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AunHorauusi. B 1anHo# pabote n3yueHo BIUsHAE TEpMOOOPAbOTKH Ha TeKCTypHbIe Xapaktepuctuku Co-Mo/Al203 karannsatopa CHHTE3a
yriieponHsix HaHOTPYOoK (YHT). DkcriepuMeHTanbHO 10Ka3aHo, YT YCIOBHS TepMOOOpabOTKY Ha CTa MK MOy YEHUS METAJUIOKCUTHOTO
KaTaJInu3aTopa OKa3bIBalOT CYILIECTBEHHOE BIMSIHUE HE TOJIBKO Ha ero MOpdoIoruio, Ho U Ha ero akTUBHOCTB B npouecce cuHtesa YHT.
BesiBiieHo, 9TO peanm3aiysl TePMHYECKOH 00pabOTKM pacTBOpa MCXOAHBIX KOMIIOHEHTOB B OJHY CTaJIHIO (pa3iIo)KeHHE) MO3BOISIET
TMONY9HTh KATATMTHYECKYI) CHCTEMY C YJCTBHOW MOBEPXHOCTBIO Siar ~ 1426 MYT W yJNENBHBIM BBIXOAOM Y ~ 5,294 Tyra/Tiar,
a B JBe CTa[uu (Pa3lOXeHHe/POKATUBaHKE) — Siar ~ 30+147 MY u v ~ 18,6+30,0 Tyra/Tiar. [IpH 3TOM HAMMEHBINEH CTETIEHBIO
nedexrHocTn (lpig ~ 0.53+0.72) obmagator YHT, cuHTe3npOBaHHBIE HA KaTaIM3aToOpax, CHOPMHUPOBAHHBIX B PE3YJHTATe TEPMHIECKOTO
paznoxenus B TedeHue 10 mun mpu 350 °C u npoxamusanus npu 500 °C, auametp HaHOTpYOOK cocTaBisul 15+19 uMm. Mcnonb3oBanue B
nporecce cuaTeza Y HT MeTannokCHIHOro KaTaliu3aTopa, IPOLIEAIIEro NpoKaIuBaHue pu Oosee BEICOKHX TeMneparypax (700 °C u Bbie),
NPHUBOJUT K YBEJIMUYCHHUIO TaMeTpa U CTeHeHH! AepeKTHOCTH GOPMHUPYEMbIX HAaHOCTPYKTYP. Takum 06pa3oM, BBeJCHHE IOTOIHUTEIBHOM
CTalu TePMOOOPabOTKH — MpOKaIMUBaHKs B mporecc nomydenus Co-Mo/Al203 katanuzatopa 1aeT BO3MOXKHOCTh THOKOTO yIIPaBICHHS
Ka4yeCTBEHHBIMH ITOKa3aTeISIMU HE TOJIBKO (JOPMUPYEMBIX METAJUIOKCHTHBIX CHCTEM, HO M CHHTe3upyeMbIX Ha HuX YHT.
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The influence of heat treatment on the properties of the catalyst
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Abstract. In this paper, we studied the effect of heat treatment on the texture characteristics of Co-Mo/Al203, a catalyst for the synthesis of
carbon nanotubes (CNTS). It has been experimentally proved that the heat treatment conditions at the stage of obtaining the metal oxide catalyst
have a significant effect not only on its morphology, but also on its activity in the process of synthesis of CNTs. It was found that the
implementation of the heat treatment of the starting components in one stage (decomposition) allows to obtain a catalytic system with a specific
surface of ~ 14 + 26 m2/g and a specific yield of y ~ 5.2 + 9.4 gC/gcat, and in two stages (decomposition / calcination) - Scat ~ 30 + 147 m2/g
and y ~ 18.6 + 30.0 gC/gcat. The smallest degree of defectiveness (ID / G ~ 0.53 + 0.72) includes CNTs synthesized on a catalyst formed as a
result of thermal changes for 10 min at 350 ° C and calcination at 500 °C, the diameter of the nanotubes is 15 + 19 nm. The use of a metal
oxide catalyst during the synthesis of CNTs, which has been calcined at higher temperatures (700 °C and above), leads to an increase in the
speed and degree of defectiveness of the resulting nanostructures. Thus, the introduction of an additional heat treatment stage — calcination in
the process of obtaining the Co-Mo/ Al203 catalyst — makes it possible to flexibly control the quality parameters of not only the formed metal
oxide systems, but also the CNTSs synthesized on them.
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BBenenue

