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Cunre3upoBaHbl 3B€3[000pa3Hble MONUMEPH] HYTEM B3aUMOEHCTBHA NONMUCTHPHIUTATHUS C hyNnepeHoM.
Merogamu TCX u I'TIX, a Takke HXx KOMOMHaUMe# (OpPTOrOHaJMLHOH XpoMaTorpadueil) HcCaegoBaH Co-
CTaB 00pPa30BaBLIKXCS MPOAYKTOB B 3aBHCUMOCTH OT MOPSA/IKA CMEILEHHUS PEareHTOB K OT MONIBHOTO QTHO-
HIEHUS TOMTUCTHPWILTHTHY : dynnepen (ot 0.25 go 3). Iokasako, uro npu go6asneHdH pacTBopa ¢yiie-
peHa K NOJIMCTHPHILITUTHIO 06pa3yeTcs MPOAYKT, COCTOALIHI B OCHOBHOM H3 ABYX KOMIIOHEHTOB, B OTHOM .

* M3 KOTOpBIX (pynnepeH coeguHeH ¢ oguoir [IC-uenklo, a B fpyrom — ¢ HeckonbKuMH (He MeHee 6) ITC-ue-
namu. ITpu 0o6paTHOM NOpsAAKE CMEIIEHUs peareHTOB BO3HUKAeT Habop coeHHEHHI ynepeHa ¢ pa3nuy-
HbIM cofepxkahueM [IC-ueneit. O6HapyxeHa HECTAGUIBHOCTL (DYJIEPEHCOAEPKALUMX MONUMEPOB MPHU
XpaHeHUH ux 6e3 pacTBOPMTEINS NPH KOMHATHOM Temmneparype. OTMEHeHbI KaYeCTBEHHbIE H3MECHEHHUS B
COCTaBe NPOAYKTOB, OGYCIIOBIEHHBIE MPOLIECCAMY OKHCIICHHA U CIIMBAHHS.

BBEJEHHE

B HacTosimee rRpeMsi METOflaM CHHTe3a yiiepe-
HOB M HX XMMHYECKHX NMPOU3BONHBIX MOCBALUEH PSIX
0630poB [1 - 3] u OpUrAHANBLHBIX CTATEH, JEMOHCT-
pHpYIOLINX HeocnabeBalQIUM HHTEPEC K 3TUM 00b-
eKTaM, OOJaflalolHM OrPOMHBIMH MEPCNEeKTHBAMY
AX HMCHONBb30BaHMA B pa3ziAYHBIX cpepax HayKHM H
TEeXHUKH, B YACTHOCTH B 061acTH (PU3AKH CBEPXIIPO-
BOJHMKOB, CHHTE3a aJIMa30NONOGHBIX MATEPHANOB,
6HONOrHYECKA AKTUBHBIX NPENapaTos H T.II.-

B cpaBHHTENEHO HEMHOIOYHCIEHHBIX MyONHKa-
LUSIX OTPaKeHbI pe3yJbTaThl ACCIEAOBAHHUM, CBSI3aH-
HbIX ¢ IONy4YeHueM QynepeHcofepXallux nojJuMe-
pos [4 - 10]. Tak, B paborax [leCumore u ap. [9, 10]
omucaHo B3aumofeicTBue dymnepeHa Cqy ¢ NONH-
crupuninataeM (IICJI), npaBopsinee K 06pa3oBaHHIO
MHOTI'OKOMIIOHEHTHO# cMecH (pyiepeHCofepxKam#x
noanctaponos (Ao 10 ueneii Ha onHy Monekyny ¢y-
nepeHa). [IpuHEMast BO BHUMAaHHE 3TH JaHHBIE, MBI
ACIIONIB30BAIl COOCTBEHHBIH MOAXON K M3YyYCHHIO
peakiUy “XUBYIAX’ MOTAMEPOB CTHpOa ¢ ¢ymnne-
PEHOM, KaK NEepBOro 3Tala CHHTe3a 3Be3R0006pas-
HbIX MTOJIMMEPOB C Ty4YaMH pa3NHYHOi NPAPOALL:

C C-Li
Fu | +PSLi — ( Fu _

C y C-PS

C-Li "C—M,
Fu l +nM — { Fu

C-PS C-PS,

rae Fu — ¢dynnepen, M — nonspHbiit MOHOMeED.

