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HABJIIOJJEHUE OCOBEHHOCTEN TEMIEPATYPHOI'O
MNOBEJIEHUSI CIIEKTPAJIBHBIX JIUHUM SIMP “C
KAK METO/J U3YYEHUS MOJUTMIPOKCUJIUPOBAHHOI'O
®YJJIEPEHA Cg(OH),

B paloTe MoKa3aHo, 4TO B CIEKTPAX SAEPHOrO MArHUTHOrO pe3oHaHca “C, HAGMIONABIIErOCs B MOJTMIHAPOKCHITH-
poarHoM yiuiepene Cqo(OH), (dhymrepeHone), perucTpupyloTcsi 0COOCHHOCTH, OTpaKaloIle CYIIECTBOBAHHE
M30MEPOB JTAaHHOTO COSIMHEHHUS, a HMCCICJOBAHUE TEMIIEPATYpHOIO MOBEICHHS MHKOB, COOTBETCTBYIOIIMX STHM
0COOCHHOCTSIM, MOXKET paccMaTpUBaThCsl KaK METOJ| KaYeCTBEHHOTO ONpE/IENEHHUs COOTHOMICHHS, B KOTOPOM H30-
MepBbI MPUCYTCTBYIOT B COCTaBe (yJuiepeHona. Y CTaHOBICHO, YTO B ONPEIEICHHOM PEXXUME U3MEHSS TeMIeparypy,

MOXXHO YIPaBJIATbL U30OMCPHBIM COCTAaBOM 06pa311013.

Kn. ca.: simepHbIi MarHUTHBIN pe3oHaHc, GyuiepeHo, cnektpsl SIMP yriepona

BBEJEHUE

W3zyuenune BOOOpacTBOPUMBIX (OPM YIIepOIHBIX
MaTepHajoB MpPUBJIEKACT BHUMaHHE HCCIEAOBaTEINeH
B CBSI3M C TEeM, YTO OTH COEOMHEHHS 00JaJaroT He-
OOBIYHBIMM M C TOYKH 3PEHHSI MHOTHX BO3MOXHBIX
MPUMEHEHUI MosIe3HBIMU cBoMcTBamu. K uuciy Ta-
KHX COEAMHEHMH CJIeQyeT OTHECTH WM T. H. Qyiuepe-
HOJIBI, JUIS KOTOPBIX CYIIECTBYIOT pa3jM4yHbIC Ipes-
JIOXKEHUS TI0 UX OMOMEIUIIMHCKOMY HCIIOJIb30BaHUIO.
Kpome 3T0T0, OHM UMEIOT XapaKTepUCTUKH, HHTEpEC-
HBIC IS TIEJIOTO psijia Ipyrux obmacteit [1, 2].

[MonurunpokcuimpoBanueie Qyiuiepensl (¢Qysuie-
peHossl) uMeroT oouryro popmyny Ce(OH),, B cTpyk-
TYpHOM OTHOIICHHH OHM MPEACTaBIAIOT COOOH yriie-
pPOIHBIA Kapkac B BHAe MoJieKyJbl Qymiaepena Ce,
OKpYXeHHbIH oOonoukoit m3 OH-rpymm, obecneun-
BAaIOIIMX BBICOKYIO pacTBOPMMOCTH BellecTBa. Benn-
YUHA 71 3aBUCHT OT TOT0, KaKMM 00pa3oM BEUIeCTBO
OBUIO CHHTE3MPOBAaHO, IPUYEM H3BECTHO, YTO TEXHO-
JIOTHSI MOKET OMPEAeIATh U 0ojiee TOHKHE 0COOEHHO-
CTH CTPOEHUS, CBS3aHHBIE C paclpeieIeHueM THIpO-
KCUJIBHBIX TPYTII Ha MOBEPXHOCTH Kapkaca. [ uzy-
YeHusl JeTajeidl (OpMHPOBaHUS paccMaTpUBacMOM
CHCTEMBI TpeOyeTcsl PUBJICUEHUE Pa3IIMYHBIX (PHU3H-
YEeCKUX U (PU3UKO-XUMHYECKHX METOJI0OB, CPEIU KOTO-
PBIX Ba)KHOE MECTO 3aHMMAET SAEPHBIA MAarHUTHBIHA
pesonanc (SIMP), marommii mone3Hyo HH(pOpMAITHIO
0 PAacIONOKEHUH MOJICKYJISIPHBIX (YHKIHOHATBHBIX
TpYIIIL.