MertamiokcuaHble  KaTalu3aTopbl HMEIOT
IIMPOKYIO 00JIaCTh TPUMEHEHUS] U HAHOTEXHOJIOTHUH
He uckiaroueHue. Tak KaTanuTHYECKHE CHCTEMBI
HCIOJIB3YKOT B IIPOLECCE CHUHTE3a YITIEPOAHBIX
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nanotpy6ok (YHT) metomom raszohasHoro Xumu-
yeckoro ocaxkaenus (['®X0). YHT wnaxomsar
MPUMEHEHHUE B Pa3IUYHBIX 00aCTAX HAYKH U TEX-
HUKH OJlaroaps CBOMM HEOOBIYHBIM CBOHCTBaM,
OTPEICTIAFOIIIMMCS TTIABHBIM 00Pa30M MX CTPYKTYpOi
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u Mopoomorueir. Tak B[1] mpomeMOHCTPHPOBAHO
BJIMSHUE XHMPATBLHOCTH Ha MPOBOJMMOCTH HAaHO-
CTPYKTYp. ABTOpHI B paboTe [2] BBISIBHIN BIIUSIHUE
TEKCTYpHBIX XapakTtepuctuk YHT Ha cBoiicTBa
KOMITO3UTOB, a B [3] momy4minu 3aBUCUMOCTD -
(PEeKTUBHOH TMPOBOIMMOCTHA KOMIIO3UTA OT JJTHHBI
HaHOCTPYKTYP, BBICTYNAIOUIMX B Ka4eCTBE MOAU-
¢ukaropa. Takum oOpazom, I Kaxmond obiactu
NpUMEHEHUs] HeoOXoauMo cuHTesupoBath YHT
C ONpeENCHHBIMHA XapaKTEPUCTUKAMH B TIPOMBIIII-
JICHHBIX 00beMaXx, YTO AeIaeT aKTyalbHBIM BOIIPOC
YIPaBIsIEMOTO CHHTE3a YTJIEPOJHBIX HAHOCTPYKTYP.

CuHTe3 yrIIepoAHBIX HAHOMATEPHAJIOB METO-
oM [DXO sBrsieTcst COKHBIM (MHOTO(AaKTOPHBIM).
ITosTOMy ynpaBiasiTh KaueCTBEHHBIMH WU KOJIMYE-
CcTBeHHbIMU Xapakrtepuctukamu YHT B mponecce
UX TIOIy4eHHsI MOXHO HE TOJIBKO Yepe3 TemIepa-
TYpY, HPOIODKUTEIBHOCTh CHHTE3a, NPHUPOLY H
pacxoj rasa [4], Ho u uepe3 karammu3arop [5-7]. Ka-
TaM3aTop SBJISIETCS CaMbIM MOIHBIM HHCTPYMEH-
TOM B yIpaBieHuUM Xapakrepuctukamu YHT, Tak
Kak ()OpMUpOBaHKE HAHOCTPYKTYP IIPOUCXONUT Ha
AKTHUBHBIX LICHTPaX KaTATUTHYECKON CUCTEMBI.

TekctypHble xapaktepuctuku YHT 3aBucdr ot
croco6a [8-10], peXKUMHBIX MapaMeTPOB MOTYUCHHUS,
XMUMHYECKOro u (a3oBOro cocraBa KaTalan3aTopa.
Camplif mpocToit coco0 ynpasisaTh Mopdororuen
VYHT — 3T0 BappupOBaHHE COCTaBOM KaTayln3a-
TOpa, 3aKiroyarolieecss B I0AOOpE OCHOBHBIX
KOMIIOHEHTOB KaTaJIUTUYECKOW CHCTEMBI U HX
copepkanusl. OOBIYHO METAJUIOKCHIHAS KaTaIUTH-
yeckas cucteMa cuHre3a YHT conepkuT akTHBHBINA
KOMIIOHEHT, HOCUTEJb U TPOMOTOD.

B kadecTBe aKTHMBHOIO KOMIIOHEHTA
WCTIONB3YIOTCA, KaK MPaBUIIO, METAIIIBI C BAKAHTHOM
d-opOuranbio, obecneynBaromieii 3pQPeKTUBHOE
B3aMMOJEHCTBHE C yriieBoopogamMu. Tak, Hanbomnee
aKTUBHBIM MeETaJJIoM sBisieTcss Fe sBisercs
Hanbosee akTHBHBIM MeTayutoM [11, 12], Ho crenenb
rpadUTH3aIMHU BBIIIE Y HaHOMaTepHuaia, CHHTE3H-
poBannoro Ha Ni-coneprkaiiem karamusarope [13].
YacTo KaTalnu3aTop COAEPKUT HE OIMH aKTHBHBIN
KOMIIOHEHT, a HECKOJBbKO, T.K. OMMeTanaecKas
METaJUIOKCHUHASL KaTaIMTHYecKas CUCTEMa B MPo-
necce cuatesa YHT addextuBHEee, yeM MOHOMe-
tammaeckas [14-18]. TIpu sTom B paborax [19, 20]
YCTaHOBJICHO BIIMSIHUE JAHHOTO aCTIeKTa Ha TUAMET
CHHTE3MPYEMBIX HAaHOCTPYKTYp. [loMuMo akTHBHOTO
KOMIIOHEHTa B KaTaJlu3aTope MPUCYTCTBYET HOCH-
Telb — BEUIECTBO, IMPEMITCTBYIOIIEE CIEKAHUIO
aKTUBHOTO KowmmoHeHTa [6]. B pomu Hocurens
06s1uHo ucmon3yioT AlOs, MgO, CaO, Si,Os ap.

