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B AaHHOM paboTe paccMaTpMBAETCs METOAbl CMHTE3a M OYMCTKM
dyarepeHoB. CrHTE3 (DyAAEPEHOB MPOBOAMTCS HA YCTAHOBKE AYroBOro
pa3psaa B cpeae reanst. OUMCTKY NPOBOAST M3BECTHbIM METOAOM — pac-
TBOpPeHue (hYAAEPEHOBON Caxkm B GEH30AE C MOCAeAyoLen (hUAbTpa-
ument 1 cywkon. MNoAydeHHble ob6pasiibl ICCAEAOBAAUCH Ha OMTUYECKOM
DM 6000M (Leica, Sweden) 1 ckaHMPYIOLWEM 30HAOBOM MWMKPOCKOMAX
Ntegra Spectra. [MoAy4eHHble pe3yAbTaTbl MOATBEPXKAAIOT, YTO 06pasLibl
KPUCTAAAOB SABASIIOTCS HE UYTO MHbIMM, Kak KpUCTaAAbl (yareputa C 1
C,,- AAS KQUeCTBEHHOM OLIeHKM CTPYKTYPbl KDUCTAAAOB (hyArepuTa Bbina
nprvMeHeHa MeTOAMKA HAaKOMAEHMS PaMaHOBCKOrO CUIrHaAa Mpu NnocTosiH-
HO nepemeliaoLemMcs 06pasue, MOCKOAbKY AAUTEABHOE BO3AENCTBUE Ad-
3€pPHbIM U3AYUYEHMEM MOXKET MPUBOAMTL K MOAMMEPU3aLMN (DYAAEPEHOB.

KaroueBble cAoBa: pyarepeH, PamaH cnekTp, AyroBoi paspsia B raso-
BOM (pa3e, rmaAporeHmsanms.

In this work the methods of fullerene synthesis and purification are
considered. The fullerene synthesis is carried out on a setup of arc dis-
charge in the medium of helium gas. The purification of fullerene was car-
ried out by well-known method — dissolution of fullerene soot in benzene
with subsequent filtration and drying. Obtained samples were studied on
an optical DM 6000M (Leica, Sweden) and scanning electron microscopes
Ntegra Spectra. The results obtained confirm that the samples of crystals
are not that different from the crystals of C_; and C . The method of ac-
cumulation of Raman signals when the sample is constantly moving is used
for quality estimation of fullerite structure, because prolonged exposure to
laser radiation can lead to polymerization of fullerenes.

Key words: fullerene, Raman spectrum, arc discharge, hydrogenation.

ByA >XymbIcTa byArepeHAEpAI CUMHTE3AeYy MeH Tasanay aaictepi
KapacbITbipbiAFaH. DyArepeH CUHTE3I reAnii opTacbiHAQ AOFaAbIK, pas-
psA  KemerimeH kysere acbipbiAaabl. DyarepeHai TasapTy 6eAriai,
yArepeHAEPAIH TyHOACbIH GeH30AAQ epiTy, COHbIHAH CY3iM aAy >KoHe
KenTipy 8AiciMeH >yprisiaeai. AAbiHFaH yAriep DM 6000M (Leica,
Sweden) onTukaablk, eHe NtegraSpectra cKaHepAiK 30HTTbl MWKpPO-
CcKoMTap KemeriMeH 3epTTeAAi. AAblHFaH HaTuxkeaep C60 >xaHe C70
YANEPUTTI KpUCTaAsap eKeHiH AaneApeAi. DyArepuUT KpUCTaAAbIH
KYPbIAbIMbIH carnaAbl 6araAay YLLiH TypakTbl TYPAE KO3FaAbIN OTbIPaTbiH
YATi 8AICIMEH pamaH CrieKTpAepi aAbIHADI.

