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AHHOTaUuA

ObcyxmaeTcs cnoco® Ta30XpoMaTOrpa(uueckoro ONPENeNICHHsT CEepoCOAEPKAIUX KOMIOHEHTOB
muzensHoro TorumBa ([T) ¢ ucnosnp3oBaHMeM TBepAO(pa3HON HKCTPAKIHMK Ha CBEPXCIIHUTOM IOJUCTUPONIE C
moclneaylomuM  (paknHOHHBIM ~ BIIOMpoBaHMEM H  ['X-aHanm3oM ¢ INIaMEHHO-(OTOMETPHYECKHM
nerekTupoBanueM. IlokazaHo, uTo IpoBefeHUE (PAKLIUOHHOTO HIIOMPOBAHUS HA CBEPXCLIMTOM IOJIUCTUPOJIE
Purosep-200 mpuBOIUT K  TPAaKTHYECKH IONHOMY YIAlCHMIO amkaHOB m3 obOpasma [T, a mcnombs3oBaHme
IPUHIUIA JTUTaHIHOro oOMeHa B ycnoBusax TOD Ha cynbdhokatnonute MN-502, MoauduIupoBaHHOM KaTHOHAMHU
Ag+ ¢ mocnenyonmM (pakIHOHHEIM 3IIONPOBAHHEM ITO3BOJNISCT B 3HAUUTENBHON CTEIICHM Pa3/eNUTh apeHbl H
cepocojiepiKalliie apoMaTHIecKne coequHeHns. Ha 0CHOBaHHMH TOIy4eHHBIX Pe3yNbTAaTOB MPEATOKEHa METOJUKA
OIIPEENEHHs CEPOCOIEPKAIUX KOMIIOHEHTOB B 00pa3LiaxX AU3eIbHOrO TOILIMBA.

KiaroueBble clioBa: cepocofepialiie KOMIIOHEHTHI AM3eNBbHOr0 TommBa, ['X, TBeprodasHas
9KCTPAKLUSL, CBEPXCLIUTBII NONUCTUPOIL, TUTaHIHBIH 0OMEH.

Gasochromatographic (GC) determination of sulfur compounds in diesel fuel with use of solid-phase
extraction on hyperbranched polystyrene with the subsequent fractional elution and gasochromatographic analysis
with frame-photometric detection is discussed. It is shown, that fractional elution on hyperbranched polystyrene
Purosep-200 leads to almost full removal of alkanes from sample of diesel, and of the using of ligand exchange
principles in the conditions during the solid-phase extraction on cationexchange MN-502, modified by silver
cations with the subsequent fractional elution allowes to separation substantially arenas and sulfur aromatic
compounds. On the basis of the obtained results the method of determination of sulfur compounds in the diesel
fuel is suggested

Keywords: sulfur compounds in diesel fuel, GC, solid-phase extraction, hyperbranched polystyrene,
ligand exchange

BBepeHue

OpHOMl W3 BaXHEHIIMX 3a1ad KOHTPOJIA KadecTBa HE()TH M TIPOIYKTOB €&
nepepadOTKU SIBISETCS ONpeAETICHUE B HUX COJEpXAaHMUS Cephl, MPUCYTCTBHE KOTOPOM
IPUBOJUT K LEJIOMY Psily HETATUBHBIX MOCIEACTBUI. AKTUBHbBIE CEPHUCTBIE COEINHEHUS,
TaKue Kak ceposooopo0 W MepKanmawubsl, BBI3BIBAIOT CHUJIBHYIO KOPPO3HMIO TOIUIMBHOM
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CUCTEMBI JBUraTeled W TPAHCHOPTHBIX €MKOCTed. 3arpsA3HEHHOCTh CEPOOPTraHuYECKUMU
COCIMHEHUSMU HEPTEIPOAYKTOB, HCIONB3YEMBIX B TMPOMBIIUICHHOM OPTaHUYECKOM
CHUHTE3€ U TOJBEPraeMbIX KaTaJUTHUYECKUM IPEBPALLECHUSM, OTPHUIATEIHHO BIHAET Ha
CPOK CITY>KOBI KaTaIH3aTOPOB.

«HeakTuBHBIC» CEPHHUCTBIC COCAMHEHUS (muoghenvi, mempazuopomuoghensi,
cynbduosvl, oucyib@uosl) KOppO3UU HE BBI3BIBAIOT, HO TMPH HMX CTOpPaHUU OOpa3yroTCs
okcunbl cepbl SO, u SO3, Mo AeHCTBUEM KOTOPBIX MPOUCXOAMUT OBICTPBIA KOPPO3HIHBIN
HU3HOC JIeTajiel JBUTATeIICH.

