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HAaHOKOMIIO3UTA FeNis/C, COJIEpKAIIEro
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Crioco0 cunTe3a HaHokoMmrto3uTa FeNis/C Bkittouaet

IIPUTOTOBIIEHUE COBMECTHOI'O PACTBOPA IOPOIIKA
rpadura, momuakpuinonutpuna, FeClz-6H,O u

NiCl,-6H,0 B auMerwipopMamue, BBIIEPXKKY J10

TIOJIHOT'O PACTBOPEHHS BCEX KOMIIOHEHTOB, YAaJIEHHE
TUMeTHUIhOpMaMUIa IIyTeM  BBIIAPUBAHUS U
HarpeBaHMe IIOJIyY€HHOIO TBEPAOrO0 OCTaTKa.
IIpurotoBieHue pacTBopa IOJUAKPUIOHUTPUIIA,
nopouka rpadura, FeCl;-6H,0 u NiCl,-6H,O B

JuMmetuhopMaMusie OCYILIECTBIISIIOT npu

Crp.: 1

TeMIepaType 50+70°C, npu CIeAyoEeM
COOTHOILIEHUH KOMITOHEHTOB: IMOJIMAKPUIIOHUTPUIT
0T 2 710 5 Mac. % oT qUMeTHIPOpMaMHU/Ia, TOPOIIIOK
rpadura ot 2 10 5 Mac. % oT AUMETHIPOopMaMuUIa,
KOHIEHTpanus xene3a ot 0,3 7o 1 mac. %, HUKe -
oT 1 10 3 Mac. % OT Macchl NOMUAKPUIIOHUTPUIIA U
rpacguTa, 10 MOJTHOTO PACTBOPEHUSI KOMIIOHEHTOB.
BemmapuBaHue  pacTBOpUTENS MPOBOASAT  IIpU
temmepatype 70-90°C. TepmooOpabOTKy TBEpOTO
OCTaTKa OCYIIECTBJISIIOT B HECKOJBKO J3TaloB:
MIpeIBaPHUTEIbHBIN HATPEB HA BO3AYyXE B TeUEHHE 6-
14 qacos mipu Temmiepatype 150-200°C, v hUHAITBHBIN
HarpeB B atMmocepe N, ripu Temneparype ot 500 10
900°C c unTepBaioM nojabema temmeparypsl 100°C
1 BBLAEPKKOH 3060 MUHYT ITPY COOTBETCTBYIOLIUX
TeMmnepaTtypax. 1 mp.
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(54) METHOD OF PRODUCING FeNi3/C NANOCOMPOSITE ON INDUSTRIAL SCALE

(57) Abstract:

FIELD: nanotechnology.

SUBSTANCE: invention relates to nanotechnology
of FeNi3/C nanocomposite producing. Method for

FeNi3/C nanocomposite synthesis involves preparation

of combined solution of graphite powder,
polyacrylonitrile, FeCl5-6H,O and NiCl,-6H,O in
dimethylformamide, complete
dissolution of all components, removal of dimethyl
formamide by evaporation and heating obtained solid
residue. Preparing solution of polyacrylonitrile, graphite
powder, FeCl;-6H,O and NiCl,-6H,O in dimethyl
formamide is carried out at temperature of 50+70 °C,
at following component ratio: polyacrylonitrile from 2
to 5 wt % of dimethyl formamide, graphite powder from

maintenance until

Crp.: 2

2 to 5 wt % of dimethyl formamide, concentration of
iron is from 0.3 to 1 wt %, nickel is from 1 to 3 wt %
of polyacrylonitrile and graphite weight, until complete
dissolution of components. Evaporation of solvent is
carried out at temperature of 70+90 °C. Thermal
treatment of solid residue is carried out in several stages:
preliminary heating in air for 6-14 hours at temperature
of 150+200 °C, and final heating in atmosphere of N,

at temperature of 500-900 °C with raising temperature
pitch of 100 °C and holding for 30+60 minutes at
corresponding temperatures.

