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(57) Pedepar:

M3obpeTeHne oTHocuTca K obnactu npoueccos
cuHTEe3a dynnepeHoBoW cmecu. CuHTes
hynnepeHOBON CMeCU OCYLLECTBMST B MNna3me npu
aTMocepHOM  [OaBfneHWu B MNOTOKe  renwus.
KombuHupoBaHHoe nuTaHne 3MeKTpoaoB
OCYLLEeCTBNAT NOCTOSHHbIM Tokom Ao 1000 A wn
nepeMeHHbIM  TOKOM  KMMOrepLoBOro  AvanasoHa
yactor or 40 po 440 «kly. Wcnonb3yT oawH
BEepTUKanbHbINA anekTpog n YyeTHoe yncno
rOpU3OHTarbHbIX OOMHAKOBbIX 3MeKTPOAOB.
TexHn4ecknum pes3ynbTaToMm M306peTeHus siBnsieTcs
MoBbILLEHNE  CKOPOCTM  CUHTE3a W CHWXEHue
cebecToMMocTn  ynnepeHcoaepxalien cmecu, a

TakKe YMeHbLUEHWE NOTePb Npu NPOU3BOACTBE. 5 un.
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(54) METHOD OF SYNTHESIS OF FULLERENE MIX IN PLASMA AT ATMOSPHERIC PRESSURE

(57) Abstract:

FIELD: carbon materials.

SUBSTANCE: synthesis is accomplished in plasma
at  atmospheric  pressure in helium  flow.
Electrodes are powered in combination with direct
current up to 1000 A and alternate current within
kilohertz frequency range from 40 to 440 kHz. One
vertical electrode and even number of identical
horizontal electrodes are used.

EFFECT: increased synthesis rate, reduced
fullerene-containing mix  cost, and lowered
production loss.
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M306peTeHne oTHocUTCS K 06racTu NpoLeccoB cMHTe3a dynnepeHoBOW CMECH.

M3BecTeH cnocob npon3BoacTBa goynnepeHoB, NpeanoXeHHobli B padote [Kratschmer W.,
Lamb L.D., Fostiropoulos K., Huffman D.R. // Nature (London) 1990. V 347. P.354],
NO3BOMSAOLLNIA CUHTE3NPOBATL PYNNEPEHCOAEPKALLYIO CaXy 3a CHET NUCMNONb30BaHNS 4yroBoro
pa3psiga. Mo aTomy cnocoby ocyLlecTBNsSeTca pacnbifieHne rpaduTa B atmocdepe renus npu
naeneHun 13,3 klMa. Yepes rpacmToBble 3NEKTPOALI MPONYCKAETCA NEPEMEHHbBI TOK C YaCTOTOM
60 y. KoadpbmuymeHT npeobpazoBaHns rpadmTa B doynnepeHcoaepaLlyto caxy npym gaHHOM
crnocobe He npesbiwaeT 20%. CogepxaHue dynnepeHoBor cMecu B oynnepeHcogepxatlen
caxke nocrne BblaeneHnsl B HEMOMSPHbIX PACTBOPUTENAX MPX MOMOLUM XKMAKOCTHOW KOJTOHOYHOM
xpomaTtorpaduu, He 6onee 10%. CkopocTb CMHTE3a ynrepeHoBOM CMeCH He npeBbiwaeT 1
rpamma B yac.

HepoctaTtkoM onucbiBaeMOro aHanora siBfsieTcsa To, 4To Ana 4aHHOoro cnocoba cuHresa
Heobxo4oMMO NCMONb30BaHNE BakyyMa, YTo TpebyeT NpuMeHeHNss 4OPOrocTosLEero BakyyMHOro
obopynoBaHus. Takke HM3Ka CKOPOCTb CUHTE3a (PyNNepeHoBON CMecH, a KoaPULNEHT
BENUYMHbLI Npeobpa3oBaHns rpaduTa B dynnepeHcoaepkalyyto caxy He npesbiwaeT 20%.

