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MOJYYEHMUE Ni/C KOMIIO3UTA U UCCJEJOBAHUE OCOBEHHOCTEM ET'O ®OPMUPOBAHUS
HA NIOPUCTOM YIJIEPOAHOM HOCHUTEJIE
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Ni/C COMPOSITE PREPARATION AND INVESTIGATION OF THE CHARACTERISTICS OF ITS
FORMATION ON POROUS CARBON SUPPORT
A. N. Voropay, R. P. Kolmykov, T. S. Manina, Ch. N. Barnakov, A. V. Ivanov, A. V. Samarov

Paboma evinonnena npu punancosoil noooeprcke Munucmepcmea oopazoeanusn u Hayku P® ¢ pamkax @II1
«Hccnedosanun u pazpabomka no RPUOPUMEMHBIM HANPABGIEHUAM PA3GUMUA HAYUHO-MEXHUYECKO20 KOMNIeKCca
Poccuu na 2007-2013 20061» no 2ocyoapcmeennomy xkoumpaxmy Ne 14.513.11.0059 u @11 «Hayunvie u nayuno-
neoazozuyeckue kaopvl unnosauuonnoii Poccuuy no 2ocyoapcmeennomy konmpaxmy Ne 14.B37.21.0081 ¢ ucnono-
306anuem ooopyoosanusn KemI[KII KemHI] CO PAH.

B pabote paccMOTpeHB! BOIPOCHI NOIYYEHUS HAHOCTPYKTYPUPOBAHHBIX METANJI-YIIEPOIHBIX KOMIIO3UTOB BOCCTa-
HOBJICHHEM HaHOYACTHI[ METAJIa TOATPYIIIBI JKeie3a (HUKENs) Ha ME30MOPHUCTOM YIJIEPOJHOM HOCHUTENE, HMEIOIIEM
W3BECTHOE paclpeleieHue mop mno pasmepam. [lokasaHo, 4yto (HOpMHUPOBaHHE METAIa HA YIJICPOIHOM HOCHTENE HPH
BOCCTAHOBJICHHH XJIOPUJA HUKEIS TUAPA3UHOM B LICTOYHOW Cpelie MPOHCXOIUT Yepe3 00pa3oBaHHe MPOMEKYTOUHOTO
NPOJYKTa — THAPOKCHIA HUKels. Pa3paboTaHa METOMUKA TMONYYEHHs] HUKEIb-YIIEPOIHBIX KOMIO3UTOB BOCCTAHOBIIE-
HHEM METaJUTMYECKUX HAHOYACTHI] Ha IOBEPXHOCTH YIJIEPOIHOTO HOCHUTEIS.

The paper deals with the preparation of nanostructured metal-carbon composite metal nanoparticles by reduction of
the iron subgroup (nickel), supported on a mesoporous carbon having a known pore size distribution. It is shown that
the formation of metal on the carbon support in the reduction of nickel chloride with hydrazine in an alkaline environ-
ment is through the formation of intermediate - nickel hydroxide. A method of nickel-carbon composites preparation by

reduction of metal nanoparticles on the surface of the carbon support was developped.
Kniouesvle cnosa: metann-yriiepoHble KOMIO3UThI, HAHOTEXHOJIOTHSI, HAHOYACTHIIBI HUKETIS Ha YTiaepoe.
Keywords: metal-carbon composites, nanotechnologies, nanosize particles of nickel on carbon.

