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B cmamve npeocmaesnen cunmes yznepoouwvix nanompyoox (YHT) ¢ nomowpro CBY,
000CHO6AHA MEXHOI02UA U NPOBeOeHO uccaedosanue ceoticmea u cmpykmypot YHT. IIpugeoeno
Oonucanue annapamypHo-mexHoa02uUYecKoll cxemsl cunmesa u ooocnosanst pexcumot CBY 603-
oelicmeus Ha KamanumuyecKkue cucmemsl Ha ocHoge geppouenos (CioHwFe). na nonyuenusn u
ananuza ungopmayuu o mopghonozuueckux ocovennocmax cunmezuposannvix YHT - ucnonv3o-
8aH Memoo CKanupyouieil INeKmpoHHOl MUKPOCKORUU, 4 MAKXHCe CHeKMPOCKONUA KOMOUHAYU-
OHHO020 pacceaHus u memoowvt oughgpepenyuanvroil ckanupyrouwien kanropumempuu. YHT umero
8ajicHOE 3HAUEHUE NPU MOOUDUUUPOBAHUU KPEMHUIIOPZAHUYECKUX MAMPUY, 8 INOM OMHOUIEHUU
6 cmampe UMeIOMCA UCC1e006aHUA, C6A3AHHbBIE C MOOUDUUUPOSAHUEM NOTUMEPOE C NOMOULLIO
cunmesuposannvix YHT. IIposooumca ouenxa pasuomepuocmu pacnpeoenenus YHT ¢ mam-
pune noaumepa u UCCiedyemcsa menionpo8ooOHOCHb KPEMHUILOPZAHUYECKO20 KOMRAYHOA Hpu
paznuunvlx konyenmpayuax YHT. Hzmenenus mennonpoeoonocmu cocmaensem om 0,2 0o
0,32 Bin/m°C npu usmenenuu konyenmpayuu YHT om 1 00 7%.

KaroueBble ci1oBa: yriepoaHble HAHOTPYOKH, CHHTE3, MUKPOBOJIHOBOE M3JTy4Y€HHE, KpEMHUHOPTraHnIeCKUI
KOMITayH]l

SYNTHESIS OF CARBON NANOTUBES USING MICROWAVE:
TECHNOLOGY, PROPERTIES AND STRUCTURE

A.V. Shchegolkov, A.V. Shchegolkov

Tambov State Technical University (TSTU), Sovetskaya St, 106, Tambov, Russian Federation, 392000
E-mail: energynano@yandex.ru, alexxx5000@mail.ru

The article presents the synthesis of carbon nanotubes (CNTSs) using microwave, substan-
tiates the technology and studies the properties and structure of CNTs. The description of the in-
strumental-technological scheme of synthesis is given and the modes of microwave action on cata-
Iytic systems based on ferrocenes (CroHi0Fe) are substantiated. To obtain and analyze information
on the morphological features of synthesized CNTs, the method of scanning electron microscopy,
as well as Raman spectroscopy and methods of differential scanning calorimetry were used. CNTs
are of great importance in the modification of organosilicon matrices in this regard, the article
contains studies related to the modification of polymers using synthesized CNTs. The uniformity of
distribution of CNTs in the polymer matrix is estimated and the thermal conductivity of the orga-
nosilicon compound is investigated at various concentrations of CNTs. The change in thermal con-
ductivity is from 0.2 to 0.32 W/ m °C with a change in the concentration of CNTs from 1 to 7%.
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Yrnepoanasie HaHoTpyOKH (YHT), kak omHO-
CJIOMHBIE, TaK U MHOTOCJIOMHbIE UTPAIOT BaKHOE 3HA-
YeHHE B CO3/IaHUE PA3IUYHBIX THUIIOB 3JIEKTPO U Tel-
JIOTIPOBOASAIINX KOMIIO3UTHBIX MaTepraios. [Ipu aTom
Ha CBOWCTBA KOMIIO3UTHBIX MaTE€PHaJIOB MOAUPHUIIN-
poBanHbIx YHT cyliecTBeHHOE BIMSHUE OKa3bIBaeT
Mopdomorus YHT. Mopdomorus YHT cBsizana ¢ oco-
oernocTsM cuHTe3a YHT. B cBoto ouepenp cymie-
CTBYIOT pa3iU4Hble TeXHOIoruu cunre3a YHT.