Takke n3BecTeH Ayroeor cnocob npomnssoacTea ynnepeHoB, rae B niasMmoxmMMmmnyeckomM
peakTope npu atmocepHOM AaBfeHNN OCYLLECTBASAETCS TepMUIECKOe ncnapeHmne rpagura ¢
obpa3soBaHMeM NnasMeHHOW CTpyu yrrepoaa, COBMELLLEHHONW ¢ NOoToKoMm renus [Yypunos M.H. //
MT3. 2000. Ne1. c.5-15]. B Bogooxnaxgaemon kamepe, BXOASALEN B COCTaB NNa3MOXMMMUYECKOro
peakTopa, pacnosfioXeHbl ABa rpacdmToBbIX aNeKkTpoaa (BHYTPEHHWIA U BHELUHWIA). BHYTpEeHHUI
9NEKTPOA NoAaeTcs Yepes rpadmMToBbIE KOHTAKTLI B KaMepy CHM3Y. BHeLWLHW anekTpon
3aKpennsieTcsl B kamepe ctauMoHapHo. PacnbineHnne rpadumrta ocyLecTBnseTcs OyroBbiM
pa3psgoM C YacToToW NnepemMeHHoro Toka 44 klMu. [JaHHas ycTaHoBKa NO3BOSISIET CUHTE3MPOBATb
dynnepeHoBYO CMeCb CO CKOPOCTbIo ~1 rpaMmm B Yac. Beixoa dynnepeHoBor cmecu B
dynnepeHcoaepxallern caxe npu gaHHom crnocobe coctasnsieT ~10%.

HepocTtaTkoM onvcbiBaeMoro aHanora siBfsieTcsi To, YTO B JAHHOM crocobe HM3Ka CKOPOCTb
cuHTe3a dynnepeHoBon cmecu. KoadhpmumeHT BenmunHel npeobpasoBaHus rpacumrta B
dynnepeHcoaepxallyto caxy He npesbilaeTt 20%.

Hanbonee 6AM3KNM NO TEXHUYECKOM CYLLHOCTU K 3asiBNiieMoMy M306peTeHunto aBnseTca
BbIOpaHHbIV B Ka4ecTBE NPOTOTUNA AYroBOW CNocod CuHTEe3a, rae B peakuUoHHOW KaMmepe npu
aTtMocdepHOM LaBfiEHUN OCYLLECTBASETCS pa3psa NOCTOSHHOIO TOKa MeXxay
BogooOXNnaxgaembiMmn aHogoM n katogom [JP Ne05-116925, kn. C01B 31/00, 1993]. NpadunToBbLIN
NOPOLLOK HEMPEPbLIBHO NOAAETCA B Niasmy U npomcxoant dopmmpoBaHmne dynnepeHos. [yra
cTabnnunanpoBaHa 3a cYeT (PUKCUPOBAHHOIO PacCTOSHUST MeXay aNeKTpoaamu.

HepocTtaTkoM NpoToTUNA ABRSIETCS TO, YTO B AAHHOM Cnocobe HM30K KoadhnumeHT
BENMYMHbI Npeobpa3oBaHns rpaduTa B ynrepeHcoaepKaLlyo caxy, NocKonbky BBeeHNe
nopoLLKa B Nrasmy He NO3BOMSET HarpeTb rpacnTOBLIN NOPOLLOK 4O €ro NOSIHOW aTtoMmnsaLnn.

TexHM4YecKknm pesynbTaTtoM M300peTeHnst SBNSIETCS NOBbLILLIEHNE CKOPOCTU CUHTE3a U
CHWXEHNe cebecToMMOCTU hynnepeHcoaepXaLlen CMecu, 3a CHET UCMOMNb30BaHUS
KOMOWHNUPOBAHHOMO NUTAHMS MOCTOSIHHBIM M MEPEMEHHBIM TOKOM KUITOrepLoBOro AnanasoHa
4YacToT, a Takke yMeHbLUEHNE NOTEPL NPY NPOM3BOACTBE dhynrepeHcoaepKallern cMecu, 3a cHeT
NCMoNb30BaHUSA MHOWM KOHAUrypaLumm 1 pacnosioXXeHust 3NeKTpoaos.