B nacrosmeid pabore paccMOTPEeHO HpPUMEHEHHE
AMP npns xapaktepH3alud CHEIUAIbHBIM 00pa3oMm
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MoJTydeHHoro (hyJiepeHosa, W BBISICHEHHS TOTO, Ka-
KH€ JIaHHbIE MOTYT OBITb U3BJIEUYCHBI U3 TEMIIEPaTyp-
HOTO ITOBE/ICHUS €T0 CIIEKTpa.

OBPA3IbI

Marepuan ObUI CHHTE3UPOBAH 110 PACCMOTPEHHOM
B [3, 4] cxeme. 13 caxkw, MOIy4eHHOW B AJIEKTpHUE-
CKOW ayre 3posueil rpadMTOBBIX JIEKTPOIOB, BbIIE-
JSIACh CMeCh (PyIIIEpeHOB, U3 KOTOPOH Ha XpOoMaTo-
rpaguuecKoil KOJOHKE OTAensiock coenuHeHue Cey.
3areM BBINOIHIACH €T0 MHOTOCTYTIEHYaTas OYMCTKa
C WCIIOJIb30BaHUEM YTIIEPONHOTO COpOEHTa, MpUYeM
COCTaB HEOOXOIMMOro MPOAYKTa Ha KaKAOM dTare
KOHTPOJIMPOBAJICS METOAOM J>KHAKOCTHOW XpOMAaTo-
rpadun. B urore 6bu1 nomyden ¢ymieper Cqp ¢ umc-
toToi 99.9 macc. % 0e3 mpumeceil BhICIIUX (yJuiepe-
HOB m conepxkanueM CgO nHe Oonee 0.1 %. [lamee
CHUHTE3UPOBAJICS (QYIUIEPEHOIN, A Yero B OTQHIBT-
poBaHHBI OeH30IBHBINA pacTBOp Cgy MPH WHTEHCHB-
HOM TIepeMElIMBaHUH J00aBISUICS KOHLEHTPUPOBAH-
Heid pactBop NaOH, u B kadecTBe KaTamuzaTopa pac-
TBOp THApOKcHIa Terpadyrunammonus. Ilocie mpo-
XOXKICHUsI PeakluH LIeNoYb yaausiachk, U obOpasell
BBICYILIMBAJICS] B BAKyyMe€.

KauectBennslii aHanu3, MPOBEACHHBIA METOJAMHU
PEHTTEHOBCKOH (POTOIEKTPOHHONH M WH(pPaKpacHOU
CHEKTPOCKOINHH, MTOATBEPANIT OTYyUYECHHE COEANHEHUS
Ce0(OH),, xoTOpOMYy TIO pe3yJbTaTaM KOMIUICKCHOTO
TEPMHUUYECKOTO M 3JIEMEHTHOTO aHAINW3a HAWIIYYIIUM
00pa3oM coOTBETCTBYET 3HaueHue n =~ 46-50.
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Puc. 1. Criextp SIMP *C mpu T' = 50 °C.

Crpenkoil OoTMeYeH pacuierieHHb THhK; SSB —
BpamaTensHble apTeakTbl; HA BCTaBKE — OO0JAcCTb
pacuieruIeHus B YBEIIMUCHHOM MacIiTabe

