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SYNTHESIS OF CARBON NANOTUBES BY PLASMA CHEMICAL
DEPOSITION METHOD FROM VAPOUR-PHASE
IN RADIO-FREQUENCY CAPACITIVE DISCHARGE

Abstract. In this work a synthesis of carbon nanotubes by plasma chemical deposition method from vapour-
phase in radio-frequency capacitive discharge is considered. As a result of the experiment, two samples were
obtained — a silicon substrate with a small bright deposition on its surface and soot inside the heating element. These
samples have been studied by using Ntegra Spectra Raman spectroscopy and scanning electron microscopy Quanta
3D 200i (SEM, FEI company, USA). The results of analysis indicate that carbon nano particles were deposited on
the surface of the silicon substrate, whereas SEM and RS analysis of soot indicates the presence of carbon fibers and
nanotubes. The formation of CNTs and other carbonaceous nanostructures inside the quartz tube is explained by the
fact that the heater material is nichrome (Ni + Cr) and the heating leads to evaporation of a small fraction of nickel,
which served as a catalyst for CNT growth.

Keywords: carbon nanotubes, plasma chemical deposition, plasma.

YK 621.039.6, 537.523/.527
JI.T. Barpeimes'?, T.C. Pamaszanos’, MLK. loc6onaer’, M.T. T'a6ayanun’, E. Epranyast'”

!TTaGoparopus nmxeneproro npodurs, KasHY mv. ams-Papadu;
*Hay4Ho-HCCIeIOBaTeTbCKHUi HHCTUTYT KCTIEPHMEHTATBHOH 1 TeopeTmueckoit pmsukn, KasHY mv. amp-Dapadw;
*HanpoHa bHAS HAHOTEXHOJIOTHYECKAs TabopaTopus oTkpeiToro THIA, KasHY mv. amp-Papabu,
Kazaxcran, 050040 Anmartsr, mip. ane-Dapadu, 71

CHUHTE3 YIVIEPOAHbIX HAHOTPYBOK IVIASMOXUMHNYECKUM
METOAOM OCAKIEHUSA N3 I'A3OBOU ®A3bI
B BLICOKOYACTOTHOM EMKOCTHOM PA3PAAE

Annortamu. /lapHAag paboTa MOCBAIMICHA CHHTE3Y VITICPOAHBIX HAHOTPYOOK IUTA3MOXMMHYCCKHM METOIAOM
OCKIACHUS W3 Ta3oBOH (pa3el B BHICOKOYACTOTHOM EMKOCTHOM paspsige. B pesymprate IKCIEpHMEHTAa ObLIH
MOJyYCHBI 1BA 00pasna — KPEMHHEBAS IOJJI0XKKA C HEKHM CBETIIBIM OCAKICHHEM HA €€ MOBEPXHOCTH M CaXa
BHYTPH HArpeBaTEIbHOTO 3JIEMEHTA, KOTOPHIC OBLIM HMCCIICTOBAHBI C IOMOINBI0 PaMAHOBCKOW CIICKTPOCKOIHEH
Ntegra SPECTRA wu craHupyromeH 31ekTpoHHOH Mukpockomueit Quanta 3D 2001 (SEM, FEI company, USA).
PesymbTaThl aHAIH3a CBHACTEILCTBYIOT, UTO HA MOBEPXHOCTH KPEMHHEBOH MOAJIOKKH OBLTH OCAXKICHbI YTJICPOIHBIC
HaHO4acThupl, Toraa kak COM m PC anamm3 cakwm CBHICTCIBCTBYET O HANMYHH YIJICPOAHBIX BOJOKOH H
HaHOTPYOOK. Obpazopanme YHT m aOpyrux, yIiaepomocoepKalimX HAHOCTPYKTYD BHYTPH KBapLEBOH TPYOKH

—— 38 ——



ISSN 1991-346X Cepusa gusuxo-mamemamuyeckas. No 6. 2016

OOBACHACTCA C TCM, YTO MATCpHATOM Harpesatend sBieTca HuxpoM (Ni+Cr), mpm HATPCBAHHH KOTOPOTO W3
MaTepHaia BeIASIUIACh Malad JOISI HUKETSL, KOTOPBIM CIIy>KUa Karaau3atopoM pocta YHT.
KimoueBnbie ¢10BA: YIICPOAHBIC HAHOTPYOKH, TUIA3MOXHMHIYECKOE OCAKACHHE, TIIa3Ma.

