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AHHOTaAUuA

B nmanHoO#i pa®oTe mMoka3aHa BO3MOXHOCTh XPOMATOrpaduyeckoro pasiaciicHHss HEKOTOPBIX
MpeICTaBUTENeH TEJUTypOPTraHMUECKUX COSAMHEHHMH C TOCTEAYIOUUM JIe€TEKTHPOBAHUEM C TOMOIIBIO
MOBEPXHOCTHO AaKTUBHUPOBAHHOHN Jla3epHO# nmecopOruu/moHm3anmu. [IpuBeeHBI #  00CYXKICHBI
XpPOMaTOrpaMMbl UCCIEyEMbIX COCIUHEHHH, a TaKKe€ MacC-CHEKTPbl MOBEPXHOCTHO aKTUBHUPOBAHHOMN
Jla3epHO JIeCOPOIIH/ HOHU3AII Y. IToxa3ana BO3MO>KHOCTB UIACHTU(DUKAIH HOBBIX
TEJUTYPOPTaHWMYECKUX COCOMHEHUH TPH HM3YyYCHHH PEaKIHOHHBIX CMECEH HW3BECTHBIX HCCIIEAYEeMbIX
COEIMHEHUH.

KiaroueBble cjioBa: BBICOKOX(P(EKTHBHAS IKHIKOCTHAS Xpomarorpadus, IOBEPXHOCTHO
aKTHBHPOBAHHAsI JIa3epHAasl IeCOPOLIUS/MOHN3AIIMS, TEITYPOPTaHUYECKUE COSANHEHNUS

In this work we demonstrate the possibility of chromatographic separation of some organic
tellurium compounds with subsequent detection using surface-assisted laser desorption/ionization.
Presented and discussed chromatograms of investigated compounds, and also mass spectra of surface-
assisted laser desorption/ionization. The possibility of identifying new tellurorganic compounds in the
study of reaction mixtures of known compounds.

Keywords: hight-performance liquid chromatography, surface-assisted laser
desorption/ionization, organic tellurium compounds

BBepeHue

B mHacrosmee BpeMs uHTepec K TeiurypoprannueckuM coenunHeHusm (TOC)
00yCJIOBJIEH T€M, YTO B MpENapaTUBHOM OpPraHMYECKOW XMUMHHU 3TH COEIMHEHUS HAXOMAST
NPUMEHEHHE B KA4eCTBE PEAreHTOB (CEJEKTHBHBIX OKHUCIHMTENEH, IEeTalOreHUPYIOIINX
areHTOB NpU TMOJYyYEHUH aJKCHOB M AJKMHOB), KaTaJW3aTOPOB B IPOMBIIIJIEHHOCTH H
IIPOTUBOOITYXOJIEBBIX TpenaparoB B MeaunuHe [1,2]. JlaHHoe 0OCTOSITENBCTBO I€jlaeT
BEChbMa aKTyaJIbHbIM PEIICHUE 33J]aud MOHUTOPUHIA TEXHOJOTUUECKUX U OMOXUMHUUECKUX
IPOLIECCOB U, B NIEPBYIO OYEpE/lb, KAYECTBEHHOIO cocTaBa 00pa3noB. Huskas neryuects u
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BBICOKAsl ~ TEpPMOJAOMIBHOCTh  OPraHMYECKMX COEAMHEHMH  Teiulypa  3aTpyJHseT
UCIIOJIb30BaHUE Ta30BOi Xpomarorpaduu M Macc-CIEKTPOMETPUHU 3JIEKTPOHHOTO ynapa
JUTSL UCCTIEIOBAHUS UX CTPYKTYphI U CBOUCTB. [1o3ToMy 117151 aHaNMM3a KOMIIOHEHTOB cMecei
TOC HeoOX0aMMO IPUMEHSTH APYTUe BapHaHThl XpoMmarorpaduu u 0onee MATKUE METO/IBI
MOHM3AIIIH.