Cunre3 YHT ocyiiecTBUM C TOMOLIBIO Pa3HO-
0o0pa3HbIx MeTonoB W TexHojoruit [1]. Hambonpmee
pacupocTpaHeHHe NOIYYHIN CIeAYIOIINe METOMAbI:
METO/JI 3IEKTPO-AYrOBOT0 CHHTE3a (B KMJKOM U razo-
oOpasHoii cpene), nazepHas aoysnus, CVD-meton ¢
NPUMEHEHUEM TaKHX Ta30B, KaK MPOTaH, MeTaH, OyTaH
WIN APYTUX YTIIEPOJOCOAEPIKAIINX Ta30B UITH UX CMe-
ceil. OTHAaKO CYLIECTBYIOT U JAPYTrU€ METOJbI CUHTE3a
YHT, nanpumep, Mmetox [2], OCHOBaHHEII Ha MEXaHH-
YECKOM BO3JICHCTBUH Ha YIIIEPOAOCOAEPKAILME MaTe-
pHAIBl ¢ TOCIEAYIONeH TepMUIecKoi 00paboTKON 1
JaJbHEHIIeH MEXaHOAKTHBALIUEH, B Pe3yJIbTaTe KOTO-
poii mpoucxoaut popmupoBanue u oopadorka YHT.

Ha cunre3 YHT BnustitoT paznuuHbie GakToOpEI,
TakHle Kak JIaBJeHHe, TemrepaTypa U o0beM peakiiu-
OHHOM 30HBI, I'/I€ IPOTEKAET CUHTE3. B 3TOM OTHOMLIE-
HUU UMeeT ObITh MECTO TEXHOJIOTHS CHHTE3a C IPUMe-
HEHUEM B KauecTBe peakropa — ausenbHoro JIBC c
BOCIUIAMEHEHHEM OT ckatusl. Ha ompeneneHHbIX pe-
xumax padotsl JIBC oT cxxarust B 0TpaboOTaBIINX Ira-
3ax 00pa3yroTcsl TBEpAbIE YaCTUIBI, KOTOPHIE UMEIOT
MOPGOIIOrHYECKYIO CTPYKTYpY, cxoxyto ¢ YHT [3, 4].

Taxke cymectByer meron cuHteza YHT c
npumenenueM CBY wuznydyenns. CBUY-ozneiicTBue
obecrieurBaeT OBICTPBIN HArpeB 1O Bcel TITyOMHE yT-
JIepoIOCOIepIKAIIEro MaTepuana. B kagectse yriepo-
JIOCOAEPIKAIIETO MaTepraja MOXET OBITh HCIIONb30-
Ban peppoueH (CioHioFe).

B pa6ore [5] YHT Obutn ObICTPO CHHTE3HPO-
BaHbI B TeueHue 20 — 40 ¢ npu noMoIuu 0OAHOCTaIui-
HOT'O METO]Ia MUKPOBOJIHOBOTO Harpesa.

Mennas, MoIMOIEHOBasE M JKeJIe3Hask MPOBO-
JIOKa, a TaKXe CTaJbHOE BOJOKHO CMEIIMBAIIUCH C
CioHioFe mnst moctmxenus 6sicTporo pocta YHT mipu
KOMHATHOHM TeMIIepaType Ha BO3AYX€E C TIOMOIIBIO ObI-
TOBOW MHKPOBOJTHOBOH reun. MeHast, MOHOAeHOBas
M JKeJe3Hasl MPOBOJIOKA, a TAK)Ke CTAIbHOE BOJIOKHO
MIPUMEHSUTNCH 11 THATMApOoBaHus rposis3a CioHioFe ¢
LeNnblo cTuMynupoBanus pocta YHT [6].
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YHT oxa3pIBatoT BIMAHUE HA JIEKTPOIIPOBOI-
HOCTb KOMITO3UTHBIX MaTE€pUaJIOB U 00ECIIEUNBAIOT pe-
anm3anuo dPQeKTa caMoperyIupOBaHHOTO TEILIOBbI-
JeICHNs IO JENCTBHEM DIIEKTPUIECKOT0 Tojst [7-9].

