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AHHOTauuda. Pa3paboTka HOBbIX BUOOB PagvonorowaoLLmMXx MaTepuanoB akTyanbHa B CBA3N C MHTEHCUBHbBIM
passutMeM yctporcte CBY-paanoanekTpoHrkn, yBENNYEHNEM NX MOLLHOCTU 1 aKTUBHBIM BHEAPEHNEM BO BCE
cohepbl Xxu3HepesiTensHocTU. Pagnonornowaiowmii matepuan Ha ocHoBe HaHokomno3auta NiCo/C mMoxeT BbITb
MCNOJIb30BaH A1 YMEHbLUEeHNS NoMeX U obecrnedyeHnst 3/1eKTPOMarHUTHON COBMeCTUMOCTU. CMHTEe3MpPOoBaHbI
MeTannoyrnepogHbie HaHokomMno3uTbl NiCo/C Ha ocHoBe npekypcopoB NiCl,/CoCly/Monnakpunonutpun (MAH) ¢
ncnonb3oBaHnem MIK—-Harpesa. Pe3ynbstaTthl uccnenoBaHunin HaHokomnoadnTtos NiCo/C meToaamim peHTreHodha3oBoro
aHannaa, NPOCBEUYNBAIOLLEN 3NEKTPOHHO MUKPOCKOMUY 1 BUBPALIMOHHOM MarHUTOMETPUM NoKa3aam 3aBUCUMOCTb
CTPYKTYpPbI 1 CBOMCTB HaHOKOMMNO3nTOB NiCo/C oT TeMnepatypbl CUHTE3a, KOHLLEHTPALMN U COOTHOLUEHNS METa-
noB B npekypcope. Mo pesynstatam peHTreHoGa30BOro aHann3a yCcTaHOBMEHO, YTO B npouecce VK-nuponnaa
npekypcopa nponcxoanT hopmmupoBaHue Metanamyecknx HaHodactumu, NiCo, ctabunmanpoBaHHbIX B YriiepoaHoM
MaTpuue. YBennyeHne temnepatypbl cuHTe3a ot 350 1o 800 °C npmMBOoanUT K POCTY CpeaHero pa3Mmepa HaHo4acTuL,
NiCo o1 10 oo 80 HM. YCTaHOBNIEHO, 4TO POPMMPOBAHKME CriaBa NPOMCXOANT 3a CHET NOCTENEHHOIO PACTBOPEHUS
kobanbTa B HUKeNe ¢ 0QHOBPEMEHHBIM nepexoaom kobansta us MNMy-moaudukaumm B N'LUK. MeTogom npoceeyn-
BalOLLLEN 3NIEKTPOHHOM MUKPOCKOMNUN UCCedoBaHa CTpykTypa 06pasLioB HAHOKOMMO3UTOB, CUHTE3MPOBaHHbIX
npn 600 °C. YcTaHOBNEHO, YTO C POCTOM KOHUEHTpauumn metanna B npekypcope ot 10 go 40 % (mac.) nponcxoant
pocT cpeaHero pasmepa HaHodacTul, NiCo B coctase HaHokomMno3nToB NiCo/C 1 ysennyeHmne KoOHUEHTpauumn Ha-
HOYaCTUL, B YrnepoaHOM matpuue. MiccnenosaHme MarHUTHBIX CBOMCTB HAHOKOMMO3MTOB NOKa3aso, YTO C yBENU-
YyeHreM copepxaHnsa metannos B npekypcope ot 10 go 40 % (mac.) HabnogaeTcs NPaKTUYECKU JINHENHbLIA POCT
HaMarHMYeHHOCTM HacbiweHns ot 5,94 0o 25,7 A - m2/kr. IameHeHne cooTHoweHus meTannos ot Ni: Co=4: 1
00 Ni: Co = 1: 4 BbI3bIBaET POCT HamMarHu4eHHocTv ot 11,46 0o 23,3 A - M2/kr.

KnioueBble cnoBa: HAHOKOMMNO3UTbI, MarHUTHbIE HAHOYACTMLl, HAHOMaTepwuansbl, NiCo, MK—Harpes, nonmmepHble
HaHOMaTepuanbl
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Cpem/l OCHOBHBbIX METOZJOB II0JIYy4YeHMA HaHOYaCTUI]
METAaJIJIOB U CIIJIABOB MOJKHO BbIIEJIUTh (PU3UUECKIE U
XUMU4YecKre MeTonbl. PusuyuecKmue MeTOObI CUHTE3a
HAHOYACTUI[ MAaTHUTHBIX MaTePUaJOB B Ta30BO MU
TBEpPJ0il (pa3e UCIIOJIb3YIOT BBICOKOIHEPTeTUYECKYIEe
BO3JelicTBUA Ha MaTepuad [1, 2] XumMmmudeckne MeTonbI
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§ ABTOp ONs nepenmcku

CUHTe3a HaHo4dacTul [3, 4] galle Bcero peasmayrTCA
B PacTBOpax C MCIOJIb30BAHNMEM BOCCTAHOBUTEJEN 1
IPYTUX peareHTOB IIPY yMepPEeHHBLIX TeMIlepaTypax.
HanomaTepnaJbl HINPOKO MCCIENYIOTCA B KadeCcTBe
MaTePUaJIOB JJIA KaTaJIUTUYECKUX IIPOoIeccoB [5], cy-
IIepKOHJIeHCaToPOoB [6], B MepuuyHe [7] nyia npuMeHe-
HMA B Pa3JNYHBIX gaTumkax [8—10], B 3JIeKTPOHHBIX
yerpoiicTBax u ap. Co3naHye HOBBIX MeTaMaTepraJsoB
— «YMHBIX» MaTepuajioB — JaeT BO3MOYKHOCTD 3p-
(PeKTMBHO M3MEHATHh UX CBOJCTBA IJA oDecredeHnus
IIOIJIOIIIEHN A DJIEKTPOMATrHUTHOTO UBJIy4YeHUA. JTO
CIIocoOCTBYET pelleHnIo 3a5a4 [0y YeH)A U yIIpaBJe-
HMA MarHUTHBIMU U PaAMOIIOTJIOIa oI VIMM CBOJICTBa-
MM HOBBIX MaTepyraJioB, 3p(PEeKTUBHO ITOTJIOUIAIOINX
BJIEKTPOMATHNUTHOE M3JIyYeHNe B IIIMPOKOM IMalla30He



