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AHHOTAUA

B CTaThe Hpe)lCTaBJ'IeHbI peSyHbTaTLI 3KCHepI/IMeHTOB 110 CI/IHTe3y yFHCpO[[HI)IX HaHOCprKTyp METOAOM
TepMI/I‘ICCKOFO XUMHUYCCKOI'0 OCaXICHUS U3 ra30130171 (1)831:-1 C HCIIOJIB30BaHUCM HaHOHOpOIHKOB KeJe3a,
HOJ'IylleHHI)IX METOAOM SHCKTpH‘IeCKOI‘O B3pI>IBa HpOBOI[HI/IKOB B KAQUCCTBC KaTaHH3aTOpOB. B Xoae HpO-
Be):[éHHI)IX 3KCHepI/IMeHTOB 6I)IJ'II/I onpe,ueneHLI TCXHOJIOTHUYCCKHUC napaMeTpLI, OIITUMAJIBHBIC IJISI HU3KO-
TEMIIEPaTYPHOI'0 pOCTa YIIIEPOIHBIX HAHOTPYOOK. Pe3ynbTaThl CIEKTPOCKOIIMHM KOMOWHAMOHHOTO pac-
CCAHHA CBCTA U peHTFeHOCprKTypHOFO aHaJiu3a IoKasalik, 4To Han60nee BI)ICOKOﬁ KpHCTaﬂHH‘IHOCTLIO
00mamaroT 00pasIsl, BEIPANICHHBIC TIPU TEMIIEPAaTypaxX 3HAYUTEIFHO HIDKE 00BIYHO IpuMeHseMbIx. COM -
HcCIeIoBaHus B pexxuMe cbEMKU SE2 U pe3ynbpTaThl NPOCBEYUBAIOLIEH 3JIEKTPOHHON MUKPOCKOIIMM YKa-
3bIBAKOT HAa TO, YTO CI/IHTCBI/IpOBaHHLIe CprKTypBI ABJIAKOTCA MHOI'OCTCHHBIMU yTJ'ICpOI[HLIMI/I HaHOTp}I6—
KaMH ¢ KJIaCTepaMy MeTallla BHYTPH KaHaia TpyOKu. BriepBeie ObIIH HalCHBI SKCIIEPIMEHTAIBHBIE pe-
KUMBI HI3KoTemreparypHoro XOI'® yriuepoaHsIXx HAHOTPYOOK € UCIIONBF30BaHIEM B KaueCTBE KaTalln3a-

TOPA HAHOIIOPOIIIKOB JKEJIC3a.

KiroueBbie cj10Ba: TEpMHUUECKOE XHMUYECKOE
OCaXJCHHUE, YIJICPOIHbIE HAHOCTPYKTYpPbI, HAHO-
MOPOLIOK >KeJie3a, HU3KOTEMIepaTypHBI CUHTE3,
YTIIEpOAHbIE HAHOTPYOKH

BBenenne

Hcroprdeckn oTHUM M3 MEPBBIX CHOCOOOB
MPOM3BOACTBA yrieponHsix Hanotpyook (YHT)
ObUT METOJI AJIEeKTPoyroBoro paspsaa [1]. Onna-
KO O CYIIECTBOBAHMHU YTIIEPOJHBIX HAaHOTPYOOK
coobmanu paHee coBerckue ydensie JI.B. Pagym-
keBud 1 B.M. JlykbstHoBHY B 1952 1. [2]. O1H pa-
OOTBI HE MPUBJICKIU HIMPOKOTO BHUMAaHUs Hay4-
HOro cooOuiecTBa, B CBA3M C UX IyOIuKanuen
TOJIBKO Ha PYyCCKOM SI3bIKE.

Ha cerogudmnuii neHs Ajid NPOU3BOJICTBA
yriaepoaueix HaHoTpybok (YHT) ycmemno mpu-
MEHSIOTCS M JpyTHe METOAMKH, TaKue Kak Jiazep-
Has abJsiys, CUHTE3 B IUIaMEHAX YIIIEBOJIOPOJIOB
W XHMHYECKOe OCaXKJCHHWE W3 Tra3oBoil (a3bl
(XOI'd) [3-5]. OnHako 3MeKTPOAYTOBOM paspsia U
pasnuunbie Buasl XOI'® (B8 BU u CBY paspsze,
IJ1a3Me Ha MMOCTOSHHOM TOKE, a TaKKe METOJ TOo-
psdell HUTH) SIBISIOTCS HanOoiee IepCrieKTHB-
HBIMU M YK€ MPUMEHSIEMbIMU METOJAaMHU B KpyI-
HOMAcIITaOHOM TPOW3BOJICTBE YIIIEPOJHBIX Ha-
HOTPYOOK ¥ HAHOBOJIOKOH [6].