MHorue apomaTuiecKkue OpraHuuecKie COeAMHEHUS CEPhI SIBIISIOTCS. MyTareHaMy WU
KaHueporeHamu [1].

TakuM 00pa3zoM, BO3HHKAET 33]a4a CTPOroro KOHTPOJISI CONEpKaHMs Cepbl B HEQTH U
npoaykTax e€ mepepaboTku. s Toro, 4toObl OXapaKTepH30BaTh CEPHUCTHIC COSIUHEHUS B
JIM3EILHOM TOIUIMBE, HEOOXOANMO pa3padoTaTh METOMWKY BBIICIICHUSI 3TUX KOMIIOHCHTOB W3
ToriBa. D(M(GEKTUBHBIM METOIOM OTIEIECHHS CEPOCOAEP AIIMX BEUIECTB OT YIIIEBOIOPOJIOB
TOIUTMBA MOTJIa OBl OKa3aThCs TBepmo(dasHas AKCTPAKIUS C TPUMCHEHWEM  IMPHHIIUIIA
JIMTaHIHOTO OOMeHa [2 — 5].

OKCNnepumMeHT

TBepaodazHas sKCTpakiysl Ha CBEPXCUIMTOM MOJUCTUPOJIE

B xauectBe copOeHTa TpH MpoOBeNEeHUU TBEPAO(DA3HOM HSKCTPAKIMU BBIOpaH
cBepxcuThiil oauctupos Purosep-200. CopOenToMm (3 T) 3aMONHAIM MEPHYIO MUIETKY
Ha 5 MJI, B HWXKHHUI KOHEIl KOTOpOM ObUI MOMELIEH BAaTHBIM TaMIOH, KOTOPBIN najee
npombiBand 10 M XJIOpPHUCTOrO METHJIEHA, BBICYUIMBAIM B TEYEHHE MHUHYTHI I0]
BaKyyMOM BOJOCTPYHHOTr0 Hacoca U Jjajiee KOHAUMIHOHUpoBainu 10 My rekcasa.

O0pa3zer] AM3eIbHOTO TOIUIMBA PACTBOPSUIM B rekcaHe (1:5, 00beMH.) 1 BHOCWIIU B
KkosoHKy (1 mut). Jlanmee mnpomMbIBaHHEM 4 MII F€KCaHa 3IIOMPOBAIM alKaHbl, [IOCIE YETO
XJIOpUCTBIM  MeTuiaeHoM (1 M) necopOupoBajid  OpraHUYECKHE CepocoeprKalue
COCIMHEHUS U TIONUsAIEpHBIC apoMaTuieckue yriaeogopoast (ITAY).

AHanu3 »moata MPOBOAWIM Ha ra3oBoM Xpomarto-macc-crnekrpomerpe (I'XMC)
Shimadzu GCMS 2010.

IIpoBesieHUe HKCHEPUMEHTA [0 JUTaHJAHOMY OOMEHY, B pekuMme TBepjaodasHoi
DKCTPAKIIUU

B kauectBe copOeHTa HaMM BBIOpaH CyJIb()UPOBAHHBIN CBEPXCUIMTHIN MOJIUCTUPOI
(MN-502). CopbeHT mpeaBapUTEIbHO U3MENIbUaIl B MEJIBHUIIE M 3aTEM CEAUMEHTAIUEH
yAaIsid Haubosiee MeKue U KpyIHble yacTHlbl. [lomydeHHbI cOpOIMOHHBIN MaTepual
umen pasMepsl 3epeH 50-200 mMxM. 3ateM ero MOAMGMUIIMPOBATN KAaTHOHAMH METAaJIOB,
UCToNb3ysl BoJHbIE pacTBOpPHI costeit AgNO; niu PdCl,.

MouduipoBanne copbeHTa HOHAMHU Ag

Hagecky nmoaroroBieHHOM cMOJbI (~ 3T) BHOCWIM B MEPHYIO MUIETKY HA 5 MJI, B
HVDKHUM  KOHEI| KOTOPOH ObLI TOMEIIEH BaTHBIM TammnoH. Yepe3 copOeHT,
HpeBapUTeNbHO KOHIUIIMOHUPOBAHHBIM CIMPTOM, B TedeHue 2 4 mpomyckamu 150 mn
0.05 M BomHOro pacTBOpa HHUTpaTa cepebpa, 3areM — mnpombiBadu 10 M Boabl U
BBICYIIMBAJIM B CYIIWIbHOM IKady mpu temneparype — 80 °C. Tlocne nponyckanus 10
MJI XJIOPUCTOTO METHJIEHA U BBICYIIMBAHUS 110/ BAKYYMOM BOJOCTPYHHOTO Hacoca (2 MuH)
KOJIOHKY KOHJIMIIMOHUPOBaIU rekcadoM (10 mu).

