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MocTtynuna e peaakuuio 23 pexabpna 2006 r.

MNpeanoxeH rasoxpomarorpadu4eckuin MeTod 0AHOBPEMEHHOIO onpeaeneHns HadTanuHa, HadTa-
nuH-1-cynbgokncnoTel U HadTanuH-2-cynedokucnoTtel (HCK) B npogykTax cynsduposanua HadTanu-
Ha. OnpepeneHne HCK npoBoamnu 8 BUAE MX METUNOBLIX 3(UPOB, UCNONL3YA B KAYECTBE METOKCUNM-

PYIOLWLEro areHTa TPUMeTUNopTohopMuUaT.

Mepsosa Mapuna NenHnagsesHa — Hay4YHbIA
coTpyaHuk MHCTUTYyTa opraHnYyeckoro cuMHTe3a
um. Mocrosckoro U.A. YpO PAH, kanpunpar
XUMUYECKUX HAYK.

O6nacTs Hay4YHbIX MHTEPECOB: aHANUTUYEC-
Kasi XUMWA OPraHnyecKnx coequHeHun.

ABTop 6onee 60 ny6nnkaymii.

Kunpuyenko BanentunHa EsreHbesHa — crap-
LW Hay4yHbIi coTpyauux MHcTuTyTa opravn-
Yeckoro cuHresa um. flocrosckoro U.A. YpO
PAH, xangunnart xuMmu4Yeckux Hayk.

O6nacTb Hay4YHbIX NHTEPECOB: aHaNNTU4Yec-
Kasi XuMunus opraHn4ecKux coeqnHeHm.

AsTop 6onee 200 nybnuxkayuii.

Yuxos qmurpnii JleoHngoBuy - HayyHbIA
CcOTPpyaHUK UHCTUTYTa OpraHM4ecKkoro CMHTe3a
um. Mocrosckoro U.51. ¥pO PAH, xangugar
XUMUYECKNX HayK.

O6nacre Hay4yHbIX MHTEPECOB: OPraHnYecKas
xumMus QyHKLMOHaNLHBIX OPraHnYeckux coeqm-
HEeHUA.

AsTop 6onee 40 nybnnxkauwii.

Huesckwii Janun CraHucnaBsosmy — MAagLing
Hay4HbIf cCOTPYAHUK MHCTUTYTa OpraHnYyeckoro
cuHTe3a um. lNocrosckoro U. 5. YpO PAH.

O6nacTb Hay4YHbIX MHTEPECOB: OpraHnyYeckas
xumus QyHKUNOHANBHBIX OPraHUn4YecKux coegv-
HEHWA.

AsTop okono 30 nybnukayuii.

Pycunos Nennagwii JleonngoBuy — 3asefyio-
wni naboparopuer XuMHUH FreTepoOLMKITAYECKNX
coeguHeHnin MHCTUTYTa OpraHn4yecKoro CUHTe-
3a um. Mocroeckoro U.A. YpO PAH, xkangugar
XUMUHECKUX HayK.

O6nacTb HayyHbIX MHTEPECOB: OpraHnyeckas
XUMUS reTepoyNKITNYECKNX COEONHEHVH.

AsTop 6onee 200 nyGnukauni.