Lenpto nanHON pa®oThI OBUT MOAOOP YCIOBHU pa3feiieHUs KOMIIOHEHTOB cMeceit
TEJUTypOPTaHUYECKUX  COCAMHEHHH  METOJOM  BBICOKOA(()EKTUBHONW  KHUIKOCTHOM
xpomarorpadpun (HPLC; BDXKX) ¢ mnocienyromum IETEKTHPOBAHUEM HMX METOJIOM
MOBEPXHOCTHO aKTHBHPOBAHHOM J1a3zepHOM necopOumu/monmn3aruu (SALDI; ITAJIAN).

JKCNepuMeHT

B paGore Oblmm wHccrnenoBaHBl TELUTypOpraHUYECcKue coeauHeHus (Tadm. 1),
KOTOpbIe OBUIM TMOJYYeHbl MO W3BECTHBIM METOAMKAaM Ha Kadeape OpraHHYecKow,
OroopraHMYecKor U MeAUIMHCKOW XUMHUHU CaMapcKOro rocyapCTBEHHOIO YHHUBEPCUTETA

[2].

Tabnuua 1. Mccaenyemble TeTypOpraHMuecKie COeIMHEHUs

. CrpykrypHas popmyia
Ne Hazpanue kinacca (R = H: H3C: HyCO: (CHa),N: Br)
CoenyHeHNs IBYXBAJIECHTHOIO TEJLTypa
R R
1 Jnapwiremtypuasl
Te
n-TesypaHbl
R R
2 JnapunTtennypoKCUIbl Te
I
O

Xpomarorpapuueckoe TOBEACHUE HUCCIEAYEMBIX COEAMHEHUH  MPOBOIMIN
METOZOM 00parieHHO-(}a30Boi BBHICOKOd(PPEKTUBHON KHUIKOCTHOU XpomaTtorpapuu (OD
BDXX). DkcniepuMeHT mpoBOAWICS Ha KUAKOCTHOM Xpomatorpade Agilent 1200 Series
(Agilent Technologies, CIIIA) ¢ Y®-criekTpo)OTOMETPHUECKUM IETEKTOPOM C THOTHOU
matpuued (DAD).

OO6pa3ubl uccienyembix BemecTB Macco 2 + 10% wr pactBopsuin B 1 M
nojaxonsauiero pactoputens (Meranosn). CMecu HCCIEIyEeMBIX BELIECTB TOTOBMIM U3
pacTBOpOB WHAMBHIYaJIbHBIX KOMIOHEHTOB. Peakumonnsie cmecu TOC momywanu
cleyomuM oopazoM. JuapuiaTemrypoKCH bl (IUapuITeITypHibl) B3BeKBaid o 10 mr
+ 10% Ha aHAIMTHYECKUX BecaxX, CMEIIMBAIM M BHOCHIN B KalWJUIAP, 3alasHHBIA C
ofHOro koHuna. Jlajee, mMpoBOAWIM MPOTYBKY a30ToM B TeueHue 30 cek. W 3amauBajIu
BTOPOW KOHeI. 3areM, TOJIYYeHHYI0 CMECh BBIIEP)KHBAIM B TEYCHHWE 2 YacCOB IIPH
COOTBETCTBYIOIIEM TemneparypHoM pexume: 50, 100, 150, 200, 250 + 2°C.

[Tepen anamm3om 00pa30BaBIIYIOCS PEAKIIMOHHYIO CMECh pacTBOpsUIM B 1 M
metaHosa. O6beM BBOJMMON MpoOBI cocTaBisT 5 MKI. PacTBopbl 00pa3iioB BBOAMINCH B
xpomarorpad ¢ MoMompl0 MUKpommpuna. [ ymydimeHus pasgeneHus KOMIIOHEHTOB
UCIIOJIb30BAIM I'paiueHT aeToHuTpuia (AcN).
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OmoeHT A: 0,1 % 06. TpudropykcycHoit kucinotsl (TOVY)/Boaa. Dmoent B: 0,1 %
00. TtpudrTopykcycoir kuciotel (TDY)/aneronutpun. DioupoBaHHE HAYMHAIN C
MTOMOIIIBIO TTOIBMXKHOM (ha3bl cocTaBa 95 % amroenta A u 5 % smoenta B. [lanee nuneitHO
YBEIUYUBAIN KOHUEHTpanuio smoeHta B nmo 100 % 3a 12 muH, 3aTeM TPOBOIMIN
npoMbIBKY KOJOHKM 100 % nsmroenta B B TeyeHue 3 MHMH. M ypaBHOBEUIMBAaHHUE [0
HayalbHBIX ycioBuil 3a 2mMuH, CkopocTh moaBmwxHON (as3sl 1min/mun. Kononka Agilent
Eclipse XDB-C18, 5 mxwm, 80 /f\, 150 x 4,6 mm. Temrniepatypa Tepmoctara KoyioHkH 25°C.