Mommburmposanue copberra nonamu Pd*”

Hagecky copOenTa (~3r) no6asmnsanu k 150 ma 0.05 M Bognoro pactsopa PdCly, u
cMech TmepememmBany B TeueHue 12 4. Ilocime yero copOeHT OTHMIBTPOBBIBAIH,
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BBICYIIMBAIM B CyIIMJIBHOM mKady mpu Temrepatype 80 °C u nomermamu B MEpPHYIO
nunetky Ha 5 Mi1. [ToaAroToBiIeHHYI0 KOJOHKY ¢ cOpOeHTOM IpoMbIBaiu 10 M1 XJI0pUCTOTO
METHWJIEHA, BBICYLIMBAIM IOJ BaKyyMOM BOJOCTPYWHOro Hacoca (2 MHH) M  Jajee
KOHAMLIMOHUpoBanu 10 My rekcasa.

DpaKIMOHHOE ITIOUPOBAHUE KOMIIOHEHTOB 00pasiia

OO0pa3enr AU3eIBHOTO TOTUIMBA pacTBOPsUTU B Tekcane (1:5,00peMH. ), u 3aTem | mi
MPUTOTOBJICHHOTO pacTBOpa IMOMEIaIl B IMHUIETKY, COJIEPKALlyl0 MOIU(ULIUPOBAHHBIN
copOenrt. Jlamee uepe3 cOpOEHT IMOCIIEIOBATENFHO MPOMyCKaNIM 2 MIJI TeKcaHa, 4 Mo
pacTBopa rekcan-xjopuctoro MmetuieHa (10:1,00bemMH.) 1 1 MJI XJIOpHUCTOTO METHIICHA.

Cogmepxumoe (pakuuy smr0ata ¢ XJIOPUCTHIM METHJICHOM aHaJIM3UpOBajid Ha
I'XMC Shimadzu GCMS-2010.

KonunuecTBeHHBIN aHAIN3

1 mn pactBopa oOpasua (T : rekcan 1:5) BHocuiCS B KOJOHKY C COPOEHTOM.
Jlanee mocnenoBaTenbHO MPOMyCKald 2 MJ TeKCaHa, 3 MJ CMECH T'€KCaH:XJIOPUCTHIN
metmiieH 10:1, cepocoaeprkaniyie KOMIIOHEHTBI ATIOUPOBAIM 1 MJT XJIOPUCTOrO METHUJICHA.
OTy nocnenHow (Qpakiuio aHaIU3UpoBaIl Ha razoBoM xpomarorpadge GC-2010 ¢pupmel
Shimadzu, ocHaIeHHOM TIAMEHHO-()OTOMETPHYECKUM JETCKTOPOM.

Pe3ynbTaTbl U UX 06CyXaAeHUe

OcHOBHOM TIpoOJEMOIl TpHU TMPOBEAECHUU KOJUYSCTBEHHOTO W KadeCTBEHHOTO
aHaJIM3a TU3EeTFHOTO TOTUINBA SBIISIETCS MHOTOKOMITOHEHTHOCTE cocTaBa mpooOs (~200-300
COEIMHEHUIN), IPU COIEP)KAHUU CEPHUCTHIX coenuHeHuil < 0,5%.

[Ipn BeIMONHEHWH KadecTBEHHOTO [ X-aHanm3a WIASHTH(PUKAIUS JakKe C
WCITOJIb30BaHUEM I1aMeHHO-poToMeTrprudeckoro (I[IDJ]) m macc-CmeKTpoMEeTpUIECKOTO
(MC)-nerexTopoB 06€3 crnenuaibHOW MPOOOMOATrOTOBKM 3aTpyAHeHa. lcmoib3oBaHue
Macc-(parmeHTorpadu He TapaHTUPYET KOPPEKTHOW MJICHTU(PHUKAIMKA H3-3a CIIOKHOCTH
CMECH, YTO OBLJIO TPOBEPEHO HAMU B CEPUU CIEIIHATBHBIX IKCIIEPUMEHTOB.

bouin 3amanHbl 4 XapaKTePUCTHUECKUX MOHA OJHOTO U3 CEpOCOepKaluX
KOMIIOHEHTOB 00pa3ia AW3eIbHOTO TOIUIMBA, MOCIE Yero ObUI MPOBEJAEH €ro aHalu3 M0
3THUM HOHaM.