Beeaenne

Cuntes yraepoansix HaHotpyOok (YHT) metogom ocakacHus u3 ra3oBoi ¢assl ¢ IUIA3MCHHBIM
yeunenueM (PECVD) npumensieTest At co3aaHus BEPTUKATBHO opueHTHpoBaHHbeix YHT Ha momioxkax
P OTHOCHTENBHO HHU3KOH Temmeparype [l.2]. B cooTBerctBme ¢ THIOM Ta3oBOro paspsaa, A
reHepaimu  mwiasmMel  cymiectByior  pasnuunbic  PECVD  peaktopsr  Tacromero  paspsaal3.4],
BeicokouactotHoro (BY) paspsiaa 13,56 MI'u [5-8], cBepxBricokouacTorHOro paspsaa 2,561 T [9]. Has
cunreza YHT taxke mpuMEHSIOTCS Takve METOIbI, Kak: 3iekrpoayrosoe pacmeiicaue (QP) rpadura
[10], nazepmast aOmsuwmst [11], METOQ XUMHUYCCKOTO OCAKIACHHUS YIICPOACOACPKAIMUX I[APOB HA
karaguzaropax (CVD) [12]. Ipeumymecteo PECVD metoaa, no cpaBHCHHIO ¢ MEPSUKCICHHBIME BBIIIC
METOAAMH, 3TO BO3MOXKHOCTb KOHTPOJS WM NONYYCHHS BEPTUKANBHO opueHTHpoBaHHbix YHT 3a cuer
snekTpudeckux cun miasMel. YHT uveroT mmpokyro oOnacte HNPHUMEHEHHS: B JICKTPOHHKE (THOKHE
JUCIUICH, MATYMKH, OBICTPOACHCTBYIOINE U SKOHOMHYHBIC AHOABI U TpaH3ucTopsi)|13,14], B Meauiune
(meueHWe OHKOIOTMYECKHX 3a00JICBaHUM, OHOCOBMECTHMBIC (PYHKIIHOHAIBHBIC MPENapaThl U MapKepHl)
[15-17], B sHepreTrke (CO3MAHHE COMHEUHBIX MAHEICH, TOIUTHBHBIC 3ICMEHTHI, 3P (MECKTUBHBIN KaTOAHBII
snexTpokaranuzarop)|18-20] u t.a. baaromaps 3ToMy, Ha CETOAHSIIHUEI ACHb UCCICAOBAHHUEC M CHHTC3
YHT npeacrapisror OOMBINON MHTEPEC ¢ HAYYHOU TOUKH 3peHHs. TakuMm o0pa3oM, B MPEACTABICHHOU
padoTe paccMaTpHBAcTCs CHHTE3 VIJICPOIHBIX HAHOTPYOOK MIa3MOXUMHUCCKHIM METOIOM OCKACHHUS U3
ra3oBoi (asel B BHICOKOUACTOTHOM EMKOCTHOM paspsie.

IKCNepUMEHT

B nannoii pabote cunres YHT metomom PECVD peanusyercs Ha 3KCIIEPHMEHTATIBHOW YCTAHOBKE,
MPEACTABICHHOW HAa PHCYHKE |, KoTopas cocrour w3 paboucii kameper (1), ABYX mapajieabHBIX
3nekTpoaoB (2), Bepxuuii — BY anekrpoa, Hwkuuil 3azemieHusbiii, BU reneparopa (3), HarpeBaTepHOrO
sneventa (4) — kBapiesas TPpyOKa ¢ HHUXPOMOBOH CIMPABI, MCTOYHHKA MUTAaHUS Harpesaters (5),
CHCTCMBI OTKAYKH U HANYCKa PEAKLMOHHOTO ra3a B pabouyIo Kamepy.
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1 — paGouas kamepa, 2 — BU snektposL, 3 —BY reneparop, 4 — HarpeBaTeIbHbINA SJIEMEHT, 5 — HCTOYHUK ITUTaHKUE
HarpeBaTelIbHOTO 3IeMEHTa, 6 — KPEMHUEBas 110/ UI0KKa ¢ KaTAIUTHYECKUM HAHOCTIOEM