Haubonee 6picTpeiM MeTOM cuHTe3a YHT sB-
nsetcs cuaTe3 ¢ npuMenenneM CBY mznydenns. He
CMOTpsI Ha IPEUMYILECTBA 3TOI'0 METOA CBSI3aHHBIE C
OBICTPOTON CHHTE3a — JUISI 3TOI0 METOAA OTCYTCTBYET
anmnpaTypHO-TEXHOJIOTHYeCKOe O(QOpMIIEHHE U HET
MIPOMBIIIIJICHHOTO 000PYAOBaHHUS.

Taxum 06pa3oM, OCHOBHOM LIEJIBIO HCCIIEI0BA-
Hu sBisiercs cuate3 Y HT u nccnenoanne remnodu-
3UUYECKUX CBOMCTB HAaHOCTPYKTYPHPOBAHHBIX 3JIACTO-
MEpOB, a TAKXKe pa3paboTKa anmnaparypHO-TeXHOJIOTH-
yeckoii cxembl cunTe3a YHT npu CBY Bo3neiicTsue.

B pamkax menm nccnemoBanuii ObLTH ITOCTaB-
JIEHBI CIIEYIONINE 3a/1a4H:

Cunre3 YHT ¢ mpumenennem ¢depporera u
rpadura npu CBY BozneiicTBre.

HUccnenoBanue cBoiicTB cunTe3npoBaHHbIX Y HT,
a TaKk)ke 3aBUCUMOCTH TETJIONPOBOAHOCTH OT KOHILIEH-
Tpauuu YHT B KpeMHUHOPraHUYECKOM 3JacTOMEpE.
Pazpabotka anmapaTypHO-TEXHOJOTHYECKOH CXEMBI
cunteza YHT npu CBY Bo3nelicTBue.

MATEPUAIJIBI U METO/1bI

B kauectBe karanmuzartopa ays cuHre3a YHT
ucnonb3oBanu dpeppouet (CroHioFe) B cmecu ¢ rpadu-
TOM B cooTHOIIeHNHU 5:1. J{Jg cuHTE3a HCHOIb30BaIn
MHKPOBOJIHOBYIO meub Samsung ME83KRW-2 (Ko-
pes) ¢ momHOocThI0O 800 BT m BpemMeHeM BO3aeH-
ctBus 20 c.

Komnonent (A) — KpeMHHIOpraHHYecKUn
komnayH[ (cunukoH) 1 YHT cmemmBanu Ha BepxHe-
npHUBOIHOW MexaHuueckod wmemanke WiseStir HT
120DX (Kopest) mpu 200 06/MUH B Te€USHHE 5 MUH.

Jlanee B cMech BBOJMIIM BTOPOW KOMITOHEHT,
obecnieunBaronnii monumepusanmio (B), c mocnenyro-
MM TIepEeMENTMBAHNEM B TeUCHHE 2 MUH. TIPU TEMIIe-
parype 22 °C. 3ateM, HoiydeHHbIE 00pa3lbl IOMe-
[Ialii B BAKYyMHBIW MIKad H mocie 3Toro GopMoBain
B BHJE IUIOCKHMX IUIACTHH MO TEXHOJIOTUHU IpPEACTaB-
JIEHHOH B padoTe [9].

Crextpsl koMOuHarmonHoro paccesHus (KP)
YHT cunre3upoBannsix YHT perucrprupoBaivchk Ha
pamanoBckoM Mukpockorne DXR (Raman Microscope
Termo Scientific). J[inua BoHB BO30Y XK IAI0IIETO Jia-
3epa cocTaBisiia 532 HM.

TepmorpaBumerpudecknii ananu3z (TT'A) mpo-
BEJICH COBMECTHO C Ou(depeHInalbHON CKaHUPYIO-
meir kamopumerpueir (JICK) (STA 449 F3 Jupiter
Netzsch).
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B ocHoBe noanMepHO# MaTpHLbl ObUT UCTIOIb-
3oBaH 3nactomep «Cumarepm 8030» (OO0 "2JIEMEHT
14", MockBa, Poccust) - kpeMHUHOPTaHUIECKH KOM-
nayHz ¢ mosapabiMe Si-O CBSI3SIMHU.