Ty#in ce3aep: hbyarepeH, PamaH crekTpi, ra3ablk, hasasarbl AOFAAbIK,
paspsA, CyTeyTeHAipy.
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BBenenue

OrpOMHBIH pOCT TEXHOJIOTHH U UCTIOIb30BaHUS TOIUTUBHEIX dITe-
MEHTOB, 0COOCHHO TOCIEeHUE Pa3paboTKU B 00JACTH TOIUTMBHBIX
AIIEMEHTOB Ha OCHOBE TIOJIMMEP-IEKTPOIUTHBIX MeMOpaH ([19M),
MTOKA3bIBAIOT, YTO Ceidac B MHUpE aKTUBHO Pa3BHUBAIOTCS TEXHOJO-
T'MH TOTUTMBHBIX 3JIEMEHTOB Ha BOJOPOAHOM ToIUuBe. B mociennee
Bpems (yitepensl C, | paccMaTpUBalOTCs KaK MaTepHa ISt IIpuMe-
HEHUI B KaueCTBE BOJIOPOJHBIX HakonuTeneil. Harpumep, peaxius
¢ynnepena C,, ¢ BOIOPOAHBIM Ta30M OblIa aKTHBHO MCCIIEI0OBAHA
B paMKax MPOTPaMMBbI CIIOHCUPYEMO MUHHCTEPCTBOM SHEPTETHKH
CILIA [1].

U3zgectHo, uto Monekyna C,, MMEET IapooOpasHyro MOJYIO
CTPYKTYpy. Bomopon MoxeT BcTynars B peakuuto ¢ pymnepenom C,
gepe3 oTKpeITHe ABOHHON C=C CBs3M U (GOPMUPOBAHMS KOBAJICHT-
Heix cBsizeld C-H. B pesynbrare yero oOpa3yroTcs THAPOTCHU30-
BaHHBIC (yJUIepeHbI (TaK Ha3bIBaeMble (YIJIEpaHbl) C XUMUYECKON
popmymoit C, Hx, rae X 4eTHOE YMCII0 aTOMOB BOJIOPO/IA.

Oyriepanbl MOTYT OBITH CHHTE3WPOBAHbI PSIOM METONOB, Ta-
KHX KakK TuApoOOpHUpOBaHUE, THUAPOIMPKOHUPOBAHHE, DIIEKTPOXHU-
MHYECKOE€ BOCCTAaHOBJICHHE, THIPOTCHN3AINS BBI3BAHHAS BOIOPO/I-
HBIMHU pajuKagamMu u apyrue. OJHaKo, caMbiM BaKHBIM METOIOM
MTPOM3BOJICTBA (PYJUIEPAHOB B OOJBIINX KOJIMYECTBAX SIBIISIETCS TIPS-
Mast peakuus QysiepeHoB C ) ¢ BOTOPOIHBIM Ta30M TP MOBBIIIEH-
HBIX TEMIIEpATYpax U JasineHuu. ['uaporennsanus C, | BOTOPOIHBIM
ra3oM B TIepBEIi pa3 HaOmronanack [letpu u ap. [2]. [lockonbky cuu-
TaJ0Ch, YTO TOJHKO MOHU3WPOBAHHBIE (PySUIEPEHBI MOTYT BCTYIaTh
PEaKImIo ¢ BOAOPOAHBIM I'a30M, TO MOJH]] ATaHa ObLI UCIIOJIB30BAH
1 nonmsanuu C o

B nocnennnx paborax Ob110 MoKazaHo, 4to ruaporenusamus C
C TOMOIIBIO BOAOPOJHOTO Ta3a He TpeOyeT HUKaKUX KaTalu3aTopoB,
TOJILKO €CITM PEaKIUs MPOXOAMT IPH MOBBIIIICHHBIX TEMIIEPATypax u
naBineHny. TunudHas Temmeparypa, Tpedyemas Ui CyleCTBEeHHON
runporennsanuu ¢ymiepena C60, cocrapnser 350-450°C npu nas-
JeHnu Boztopoaa ot 5 mo 120 6ap [3-5].