OmoaT coOupanu B BHAE OTIACNBHBIX (pakuuid MO KaKIOMY KOMIIOHEHTY
AHAIM3UPYEMBIX CMECei, HAHOCWJIM Ha METaJUIMYeCKyl0 MUIIEHb B KOJHUYecTBE | MK,
BBIICP)KUBAIM TPU KOMHATHOW TeMIEepaType 0 UCHapeHus xpomaTorpaduueckoit
xunkoctu. Hcmomb3oBamu  macc-cnektpomerp MALDI  TOF  Ultraflex (BRUKER
DALTONICS). A3zotHblii na3ep (qyuHa BoiHbI = 337 HM) ¢ yacToToii umiynbcea 20 I'm.

Hudpamu Ha pHucyHKax yka3aHbl MacCOBble YUCla (OTHOILIEHUE MACChl K 3apsany
MOHA) M/Z TeITyPCOAePKAIIIX (ParMeHTOB IS H30TOIOB -~ Te.

O6cyxaeHue pe3ynbTaToB

MeToapl  KUAKOCTHON Xpomarorpaduu ¥ J1a3epHOM  MaccC-CIIEKTPOMETPUHU
UCTIOJIB30BAJIMCH C IIETBIO OMPEIEIINTh BOSMOXKHOCTh MX MpuMeHeHus i aHanu3a TOC.
Omnpenenenre BpeMEHU YACPKUBAHUS aHATM3UPYEMBIX COCAUHEHUH MpoBoawIn 1o Y D-
CHEKTPO()OTOMETPHUYECKOMY  JCTEKTOPY. Macc-CIIeKTpOMETpUsT €  HWHUIUUPOBAHHOMN
MOBEPXHOCTBIO JIA3E€PHOM JIeCOPOLME/MOHU3AIMCH HCIIONB30BAJIACh HAMH C  IIEJIBIO
MOKa3aTh BO3MOXXHOCTh MMPUMEHEHHUS TaHHOTO MeToa 1t uaeHTudukanuu TOC, motomy
YTO ONpeAeTCHUE TeTypcoJepkamero (GparMeHTa B UCCIEAYEMbIX OOBEKTaX IaHHBIM
METOZIOM HE TPEACTaBIsIeT TpyZAa, Onarojapsi XapaKTepHOW HM30TOIHOW KapTHHE aToMa
teutypa [3]. MccnenoBaHue XpoMaTorpaMM HMHIAMBHIYaTbHBIX KOMIIOHCHTOB IMO3BOJIUIIO
MOKa3aTh OTCYTCTBUE MPUMECEH B MCCIEIYEMBIX COCIMHEHMSIX (unctoTa Oosee 98 %) u
OTIPENICIIUTh UX BPEMEHA yICPKUBAHHUS.

HurtencuEHOCTE, Yol 2.

6,73 5
3 8,25

2500 -| 1
2000
1500 - 4

1000 o

500 -
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T T T T T T T
x) 2 4 & 2 10 1z

Puc. 1. XpomarorpamMma MOJEIbHOM CMECH TUAPUIITEILTYPOKCHUIOB:
1) (C6H5)2Te0, 2) (4-(H3C)2NC6H4)2TGO, 3) (4-CH3OC6H4)2TGO, 4) (4-H3CC6H4)2TCO,
5) (4-BI‘C6H4)2TGO