[TonydyeHne ¥ wW3ydeHHE HAHOCTPYKTYPHUPOBAHHBIX
MeTant-yrnepogabix  kommozutoB (HMVYK)  aBmsercs
BECbMa aKTyaJIbHOM 3aauell COBPEMEHHOI'O XUMHUYECKO-
rO MaTepHalOBEICHUS BBHIY INPHMEHEHHS MAaTEpHaJIOB
Ha UX OCHOBE B Pa3IMYHBIX 00IACTSIX HAYKH U TEXHUKH: B
Ka4eCTBE MOHOCENICKTUBHBIX JJIEKTPOJOB M 3JIEKTPOXH-
MHYECKHX KaTOJIOB, 3JIEKTPOAOB CYIEPKOHIIECHCATOPOB,
MarHMTHBIX CEHCOPOB, YCTPOWCTB 3allUCU M XPaHEHUS
uH(popMaLnK, TeTePOreHHbIX KaTalu3aropoB. B Hacros-
1Iee BpeMst CyLIECTBYET JOCTATOYHO MHOT'O CIIOCOOOB I10-
nyuenns HMVYK ¢ xapaktepHbIMM Ul KaXJOrO HEIOC-
TaTKaMHu: 00pa3oBaHHE KapOWJOB M OKCHIOB METaJJIOB
IIPY BBICOKUX TEMIIEPATYpax M HCIIOJIb30BAHUH METAJLIO-
OPTaHWYECKUX COCIMHEHHH B MUPOJUTHYECKHX METOIax
mormydenns [1 — 15]; moporoe anmapatypHoe odopmireHue
U HEBO3MOXXHOCTH TOJMYYEHHUsI HM30TPOIHBIX CHCTEM B
CVD-metone [16 — 20]; moporue peareHThl U pacXoaHbIe
MaTepuanbl B METOAaX BOCCTAHOBJIEHHS BOJOPOJIOM C
NOMYTHOM KapOoHu3zaumeii [21; 22; 23].

Henpro Hacrosimield pabOTHI SIBISIETCS UCCIIEIOBAaHHE
BO3MOkHOCTH nosnydeHnss HMVYK nponurkoit ucxoaHoro
nmopucroro yriepognoro marepuaia (IITYM) pactBopom
COJIM METajula C TOCIEIYIOIINM BOCCTAHOBJICHHEM IIE-
JIOYHBIM PacTBOPOM THPA3UHTUIPATa U U3yUYEHHE HEKO-
TOPBIX CBOWMCTB C(OPMHUPOBAHHBIX TaKHUM OOpa3oM
HMYVK.

B xauectBe IIYM ucnomns3oBanu «Kemepur» [24] u
«Kap6onuzar» [25], nonyuenusie B UYXM CO PAH.
OCHOBHBIE XapaKTEPUCTHKH HcTonb3yeMmbix ITYM mpu-
Be/ieHb! B Tabmuie 1.

IIYM nmponutsiBanu BOAHBIM PacTBOPOM XJIOpUAA
Hukens (II), 3aTem ynansuim U30bITOK IPOITUTOYHOTO pac-
TBOpa (GUIBTPOBAHMWEM CYCIIEH3MH M IMOMEIIATN B IIe-
JIOYHBIE PACTBOPHI TMAPA3UHTHIPATA HA Pa3HbIC BPEMEHA:
5 muH (o6pasusr thma Ni/C-1), 10 mua (00pa3isl THIA
Ni/C-2).

Tabnuua 1
Xapakrepuctuku IIYM
Oébpasey O6wyuii 06vem nop, cm’/2 O6vem mezonop, cm’/2 O6vem muxponop, cm’/?
Kemeput 1,24 0,16 1,08
KapOonmsar 0,83 0,72 0,11

Jlnst mpoBeneHust JadbHEHIINX UCCIeI0BaHUI CUHTe-
supoBanu obOpasipl THa Ni/C-3. TlosepxHocts I[TYM
BHaYaje MPONHUTHIBAIN PACTBOPOM XJIOPHIA HUKEN, 3a-
TeM 00padaThIBaM THAPOKCHIOM HATPHS, B PE3yibTaTe
yero nonydain [1YM, moBepXHOCTh KOTOPOTO OBIIa TO-
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kpbiTa ruapokcugoM Hukens (II). 3arem nomyueHHBIH
MOPOILOK TIOMENIATIH B IIEJIOYHOW pacTBOP THAPA3HHIUA-
para. IlonmydeHne KOMIO3UTOB AAHHOTO THIIA ITPOBOAMIN
¢ ucnonp3oBaHueM B kadecTBe [IYM «Kapbonmzar CC-
2.0», KOTOpBIH OBUT BRIOpAH M3-3a BEICOKOTO COAEPIKaHUS