HAHOMATEPUAJIBI U HAHOTEXHOJIOI'MA

4acToT, — (PEePPOMATHUTHBIX METAJJIOYIJIEPOSHBIX
HaHOKOMITO3UTOB. K TakuM crucTteMaM MOYKHO OTHECTU
HaHOKOMITO3UTHbBIE MaTepyaJIbl, IIPEJICTABJIAIOIINE CO-
0071 BLICOKOZIVICITIEPCHBIE CUCTEMBI «TBEPZIOE B TBEPAOM>,
coziepsralye HaHopa3MepHble yacTuleI critaBoB NiCo
[11—15]. PaspaboTka HOBBIX BUAOB PaAMOIIOIJIONIAI0-
IIIJIX MaTepyaJioB aKTyaJbHa B CBA3Y C MHTEHCHBHBIM
pasButueM yctpoiicTe CBU—pannoaieKTpoHnKY, yBe-
JIMYEeHVEM VX MOIITHOCTM ¥ aKTUBHBIM BHEJPEHMEM BO
Bce cpepnl skusHeneATe bHOCTHY [16—18]. Pagmomnorsio-
marornuii matepuada (PIIM) Ha ocHOBe HAHOKOMIIO3UTa
NiCo/C mosxeT ObITb UCIIOJIB30BAH AJISA YMEHbIIIEHNUA
romex u obecrieyeHnA 3JIEKTPOMATHUTHON COBMECTM-
mocTu. PazpaboTka HOBBIX TUIIOB 3(P(PEKTUBHBEIX B
muporoM auana3one PIIM u mMeTonoB UX IIOJIydeHUS
ABJIAETCA aKTyaJIbHOI 3ajsadeil. B meTassoyriepos-
HbBIX HAHOKOMITIO3MTAX IIOIJIOIIIEHNE DIIEKTPOMAaTHUTHO-
ro nasydenus (AMU) npoucxonnt 3a cUeT He TOJIBKO
JIVBJIEKTPUYECKMX, HO ¥ MarHUTHBIX noteps [19]. Ha-
norommo3uTel NiCo/C codeTaloT npeumyIiecTBa rpa-
duroBbix PIIM, obecrieunBaronnx quajieKTpUIecKue
norepu u MarauTHEIX PIIM, ofecneunBaromux mMar-
HUTHBIE TIOTepU. VI3MeHeHVe COOTHOIIIEHNII MEeTaJIJIOB
M MIX KOHIIEHTPAIlMY BIMAET HA CTPYKTYPY ¥ CBOMCTBA
nanoxkommoanuTtoB NiCo/C [20, 21].

Husxe paccmoTpeHB! pe3yJibTaThl UCCJIeSOBAHNA
BJIMAHNA KOHI[EHTPAI[MM MeTaJlJIOB B IIPeKypcope
Ha CTPYKTYPY U cBoijicTBa HaHOokoMno3uToB NiCo/C,
CUHTEe3MPOBaHHBIX MeTonoM VIK—mmposnsa npexkyp-
copa NiCl,*6H,0/CoCl,* 6H,0/IlonnakpuyioHUTPUIT
(ITAH).

O0pa3sbl 1 METOABI CCIIEAOBAHMS

IIpekypcopbl HAHOKOMIIO3UTOB 'OTOBUJIY IIyTEM
coBMmecTHOro pactBopenus NiCl, * 6H,0, CoCl, * 6H,0 n
IIAH B pumerundopmamuge (IMPA, Fluka, 99,5 %)
C TOCJIeYIOIUM yAaJieHueM pacTBopuTesd. Kon-
uentpaiusa [IAH B pactBope JIM®PA cocrasasaia b %
(mac.). KonnenTpanuo MeTaJjioB usMeHaan ot 10 1o
40 % (mac.), a TaKiKe IPOBEJEHO MCCJEe0BAHME BJIVS-
Hus Co Ha MarHMTHbIE CBOJICTBA HAHOKOMIIO3UTOB. JlJ1s
9TOTO MIOJIYYaJy 00pasIbl ¢ PA3JINYHBIM COOTHOIIEHM-
eM MeTaJnoB. CUHTE3 HaHOKOMIIO3UTOB IPOBOLMUIIN
nox pevictrBueM VIK—narpesa cuctemsl NiCl,*6H50,
CoCl,*6H,O/IIAH. IK—0TKUT OCYIIECTBJIIANN B IBY X~
CTaZIMIIHOM peXKMMe:

— IpeIBapUTEJIbHBIN OTYKUT, B TeUeHME KOTOPOTO
IIPOUCXOAUT yaaJIeHME PACTBOPUTEJISA 1 IIEPBOHAYATIb-
Hoe cTpyKTypupoBanue ITAH,;

— OCHOBHOJ OTKNT B BaKyyMe.

Jna nonydeHns oOpasioB ObLIM BEIOPAHBI XJIO-
PUIBI METAJJIOB B CBA3U C UX HUBKOI CTOMMOCTBIO,
HaIIpMMep, II0 CPaBHEHUIO ¢ aleTatamu. VceaenoBaiin
CTPYKTYPY ¥ CBOJCTBA HAHOKOMIIO3UTOB, CMHTE3UPO-
BAHHBIX C PA3JIMYHON KOHI[EHTPAIMEN 1 COOTHOIIIEHVIEM
METAaJIJIOB B IIPEKypPCope.
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Js aHaIM3a CTPYKTYPBI M COCTaBa HaHOKOMIIO-
3UTOB UCHOJIB30BIN nudppakToMeTp Rigaku Ultima IV
(CuK,—nsnyuenue, MoHOXpoMaTop — rpadgur). Cxema
cpeMKu — (porycupoBka no Bperry—Bpenrano. O6-
paboTky creKkTpoB mpoBoauiu B mporpamme PDXL,
IIEPVIOZ, PEIIeTKY OIIPeeIA METOLOM SKCTPAIIOJIA-
LM, IapaMeTpbl CyOCTPYKTYPhl HAXOAUJIV METOJIOM
aINPOKCYMAIIUNL.

MuxrpodoTorpadnn 00pasIioB osydaty Ha Ipo-
CBeYMBAKIIEM BJIEKTPOHHOM MUuKpockomne (IIOM)
LEO912 AB OMEGA.