Pucynok 1 — [IpuHipmansHas cxeMa SKCIIepUMEHTAIBHON yeTaHoBKH [y cuHTe3a YHT PECVD meromom

Ha ocHoBe mpeacraBireHHOH cxeMbl Obma coOpaHa  YCTaHOBKA — KOMOWHHPOBAaHHOTO
BBICOKOYACTOTHOTO pa3psia ¢ TCPMHUCCKHUM HArpeBaTeiacM Ui TMEPBUYHON HHHULMALIMHM MPoLEecca
muponu3a. Ha pucynke 2 npeacrasneHsl foto pabouero pexuma ropeHus BY mnasmel ¢ Harpesatenem B
metoae PECVD.
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Pucynok 2 -PECVD mportiecc B pabodeM pexume

Kaxk u3BectHO, poct YHT ocymmecTBIIeTCA COTIACHO MoAEH map-kuakocTh-kpuctawt (IDKK), rae
OJHOM M3 OCHOBHBIX 3JICMCHTOB ABJLICTCA Karanu3arop. llosromy ama cuere3a YHT Ha kpeMHuEBOU
MOJI0XKKE (6) B HaYane SKCIMEPHMEHTA HA €€ MOBEPXHOCTh METOJOM 3JIEKTPOHHO-TYYCBOIO HATBIICHHSA
HAHOCSTHAHOCJIOW KAaTaIH3aToOpa — HEKEI. Jlanee mocie HambUICHHS, IOy YCHHBIH 00pa3el HCClleay eTcs
HAa CKAaHHUPYIOIIEM JJICKTPOHHOM MHKpockome (C3OM). Pe3ympTarsl aHamm3a MOKA3BIBAKOT, YTO HA
MOBEPXHOCTH KPEMHHUCBON TOJJIOKKH IIOCJIC HANBUICHUS 0Opa30BaICsi PAaBHOMEPHBIH CIUIOIIHOH
HUKCJICBBIA HAHOCIOH, TOMIUHOW mopsaka ~50HM. COM H300paKCHHS MOMIOKKH MPEACTABICHBI HA
PHCYHEKE 3.

mm 9.95 ym

a — MOp(OJIOTUSI OMTIOXKKH

0 — ToJIMMHA IUIEHKH Ni

Pucynok 3 — COM aHanu3 KpeMHUEBOH MOJJIONKKH C KATAJTUTHUECKUM HAHOCIOEM HUKEIS

Jlanee moIyuCHHYH0 KPEMHHCBYHO MOUTOKKY C KATAJTHTHYCCKHM HAHOCIOCM 3arpy>kKaroT B pabovyro
KaMEpy Ha TMOBCPXHOCTh HIDKHETO J3JICKTPOJA M CO3JAKOT YCHOBHE BAKYyMA, IOCIC YCTAHOBICHHSA
BaKyyMa TOJACTCA MOTOK padouero rasza aproHa (Ar) mo aasmeHus mopsaka 4 Top W BKIFOYAROT
HATPEBATCIIBHBIA dMEMEHT. Kak TONBKO HATPEBATCIBHBIA 3MCMEHT AOCTHracT temmeparypst 750°C, ¢
nmomomp0 BY reHeparopa Ha BepxHHM 3a¢kTpoa moaroT BU HampspkeHHE ¢ MOIMHOCTBEO 5-15BT,
BCIIEICTBUE KOTOPOTO MOLKHMraetca aproHosas BU mmazma u BeiaepskuBacTca B TeueHue 15 munyT. Ha
JAHHOM 3TAaIle 3a CUET IUIA3MEHHOM ¥ TEpMHUYECKOH 00pabOTKU HA MOBEPXHOCTH KPEMHHUEBOH MOJIOKKH
CKAaTATUTHYCCKAM HAHOCTIOEM (DOPMHPYIOTCS HAHOKIACTEPHI (OCTPOBKH) HHKEINS, KOTOPBIC SIBISFOTCS
ocHoBol s pocta YHT mo momemm IDKK. /[ledictutensHo, Ha pucyHke 4 mpeacrasncH COM
H300PAKCHHUE TOJNYUCHHBIX HAHOKIACTEPOB HHUKE/I HA IOBEPXHOCTH KPEMHHEBOH HOAIOXKKH. M3
PUCYHKOB 3 ®W 4 BHAHO, UTO JOILIA3MOTCPMHUYCCKON OOpabOTKH MOBEPXHOCTh KPECMHHCBOM IJIACTHHBI
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HMMEJT CIUTOIIHON HUKEJCBBIA CJIOH, HA KOTOPOH MOCHIE INIa3MOTEPMHYCCKONM 00paboTKH 00pa3oBaInuch
OTJCBbHBIC OCTPOBKH HAHOKIACTEPOB cO cpeanum guamerpom ~ 20-70mm. CormacHo momemu ITDKK
JUAMETP 3TUX HAHOKIACTCPOB, B KOHCTHOM CUCTE, onpeacaseT quametp cunresupyembix YHT.

