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Annomauusn: Hzyuenue ocobennocmel cunmesa QyiiepeHos 0acm G03MONICHOCHb NOHUMAMb npoyecc 00-
PA308aHUsSL HAHOCMPYKIYP MO20 KAACCa. Yeenuuenue 6b1xo00a noayuenus Qyiiepenos u 4yucmoma no3eoaum
APUOIUBUMBCS K CO30AHUIO HOBLIX MAMEPUALO8 IKOHOMUUHO20 Kaacca. [annas paboma nocesujeHa sKcne-
DPUMEHMATILHOMY MemOoOy NOAYUEeHUs (DYIIEPEHO8 Memooom 0y206020 pa3psaod. YCmaHo8ieHo, umo om na-
Pamempog cunmesd, 8 YacmHOCmU, OA6leHUsl 2a3d, GeIUYUH HANPANCEHUS U CUT08020 MOKA, A MaKdice om
NO020MOBKU 3NEeKMPOO08 3A8UCUM HUCIMOMA U 8bIX00 Qyiiepenos. B dannoil pabome noxazana decopoyus
epagumoguix 31eKkmpo0os He3 UCHONb30BAHUL 6CHOMO2AMENbHO20 000pYy008aHus. s cunmesa gyiiepenos
UCNONL308aH peakmop, cobpanmblii no npunyuny Kpemumepa, 3kcmpakyus. npou300UiIdcs pacmseopom mo-
JYOIL.

Knrwouesvie cnosa: ¢hynnepenvi, niazmo-xuMuyeckuil Cunme3s, 21eKmpo0ye080u paspso, dSKCmMpaxkyus, pama-
HOBCKUU QHANU3, CKAHUPYIOW A5l SIeKMPOHHAS MUKPOCKONUS, ONMUYECKas MUKPOCKONUSL

®YJIJEPEHJEPIIH IJIAZMA-XUMHUSIJIBIK CHHTE3IIK
MPOIECIH OHTAMJIAH/ABIPY

Anoamna: Dynnepen cunmesiniy epexulenixmepin 3epmmey 0cbl KAACCMA&bl HAHOKYPULILIMOAPOLIY KATbIN-
macy npoyecin mycinyee MymKkinoix 6epeoi. TonblKKanObLIbIK HeH MAa3aiblKmuly, OHIMOLNI2iH apmmulpy Oizee
9KOHOMUKANBIK CHIHBININBIY HCAHA MAMEPUATIOAPBIH JHCACAYEA HCAKLIHOAY A Jcaz0atl myoulpaosl. by scymvic
dozanviK paszpsio adicimen @yiiependep oHOIpyOiy madxcipubenix adicine apnanean. Pyniependepdiy masa-
JIbI8bL MeH Kipicminiei cCunmes napamempiepine, aman aumganoa 2a3 KblCbIMbIHA, KepHeyee, MOK KYuline, COH-
oati-ak 31ekmpoomaposl 0aubiHOAyea OAIAHLICMbL eKeHOI2l AHLIKMALObl. Amangan jcymvicma epagummi
EeKMPOOMapObly 0ecopoOYUACHl KOCAIKbL HcaO0bIKmbl natioaianoail kepcemineen. Qyuiependepoi cunmes-
oey ywin Kpemumep npunyuni 60UbIHULA HCUHATEAH PEAKMOP KOLOAHbLIObL, MOLYOIL ePimIiHOICIMEH IKCMPAaK-
yus JACypeizinoi.

Tyitinoi ce30ep: gyniependep, niasma-XxuMusiblK, CUHMES, dNeKMP 002ACLIHbIY paA3PA0bl, IKCMPAKYUSL, PAMAH
aHanuzi, d1eKmpoHObL CKauepiey, ONMUKAIbIK MUKPOCKONUSL

OPTIMIZATION OF THE PLASMA-CHEMICAL SYNTHESIS PROCESS OF
FULLERENES

Abstract: Studying the features of the synthesis of fullerenes will make it possible to understand the process
of formation of nanostructures of this class. Increasing the yield of fullerenes and purity will allow us to
approach the creation of new materials of an economic class. This work is devoted to the experimental method
for producing fullerenes by the arc discharge method. It was found that the purity and yield of fullerenes
depend on the synthesis parameters, in particular the gas pressure, on the voltage, on the current strength,
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and also on the preparation of the electrodes. This paper shows the desorption of graphite electrodes without

the use of auxiliary equipment. For the synthesis of fullerenes, a reactor assembled according to the Kretchmer

principle was used, extraction was carried out with toluene solution. (Must be supplemented with at least 150

words should be)