MarauTHBIE CBOJCTBa MCCJIeLOBaJy Ha BuOpa-
umnoHHOM MarauTomerpe PPMS-14 cdupmer Quan-
tumDesign.

PesyabTaThl I UX 00CY:KAEHIIE

Oudparrorpammer HaHOKoMITo3unTOoB NiCo/C ¢
MCXOIHBIM cooTHourenueMm metaJgos Ni: Co =1 : 4
IpesCcTaBJeHbl Ha puc. 1, cbeMKy npoBonuyiu B CoK,—
UBJIYYEHUN.

Ilo pesynbpTaTam peHTreHO(a30BOro aHAJM3a
(PPA), nmpencraBJeHHBIM Ha PUC. 1, yCTaHOBJIEHO, YTO
popMupOBaHNE METAINYECKNX HAHOYACTNL] BOSMOMK-
HO BO BCEM IIPeJICTABJIEHHOM [AMalla30He TeMIIepaTyp
cuHTe3a. J[J19 HAHOKOMIIO3UTOB, CMHTE3VPOBAHHBIX ITPU
350 °C, Ha gudppakTOrpaMMe IPUCYTCTBYIOT PedIeKChI
IpM HoJIosKeHnN yrioB 20 = 52° 60,8° 91° u 114°, oTBe-
vaponme ¢gasam metasoB (Ni, I'TITK—-Co uau cnaBa
NiCo) (cm. puc. 1, kpuBaa 1). Huzkasa MHTEHCUBHOCTD
IaHHBIX pedJIeKCOB U JOCTATOYHO BBICOKMII YPOBEHb
(poHA CBUIETETBCTBYIOT O MaJIOM pa3Mepe HaHOYACTHI]
(mopanka 8—10 um). 14 BceX KPUBBIX, IpeCTaBJeH-
HBIX Ha puc. 1, B obsacti yrooB 26 ot 20 mo 40° Ha-
OsroiaeTcsa aMoOpHOe TaJio, OTBeYalollee yIJIEPOIHONM
MaTpuIle HAHOKOMIIO3UTA.

[ e C
® NiCo

-

20 40 60 80 100 120
20, yrn. rpag.

Puc. 1. AndpakTorpammel HaHokoMno3uToB NiCo/C (Ni: Co =
=1:4), CUHTE3NPOBAHHbLIX MPU PA3NINYHbIX
Temneparypax T, °C:

1—350; 2—600; 3 — 800

Fig. 1. X-ray diffraction patterns of NiCo/C nanocomposites
(Ni: Co=1:4)synthesized at various temperatures T, ° C:
(1) 350, (2) 600, (3) 800
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YBeauueHue TeMIEPATYPHI CUHTE3a IIPUBOAUT
K POCTY pasMepoB MeTaJIMdecKux HaHodactui. O0-
pasisbl, cuaTesupoBansble npu 600 1 800 °C, umeror
YeTKO BbIpa’KeHHbIe peJIeKChl TBEPALIX PACTBOPOB
NiCo (26 = 51°, 60°, 91°, 114°) Ha TudpaKkTOrpaMMax (CM.
puc. 1, kpuBble 2 1 3), YTO CBUAETEJILCTBYET 00 yBeJ-
YEeHNV CpeJHero pasMepa HaHOYACTUI[ METAJIJIOB WJIN
ux cnjaasa. ITo pesynbraram PPA ycTaHOBJIEHO, YTO
yBeJIMUeHNe TeMIIEPATy Pl CUHTE3a IIPUBOINT K POCTY
pa3MepoB HaHOYacTHUI crasa oT 35 1o 80 HM.

Ha puc. 2 npencrasien ygacTox audpakTorpaMMbl
(50—64°), n3 aHaM3a KOTOPOT0 OYEBUTHO, UYTO YBEJIN-
uyeHye TeMIrepaTypsl cuHTe3a oT 600 go 800 °C mpuBo-
AT K COBUTY MaKCUMYMOB IIMKOB B CTOPOHY MEHBIIINX
YIVIOB. ATO CBUIETEJILCTBYET 00 yBeJIMueHN 3HaUeHIA
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Puc. 2. ®parmeHT andpaktorpamm HaHokomnosuTtos NiCo/C,
cuHTe3unposaHHbix Npur 600 (7) 1 800 (2) °C

Fig. 2. Fragment of diffraction patterns of NiCo/C
nanocomposites synthesized at (7) 600 and (2) 800 °C

®C

I, OTH. en.
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26, yrn. rpag.

Puc. 3. ®parmeHT andpaktorpammel HaHokoMmno3uTtos NiCo/C
(CoK,—1n3ny4eHne), CUHTE3NPOBAHHbIX MPU PA3SINYHbIX TEM-
neparypax T, °C:

1—350; 2—600; 3— 800

Fig. 3. Fragment of the diffraction pattern of NiCo/C
nanocomposites (CoK, radiation) synthesized at various
temperatures T, °C:

(7) 350, (2) 600, (3) 800
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rapaMeTpa pPelIeTKM U, CJIeI0BATEJbHO, O POCTe KOH-
LleHTpanuy KobaJibTa B TBEPIOM pacTsope [22].

Buny Toro, 4To pedyiekchl, oTBedaronye gasam
Ni, TTTK—Co u NiCo, sexxaT B 6JIM3KOM APYT K APYTY
IyanasoHe yIvioB, POA HaHOYaCTUII CIIIaBa OCYIIIECT-
BJIAJIN 10 3HAYEHUAM IIapaMeTpa pelleTKN. SHaUeHNe
rapameTpa pelleTKy AJA 06pasnoB, CHHTE3MPOBAHHBIX
pu 600 1 800 °C, cocraBisaet 0,3528 u 0,3541 uM co-
OTBETCTBEHHO, YTO CBUAETEJILCTBYET 00 yBeaIUIeHUN
cozepsKaHNA KobaJbTa B ciase. Takum obpaszom, pop-
MIPOBaHI€ CIIJIaBa IPOMCXOANT 33 CHET ITI0CTEIIEHHOTO
pacTBopeHna KobasibTa B HUKEJE C OJJHOBPEMEHHBIM
nepexonoM kobasbra 3 I'TIY-moguduranum B 'K,
4TO B JaJIbHENIIeM TaKiKe OBbLJIO IIOATBEPIKIEHO pe-
3yJIbTaTaMI JICCJIEJOBAHNI MAarHUTHBIX CBOJICTB.