3KCIEPUMEHTAJIbHAS YACTh

PynnepeH 3KCTParHPOBalH CyXdAM TOJYOJIOM U3
“caxu’’, CAHTE3HPOBAHHOMH B 3]IEKTPOAYTE MO METO-
ny Kpeumepa B na6oparopun I'.A. Troxesa (®THU
PAH). Beixon a3kcTpakTa cocraBnsn 9.6%. ITo na-
HBIM MacC-CIIEKTPOCKONHAH, MPORYKT cofepxan 76%
dynnepena Cg, 21% dynnepena C,y u okono 2% 60-
Jee TSKENBIX YIIePORHBIX mac'repoa (mannbie B.H.
Kaparaesa, ®TU PAH).

dynnepeH BaKyyMHpPOBalH B  CTEKJIAHHBIX
IleIbHOMAsAHHBIX CACTEMAX IO OCTATOYHOIO AABIEHHUA
107 MM pT. CT., pacTBOpSIH B TONYyO!IE, EPEKOHMEH-
CHPOBaHHOM H3 aMITyJIbI, CORepKalleil OMTUTOCTHPHII-
JIUTHIA, TIOCTIe Yero PacTBOPHTENb IepeKOHAeHCaue
BO3BPAILAJIM B aMIyJIy ¢ OMHrOCTUpWIIMTHEM. [Ins
MOJIHOTO yAaleHUs CIEOB BlIark MpOLEAypY MOBTO-
PSIHE HECKONBKO pa3. DTy XKe MOPIHIO TONyoJa Uc-
MONB30BANM [I/Isi NPHIOTOBJEHHs pacTBopa ¢ymne-
peHa HeOGXOMHUMOM KOHIIEHTPAIIHH.

I1CJI ¢ 3apannoit MM CHHTE3UpOBANIH B LENbHO-
MasHHOH BaKyyMHO# cucTeMe mo metopuke [11]. B
KayecTBe HMHHIHATOpA HCIOJNB30BANH 6Mmop-0yTHII-
JIMTHAHA.

Peakuuio pynnepena ¢ [ICJI ocymecrBasnu asy-
Ms cioco6amu. B mepsoM cityyae (ombIT 1) pacTBop

¢ynaepeHa B Tonyone noGasnsumy k ITICII B TOM e

pacTBOpHTeIE IPH KOMHATHOM TeMnepaType. Monb-
Hoe cooTHomenue [ICJT : pynnepen =3 : 1, T.e. pe-
akiuio mposopund npr u36biTke TICIIL. Peaxxmon-
HyI0 CMeCh IepeMelInBaNy Ha MarHATHOU MelIajiKe
okono 20 MHH, mocne 4ero [e3aKTHBHPOBANH fe3-
adpHUpOBAHHBIM mpem-OyTUNOBBIM CIOHPTOM. B
onbITe 1 menons3opanu [TCIT ¢ M = 1700.
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Puc. 1. TCX-xpoMaTorpaMmbl npofykTa peakuuu ITCJI ¢
ynnepeHOM (onfrr 1) (1), ucxopuoro INC (2), [IC-cran-
RapToB c M x 1077, 10(3), 3, 5, (4), 2 (5) u pynnepena (6).
Anioupoanue fAByxcrynendaroe: I pponr, amoent CCly;
11 ¢ponT, cMemanHbLt 3moenT rekcan : CCly : Tonyon :
TM2K=55:37:05:03()u52:40:05:03(6).

Bo BTOpoM ciiydae (onsIT 2) NOPAAOK CMEMIEHHS
peareHToB H3MeHHIM Ha o6parHeid. Pacteop IICJI
noGaBsiA TpeMs NOPUUAMH K pacTBopy dynnepe-
Ha. MoneHoe cooTHoweHne [TCJI: gpynnepen nocne
noGasneHus nepsoif nopuun cocrasnano 0.25, nocne
Bropoii 0.75 u nocne Tpetbeit 1.5. TakuM o6pasom,
. Ha HayallkHOM 3TaNe PeakuHio MPOBONMIH NPH U3~

6bITKe (hynnepena. B onerre 2 ncnonssopan [1CI ¢
M = 5200. ITpu po6asnenun u3briTKa [1CJI Kk peak-
LIMOHHOK CMECH OKpacKa MOCHeHEd CyLIeCTBEHHO
H3MEHANach, OT KPACHO-KOPHYHEBOK 10 TEMHO-KO-
puuneBoit. CootHomenns [ICIL: ¢ynneper mpuse-
leHb! C MOTPEIIHOCTBIO, 00YCNOBAEHHOR MPHUCYTCT-
BHEM B HCIOJIh3yeMO# nopuuH (ynnepeHa HEKOTO-
pOro KONHYECTBA HE pacTBOPHMOrO B TONIyole
BEINECTBA (BEPOATHO, “caxku’’).