Key words: fullerenes, plasma-chemical synthesis, electric arc discharge, extraction, Raman analysis,

scanning electron microscopy, optical microscopy

Beenenue

@DynnepeH — oHa U3 AJJIOTPOIHBIX MOIU-
dukammii yriepoga, cocrosiias u3 cdepuiec-
KX Mosekya u3 20 u Gojee aroMoB yIiepoaa,
00pa3ylomuX ceTyaryro O00OJIOUKY M3 MIATH- U
HIECTUYTOJIbHBIX Kosiell. COo BpPEMEH OTKPBITHS
¢ymiepeHoB B KoHIIE XX BeKa U MOCIEAYIOIIE-
r0 U3y4YeHUs UX CBOMCTB, OHU MPUOOpPETH 00JIb-
IO HHTEpeC IS IIMPOKOTO MPAKTUYECKOTO
IPUMEHEHNs] B Pa3jIM4YHBIX OTPACIAX IKOHOMH-
Kku. MHOrooGemaomnuye nepcrekTuBbl B pUMe-
HEHUU (DyJIEepEHOB Ha CErOJHSIIHUI JI€Hb BbI-
ABJIEHbl B MEIULMHE ISl aJpECHOM J1OCTaBKH
JIEKapCTB IPU HCIIOJIIB30BAaHUU B KaueCTBE JI0-
0aBOK B KOHTpareHTHbIE BELIECTBA, B KOCMETO-
noruu [1-7], B 2HepreTHKe, Al XpaHEHUS BOJO-
pona [8-11], B HeTerazoBoii oTpaciu, i CO3-
JTAHWA TUIEHKOOOPAa3yIOIIUX UHTMOUTOPOB OT BO-
nopoaHor kopposzuu [12-14] u T.a. OgHoit u3
aKTyaJIbHBIX IMPOOJeM, MPEnsATCTBYIOIUX Mac-
COBOMY HCIIOJIb30BAHUIO (DYJUIEPEHOB, SBISET-
Cs JIOCTH)KEHUE YIOBJIETBOPUTEIBHOIO Kade-
CTBEHHOTO M KOJIMYECTBEHHOI'O BBIXOJA KOHEY-
HOTO NpoAyKTa. /o HacToAIEro BPEMEHU Cpenn
CYLIECTBYIOIIUX TEXHOJOTUN CUHTE3a Qysuiepe-
HOB, BKJIIOYasl Ja3€pHbIA WIM MOHHBIA METOJBI,
HanOosee YPPEeKTUBHBIM JJISI pEIIEHUs TOCTaB-
JIEHHOW 3aJauu MO-IIPEKHEMY OCTaeTCs AJIEK-
TpoayroBoil meron [15-16]. IlpeumymiecTBom
JAHHOTO METOJa SIBJISIETCS BO3MOXKHOCTH IOJTY-
YEeHHs] MAKCHMaJIbHOTO KOJIMUECTBA HE COZIEPKa-
KX Kucaopoa dymuiepeHoB. [lannas paboTa mo-
CBAIIEHA ONTHUMU3ALMU Ipoliecca IUIa3MO-XH-
MHYECKOTO CHHTe3a (YIIJIEpEHOB B AIEKTPOLLY-
roBoM paspsane. OmnpeneneHbl ONTHMAJIbHBIE
DKCIEPUMEHTAJIbHBIE [1apaMETPHI  IOJYyYEHUs
Kau€CTBEHHOI'O U KOJMYECTBEHHOI'O BBIXO/IAa KO-
HEYHOTO MPOJYKTA.
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IKCIePUMEHT