Ha puc. 3 npencrasyeHa yacTb audparTorpam-
™Mbl HaHOKOMII03UTOB NiCo/C B 06J1aCTM MaJIBIX YIJIOB
(20—40°), xapaKkTepnayrolias U3MEHEHNA CTPYKTYPbI
YTJIEPOJHOI MaTPUIbI HAHOKOMIIO3UTA.

PesysnbpraThl pPEeHTTE€HOBCKOI AU PaKTOMETPUN
II0Ka3aJiy, YTO yBeJudeHMe TeMIIepaTyphbl CUHTEe3a
HaHOKOMIIO3UTOB IIPUBOIUT K YBEJIUUEHUIO CPEIHETO
pasmepa (obstactu KorepeHTHOro pacceaunus — OKP)
kpuctasmtoB ciyasa NiCo (tabs. 1). O6 aTom cBuze-
TEJIbCTBYET 3HAUNUTEJILHOE YBEeJINYEHE MHTEHCUBHOCTI
pedexcoB Ha AudpaKTOrpaMMaXx, OTBEYAOIINX COOT-
BEeTCTBYIOIIEN (hase.

Ha puc. 4 npencTaBiieHbl PE3YJIbTATEL, IOJIYYeH-
HbIE METOZOM IIPOCBEUYMBAIOIIEN 3JIEKTPOHHOM MUKPO-
crormy 11 06pasios HaHokoMmno3uToB NiCo/C, cunTe-
s3upoBaHHbIX Ipu 600 °C ¢ pa3JaMYHBIM COOTHOLIEHNEM
METaJIJIOB B IIPEKYPCOpE.

VI3MeHeHMe COOTHOIIEHNA METAJJIOB B IPEKYpP-
cope He IPUBOOUT K CYILIeCTBEHHBIM, HAOJIIOLaeMbIM
BU3YaJIbHO, IBMEHEHNUAM MOP(OJIOrMY MaTPUIBI (CM.
puc. 4).

ITo pesynbraram anammsa IIOM—-mukpodoTorpadomii
IIOCTPOEHBI I'MCTOTPAMMBI PacIIpefeseHy A HAaHOYaCTUL]
10 pa3MepaM.

VI3MeHeHMe KOHILIEHTPAIMM METAJJIOB B IIPEKYP-
cope IIpM OAVMHAKOBOI TeMIlepaType CUHTe3a Cylile-
CTBEHHO BJIMAET Ha pacnpenesneHne HaHogacTul NiCo
10 pasMepaM, IIpy 5TOM MOPQOJIOrA yIJIEPOLHOM Ma-
TPUIILI ¥ PABHOMEPHOCTD pacipeieIeHN A HaHOYaCTHUL]

Tabauma 1

Penrrenorpacguyeckue xapakTepuCTUKN
HanokoMmno3utoe NiCo/C, cuHTe3upOoBaHHBIX
npu 600 n 800 °C [X-ray diffraction characteristics
of NiCo/C nanocomposites synthesized

at 600 and 800 °C]
Noe | Temneparypa | Ilapamerpsr | Pazmep CocraB
n/m| cuuTesa, °C | pemerky, HM | OKP, HMm criaBa
1 600 0,3539 34 Nij;1Cogg
2 800 0,3541 76 Ni0705C00’95
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Puc. 4. NOM-n3obpaxeHus HaHokomnoanTtos NiCo/C, cnHtesn-
poBaHHbIX Npy 600 °C ¢ pa3nuyHbIM COOTHOLLIEHNE MeTan-
J10B:
a—Ni:Co=1:1,6—Ni:Co=1:4,B—Ni:Co=4:1

Fig. 4. TEM images of NiCo/C nanocomposites synthesized at
600 °C with various metal ratios:

(@ Ni:Co=1:1,(6)Ni:Co=1:4,(B)Ni:Co=4:1

110 ee 00'bEMY OCTAIOTCA MPAKTUYECKY HEM3MEHHBIMU
(cm. puc. 4 u 5).

Ha puc. 6 npeacrasiens: IIDM-nzobpaskenns Ha-
HOKOMIIO3UTOB C MCXOJHBIM CYMMAapPHBIM COAEPIKaHNEM
meTtaJos 10, 20, 30 1 40 % (mac.). C pocToM KOHI[eHTpa-
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Puc. 5. Pacnpepenenue HaHouvacTuu, NiCo no paamepam ons Ha-
HOKOMMO3UTOB, CMHTE3MPOBaHHbIX NPy 600 °C ¢ pa3nnyHbIM
COOTHOLLEHNEM METasoB:
a—Ni:Co=1:1,6—Ni:Co=1:4,B—Ni:Co=4:1

Fig. 5. Size distribution of NiCo nanoparticles for
nanocomposites synthesized at 600 °C with different metal
ratios:

(@ Ni:Co=1:1,(6)Ni:Co=1:4,(B)Ni:Co=4:1
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Puc. 6. NMOM-n3obpaxeHus HaHokoMno3nTos NiCo/C (Tg,,;. = 600 °C, Ni: Co =1 : 1) B 3aBUCMMOCTY OT KOHL,EHTPaLUN MEeTa0B B
npekypcope, % (mac.):
a—10;6 —20; 8 — 30; r— 40

Fig. 6. TEM images of NiCo/C nanocomposites (Tgynn, = 600 °C, Ni: Co = 1: 1) depending on the concentration of metals in the

precursor, wt.%:

(a) 10, (6) 20, (B) 30, (r) 40
UMM METAJIJIOB HaOJIONaeTCs CMellleHre JOMUHUPYIO-
11IeT0 pa3Mepa HAHOYACTUI] B CTOPOHY OOJIBIIINX BEJIM-
uynH. Tax, npn KoHIeHTpalmu Mmetaios 10 % (mac.) mo-
MMHMPYIOUINI pa3Mep JeKUT B Auanas3oHe 15—18 #M,
TOrfia KaK ¢ yBeaudeHueM KouenTpauyu 1o 40 % (mac.)
HabJrogaeTcA poct pasmMepos A0 20—30 HM.

