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BJMSIHUE TEMIIEPATYPBI HA ®A30BbII COCTAB
HAHOCTPYKTYPUPOBAHHOI CUCTEMBI Fe-Co-Ni
K. A. /lamui, A. H. Ilonosa, E. H. 310310Kuna

PHASE STRUCTURE OF Fe-Co-Ni NANOSYSTEMS: TEMPERATURE EFFECT
K. A. Datiy, A. N. Popova, E. N. Zyuzyukina

Paboma evinonnena npu unancoeoii noooepricxke PO®U zpanm mon_a Ne 14-03-31648 u Munucmepcmea
obpazosanusn u nayku P® zoczadanue Ne 2014/64, c ucnonvzosanuem ooopyoosanus KemI[KII KemHI] CO PAH.

CraTbsi OCBSILEHA UCCISOBAHHIO MTPOIIECCOB, KOTOPhIE BO3HUKAIOT MPU HAPEBAHUH B BaKyyMe ABYX(a3HbIX I0-
pomkoB cucteMbl Fe — Co — Ni. O6pasiibl CHHTE3UpOBaHbI METOJOM KHIKO()Aa3HOTO BOCCTAHOBIICHUS THAPA3SHHTHAPA-
TOM PacTBOPOB COJIel B CHIIBHOIIENIOYHOM cpeze. [Ipu momnbiTke MoCTpoeHU: quarpaMMbl (ha30BbIX COCTOSIHUI M3yuae-
MOH HaHOCTPYKTYPHUPOBAHHOM CHUCTEMBI BOHHUKJIM BOIIPOCHI, CBSI3aHHBIE C OTKJIOHEHUEM IOJYYEHHON AUarpaMMbl OT
JIUTEPATYPHBIX NaHHBIX. ClieNlaHo MPENIOoNIOKEeHNE, YTO CYIIECTBEHHOE pacIlMpeHue AByX(pa3HbIX 00JacTeil CBSI3aHO ¢
SIBJICHUEM HaHOPAa3MEPHOCTH.

The processes occurring in biphase powders of Fe — Co — Ni at heating in vacuum are studied in the paper. Samples
are synthesized by hydrazinehydrate reduction of metal salts in aqua solutions at highly alkaline medium. When draw-
ing phase diagrams of the nanostructured systems some questions related to the deviation of the diagram from literature

data were to be solved. It is suggested that a significant expansion of biphase region is due to the nanodimension.
Kntouesvle cnoea: HaHOCTPYKTYPUPOBAHHbBIE IOPOLIKH, TBEPABIC pacTBOPHI, (pa30BEIil cocTaB, (pa3oBbIe MEPEXOMbI,

cpe3 auarpamMMsl (ha30BBIX COCTOSTHHH.

Keywords: nanopowders, phase structure, solid solutions, phase transformation.

Beeoenue

[ToBblIeHHBII MHTEpEC K MCCIEIOBAaHMUSIM U pas3pa-
60TKaM B 00JacTH NOJY4YEHHUS W HCCIEIOBaHMS HAHO-
pa3MEepHBIX MHOTOKOMIIOHEHTHBIX CHCTEM HE CHIDKAEeTCS
[1 —2;7—-8; 10 — 11]. [IlepcieKTHBHBIM OOBEKTOM HC-
CJIEZIOBAHMS, C TOUYKH 3pPEHUS CO3MAaHUS W3 HUX WIM Ha
UX OCHOBE HOBBIX KOHKYPEHTOCHOCOOHBIX (YHKIIHO-
HaJIbHBIX MaTEpHANIOB, SIBISIFOTCS HAHOIOPOIUKH TOJ-
IpyNmbl kKeje3a, 0co0Oro BHUMAHHUS 3aCIyKHBAIOT
TPEXKOMITOHEHTHBIE IOPOLIKH JKeJIe30-KOOaIbT-HUKEIb
(Fe — Co —Ni) [5].