YKasaHHbIN TEXHUYECKUI pe3ynbTaT AOCTUraeTcs TeM, YTO B cnocobe cuHTesa hynnepeHoBo
CcMecu B nnasmMe npu atMocepHoM AaBfeHMM B NOTOKE renus, BKNoYaLWweM UCnosb3oBaHmne
O[HOrO BEPTMKAIbLHOrO 3f1ekTpoaa 1 NnTaHMe Ayrn NOCTOAHHbLIM TOKOM, HOBbIM SIBNSAETCA TO,
YTO UCMONb3YHT NUTaHME OYrn NOCTOsIHHLIM Tokom 4o 1000 A n nepemMeHHbIM TOKOM
KunorepuoBoro gnanasoHa 4actoT oT 40 o 440 kl'y, a Takke TeM, YTO AONOSTHUTENBHO
NCMonb3yHT YETHOE YMCIIO FOPU3OHTasbHbLIX OANHAKOBbLIX 3M1EKTPOOOB.

B cnocobe npomssoacTea oynrnepeHoBoOr CMecu OyroBbiM METOAOM MNpy aTtMocdepHOM
OaBneHnn B NOTOKE renusi NMTaHne oyru OCyLLEeCcTBNAIOT 3a CHET NPUMEHEHUS
KOMBWUHNPOBAHHOMO NUTaHWUS NOCTOSAHHBLIM TOKOM 0 1000 A 1 nepeMeHHbIM TOKOM
KnnorepuoBoro gmManasoHa YactoT oT 40 go 440 k'L, a Takke NCMNOMb3YHT YETHOE KONMYECTBO
rOpPM30OHTamNbHbIX O4MHAKOBbIX rPadnTOBLIX 3NEKTPOAOB M OAMH BEPTUKANbHLIN SMNEKTPOoL.
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Ha cur.1 n 2 gaHbl BO3MOXHbIE CXEMbI NOAKITHOYEHUS ABYX MCTOUYHNKOB MUTAHNA K YCTaHOBKE
C OBYMS rOpu3oHTanbHbIMKU anekTpogamu. Ha dur.3 (rmaBHbivi BUA) U 4 (BUA CBEPXY)
npeacraBneHa cxema noakNioYeHNs Tpex UCTOYHUKOB NUTaHUS K YCTaHOBKE C YeTblpbMS
rOPU3OHTarNbHbIMU 3NEKTPOAAMMU.

B npegnaraemom cnocobe ncnonb3yeTcsl YeTHOE KONMMYECTBO MOPU30OHTamNbHbIX OAMHAKOBbIX
rpaduTOBbIX 3MeKTPOoaoB 1, BbINOMHEHHbIX B BUAE CTEPXHEN, U OOWH BepTUKarnbHbIA 3NekTpoa 2.
"opu3oHTanbHbIe 3NeKTPoAdbl pacnonaratTca Apyr HANPOTMB Apyra U 3akpennsaTcs B
rpaduTOBbLIX KOHTAKTaX, pa3MeLLeHHbIX B CTEHKAX KaMmepbl, UM COEANHSAIOTCH rMOKnuMn
npoBoAamMu.