IMocne po6apnenus xaxpor nopuuu I1CJI peak-
LHOHHYIO CMECh NTEPEMENTABAJIH B TeYeHHE 15 MHH, a
3aTeM OTOHpanu nposy B MEPHYIO aMITyJly, OTHIaHBa-
1H €¢ OT CHCTEMBI H Je3aKTHBHPOBAJH, HE Hapylluas
BaKyyma. '

ITpo6b! aHATU3NPOBANIA METONAMH afCOPOIHOH-
noit TCX u mukpokonoHouHoi I'TIX. ITpumensanu
TaKXe HX cOYeTaHHe, a HMEHHO, BHayane o0pa3ibl
TIONyNpeNnapaTHBHO pa3fieliald Ha pakudM Ha
TCX-nnacTuHax, a 3aTeM roToBble PpakiHd Hecne-
noeaau MetonoM I'TIX.

TCX npoBopuiy Ha acTHHaX paMepoM 5 X 10 cM
CO CNOEM CHIIHKAarens, 3aKperIeHHOro Ha CTEKIAH-
HOM MOANOXKE CHIRKA30NMeBbiM CRs3ytommmM [12, 13].
QmoeHToM cnyxHuna cMmecsk rekcan—CCl—ronyon-
MO3OK. PasfeneHHble 30HBI OGHApYXHWBANIH NyTEM

BbICOKOMOJIEKYIAPHBIE COEAUHEHHUSA  Cepus A

3rOHHUK n np.

onpeicKABaHusA miacTuH 1.6%-#pM pactBopom KMnO,
B kKoHueHTpupobannoi H,SO, ¢ nocnenyrommM mpo-
rpeBaHueM B Teyenne 20 MUH, a TAKKe IIPH 3KCTIOHAPO-
BaHuM IacTuH nof Y P-nammoit (A = 366 um). [Tony-
npenapaTHBHOE pa3fiesieHne (2 - 3 Mr BelecTna) ocy-
IeCTBAAAM Ha nnactuHax 10 X 10 cM ¢ TommmuHoM
cnos cunukarens 130 MkM. BrigeneHnHb1e U3 oTneNb-
HbIX 30H ()paKklFH IONAMEPOB AHATM3IHPOBANH Me-
togoM I'TIX Ha MHKpPOKOMIOHOYHOM XpoMaTtorpade
XX-1309 c pedpakTOMETPHYECKAM HNETEKTOPOM.
AHanu3 BBIMONHANK HAa BBICOKOI(M(PEKTHBHBIX KO-
JIOHKAX ¢ BHYTpPEHHAM AAameTpoM 0.5 MM, 3anonHex-
HBIX Acnnnxarenem Cenapon (UCCP), nmameTp nop
100 A.

OrmernM, yTo MM Hexopnoro IIC Bbi6upany u3 -
cooGpaxkeHuil cnaGoil 3aBECHMOCTH pedpaKTOMET-
pHudeckoro uHaekca o MM B obnactu M = (2 - 3) X
X 10%. 310 0cOGEHHO BaXKHO MPH KONMYECTBEHHOM
OLEHKE BBIXOAa MPOAYKTOB peaKLdH.

PE3YIIbTATHI 1 UX OBCYXIEHHUE

Pesyneratht TCX-aHanu3a BceX NONy4eHHBIX
nponykros B3auMopeiictust IICJI ¢ ¢yanepenom
TIOKa3pIBalOT, YTO 00a BapHaHTa MPOBECHHUS peak-
nun o6ecnieuynBaroT npucoepunenne [1C k ¢pynnepe-
Hy. O6 3TOM CBHETENLCTBYET NOSIBJICHHE Ha XpPOMa-
TOrpaMMax 30H (MATEH), OTIHYalomMuXcs no ¢akTo-
py yAepXHBaHHsi R; OT 30H HCXO[NHBIX PeareHTOB
(puc. 1 m2).