Taxum 06pazoM, QyUIEPUT UMEET XOPOIINE TTIEPCTIEKTHBHI B BO-
JIOPOTHOM PHEPIeTHKE M METOBI UX MOTYYCHHUS U OYUCTKU OT TPH-
Mecel SBISIFOTCS aKTyalbHBIMU 33/ 1a9aMHU.
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BKCHepI/IMeHTa.T[I)HaH YCTaHOBKaA

Ha pucynke 1 mnpencraBieHa NPUHIUIIHAAD-
Has cXxeMa yCTaHOBKHM JIyTOBOTO pa3psjia B Ta30BOM
(haze. Kak BUJHO U3 pUCYHKa, YCTAHOBKA COCTOMT
W3 CIIEAYIOUINX 3JIEMEHTOB: PEaKTOp yTOBOTO pa3-
psda, ycTpoicTBa mepeMelieHrs JeKTPoaAoB, CTO-
WKa NI YCTAaHOBKH, CHCTEM BaKyyMHOTA30BOW H
OXJIaX/IeHus, (hOpBaKyyMHBI HACOC W TEHEpaTrop
ITOCTOSTHHOTO TOKa C CEpPBOABHUIaTEIEM.

LI |

Pucynok 1 — Cxema ycTaHOBKH

IKCIEepUMEHT

JlyroBoif MeToJ CHUHTE3a HAHOCTPYKTYPHPO-
BaHHBIX MaTEPHAJIOB SIBISICTCS JIOCTATOYHO YHH-
BepCcaJibHbIM. Bapbupysi XUMHYECKHM COCTAaBOM
AIEKTPOAOB (JIESTMPOBAHUE IEKTPOIOB METAILIAMH )
M COCTaBOM Ta30BOM Cpelbl, MOXKHO CHHTE3UPOBATh
HaHOMAaTEepHAJIbl PA3IUYHOTO POJa U CTPYKTYPBHI.
B xone Takoro cuHTe3a, 00pa30BaHHBIC MPOAYKTHI
OCaXKIAIOTCSI HA CTCHKAX peakTopa W Ha IJIa3Mo0-
Opasyromux 3jekTpojax. JlyroBoit Meroj JocTa-
TOYHO TIPOCT U JOCTYIICH B KCILTyaTallHH.

[poaykTamu cuHTE3a SIBISIFOTCSI — (pyIiepeH, 9H-
no(yIIepeH, yIIepoIHbIe HAHOTPYOKH, TpaduTOBbIC
IUIOCKOCTH | T.II. B mporiecce cuHTe3a, yIiepoaHbIi
nap B TUIA3MEHHOM COCTOSTHUH, HMEFOIIMI TeMIiepa-
Typy okosio 12 000 K, BeIpbIBaeTCS M3 001aCTH JyTH
(MEXAIEKTPOTHOTO TPOCTPAHCTBA) CO CKOPOCTBHIO

Ha pucynke 2 mokaszana ¢ororpadust oOumieit
KOHCTPYKIIMH YCTaHOBKH JUISl CHHTE3a (QyUICPEHOB
Y MX POU3BOJHBIX METOAOM DIIEKTPOIYTOBOTO pac-
nbUICHUS rpaduTa B ra3oBoi dase.

Bce snmeMeHTBI yCTaHOBKH, KpOME OCHOBAHWUS,
BBIIIOJIHEHBI M3 HEPKABEIOIEH cTanu. PeakTop ka-
MEpBl COCTOMT M3 JIBYX KOAKCHAIbHBIX CTaJbHBIX
IWJIAPOB C MIPOMEKYTKOM ISl BOASTHOTO OXJIaK/Ie-
HUSL.