JIOTIONTHUTENIFHO K ONMCAHHBIM BBIILIE KOMIIO-
HEHTaM B COCTaB KaTaln3aTopa MOXKET BBOJUTHCS
npoMoTtupyomiee BemectBo. Haubonee Boctpedo-
BaHHBIM MIPOMOTOPOM fABJIsieTcss Mo, BBEIEHHE €ro
B COCTaB KaTaJu3aTopa MPHUBOIUT HE TOJIBKO
K YBEJIUUCHHUIO €r0 3PPEKTUBHOCTH (Tyrn/Tiar) [21],
HO U K YMEHBIICHHUIO IUaMETPa CHHTE3UPYEMbIX Ha
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Hem YHT [22-25]. MHoraa B kauecTBe MpomMoTopa
ucnons3yioT Y [26], Cd [27], W [22] u Cr [28].
MeTamioKCUIHBIN KaTaau3aTop B IEPBHIE MUHYTHI
cunre3a YHT BoccTaHaBIMBAaeTCAd BOIOPOIOM,
BBIICJIMBIINUMCS] B PE3YJIbTAaTE PA3JIOKEHUS yIJe-
BOJIOPOJHOTO CBIPHS, 10 METAJUTMYECKUX YACTHII,
Ha KOTOPBIX M npoucxoauT ¢popmupoanue YHT.
Opnaxo, cornacHo [29], HEKOTOpBIE KOMIIOHEHTEI
AKTUBHBI HE TOJIBKO B METAIIIMUECKOM BUE, HO U
B OKCHIHOW M KapOugHOU hopme.

Jpyrum crioco6oM yrpasieHus: MOpgoIorueit
VYHT sBnseTcss — moa0op peKUMHBIX TTapaMeTpOB
MpoIiecca MojlydeHrs: KaTajau3aropa. DTOT BOIPOC
SBIISIETCS MAaJIOM3y4YeHHBIM U TpeOyeT Oosee ne-
TaTbHON TPOPaOOTKH, TaK KaK HCIOJIb30BaHHE
JTAaHHOTO TI0/IX0/1a K MPOLIeCCy MOMYYEeHHUs METaIOK-
CHJTHOTO KaTan3aTopa MOXKET IMTO3BOJIUTH TOOUTHCS
CHIDKEHUS Ce0ECTOMMOCTH CHHTE3UPOBAaHHBIX C 3a-
JNaHHbIMU apameTpamu YHT 3a cuer yBenuueHus
3¢ ()EeKTUBHOCTU KaTAIUTUIECKOH CHCTEMBI.

Henap pa6oTsl — H3yyeHNE BIUSHUS TEPMO-
ob6paboTku Ha craguu moaydenus Co-Mo/Al,Os
KaTaau3aTropa Ha ero TEKCTypHBIE XapaKTePUCTUKU
u s¢dexkTuBHOCTh B mpomecce cuHTesa YHT
MmetogoM I'DXO.

JImss  DOCTHMIKEHHMS IIOCTaBICHHON —IIENH
pelanuch Cleayromnue 3a1a4n:

— U3y4YEeHHE BO3MOKHOCTH MOJTYyUEHHUs KaTa-
mu3aTopa, cmocobHoro ¢opmupoBars YHT,
B pe3yJbTaTe OJHOCTAIUIHON TepMO0oOpabOTKU
pacTBOpa UCXOAHBIX KOMIIOHEHTOB;

— OIIEHKa POJIM TPOKAJMBAHHS B IMpOIECcCe
MOJlyYeHUs]  METAJJIOKCHJIHOTO  KaTralau3aropa
cunteza YHT.

MaTepI/IaJ'[Ll U METOAbI

B KauecTBe HCXO/HBIX PEareHTOB IS MOJTyYe-
Hust Katamsatopa ueronb3oBai Co(NOs)6H,0 (x4),
AI(NO3)3:9H20 (xu), CsHgO7 1 mUCTHILTHPOBAHHYO
BOzty. /1l MOBBIIICHHST aKTUBHOCTH KaTanu3aropa
B CHCTEMY BBOJMJIM IIPOMOTOP, TaK KaK BBEICHHUEC
B HEOOJIBIIIOM KOJIMYECTBE MOMO/IeHa (HCX0IHOE
BerecTBO — (NH4)sM070244H,0) ciocobcTBOBaATO
yBenuueHU0 3pGeKTUBHOCTH (opMHUpyEeMOit Me-
tayutokeuaHon cuctemsl [30], B mpyrux pabdorax
yKa3bIBaJM, 4TO Haaumyue MO yiydiiaer aucrep-
rMPOBaHUE aKTHBHOTO KomroHeHTa [31].