[Ipn xpomaTorpagHpoBaHuE C HCNIONL30BaHHEM
CMEIIAHHOrO 3/MI0eHTa GynnepeH nBmxeTcd ¢ PpoH-
TOM. OH ROCTaTOYHO XOPOINO 0GHAPYXHBaeTCs NPH
HCMONb30BaHMK B KauecTse amoentra CCl,. B atoMm
ciyqae (ylnepeH JIerko OTAENAETCH OT MPORYKTOB
peaxkiuyH, OCTalOLIUXCs Ha CTapTe, ¥ PpHKcHpyeTCs B
BHfle ONeHO-KOPHYHEBOro MATHA C Ry, GNHU3KAM K
enunne. [ToaToMy B KaXaoM crydae xpoMaTorpa-
¢upoBaHHE OCYILIECTRISVIA B ABa 3Tala: BHayale B
CCl, ¢ menbto o6HapyxeHus ¢ynnepeHa, a 3aTeM B
CMELIAHHOM 3JTIOCHTE. :

Hanuyue XMMHYeCKH CBA3aHHOTO (ylnepeHa B
NpOAyKTaxX peakudH YCTaHaBIMBaIH No ¢uyopec-
HECHIHUH 30H NpH 3kcnoHuposBanun TCX-nmacrun B
Y®-cpeTe.

Kak crepyer u3 conocrasnenns TCX-xpomaro-
rpaMM, NpeACT4BIECHHDBIX Ha pHC. 1 1 2, B onblTe 1 NO-
nydeH 6onee OMHOPORHBIA MPOXYKT, YeM B ONLITE 2.
B nocnegHeM ciyyae XpoMaTorpaMMa COREpXHT
Gonpmit Habop nsaTeH. PakTop ynepKuUBaHHA NPO-
JYKTa pEaKiHH, NONYyYEeHHOTrO NpPH COOTHOLICHHH
[1CJI : ¢pyanepen = 0.25 (puc. 2) npakTUYECKH COB-
napaert ¢ Ry ucxonnoro I1C, u3 yero MoxHo 3aKiio-
YHThb, YTO B BLIOPAHHRIX ycnoBHAX obpa3yeTcs Apo-
RyKT ¢ MM, mMano ornuvarometica or MM nonucru-
punnutes. TakAM  NPONYKTOM, HO-BHAMMOMY,
ABINAeTCA coenuHeHne ¢ymnepena ¢ ogHoit [1C-ne-
neio (FuHPS). MM 3naynTenbHOM YacTH PORYKTOB,
Ne 2
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Puc. 2. TCX-xpomarorpammbl npogyktos peakuuu ITCJI ¢ pynnepeHoM (oneIT 2), NOAYUEHHbIX TIPH COOTHOLIEHHH Nnci:

: pynnepen, pasHom 0.25 (1), 0.75 (2) u 1.5 (3), ucxonsoro IC (4), bynnepena (5) u [C-crangapros ¢ M x 107 : 30 (6), 20 (7),

13.5 (8), 10 (9) u 3.5 (10). Dmoupopaune gByxcrynewdaroe: I ¢ppont, antoent CCly; I dpoHT, cMettiaHubIi ATIOEHT reKCaH :
"1 CCly : Tonyon: MOK =55:37:05:03(a) n4.8:4.4:0.5:0.3 (6).

nonydyeHnHbix npu cootHomeHusx I1CJI : pynnepen,
paBubix 0.75 u 1.5, cymecrsenHo npesbimaoT MM-
ucxopguoro I1C, o yeM CBHAETENLCTBYET yMEHble-
Hue R; XpoMarorpapuyecKux 30H KOMIIOHEHTOB
NPOYKTOB PEaKLUH N0 CPaBHEHMUIO C R; HCXO(HOrO
I1C (puc. 2a). 3TuM coegUHEHUAM MOXKET GBITh NPHU-
nucana ¢popmyna FuH,(PS),, roe n > 1. C nomoubio
nuneiinbix [1C-crangaproB onesesst MM nponykToB
npucoegunenns [1CJI k ¢pynnepeny (puc. 1 u 2). Ilpn
nepBOM criocofe CMeLeHUs peareHToB (OnsIT 1) uH-
TepBai 3HaueHuit MM npogykros cocraBun (2 - 8) X
x 103, Bo BTOpOM ciyuae (onbIT 2) - (6 - 30) X 103,

ITpu yBenuyeHUH NOJIAPHOCTH CMEIAHHOrO pac-
TBOPHTENA Ha NJIACTHMHKaX OOGHapyXHMBalOTCHd NPo-
[YKTBI, CHITLHO afCOPGUPYIOLIKECS HA CHITUKAresne u
NPOSIBNSIONIHE TEM CaMbIM CBOMCTBA COEMHEHHUH ¢
(pyHKIHOHANBHBIMU TpyNMaMH (MATHA HA' CTapre,
puc. 26). [IpucyTcTBre NOCIEAHMX MOXHO CBA3aTh C
OKHCIUTENBHBIMH NPOLECCAMH, TPOHCXOAALIAMHU
MpH XpaHeHHH (pyiepeHa Ha BO3yXe H peaKuuAMu
npoAyKToB okucineHus pynnepena ¢ [TCII.