METO/JUKA U3MEPEHUI

Ha cuHTe3npoBaHHBIX OMHMCAHHBIM BBINIE CIIOCO-
6om obpastax 6bi1 m3yuen SIMP "°C. Curnans! Ha-
Omopanich  Ha  pamuocnektpomerpe  Bruker
Avance I11 400 WB 1o wMeroauke TBEpIOTEIBHOIO
SIMP ¢ wucmonp30BaHUEM BpalieHUs 0O0pas3IoB MO
Maru4eckuM yriioM. Hacrtora BpalmieHHs COCTaBJsIa
20 xI'u. Ilpu ompenencHUM XWUMHYECKUX CIBUTOB O
B KaueCTBE CTAHIApTa HCIIOJIb30BAJICS TETPAMETHIICH-
naH. [y perucTpaluuy CIeKTPOB MPUMEHSIIACh OJHO-
UMITYJIbCHAsE BO30YXKIIAIoIias TOCIe0BaTeIbHOCTh
C MEpUOJOM IOBTOPEHHS 5 C, NJIMTEIBHOCTHIO HM-
myneca 2.6 Mkc u Hecymerd gactotoit 100.613 MIm.
Kpome Toro, mcmonp3oBajach IOCIEAOBATEIbHOCTD
¢ kpocc-nonspusarueit (CP), umeromas mepuoa mo-
BTOpPEHUS! 5 C, C MAJUTENbHOCTBIO KOHTaKTa 2 MC.

HSMCpHTCHLHa}I CUCTEMA I1I03BOJIdJ1a HpOBO,Z[I/ITB
T 4 4 a
&1 -
z - T=30"°C
5
0.5 /
171 168 ' " 162

o, ppm

SKCIEPUMEHTBI C H3MCHEHHUEM TEeMIIepaTyphl o0pasia
T ot xomuaTHOi1 10 90 °C.

PE3YJIbTATBI QKCIEPUMEHTOB
N OBCYXJEHUE

ITonyuennele Hamu crekTtpsl SIMP B OCHOBHBIX
YepTax He OTIMYAINCH OT OOBIYHBIX IJISI TAaHHOTO CO-
equHenus [5—7]. Puc. 1 neMOHCTpUpYyeT OAMH U3 HUX
(mockonbKy B paboTe MCIONB30BaJICsl HArpeB oOpas-
OB, IJIs NMpUMEpPa MNPUBEACH PE3yIbTaT H3MEPEHUS
MIpH TemIiepaType Bblllleé KOMHaTHOMW). ['1aBHBIE pe3o-
HAHCHBIE JINHWW, OTHECEHHE KOTOPBIX K Pa3InIHBIM
aTOMHBIM TpYyNIaM MOKHO HaWTH, Hampumep, B [6],
OBUTH BOCTIPOM3BEICHBI M Y HAC, OJHAKO, KPOME 3TO-
ro, Obula OOHapy’KeHa paHee He OTMEuaBIIAsCS 0CO-
OCHHOCTB: MUK, COOTBETCTBYIOIIMI OJIHOBAJICHTHOMN
kapookcminbpHOHN Tpyne O=C-0O ¢ ¢ =~ 165 ppm, oka-
3aJICsl PACHUICTJICHHBIM Ha JIBa, PACIIOJIOKEHHBIX APYT
OTHOCHUTEIPHO JIpyra ¢ HEOOJIBIIMM CIBHTOM (4—
6 ppm). OHa coxpaHsach MPAaKTHYECKU MpU Bcex T
(tompko mpu 7= 70 K curnan ObIT COU3MEPHUM C IIy-
MaMH), IpUUYEM MOJOXKEHUE NMHUKOB OCTAaBaJIOCh HEU3-
MeHHBIM. Takoil 3QQeKT XapakrepeH Uil H30MEpPOB,
HaJIM4ME KOTOPBIX MBI M MPEAIoiaraeM B HalleM 00-
pasue.