Ha macc-¢gparmenTorpaMme 3aperucTpupOBaHO HECKOJIBKO WHTEHCHBHBIX TTHKOB,
U3 KOTOPBIX TOJBKO OJMH COOTBETCTBOBAJ HCKOMOMY KOMIOHEHTY. OcTanbHble —
o0pa3oBaHbI B pe3yJibTaTe PparMeHTAUN JPYTUX KOMIIOHEHTOB.

Bce 910 yKka3piBaeT Ha  HEOOXOIMMOCTb  KCIOJNB30BaHHUS  IUIAMEHHO-
doromeTrpuyeckoro aerekropa (IID/]), cenekTUBHOTO Ha cepocoaepKaIIue OpraHUIEeCKHIe
coenuHeHus.  Ilpm sToM cymiecTByeT mpolOiieMa TramieHusl IUIAMEHH, BbI3BaHHAs
NEepPEKPhIBAHUEM CEPOCOJAEPKAIINX KOMIIOHEHTOB C YIJIEBOIOPOIaMUA MATPHUIIBI.

Jlnsa pemenus npoOieM, CBI3aHHBIX C BIUSHUEM MaTpUIIbl, MBI PACCMOTPEIH JIBa
BapHaHTAa:

— Hcnonb3oBanue TDD nHa copbente Purosep 200 (csepxcuumuiii noaucmupon),
oOnamaromeM  MOBBIIIEHHBIM  CPOJCTBOM K  apOMaTHYECKUM  COCIUHEHUSM, C
nocneayomuM GpakIMOHHBIM 3JI0MPOBAHUEM aHAJIUTOB.

— OpaKIMOHHOE MTIOUPOBAHNE COPOUPOBAHHBIX KOMIIOHEHTOB C MCIOIh30BAaHUEM
MPUHIIKIA JINTAHJAHOTO OOMEHa.

Becbma nepcneKTUBHOW HIIEEM ONPENENICHHS] CEPOCOAEPKAIUX KOMIIOHEHTOB Ha
¢doHEe YrIeBONOPOAOB SBISETCS MPUMEHEHHE B KauecTBE JTana MpoOONOArOTOBKU
CEJIEKTUBHON TBepA0(a3HOM IKCTPAKLIUU HA CBEPXCIIUTOM nonuctupoie Purosep-200.
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B nusenbHOE TOMIMBO A00aBisiiu THO(EH, TUMETUIANCYIb(GHI 1 OeH30THO]EH,
IIOCJI€ Yero IMOJIy4YeHHBIH pacTBOp pa3z0aBisiii B 5 pa3 rekcanoMm. [lomyumnu cmech ¢
KOHIIEHTpaIueid KoMnoHeHToB ~ 100 ppm. Yepe3 moaroToBICHHBIN COPOSHT MPOIYCTHIIN
1 mi aToro pactBopa, a 3aT€M HECKOJIbKO pa3 — mo | mu rekcana. Ilocne kaxaoro
JTIOMPOBAHUS TIPOBOAUIICS razoxpomarorpaduyecKkuil aHaIu3 Iroarta.

VYcTaHOBIEHO, 4YTO AU TSDKEIBIX CEPOCOAEpXKAIUX COEIAMHEHUH IPOMBIBKA
TFeKCaHOM MO3BOJISET TOBOJIBHO 3aMETHO Pa3rpy3uTh XpoMaTorpamMmy (Mporyckanue 4 mi
reKcaHa He BBIMbIBaeT ¢ copOeHTa auMeTunaucyibhun u Oenzoruoden). Tuoden
HauMHAET 3JIIOMPOBAThCA 3-UM MII TE€KCaHa, MpPU 3TOM 00pasel] HE JOCTaTOYHO IOJIHO
OTMBIBAETCS OT AJIKAHOB.

Cnenyer OTMETUTH, YTO CEPOCOAEpIKAIME KOMIIOHEHTHI JU3EJIbHOIO TOIUIMBA
MPEJICTaBICHbI, B OCHOBHOM, O€H30THO(GEHOM, AUOEH3THOGEHOM U UX TOMOJIOTaMH.