B HacTosmiee BpeMsi MeTOA KaTaluTHYe-
ckoro XOI'® paccmarpuBaeTcs Kak €JUHCTBEH-
Has DKOHOMHYECKHM BBITOAHAS TEXHOJIOTHSA JUIS
KpynHoMacmTadHoro mpousBojactBa YHT u ux
HMHTETPAIM C LENbI0 NPUMEHEHUS B Pa3IMYHBIX
ycTpoicTBax [7]. VI3BeCTHO, YTO MpPU HUZKOTEM-
neparypubix pexumax XOI'd (600-900°C) cun-
Te3upyroTca MHOroctenHsie YHT, B To BpeMs Kak
pu Oosiee Bbicokux Temnepatypax (900-1200°C)
npeobsamgaer poct ogHoctennbix YHT [8]. Kak
npasuiio, npu nposeneHun XOI'D B kauecTBe
KaTaau3aTOPOB UCIOIB3YOTCS YaCTHIIBI METAJIJIOB
Ni, Co, Fe u Cu pasMepoM HECKOJILKO HaHOMET-
pOB.

Hecmotps Ha TO, 9TO 3TH METOABI JOCTUTIIH
BBICOKOT'O YPOBHS Ka4eCTBa, OHU BCE €€ JTAIEKH
JI0 TIOJIHOTO KOHTPOJISI Hall BaXXHBIMH CTPYKTYp-
HBIMH CBOWCTBaMH, TaKUMH KaK JJIMHA HAHOTPY-
00K, X TUaMEeTpP ¥ XHUPAIBHOCTH [9].

Ha cerognsmnuii 1eHb NPUMEHSIOTCS He-
CKOJIbKO METOAMK TOATOTOBKHA METAJUIMYECKUX
HaHokJacTepoB nansi cuHrea YHT. Opnum wu3
MEPCIEKTUBHBIX METOJOB IOJNYYEHHs] HAHOIIO-
pomkoB (HII) sBisieTcst 2MeKTpUYECKUd B3pPHIB
npoBoaHuKOB (OBII) — HepaBHOBECHEHIH Mporiecc,
IIpH KOTOPOM MOJI J€MCTBUEM HMITYJIBCHOIO JJIEK-
TPUUYECKOTO TOKa MPOBOJHUK AMCIIEPTUPYETCS, U
MIPOAYKTHl B3PHIBA IIEPEMENINBAIOTCA C OKpY-
xaromeil cpenoil. Dnekrpos3pbiBHEIe HIT obma-
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JAIT psAOOM IpeuMmyuiecTB B cpaBHeHuu ¢ HII,
MOJTyYEHHBIMU JPYTUMHU CHOCO0aMHU: YCTONYUBBI
K OKHCJICHUIO U CIICKAHWIO NMPU KOMHATHOU TEM-
meparype, MpH HArpeBaHWHd XapaKTePU3YIOTCS
BBICOKOH XMUMHUYECKOH U u(y3HOHHOW aKTHB-
HocThio [10].

B Meroauke tepmuyeckoro XOI'® npu uc-
MOJIb30BAaHUM  JKEJIE3HBIX KaTaTHu3aTOpOB, Kak
MPaBUIIO, IKCIICPUMEHTBI MPOBOIATCS MPH BBICO-
kux Temmeparypax (700-1200°C) u nmaBieHHsIX
Hmwke armocheproro. [Ipm sToM npumeHsrOTCS
pa3IUYHBIE YTIIEBOIOPOIHBIE TPEKYypPCOpPHI (Me-
TaH, alleTUJICH, OCH30J U JIp.), Yallle BCEro B coue-
TaHWU C MTHEPTHBIMH Ira3aMH, a TAK)KE BOJOPOIOM,
azotom u 1p. [11, 12].

Lenpio mpoBeAeHUs] HAIIUX HCCIICAOBAHUN
SIBIISTUCH — OIPENICIICHUE HIDKHEH TeMIieparyp-
HOW TpaHMIBI POCTa YTIEPOAHBIX HAHOCTPYKTYP
(YHC) na OBII HII Fe, mouck onTUManbHBIX yC-
JIOBUM HHU3KOTEMIIEPATYPHOTO (SHEPreTHYECKU
BEITOJIHOTO) CHHTE3a C HCIIOIF30BaHHEM Haubo-
Jiee IOCTYIHBIX YTIEBOIOPOIOB M 0e3 J00aBOK
JIOPOTOCTOSIIIUX MHEPTHBIX U IPYTHX Ta30B.

Jerayn 3xcnepumMeHnTa

HIT 6pimr mpuoOpereHs! B TOMCKOM IOJTH-
TEXHUYECKOM YHUBEPCUTETE C LEIbI0 HCIIOJB30-
BaHM WX B KQUECTBE KaTaJIM3aTOPOB NP CHHTE3E
YIAIEPOAHBIX HAHOCTPYKTYp. Ilponenypa momyue-
wus HII, meranm skcniepuMeHTOB, a TaKXke pe-
3yJNBTAaThl UCCIEAOBaHUSA WX Mopdonorun wu
CTPYKTYpBI TIOAPOOHO ommcaHbl B paborax [13-
15].