Crektpsl SIMP ObUIM  CHSTHI TIpH TeMIIepary-
pax ot koMHaTHOM n0 90 °C. X ydacTku, OTHOCH-
mmecss K KapOOKCWIBHOH — rpymme  (MHTepBai
162 <o <171 ppm), nmpusenensl Ha puc. 2, 3. Ilpu
00paboTKe SKCIEPUMEHTAIBHBIX JaHHBIX IPEAToNa-
rajoch, 9To (hopmMa PEe30HAHCHBIX KPHUBBIX OIHCHIBA-
etcst pynkuueit ["aycca

1 (oc—0,)
0
f(o)= exp| —
2 b
P27 2p
rae op — LCHTPAJIbHOC 3HAYUCHUC (MaTeMaTI/I‘-ICCKOC
OXHIaHNE) XMMHUYECKOTO CJIIBUTA, p — Iapamerp

0

& 1

()]

i T=50°C

=

o

0.5-

171 ' 162
o, ppm

Puc. 2. Yuactku criektpos SIMP *C npu Harpese 7= 30 (a) u 7= 50 °C (6) i MOC/IEAYIOIIEM OXIkKICHAN 00pa3Ia.
Ha pucynke — skcrieprMeHTaIbHbIC TOYKU M JJMHUHU allllpOKCUMAIMY THKOB (yHKuei [aycca
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HIMPUHBI THKA (CpeIHEKBAJPATUYHOE OTKIOHEHHE).
[lonronounsie GyHKIMM Ha puc. 2, 3 TIOKa3aHbBI
CIUIOLIHBIMH JTUHUSAMH. BunHo, 4yto n3bpannas QyHK-
Us, XapakTepHas UIsI HEOTHOPOIHO YIIMPEHHOTO
CHEKTpA, BIOJHE YAOBIETBOPUTEIBHO OIUCHIBAET pe-
30HAHCHI.

UzBectHo [8], uTo yriepoaHblii kapkac (ymiepe-
Houia (T. €. MmoJiekyna (ymiepena Cg) MOKET 00pa3o-
BBIBaTh H30MEPHI, H BO3MOKHO, YTO HEKOTOPBIN BKJIA]
B HaOJII0OAaBIIeeCs paclICIJICHUE CBA3aH C CYIIECTBO-
BaHWEM pa3HBIX (POpPM 3TOH HacTH CTPYKTypsl. Hamm,
OJIHaKO, OOHAapyXXeHa CHJIbHAs 3aBHCHMOCTb KOMIIO-
HEHTOB PACIIEIUIEHHOTO TMHKa OT TeMIIepaTypsl (CM.
puc. 2, 3), uyto Ooyiee TUMTUYHO TSI N3MEHYHBON TH-
patHOit 0005M0uKH. MOXKHO TPEANOIOKHUTh, YTO
B JKCIIEPUMEHTE B OCHOBHOM PETHCTPHPYIOTCA H30-
MepbI, OTBEYAIOIINE PAa3HbIM Croco0aM NMpHUCOeanHe-
Hust OH-rpynm k kapkacy Cgo ¢ hopMuUpOBaHHEM Kap-
OokcmiibHOTO (parmenta. MccnenoBaHue Ttemmepa-
TYpHOTO TIOBEJECHHUS CIEKTPOB BBIABISET €Imle OJHO
CBOMCTBO pe30HaHca B 3TOM 4acTOTHOH oOiactu, 3a-
KJTIOYaroIeecss B TOM, YTO MPH HarpeBe M MOCIeayIo-
IIeM OXJIAKAECHUH 00paslia MPOMCXOTUT HPOTUBOIIO-
JIOKHBIM 00pa3oM HampaBlieHHOC U3MEHEHUE WHTCH-
CHUBHOCTEH KOMIIOHEHT pAaCIIEIUIEHHOTO IHKa. JTO
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Puc. 3. Yuactku crnekrpos IMP "C
npu Harpese 7'=70 (a), 7=90 (0) u T =
=30 °C (B) u mocienymomneM OXJaxISHUN
obpa3sma.
Ha pucyHke — 3KCIEepUMEHTAIbHbIC
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Puc. 4. 3meHeHne OTHOCHUTEIBHBIX HWHTEHCHUBHOCTEM
KOMITOHEHTOB PAcCIIEIVIEHHOTO NTUKa B 3aBUCUMOCTH OT
temnepatypsl (1 — o = 164 ppm, 2 — o = 169 ppm)