PaccmartpuBaemblii  cmoco0  moTydeHUs
CoMo/Al;O3 karanu3zaropa 3aKiiovaics B pacTBo-
PEHUH NCXOIHBIX PEaKTUBOB B ICMOHM3UPOBAHHON
BoJie Tipu Temriepatype 50-60 °C, TepmoobpaboTKe
HOJIyYSHHOTO PaCTBOPA UCXOJHBIX KOMIIOHEHTOB
M3MENbYCHNH CHOPMHUPOBAHHON KaTATMTHIECKON
cucteMbl. Oco0oe BHUMaHHE HEOOXOOUMO YIETSATH
MpOoLECCY TEPMOOOPAOOTKH, KOTOPBIA MOYKHO PealTi-
30BBIBATh KaK B OJHY (TEPMUYECCKOE pasJIoKCHHE
HpeIKaTaIN3aTopa), TaK U B JIBE CTAIUHU (TEPMUIECKOS
pasioKeHHE W POKAIMBaHUE MTPEIKATATH3aTOPa).
Cxema noJTyueHus KaTtaar3aropa METOJI0M TepMH-
YECKOro pa3iioKeHHs MPEICTaBIeHa Ha pUcyHKe 1
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Figure 1. The scheme for producing the catalyst by
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B npouecce nomyuenuss CoMo/Al,O3 kara-
JU3aTopa TeMIepaTyphl pa3ioXKeHHs U MPOKaH-
BaHMs BapbupoBaiM B nuamazone 350-700 °C.
Hwxuss temnepatypHas rpaduma Opiia BeIOpaHa
Ha OCHOBE JaHHBIX TI0 PAa3JIOKEHUIO HCXOIHBIX
KOMIIOHEHTOB, HaIl[puMep, HUTPAT KoOanpTa pa3ia-
raetcs npu 285 °C [32], a Taroke MpeanoaoKeHus,
YTO NP HU3KUX TEMIIepaTypax Mmpoucxoaut Gop-
MHUpPOBaHUE OIHOPOAHBIX MEHBIIHX IO pazMepy
3epeH Karajnm3aTopa. BeIcokme e TeMmepaTypsl
BBI3BIBAIOT (hOPMHUPOBaHKe TpyObIX cucteM. B [33]
aBTOPHI COOOIIAIOT O TOM, YTO YMEHBILIEHHE pa3Mepa
3epHa KaTalin3aTropa CHIKAET ero JudQy3uoHHOE
U TEIUIOBOE COIPOTUBJIEHHE H, CIEeI0BATENIbHO,
YBEIUYMBACT AKTUBHOCTH.

B xauectBe mapameTpa, XapaKTepH3yIOMETO
3¢ (eKTHBHOCTh TOJIYYSHHOTO Karaju3aTopa B
nponecce cuare3a YHT meronom I'DXO, ucnosns3o-
BJIM YJCIBHBIN BBIXOJ HAHOMPOAYKTA (7Y, Tyrs/Tiar)-
Cunre3 YHT Ha uccrnenyemsix oOpasiiax Karaiu-
3aTopa MPOBOAWIH B Ja0OpPaTOpPHOM KBapIeBOM
peaxTope MepruoIUIEecKOTO ACHCTBHUS, B KaYECTBE
YTIIEPOJICOIEPIKAIIIETO Ta3a UCIIONh30BaIN ATHIICH,
nponospkuTenbHocTh cuHTe3a YHT cocraBmsna
30 MunHyT, Temneparypa — 650 °C.

O1eHKyY BIMSTHUS YCIIOBHI TEpMOOOPaOOTKH
MPeAKaTaIN3aToOpa Ha TEKCTYPHBIE XapaKTEePUCTUKH
(YnenbHasI IOBEPXHOCTh, 00BEM TIOP) TIPOBOIHIIH T10
¢u3ngeckoit agcopOInu a30Ta C UCIIONb30BaHUEM
ananm3atopa «CoporomeTp-M» (3AO «Karakony,
r. HoBocubupck). Jlis aHanm3a WMCIOJIb30BAIIH
NATUTOYEYHBIA CpPaBHUTEIBHBIA METOH H30TEPM
Iu1s yrnepoanoi caxu A.B. Kucenéna.