B Otnene nmoBepXHOCTH M TEXHOJNOTHH HO-
BbIX MarepuasioB MHcTuTyTa MartepuanoBeeHus
VYuusepcureta 1. 3ured (I'epmanus) (Institute of
Materials Engineering, University of Siegen,
Siegen, Germany) ObuIM TPOBEJEHBI COBMECTHBIC
WCCIIEIOBaHUsl CTPYKTYpbl ¥ Mopdonorun IBII
HII, ux xaTaauTu4ecKol aKTUBHOCTH U BO3MOX-
HocTH cuHTe3a Ha Hux YHC merogom Tepmuue-
ckoro XOI'D [15, 16].

Cunmes YHC

Poct YHC mnpoBomuiicsi B o0bemMe KBapiie-
BOTO PEaKTOpa ¢ BHYTPEHHUM auameTpoMm 90 mMm
MOMEIIEHHBIM BHYTPb TOPU30HTAIBHOW TPEX30H-
Ho¥ TpyOuatoii neun (Carbolite Limited) mmuHoit
1150 mMm. Karanmuzarop 3arpyxaics B Kepamude-
CKYIO JIOZIOUYKY M MOCJIE€ YCTaHOBKH 00pasua B pe-
aKTOp, MPOU3BOJIMIIACH OTKaYKa 00beMa MEeXaHH-
yeckuM (hopBaKyyMHBIM HacocoM B TeueHue 30
munyT (10 naBienns 107 Gap). Jlamee peaktop

HarpeBajcss 10 HEOOXOAWMOW TeMIlepaTrypbl C
KOHTPOJHMPYEMOH CKOPOCTBIO (CKOPOCTH HarpeBa
BapbupoBanack oT 5 no 10 °C/mun.). Ilocne moc-
THKCHHS 33J]aHHON TeMIepaTypsl B pEakTop Io-
JaBajics pabouMii Ta3 — aleTHICH M0 HeoOXOmu-
MOTO 3HaueHUs NaBicHus. [lo okoHYaHMM TIPOBE-
JeHUs] CHHTe3a (BpeMs 3KCIIEpUMEHTOB OT 1 70 3
4acoB), MPOMU3BOAMIACH OTKAYKa OCTAaTOYHBIX Ta-
30B M OXJIAXJIEHHE pPeakTopa JO0 KOMHATHOH TeM-
MEepaTyphl, TAKKE C 3aJaHHOM CKOPOCThbIO. TeXHO-
JIOTHYecKoe 00OpyIOBaHWE W TOPSAIOK TPOBEIe-
HHS SKCIIEPUMEHTOB OBLIN MOAPOOHO OMHCAHBI B
paborax [15, 16].

Memoouku u annapamypa 011 u3y4ueHus Mop-
donozuu u cmpyxkmypot YHC

s mu3ydenuss Mop¢oJIorTuu 00pa3ioB UC-
MOJIb30BAJICSI ABTOPMUCCHUOHHBIA CKaHUPYIOLIUN
3NeKTPOHHBIN MUKpockon (COM) cBepXBBICOKOTO
paspemienust Gupmbl Zeiss monenu Gemini Ultra
55 BMecTe ¢ YCTPOHCTBOM IJisi PEHTTEHOCIEK-
TPajbHOTO MUKpOAHAIN3a HCcClIeLyeMoro oopasua
B MuKpockone oT ¢pupmbel — «Thermo Scientificy.
Jns wccrnenoBaHuit OBLTH BBEIOpaHBI JIBA OCHOB-
HbIX pexxuma cbéMkH — InLens u SE2. InLens-
METO/ 1MO3BoJisieT MonyduTh COM-u3zo0pakeHus
MOP(QOJIOTUN TIOBEPXHOCTH CKaHUPYEMOTro o0pas3-
L[a WIA €ro TOPLEBOTO Cpe3a ¢ HAWIYYIINM pas-
pemenreM. Pexxum chemku SE2 sBrsercs Hanbo-
Jiee MPEANOYTUTEIbHBIM JUISI TIOMYyYEHHSI TOYHBIX
XapaKTepUCTUK O pelibede MOBEPXHOCTU CKaHU-
pyemoro o6pasua. MccienoBanus OB BBINOJ-
HeHbl B MHCcTUTYTE MartepuaioBeieHuss Y HUBEP-
cutera r. 3ureH (I'epmanus).

Nsyuenne crpykrypsl YHC mpoBoaunock
METOJIOM PEHTI€HOCTPYKTYPHOTO aHAaJIW3a C II0-
momipto mudpakrtomerpoB Philips X'Pert PRO
MRD (MuCcTUTYT MaTepuanoseneHus: Y HUBEpCH-
teta r. 3ureH, I'epmanus) u Rigaku D/max/2400
XRD (Illenpsinckast HammonansHast abopaTtopust
marepuanoBenenus, Kuraiickoit Axagemun Ha-
yK). PeHtrenorpammsl 006pa3noB ObLIM NOTY4EHBI
C IpUMEHEHHEeM MeaHoro m3nydeHus (A = 1.5406
A) B mudposom Buge. O6paboTKa PEHTTEHOrpaMM
JUTSL OTIPEZIETIEHHS] YIJIOBOTO MOJIOKEHUSI U UHTEH-
CUBHOCTEH peduIeKCOB MPOBOIMIACH MPOTPAMMOM
OriginPro 8.1. [Ipu npoBeneHnn $hazoBoro aHau-
3a ucnonb3oBasnack mnporpaMMa PCPDFWIN c
0a3oli TudpakroMeTpuuecKux AaHHbIX PDF-2.

