUTHUYECKUX METOIAMK HEOOXOIMMO
BBOJIUTh B MOJIEKYJIy XapaKTE€PHbIE 3aMECTHTEIH.
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3akntoyeHue

B ycnoBusx H® BOXKX-MC mnonmyuyensl xpoMmarorpaduiyeckue XapaKTepPUCTHKH
yAEPKUBAHUSI U MacCC-CIIEKTPhl AUAPWITEIUTYPUINAA U AUAPWIIUTEIUTypUaa. BrlsicHeHo,
YTO NPUPOAA UCIOIB30BAHHBIX PACTBOPUTENCH BIIMSAET HA MHTEHCUBHOCTb OTKJIMKOB KakK
o Y ®-criekTpopoTOMETPUYECKOMY, TaK U 110 MacC-CIIEKTPOMETPHUIECKOMY JI€TEKTOPaM.

Paboma evinonnena npu gpunancosoti noooepaicke
IIPOIrPAMMBI ®VHIJAMEHTAJIBHBIX UCCIIEJOBAHUHU ITPE3UIUYMA PAH 2011
«Co30aHue u cogepuiencmeosanue Memooo8 XUMU4ecKko20 aHaIu3a U Uccied08aHus
CMPYKmMypbl 6eujecms u Mamepuaiosy.
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