Apmr- U HaTaTHHCYTbPOKHUCIOTHI LIMPOKO KC-
MOJB3YHTCHA B IPOU3BOJACTBE JIEKAPCTBEHHBIX
CpeNcTB, KpacuTenel, kKak AyOHIbHbBIE areHThHl B
KOEeBEHHOM MPOMBINTJIEHHOCTH. OCHOBHOE ITpHMe-
HeHHE HapTanuHcyIbdokucaoTel (HCK) Haxonar
JUIA TIOJTy4Y€HHA NPOJYKTOB KOHAEHCAIUH ¢ (op-
ManbAeruoM. Takre 1o6aBKU K IEMEHTY TPUIAIOT
[IJIACTHYHOCTB U YCT OMYHBOCTh CTPOHUTEIBHBIM CME-
cam. lnsa nonydyesua HCH Hadraiun cynasdupyor
93 %-Hol cepHOM KMCNIOTOH MpH aTMochepHOM 1aB-
sneHuH. [TosayyaroT cMeck HadTanuHa, HaTaUH-
1 -cynbdokuciorsl (1-HCK) n HadTamiH-2-cynbdo-
kucnoThl (2-HCK). [lectpykuuio 1-HCK u ynaneHue
HadTalMHa U3 peaKIIMOHHON Macchl IIPOBOJAT OT-
IyBKOH oCTPBIM IIapoM. B ripoayxkre cynbgpHpoBaHus
METO/IOM ra3oHIKOCTHON XpoMmaTorpaduu (I'HX)
KOHTPOJHPYIOT OCTAaTOYHOE co/iepkaHue HadTanu-
Ha U THTPUMETPHYECKH - CEPHOH KUCJIOTHL. [IpH
aToM cofiep:kanue 1- u 2-HCK He onpegensiorT, a
NPHHHUMAIOT UX COOTHOLIEHHE Kak 15 : 85 % [1].
Hiaccuyeckudt Metop onpeaeneHus 1- u 2-HCK oc-
HOBaH Ha pa3/IM4MHONH pacTBOPHMMOCTH HX CoJiei
(MarHueBOH, HaTpHeBOH, GapHUeBOii) ¢ IoCIeyI0-
LIHUM CIIEKTPO(POTOMETPHYECKHUM TUTPOBaHUEM |1,
2]. 9ToT criocob NMo3BOIAECT OIPEAEIATE THILIE COOT-
HorreHue HCK.

B nociegHue roibl BHUMaHMeE IPUBIEYEHO K OI1-
peAeneHuIo cy/ib(aToB B IPHPOIHLIX BOAHBIX O0BEK-
Tax, CTOKax IPOMBILIIEHHbIX NpeIpuaTUi. [Tpu
aToM npsAiMoe onpegenenue HCK npoBoaat meToaom
BbICOKO-3(p(heKTUBHOI 1KUIKOCTHOH XpoMaTorpa-
$un (BOHX) ¢ dpayopecLeHTHEIM, Y®- Hin Macc-
CIIEKTPOMETPHYECKHUM JIETEKTHpPOBaHHeEM [3, 4]. B
HacToslllee BpeMs JIJIS ONpe/le/IeHHA apoMaTHdec-
KHX CyJIb(OKUCIIOT, B ToM urcsie HCK, ucrnoibayior
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HoH-ntapHyo BOMH{X c Macc-crieKTpoMeTpHAYeCKUM
JleTeKTHpoBaHueM [5-7]. [1pH 9TOM MOKET CKa3bl-
BaThCA MELIAIOLIEE BIMAHUE APYTHUX COEUHEHHH,
HaxoJANIMXCA B CMECH, HEIIO/IHOE pa3/JeJIEHHUE U330~
MEpPOB apOMaTHYECKHX CY/JIb(OKHCIIOT,

Haubosee rmonHo MeTo/b! ollpe/ie/IeHUs apoMa-
THUYECKHX CYyNbPOKUCIOT NPeACTaBIeHb! B 0630pe
[8]. TTockonepky HCK siBnAIOTCA HEJIETYYIHMU NONAP-
HBIMH COEIMHEHHUAMH, TO MeToioM KX ux omnpe-
OeNAI0T, IEPEBOAA B pa3TH4HbIe 3(HPHI, YTO YIy4-
H1aeT XxpoMaTorpapuyecKkre CBOMCTBA U II03BOJIAET
mydme pasaenatbk uaoMmepksl HCK. Iog nelictBuem
qruasoMeTaHa WK TETpaMETHIaMMOHUA THAPOKCH -
Ia roJjiy4aoT MeTHJioBble a¢upsl [9, 10], Terpaby-
TUJIAMMOHHUA rHjipocyibgara — 6yTHI0BbIE 3dUPBI
[11, 12]. B [13] anndaTudeckue U apoMaTHYecKHe
cy/1bdOHATH! NIPEJIOKEHO ONPEAeNATh B BUIE UX
mpem-6y THLIUMETHIICUIINIIOBBIX 3(UPOB.