[Ipn npombiBanuu copOeHTa 4 MJI reKcaHa JOCTUTajach MaKCUMajbHas CTENCHb
OUYMCTKU TPOOBI OT aIKaHOB U MPH 3TOM HE MPOUCXOJUJIA MOTEePs ITUX CEPOCOACPKAIINUX
KOMIIOHEHTOB.

Jlanee HeoOX0AUMO OBLJIO ONTUMHU3UPOBATH COCTaB SIIOMPYIOLIEH CHUCTEMBI IS
U3BJICYEHUSI CEPHUCTHIX KOMIIOHEHTOB. VICIBITaHBI alleTOHUTPWI, AUATUIOBBIA 3Qup U
XJIOPUCTBHIM MeTuieH. Pe3ynbTaThl MOJENBHBIX HKCIEPUMEHTOB MO CTENEHU H3BJICUCHUS
OeH30THO(EHa ¢ UCTIONB30BaHUEM PA3IMYHBIX PACTBOPUTEIICH MTPEACTaBICHBI B Ta0I. |

Tabmamma 1.
XIOpUCTHIN N
DIIOEHT ALETOHUTPUI p JusTunoBeiid a¢up
METHUJICH
CreneHb U3BJICUCHUS
o 82+5 94+6 87+5
6enzoruodena,%

MakcumanbHas CTENeHb M3BJICUCHHMA HaONIOJaeTcs B Cllydae XJIOPUCTOTO
METHJICHA.

HecMmoTpss Ha 3HAUMTENBHYIO Pa3rpy3Ky XpoMaTOrpaMMbl NPH HCIOJIb30BAHUU
T®D na Purosep-200, nanbHeleMy KaueCTBEHHOMY U KOJIMYECTBEHHOMY OIIPEJIEICHUIO
CEpHUCTBIX KOMIIOHEHTOB BCE )K€ MELIAIOT M0JIMapOMATUYECKHUE YTIIEBOAOPO/IbI, KOTOpPhIE
IIIOUPYIOTCS OJHOBPEMEHHO C CEPOCOAEPKAIMMU OPraHUYECKUMHU BELIECTBAMM.

TeepnodasHas SKCTpakiys, BKIIOYAIONIAs CEICKTHBHOE KOMIUIEKCOOOpa3oBaHUe C
YYaCTUEM CEPHUCTBIX COEAMHEHUM.

Jlng MakcuMallbHOM pas3rpy3ku xpomartorpaMmMmbl oT ITAY u yrineBonoponoB Mbl
NPOBEIM CEpUI0 DKCHEPUMEHTOB MO  TBepAO(a3HON SKCTpakiMu Ha  copOeHTe,
MOAM(HUIIMPOBAHHOM KAaTHOHAMH METAUIOB. B KkadecTBe KaTMOHOOMEHHOH CMOJBI B3SIT
CyIb(UPOBaHHBIA CBEpXCIUTHIN mosmctuposn (MN-502) co cpemHuM nuaMeTpoMm 3epHa
100 MKM.

Br110 pemeHo Mcmonb30BaTh B KauecTBE MOAU(PUKATOPOB COJIH Pd*" u Ag+. D10
00yCIIOBJICHO T€M, YTO JaHHBIC KATUOHBI SBISIOTCS MATKAMU KHCIOTaMU U CIIOCOOHBI
00pa3oBBIBATh KOMIUIEKCHI C CEPOIl B CTETICHU OKUCIICHUS -2.

[Ipu mpoBexenun mpoueAypsl MOAUDHUKAIMK CMOJBI KaTHOHAMU HCIOJB30BaN
pekomernanuu [6]. Takum oOpazoM, OBIITM TPUTOTOBJICHBI JBE KATHOHOOMEHHBIE CMOJIBI:
TepBast — ¢ cofepKaHneM HoHOB Ag™ ~3%, BTopas — ¢ cofepkaHueM HoHOB Pd™" ~2,5%.

MopenbHyto cmech OeH3ojia, Toiyosna U ThodeHa B rexcane (1 mu1) BHOCHIU B
KOJIOHKY C JIMTaHJO0OOMEHHOW cMoioi. Jlasee NpOBOAMIN SIIOMPOBAHHE T'€KCAHOM
(mocnenoBaTenbHO NO 1 MIT); AMIIOAThl AHAIM3MPOBAIM HA XPOMATO-MacC-CIIEKTPOMETpE
GCMS 2010.
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Pesynbrarhl sKcriepuMeHTOB Ha copOeHTe, MomudumupoBanHoM uoHamu Pd(I1),
IIpEJICTaBJIEHbI Ha puC.1.