Kak norazasm pesysprars! IIOM, ¢ pocTom KOH-
LEeHTPAIMM MeTaJljla B IPEeKypcope IPOMCXOAUT POCT
cpexnuero pasmepa HaHodactuil NiCo B cocTaBe HaHO-
rommo3uToB NiCo/C u yBenndeHne KOHIIEHTPAI[MY Ha~
HOYACTUI] B YIVIEPOIHONM MaTPUIlE, IYTO IIPOSABJIIAETCA B
pocte Hamaran4geHHOCTH HaHOKOMII03uTOB NiCo/C.

B nponiecce IK—mimposnza B cucreme «NiCl, * 6H,0
— CoCl, *6H,0 — ITAH» IpoucXoauT pAS XUMUIECKIX
npeBpaltnenuit. IIpu uccnrenoBaHuy Ipekypcopa Ha-
HoromMmmiosuta NiCo/C [20] ycTaHOBJIEHO, UTO IIpOLeC-
CBI IMKJIM3alMy HUTPUJIBHBIX Py 1 obpasoBaHue
—C = C— u —C = N— cucremsbl IOJMUCOIPAKEHNA
MIPOMCXONAT IIPY MEHBIINX TeMIlepaTypax. MeTaJsl
KOOPAVHMPYIOTCA C HUTPUJIBHBIMM IPYIIIIaMM II0JIV-
Mepa, 3a CUeT Yero OCYIIeCTBIAETCA PaBHOMEPHOE pac-
IIpesiesIeHME UX 10 00'beMY IIPeKypcopa 1 00pas3oBaHme
conpssxeHHbIXx —C = N— cBaseii B IIAH zarpyznueHo.
B pesynbrare 00paboTKM IpM TeMmIlepaTypax MeHb-
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Puc. 7. Tuctorpammbl pacnpegenexmsa HaHovacTul, NiCo no pasamepam B 3aBUCUMOCTU OT KOHLIEHTPaLMM MeTanioB

B npekypcope, % (mac.):
a—10; 6 — 20; 8 — 30; r — 40. Tg,,,r. = 600 °C, Ni

Fig. 7. Histograms of the size distribution of NiCo nanoparticles depending on the concentration of metals in the precursor, wt.%:
(a) 10, (6) 20, (B) 30, () 40. Tgynyn, =600°C,Ni: Co=1:1

e 200 °C, mpoMcXOAUT MePEKOMILIEKCOBa-
Hue. [Ipu sTOM MeTaJIBI 00Pa3yIOT pPa3any-
Hble KOMIIJIEKCHI C IIOJIMMEPOM, IIPeNMyIie-
cTBeHHO ¢ cucteMoit —C = N— conpsaskeHnsa
n octatkamy —C=N rpym. ITpu 6osiee BbIcO-
KUX TeMmreparypax VIK—narpeBa mponcxonut
rapOonmzanusa IIAH c obpasoBanueMm yrie-
POZIHOI MaTPUITL] HAHOKOMIIO3MTA, IMEIOII[Eel
rpaduTOnogoOHYI0 CTPYKTYPY, BO MHOTOM
aHaJIOTMYHYIO TYypOOCTPATHOMY IpaduTy, T. €.
rpaduTOBOMY MaTepuaJy, MMEIOIEeMY pa3-
JIMYHBIN pa3Mep KPUCTAJIJINTOB 1, CJIeJ[0Ba-
TeJIbHO, pal3JIMYHOe 3HaYeHe MEeYKIIJIOCKOCT-
HBIX PacCTOAHMIA Ljjy B 3TUX KpUCTAJIAX.
B nportecce kapbounsarmm IIAH nponcxogut
BBIEJIEHNE PAa3JIMIHBIX Ira3000pasHbIX IPO-
nykros: Hy, CH,, NH;, H,O, HCN, CO, C;Hg,
C,H, = NH, CO, [18].

B pesyusprare, B yesosuax VIK—marpesa
IIPEeKyPCOPOB, HAPALY € (DOPMUPOBAHMEM
rpaduTONON00HOI CTPYKTYPBI MAaTPUILL,
IIpoucXonuT 3¢ PeKTUBHOE BOCCTAHOBJIEHVE
cogest Ni u Co mpomyKTamMu, BbIAEJAOUIN-
mucsa npu gecrpykuun IIAH, B wacTHOCTU
H, u CO.

50 60 10 20 30 40 50 60 65 70 75
d, HM
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Puc. 8. Netnn nepemarHnymeaHuns o6pa3uos HaHokoMno3nTtos NiCo, CuHTe-
31poBaHHbIX Npu T, = 800 °C, ¢ pa3nnyHOI KOHLEHTPaLMEN METANIOB:

1—Cni=Cco=5
4_CNi=CCO=20%

%;2_CNi:CC0:1O%;

3_CNi:CCOZ15%;

Fig. 8. Magnetization reversal loops of samples of NiCo nanocomposites
synthesized at T, = 800 °C with various metal concentrations:
(7) CNi = CCO =5 %, (2) CNi = CCO =10 %, (3) CNi = CCO =15 %,

(4) Cni=Cco=20%
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oIpeziesIAeTCA POCTOM CpPeJHEro pasMepa
HAHOYACTHUI, T. €. Pa3Mephl 3HAUNTEIHHO Ja-
CTY HAHOYACTUII IIPEBBIIIAIOT KPUTUIECKUIT
pasmMep OJHOZOMEHHOCTH, XapaKTEePHbI 11
criaBa NiCo. s nanokomnosutoB NiCo/C

M, A - m?/xr

C POCTOM KOHI[EHTPALM MEeTaJlJIOB B IIpe-
kypcope ot 10 10 40 % (Mac.) cpeuuMIt pazmep
HAHOYACTUI] yBeJUIMBAETCA OT 32 110 54 HM,
YTO IPVMBOIUT K CHMIKEHIIO 3HaueHnit H.. Pe-
3yJILTAThI MATHUTHBIX MI3MEPEHUIL 1 UCCIIeZI0-
BaHUA CTPYKTYPBI IPUBEJEHbI B Ta0JI. 2.
Taxkum 00pa30oM, C YBEJIUIEHNEM COIEP-
JKaHMSA MeTaJlJIOB HalJIIojaeTesa IpaKkTude-
CKJI JIMHEJHBIV POCT HaMarHyM4eHHOCTY Ha-
CBILIIEHNUA, YTO CBUAETENBCTBYET O IIPAMOIL
3aBUCUMOCTY HAMarHMYEHHOCTY OT KOHI[EH-
Tpanuy MeTtajia. TakyKe pocT HAaMarHM4eH-