B HanuonanpHON HAHOTEXHOJIOTHMYECKOU
naboparopuu oTKpbIToro Tuma (r. Anmatel, Ka-
3axcTaH) o0pa3upbl ObIIM HCCIIEAOBaHbI METOJOM
CHEKTPOCKONMHA KOMOHMHAIITMOHHOTO  PAaCCESTHUSA
ceeta (KPC) c momompro cmekrpomerpa NT-
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MDT NTegra Spectra (amuHa BOJHBI JIa3epHOTO
uznydeHus A = 473 um).

Anann3 00pa3loB METOAOM MPOCBEYU-
Baromel AIeKTpoHHON MuKpockonwn (II19M) Opur
nposeneHd B Macturyre AnepHoit Ousuku (1. An-
MaTel, Ka3zaxcTaH) ¢ MOMOLIBI0O MHKPOCKONA
JEOL JEM-2100F.

Pe3yabTaThl M 00cyx1eHne

CAOM-uccneooeanus

[ns ompeneneHus ONTUMAIBHBIX YCIOBUN
HU3KOTeMnepaTypHoro cuHTesa YHC Obutu mpo-
BEZCHBI 3KCIIEPUMEHTHI P Pa3IMYHbIX TeMIepa-
Typax (200-700°C) n naBnenmsx (100-400 mOap).
HccnenoBanusi mokasanu, 4YTo HWKHEH Temrepa-

typHoii rparmned st HII Fe ssnsercs 400°C.
OueBuaHO, 4TO TpU OOJIee HU3KHUX TEMIIepaTypax
HE TIPOMCXOAUT KATaIUTHUYECKOTO PAa3IOKECHUS
anetwieHa. TakuM 00pa3oM pe3ysbTaTbl JKCIIe-
PUMEHTOB II03BOJMJIM BBIACIUTH ONTUMAJIbHBIN
IUana3oH sl HHU3KOTEeMIIEpaTypHOTO CHHTE3a:
temmeparypa — 400-450°C, maBnenue — 100-300
mbap [17-19].

JlanbHelie, Ooyiee ACTaNbHBIE HCCICIO-
BaHUsI MPOBOJWIINCH B 3TUX IKCIIEPHUMEHTAIBHBIX
muana3zonax. Ha pucynkax 1-3 mpemcraBieHb
COM-u300pakeHnst (CHATBHIX B Pa3HBIX PEKAMax
ceéMmku — InLens u SE2) YHC, nony4eHHBIX pu
temmeparypax 400-450°C u napnenusx 100-300
MOap.

Y8 ’ A
i 1pm EHT= 600k Signal A = InLens
| Li— WD« mm  Wag= 1000KX

EMT= 600K/ Signal A= InLens,
WD= Smm  Mag= 5000KX

Oata 16 Aug 2016 Universty Sigen

100 nm
|

\ b W Signal A = SE2

EMT= 500KV SignalA=inLens Date 16 Aug 2015 Universzy Siegen | EHT= 600KV

WD= 4mm  Meg= 5000KX

Date 16 Aug 2015

=
W= smm  Wag= 1000KX _Fie Name = 16_08_e_450d.2n_100mb_ ol

©iT= 500K SigmiA=iners Dute 16 Aug 2015
WO+ amm  Meg= S000KX _Fie Name = 6.08_Fe_450d_2h_100ms_ O

a, 6 —400°C; 6, 2 —425°C; 0, e — 450°C

Puc. 1 — COM-u3zo6paxenuss YHC (nasnenue 100 mOap)

Kak BugHo Ha COM-H300paKeHUSIX MacCo-
BbIil poct YHC naunnaetcs ¢ 400°C Bo BceM Hc-
cleyeMOM HMHTepBaie AaBieHui. B ompenenén-
HOM B XOJ€ OJKCIIEPUMEHTOB TEMIEepaTypHOM
nuanasoHe 400-450°C nabmronancst cTaOMIBHBIN
poct YHC, ¢ mocratoyno GombimM pa3zdpocom
nuametpa ot 40 no 100 HM 1 pa3HO#H Mopdosoru-
eil (0T CHupaneBUIHBIX 1O NPSIMBIX). Pexkum
créMku SE2 MO3BONMII ONpPENenTh, YTO KiIacTe-
pHI xene3a HaxoasTed BHyTpu YHC.

Penmezenocmpyxkmypnutii ananuz YHC

Ha pucynke 4 mpencraBieHbl PEHTTEHO-
rpamMMbel YHC, nony4eHHBIX NpH pasHBIX 3Haue-
Husax Temneparypel (400-450°C) wm nmaBneHuit

(100-300 mbap).