MutaHne gyrn ocylwecTBNAETCH 3a CHET NPUMEHEHUSA NCTOYHMKA NEPEMEHHOrO TOKa BbICOKON
YacTOThl KAMOrepLIoBOro AnanasoHa U UCTOYHUKa NOCTOSIHHOrO Toka. 3HayeHue nogaBaemoro
NMOCTOSIHHOrO TOKa 3aBUCUT OT AnameTpa UCNonb3yeMbiX rpauUToBLIX 3NeKTpoaoB. MonsapHOCTb
NnoaKnto4YeHUs NOCTOAHHOrO Toka, NpeAcTaBneHHas Ha dur.1 n 3, cCooTBETCTBYET MakCMMarnbHON
9pO31M rOpU3OHTanNbHbLIX ANeKkTpoaos (no3.1). MNMpu Takux yCnoBUAX CKOPOCTb CUHTE3a
dynnepeHoBon cMecun gocturaeT 6 rpaMmoB B Yac. Boixon doynnepeHoBoin cmecu B
dynnepeHcoaepxatllen caxxe coctasnset 10%.

Bnarogaps ncnonb3oBaHWio KOMBMHMPOBAHHOIO MUTAHUS Oy NOCTOSIHHBIM TOKOM Y
nepemMeHHbIM TOKOM KUITOrepLoBoro AnanasoHa YacToT CKOPOCTb CUHTE3a (pynnepeHoBor cMmecu
yBenuumeaeTcs. 3a cyeT UCMOMb30BaHUS NPeANOXKEeHHOW KOHUrypaumm 1 pacnonoxeHus
3MNeKTPOAOB BeCb UcnapswLmiics rpadut (He meHee 98%) nepexoauT B pynnepeHcogepxatlyo
caxy. ®ur.5 nokasbiBaeT U3MEHEHME OCHOBHbIX NapamMeTpoB YCTaHOBKY (1 - BbIXoA
dynnepeHcoaepxallen caxu; 2 - BbIXO4 NepekpucTannmMaoBaHHOro rpagura; 3 - pacxoq
9NEeKTPoaOB; 4 - coaepxaHue ynnepeHoB B caxe; 5 - CKOPOCTb NOMyvYeHUs gynnepeHoB) npu
pasHbIx cnocobax NMTaHust 4yrM ¢ ABYMS FOPU3OHTAaNbHBIMW 3NIEKTPOAAMMU: @ - MUTaHUE TONbKO
NOCTOSIHHLIM TOKOM; O - NMUTaHWe TONbKO NepeMeHHbIM TOKOM YacToTon 44 kl'y; B -
KOMOVMHMPOBAHHOE NMUTaHUE NOCTOSHHLIM U NEPEMEHHbLIM TOKOM. /3 rpacomkoB BUAHO, YTO
MakcumarnbHas CKOpPOCTb MonyyeHus gynnepeHoB HabnogaeTcs B cnydyae KOMOUHUPOBaHHOIO
nUTaHnS.

Mpun yBennueHnn yncra ropusoHTanbHbIX 3NEeKTPoAoB HabnaaeTcs yBennyeHne Kkonnyectea
dynnepeHcoaepxallern caxu, obpasytoLencs B eauHNLY BpeMeHn. OTO NPUBOAMT K
YBENNYEHUIO CKOPOCTU Mony4vyeHus dynnepeHos.

dopmyna n3obpeTeHns
Cnocob cuHTe3a ynnepeHoBoOW cMecu B nrnasmMe npyv atMocepHOM AaBMNeHMU B MOTOKE
renusi, BKIoYaoLWmini NCNonb3oBaHWe OOHOr0 BEPTUKANLHOIO 3MeKTpoAa U NUTaHne ayrun
NMOCTOSIHHLIM TOKOM, OTNIMYAIOLLMIACS TEM, YTO UCNONb3YOT NUTaHUE AYyrn NOCTOSIHHLIM TOKOM A0
1000 A 1 nepeMeHHbIM TOKOM KUnorepLoBoro ananasoHa 4YacTtoT oT 40 go 440 kl'y, a Takke
TEeM, YTO AOMONMHUTENBHO UCMOSB3YHT YETHOE YUCIIO FOPU3OHTarNbHbIX OAMHAKOBbLIX 3NIEKTPOOOB.
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