B HacTodler paboTe NpeJIokKeHO OIIpee/AaTh
1- 1 2-HCK B BH/1e METHJIOBBIX 3(HPOB, UCITIONb3YH B
Ka4yecTBe METOKCUIMPYIOLLET0 areHTa TPUMETHJIIOp-
Topopmuar (CH,0),CH (TMO®). MaBecTHO, 4TO Op-
T02¢UPbI LI POKO UCIOIB3YIOTCA I AJIKMIHpOBa-
HUA KapOOHOBBIX KHCJIOT, (peHOoJIOB, aMHHOB [14].
lesib janHOM paboThel cocTos/1a B pa3paboTKe METO-
a OJHOBpeMeHHOro onpejaejieHusa HadpranuHa, 1-
u 2-HCHK B npoayrTax cynbdupoBaHua HadpTantuHa.

IKCcHepEMEHTAJILHAA YACTh

I'puBopsl. 1)1 NpoBe/IeHHUA aHAJIU30B UCIT0J/Ib30-
BaJIM rasoKMIKOCTHOM XpomaTtorpadg «Shimadzu
GC-17A» c rILTaMeHHO-HOHU3aLIMOHHBIM IETEKTOPOM
(FCHX-TTM/A) 1 kBapLIeBOM KAaMMJIIAPHON KOJTOHKOH
MDN 58S (denunmernicunukonoBas, 5% deHNIb-
HBIX rpyni) ytnHo#l 30 M, imameTpoM 0.25 MM, ToJI-
tMHa rieHkd 0,25 MM, HavasnibHasa TeMriepatypa
kojioHKH 100 °C (Belaep:kka 1| MMH), flajlee HarpeB
co ckopocThbio 10 °C/MHH, KOHeYHad TeMIlepaTypa
rooHkH 280 °C (Beiaep:kka 5 muH). TemmepaTtypa
ucriapuTess 250 °C, nererropa 300 °C. Naa-HocH-
TeJib — a30T, aenenue 1:30, pacxos yepes KOJIOHKY
1.0 cm®/MuH. BBoguau 1.0 MKJI.

Jns noATBepACHUA CTPYKTYPhl METHJIOBBIX
acpupoB HCK ucnonb3oBaiv XpoMaTO-Macc-CIIeKT-
pomeTp «Fisons MD-800» (XMC) ¢ KBaJIpOyTI0/1bHBIM
Macc-CIIeKTPOMETPHYECKHM JIETEKTOPOM IPH 9HEp-
I'MH 2JieKkTpoHOoB 70 3B, ckopocTH ckaHUpoBaHUA 1
CIIEKTP B CEKYH/Y, CKARHUPOBAHHH I10 ITOJTHOMY HOH -
HOMY TOKY B UHTepBasie m/z ot 30 go 350. Ucnionk-
30BaJIM KBAplEBYIO KallWINAPHYIO KOolMoOHKY HP-5
IUTMHOH 25 M, uaMeTpoM 0,25 MM, TOJIIITHHA TUTIEH-
ku 0.25 mrM. M'a3-HOCUTEND — IeJIMH, JIeJIEHHE II0TO-
ka 1:20. TemnepaTypa KOTOHKH —HavanbHasa 60 °C
(BeIIEpIKKA | MHH), MpOrPaMMHUPOBaHUE CO CKOPOC-