PucyHnok 2 — YcraHOBKa JyroBOTO pa3psizia B Ta30Boil haze

~20-25 m/c m mocturaeT creHkH peakropa 3a 0,003
CEKYHJIbI, OXJIQKIAsICh 10 KOMHATHOM TeMIIeparyphl.
B xone 3T0if 3aKanku npoTeKaeT psal peakuui, Mexa-
HU3MbI KOTOPBIX 3aBUCST OT MHOTHX (DaKTOPOB.

B nanHol pabote B X0Jie SKCIIEPUMEHTAIBHBIX pa-
00T B cpelie Tenusi, MeTOJIOM JIEKTPOIyTOBOTO PaCIbl-
JieHust Tpaduta ObLIM MOTYyYCHBI MPOAYKThI ILIa3MO-
XUMHYECKON PEaKIMu IpU CIICAYIONIUX MapaMerpax
paszpsiaa: p=300 Top, U=30B ul=300A. B kauectBe
MPOIYKTOB PEaKIWK ObUTH MOTy4YeHBI (yIIepeHOBas
caka (PUCYHOK 3), OCaKIEHHAsI HA CTEHKAaX PeaKkTopa
1 JIETIO3UT, 00pa30BaHHBIN Ha KATOIHOM JIEK-TPOJIE.

Conepsxanue amopdHOTO yrieponaa B Qysuiepe-
HOBOM CaKe BBI3bIBACT PE3KOE yXYIIICHHUE X (PH3u-
KO-XMMUYECKHX CBOMCTB. [loaTOMy M1 mony4yeHus
(yinepeHoB ¢ TpeOyeMbIMH CBOMCTBAMHU HEOOXO 1~
MO OYHIIATh (PYIUICPESHOBYIO CaXy OT aMop(HOTO
yIiiepoaa v APyrux IpuMecen.
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HAns ouncTku QymiepeHoB OT MOOOYHBIX
MPOAYKTOB peakiuu (B OCHOBHOM OT aMOp(HO-
ro ymiepoja), MOJy4YeHHYI0 Caxy pPacTBOPSIOT
B Oenzozne nubo tomyone. Ha pucynke 4 moka-
3aH pacTBOp (yJiIepeHoBOW caxu B OeH3oIe.
W3 mnonydeHHBIX HaOJIOACHUNM yCTaHOBIEHO,
YTO IBET YEPHOTO pacTBopa OeH30ja ¢ caxeil, B
npouecce ceAMMEHTaluuu (0CaXJeHUs YacTHIl B
pacTBOpe B 3aBUCHMOCTH OT UX MacC) MEHSCTCS
C YEpHOI'0 Ha KPAacCHBIH WIIM JKEITOBATO KOpUY-
HeBbIl. Takoe M3MEHEHHE B LIBETE CBUIECTEIb-

CTBYET O PacTBOpPEHUH (yIJIEPEHOB B pacTBOPE
Oenzomna [6].

JlJis KaueCTBEHHOW PacTBOPUMOCTH (yJuiepe-
HOB B O€H30Jie, MOJYYCHHBIH PacTBOP OTCTaWBAIN
B TEUCHHE OJIHUX CYTOK TPU KOMHATHOW TemIepa-
Type. [lajsiee MOMy4YESHHBIN SKCTPAKT (HUIBTPOBAIICS
1 BBINIApHUBAJICS IPH TEMIIEpaType KUIeHus: OeH30I1a
IOJ] BBITSDKKOW IO MOJHOTO HchapeHus OeH3oma u
o0pazoBaHus Kprctamios yactul (pyepura). [1o-
Jy4eHHBIH 00pasel] KpHUCTaJUIOB, OCAXKICHHBIX Ha
JTHE MEH3YPKH, MPEJICTABIICH Ha PUCYHKE 5.

6

a — YepHBI pacTBOp OeH30Ia ¢ (QyIIepeHOBOI caXel,

6 — TOT ke pacTBOp nocie 15 MuHyT
Pucynox 4 — PactBop dyrepeHoBoii caxxu B 6eH30I1e
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CHUMKH TIpe/ICTaBIICHHbIC HA PUCYHKE 5 ObLIN
TTOJTY9ICHBI Ha OITHYECKOM MHUKpockorie DM 6000M
(Leica, Sweden). BusHo, 4T0o KpHCTalibl QysUiepH-
Ta UMEIOT HHTEPECHYIO (OpMY I[BETKA.