EFFECT: technical result is production of FeNi3/C
nanocomposite, containing FeNis nanoparticles with

size from 12 to 85 nm.
lcl,1ex
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N300peTeHne OTHOCUTCS] K HAHOTEXHOJIOTUM U3rOTOBJIEHUs HaHOKoMIto3uTa FeNis/C.
OnHuM U3 cioco0oB nostyueHust HaHouacTul FeNis SIBJIsIeTCsl BOCCTAHOBJIEHUE B TMIPA3UHE
N,H,4-H,O coneit FeCl,-4H,0 u NiCl,-6H,O, npenBapureibHO paCTBOPEHHBIX B

JenoHu30BaHHOM Boze [Xuegang Lu, Gongying Liang, Yumei Zhang. Synthesis and
characterization of magnetic FeNij particles obtained by hydrazine reduction in aqueous solution

// Material Science and Engineering B. 2007. V. 139. PP. 124-127]. K HenoctaTkaM 3TOTO
crocoba cielyeT OTHECTU OTCYTCTBUE CTAOMITM3UPYIOLIEH cpebl il HaHodacTul FeNiz u

JUTMTEIbHOE BPEMSI PEAKIMU, COCTABISAIONIEE 24 yaca, YTO 3aTPYAHSIET BO3MOKHOCTD
KOHTPOJIMPOBATH pa3Mep YACTULl U OTHOPOJHOCTh UX PACIPEACIICHHUS.
J{n1s mpuMeHeHUs B 00J1aCTH BBICOKMX 4acTOT HaHouacTULbl FeNiz uHkancympyroT SiO,,

TakuM oOpa3oM yBeJIMUMBas cONpoTuBiIeHHe KoMio3uta. Hanouactuupl FeNij
IIPUTOTABIIMBAIOT C IOMOUIBIO XUMUYECKOTO BoccTaHOBIIeHus conert FeCl,-4H,0 u NiCly-6H,O
B ruapasud ruapare NoHy-H,O (C=80%). I1pu 3TOM B KauecTBe NOBEPXHOCTHO-AKTUBHOT'O

BEIIIECTBA UCTIOJIB3YIOT MOJMATUIIEHTIMKOIb. BpeMs peakiuu cocTaBisieT 24 yaca npu
KOMHAaTHOM TemIiiepatype. B mponecce peakuuu pH KOHTpoaupyeTcst U NOAAePKUBAETCS B
untepBasie 12<pH<13 [X. Lu, G. Liang, Q. Sun, C. Yang. High-frequency magnetic properties
of FeNi3-Si02 nanocomposite synthesized by a facile chemical method. // Journal of Alloys and
Compounds. 2011. V. 509. PP. 5079-5083]. K HemocTaTkam 3TOTO criocoda CUHTe3a HAHOUYACTHI]
FeNi3 MO’KHO OTHECTH CIIO’)KHOCTh KOHTPOJIMPOBAHUS pa3Mepa U (pa30BbIil COCTaB HAHOYACTHIL
u3-3a (PIIyKTyauuii ycioBuii peakuyu (TeMiepatypa, pH, KoHIEHTpalys peareHTOB) B Ipoliecce
JUTMTEIbHOMN peaKlMd BOCCTAHOBJICHHS.

Hpyroii cioco6 nonyyenust HaHokoMiio3uTa FeNis/C 3akitouaercs B MHGpaKpacHOM

Harpese cMecr Ha ocHoBe FeCls-6H,0, NiCl,-6H,0 u nomakpuonutpuia (ITAH) mpu

IaBJIEHUHA 10321072 MM pT. cT. 10 700°C B Teuenue ot 1 10 30 muH [Koxutos JI.B., Koznos
B.B., KoctukoBa A.B. Crioco6 nomyueHust HaHokoMio3uta FeNis/muponu30BaHHbIN

noJmakpuIoHUTpua. ITaTeHT Ha n300peTeHue Ne2455225. bromn. Ne19. 10.07.2012].
HenocraTkamu 3Toro crocoba sSBISIOTCS CISIYIOIIME OT pPAHUYCHHUS: 00pabOTKa C TOMOIIIBIO
NK-u3nyuenus tpedyeT aBTOMaTU3MPOBAHHBIX YCTPOUCTB /1JI CUHTE3a HAaHOMaTepuasa B
MPOMBIIIJIEHHBIX MacIITa0ax, KOTOpbIe HE MPOU3BOITCS; 00paboTka ¢ noMmoupo MK-

W3JIy4YEHUS IPOUCXOJIUT B BAKYYME (P=1O'3 =102 MM PT. CT.), HOJIyYEHHUE KOTOPOTO COMPSIKEHO
C YCIIO’)KHEHHEM KOHCTPYKIUU peaKTOpa, HEOOXOIUMOCThIO UCITOJIb30BAHUS BAKYYMHOTO
Hacoca. Kpome Toro, npoBeieHne muposn3a MoJuakpUIOHUTPUIIA B BAKYYME CIIOCOOCTBYET
YMEHBIICHUIO YIJIEPOJIHOIO OCTATKA U YMEHBIICHUIO KOJIMYECTBA M1OJIy4aeEMOTO
HaHOMAaTepHania.