COM wuccnenoBaHus MPOBOIUIUCEH C UCIIONb-
30BaHHEM ANMEKTpOHHOT0 MuUKpockona Hitachi H-800 ¢
ycKopstonuM HarnpspkenrneM 1o 200 xk3B.

st mccnenoBaHusl KOHUEHTPAMOHHOHN 3aBH-
CHUMOCTH TEIUIONPOBOIHOCTH MOAU(DUIIMPOBAHHOIO
YHT kpeMHUIOPraHMYeCKOro KOMIMAayHAa UCIOJb30-
BaJCs TpUOOp AJsl M3MEPEHUS TEIIONPOBOAHOCTU
NNC HK TOCM (Poccus, Tamb0B)

PE3VJIbTATBI 1 X OBCYXJIEHNE

COM - uzobpaxkenne MYHT, cunresupoBan-
HbIX Ha karanu3arope CigHioFe ¢ momorpro CBY us-
Jy4eHus, mpeacTaBieHo Ha puc. 1. Ha puc. 1 nabmro-
JTAIOTCS] HUTEeBUIHBIE 00pa30BaHus, 00J1a/1afoIie BOJI-
HHCTOCTBIO, JUTMHOW OKO0JI0 | MKM M Oojee, KOTOpbie
00BEIMHEHBI B XaOTHYHBIC ITYYKH.

Puc. 1. COM- m3o6pakennss YHT
(VHT (CioHioFe — xamanuzamop)

Ha puc. 2 mpencraeieH paMaHOBCKHH CIEKTp
YHT, cunresupoBannbix Ha CioHioFe katanuzatope ¢
rpauToM.

CornacHo puc. 2, CTeneHb 1ePEeKTHOCTH Tpa-
¢benoBobix cimoeB YHT (D/G), cuHTE3upOBaHHBIX Ha
CioH1oFe karamuzatope, cocraBuser 1,08.

Ha puc. 3 npencrasnenst TI" u ICK cunTe3u-
poBanHbix YHT.
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Puc. 4. PamaHOBCKO€E KapTHPOBaHUE IOBEPXHOCTH
KpeMHHuiopranuueckoro komnaysnaa ¢ YHT
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[IukoBoe 3HaueHue TEMIIEpa-
Typsl (hazoBoro nepexoaa B YHT coort-
BeTcTBYeT Temmeparype 630,2 °C s
nepsoro 3amepa u 631 °C st BToporo
3amepa.

Ha puc. 4 mpencrasieno pama-
HOBCKO€ KapTHUPOBAaHUE IIOBEPXHOCTH
KPEMHUHAOPraHW4YEeCKOro KOMIIAyHIa ¢
VHT.
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Puc. 2. Pamanosckuii cnextp YHT, cuHTe3upOBaHHBIX Ha
CioH1oFe xaranu3sarope
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MHUKPO3aMEPHOI'0 JIOKAJIBHOI'O arjiome-
PHUPOBAHUS, YTO XapaKTEPHO Il HAHOPa3MEPHBIX YI-
JIEPOJIHBIX CTPYKTYp ¢ BaH-nep-BaanbcoBbsIM THUIIOM
B3auMoaecTBus [7, 8].
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Ha puc. 5 npeacrtaBieHa 3aBUCUMOCTD TEIIO-
MPOBOJHOCTH KPEMHUHOPTraHUYECKOTr0 KOMIIayHaa
(HAHOCTPYKTYPUPOBAHHOTO 3JIaCTOMEpPA) OT KOHIICH-
Tpauuu YHT.
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Puc. 5. 3aBucUMOCTb TEIIONPOBOJHOCTH HAHOCTPYKTYPHPOBaH-
HOTO 3J1acToMepa oT KoHIeHTpanuu YHT

YBenuueHue maccoBoi koHueHTpauuu YHT C
1 10 7% TPUBOIUT K MOBBIIICHUIO TEILJIONPOBOTHOCTH
KpPEMHHHOPraHn4yeckoro kommosura. 1o 3aBucumoctu
TEIJIONPOBOAHOCTH OT KoHUeHTpauuu YHT mpocie-
JKUBAETCsl BO3PACTAIOUINM XapakTep MU3MEHEHHs Tell-
nornposoarocTH oT 0,2 10 0,32 B1/M°C.