Ha paudpakrorpammax Bcex 00pa3nos
MPUCYTCTBYET HAHOOJIee XapakTEePHOE IS rpadu-
Ta oTpaxkenue ot mrockoct (002) (20 ~ 26.38°,
PDF # 41-1487). Heo0xoauMo MOAYEPKHYTh, YTO
C yMEHBIIICHHEM TeMIepaTypbl HHTEHCHBHOCTh
rpadUTOBOrO MUKA yBETHUHBAETCS. Takke peHT-
FEeHOCTPYKTYPHBIM KadyeCTBEHHbIH aHanmu3 (azo-
BOTO cocTaBa 00Opasiia CBHIETEIBCTBYET O TOM,
4YTO B cocTaBe oOpasua conepxkarcs o-Fe, Fe;C u
C. [pucyrcTBrie B 3HAYHTEILHOM KOJHYECTBE
otpaxenuit FesC rosopur o Tom, uaro poct YHC
MPOUCXOJUT 1O MEXaHH3My Map-KUIKOCTh-
KPUCTAT ¢ KATATUTHYCCKUM Pa3IOKECHUEM are-
THJIEHA TI0 KapOuaHoMy 1Ky [20, 21].
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EMT= 600KV Signal A= Intens Date 16 Aug 2016 e

EMT= 500KV SgualA=intens Date 16 Aug 2015 Uriversty Segen 1
=1 o« smm  Mag= 1000KxX _ril Name = 15_08_Fe_s254_2n_200mb_ ol

WD+ Smm  Wag= 1000KX _Fle Name = 15.08_Fe_4004_2n_200mb_ OB

] § L
EHT= 500K/ SigralAsinlens ate 16 Aug 2015

= 500K SoriA=nLems  Dute 16 Aug 2015 [rom—r— e
WD= mm  Wag= 1000KX _Fie Name =16_08_Fe_450d.2n_200mb_ ol

W= 3mm  Mag= 5000KX FileNeme = 15_08_Fe_425_2n_200mb_¢

a, 6 —400°C; 6, 2 — 425°C; 0, e — 450°C

Puc. 2 — COM-uzo6pakennss YHC (200 m6ap)

4T 500KV Signi A= nLans Dae 15 Aug 2015 .
F—— W0« smm  Mag= S00KX sl Name = 15.09_Fe_4000_2n 300mb_ ol H —

EMT= 600K/ SgnalA=Inlens Date 15 Aug 2015 uri
WD= 3mm  Mag= 5000KX File Neme = 15_08_Fe_4250_2n_300mb,

a, 6 —400°C; 6, 2 — 425°C; 0, e — 450°C

Puc. 3 — COM-u3zo6paxenuss YHC (naBnenune 300 mOap)

g
e

100 m6ap g 200 map 300 mbap E}
2240; g
i
16802
H
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H
H
Z
H
=

V.6 1Y WAV ST, N7/

JMMM i

10 20 30 40 50 60 70 80 30 40 50 60 30 40 50
20, rpazycnt 20, rpanycnt 20, rpanycst

Puc. 4 — Pentrenorpammsl YHC, OTy4deHHBIX PU Pa3HBIX 3HAUYESHUSX TEMIIEPATYPHI U JaBJICHUH
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Puc. 5 — Cnexrpst KPC YHC

HUccneoosanua YHC memooom KPC

Ha pucynke 5 npencraBieHbl CHEKTpPBI
KPC YHC, cuHTe3MpOBaHHBIX B HCCIEAYEMBIX
Jara3oHax TeMIepaTypsl U TaBICHHM.

Bce cniektpel KPC YHC BrIpameHHbIX npu
naBinernn 100 mOap mpenMyIEeCTBEHHO MTOKAa3bl-
BalOT JIBe Tpymmnsl nepsoro nopsiaka D u G. s
00pas3IoB, MoJydeHHBIX Tpu Temnepatype 400°C
STH IPYIIIBI PACTIONOKHIKCH B 06macTi 1330 cm™
1 1576 cm™, ux mupuHa Ha nonyssicote (FWHM
— full width at half maximum) 66 cm™ u 77 cm™
coorBercTBeHHO. Ho mHTeHcuBHOCTH D mumka mo
cpaBHeHHIO ¢ G MUKOM OYEHb BBICOKA, YTO SIBIISI-
eTCsl IPU3HAKOM JIOBOJIBHO BBICOKOW CTETIeHU He-
ynopsimoueHHocTr oopasna. I'pynma G mosBiser-
Csl 3a CYEeT BHYTPHIUIOCKOCTHBIX Konebanuit C—C
cBsi3eil. Taxke HabMIOAaETCSI TAPMOHUKA BTOPOTO
nopsinka 2D B obactu 2648 CM'l, KoTOpas sIBisi-
erca obeproHoM D rpymmer [22]. Ota rpymnna sB-
JIieTCsl MHAWKATOPOM HAJIMYMS TajbHEro MmopsiaKa
B 00pasle U MOSBISEeTCs M3-32 JIBYX(OHOHHOTO
BTOPUYHOT'O PACCESHUS, YTO MPUBOAMUT K 00pazo-
BaHMIO Heynpyrux ¢oHoHoB [23]. OnHa MoOXxer
aCCOLIMUPOBATECS C YPOBHEM KPHUCTAIIIMYHOCTHU
YIIEPOAHBIX HAHOTPYOOK [24]. MHTEHCHMBHOCTH
3TUX MHKOB CHJIBHO 3aBUCHUT OT METAJUTMYECKHX
CBOMCTB HAaHOTPYOKH [25].