OTMeTHM TakXe, YTO HeMpopearHpoBaBLIKH
¢ynnepeH 611 06HAPYKEH B PEaKIIHOHHON CMECH H3
onsbiTa 2. B npopykTax peakuun u3 onbita 1 OH OT-
CYTCTBOBaJl. 3aKJIIOYECHHUs, CeNaHHbIE HAa OCHOBa-
Huu pe3ynbraToB TCX-aHaIn3a, NORTBEPKIAIOTCS U
pononHsiorea ganHbiMi ['TIX, mo3sonstowmest npo-
BECTH HCCIEHOBAaHHE MOJEKYNISIPHO-MaCcCOBOTO CO-
CTaBa NpoAyKToB. Ficnonb3oBany {Ba 310€HTa, pa3-
NHYAIOIIKECS IO NOMIPHOCTH, — Toayon u MOK. Kak
cnegyeT U3 puc. 3, XxpoMaTorpaMMma MpofyKkTa peak-
UMK U3 onbiTa 1 npeacraBiaeHa Tpemsd nukamu. ITo
yAepKkuBaeMoMy 00beMy V, ik I MPaKTHYECKHU COB-
nagaeT ¢ makoM /' ucxopnoro I1IC ¢ M = 1750. ITux 2

BbICOKOMOJIEKYJIAPHBIE COEOTUHEHHS  Cepua A

IO MUIOLIAJHK 3HAYMTENLHO yCTynaeT mukaM [ u 3
COOTBETCTBYET, COIVIACHO KalHOGPOBKE M0 JHMHE-
HpiM [IC-crampaprom, noaumepy, MM kotoporo
4yTh MEHbIIE, YeM yaBoeHHass MM ucxopsoro I1C.
Hcxops A3 3THX XapaKTEPHCTHK, IPOAYKTHI, OTBEYa-
ouHe nakaM I 1 2, MOXKHO OTHECTH K COEMHEHUSIM
cocraBa FuHPS u FuH,(PS), cooTBeTcTBeHHO. Be3
0co60ii MOrPelHOCTH ITH MONUMEPbI MOXHO CHH-
TaTh JuHedHbiMA. CoeMHEHME, MPENCTAaBIEHHOE

1’

1 | 1 1 A

54
V,, MKX

Puc. 3. I'TIX-xpoMarorpamMma npogykra peaxuuu FICJ ¢
¢pynnepenom (MCH: pynnepen-3, onsrr 1). Tuku xoM-
noxeHTOB npopykra (/ - 3) u ucxopnoro IC ('),
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MM npopykToB peakuuu ¢ynnepena c [ICJI, oueHeHHBIE
MetopoM I'TIX no muneitnbiM ITIC-crangapTam

IMuk* |V, MK1 M Imk* | V,, Mxn M
 omwit 1 _ oneIT 2

I' 509 | 1700 I 44.5 5200

1 50.8 1750 1 445 5200

2 472 2870 2 39.7 10500
3 41.2 8400 3 36.8 15800

' 4 354 19500

5 34.0 25000

* Homepa nHKOB COOTBETCTBYIOT TUKaM Ha puc. 3 H 4, XxpoMaTo-
rpamMMa 6.

nukoM 3, umeeT MM cymiecTBeHHO MPEeBOCXOAALIY O
MM ucxoguoro I1C (Tabnuna), # eMy JOMXHA OBITh
npunucana ¢opmyna FuH,(PS),, rae n > 2. Makpo-
MOJNEKYJBI C 7 > 2 AOIXKHBI ObITh YX€ HE TAHEHHBI-
MH, a 3Be3000pa3HsiMA. I3BECTHO, YTO rAAPORAHA-
MHYECKHH 06'bEM 3BE31000pa3HOR MAKPOMOJIEKYJIBI
MEHbIIIEe, YEM TaKOBOH Y €€ IHHEHHOro aHanora [14].
CnepgoBaTtensHo, 3HayeHde V, Ha XxpomaTtorpamme
pis muka 3 (M = 8400) oTBe4aeT COeAHHEHHUIO PyII-
nepeHa ¢ udcnoMm IIC-ueneit, GMM3KHM K [OSATH.
ITpuHrMast BO BHUMaHHE 3TO O6GCTOATENBCTBO H Y4H-
ThIBasl TUTEpaTypHble faHHbIe [15], cBURETENBLCTBY-
IOIIUE O MPEeAMYILIECTBEHHOM NPACOCAUHEHHH YET-
HOTO YHCINa’YrIeBOJOPORHBIX PafHAKAJNIOB K QyIie-
peHy, MbI JOJXKHbI NONMYCTHTh, YTO MNONYYEHHOE
HaMH COE[IMHEHHME COHNEPXHT LIeCTh HnA Golee
I1C-ueneit.