Tuoden ynepxusaercs cuibHee, YeM HM3ILUE apoMaTHYeCKHe yriieBolopoisl. K
MOMEHTY BBIXOJa IMEpBBIX Mopiui THodeHa Oonpinas yacts Tonyona (90%) u Genzona
(95%) yxe u3BieuyeHa.

AHasiorn4yHasi cepus OSKCIIEPUMEHTOB Oblja TpoBeleHa M Ha copOeHTe,
MoauduIEpoBaHHoM HoHaMu Ag'. ITomydeHHble HAMH PE3yNbTaThl CBUAETENLCTBYIOT 00
OTCYTCTBUH CYLIECTBEHHBIX PAa3JIMYUi B CBOMCTBAX MPUTOTOBJICHHBIX JIMTaHJ000MEHHBIX
cmoin. Ilpym panpHEMIIMX aHauM3ax pealbHbIX O00pasloB Mbl HPHUMEHSUIM CMOIY,
MOIM(DUIMPOBAHHYI0 MOHAMH Ag', Tak KakK Tpoleaypa TOATOTOBKH copOeHTa Gojee
npocTasi ¥ JIeIieBasi.

Ananuns peaibHBIX 00HEKTOB

[TonGop onTUManbHON ANMIOUPYIOMIEH CUCTEMBI TPOBOAMIN CIEAYIOMIUM 00pa3oM.
OO0paserr QU3eNBHOTO TOIUIMBA PACTBOPSUIM B TEKCaHE B OOBEMHOM OTHONICHHMH 1:5 U
BHOCHIIM B KONOHKY. [locie Toro, kak pacTBOp BIHTAJCS, MPOMYyCKald SIIOCHT. B
Ka4eCTBE DITIOUPYIOIIUX CHUCTEM MPUMEHSUTH CMECH Pa3IMuHBIX pacTBopurtencii. CHavana
OCYIIECTBIISJIOCH AIIOMPOBAHUE YHMCTHIM T€KCAaHOM. Pe3ynbTaThl MoKas3ald, 4TO YIAeTCs
MOJTHOCTBIO OTJIEIUTh MPEIEIbHBIC YTIIEBOAOPOLL. [Ipy 3TOM AIIOMpPYETCS U HEKOTOPOE
konuuecTBo ITAY.

JIJist M3BJICYEHUS CEPOCOJICPIKAIMX KOMIIOHCHTOB HEOOXOJAMMO OBUIO YBEIWYHUTH
MOJISIPHOCTH ITIOUPYIOIIEH CUCTEMBI.

amEn

22

™ 3

e |

Puc. 1. XpomarorpamMmma ncxomaHoro oopasima (A) u 31r0aToB MOIEITBHON CMecH
(b, B). 1-6enson; 2 — trodeH; 3 — Tomyon. XpomaTtorpamma b: amoar —rekcan (4-i mi),
B: amroat — rexcan (5-p1it MuT). Y CI0BHS aHAIKM3a: Ta30BBIH XpOMATO-MaCC-CIIEKTPOMETP
Shimadzu QP2010, xomonka Equity-5 30m, r.-0.— renuit, V =1mn/mun. T Hau. 40 o°c,
BbIJIEpKKa 5 MUH, HarpeB 10 °C/muH, T xow. 280 °C

T
[H

HccnenoBanbl BO3MOKHOCTH TPEX TAKMX CUCTEM: T'€KCaH-XJIOPHUCTBI MeTUJIeH
(20:1, obwemH.); rexcaH-xmopucThlii MeTwieH (10:1, 00beMH.) U TEKCaH — XJIOPUCTHIH
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metuneH (5:1, oobemH.). Bo Bcex ciydasx SKCIEpPUMEHT MPOBOAMICS CIEAYIOIIUM
o0pa3oM: B KOJIOHKY BHOCWJIM oOpaszel, 3areM NpomycKand 2 MJ TIekcaHa JUIsd
JIOMPOBaHUsl ajKkaHOB. Jlanee 3aioMpoBaHME MPOBOIWIN IMOATOTOBICHHBIMU CMECSMU
pactBoputenei. 11ociie BbIxoga nepBbIX NOPLUNM CEPHUCTBIX KOMIIOHEHTOB, OCTABILHUECS —
ATIOUPOBATH YUCTHIM XJIOPUCTHIM METUIICHOM.