Hanotpy0Oku, BbIpalieHHblE TIPU TeMIlepa-
Type 425°C mokasaium HaWiaydlllee COOTHOIIECHHE
narercuBHoctel Ip/lg = 0.39. D nuk Habmogaer-
cst B obmacty 1323 em™, a G ik 1570 em™. Cys
M0 IIUPUHE ¥ MHTEHCHBHOCTH MHUKOB U HAIWYUU
rapMOHHUKH BTOporo nopsiaka 2D B obnactu 2653
cM™, MOJKHO TOBOPHTE O BBICOKO# KPHCTAITMYHO-
ctu obpasna. Kpome TOoro, MOXHO 3aMETHUTh, 9TO
WHTEHCUBHOCTH D mHKa JOBOJIBHO MaJa, YTO TaK-
K€ CBUIETEIHCTBYET O XOPOIIEH YHMOpsSAOYEHHO-
cti o6pasnoB. FWHM o6pasuoB 77 u 34.6 cm™
cooTBeTcTBeHHO. OOpa3eln CHHTE3UPOBaHHBIN MPU
temnepatype 450°C noka3piBaeT pa3MbITHIN
CHEKTp, YTO TOBOPHUT O Oonee neeKTHON CTPYK-
type. Taxke HabmomaeTcs cMmeulenue rpynisl D,
KoTOpasi Habmogaercs B mpenenax 1318 cm™, a

rpynna G B npegenax 1587 cv™. FWHM rpymmst
D mamuOro Gomble, YeM y IBYX MEPBBIX 00pas3-
[[OB, YTO TOBOPUT O HAJIUYUH OOJBIIOTO KOJIHYE-
cTBa 1e(peKTOB U HU3KOW KPUCTAIUIMIHOCTH [26].
Ucxons w3 pe3ynpTaToB CHEKTPOCKOIHUH
KPC moxHO cka3zath, yTo mnpu aAasienun 100
MOap MHOTOCTCHHBIE HaHOTPYOKH XOpOILIEro Ka-
yecTBa ObLIH MOJTYYeHBI U Temnepatype 425°C.
B cnekrpax YHC nonydeHHBIX NpU AaBie-
Hu 200 MOap MOXXHO 3aMETHUTh, YTO MHTEHCHB-
HocTh D muka Beime, yem y G nrka. 9T0 rOBOpUT
0 TOM, YTO HAHOTPYOKHM HMEIT AePEeKTHYIO
cTpykTypy. I'pynma G B mepBbIX AByX oOpasiiax
(400 u 425°C) naxomutcs B obmactu 1578.5 u
1577 cM™, HO B 06pasiie CHHTE3UPOBAHHOM P
450°C cMmemieH B BBICOKOYACTOTHYH) OOJIACTh K
1592 cm™, uro ykassiBaeT Ha 3aMeTHYIO TpaduTH-
3anuio obpasna [23]. Takxke 00 3TOM MOXKET CBU-
JeTeIbCTBOBATh OTCYTCTBHE nuka 2D, korma xak
JUISL TIEPBBIX JIBYX OOpasloB OH HaOJrOfaeTcs B
npegenax 2650 u 2662 cM™, COOTBETCTBEHHO.
Cyns 1o uHTeHCUBHOCTH HKa 2D o0pa3is
rosrydeHHbIe 1pu paBnernn 300 MOap u Temmepa-
typax 400 u 425°C moka3pIBalOT BBICOKYIO KpH-
cTauinyHocTh. [lo nHTeHCcHBHOCTH D mmka Mox-
HO TPEATONOKHUTh, YTO OHM JIOBOJIBHO YIOPSIO-
yeHHble. OH pacrmoyiokeH B mpexaenax 1329 u
1327 em™, cootBercrenno. I'pyrma G Habmona-
ercs ipu 1575 n 1580 cm™. Tperuit ob6pasert mo-
Ka3bIBaeT HE TAKOH IJIaJKUI CIIEKTpP KaK Yy Ipeabl-
nyumx. MarencuBHOCTh D mrka 31ech BhIle, YeM
y G nuka, Kpome TOro, NOCIeJHUN CMEIIeH B 00-
macte 1590 cm™. B sTom o0pasiie OTCYTCTBYET
JATBHUN TOPSJIOK, TaK KaK He HAOIIoaeTcs MUK
2D. Camoe HHM3KOE 3HAYECHUE OTHOIICHHS MHTCH-
cuBHoctedd Tpynn D u G coorBeTcTBYyeT HaHOT-
pyOkam, mosrydeHHbIM Tipu yciousx P = 100
MOap u T = 425°C. D10 Hamboee KpUCTALINY-
uele YHT. Taxke xopomme pe3yibTaTsl ObUIH
MOJTyYEHBI Il HAHOTPYOOK, BBIpalleHHbIX npu P
= 300 mOap u Temmepatrypax 425, 450°C. MoxxHO
3aMeTuTh, uto ans 200 MOap ¢ yBenMueHHEM
TEMIIepaTypbl CHHTE3UPYIOTCS Oojee yHopsiio-
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YeHHbIE HAaHOTPYOKH, Torna kak mpu 300 mOap mx
KadecTBO yxyamaercs. Ha ocHoBaHuM aHanuza
cnektpoB KPC, MOXHO 3aKIFOUHMTH 4TO Haubosee
ONTUMAJIbHBIMH YCIOBUSIMH JIJIi HU3KOTEMITepa-
typHoro cuate3a YHT sBrstores P = 100 mOap u
T =425°C.