-10 0 10
H, k3

Puc. 9. MNetnn nepemarHuynBaHuns o6pa3suos HaHokomno3uTos NiCo/C, cuHTe-
3UPOBaHHbIX NpU Tg,,,r = 800 °C € pa3nnyHbIM MaCCOBbIMM COOTHOLLUEHUAMM

meTannos Ni: Co:
1—1:1,2—4:1;,3—1:4

Fig. 9. Magnetization reversal loops of NiCo/C nanocomposites synthesized at

Teyntn. = 800 °C with different mass ratios of Ni: Co metals:

(11:1,(2)4:1,(3)1:4

Ha puc. 8 npencraBsiens! pe3yabTaThl U3MEPEHNA
MaTHUTHBIX cBOJCTB HaHOKOoMIT03uTOB NiCo/C, cuHTE-
3MpoBaHHBIX ¢ cooTHoenyeM Ni: Co =1 : 1 npu Tem-
neparype T = 800 °C nia pa3amMyuHbIX KOHIIEHTPAI[LH
MeTaJlJIOB B IIPEKypCcope, Ha BCTaBKe IPEJICTABJIEH
parMeHT KPUBBIX.

YcTaHOBJIEHO, YTO IIPY IBMEHEHMY KOHIIEHTPAIN
MeTaJLIoB B ipekypcope ot 10 1o 40 % (Bec.) Habmarona-
eTCA POCT HaMaTrHMYeHHOCTH HachleHus M HaHOKOM-
o3uTOoB 0T 5,94 110 26,7 A - M2 /KT (GoJiee ueMm B 4 pasza).
B naHHOM ciydae POCT yZeJbHOJM HaMarHMYeHHOCTH
onpezesseTca ABYMA (PaKTOpaMM: POCTOM OTHOCK-
TEJIbHOTO COAEePsKaHMA HAHOUACTUIT (peppOMarHTHOTO
CIIJIaBa II0 OTHOLIEHUIO K 00beMY MaTpPUIILI, a TaKKe
yBeJMdeHNeM cpenHero pasmepa HazHodactuiy NiCo.
IIpn aToM Takske HabJI0JaeTCs yMeHbIIIeH e 3HaUeHMI]
KOPUUTUBHOI cuybl H, 171 06pa3noB HaHOKOMIIO3M-
TOB, COZIEPIKAIMX DOJIbIIIee KOIMYECTBO METAJLIIA, YTO

HOCTM HaCBIII[EHN YaCTUYHO OIIpeiesIAeTCs
yBesauueHneM pasmepa HaHougactuil NiCo.
KospuurtnBHasa cnia MOJTydYeHHBIX MaTe-
pUaJIOB OIpeniesieTcA CPpeSHNM pasMepoM
HAHOYACTUII, YTO IPUBOAUT K €€ CHUIKEHUIO
C POCTOM KOHLIEHTpaly MeTaJIJIOB 3a CUeT
YBeJIMYeHMA CpeIHero pa3Mepa HaHOYacTHUI]
NiCo.

YcraHOBJIEHO, UTO cofepskanue Co B HAHOYACTU-
nax craBa NiCo oka3pIBaeT CyIleCTBEHHOE BJIMAHNME
Ha MarHUTHBIE XapaKTEPUCTHUKY HAHOKOMIIO3UTOB IIPK
cootHomrenuy Ni: Co = 1: 1. IlpencraBiseT uHTEpPEC
OL[EHUTD BJUAHME NPYTUX COOTHOIIEHNII MeTaJJOB
Ni: Co Ha MarHUTHBIE XapaKkTepucTuru ciiiasa. C 9Toii
IIeJIbI0 OBLIV CMHTE3VPOBAHbI MAaTEPUAJBI C JPYTUMU
JMICXOIHBIMM MAaCCOBBIMM COOTHOIIEHUAMY METAaJIJIOB
Ni:Co=1:4uNi:Co =4:1 (puc. 9). IlonyueHubre
06pas3nbl ObIIM CUMHTE3VPOBAHBI IPU UAEHTUYHBIX
YCJIOBUAX, T. €. BbIOpaHbI OJMHAKOBbIE TEMIIEPATYPEI
CUHTEe3a, 00IIMe KOHIIEHTPAI[MY MeTaJIJIOB M BCe IIPOo-
MeyKyTOYHbIe OIIePaIINIL.

IIo pe3ynbTaTaM KccyefoBaHUN yAaJOCh yCTa-
HOBUTB, UTO yBeauueHue posu Co B IpeKkypcope Ha-
HokomIto3uTa NiCo/C mpMBOANT K POCTY HAMarHu4eH-
HOCTV HaCBIIIEeHVA, KOSPIMTMBHOM CIUJIBI ¥ OCTATOYHOM
HamarsmdeHHoctu M,.

20

Tabmaua 2

MarHuTHbIe XapaKTepPUCTUKI HAHOKOMIIO3UTOB, CHUHTE3MPOBAaHHBIX I3 IPEKYPCOPOB
¢ pa3JIMYHBIM cofep:kaHnem MeTaJioB [Magnetic characteristics of nanocomposites synthesized from
precursors with different metal contents]

KoHneHTpanmsa meTaJia M,, Am%/kr M, Am2/Kr H., 9 M,/M, d,.. um
B IIpekypcope, % (Mac.) (£ 0,5 %) (£ 0,5 %) (0,5 %) b
10 1,87 5,94 386,5 0,31 32
20 2,69 10,28 370 0,26 38
30 4,24 20,1 337,56 0,21 47
40 463 26,7 287 0,17 54
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Tabanma 3

MarauTHbIe XapakTepucTuku HaHOKoMIo3uToB NiCo/C ¢ pa3JIMYHBIM COOTHOLIEHNEM METAJJIOB
B niperypcope [Magnetic characteristics of NiCo/C nanocomposites with different metal ratios
in the precursor]

COOTHOLLIEI:II‘/Ie Tloss Co, M,, Am%/xr M, Am2/Kr H., 9 M./M Aep,
meTtaJoB (Ni : Co) % (Mmac.) (£ 0,5 %) (£ 0,5 %) (0,5 %) s HM
4:1 20 2,33 11,46 237 0,20 53