Hcnonbs3oBanremM cucTeMbl reKcaH-XJOpUucThiii MeTuiieH (20:1; 6 M) He ynanoch
JIOCTHYb TpeOyemoil creneHn pasneneHuss [IAY wu cepocomepkamux KOMITIOHEHTOB.
HeynoBnerBopuTenbHbIN pe3yabTaT MOJYUYEH U JUIsl CMECH T'€KCaH — XJIOPUCTBIA METUIIEH
B O0OBEMHOM COOTHOUIEHHHM 5:1: KOMIIOHEHTHI BBIMBIBAIOTCS CIHIIKOM OBICTPO, U
pazzeneHue He mpoucxoauT. JlydmmMm okasaics BapuUaHT TeKCaH-XJIOPHUCTHI METHIICH
(10:1; 4 mm).

AHanu3 peanbHBIX 00pa3ioB ausenbHoro toruea ([AT) mpoBomunu ciemyroumm
obpazom: 1 mn ob6pasua [T, pasbaBieHHOro rekcaHoM B OTHOIIEHUH 1:5 (00BEMH.),
BHOCHJIM B KOJIOHKY. Jlanee mpomyckaiud 2 MII TeKCaHa, 3 MJI CMECH T'eKCaH-XJIOPHCTHII
metuneH 10:1, mocie dero cepocojepkamye KOMIIOHEHTHI W ocrtaBmuecs I[IAY
AIMIOUPOBATH | MII XJIOPUCTOTO METUJICHA.

OmroaT aHaNM3MpoBald  Ha Xpomaro-macc-cnektpomerpe GC-2010  ¢upmbl
Shimadzu (Puc. 2).
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Puc. 2. Xpomarorpamma 351r0aTa XJOPUCTHIM METUIIEHOM JU3EJIBHOTO TOILJIMBA
TocIie NpOBeIeHHs TUTAHIHOTO 0OMEeHa Ha COpOEHTe, MOAU(DHUIIMPOBAHHOM HOHAMH Ag' .
VYcnoBust: razoBbIi XxpomaTo-macc-criekTpoMerp Shimadzu QP2010, kononka Equity-5
30Mm, r.H.- renmmi, V = Ima/mun. T Hau. 40 OC, gLInemea 5 muH, HarpeB 10 OC/MI/IH, T KoH.
280 °C

[Tony4yeHnHble pe3ysbTaThl YKa3blBalOT HA BO3MOXHOCTh 3HAUUTEIBHON paszrpy3Ku
XpOMaTOTrpaMMBbl, YTO  IO3BOJISIET  NPOBOJUTH  KAUECTBEHHYI  HACHTU(HUKAIHIO
CEpOCOAEPIKAIINX KOMIIOHEHTOB.

Jlanee mpoBenM KOJMYECTBEHHBIH XpomaTrorpapuueckuil aHaniu3 peasbHOro
oOpa3ua au3enabHoro ToriuBa. OCHOBHBIE CIOKHOCTH CBSA3aHbI C BIUSHUEM KOMIIOHEHTOB
MaTpHIlbl Ha OTKJIMK IJIaMEHHO-()OTOMETPUUECKOro JETEKTOpa («ralleHue MIaMEHU») U
OTCYTCTBHEM CTaHIAPTHBIX 00pa3noB. [lockonbKy mporeaypa TBepaodazHON SKCTPAKIIH
MO3BOJISIET CHUJIBHO pasrpy3uTh XpoMaTorpaMMy W CHU3UTh 1O MHUHUMYMa BIIUSTHHE
KOMIIOHEHTOB MaTpUIbL, IPOOJIEMY «eauienus niamenu» MOXKHO CUUTATh PEILIEHHOM.

ITpu 3TOM Ccie0Bao pemuTh NpoOIeMy, CBI3aHHYIO C OTCYTCTBUEM CTaHJIAPTHBIX
BEUIECTB. B cHenuaibHbIX SKCIEPUMEHTAX IM0J00paid ONTUMAIbHBIE COOTHOLICHHS
BOJIOPOJIa M BO3J1yXa. bBbIIO MOKa3aHO, YTO OTKJIMK IJaMEHHO-(OTOMETPHUYECKOTO
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JIETEKTOpa MEHSETCSI HE3HAUNUTEIBHO TIPH TIepexojie oT ThodeHa k oenzotuodeny. B tadi.
2 mpUBEJCHBI Pe3yJIbTaThl aHAIM3a JBYX 00pa3LOB TU3EIbHOTO TOILINBA.