ONeKTPOHHO-MUKPOCKOIIMIECKHE HUCCIIEA0Ba-
HUsI 00pa3IlloB KaTaM3aTOPOB U CHHTE3MPOBAHHBIX
Ha HUX YHT npoBoAWIN C UCIIONIB30BAHUEM BJICK-
TPOHHOTO CKaHUPYIOLIET0O MUKPOCKOIA BBICOKOTO
pasperernst Merlin (Carl Zeiss, ['epmanus). CreneHnb
nedektHocTy cuaTesupyembix YHT onpenensim mpu

IOMOIIM  CIEKTPOMETpa  KOMOWHHPOBAHHOTO
pacceuBaHus DXR Raman Microscope
(TermoScientific, CIIA) 1m0 COOTHOLICHHIO

HHTeHCUBHOCTeH mukoB D u G. J{nsa aHanuza mo-
JIy4EHHBIX O0pa3I[OB HCIOJb30BAIH MPHOOPHYIO
6azy lleHTpa KOJUIGKTUBHOTO  IOJIb30BAHMUS
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TI'TY «llonyuenne n npuMeHEHHE MOMUDYHKITH-
OHAJILHBIX HaHOMaTepHaioBy (r. Tam0OoB).

Pe3yabTaThl U 00CyKIAeHHE

Karamuzarop, chopMUpOBaHHEIN B pe3yibTaTe
TEPMUUECKOr0 Pa3jIoKEHUsl MpeaKaTain3aTopa —
pacTBOpa MCXOJHBIX KOMIIOHEHTOB B TEUYeHHE
10+50 mun npu 350 °C (pucynok 1), mo3Bosser
CHUHTE3upoBaTh MHorocioiHsie YHT. BnusHue
BPEMEHU Pa3I0KEHUs PEIKaTaIN3aTOpa Ha Xapak-
TEPUCTUKU METAIOKCUAHOU CUCTEMBI IPEJICTaB-
JICHBI Ha PUCYHKE 2.
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Pucynox 2. Binumsaume BpeMeHH  pa3ioKeHHUS
npenkaranu3atopa Ha xapakrepuctukd Co-Mo/AlO3
MeTaJ‘IJ‘IOKCHI{HOﬁ CHUCTEMBI

Figure 2. Influence of the decomposition time of the
precatalyst on the characteristics of the Co-Mo/Al,O3
metal oxide system

OCHOBHBIE XapaKTePHCTUKU CHHTE3UPOBAHHBIX
YHT O6puiM TOJy4YeHBl Ha OCHOBE pE3yJIbTaTOB
COM u BHINIOJNIHEHHBIX PacyeToB coriacHo [34],
pe3yIbTATHI IPECTaBICHBI B Ta0wmie 1.

Tabauna 1.
Xapakrepuctukn YHT, cHHTE3UpOBaHHBIX
Ha Co-Mo/Al;O3 kaTanuzaTope, NoITy4eHHOM
B pe3yJbTaTe OTHOCTAIMIHON TepMO0OpabOTKI
npu 350 °C
Table 1.
Characteristics of CNTs synthesized
on a Co-Mo/Al,Q; catalyst obtained as a result
of a single-stage heat treatment at 350 °C

Bpewms KommuectBo
Karamusarop | pasnokenwust, mut | Den, | don, | cioes, mt.
Catalyst Decomposition | nm | nm Number

time, min of layers, pcs

1 10 18 12 9

2 25 19 13 9

3 30 14 9 7

4 50 15 10 7

Takum 00pa3zom, KaTau3aTop, MOJTydeHHBIN
B pe3ysibTare JJINTEIHRHOM TEepMOOOpPabOTKH,
croco0ctByeT nonydenuto YHT menbiero mua-
MeTpa C MCHBIINM KOJIHYECTBOM CIIOCB.
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AHamm3 [MaHHBIX TaOMIBI | TIO3BOMMII BBI-
SIBUTh, YTO HAHOOIbIeH 3(p(HEeKTUBHOCTRIO 00NIaaeT
o0pasel KaTaiuzaropa, POLIeIIIHi TepMOoOpadOTKy
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rpu 350 °C B Teuenue 30 muH. Mopdosiorust JaHHOTO
00pasia Katani3aropa npecTaBlieHa Ha PUCYHKE 3.

200 nm

Pucynok 3. COM-u3o06paxkerust Co-Mo/Al,Os katanuzartopa, mporeurero Tepmoodpabotky mpu 350 °C B Teuenue 30 MuH
Figure 3. SEM images of a Co-Mo/Al,O3 catalyst subjected to heat treatment at 350 °C for 30 min

B o06pasue oTcyTCTBYIOT SIPKO BBIpaXKEHHBIE
3epHa KaTanm3aTopa, YTO TOBOPUT O TOM, HYTO
NpY JTaHHOW TeMIepaType W MPOJOIKUTEIBHOCTH
TepMooOpabOTKN Tmporecc (QOPMHUPOBAHUAA WX
TOJIBKO HAYMHACT IPOUCXOINTb.