Pucynok 4 — COM u3o0pakeHHsT HAHOKIIACTEPOB HA IIOBEPXHOCTH KPEMHHUEBOH I101I0KKH

Hast oOpa3oBaHUsI OCTPOBKOB HHUKEIS HA MOBCPXHOCTH KPEMHHCBOH IMOMJIOKKH JOCTaTOYHO 15
MuHYT, niocie ang pocta YHT B pabouyro kamepy HamyckaeTcs AONONMHUTCIBHBIH PEaKLHUOHHBIN
yraepoaocoaepxamui raz — metan(CH4) mo masmnenus 5 Top, 3arem mpouecc cunresa guurcs 15-30
MHHYT.

Takum oOpazoM, B pe3yapTare SKCICPUMEHTa ObUTM MONYYCHBI JBa 0oOpasna — KpPeMHHEBas
MOAJIO0KKA C OCAKACHHBIMH HA ©¢ MOBCPXHOCTH YIJICPOTHBIMH HAHOYACTHLAMHU (PHUCYHOK 6) M caxka
BHYTPH HArpeBaTCIbHOTO 3IEMEHTA (PHCYHOK 5).

6

Pucynok 5 — KBapiieBas tpyOka jio (a) u ociie (6) cunresa YHTmeroioMPECVD

Uccnenosanue nonyueHHBIX 00pa3LoB HA CKAHUPYIOIIEM 3JIEKTPOHHOM MHKpOcKone u PamaHoBcko
cnekrpockonueli (PC) mokaseiBaror, uro aciicteutensHo B npouecce PECVD olpasyrores yraepoaHsie
HAHOYACTHLBL, KOTOPBIC OCAXKTAIOTCS HAa TOBCPXHOCTH KPEMHHEBOH mnoamoxkku. Ha pucynke 6
mpeacrasicHbl COM u300paskeHUS OCAXKACHHBIX YIJICPOAHBIX HaHOYacTull, Torga kak COM u PC anamu3
CKU CBHJICTCIBCTBYET O HAMHYHMH VIVIEPOJHBIX BOJOKOH H HAHOTPYOOK (pucyHOK 7). M3HauanbHO,
npexnonarainocs cuHTe3 YHT Ha moBepxXHOCTH KPEeMHHEBOHM MOIOXKKH, HO KaK PE3yIbTaThl aHATIHN3A
MOKA3BIBAOT OTCYTCTBHC ocaxacHus YHT. Bo3morkHas mpudnHA - 3TO BCC CINEC HU3KAS TCMIICPATypa
cpeanl BOIM3H noanoxku ag pocra YHT, Ho goctarounas ams GopMUPOBAHHS HAHOKIACTCPOB HUKCTISL.
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Pucynok 6 — COM uzo0pakeHuss U XUMAYECKUH COCTaB OCaKJICHHBIX YIIIEPOHBIX HAHOYACTHIL
HA ITOBEPXHOCTH KPEMHHUEBOH TT0TOKKH

bnarogapst 1OCTaTOYHO BBICOKOH TEMIIEPATYPE HHUXPOMOBOIO HArpeBaTelisi, U3 MOCICAHETO H3-3a
TCPMHUYUCCKOW 3MHCCHH OOpPa30BATUCh HAHOYACTHLIBI, KOTOPHIC W SIBUIHCh OCHOBOW pocta YHT w
00pa3oBaHMs CAXKH BHYTPH HATPEBATEIBHOTO 3JICMEHTA.