Hccneoosanua YHC memooom IIOM

Ha OCHOBaHUU aHanusa CoOM-
nzobpaxenuti, ciektpoB KPC u audpaxrorpamMm
00pasmpl, CHHTE3UPOBaHHbIE Mpu maBieHnn 100
MOap u Temneparype 425°C ObuIA JOMOITHUTENb-
HO u3yueHsl MeTosioM [I9M. Ha pucynke 6 noka-
3anbl [IDM-u300paxenus 3TUX 00pa3LoB.

Puc. 6 — [I9M-uzobpaxenus YHC

Kax BugHO, oOpazyromuecs YHC sBusroT-
cs1 MHorocteHHbiMU YHT. D10 Xopowo cornacy-
eTcsi C pe3yjibTaTaMH pPEHTTEeHOCTPYKTYPHOTO
ananu3a u cnexkrpockonuu KPC. Knactepel me-
Tajja paciojoXeHbl BHYTPU KaHajla TPYOKH, 4TO
koppenupyet ¢ COM-u300paKEHUSIMU CHITHIMH B
pexume SE2.

3akioueHue

B pesynpTate mpOBEAEHHBIX 3KCIEPUMEH-
TOB OblJIa TOKa3aHa BO3MOXHOCTb UCTIONb30BaHUS
HII Fe, momyuennsix metogom OBII B kauectse
Katanu3aTopoB mpu BepamuBanun YHT. Cra-
OounbHbI pocT YHT ocymiecTBisics npu Temiie-
paTypax, 3HaUUTEJIbHO HWKE OOBIYHO MCIONb3ye-
MbIX TIpu TepmuyeckoM XOI'®D Ha jkele3HBIX Ka-
Taau3aTopax. OKCIIEPUMEHTHl TIOKa3alld, 4YTO
HIKHEN TeMIlepaTypHOU I'paHULIed CUHTE3a SBJIS-
etcst 400°C. IIpu 3T0if ke TemmnepaType IpoUCXo-
it MaccoBblil pocT YHC Bo BceM uccrenyeMom
nHTepBaine AasineHnd. COM-uccnenoBanus B pe-
xume cbéMKH SE2 u pesynpratsl [IOM no3Bomnu-
JIU OTPENENINTh, YTO KJIACTEPHI Kelle3a HaXOIATCs
BHyTpu YHT.

Crnextpockonust KPC mokazana, 4ro mo ot-
HOIIIeHNI0 HHTeHCcuBHOCTeW rpymm D u G, Hanbo-
Jie€ BBICOKYIO KPHCTaJUIMYHOCTh MMEIOT HAHOCT-
PYKTYypHl, BblpamieHHbie npu 425°C u 100 mbap.
OTH BBIBOJBI COTIACYIOTCS C Pe3ybTaTaMu PEHT-
TEHOCTPYKTYpHOTO aHanu3a. Pesynbratel [1OM
MOATBEpAUIH, uTo obpasyromuecs YHC sBnstoT-
Csl MHOTOCTEHHBIMHA HAaHOTPYOKaMH C KiIacTepaMu
MeTaJlyla BHyTpH KaHana. TakuM oOpas3om, Brep-
Bble OBUIM HaillleHbl 3KCIIEPUMEHTAJbHBIE PEKU-

MBI HU3KOTEMIIEPAaTYPHOTO CHUHTE3a YIJIEPOIHBIX
HaHOTPYOOK.