I'TIX-ananu3 NpogyKTOB U3 ONbITa 2 (IMOEHT —
M3K) noka3zajl, YTO ¢ YBEIHYCHHEM COOTHOIIECHHS
I1CJI : ¢pynnepeH B peakLIMOHHOR CMECH HaKaIlIKBa-
IOTCS BBICOKOMONEKYJSAPHbIE HPOAYKTHI (pHC. 4).
Ipu cootHoiuennu [1CJI : pynnepen, papaom 0.25,
npeoGnagaeTt npopykT ¢ MM, 6im3koi x MM ncxon-
Horo IIC (5200) (puc. 4a), a Mpu COOTHOWMICHHSIX
MTCI : pynnepeH, pasusix 0.75 u 1.5 o6pa3syercs Ha-

60p MPORYKTOB, CYLIECTBEHHO Pa3AYAOMHEXCS IO,

MM (puc. 46, 48). XpoMaTOrpaMMBbI COCTOST U3 He-
CKOJBKHX MHKOB. Ha ocHOBaHWHA KanuOpOBKH 1O J4-
HeitnbiM [1C-cTaHgapTaM, naky / 4 2 OTHECEHBI K.CO-
enudeHussM FuH,(PS),, rae n = 1 1 2 COOTBETCTBEHHO
(Tabnuua). TTonoxkenne MUKOB 3, 4 © 5 B OCHOBHOM
oTBe4aeT TakoBoMy Anst nuHelHbIX [1C ¢ MM, kpart-
HeiMH MM ucxopnoro I1C. 3to Morao 6sl 66ITH OC-
HOBaHUEM [/I OTHECEHHS MMHKOB 3, 4 U 5 K coeuHe-
Husm FuH,(PS),, rae n = 3, 4 © 5 COOTBETCTBEHHO
(Tabmuua). OpHako y4YdTHIBas 3Be30000pa3HOe

' CTpOeHHE MaKpOMOJIEKYN W JaHHble pabotbl [15],
MOXHO [ONYCTHTb, YTO MPOXYKThI COAEpKaT GONb-
wee yucno [IC-ueneil ¥ npefcTaBisioT coboi co-
enunenns FuH,(PS),, FuH¢(PS)s u FuHgy(PS); coot-
BETCTBEHHO.

BBICOKOMOIJIEKYIISIPHBIE COEOIUHEHUS  Cepus A

3TOHHMUK u fip.

ITpu xpoMaTorpacupoBaHAE KOHEYHOTO MPORYK-
Ta u3 onbiTa 2 (cootHomenue [1CJI: pynanepen pas-
Ho 1.5) B Tonyone HaGIOfaeTCs MUK He BCTYMHBIIE-
ro B peakuio ¢ynnepeHa, paHee Takxke OOHapy-
xenHoro MerogoM TCX (puc. 4r). B M3K
¢ynnepeH He paCTBOPHM H MO3TOMY He (PUKCHPYET-
¢ Ha xpoMaTorpamme. TakuM o6pa3om, pa foGas-
nennn [1CJI k pynnepeny (omsIT 2) gaxke B Konuye-
CTBe, MPEBBINAIOIIEM YHCIO MoJled (yutepeHa, He
NPOHMCXOHUT MOJIHOTO CBS3BIBAHHS MOCIENHErO, KaK
3TO UMEET MECTO MPH OOPATHOM MOPSAKE CMELIEHUS
peareHTOoB (onbiIT 1).

Ouenka cofiepXaHHES HE NPOpPEarumpoBaBLIETO C
¢ynnepenom I1CJI B o6onx cnyyasx BecbMa 3aTpyA-
HHUTENbHA, MOCKOJNBKY €ro Xxpomarorpadgudeckas
3oHa kaKk npu I'TIX, Tak u npm TCX mackupyercs
30HOH NpoAyKTa, :cofepxamero omguy IIC-uems .
(FuHPS).