Cunres (ymiepeHoB

Cxema 9KCHEPUMEHTAIBHOW  YCTAaHOBKHU
npexacrasieHa Ha pucyHke 1. Kak BuaHo u3 pu-
CyHKa, YCTaHOBKa cOCTOMUT u3: peakropa (1) B
BHUJIE JIBYXCJIOWHOW LUIMHIAPUYECKON Kamephl,
M3TOTOBJICHHOW W3 HEpXKaBeIoIleW CTajau; CH-
CTEMBI OXJIaxAeHUs (2), B KOTOPOH MEXKIY JBY-
Ms CTEHKaMU LMPKYJIUPYEeT MNpOTOYHas BOJA,
obecreunBaroIas OxXJIaxkaeHue KaMepsl; hoppa-
KYyYMHOTO Hacoca (3) A/ HempephIBHOTO OTKa-
YHBaHUS PEAKIIMOHHOM 30HBI 110 naBieHus <10
Topp; rpaduTOBBIX >MEKTPOAOB (4); ABHUraTens
nepeMenieHus (5) Ans ynpaBlIeHHs] MEXKIJIEKT-
POIHBIM paccTosiHuEM; Oatona renus (6); 0no-
Ka ynpasieHus (7) ISl KOHTPOJSI MapaMeTpoB
T1a3Mbl; TeHeparopa Toka (8); BeHTwis (9) ans
MEePEKITIOYEHUS Ta3a.
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1 — peakrop, 2 — CUCTEMBI OXJIAXKICHNUS, 3 — POpBaKyyMHBII
Hacoc, 4 — rpadUTOBEIE MEKTPOABI, 5 — ABYXIIOISAPHBII
JIBUTATENb IEpeMENICHUs, 6 — OaJUIOH Tenus, 7 — OJIOK
YIIpaBIICHHUS, 8 — TeHEpaTOp TOKA, 9 — BEHTHIIb AJISI HOJa49X 1
MIepEeKPBIBAHMS Ta3a
Puc. 1 — Dxcnepumenmanvras ycmaHosKa 01 cunmesa

Qynnepenos



OUBUKO-MATEMATHYECKHUE U TEXHUYECKHUE HAYKH

OKCIIEpUMEHT MPOBOAWIN B CJIEIYIOLIEM
nopsiike. I'paduroBbie CTEpKHHU 3arpy’aroT B
pEeaKkLMOHHYI0 Kamepy 1, manee Ha crienuaib-
HBIX KPEIJICHUSX CTPEXKHU COOCHO (PUKCUPYIOT-
cs1. 3aTeM KaMepy 3aKpbIBalOT, FEPMETU3UPYIOT U
OTKauMBaIOT (hOpPBAKyyMHBIM HACOCOM JI0 3Haye-
Hust Bakyyma 10 Topp. Kopnyc peakropa, a Tak-
K€ y3JIbl aHOZIa M KaTO/la UMEOT CUCTEMY BOIS-
HOTO OXJIaXAEeHU oT neperpesa. [locne oTkaukn
CUCTEMBI TPaQUTOBBIE CTEPKHHU 3aMBIKAIOT ITy-
TEM OITyCKaHUs KaTOIHOTO IEKTPOJa U IpOIly-
CKaIOT IMOCTOSIHHBIHM TOK JUIs 1eCOpOLMU U nca-
pEHUS TPUMECEN.

Jns pecopOuuu rpaduTa SNEKTPOAbI OT-
JKUTAIOT PE3UCTUBHBIM HAarpeBOM C HEIPEpHIB-
HOM OTKauKkoOM Kamepbl 10 3HAU€HUs BaKyyMma
10~ Topp. I1pu sTOM TEeMIepaTypa UCapseMoro
anekrpona nocruraet 1o 1000K. Ilpu takoit Tep-
MUYeCKoi 00paboTKe U3 op rpaUTOBOTO AIEK-
TpO/a MPOUCXOAUT AECOpPOLUs OCTAaTOYHBIX ra-
30B. Jl1s ocyIecTBIEHUsT pe3UCTUBHOIO Harpe-
Ba MO Tpa(UTOBBIM 3IIEKTPOAAM MPOIMYCKaeT-
cs Tok 100A npu Hanpsbxkenuun 10B B TeueHue
10 munyT. C pocTOM TeMIieparypbl HPOUCXOIAT
cienyromue npoueccsl: npu 393, 15K ucnapstor-
cs1 MoJieKyibl Bonbl; npu 433,15K pasnaratorcs
KHcIopoacoaepxkaiue rpymmsl 1 mpu 473.15K n
BBIIIIE YAAJISAIOTCS OCTATOYHBIE IPUMECH.

[locne mnpouenypsl pe3UCTUBHOIO Harpe-
Ba JJIEKTPO/IOB B Kamepy MojaeTcst pabounii raz
reauit Mmapku OCY 1o 3HaueHus nasnenus 200
Topp. 3arem anekTpoabl pa3MbIKalOT U MOJAIOT
pabouee 3HaueHHE TOCTOSTHHOTO ToKa (90-200A)
u Hamnpspkenus (60-80 B). ITocne oOGpazoBanus
ANEKTPUYECKON YrM HanpspKeHHe CTaOWIIH3H-
pyercs o 3nauenust 20-30 B u nogaepxxuBaercs
3a CYET PEryJIMpOBaHUs MEXAIEKTPOAHBIM pac-
ctositHueM. CKOpOCTh MOAAYM KaTOAHOIO CTEPK-
H HE JOJDKHA IPEBBINIATh CKOPOCTH 3PO3HHU
AQHOJHOTO CTEPXKHSI, TAK KaK IPOU30UIET 3aMbl-
KaHUE U MOJIOMKA JJIEKTPOZOB.