1:1 50 2,69 10,28 370 0,26 78

1:4 80 5 23,3 499 0,50 76

YCTaHOBJIEHO, YTO M3MEHEHVE COOTHOIIEHNUA Me-
TaJsaoB oT Ni: Co=4:1 go Ni: Co = 1 : 4 BrI3BIBaeT
poct HamarandeHHoceTy ot 11,46 1o 23,3 A - m2/kr. Takoe
M3MeHEHMEe XOPOIIIO COIJIACYETCA ¢ pe3yabTaTaMy PDA,
KOTOpBbIe MoKa3aJu, 4To aJa HaHokoMno3uta NiCo/C,
CUHTE3VPOBAHHOrO ¢ coOTHOIIIeHeM MeTaJoB Ni : Co =
=1 : 4 HaOuromaeTca Has4Me (Pas3kl CIIIaBa, UMeIolIe-
ro coctas Nij;Coj g, TOra Kak npu M30BITKE HUKEJA
(coctaB Ni: Co =4 : 1), cocTaB ciyiaBa COOTBETCTBYET
Nij ¢Cog 4. Tarsxe mosydeHHBIE PE3yIbTaThI COLJIACY-
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o

I0TCHA CO CITPaBOYHBIMI JaHHBIMM I10 pa3HUIIE HaMarum-
YeHHOCTM HUKeJA 1 KobaseTa [23)]. T. e. hopmupoBanme
craBa ¢ npeobJsazanmneM kobaJsbra, 00Jagaloniero
OoJIbIlIell HaMarHMYeHHOCTBIO HACBIIIEHNA, IIPUBOUT
K pOoCTy HaMarumueHHocTu. I[Ipu 5ToM, 3a cueT 06pa30-
BaHNA CILJIABA KPUTUYIECKUI pa3Mep 0JHOJOMEHHOCTHI
HaHOYACTHUL] CYI[ECTBEHHO BBIIIIE, YeM AJI5 HAHOYACTUI]
KaK HUKeJIA, TaK U K00aJIbTa, YTO IIPUBOIUT K CUJILHOMY
POCTY KOSPIIMTUBHOI cuiibl 0T 237 10 422 3. Heboabias
pasHuIa MeXxay 3HaYeHMAMY HaMarHM4eHHOCTY HaChl-
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Puc. 10. TemnepaTypHble 3aBUCMMOCTN HAMArHMYeHHOCTN HaHOKOMNO3nTOB NiCo/C, cnHTesanpoBaHHbix Npu T =800 °C, ¢ pasnnyHbiM

cymMapHbIM cofepxaHunem metanna (Cy; = Cg,), % (Mac.):
a— 10; 6 — 20; B — 30; r— 40; 1 — HarpeB; 2 — oxNaxaeHue

Fig. 10. Temperature dependences of the magnetization of NiCo/C nanocomposites synthesized at T= 800 °C, with different total metal

content (Cy; = Cgo), Wt. %:
(a) 10, (6) 20, (B) 30, (r) 40, (1) heating, (2) cooling
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Puc. 11. TemnepaTypHble 3aBUCMMOCTb HaMarHM4eHHOCTU Ha-
HokomMno3unTos NiCo/C, cuHTeaunpoBaHHbIx npu T=800°C, c
pasnnyHbim cooTHoweHnem metannos Ni: Co (Cye =20 %):
a—1:4,6—1:1;B—4:1; 1 — Harpes; 2 — oxnaxaeHve

Fig. 11. Temperature dependence of the magnetization of the
NiCo/C nanocomposites synthesized at T= 800 °C, with a
different ratio of Ni : Co metals (Cye = 20 %):

(@ 1:4,(6)1:1,(B)4: 1, (1) heating, (2) cooling

HIeH S HAaHOKOMIIO3JTOB C COOTHOIIIEHMEM METAaJIJIOB B

npekypcope Ni: Co=4:1uNi: Co=1:1cBumgereanb-

cTByeT 0 popMmupoBanHuy TBepporo pacteopa NiCo Ha

OCHOBE HIUKeJIA, Torga Kak 1nJsa coctaBa Ni: Co=1:4

dopMUpYyIOTCA HAHOYACTUIBI TBEPJOr0 PAacTBOpa Ha

OCHOBE KoDaJibTa.

PesyabTaThl MAarHUTHBIX M3MepPEHU)T HAHOKOMIIO-
3uToB NiCo/C u ncciyefoBaHUA CTPYKTY PbI U pa3MepPOB

HaHouactuil NiCo npuBeneHs! B Tabur. 3.
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AHann3 BAUSHUA KOHI[EHTPALUI MeTaJlJI0B B Ha-
HOKOMIIO3MTAaX Ha TEPMOMATHUTHYIO 3aBJUCMOCTb Ha-
MarHMYeHHOCTY II0Ka3aJ He3HauUTeJbHble OTJINYNA
(puc. 10), uTO CBA3AHO B IEPBYIO OYEPESb C OHOPOIHBIM
az30BBIM cocTaBOM (POPMUPYIOIIEr0CA KOMIIO3UTA.

Ha puc. 11 npencraBieH aHaIMU3 BIAUAHUA COOTHO-
IIIEH)A METAJIJIOB B HAHOKOMITO3UTAaX, CYHTE3UPOBaH-
HBIX IpU Ty = 800 °C, HA TeMIepaTypHbIE 3aBUCH-
MOCTY HAaMarH/YeHHOCTIL

ComocTaBiieHne pe3yJsIbTaTOB II0OKA3aJo0, 4TO C
POCTOM OTHOCUTEJILHOTO COJEP:KaHMA HUKeJA B Ha-
HOKOMIIO3UTAX IIPOYICXOAUT CYIIIECTBEHHOE CHIIKEHNE
HaMarandeHHocTH. {1 06pasIioB C IOBBIIIIEHHBIM CO-
IepsxaHMeM Ko0aJbTa B MAaTrHUTHBIX KPUBBIX HAOJIO-
JlaeTcs HECKOJIBKO MaKCYMYMOB, XapaKTepU3YIOMIXCA
POCTOM HaMarHMYEeHHOCTI.

AHaJns TeMIepaTyp, XapaKTePHBIX JJIA TaKUX
MaKCYMYMOB II03BOJIAET CeJIaTh BBIBOJ O PA3JINUINAX
B (pa30BOM COCTaBe HAHOKOMIIO3UTOB.