Pucynok 7 — COM uzo6paxenus nonyueHHpx YHT PECVD metoiom
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CrekTpsl PaMaHOBCKOTO PACCESHUS MOIYUICHHBIX OOPa3lOB CAXKH MPCACTABICHBI HA PUCYHKE 8.
PaMaHOBCKHMII CIEKTP, NOPSACTABICHHBIH HA PUCYHKE 8a, COOTBETCTBYCT TUIMYHOMY CICKTPY
muorocrerssix YHT (MYHT) ¢ ocuoreivu G, D u G'(2D) — momocamu mpu wacrorax 1591 em™, 1360
em’ m 2719 em' coorsercTBeHHO, a Takke G+D — momocamu mpu uwacrorax 2950 cm’. G-momoca B
JAHHOM CIICKTPE COOTBETCTBYST TAHICHI[HAIBHBIM KOJCOAHHSM ABYX CMEXKHBIX aTOMOB VIVICPOJA B
pemerke YHT, G' (mmm 2D)-nonoca cootBeTcTBYET 006epTOHY D-TIONOCHI, BEI3BAaHHOH ABYX(OHOHHBIM
HeynpyruMm paccestaueM. IlpucyrerBue B crektpe D-mojgocet v G'- MOAOCE MO3BONSET CYIUTH O
JChCKTHOCTH CTPYKTYPBI U €€ COBCPIICHCTBE (KauecTee). Takum oOpazom, A OUCHKU AC(HESKTHOCTH

. e
CTPYKTYPBI MHOTO HPHOYTHYTh (popMyne OTHOEHHH HHTeHCHBHOCTEH nonoc D u G: L, = 4,4 - 7> The
D

L,- 0o0nacT rOMOTCHHOTO PAacCcesHUS B YITICPOAHBIX CTPYKTypax. JHAUCHHE M1 JAHHOTO CICKTPa
cooTBeTCcTBYET L,y= 4,7, 9T0 roBopUT O 10BOJIBHO HE mioxom kauectse MYHT. CeuaerenbcTBO 3TOMYy H
BelpakeHHas monoca 2D Ho cmusgame momocer D w G roeopur o Hamuuum amopdHOW ¢asel B
oOpasue.PaMaHOBCKUH CIIEKTp, MPEACTABICHHBIN Ha pUCYHKE 806, Oonee THNHYEH CHCKTPY MHOTOCION
nororpadena (FLG — Few-layergraphene). O6 stom cBuaeTeascTByroT cmabas D momoca (1359 em™') u
JOBONBHO y3KHE U nHTeHCHBHBIC motocsk G (1581,8 ev™') m 2D (2733,6 em™').
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Pucynok 8 — PamanoBckue criektpsl noirydeHHbIX YHT metooMPECVD