Ilpn conocraBieHHH XpOMaTOrpaMM KOHEYHOrO
MPOAyKTa B3 ONbITa 2, NONy4YEHHbIX C HCTIONbL30BaHH-
eM tonyona u M3K, BupiHO, YTO miomaas muka / cy-
LIECTBEHHO yBEJIHYHBAETCH MpH mepexofie K Golee
MIOJIAPHOMY 3AOEHTY (pHc. 4B, 4r). [Ipm 3ToM Takxe
MOSABNSAETCA HOBBIH NMHAK 6 B 06JIACTH BLICOKHX 3Haye-
Had# MM. 3TO CBHAETENBCTBYET O TOM, HYTO B
NpPOAYKTE NPHCYTCTBYIOT COEHMHEHHs C. (PYHKIH-
OHanbHbIMH rpynnamu. [Ipu Hcnonb3oBaHmu TO-
Jyolla 3TH COEMHEHNs COPOHPYIOTCS B KOJIOHKE, a
npa xpoMarorpacdmpoBannu B MIOK ¢ukcupyrores
Ha xpoMatorpamMme. OOpa3oBaHHe (YyHKIHOHANH-
3UPOBAHHBIX COCAMHEHHN MOXET OBITH CBI3aHO KaK
C MICTIONIb30BaHHEM B OMNBITAX YaCTAYHO OKHCIEHHO-
ro ¢gyanepeHa, Tak M C HeCTaOHIBHOCTBHIO CaMHX
npopykToB peakuun [1CJI ¢ pynneperom.

C penbio MpoBepKH CTaGMIBHOCTH NMOMYYEHHBIX
HaMH ¢pyIIEpeHCOoiepXallliX NOJINMEPOB Yepe3 ABa
Mecdlla nocie npoBeAcHHs pEakIiii Mbl BHOBB IPO-
aHaNA3HPOBAJIHA NPOAYKTHI B3 060uX onbITOB. Cono-
CTaBJIEHHE XPOMATOTPaMM CBEXHX M XPaHHBIIHXCA
06pa3LoB NOKa3bIBAET, YTO NPH XPAHEHHH U3MEHI-
€TCS COOTHOILCHHE IUTONIafieii MUKOB, OTBEYAIOUIUX
COEUHEHHM ¢ BbIcOKOH MM (Gonee 50 x 103). Dto
CBHNIETENILCTBYET O HEOCTATOYHOM craﬁnnbnocm
coequnenni FuH,(PS),.

C nomompro TCX B Tonyone o6pa3ub1 6BIJIH pas-
AelieHbl Ha TPH (PpaKLyE — HENOJIAPHYIO (Hnu cnabo
NOJISIpHYI0), HAYIIYI0 C (PpPOHTOM, H JBEe Apyrae
¢pakuun (CpefHIOI M HAXOAALIYIOCS Ha CTapTe),
pasnMyaollgecs Mo’ nojasapHoctd (puc. 5). anee
¢paxumn ananazaposand MetogoM ['TIX, acnons3ys

.B KadectBe amoeHTa MOK. Kak cnenyer u3 npuse-

AEHHBIX Ha PHC. 5 XpoMaTorpaMM, NI niepBoi ¢ppak-
e (6) B HEJIOM MOBTOPSETCA KAPTHHA, NOJNYYECHHAsA
1 HeppaKLOHMPOBAaHHOTO oOpas3ua (a).

OCHOBHbIE NHKH HA XpPOMaTorpaMMax BTOpPO# H
TpeTbelt ppakiE (8, 2) COOTBETCTBYIOT IPOAYKTAM,
COXpaHSAIOIIMM NepBoHavanbHyro MM. U3 nmonoxe-
HHES XpOMATOrpauYeCcKuX 30H pakuyil Ha IIacTH-
1996
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I

L

30 35 40

45 50 55 V., Mxn

Puc. 4. T'TIX-xpoMaTorpaMMbl (pOAyKTOB peaxium IICJI ¢ pynnepeHoM (ONBIT 2), NONYHEHHBIX npﬁ cootHouenun IICJT : .
: pynneped = 0.25 (a),0.75 (6) u 1 - 5 (6, 2), amwoenT M3K (a - 6), Tonyon (2). I - 5 — NHKH KOMNOHEHTOB NPOAYKTOB, /' — MUK

ucxopHoro IIC, Fu - ¢pynnepen.