100 nm

[Ipu 3TOM HCHONB30BaHKUE JAHHOM KATAIUTH-
YECKOH CHUCTEMBl B IPOIIECCE CHHTE3a YIIIEPOAHBIX
HAaHOCTPYKTYPHBIX MaTepHaioB IO3BOIsET (op-
mupoBaTts YHT auamerpom 8+20 HM cO CTENIEHBIO
nedexraoctH lp/c = 0.99 (pucynox 4).

G D

Raman intensity

D/G =099

1800

1000

" 1400
Raman shift (cm™)

Pucynok 4. COM-uzobpakennss u crnekrtpel KP HaHOTpyOOK, TOJNydeHHBIX Ha KaTajau3aTope, IPOIICAIIeM

TepmooOpadoTky mpu 350 °C B Teuenue 30 MuH

Figure 4. SEM images and Raman spectra of nanotubes obtained on a catalyst subjected to heat treatment at 350 °C for 30 min

Bgenennie B Metomviky monyuernst Co-Mo/AlOs
KaTajgu3aTopa BTOPOrO dTama TepMooOpaboTKd —
MPOKAJIMBAHUS TIO3BOJIMIIO TIOBBICUTH A(()EeKTHB-
HOCTh KaTanu3aTropa B mpouecce cunresa YHT
MeroaoM '®XO. Ilens npokanuBaHus — yAaJCHUE
OpPraHUKM M OKOHYATEJIbHOE PAa3JIOKEHHUE MPUCYT-
CTBYIOIIMX B 00pa3Iie HUTPATOB, a TAKKE 3aBEPIIICHIC
mporecca HOPMUPOBAHUS METAUIOKCHIHOM KaTa-
JUTUYECKON cucteMbl. IIpokanuBaHuE CUCTEMBI,
TMOJTyYCHHOH B PE3YJIbTaTe TEPMHYECKOTO pPa3ioxke-
HUSL PAaCTBOPA UCXOIHBIX KOMIIOHCHTOB KaTan3aTopa
npu 350 °C, nmpuBOIUT K YMEHBIICHUIO HABECKU
obpasma Ha 40—75%.
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[IpoBenennple WCCIEeAOBaHUS TOKA3aJIH,
UTO Ha YACJIBbHYIO MOBEPXHOCTH KaTajlv3aTopa U
ero 3 QpeKTUBHOCTH BIUSET HE TOJILKO IPOJIOJIKH-
TENBHOCTh, HO M TeMIlepaTypa IPOKaINBaHMS.
CdopMupoBaHHYIO B PE3yJIbTaTe TEPMUICCKOTO
Pas3oKeHHs CUCTEMY MOJBEPTaIl MPOKATHBAHUIO
npu temmeparype 500 u 700 °C, mosydeHHbIE
pe3yNbTaThl IPEACTaBICHBI Ha PUCYHKE 5.

JlomonHUTENbHbIE  XapaKTepPUCTHKH  MHOTO-
croitupix YHT, cunrtesupoBanusix Ha Co-Mo/AlO3
KaTanu3arope, MoJydeHHOM B pe3ylbTaTe IByCTa-
JTUIHON TepMO0OPabOTKH, OTPAXKEHBI B TAOJIHIIE 2.
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Pucynok 5. BiusiHre pexxnMoB mpokannBanus Ha xapakrepuctukn Co-Mo/Al,O; karamusartopa: a — 500 °C; 6 — 700 °C
Figure 5. The influence of calcination modes on the characteristics of the Co-Mo/Al,O; catalyst: « — 500 °C; b — 700 °C

Tabauna 2.

Xapakrepuctuku YHT, cunresupoanubix Ha Co-Mo/Al,O3 katanusatope, moyueHHOM
B pe3yJibTare ABYCTaJAUHHON TEPMOOOPaOOTKH

Table 2.

Characteristics of CNTs synthesized on a Co-Mo /Al,O; catalyst obtained as a result
of two-stage heat treatment