TexHUUECKHUM pe3yIbTaTOM SIBIISIETCS IoJydyeHre HaHokomno3uta FeNis/C, conepxkaiiero

HaHouactulbl FeNis ¢ pazmepom ot 12 10 85 HM, Tpy TepMOOOPaOOTKE KOMITO3UTA
FeClz-6H,0/NiCl,-6H,O/ITAH/I'padur.

TexHuueckuit pe3yabTaT JOCTUTAETCS CIEAYIOUMM 00pa3oM.
Cnioco6 cuHTe3a HaHokoMno3uTa FeNis/C BKIIIOYAET IPUTrOTOBIIEHUE COBMECTHOTO

pacTBopa nopoiika rpadura, nommakpuionautpuia, FeCly-6H,0 u NiCl,-6H,0 B

TUMeTUIhOPMaMUIE, BEIACPKKY 10 TTIOJTHOTO PACTBOPEHUS BCEX KOMITIOHEHTOB, YIAJICHUE
JuMeTuiIhopMaMya MyTeM BbIIIAPUBAHUS U HATPEBAHUE MTOYYEHHOTO TBEPAOr0 OCTATKA.
[TpuroToBneHue pacTBOpa MOJMAKPUIIOHUTpUIIA, Toporika rpadura, FeCly-6H,0 u NiCly-6H,0O

Crp.: 3
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B TUMETWI(POpPMaMUIEe OCYIIECTBIISIOT ITpH Temrnepatype 50-70°C, npu ciieayronem
COOTHOIIIEHUH KOMITOHEHTOB: TOJIMAKPUIIOHUTPIUII OT 2 110 5 Mac. % OT AuMeTuiIpopMaMuia,
MopoIok rpadura ot 2 10 5 mac. % ot aumeTuiipopMaMuaa, KOHIEHTpaIMs xene3a ot 0,3
1o 1 mac. %, nukens ot 1 10 3 Mac. % OT MacChl OJIMAKPUIIOHUTPUIIA U TpaduTa 10 MOJTHOTO
pacTBOPEHUSI KOMIIOHEHTOB, BBITTAPUBAHUE PACTBOPUTENS ITPOBOAST IPU TeMmImepatypax 70-
90°C, TepM000OpabOTKA TBEPIOTO OCTATKA OCYIIECTBIISIIOT B HECKOJIBKO 3TAIIOB,
MpEABAPUTENIbHBIN HATPEB HA BO3lyXe B TeueHue 6-14 yacoB npu temnepatypax 150-200°C,
U (UHATIBbHBIN HATPEB OCYIIECTBISIOT B aTMocdepe N, nmpu Temiiepatype oT 500 1o 900°C ¢

uHTepBajioM nnoabeMa temiiepatypsl 100°C u Beiaepkkoi 30-60 MUHYT ITPpU COOTBETCTBYIOIIUX
TeMIlepaTypax ¢ oopazoBanreM HaHo4acTul FeNis ¢ pazmepom yactui oT 12 10 85 HMm.
J1i1st usmMepenust pasmepoB HaHo4YacTUL FeNij NCITOIb30BaHbl PEHTI€HOBCKUIA
mudpakromerp [JPOH-1,5 (CuK-u3nydenue) ¢ MOIepHU3UPOBAHHOMN KOJUTUMALEN U METOJ]
CKaHUPYIOUIeH 31eKTPOHHON MUKpocKkonnu (COM) ¢ UCTIONIb30BaHUEM HU3KOBAKYYMHOTIO

pPacTPOBOTO ABYXJYYEBOIr'0 3IEKTPOHHOTO MUKpockora Quanta 3D FEG. Cpennuii pazmep
KpuctaiuuToB (L) mHTepmetaiuaa FeNis paccuuTaH U3 peHTIT€HOBCKUX CIIEKTPOB C

nomoipio ypaBuenus Jlebas-Illepepa:

Lc=kMBcos6,

rae k - koHucranTa, paBHas 0,89; B - nonyummpuHa qudpakuqoHHOTO yria,
COOTBETCTBEHHOT'O TU(PpaKUMOHHOTO Makcumyma; A=1,54056 A - njuHa BOJIHBI
pentreHoBckoro CuK -uznyuenus, © - tuppakuMOHHBIN YroJ, rpa/l.