[TosryuenHble B X0/1€ MPOBEIEHUS UCCIIEIO0-
BaHUM pe3ynbTaThl OOJIAAAIOT BHICOKUM IOTEH-
oyanoM Uit pa3paboTku A GEeKTUBHOW, dHEpre-
TUYECKU BBITOJHOM, HEJOPOrOM TEXHOJIOTMH IO-
ayuenuss YHT u YHB, 6e3 ncnonb3oBanust 10po-
TOCTOSIIIMX Ta30B M BO3MOKHOCTBIO PEryJInpoBa-
HUS CTpYKTypoll u cBoiictBamu YHC makpocko-
nu4eckuMy  napaMmerpamu. CHHTE3WpOBaHHBIE
YHT He 00magaroT BBICOKMMH KpHUCTauiorpadu-
YEeCKMMHU CBOWCTBaMHU (CTENEHb KPHUCTAJUIMYHO-
CTH, TeOMEeTpUYecKass HampaBJIEHHOCTb H Ap.).
OnHako B 00JacTsX MPOMBIIUIEHHOCTH, TAE HE
TpeOyeTcsa CTPYKTypHOE COBEPIICHCTBO (TaKUX
KaK: apMUPYIOIIMH KOMIIOHEHT B OE€TOHE, MOJIH-
Mepax, TUIaCTUKax, KepaMUKe U Jp. MaTepHuajax;
OCHOBBI JJISl aKTUBHBIX COPOCHTOB; B KOMITO3HUIIH-
OHHBIX MaTepHajax MpU U3TOTOBJICHUH MEAUINH-
CKHX TIpoTe30B) npuMmenenne takux YHC sapnsert-
Cs1 IEPCIIEKTHBHBIM.

Paboma evinonnena npu uwacmuunou ¢u-
Hancogol noddepaicke epanma Komumema Hayxu
MOH PK Ne3823/T'®4.
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AHHOTAIMSA
Makanana eTKI3TIIITepAiH EKTPIIIK KapPbUIBICH dICIMEH allbIHFAH TEMip HAHOYHTAKTApBIH KOJIAHBIN a3
(hazachlHaH TEPMUSIBIK XUMISUIBIK TYHIBIPY OHICIMEH KOMIPTEKTI HAHOKYPBUTBIMIAPIBI CHHTE3ACY
OolibiHIIa TokipuOenep HoTmkenepi kenripireH. JKyprizinreH toxipubenep OapbiChIHAa KOMIPTEKTI
HAHOTYTIKIICTEPAIH TOMEH TeMIeparypaja ecyi YVIIH ONTHUMAJIbl TEXHOJOTHSJIBIK IapaMeTpiepi
aHbIKTaNAbL. JKapbhIKThIH KOMOMHALMSUIBIK IIAIIBIPAY CIIEKTPOCKOIMICH MEH PEHTTECHKYPBUIBIMIBIK TaJAay
HOTHXKeJepl KOJJaHBUTBII KYPreH TeMIepaTypalapian TOMEH TeMIiepaTypajia allbIHFaH YITUIep eH JKOFaphl
peTTinikke Hue ekeHiH kepcerti. SE2 Tycipy pexumingeri COM-3zeprreysiep >KoHE alKbIHAAYIIBI
JIEKTPOHIBIK MHUKPOCKONHUSI HOTMIKENEPl CHUHTE3NENIeH KYPbUIBIMAAP TYTIK KaHajibl IMIiIHAE MeTal
KJactepiepi 6ap KerkadaTThl KOMIPTEKTI HAHOTYTIKIIeNnep eKeHiH kepceTTi. KemipTekTi HaHOTYTIKIIenepIi
TeMIp HAHOYHTAKTapblH KaTaiu3arop periHiae Koyganein ['OXT omiciMeH CHHTE3IEYIIH THKIpUOEIIK
peXuMIepi OIpiHII pET aHBIKTAIIBI.
Kintr ce3mep: TepMHSIBIK XMMHUSUIBIK TYHABIPY, KOMIPTEKTI HAHOKYPBUIBIMAAP, TEMIp HAHOYHTAFHI,
TOMEHTEMITIEPATYpaJibl CHHTE3, KOMIPTEKTI HAHOTYTIKIIIEIep

THE STRUCTURE AND MORPHOLOGY OF CNTS OBTAINED ON Fe NANOPOWDERS
BY LOW-TEMPERATURE CVD

L2G. Partizan, 'B.Z. Mansurov, *?B.S. Medyanova, “’A.B. Koshanova,
’M.E. Mansurova, °B.A. Aliyev, *Xin Jiang
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Abstract
The article presents the results of experiments on the synthesis of carbon nanotubes by thermal chemical va-
por deposition using iron nanopowders obtained by electric explosion of wire as catalysts. The process pa-
rameters that are optimal for low-temperature growth of carbon nanotubes have been identified during the
performed experiments. Results of Raman spectroscopy and X-ray analysis showed that samples grown at
temperatures below the normally used have the highest crystallinity. Studies by scanning electron microsco-
py using SE2 mode and results of transmission electron microscopy indicate that the synthesized structures
are multi-walled carbon nanotubes with the metal clusters inside the channel of the tube. The experimental
modes of synthesis of carbon nanotubes by low-temperature CVD using iron nanopowders as catalysts were
found for the first time.
Keywords: thermal chemical vapor deposition, carbon nanostructures, iron nanopowders, low-temperature
synthesis of carbon nanotubes
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