Karanusaro o, Bpems o OKaJIMBaHUs, MUH KonunuectBo CJIOEB, LIT.
Catalyst LS 1DCe;llcirf)ation time, min Dew, nm- | Dewr, nm Number of layers, pcs loe
10 15 11 5 0,72
1 30 19 15 6 0,53
60 19 15 6 0,72
10 14 11 5 -
2 30 19 15 6 -
60 15 11 5 -
500 10 13 10 5 0,90
3 30 12 9 5 0,89
60 12 9 5 0,94
10 15 11 5 -
4 30 15 11 5 -
60 13 10 5 -
10 13 9 6 0,96
5 30 13 9 6 0,9
60 14 9 6 0,93
700 10 14 10 6 113
6 30 16 12 6 0,96
60 14 11 6 1,02
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Hanmvenpme#i  cremeHpio  Me(heKTHOCTH
(loie ~ 0.53+0.72) obnanarotr YHT, cHHTE3UpOBaHHbIC
Ha KaTalm3aTopax, COpMUPOBAHHBIX B pe3yJIbTaTe
KPAaTKOBPEMEHHOTO TEPMHYECKOTO  Pa3lI0KEHUS
B TeueHne 10 muH u npokanuBanus mnpu 500 °C,
JraMeTp HaHOTpYOOK cocTaBisil 15+19 HMm. Bene-
HHUE JOTONHUTENBHON CTaguu TepMOOOPabOTKH —
npoKamBaHus B mporiecc nomyderns Co-Mo/Al,O;
KaTajM3aropa CroCOOCTBOBANIO YMEHBILICHHIO KOJIU-
YECTBO CTEHOK B CHHTE3UPYEMbIX HAHOCTPYKTYpPaX.

post@uestnik-vsuet.ru

AHanmM3 PUCYHKa 5 TIO3BOJIMI C/IENIATh BBIBOJ
0 TOM, 9TO HAaUOOJIBITIEeH 3P (HEKTHBHOCTHIO B TIPO-
necce cuaTe3a YHT meromom 'OXO obnanmator
o6pasusr Co-Mo/Al;O3 karanmuzatopa Ne 3 u Ne 6
(Tepmuyeckoe pasiokeHue B TedeHne 30 MUH TIPH
350 °C), mpoumieiie BTOPYIO CTaANu0 TepMOoOpa-
00TKM — pokanBanue B Tedenue 10 muH mpu 500 °C
1 30 mus ipu 700 °C cootBercTBeHHO. Mopdonorus
MOJTyYEHHBIX 00pa3OB KaTalM3aTopa U CUHTE3UPO-
BaHHBIX IPU OJMHAKOBBIX ycHoBUSX Ha HUX YHT
NpecTaBIeHbl Ha PUCYHKE 6

Pucynok 6. COM-u3o6paxenne Co-Mo/Al;O3 katamuzaropa, miporre/ero npokanusanue B teuenue 10 mum mpu 500 °C (a)
u 30 mun nipu 700 °C (6) u cunresupoBanHbix YHT cOOTBETCTBEHHO

Figure 6. SEM image of a Co-Mo/Al,O3 catalyst calcined for 10 min at 500 °C (a) and 30 min at 700 °C (b) and

synthesized CNTSs, respectively

Cpasuutensblii aHamu3 COM-u300paxeHui
KaTajau3aropa IOKa3al, 4YTo Ipu 0Oojee BBICOKHX
TeMIiepaTypax MpoKaIuBaHUs (GOPMHUPYIOTCS 3epHa
KaTalu3aTopa C BBIPAKCHHOW TI'paHMLEH, pazMmep
3epeH cocrasisier 40+200 uM, a mpu 500 °C 3epna
HE UMEIT BBIPAKEHHOHN TpaHulpl. IIpu 3Tom Ha
o0oux obOpasuax katanuzaropa B nporecce ['®XO
¢dopmupytorcs YHT nuamerpom 625 HM.

Crextpel KP manabix YHT mpencraBieHb
Ha PUCYHKE /.

Crenienp nedextaoctd YHT (lpg), cuaresn-
posannbx Ha Co-Mo/Al,O3 karanusarope, TpoIe-
nreM npokanuBanue B Tedenue 10 mun npu 500 °C
(1) u 30 mun ipu 700 °C (2), oTnyaeTcst He3HAYHU-
TenbHO U cocTaBisieT 0,9 u 0,96 COOTBETCTBEHHO.

242

Raman intensity

Raman shift (cm™!)
Pucynok 7. Crexrpel KP HaHOTPYOOK, CHHTE3MPOBAHHBIX
Ha Co-M0/AlLO; katamizaTope, MpoIe/eM MPOKATHBAHNE
B Teyenue: 1 — 10 mem mpu 500 °C; 2 — 30 Mz nipu 700 °C
Figure 7. Raman spectra of nanotubes synthesized on a
Co-Mo/Al,O3 catalyst, calcined for: 1 — 10 min at
500 °C; 2 — 30 min at 700 °C
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OyHukimoHan3uporannsie popmbl YHT [35],
CHHTC3MPOBAHHBIX HAa TOJYYCHHOM B JaHHOM
paboTe Karaiu3aTtope, B HACTOSIIEE BPEMsI UCIIbI-
THIBAIOT B JIAOOPATOPHBIX YCJIOBHSAX B KauecTBE
MoupUKaTOpa, BIUSIOLIEr0 Ha TEIUIONPOBOJIOCTh
skuakocteit [36].