ITpumep. dnsa cunrteza HaHokoMio3uTa FeNis/C ¢ C(FeNiz)=40 % ObLIM UCIIOIB30BAHBI
xsopun xenesa (III) mectuBoansiit (FeCls-6H,0), x.u.; xnopua Hukens (II) mectuBoaHbIin
(NiCl,-6H,0), x.u.; mommaxputonutpui (ITAH); mopomoxk rpadwura (I'p); mumetundopmamMu
(AM®A), x.4. Bpui IpUroTOBIIEHBI CIIEAYIONINE HABECKHU AJISI CHHTE3a HAHOKOMITIO3UTA
FeNis/C ¢ C(FeNi3)=40 %: m(ITAH)=50 r; m(I'p)=50 r; m(NiCl,-6H,0)=120,5 r; m(FeCl3-6H,0)
=42,27 r. Ha nepBom 3tarne nosy4uiu coBmectHbli pactBop FeCl;-6H,0, NiCl,-6H,0 u TTAH,
BBICBITIAB 3ar0TOBJICHHBIE HaBeckH, B JIM®DA (V=800 muir). {71 yCKOpPEHUST paCTBOPEHUS
HE0O0X0AMMO nepeMemMBaTh pacTBop Ipu 60°C. BpeMs mpUroToBiIeHUs paCTBOPA COCTABUIIO
4 gac. [TpuroToBiieHHBIN TOPOIIOK rpaduTa Harpeaiu B Mmyderne rmpu 350°C B Teuenue 3
4yacoB. 3aTeM rpauTOBbIN MOPOIIOK J0OaBMIM B coBMecTHBIN pacTBOop FeCls-6H,0,
NiCl,-6H,0 u I[TAH B IM®A. ITony4yeHHyio cMech NepeMelBaiiy B Tedenre 30 MuH npu
60°C.

Ha BTOpowm stane BeimapuBaiu pactBoputens JJM®DA. 17151 3TOT0 pacTBOP pas3iuiv B
yeThIpe papdopossie yaku (V=250 mi1). Yarku ¢ pactBopom BeiaepkuBaiu ripu 80°C B
Te4YeHHe 22 4acoB C UCIIOJIb30BaHWeM HarpeBaTembHOM mnTku ES-H3040 (pupma Dkpoc) 1o
06pazoBaHus BA3KON MacChl.

[TpenBapuTenpHas TepMuUecKast 00padboTKa KOMIIO3UTa HAa OCHOBE IMTOJTUAKPUIIOHUTPUIIA,
rpacdura, NiCl,-6H,0 u FeCl;3-6H,O na Boznyxe mpu 200°C ocyiecTBiisui B Mydere B TeueHUe

14 yacos. B pe3ynbTaTe nosydeHa teepaas Mmacca. Macca 6bl1a pa3Mos10Ta ¢ UCTIOIb30BaHUEM
CTYIKH U IECTHKA.
CunTte3 HaHokoMIio3uTa FeNis/C U3 KoMro3uTa Ha OCHOBE OJIMAKPUIIOHUTpHIIA, TpaduTa,

NiCl,-6H,0 u FeCl;-6H,O npoucxoaui Ha cTauu TepMuyeckoit 06padboTku B atmocdepe N,

C WCITOJIb30BAHUEM TTPOMBITIUICHHOM YCTAaHOBKH.
Jns TepMudeckort 06paboTKu ObLIM UCTIOIb30BAHBI TPU I'PaUTOBBIE KIOBETHI, KOTOPbIE

Crp.: 4
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OTHOBPEMEHHO MTOMEIIAIMCh B peaKTOP. bbLI MpuMeHeH cTyneH4YaThIi HarpeB. TemmnepaTypa
HarpeBa U BpeMs BBIJIEPKKH (t) KOMITO3HUTA TP 3TOM TeMITepaType Ha KaXKI0M CTyIeH!
ykazanbl HIKe: 1) 300°C; t=1 gac. ITocne Tepmuueckort 00padoTku mpu 300°C Tpu KIOBETHI
C KOMIIO3UTOM OBLIIM U3BJICUCHBI U3 peakTopa. [lomyueHHas cepast Mmacca OMOJTHUTEITLHO
MTOJIBEPIIach U3MEITBUCHUIO C UCTIOJIb30BAHUEM CTYIKH M IecTuka. JIis manpHeiIein
TEPMUYECKOM 00pabOTKU OBLIIM MCITOJIb30BAHEI ABE I'Pa(PUTOBBIC KIOBETHI B pe3yJIbTaTe yObLIN
Beca MacChl KOMITO3UTa U3-3a TIPOIECCOB KapOOHM3AIMY TTOJIMMEPa M Pa3I0KEHUS COJIeH,
COJICPIKAIIMXCS] B KOMITO3UTE.