JL7151 HAHOKOMITO3UTOB C U30BITKOM K0DaJIbTa MOTyT
00pa30BbIBAThCA OLHOBPEMEHHO HAHOYACTUIIBI KOOAIb-
Ta u crtaBa NiCo (~350 °C). 3aTem 3a cuer quddpysn-
OHHBIX ITPOIIECCOB M KOAJIECIIEHITVI HAaHOYACTUL] IIPONC-
XOAUT U3MEHEHIE COCTaBa TBepaoro pacteopa (<570 °C).
Taxkne aHOMaJINY UMEIOT CYII[eCTBEHHO DoJiee HUBKMIL
YPOBEHb B HAHOKOMIIO3UTAX, COLEPIKAIINX PaBHbIE
KOJIMYeCcTBa MeTaJlJIOB. IIpOAOJIIKU T IbHEIN IIPOTPEB
00pasI[oB B IIPOIlecce TEPMOIMKIMPOoBaHKA (bosee 12 1)
IIpu TeMIlepaTypax, OJIMBKIX K TEMIIepaType CUHTe3a,
IIPMBOANT K CTAOMJIIM3AINY COCTaBa HAHOYACTNI] CIIJIaBa
Y POCTY HaMarHU4eHHOCTIL

3akrJjo4eHue

CuHTe3MpoBaHbI METAJIIOYTJIEPOSHEIE HAHOKOMIIO-
3uThbl NiCo/C Ha 0CHOBe HONMAKPUJIOHUTPIIIA U TeKCa-
TUAPATOB XJIOPNJIa HUKeJA ¥ KoOaJIbTa 0] JeliCTBUEM
JIK—-narpesa.

YcraHoBJeHO, uTO 1 HaHokoMno3uToB NiCo/C ¢
COOTHOIIIeHVEM MeTaJLIoB B Ipekypcope Ni: Co=1:4
yBeJuYeHMe TeMIlepaTypsl cuHTeda oT 350 mo 800 °C
IPMBOAUT K POCTY CPemHEro pasMepa KPUCTAJINTOB
oT 34 1o 76 HM, a TaKKe IPOMCXOOUT yBeJMUeHNe Ia-
paMmeTtpa pemteTku oT 0,3539 mo 0,3541 uM, 4TO CcBUAE-
TeJIbCTBYeT 0 pocTe nosy Co B CcILIaBe.

IToxkazaHO, YTO M3MEHEHME COOTHOIIIEHNA MeTaJl-
JIOB B IIPEKypcope He IMPUBOANUT K CYII€CTBEHHBIM,
HaOJII0ZJaeMBbIM BI3YaJbHO, MI3MEHEHVSIM MOP(OJIOrnn
Matpuisl. OTHAKO pacueT pacrpezeseHnsa HAaHOYaCTUL]
METaJIJIOB II0 pa3MepaM II0Ka3aJl, 4YTO MI3MEeHeH)e KOH-
LIEHTPAIMM METAJIJIOB B IIPEKYPCOPE IIPU OAVHAKOBO
TeMIlepaType CUHTe3a CYIeCTBEHHO BJIMAET Ha pac-
npenenenne HanouacTul] NiCo no pasmepam. ¥YBesu-
YeHMe JoJIM HuKeJdA B mpexkypcope ot 20 1o 80 % npn
Temieparype cuaTesa 600 °C npMBOogUT K CMEIEHNIO
MaKCUMyMa KA paclpeeseHus [0 pa3MepaM oT 15
1o 60 aM. C pocTOM KOHIIEHTpalY MeTaJljia B IPEKyP-
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cope IIPONICXOIUT POCT CPEeIHEr0 pa3Mepa HaHOYaCTUL]
NiCo B cocrase HanokoMmno3uToB NiCo/C 1 yBenmueHne
KOHIIEHTPAI[MV HAHOYACTUI] B YIJIEPOIHO MaTPHUIIE, UTO
MIPOABJAETCA B POCTE HAMATHMYEHHOCTY HAHOKOMIIO-
3utoB NiCo/C.

YBeJsiuueHMe KOHIIEHTpPAaIlMM METaJlJIOB B IIpe-
Kypcope ot 10 1o 40 % (mac.) TpuBOIUT K POCTY Ha-
MaTHMYeHHOCTH HachleHus ot 5,94 1o 26,7 A - m2/kr,
a TaK/Ke YMEeHBIIIEeHMIO KOSPLMUTMUBHOM cuJbl ¢ 386 o
287 3. ¥Yeennuenue mosau Co ot 20 1o 80 % (mac.) npu-
BOJUT K POCTY HaMarHM4YeHHOCTN HachleHuda oT 11,46
10 23,3 A - M2/Kr.
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The controllable magnetic properties of Nico/C nanocomposites
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Annotation. The NiCo/C metal-carbon nanocomposites based on the NiCl,/CoCl,/Polyacrylonitrile (PAN) precursors
were synthesized using IR heating. The results of studies of NiCo/C nanocomposites by X-ray phase analysis, transmis-
sion electron microscopy, and vibration magnetometry showed the dependence of the structure and properties of NiCo/C
nanocomposites on the synthesis temperature, concentration, and metal ratio in the precursor. According to the results of
the X-ray phase analysis, it was found that during the IR pyrolysis of the precursor, NiCo metal nanoparticles are stabilized
in the carbon matrix, an increase in the synthesis temperature from 350 to 800 °C leads to an increase in the average size of
nio nanoparticles from 10 to 80 nm, it is established that the formation of the alloy occurs due to the gradual dissolution of
cobalt in nickel with the simultaneous transition of cobalt from the hcp modification to FCC. The structure of nanocompos-
ites was shown by transmission electron microscopy of samples synthesized at 600 °C. It was found that with an increase
in the metal concentration in the precursor from 10 to 40 wt.%, the average size of NiCo nanoparticles increases and the
concentration of nanoparticles in the carbon matrix increases. The study of the magnetic properties of nanocomposites
showed that with an increase in the content of metals in the precursor from 10 to 40 wt.%, an almost linear increase in
the saturation magnetization from 5.94 to 25.7 A - m2/kg is observed. A change in the ratio of metals from Ni: Co=4: 1

to Ni: Co =1:4 causes an increase in magnetization from 11.46 to 23.3 A - m?/kg.

Keywords: nanocomposites, magnetic nanoparticles, nanomaterials, NiCo, IR heating, polymer nanomaterials
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