3akiroueHne

[IpoBeneHHOE JKCIIEPUMEHTAILHOE HCCIIe-
JIOBaHHE IO3BOJIMJIO OLICHUTH POJIb TEPMHUYECKON
00pabotku B riporiecce hopmupoBanus Co-Mo/Al,O3
KaTaju3aropa METOAOM TEPMUYECKOTO Pa3fOKeHHs
HHUTpaToB. JloKa3aHO, 4TO Karaausarop, (opMmupye-
MBI B pe3yJbTare OJHOW CTauu TepMOOOPaOOTKH
(Tepmrrdeckoe paznokenue npu 350 °C) u AByX cra-
It (TepMHUYecKOe pas3IoKeHHe U IPOKAIHBAHHE),
cnocoben oOpaszoBbiBate YHT. BrisiBneno, uto
HanOOMbIIIEH aKTUBHOCTHIO B mporiecce cuate3a YHT
meroioM ['DXO (9,4 Tyw/Tiar) 00MaIaCT KaTamusarop,
TPOIIE/IIHI OJJTHOCTA/IIHYI0 00pabOTKY B T€UEHHE
30 muH nipu 350 °C. 3amedeHo, 4To MpH yBelude-
HUH TIPOJIOJDKATEIHFHOCTH CTaIUM TEPMOOOPaOOTKH
HE3HAYUTEIbHO YMEHBIIAETCA CpeAHee 3HaYeHUe
BHelHero auametpa YHT.

BBeeneHue B nporiecc moyueH s KaTanu3aTopa
cuatesa YHT Bropoit crammm TepmMooOpaboTKH —
MIPOKATIMBaHS (TEPMOOOPaOOTKA ITpH OOJIEE BEICOKIX
TeMIlepaTypax, HEeXelIdu IepBas CTajus) IMO3BO-
JIUJIO BBISIBUTH HanOoJiee panroHaIbHbIE PEXXUMBI
ero noxydeHus. B pabore mokazaHo, uro Ha 3¢-
dexruBrocts Co-M0/Al;O3 katanuzaTopa BiuseT

post@vestniR-vsuet.ru

HE TOJBKO TPOJIOIDKUTENBHOCTh, HO U TeMIIeparypa
TepmoobpaboTku. Hanbonee s exTrBHBIE KaTanu-
3aTOpbl (POPMHUPYIOTCSI B PE3yJIbTaTe JBYCTAAUNHHOMN
TepMOOOpabOTKH (TIepBasi CTais — BBIICPIKKA MPeI-
katanuzatopa B Teuenue 10 u 30 mun npu 350 °C,
BTOpasi — BBIIEPIKKA CUCTEMBI, ITOJIYYEHHOH B pe-
3yJbTaTe NMEepBOU cTaiauM, B TeueHue 10 MuH mpu
500 °C u 30 mun npu 700 °C). YnenbHbIH BBIXOJ
YHT Ha pa"HbIX KaTanau3aTropax COCTaBIISIET
22+30 Tyra/Tiar. VITaK, peanusanus nporecca moiy-
YeHUS KaTaTu3aTopa B JIBE CTAIUH TEPMOOOPAOOTKH
MO3BOJISIET YBEIUYUTH €ro 3(PPEeKTHBHOCTH B TPO-
uecce cunteza YHT B ~3 paza.

Ha npumepe oOpasia, mpoKaJeHHOTO B Tede-
uue 10 mun ipu 700 °C, MOXKHO CJI€/1aTh BBIBOJI O TOM,
410 3(h(heKTUBHOCTD KaTATM3aTOPa HE BCETa CBA3aHa
C €ro YyJelbHOW MOBepXHOCTHIO. [Ipenmnonoxu-
TEIFHO 3TO MOXKET OBITh CBS3aHO C TEM, YTO METall-
JIOKCUIHBIN KaTanu3aTop B mpouecce cunre3a YHT
npeTepreBaeT U3MEHEHUs! (BOCCTAHOBJIEHHE €ro JI0
METAJUTMYECKUX YacTHIl Ha KOTOPBIX M TPOUCXOAUT
(dhopmupoBaHre M POCT HAHOCTPYKTYp). IIpemnmarae-
MBIl B paboTe MOAXOM K MOJTYyYeHHIO KaTaau3aropa
cunTe3a YHT no3Bosser He TOJIBKO peryaupoBaTh
3¢ PEeKTUBHOCTE POPMUPYEMOI METaJUIOKCHIHON
KaTaJIUTUYECKON CHCTEMBI, HO U CTemeHb JedeKT-
HOCTU cHHTe3upyeMbIx Ha Hell YHT.
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