Tab6muma 2
Konnentpanus cepsl, ppm
Ob6paszer 1 16204270
O6pasern 2 2300+320
3aknto4yeHue

o [IpennoxeH crmoco0 ompeneneHus: cepocoaepKaIUX KOMIIOHEHTOB JIU3EIHHOTO
TOTUTMBA C MCIIOIh30BAaHUEM MPOIIECTYPhl TBEpAO(DA3HON IKCTPAKIIHH.

e [Toka3ano, 4To mpoBeneHHE TBepAO(]A3HON SKCTPAKIIMH HAa KaTHOHOOMEHHOM
cmone MN-502, MoauduIMpOBaHHOW HOHAMH Ag+, [IO3BOJIIET JTOOUTHCSA OOJIBLIEH
pasrpy3ku oOpaslia TOIUIMBA OT MEHIAIoNUX KOMIIOHEHTOB, YE€M HCIOJIb30BaHUE
HEMOIU(UIIMPOBAHHOTO CBEPXCIIUTOTO MOIUCTUPOIA.

e [Ilocie mpoBeneHus TBepAO(A3HON OSKCTPAKIIMU BO3MOXKHO IPOBEICHUE
KOJIMYECTBEHHOT0 aHalm3a ¢ ucnoab3oBanueM [ID]I, Tak Kak «ramieHus ILUIAMEHH» HE
MIPOUCXOJIUT.

Paboma evinonnena npu noooepocke epanma PODOU Ne 10-03-00902 a.

Cnucok nutepaTtypbl

1. Michael G., Al-Rabiah H., Kadmi R., Al-Mojbel. Separation of sulfur compounds
from a diesel fraction by ligand exchange chromatography// J. of Liquid Chromatography
& Related Technologies. 2007. V. 30. Ne 11. P. 1577 — 1601.

2. Ghaloum N., Michael G., Khan Z. Separation of sulfur compounds from vacuum gas
oil distillates by ligand exchange chromatography// J. of Liquid Chromatography &
Related Technologies. 2002. V. 25. Ne 9. P. 1409 — 1420.

3. Gundermann K.D., Ansteeg P., Glitsch A. Ligand exchange chromatography of coal
extracts and coal products// Proceedings of International Conference on Coal Science.
1983. P. 631-634.

4. Nishioka N., Campbell R.M., Lee M.L., Castle R.N. Sulphur heterocycles in coal-
derived products: relation between structure and abundance// Fuel. 1986. V. 65. P. 390—
395.

5. Nishioka N., Campbell R.M., Lee M.L., Castle R.N. Isolation of sulphur heterocycles
from petroleum- and coal-derived materials by ligand exchange chromatography// Fuel.
1986. V. 65. Ne 2. P. 270-275.

6. U. Pyell S. Schober G. Stork. Ligand-exchange chromatographic separation of
polycyclic aromatic hydrocarbons and polycyclic aromatic sulfur heterocycles on a
chelating silica gel loaded with palladium (II) or silver (I) cations// Fresenius J. Anal
Chem. 1997. V. 359. P. 538-541.

Huxonaes u np. /| CopGunonmsie u xpomarorpaduueckue mponeccst. 2011. T. 11. Bo. 4




466

HuxosiaeB Anjapeii BajgepbeBu4 — acrnupaHt
Kadenps OpPraHUYECKOH XUMUHU CaHKT-
[leTepOyprckoro rocynapcTBEHHOTO YHUBEPCHTETA,
Canxkr-IlerepOypr, Ten. (812) 428-40-44

Kapuosa JlrogmMmia AJiekceeBHa — JI.X.H.
npodeccop kadeaper oprannyeckoil xumuu CaHKT-
[TerepOyprckoro rocyIapCTBEHHOTO HHBEPCUTETa,
ten. (812) 428-40-44

JaBankoB Bagum AsexkcaHapoBu4 — I.X.H.,
npodeccop, 3aBeIyIOUINI nabopaTtopueit
HNHetuTyTa 371€MEHTOOPraHMYECKUX COEIUHEHUM
PAH, Mocksa, Ten. (499) 135-64-71

Nikolaev Andrey - postgraduate student of
organic chemistry department of chemical faculty,
St. Petersburg state university, St. Petersburg, e-
mail: ah-doc@yandex.ru

Kartsova Ludmila A. — Dr.Sc.Chem. the
professor of organic chemistry department of
chemical faculty, St. Petersburg state university, St.
Petersburg, e-mail: kartsova@gmail.com

Davankov Vadim A. — Dr.Sc.Chem., Prof.,
Head of Department Institute of Organo-Element
Compounds, Russ. Acad. Sci., Moscow

Huxonaes u np. / CopGunonmsie u xpomarorpaduueckue mponeccst. 2011. T. 11. B, 4