Ha puc.6 npencrasnena annapaTypHO-TEXHO-
joruyeckas cxema cuHte3a YHT.

| — 4 L
VST /]

Y v /
3 /s

CBUY uznyuarenem 10, rne noxn nevicteuem CBY uzny-
YyeHusl npoucxoAauT mpoiecc cuateza YHT. Jlanee no-
JMYYeHHBIH MaTeprall BAKYyMHBIM HacocoM 13 mo Tpy-
6onposoxay 11 npu oTkpeITOM BeHTHIIE 12 epemenia-
€TCS B HAKOITUTEIBHYI0 EMKOCTh 14.
OKCIepUMEHTAIBHBIE WCCIIEIOBAHUS  TOKa-
3a]H, 4YTo HanOosee d3PPEKTUBHBIM SIBISIETCS PEXKUM
CBY Bo3aciicTBUS Ha KAaTAIUTUYECKHE CUCTEMBI Ha
ocHoBe ¢epporieHoB pu MortHOcTH 800 BT 1 Bpeme-
HeM BoszfnekcTBua 20 ¢ TpH KOTOPOM HaOIIOAacTCs
(hopMupoBaHUE YTIIEPOAHBIX HAHOCTPYKTYP.

3AKJIIOYEHUE

[Iposenen cunte3 YHT ¢ nomonisro CBY Bo3-
neiicteust Ha hepporieH u rpaduT. s momydeHus uH-
(hopmaru 0 MOpPOITOrHIECKUX OCOOEHHOCTSIX CHHTE-
3upoBaHHbIX YHT - ucnosb30BaH METO[ IPOCBEYUBA-
FOLLEHCs EKTPOHHOW MUKPOCKOIIMH, a TAKXKEe CIEK-
TPOCKOITUSI KOMOWHAIIMOHHOTO PACCESIHUSI U METOJIBI
TG GepeHIMATBHON CKaHUPYIOMICH KaJIOpUMETPUH.
Xapakrep pacnpeaenenus YHT B cTpykrype anacro-
Mepa UMEeT BHUJ MUKPO3aMEPHOI0 JIOKAJIBHOI'O ario-
MEpPUPOBAHMSA, YTO XAPAKTEPHO JIi HAHOPA3MEPHBIX
YIJIEPOIHBIX CTPYKTYp ¢ BaH-aep-BaanbcoBbiM B3au-
mozeiictBueM. Ilo 3aBUCHMMOCTH TeNJIONPOBOAHOCTU
ot xkoHueHTpauun YHT npocnexuBaerca Bo3pacTaro-
UH XapakTep U3MEHEHUs TeIIonpoBoAHOCTH OT 0,2
10 0,32 Br/mM°C nipu u3meHennu kounenrpaiyu Y HT

or 1 no 7%.
ArnmapaTypHO-TEXHOJIOTHUYECKas
CXeMa CHHTe3a BKJIIOYaeT B cels aue-
MEHTHl HAKOIUJICHWs, JO3MPOBaHHUA, a
8 TaKXe IMHEBMOTPAHCIIOPTA - Pealn30BaH-
HbIE€ C TIOMOUIbIO BaKyyMHBIX HAaCOCOB.
O6ocHoBan pexxum CBY Bo3zaeiicTBus Ha
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| KaTaJIUTUYCCKHUEC CUCTEMBI HA OCHOBEC (bep—

L _——14

poueHoB U rpadurta npu MomHoctn CBY
mnyuernst paBHoit 800 BT m BpemeHem

Puc. 6. AnnapatypHo-TexHonoruueckas cxema cureza YHT

ATnmapaTypHO-TEXHOJIOTHYECKasi CXeéMa CHH-
teza YHT mpu CBY Bo3zzieiicTBue Ha KaTain3aTop
(C1oH1oFe) (puc. 6) BrimrowaeT B ceOst 1B €MKOCTH C
katanu3aTopoM 1 u rpaduTom 2, KOTOpbIE CHAOXKEHBI
no3aropamu 3 u 4. deppotieH u rpaguT 3arpyKarTCs
B JIOTIACTHOM CMECUTENb 5 B KOTOPOM pealin3yeTcs pe-
KUM TIEPEMEIINBAHUS C TICEBAOOXKHUHBIM cioeM. [lo-
Clie CMeIIeHHsI BaKyyMHBIM Hacoc 9 mepemeniaer Chl-
ny4Yuid MaTepuai mo TpyoonpoBoay 6 B eMkocTs 8 ¢
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