MOKa3aHO Ha puc. 4, TA€ NPUBOAITCA 3aBUCUMOCTH
aMIuIuTy1 curHanoB SIMP (ompeneneHHBIX W3 MOJ-
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TOHKHA TayCCOBOW (PYHKIMU K 3KCIEPUMEHTAIBHBIM
nauHeM) oT 7. BumHo, 9TO B KOHIIE IUKIA "HarpeB—
OXJIAXKACHUE" OTHOIICHWE WHTCHCUBHOCTEH ITHMKOB
¢ 0= 169 ppm u ¢ ~ 164 ppm u3MeHUIOCH OoJIce, YeM
B 3 pasa. CrienoBarenbHO, TO, B KaKOW TMPOMOPLIUHU
cojiepKaTcsl B BEIIECTBE MPEIIOJaracMble U30MEpHI,
3aBUCHUT OT TNPEABAPUTEIHLHON TeMIlepaTypHO oOpa-
0OTKM BEIECTBa, MPUYEM 3TO COOTHOIICHHE JIOCTa-
TOYHO TOYHO yCTaHaBJuBaeTcs MeTo oM SAMP.

3AK/IIOYEHHE

[Tpu uccnenosanuu crnekrpoB SAMP ¢ymnepeHona
MeTonoM TBepaorensHoro SAMP obHapyxeHa oco-
OeHHOCTh B 00JAacTH TNHKa, OTBEYAIOMIETO KapOoK-
CUJIBHOW TpyIie. Bbicka3aHO NPeANoJIOXKEHUE, 4UTO
OHa CBf3aHa C CYIIECTBOBAHHEM HM30MEPOB JAHHOTO
COCJIUHECHHS, TPUCYTCTBUE KOTOPHIX O0ECIEUYEHO, I10
BCEH BUIMMOCTH, TIPUMEHECHUEM OIMCAaHHOHN B paboTe
TexHoaoruu. Ilokazano, uto AMP MoxkeT HCHoJb30-
BaThCsl KaK METOJ OINPEJIETIEHUS COOTHOLIEHHUS, B KO-
TOPOM HM30MEpHI IPUCYTCTBYIOT B BELIECTBE, MPUYEM
3TO COOTHOIICHUE PETYIMPYETCs HArpeBOM 00Pas3IloB.

Aemopor 6nazooapsm pecypcuviii yenmp CII6IY 3a
npedocmasnenue 803MOACHOCIU 0I5l NPOBEOEHUs IKCHEPU-
menmos u FO.M. JKyxoea 3a xapaxmepusayuio o6pasyos
MEMOOOM PEeHMEeHOBCKOU (QOMOIIEKMPOHHOU CHEKMPO-
cronuu.

Paboma svinoanena npu noooepacke ®AHO Poccuu no
meme UAIl PAH eoc. pee. Ne AAAA-A16-116041110125-9
u npu uyacmuunou noddepoicke Ilpozpammul nogviuieHus
Koukypenmocnocobnocmu @IAOY BO CIIOITY Ne 5-100-
2020.
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OBSERVATION OF TEMPERATURE BEHAVIOR OF PECULIARITIES
OF “C NMR SPECTRUM LINES AS A METHOD
FOR THE INVESTIGATION OF POLYHYDROXYLATED
FULLERENE Cg(OH),

A. E. Karpunin', A. S. Mazur 0. V. Proskurlna34 V. I Gerasimov',
1. V. Pleshakov'*, Ya. A. Fofanov’, Yu. I. Kuzmin*

1Peter the Great St. Petersburg Polytechnic University, Russia

St Petersburg State University, Russia

St Petersburg State Technological Institute (Technical University), Russia
Ioﬁ’e Institute, Saint-Petersburg, Russia

>Institute for Analytical Instrumentation of RAS, Saint-Petersburg, Russia

It is shown in the work, that in spectra of nuclear magnetic resonance of °C in polyhydroxylated fullerene
(fullerenol) peculiarities are registered, which reflects the existence of isomers in the substance. The study of
temperature behavior of corresponding peaks can be regarded as a qualitative method for specification of the
isomers proportion in fullerenol composition. It was found out, that by changing of the temperature in a certain
regime it is possible to control the isomer speciation of samples.
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