[Tocre 3arpy3ku ABYX KIOBET B YCTAHOBKY OBLT ITPOJIOJIKEH CTYIIEHYATHINM HATPEB CO
cienyronmmu napamerpamu: 2) 400°C; t=1 yac; 3) 500°C; t=30 mun; 4) 600°C; t=30 MuH.
ITocne Tepmuyeckoit 06padotku mpu 600°C 1Be KIOBETHI ¢ KOMIIO3UTOM OBLIH U3BJICUEHBI
u3 peaktopa. [ToayueHHas cepast Macca JOIMOTHUTEIBLHO TTOABEPIIACh U3MEITBUCHHUIO C
UCIOJIb30BAHUEM CTYIIKM U recTuka. [1ocie 3arpy3ku IByX KIOBET B pEAKTOP YCTAHOBKH ObLIT
MPOJIOJKEH CTYNIEHYAThIA HATPEB CO cleAyrommMu napamerpamu: 5) 700°C; t=1 yac; 6)
800°C; t=1 ugac; 7) 900°C; t=30 MuH.

ITocne Tepmuueckoit 00padotku mpu 900°C 1Be KIOBETHI C KOMIIO3UTOM OBLIN U3BJICUEHbI
U3 peakTopa yctaHoBKH. [lonyueHHas cepast Mmacca JOMOJIHUTEIIBLHO MTOABEPIIach
U3MEJIbUCHUIO C UCTIOJIb30BAHUEM CTYIIKH U TIECTHKA.

ITonyuennsiit HaHOKOMITO3UT FeNis/C conepxai HaHouacTuubl FeNij ¢ pazmepoM B

Juara3oHe ot 12 1o 85 HM, YCTAHOBJIIEHHOM C ITOMOIIBIO METOAOB PEHTTEHOBCKOM
JTM(DPaAKTOMETPUHU U CKAHUPYIOIIEH 3JIEKTPOHHONM MUKPOCKOITUH.

dopMmyiia U300peTeHUS
Cnoco6 cunTe3a HaHokoMmno3uTa FeNis/C, BKIIIOYarOIHi PUTrOTOBIEHUE COBMECTHOTO

pacTtBopa nopoika rpadura, nonuakpuiaonutpuna, FeCls-6H,0 u NiCl,-6H,O B

JTUMETUII(OPMaMUJIC, BBIACPIKKY JI0 TTOJTHOTO PACTBOPEHMS BCEX KOMIIOHEHTOB, yIaJICHUE

TuMeTWIhopMaMuIa MyTeM BhIIIApUBAHUS U HATPEBAHKE TTOJIYUYEHHOT'O TBEPJIOI0 OCTATKA,
OTJIMYAIOIINICS TEM, UTO IMPUTOTOBIIEHUE pACTBOPA MOJIMAKPUIIOHUTPUIIA, TIOPOIIKa rpaduTa,
FeCl;-6H,0 u NiCl,-6H,0 B tumeTuiipopmaMuie OCyIIeCTBIISIIOT pu TeMiiepatype S0+70°C,

MIPU CIEAYIOIIEM COOTHOIIEHUM KOMIIOHEHTOB: MOJMAKPUIIOHUTPUII OT 2 110 5 Mac. % oT
quMeTuiIhopMaMua, MOpoIokK rpadura ot 2 10 5 Mac. % ot auMmetuihopmMaMuia,
KOHUeHTpauus xenesa ot 0,3 1o 1 mac. %, Hukensd - ot 1 1o 3 mac. % oT Maccel
MOJTMAKPUIOHUTPUIIA U TpaduTa, 10 MOJTHOTO PACTBOPEHUSI KOMIIOHEHTOB, BhITIApUBAHUE
pacTBopUTeNs MpoBOAAT mpu Temiiepatype 70+-90°C, TepMooOpaboTKa TBEPIOTO OCTATKA
OCYILECTBIISIFOT B HECKOJIBKO 3TAIMOB: IIPEIBAPUTEIIbHBINA HATPEB Ha BO3AYyXE B TeUeHUE 6+14
yacoB 1ipu Temriepatype 150+-200°C, u puHaIBHBIN HArpeB - B aTMochepe N, Tpu TeMiiepatype

oT 500 1o 900°C ¢ untepBasiom noabeMa temnepatypsl 100°C u Beiiepxkkoit 30+-60 MUHYT
IIPY COOTBETCTBYIOLIMX TEMIIepaTypax ¢ oOpa3zoBaHreM HaHouacTul FeNis ¢ pazmepom

gacTul] oT 12 1o 85 HM.

Crp.: 5
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