Amnanu3 00pa3IoB KPUCTAJUIOB IPOBEICH Me-

10 um 10 pm
! Tl

6,2 pmi

5,4 pm

Pucynox 5 — Kpucramisl gpysiepura

TOJIOM KOMOWHAIIMOHHOTO PAacCEHMBAaHMS Ha 30H-  CaXH.

AHanmuM3 paMaHOBCKOTO CIIEKTpa KPHUCTAJIJIOB
¢dynnepura:
IIuk Ha 272, cM! gBIsgeTCA YETHOM MOION CHM-

36. Andor Spectra

190

Intensity, Counts
180
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160

0 0.5 10 15 2,0 2,5
Raman shift, 102 1/cm

Pucynok 6 — Paman criekTp (y/uiepeHOBEIX 9acTHI]

metpun Hg pymnepena C, . nrencuenble nuku npu  siepeHoM C ) OMOIHUTENBHBIX THKOB
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JIOBOM CKaHHUPYIOIEM MHUKpockore. beumn nomy-
YEeHbl PAMAaHOBCKHE CIIEKTPBI PACCESIHUS, KOTOPbIE
MIPUBOJSTCSA Ha PUCYHKE 6 U KOTOpbIE CBUJIETEIb-
CTBYOT O Hanuuuu Qymepenos C, u C, B co-
CTaBe IOJIYYCHHBIX KPUCTAJUIOB IIOCJIE OYUCTKU

492, 1463 cvm1 u cnadsrii muk 704 ¢cM!' cOOTBETCTBY-
FOT IIEHTArOHAJILHBIM IMMHY MOJIaM (ysuiepeHa Ce
[MosiBneHue B criekTpe 00pa3ioB Hapsay ¢ Qyi-

(mampu-
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Mep, MHTEHCUBHBIA NHK 1pu 1567 cM™! u nuk npu
1230 cm), cooTBeTcTBYIOT MOziaM Konebanus C. .

BrIBOABI

B naHHO# paboTe ObLT paCCMOTPEH METOJ] CHH-
Te3a (ynepHOB B AYrOBOM paspsizie B cpefe Teius
1 ouncTKa (QyIepeHoOBON caku oT mpumecei. s
uccnenoBaHusi 00pa3oB (ynIepeHoOBONH Caxu
KPUCTAIUIOB (PYJUIEPUTA, a TAKKE IS TIOITBEPIKIC-
HUS 0 HAMHMYUH (QYIIIEpEHOB B COCTaBE OUHIICHHBIX
KPHUCTAJJIOB OBUIM UCIIOJB30BAHBI CIEAYIOIINE Me-

TOZBI: U3yYEHHE TEOMETPUUECKUX pa3MepoB U Gop-
MBI KpUCTAJUIOB (ysiepuTa — ONTHYECKAsT MUKPO-
CKOIHSI, UCCIIEIOBAHKUE CTPYKTYPHOH (a3bl — METOJ
KOMOMHHUPOBAHHOTO paccesiHus cBeTa, PamaHOB-
cKast MUKpockonust. Takum o0pa3oB, MOIy4YEeHHbIE
JlaHHble PaMaHOBCKOM MMKPOCKOIIUU IOJATBEPK-
JIaf0T, YTO MOJy4eHHbIE 00pa3lbl Mocie CUHTE3a U
OYMCTKH SIBIISIFOTCA KpUCTAIIIaMU (ysuiepuTa.

Jlannas paboma gvinonnena npu noooepoicke
Munucmepcmea o6paszosanus u HayKu
Pecnyonuxu Kazaxcman 6 pamxax epanma 2501/ 3.
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