B kauectBe mopenvHO# cmecu TOC Obuia BbIOpaHa cMech, COCTOSINAs U3 TSTH
quapunTeTypokcunoB (puc. 1). Bpemena ynepkuBaHusS KOMIIOHEHTOB B CMECHU
COOTBETCTBYIOT BpEMEHAM YJIEpKMBAHUS HHIUMBUAYAIBHBIX UAPUWITETYpOKCHIOB. B
Tabnuie 2 mpuBEICHBI OCHOBHBIE MapameTphl yaepkuBanus TOC Ha komonke Agilent
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Eclipse XDB-C18. Ha mnpezacraBieHHOW XpoMmarorpamMme BHUAHO, YTO THKH 2 U 3
HEJI0OCTAaTOYHO XOPOLIO pa3zelieHsl (paspemienne nukoB Ry = 1,58). M3menenue yciosuii
XpoMmaTorpapuueckoro pasJeiaeHusl HUCCIeAyEeMbIX COSIMHEHMH MO3BOJIMIO M0A00paTh
Takue yCIIOBUS, npu KOTOPBIX paszneneHue MTUKOB (n-
JTUMETUIaMUHOGEHUI ) TEIUTYPOKCHIa U TH(1-METOKCU(ESHUI ) TEJUTYPOKCHIA B U3y4aeMOi
CMECH 3HAYUTENbHO YyIydmwioch (puc. 2). DTo OBUI0O JOCTUTHYTO, Omaromaps
yBenuueHuto KoHueHTpauuu TOY B noasmxHOU ¢aze mo 0.4 %. B stom ciyuae
OPOMCXOOUT  MOAU(HKAIMUA  TOBEepXHOCTH  copbenta TOY u  nHabmonmaercs
B3aUMOJICUCTBUE  AM(7-AUMETHIAMUHO(PEHW)TEIUIYpOKCHIa € MoA(GUKATOPOM
MOBEPXHOCTH TIO KHUCIOTHO-OCHOBHOMY THIy, B pe3ylbTaTe€ »3TOT0 €ro Bpems
yIEp)KUBAaHUS 3HAYUTEIHFHO YMEHBIIACTCS M HAONIONAeTCs XOopollee pas3ieiieHHe BCeX
KOMIIOHEHTOB MOJICIIBHON CMECH.

Tabmuua 2. OcHoBHble mapamerpsl yzaepxkuBanuss TOC Ha kononke Agilent Eclipse
XDB-C18

Bpens K's K' . | 8(AG)iq,
No | ®opmyia coequHeHus | yaepKUBaHUS, Ilg K ’
CMECH | MHIWBUAYAIbHBIX JIx/Monb
MUH. (tr)
1 (C¢Hs),TeO 6,256 3,15 3,14 0,498 0
2 | (4-(H5C),NCeHy),TeO 6,683 3,43 3,44 0,535 -211
3 (4-CH30CeH4),TeO 6,777 3,49 3,45 0,543 -254
4 (4-H;CCeH4),TeO 7,662 4,08 4,07 0,610 -641
5 (4-BrCg¢H,),TeO 9,249 5,13 5,11 0,710 | -1209

rne K' — dakrop ynepxusanms, lg K' — morapudm daxropa ynepxkusanus, d(AG)is —
pa3HocTh AuddepeHnnaIbHbIX MOJBHBIX SHepruit ['m6bca amcopOuuu Bemects (T =
298,15 K).

HuTercHBHEOCTE, YOI B 3 736 524

2500 o 5
2000 6,83
1500

823
1000

6,22
500

| AL

Puc. 2. XpOM.aTOFpaMMa MOJICJILHOM CMeCH JAAPUITEIIITY POKCUIOB |
(0,4 % TCDV)I 1) (4-(H3C)2NC6H4)2T€O, 2) (C6H5)2T€O, 3) (4-CH3OC6H4)2TGO,
4) (4—H3CC6H4)2TGO, 5) (4—BI‘C(,H4)2TGO

[Tocne  mombopa  xpomaTorpaMueckux  yCIOBMM  pa3jeneHuss  OblLIU
IPOAHAIM3UPOBAHbl PEAKIMOHHBIE CMECH, NojydeHHble npu HarpeBanun TOC. [lns
HOJY4YeHUsl CIO0XKHOM Mo cocTaBy peakuuoHHOW cMecn TOC HarpeBaHHMEe KOMIIOHEHTOB
UCXOAHON cMecH Heo0Xoaumo Obu1o mpoBoauTh npu temieparype 100-150 °C B Teuenue
2 yacos (puc. 3).
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Puc. 3. Xpom

T
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1258 15

atorpamma peakimonnoit cmecu TOC: (4-(H3C),NCgHy4),TeO u

(4-CH30C¢Hy),Te, narpeBanue nipu temneparype 150 °C B Teuenue 2 4acoB

Jlnst kaaoro KOMIIOHEHTa AaHHOW cMecH (uku Ne 1-6) ObLTM MOJyYeHBI Macc-
cnextpsl ITAJIJIM ¢ NOBEpXHOCTH MOMJIOKKH W3 HEPKABEIOUIEH CTaau, KOTOpbIE

MIPUBEICHBI Ha pUC. 4.