TEIO0 10 °C/MHH f0 250 °C, TeMIIepaTypa UCTIapUTe-
na-250C. Beoguiu 1,0 My

Peaxmusst B pa6oTe ucnons3oBaiy HaTanuH
koKcoxumudeckuu (TY 14-7-97-89), TMOQ®
(Lancaster, 98 %), metanon ('OCT 2222-95). Uaau-
BUAya/IbHbIE H30oMepH! 1- uiau 2-HCH nomyyanu ny-
TEM CEJIEKTHBHOrO Cy/Ib(pupoBaHuA HadTaIMHa 110
METOIMKAaM, U3JIOKEHHEIM B [1]. MeTuioBbIe 3H-
pel HCK nosry4ganu ripu BaaumMozeicTBUH 20 Mr 1-
wn 2-HCK B 4 M MeTaHoJ1a ¢ 2 Mi1 TMO® 11pH KOM-
HaTHOH TeMIlepaType.

Memoduxa aHanusa obpasuyos cyab@duposaHus
HadmanuHa. J1sa aHaJIu3a IIPOAYKTOB CYJIb(pUpO-
BaHuA HadTanHa B npo6upku o6vemom 10 M no-
meranyd 50 mr o6pasia, fo6aBisiiu 5 MJI MeTaHoIa
U pacTBOpsIH obpaserl. OTéupad 2 MJ IIOJIy4eHHO-
ro pacTsopa, IIepeHOCH/IM B MEPHYIO NTPOoOUpPKY Ha
10 M, go6asnamu 1 ma TMO®, BeiiepxuBaiv 15
MHH, Jo6aBnanu 2 Ma MeTaHoiaa. [TonydyeHHYIO
cMmech aHanuauposany NHX-TIM]] He meHee 3 pas.
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Puc.1. Macc-cnektpsl MeTunossix aupos 1-HCK (a) n 2-HCK (6)

PesyneTaThl H HX OGCyKIcHAE

O6pasoBanue MeTHI0BLIX 2¢HpoB HCK noaTreep-
#aam MerogoM XMC. B kaskzioM cliydae Ha XpoMa-
TOrpaMMe perMcTpUpoBaJIcA ITHK, OTBeYalolui
KOHKPETHOMY H30Mepy —MeTHI0BoMY 3¢upy 1- nimn
2-HCK (puc. 1, au 6). BMacec-criekTpax npHCy TCTBO-
BaJI MOJIEKYIAPHEIE HOHBI M* (m/z = 222) nHTeH-
cuBHOCTEIO 60-70 %. MakcuMalIbHOM HHTEHCHBHO-
cTeio obyiagan muk ¢ m/z = 127 [M-SO,0CH,J*. Ot-
JIMYHTENBHOH 4epToi MeTHJIoBoro adupa 2-HCK
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ABJAETCA HAJIMYKUE IIMKA HOoHA ¢ m/z = 191 [M-
UCH, |* uHTeHCcUBHOCTBIO 12 %. Kpome Toro, B Macc-
cnekTpe MmeTHJIoBoro apupa | -HCK ik vonacm/z
=143 [M-SOOCH,|* umeeT unreHCHBHOCTL 33 %, aB
Macc-cnekrpe MeTuiosoro acdupa 2-HCK -6 %.

AHaJIM3 peaJIbHbIX 06pa3slioB IPOAYKTOB CYJIb(pH-
poBaHMA HadTanMHa, npegocrasieHHble OO0 «Ilo-
Jsmruiact-Ypancube (r. [lepBoypaibek CBepA/IOBCKOH
o61acTH), IO3BOJIHJ OIIPEACIUTD AUAIIa30H KOHLIEH-
Tpauuit Hadranuua, 1-HCK u 2-HCK. Konuye-
CTBEHHbIE pacyeThl [IPOBOAHIIM 110 MeToAy abcomoT-
HOH rpayMpoBEH. [0TOBUIIH pacTBOpPLI 11 HadTa-
NTMHA B ManasoHe KoHleHTpauui 0.01-0.5, 1-HCK
-(1-4). 2-HCK —(6-15) mr/mi. O6pa6GoTKy pacTBo-
poB HCH nmpoBo/iMJIH 110 TOH e METOJIUKE, YTO U 06-
paslel cyNb(pupoBaHUA Hadranmuua. [lonydeHHBIe
rpajlyipoBOYHbIE FpadUKY TMHEHHEI B U3MEePAEMOM
Jldaria3oHe KOHLEHTpalui.