B mpouecce skcnepuMeHTa Temmeparypa
BOJIbI Ha BBIXOZIE COCTaBWJIA BEJIMUYUHY MOPAIKA
18°C u He MeHsIach B TEUEHUE BCETO Mpolecca.
JlaBiieHUEe BHYTpHM peakTopa MOLAECpPKUBAIOCH
noctosstHHBIM 200 Top. JnuTensHOCTH mia3zmo-
XMMHUYECKOTO CHUHTE3a COCTaBIsIa 15 MUH.

[locne 3aBepuieHUs CUHTE3a BBIJIEPIKHBA-
J0Ch Bpems mopska 15 MuH, HeoOXonumoe s
OXJIAXAECHU IEKTPOJOB. 3aTEM B KaMepy Haly-
CKaeTcsi BO3MyX A pasrepMmerusanuu. lamee
aHONHBIA y3eN H3BJIEKaeTcss U 00pa3oBaBIIasi-
Csl HAa CTEHKaX peakTopa cayka akKKypaTHO coOU-
paetcs Ui aHAJIM3a U JaJbHEUIINX 00paboTOK
(pucyHoOK 2).

Puc. 2 — @ynnepenosas casica na cmeHkax kamepvl peakmopa (a) u ee macca (0)

IKcTpaKkums QyJIepeHoB

Conepxanue amop¢HOro yriepoaa B Qyiie-
PEHOBO cake BBI3BIBAET PE3KOE yXy/IIeHue $hu-
3UKO-XMMUYECKUX CBOICTB (yiiepeHoB. B cBs-
3U C 3TUM, TpeOyeTcsl o4rcTKa (PyIepeHOB OT
OOOYHBIX MPOIYKTOB pEaKIiK (B OCHOBHOM, OT
amMop(HOTro yriiepoaa) Mmocliie MpoIecca CHHTE-

3a. [lomydeHHast caxa 3KCTparupyercs B pacTBoO-
purensx. Ha pucynke 3 mokazan pacTBop ¢yi-
JepeHoBoi caxu B Oenszone. Kak BuaHO U3 pu-
CyHKa 3a, HaCBIIIEHHOCTb YKCTPAKTa CBUJECTEIb-
CTBYET O pacTBOpEHUH (YIIEPEHOB B pacTBOpE
6enzona [17-18]. [danee skcrpakt puiasrpyercs
yepe3 (GUIBTPOBaNIbHYI0 Oymary (pucyHok 30) u
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a 0 B

Puc. 3 — Ilocnedosamenvhvie npoyeccuvl urompayuu
¢hynnepenosotl caxcu:
a) pacmeop ghynnepenosoti casxcu 8 bensone;
0) punvmpayus pacmeopumoll u Hepacmeopumoll Ppaxyu;
8) pacmeopennwiil Qhyniepen 6 benzone

HaIpaBIsIeTCsl Ha BBIMAPUBAHUE ISl TTOTYUYEHUS
KPUCTATUIECKON CMECH (yIIICPEHOB.

Ha pucynke 4 mnpencrtaBieHbl 3KCTPAaKTHI,
COOTBETCTBYIOIIIME PA3JIMYHBIM PEXUMaM IjIa3-
MO-XMMHYECKOTO CHHTE3a C Pa3HbIM COJEpKa-
HueM ¢ynnepena B pacteope. Kak BugHO U3 pu-
CyHKa 4, 3KCTPAKT, OJYYECHHbIN MPU 3HAYECHUU
MmocTossHHOro Toka 180A, siBIseTcss HamOolee
HACBIIIEHHBIM U CBUJETEIBCTBYET O MAKCHUMAJIb-
HOM KOJHYECTBE (YIJIEPEHOB B PacTBOpE IO
CPaBHEHUIO C OCTAJIbHBIMHU.