Mmezonop (80 % mo 00BeMy) M MX OTHOCHTEIBHO Y3KOTO
pasmepHOro pacmpeneneHus. KoHIeHTparus MpomuToY-
HOTO PacTBOpa M BpeMs MPOTEKAHUS CHHTe3a OBUIN BBHI-
OpaHbl Ha OCHOBAaHHMU pE3yJbTATOB IOPOMETPUYECKOTO
ananuza [TYM. Jlnst nannoro crioco6a nonyuenns HMYK
XapaKTepHbl HEKOTOpPbIE TPYAHOCTH, HAlpUMeEp, TPaHC-
MIOPT PEareHTOB, KOTOPBIH MOXKET 3aTPyJHATHCS IIpU 00-
pa30BaHUU HEPACTBOPUMBIX MPOMEXYTOUHBIX MPOIYKTOB
CHHTE3a.

[Noy4geHHBIE TOPOIIKA (PIITETPOBAIIHICH MO BAKYYMOM,
BEICYIIIMBAIIIICH B BaKyyMHOM CYIIWJIBHOM MIKady, 3aTeM
TIOJIBEPTAACH (PH3UKO-XIMHUYECKAM MCCIICIOBAHHSM.

PenTrenorpagudeckne MCCIeIOBaHUS TMPOBOIMIHACH
¢ ucnojb3oBanueM auppakromerpa «JIPOH-3» u maio-
YIJIOBOTO PEHTTeHOBCKoro aupakTomerpa «KPM-1».
Mukpodororpadun ucciaenyempix HMYK u ux cocras
HOJIy4eHbl Ha pPAaCcTPOBOM DJIEKTPOHHOM MHKPOCKOIIE
JEOL JSM 6390 ¢ npucraskoii jed 2300 ist peHTreHO}-
JyopecleHTHOro aHanu3a. CIEeKTphl 3JIeKTPOHHO-IIapa-
MarHutHoro pe3oHanca (OI1P) Obun mosy4eHs! Ha cHek-
tpometpe Bruker EMX-6/1 micro.

Ha puc. 1 npencraBieHsl pe3ynbTaThl PEeHTIEHOTPA-
(udecknx uccruenoBaHuid 0Opa3noB AByX THIOB: Ni/C-1
u Ni/C-2. [lpu aHamu3e peHTTeHOrpaMM OOpa3IoB THIIA
Ni/C-1 onpenensiercs NPeUMMYIIECTBEHHO THAPOKCH] HHU-
KeNsl W HEe3HAUYNTEeNbHOE KOJIMYECTBO METaJUTMYeCKOro
HUKens. BuaHo, 4To 32 5 MUH HaxXO0XIeHUs IPONUTAHHO-
ro ITYM npu BbIOpaHHBIX YCIOBUSIX Ha €ro Pa3BUTOMH I10-
BEPXHOCTH 00pa3yercsi NPEeHMYLIECTBEHHO THMAPOKCHIL
Hukens. [Ipu vccenoBanuy 00pas3oB JaHHOTO THIIA Me-
TOJJOM PAaCTPOBOM 3JIEKTPOHHOW MMKPOCKOIHMH OOHapy-
KEHO HAJIMYME WUTOJIbYATHIX IUIACTHH, IIOKPHIBAIOIINX I10-
BEPXHOCTH YTIIEPOIHOTO Marepuana (puc. 2). Pe3ympraTet
PEHTTeHO(ITYyOPECIEHTHOTO aHANM3a JAaHHBIX 00pa3oBa-
HUH TOKa3BIBAIOT aTOMHOE cooTHomeHne Ni/O, mpakTu-
YEeCKH PaBHOE MX CTEXHOMETPUYECKOMY COOTHOIICHHUIO B
THIIPOKCUIE HUKEIIS.