3aknroueHune

B nanHoli pabote OBIT pacCMOTPEH CHHTE3 YVIJICPOIHBIX HAHOTPYOOK MIA3MOXHMHYCCKHUM METOAOM
OCXKJICHUS H3 razoBOH (assl B BBICOKOYACTOTHOM EMKOCTHOM paspsnc.B pesvaprare skcmeprumenra
ObUTM TONMYYCHBI ABa of0pasla — KPEMHHCBAS TMOJIOKKA C HEKUM CBETJIBIM OCQKIACHHUEM Ha ¢
MOBEPXHOCTH M Ca)Ka BHYTPH HAIPEBATCIBHOTO 3JIEMEHTA, KOTOPBIC OBIIM HCCICAOBaHb ¢ oMomubio PC
u COM ananuza Pe3ynptaTel aHanu3a CBUACTENBCTBYIOT, UYTO HA HMOBCPXHOCTH KPEMHHUCBOU TOTOKKU
OBLIM OCAXKACHBI YIVICPOAHBIC HaHouacTHII, Torga kak COM u PC anamus caxu CBHACTCIBCTBYET O
HAITUYMH YTIACPOAHBIX BOJIOKOH M HaHOTpYOOK. Ob6pazoBanme YHT m mpyrux yriepomoconepramux
HAHOCTPYKTYP BHYTPH KBapLEBOH TPYOKH OOBSCHICTCA C TEM, YTO MATCPUATOM HArpPEeBATCNS SBIACTCS
nuxpom (Ni+Cr), mpu HarpeBaHWH KOTOPOTO M3 MATCPHANIA BBIACSIACH Majas A0S HUKES, KOTOPBIH
caykua katamsatopom pocta YHT.

HanHag paboTa BBIMOMHECHA MpH mojaep:kke MunHucTepcTBa oOpaszoBanus W Hayku PecnyOmuku
Kazaxcran B pamkax rpanra 3214/I'® 4.
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'Mrxenepri Geitinperi seprxana, an-Dapadu aTbiHmars! KasY 'V,
DKCIIEPUMEHTTIK YKOHE TEOPUSUIBIK (PH3HKA FUIBIMH-3€pTTey HHCTUTYTHI, a-Dapabu aThIHiars! KaszY'V,
3 ABIK Typ/ieri ¥ITTHIK HAHOTEXHOIOTHSUIBIK 3epTXaHa, an-Oapabu atemaarsl KazYV,
Kazakcran, 050040 Anmmartsl, an-®apadu, 71

JKOFAPBI KALTIKTI CBIMBIMIBLIBIK PA3PSIIBIH/IA TA3JBIK ®A3ATAH ILTA3MOXMUSUIBIK
OJICIMEH KOMIPTEK HAHOTY TIKIIIEJIEPIH CHHTE3/AEY

AnHOTAUs. By KYMBIC KOFaphl KULTIKTI CHIMBIMABUTGIKTHL pazpsira Ta3fblk ¢azajaH IDIa3MOXUMILITBIK IICIMEH
KOMIpPTeK HAHOTYTIKIIEICPIH CHUHTE3/leY TaKbIPHIObIHA apHaTFaH. OJKCIIEPUMEHT HOTIKECIHJE €Ki YITi albHAbl — GeTTiK
KaGaThHa KaHaail ga 6ip ambIK KOHABIPMAcH! 6ap KPeMHUUITIK TOCEM KaHE KBI3TBIPY SIEMEHTIHIH IMIHJeTi Kyhe. ATainraH
yrritep Pamanmsik Ntegra SPECTRA cnektpockomnusickiMeH kaHeQuanta 3D 2001 (SEM, FEI company, USA) smekTpoast
CKaHepIIeyIll MUKPOCKOIMS KOMETIMEH 3epTTeNl. AHATN3 HOTIKENepl KPeMHMIUII ToceMHIH OeTTiKk KaGaThIHAa KOMIPTEKTI
HaHOGONITIEKTEP IIH KOHBIPHUTFaHbIH, al KytieHiH DCM sxone PC aHamH31 KoMIPTEKT] TATIBIKTAP HIH KIHe HAHOTYTIKITIETEP IIH
Gap exeHirin ganenaein. Kpapireik Tyrikmeniy imiage KHT skone Gacka ga KoMipTeKTI HAHOKYPBUTHIMAAP/IBIH Maiifia 6oTysl
KbI3ApIproI HuxpoM (Ni+Cr) MaTepuaibHaH GONFaHbIMeH TYCIHAIpUTe i, KhI3ApIpFBITITEH TeMIIepaTy pachH JKOFapbUTaTKaHIa
marepuangad KHT ecyiHiH kaTtamu3aTopbl GoMaTHIH HUKETHH MaFbH GOTirl alfbIpBUTIbL

Tyiiin ce3mep: KOMIPTEKTI HAHOTYTIKITIENIEP, THIa3MOXUMIITHIK, KOHABIPY , THIa3Ma.
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