B Tabn. 3 mpuBeneHbl CTPYKTYpHbIE (OPMYJBI MOHOB, 00pa3oBaHME KOTOPBIX
ynanock 3a(UKCHpOBATh NpPU HOHU3AIMH HCCIETYyEMBIX KOMIIOHEHTOB PEaKIMOHHOM

CMCCH.

Tabmuua 3. CTpykTypHbIe HOpMYJIIBI HASHTU(PHUIUPOBAHHBIX HOHOB

3HaueHue m/z

CtpykTypHas ¢popMyina HOHA

1 2
H3C\ _| . +
121 N
H,C
+
H3C\ +
227 /NOCHS
H,C
H,C cn,| T
OO
H,C CH,
_I_
344 H3C04©7Te4©70CH3
H,C *
357 . >NOT6@OCHS
H,C
+
361 H3C04<j>7ﬁ64<j>70CH3 H
0
+
383 H3CO‘©7$64©70CH3
ONa
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1 2
+
H,C
396 : /NOTe OCH_3|
H,C |
ONa
—| +
H3C04©7Te OCH,
451
OCH,
H,C N
N Te OCH,
H,C
464
OCH,
J’_
H,C “on,
490
/N\
H,C  CH,

[IpuBeneHHbIE MaccC-CIIEKTPbI
COCIMHEHUI B peakunoHHOW cMecH (rmuku Ne 2-5). Hanbonpmmii mHTEpEC NpeacTaBisieT
muk Ne 2, KOTOpPBI COOTBETCTBYET HECUMMETPUYHOMY #-ITUMETUIaMUHO(EeHU(7-
METOKCU(EHIIT ) TeJUTypOKCH Y. MOJEKyYIISIpHBINA MOH TaHHOTO COSAMHEHUS 3a(pUKCHPOBATD
He ynanochk. OnHako B Macc-cnekTpe nuka Ne 2, oOHapy»xeHbl HOHBI ¢ m/z = 357, 396,

464, xoTo

121
HHTeHCHBHOCTE,
yeLen.

L

R .'l. n.]l.

AOKA3bIBAOT COACPKAHUC TCIIYPOTaHUYCCKUX

pble oTBeuaroT HoHam [M-0O]", [M+Na]", [M-O+Ar]".

ke Nel

i 4.|.L [N,

121

..lLu.A.

27

THK N
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Puc. 4. Macc-cnektpsl [TAJIJIN komnonenToB cmecu TOC:
4-(H3C),NCHy)2TeO u (4-CH30C¢Hy),Te, narpetsix npu temneparype 150 °C B Teuenue
2 4acoB

3aknrouyeHue

1. U3yueno xpomarorpaduueckoe MOBEACHUE TUAPWITESIUTYPOKCHUIOB H UX CMeCen
B ycinoBusix O® BDOXX. Paccunranbl 3HaueHus (akropa yIep>KUBaHHS U Pa3HOCTH
nuddepeHIaIbHBIX MOJIBHBIX dHepruil [ mo0ca aiis aacopOIuy STUX BEIIESCTB.

2. N3yuensl Macc-criekTpbl [TAJI/IW, nonydeHHbIE 7151 JaHHBIX BEIIECTB MOCIE UX
pasznenenus merogom OD BOXKX.

3. Iloka3aHa CIOKHOCTh COCTaBa PEAKIMOHHBIX CMECEH HMCCIIETyEeMbIX BELIECTB, a
TakKE€ BO3MOXXHOCTH O0pa30BaHUS HECUMMETPUYHOTO  JTUAPHWITSIUTYPOKCHUAA W3
CUMMETPUYHBIX COETMHEHUI NPU HarpeBaHUU.
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