Puc. 4 - Pso y6emoe60oco USMeHeHUsl HACblWeHHOCMU pacmeopos

@ynnepenos, NoryueHHbIX Npu 3HAYEHUAX NOCTOSHHO20 TOKA
110 - 2004

Pe3yabrarsl n 00cyx1eHne

Kpucrannel ¢ynnepura, momydeHHbIC MPU
mocTosHHOM Toke 180A, ObLIM HCClIEeIOBaHbI
Pa3IMYHBIMU METO/IaMH C TIOMOIIBIO COBPEMEH-
HOTO aHAJIMTUYECKOTO 00OPYIOBAaHUS, BKIOUAs
JIByXJIy4€BOU CKAHUPYIOLUHN 3JIEKTPOHHBIN MHU-
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Puc. 5 — Cnexmp xombunayuonnoeo pacceanus (KPC)
NOIYUEHHO20 PYINEPUMOBO2O KPUCIALIA

kpockon Quanta 3D (FEI Company, USA), koM-
wiekc NThegraSpectra ¢ PamaHoBckum criek-
TPOMETpPOM, ONTHYECKHi MuKpockon Leica
(Schweiz).

Pesynbrarel  KOMOMHAIIMOHHOTO  pacces-
HUSL CBeTa  WACHTUQUIMPYIOT  TUIHYHBINA
cnekTp ¢ymiepena. Ha pucyHnke 5 npeacraieH
PamanoBckuit criektp cmecu (dystepeno C,
v C, . JlanHplid CrieKTp ObLI TOJNYYEH TIPU BO3-
Oy>/I€HUU Jla3epoM C JUIMHOW BOJIHBI 473 HM.
s mpenoTBpalieHusl pa3pyLIeHHs] CTPYKTY-
pBI HCclleAyeMOro marepuaia npuMensics ND
(GWIBTP, KOTOPBIH MO3BOJINII YMEHBUIUTh HHTECH-
CUBHOCTb Ja3epa 10 3HaueHus mouHocTtu 0,35
MBT (1% oT ucxomgHoro 3HaueHus1). AHAIU3 HaU-
OoJilee MHTEHCUBHBIX TUKOB TIOKA3aJl, YTO 00paz-
bl TIPEJCTABISAIOT CO00W KOMOMHHPOBAHHBIN
kpucrami, cocrosmmid u3 C u C,, ¢ npeod-
namanvem C, . Iuxku npu 256, 490, 735 u 1460
CM' COOTBETCTBYIOT XapaKTEPHBIM pPaMaHOB-
ckuM Mozaam Monekynbsl C60. HaGop nukos 700,
1060, 1182, 1225, 1568 otHOCsATCs K dynnepe-
ny C,.

Ha pucynkax 6 m 7 mpencraBieHbl ONTH-
4eCKue CHUMKHM U pesynsratel COM ananu-
3a, COOTBETCTBEHHO, OT (ysiepuTa, MOJy4YeH-
HOTO IIPU 3HAUYEHUU MOCTOSHHOrO Toka 180 A.
Buano, uyto Mop¢osorus KpUCTAUIOB CX0Xka C
JAHHBIMU JINTEPATYpPHBIX HCTOYHUKOB [19-21].
[ToBepXHOCTbH LIBETKAa COCTOMUT U3 Mapbl QyIuie-
PEHOBBIX IIBETKOB, BBIPALICHHBIX Ha KaKIOM
KOHYHKE CTeOs.
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10 um

Puc. 6 — Onmuueckue chumru yrinepuma

Puc. 7— COM uzobpasicenus ¢ynnepuma

3akiiloueHue

B nanHoii pabote Obliia MpoOBEICHA ONITUMHU-
3alMs Mpouecca Mmia3Mo-XUMHUECKOTO CUHTE3a
GbynnepeHoB, B YaCTHOCTH, MPOBEJEHA IMpe/Ba-
puTenbHas aBTOMartudeckas aecopOuus rpadu-
TOBBIX 3JIEKTPOJIOB, KOTOPasi yIpOIIaeT MPOLEecC
cuHTe3a. MeTogoM paMaHOBCKOM CHEKTPOCKO-
MW OJTHO3HAYHO MOKA3aHO, YTO KPUCTAJUIbI CO-
ctosT kak u3 C60, tak u C70 tumnoB ¢ymiepe-

HOB. Vcronb30BaHuE pa3IUYHbBIX TUIIOB PEXKH-
MOB CHHTE€3a CIOCOOCTBOBAjO OOpa30BAHUIO
pa3Hoi popMbI KpHCcTaLIOB. MeToamMu onTuye-
ckoii Mukpockonuu 1 COM aHanmu3a nokasaHo,
YTO MOBEPXHOCTH IIBETKA COCTOMUT U3 Mapbl (y-
JIEPEHOBBIX LIBETKOB, BBIPAIIEHHBIX Ha KaXIOM
KoH4MKe cTedmst. Takum oOpas3om, ympasisis na-
paMeTpaMH CHUHTE3a, MOXHO IOJyYUTh Pa3JIny-
HbI€ BUJIbI (DyJIIEpEHOB.
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