[TpH aHa/IM3€e MOJIEIbLHBIX PaCTBOPOB BO BCEX CIIY-
qasx (ana HadramiHa, 1-HCK u 2-HCK) npouenTt
onpejiesIEeHUA cocTaBu He HUke 95 %. [lna npume-
pa B Ta6u1ie TPeACTABIEHBI JaHHEIE ONIpeie/IeHUA
2-HCK.

b1 6b171H 0TOGpaHbl KaK ITocje CyIkpHPOoBaHHA, Tak
H TIocjle OTAYBKH HadTanuHa. B mepBoM ciy4dae mac-
coBad 1071 HadTaauHa B obpasnax cy/IbpHpoBaHUA
coctaBunaor4.81012.1, 1-HCK-or11.00016.2, 2-
HCK - oT 67.7 o 75.9 %. B o6pasiuax nocje oTAQyBKH
MaccoBsas o HadTaauHa cocTaBuiaa ot 1.4 10 2.9,
1-HCK-o0r7.5109.1,2-HCK - 01 70.0 10 72.4 %. 3Ha-
yeHre CHO He npesbilnaio 5 % fyist Bcex UaBMepeHUH.
CymMapHoe cofiep:kaHne HaptamiHa, 1-HCK u 2-
HCH B o6pasiax coctaBwio ot 77 Ao 92 %. Ha puc. 2
pe/icTaB/IeH IpHMep XpoMaTorpaMMbl aHanusa o6-
paatia nocJe cy/1b(pupoBaHusa HapTa/IMHa.
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0010 0010
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0,000 I 0,000
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Puc.2. Xpomarorpamma npogykra cynbuposaHus HadgTanvHa

[Toy4yeHHBIE pe3yJIbTaThl COIJIACYIOTCA C HCCIIE-
NOBaHHUAMH, TIPOBEJIEHHBIMH B pabore [15]. Takum

Tabnuua
PesyanaTbl aHanuia mofenbHblX pacTsopoB C BHECEHUEM
2-HCK (n=3)
BHeceHo, mr/mn | HangeHo, mr/mn CKO_,. %
1,71 1,64 2,1
2,44 2,36 4.1
4,60 4,38 2,2

[Mo mpennaraeMoMy METOY TPOAHATM3HPOBAHEI
15 of6pasioB cyiabdupoBanusa HadgranuHa. O6pas-

obpasoM, MpejiaraemMsli criocob 1103BoAET METO-
noM X oTHOBPEMEHHO ONpPeJIeATh COAepMKaHHE
HadTanuHa, 1- u 2-HCHK B npoaykTax cynbdupoBa-
HUA HadpTamuHa. Criocob pocT B UCIIOJIHEHUH, [TPO-
TeKaeT 6LICTPO, KOJTMYECTBEHHO, He TpebyeT ClIok-
HOM 1Ipo6onoAroToBKH.
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AS CHROMATOGRAHIC DETERMINAYION OF NAPHTHALENE AND NAPHTHALENE SULFONIC

ACIDS IN NAPHTHALENE SULFONATION PRODUCTS

M.G.Pervova, V.E.Kirichenko, D.L.Chizhov, D.S.Yachevskiy, G.L.Rusinov

Gas chromatographic method of determination of naphthalene and naphthalene sulfonic acids in
naphthalene sulfonation products was proposed. The determination of naphthalene sulfonic acids was
done as their methyl ethers after derivatization with trimethyl orthoformate.
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