Puc. 2. Mukpogpomozpagpuu oopazua Ni/C-1

xumus |

Ha penrrenorpammax o6pasmoB tuma Ni/C-2 (Tu-
MUYHAs PEHTIeHOrpaMMa IpUBeIeHa Ha puc. 10) pediek-
ChI THIPOKCHIa HUKETST BeChMa cladbl, a peduIeKChl Juc-
MIEPCHOT0 HUKEJsl BBIpaKeHbl oTueTianBo. Cam ke ped-
JIEKC METaJLIMYECKOr0 HUKEISl MMEET YIIMPEHUE B OCHO-
BaHMH, YTO CBUJIETEIBCTBYET O Hamuuu B oOpasue Ni/C-
2 nByX (pakiuii: KPYIMHOKPHUCTAUIMYECKOH M MEITKOKPH-
CTaJUIMYECKOH.

Takum 00pazoM, 0Opa3oBaHNe METAUTMYECKUX HAHO-
YacTHIl INIPU BOCCTAHOBICHHH W3 PAacTBOPOB HX COJEH
THPA3UHTHIPATOM IPOUCXOJUT 4epe3 CTaauio o0pazo-
BaHMS MX THIPOKCHIOB.

HccnenoBanne CTPYKTYPHBIX XapaKTEPHCTHK BHYT-
PHUIIOPOBBIX 4YaCTUI] MPOBOAWIM Ha oOpasnax THIa
Ni/C-3, T. K. B CHIIly OCOOCHHOCTEH IMONyYeHHUs] OHH CO-
Jiep>KaT He3HAYMTENIbHOE KOJIWYECTBO KPYIMHOKPHCTAIUIU-
4eCcKOH (ha3bl METATIIMYECKOTO HUKEJIS.

Penrtrenorpaguyeckue ucciuenoBaHUS KOMIIO3UTOB
tuna Ni/C-3 mokasanu Hanmgue pedaeKcoB TUCTIEPCHOTO
METAUIMYECKOTO HHKeNs (TUNMYHAs pEeHTreHorpamMMa
NpuBeIeHa HA pUC. 3). IHTEHCUBHOCTh JIMHUM METajlla B
CIIEKTpE HEBEJIMKA, YTO SIBJISETCS CIECACTBUEM BBEICHHMS
MPOMBIBKH O0pa3IoB JaHHOTO THIA Ha CTaJUH IOJTyde-
Hus. JlaHHas mpoueaypa NpUBela K CHIDKEHHIO KOHLIEH-
TpalM MeTajula BO BCEM 00paslie W Kak CIEACTBHE — K
YMEHBILICHUI0 WHTEHCUBHOCTH COOTBETCTBYIOLIETO ped-
Jekca. BBuay 3Toro BO3MOXHOCTh pasnelieHus: pediekca
MeTajljla Ha KPYITHO- ¥ MEJIKOKPHCTAJUIMYECKYIO (hpaKiu
HE MPE/CTABISETCS BO3ZMOKHBIM.

Jnst ToATBEp KICHUS TOTO, YTO KOMITO3UT COAEPIKHT
HAHOYACTHUIIbl METajlla, COM3MEPUMBIE C pa3Mepamu I10p
(a IMEHHO OHHM IPEIIIOJIOKHUTEIFHO COCTABISIIOT MEJIKO-
KPHUCTAJUTMYECKYIO (DPAKIMI0 METALTMYECKOTO HUKENS),
opun morydeHHb! DIIP-criekTper o0pasmoB tuma Ni/C-3
(puc. 4). Hu ogHO BO3MOXKHOE IS JAHHOTO CHHTE3a CO-
enuHenue Hukens (II) He sBIsIeTCS] MapaMarHUTHBIM, I10-
sToMy Habmromaemeiii criektp OIIP cimemyer oTHecTn K
Mmetaiuty. [lepas mpomsBonmHas curHaia OIIP obpasma
Ni/C-3 mpuBenena Ha puc. 4a. Ha crexrpe DIIP BumeH
BOCCTAaHOBJICHHBII B IIpoliecCE€ CHHTE3a METaJUTMUECKHI
Hukenb. JIP-criekTp yriepoaHoi MaTpuIbl IPeICTaBIeH
Ha puc. 46. lllupuna nmuanu curnana DIIP-ciiektpa B 00-
pasue tuna Ni/C-3 u 3HaueHne g-daxropa ONU3KU K H3-
BECTHBIM JUISI HAHOPa3MEPHOTO HHKENS, HaXOASAIIErocs B
CyIiepriapaMarHATHOM COCTOSTHHH (B TaOII. 2).