He (TCX) cnegyer, uro aTH COEAHHEHASA COfEpXaT
¢$yHKOHOHANBbHBIE IPYNIbI, OTBevyamue 3a Gonee

CHJIbHYIO afcOpGUHIO HA CANMKarene. AHAJIOTAYHASA |

KapTHHA Habnrofanack U Ha XpoMaTorpaMmax ¢pak-
umit o6pa3na u3 oneita 2. ‘

OGpazoBaHne NpoAyKToB ¢ M > 50 x 10° B 06pa3-
I[ax MpH XpaHEHHH MOXHO CBA3aTh CO CaGhIM CHIH-
BaHHEM OKHCICHHBIX (pyJIepeHCOAePXKAIUX [IONH-
MEpOB, a NOsABlIeHHUE coeuHennii ¢ MM mmke MM
ucxopuoro IIC — ¢ gecrpykuumei (puc. 5). ITo-sunn-

BBICOKOMOIIIEKYJISIPHBIE COEOTMHEHUS Cepua A Tom 38 N2 199
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i i ] 1

3IrOHHHUK = gp.

1

INANH

24 30 36 42

48 54 60 V., Mxn

Puc. 5. Xpoma-rorpammm npopykra peakuuu [1CJI ¢ pynnepenom (TICHI : dyanepen-3, onsit 1) (a) u ero dpaxuuit, nonyuen-
HeIx MeTofioM TCX (6 - 2), nociie XxpaHeHHsA B TedeHHe ABYX MecsueB. dmoeHT Tonyon (TCX), MIK (I'TIX).

MOMY, HapyIIEeHHE CAMMETPHH CTPYKTYpbI yiLiepe-
Ha B pe3yabTaTe npucoenuHeHns [1C-uenei BbI3bI-

BaeT fecTaOHMIM3alHIO BCEil CHCTEMBI CBsi3eid B
dynnepene, 4TO cnOCO6GCTBYET OKHCIEHMIO (ymte-
PEHOBOrO Apa NpH B3aUMOAECHCTBHH C KHCIIOPONIOM.

IMuku Ha XpoMarorpaMmax TpeTbed pakuum
(puc. 5r) oTBeyaroT HanboNee OKUCIEHHBIM TPONYK-
TaM. B cooTBeTcTBHE CO 3HAYEHASIMHA V, OHH OTHO-
CATCS K COEIUHEHUSIM C MAKCHMAJIbHBIM COflEPXKaHH-
eM [IC-ueneii. BeposaTHO, TakHE COEOMHEHMs OCO-
GEHHO MOJBEpPXECHBI OKHCIEHHIO  BCJIEICTBHE
HanboNbLIero napymemm CTPYKTYpBI ¢ynnepeHo-
BOTO siipa.

BBICOKOMOIJIEKYTISIPHBIE COEIIMHEHPIH Cepust A Tom 38

Pa6ora BbinonxHeHa B paMKax Me)xo'rpacneaon
Hay4YHO-TEXHHYECCKOM NpOrpamMMBbl Poccau “Pyine-
PEH B aTOMHbBIE KJIaCTephI’.
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Synthesis and Chromatographic Study of Fullerene-Containing Polystyrehes '

V. N. Zgonnik, E. Yu. Melenevskaya, L. S. Litvinova, E. E. Kever,
L. V. Vinogradova, and L. V. Terent’eva

. Institute of Macromolecular Compounds, Russian Academy of Sczenc es
Bol' shoi pr. 31, St. Petersburg, 199004 Russia

Abstract—Starlike polymers were synthesized by the reaction between poly(qtyrylhthlum) (PSL) "and
fullerene. The composition- of the reaction products was studied by the methods of thin-layer and gel-perme-
ation chromatography, and by their combination (two-dimensional orthogonal chromatography). The effects of
alteration in the order of reagent mixing and variation of the PSL : fullerene molar ratio (from 0.25 to 3)-on the
composition of products were studied. When a fullerene solution is added to PSL, the product is mostly com-
posed of two components, one of these comprising a fullerene linked with a single PS chain, and the other, a
fullerene linked with several (not less than 6) PS chains. For the reverse order of mixing, the product comprises
a series of fullerene compounds with various contents of PS chains. It was found that fullerene-containing poly-
mers are unstable when stored without a solvent at room temperature: qualitative changes were observed in the
composition of products, which were caused by the oxidation and cross-linking.
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