50 40 30 20

& % & &
.

20
Puc. 3. Penmzenozpamma oopazua Ni/C-3

HUccnenosanue obpasia merogom MYPP nokassiBaer
SIBHOE€ yMEHbIIIEHHE WHTEHCUBHOCTH CHTHana (puc. 5a)
KOMIIO3UTAa MO CPABHEHUIO C MHTCHCHUBHOCTBIO CHUTHAJIA
YIIEPOTHON MaTpHIbI (pUC. 50) TIpU COXpaHEHUH CTPYK-
TypBI CUTHAJIA.
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Puc. 4. IIP cnekmpwi: a — oopazey Ni/C-3,
0 — yznepoonas mampuya

Ha maccoBoil ¢pyHKINHU pacripeneieHus: HeOTHOPOI-
HocTe mo pasmepam (M®PPHP) mist koMIo3UTOB THITA
Ni/C-3 BuiHO CMellleHne MUHIMYMa B CTOPOHY OOJIBIINX
pa3MepoB 10 CpaBHEHUIO ¢ MUHUMYMOM Ha M®PHP nis
YIJIEPOAHOW MaTpHIIbl U COXPAHEHHUE IMOJIOKEHHUS EPBO-
ro MakCMMyMma komrosurta (o0nacth 2 — 3 HM) IO CpaB-
HEHHUI0O C MaKCHUMYMOM YTJIEPOJHOW MaTpuIbl. JTO IO-
3BOJISICT NIPEAIoJIaraTh, YTO B HCCIIEIYEMOM KOMIIO3UTE
CoZIeprKaTcsl HAHOYACTHIIBI HUKENS pa3Mepamu 2 — 5 HM,
T. €. MEHbIIIE Pa3MEPOB €MHUYHOI0 MarHUTHOTO JOMEHa,
KOTOpBIE, BBUAY pa3MEpOB, JOJDKHBI HAXOAWUTHCS B CY-
TeprapaMarHiTHOM COCTOSIHUH, YTO COOTBETCTBYET JaH-
HbIM DITP-ciekTpoB.

Tabmuma 2
Hanbie JIIP cnekTpockonuu aas odpasua Ni/C-3

Oébpaszeyst cepuu AH, 9 g-chakmop
Ni/C-3 1500 + 126 2,29
Jlutepartypa

§ § i i% 0 n
d, nm

Puc. 5. Maccoevle pynkyuu pacnpeoenenus HeoOHO-
POOHOCmEI NO pa3Mepam, NOCHPOEHHbLE RO MEMOOY
MYPP: a) — oopazey muna Ni/C-3;

0) — IIYM «xapoonuzam CC-2.0»

Takum oOpazom, pazpaboTaHa METOAMKA TOIYICHUSI
HAaHOCTPYKTYPHUPOBAHHBIX HUKEIb-YTIIIEPOAHBIX KOMIIO3H-
TOB C pa3MepaMH HaHOYACTHUI] HUKEIS, CHOPMUPOBAHHBIX
Ha TIOBEPXHOCTH YIJIEpONHOTO MaTepuana, 2— 5 aM. B
XOJIe BBITIOJIHEHHS MCCIEIOBAHNN OBIIO ONPEAETICHO, YTO
(hopMupoBaHHE HAHOYACTHI[ HUKEJS HA MOBEPXHOCTH YT-
JIEpOTHOM MaTpHULlbl B UCMOJb3YEMOW METOJIUKE CHHTE3a
MPOMCXOJIUT uepe3 oOpa3oBaHME B KayeCTBE MPOMEXY-
TouHOro npoxykra ruapokcuna Huxens (II). IIpu uzme-
HEHUH BPEMEHM CHHTE3a MOXKHO MOJydyaTh KOMIIO3UT Ie-
PEMEHHOTO COCTaBa.
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