OnHako B OTKPBHITOM JOCTYIIE NMPAKTUYECKH OTCYT-
CTBYIOT CHCTEMAaTHYECKHE WCCIICAOBAHUS MOIYYCHUS
MHOTOKOMIIOHEHTHBIX HaHOPAa3MEPHBIX M HAHOCTPYKTY-
pupoBanHbIX cucteM Fe — Co — Ni XUMHUECKUMH METO-
namu. JlaHHas paboTa BXOOUT B KOMIUIEKC HCCIIEIOBa-
HUH 10 U3YYCHHI0 (PU3NKO-XUMUYECKUX CBOWCTB HAHO-
CTPYKTYpHUPOBAHHBEIX MOPOIIKOB cucTeMbl Fe — Co — Ni,
MOJTy4a€MbIX COBMECTHBIM BOCCTAHOBIICHHEM THAPA3UH-
TUJIPATOM B IIEJIOYHOM Cpejie BOJHBIX pacTBOPOB COJieH
MeTauloB. B crTarbe neTanbHO paccMaTpUBAIOTCS BO-
npockl ()OPMHUPOBAHUSI TBEPIBIX PAacCTBOPOB M ONpeje-
JICHUsS. TPaHUI] B3aUMHOH pPacTBOPHMOCTH BBIOPaHHBIX
METaJUIoB JIpyT B apyre. JlaHHble o (pa30BOMy COCTaBy
MHOTOKOMIIOHEHTHBIX CHCTEM KpaiHe BaKHBI KakK NpH
MIPAKTUYECKOM MPHUMEHEHHWHU, TaK M TPH H3YyYEHHH HX
CBOICTB, BKJIOYas pasHOOOpa3HbBIe TpaHcopMalnm,
MIPOUCXOIAIINE TIPH BO3ACHCTBUH Pa3IMIHBIX (PaKTOPOB.
B Toxe Bpems m3ydeHume (a3oBOro cocraBa TBEPABIX
PacTBOPOB COMPSDKEHO C TPYOHOCTSAMH, OCOOCHHO B 00-
JIaCTH OTHOCHUTENBHO HEBBICOKHX TEMIIEPATyp, CBS3aH-
HBIMU C OOJBIION JIJIMTENBHOCTBIO JTOCTH)KEHHUSI PABHO-
Becust. OueBUIHO, MIO3TOMY JaHHBIX O ()a30BOM COCTaBe
B OTHOLICHUHN TPECXKOMIIOHCHTHBIX CUCTEM IMPAKTHYCCKHU
HET.

K. A. Jamuu, A. H. Ilonosa, E. H. 3i0310kuna

Memoowt uccneoosanusn

[Topouiku, n3ydyaeMol CHCTEMBI, MOJydalld 110 Me-
TOAMKE, ONMucaHHOU B [6]. Pa30BEIA cOCTaB, CTPYKTYPY
U MapaMeTphl KPUCTAIUIMYECKUX PEIIETOK HAHOCTPYKTY-
pupoBanHbeix mopomkoB (HCII) meranmoB ompemernsin
METOJIOM PEHTTCHOBCKOH IU(paKkIuy Ha MOPOIIKOBOM
pentrenoBckoM audpaxkromerpe Bruker D8 ADVANCE
A25 (FeKa-uzmyuenue, A = 1,93604A, Mn ¢unstp Ha
BTOPUYHOM IIy4Ke) M0 METOAy HoJuKpucramna). M3me-
HeHHus (ha30BBIX COCTOSHUM HaHOPa3MEpPHBIX CHUCTEM
HaOJro1aIMCh In-Situ MPHU MOMOIIM BBICOKOTEMIIEpaTyp-
Ho¥ kameps! “Anton Paar” HTK 1200 N (cTabunbHoCTh
temneparypsl + 0,1°C) B unTepBane temmeparyp 30 —
600°C B ycnoBusX Bakyyma. AHalIuTHYeCKoe 000py0-
BaHME JJI MCCIENOBAaHUU MpeacTaBieHo LleHTpoM KoJ-
nektuBHOTO noab3oBanus KemHI] CO PAH.

Pesynrvmamut u 0ocyiicoenue

B pa6ote [9] onmcan cpe3 auarpaMMbl (ha30BBIX CO-
CTOSIHMM NIl HAHOCTPYKTYpHpoBaHHOU cucteMsl Fe-Co-
Ni B KOTOpOM ompefiesieH psii 0COOEHHOCTEH 110 cpaB-
HEHHI0O C HalJeHHBIM B JIMTEPATYpHBIX HCTOYHHKOM
BBICOKOTEMIIEpaTypHbIM cpe3oM [3; 9] (puc. 1): pacmm-
peHue B cocraBax OemHbIX koOampToM obOmactu OLIK-
'K nByxdasznoctu, cymecTBoBaHue B oOyiacTu Oora-
TOM KOOaNbTOM 3alpemeHHOro mpaBuioM [ nbbca s
PaBHOBECHBIX CHCTEM TpeX(a3HOTO COCTOSHUS, Pa3Mbl-
BaHHE MEX(a3HBIX I'paHHUI BBUAY (HOpPMHUpPOBaHMSA He-
pPaBHOBECHBIX TBEpAbIX pacTBopoB. Ilpu obcyxnerun
npuduH 3TUx ocobenHocrei Ha JIDC, ObutH CAeTaHbI
MPEIIONOKEH!s] O HUX CBSI3M C HAHOPA3MEPHOCTBIO U
TEMIIEPATYPOU MOITYUEHUS.
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Puc. 1. Tuacpamma gpazoevix cocmoanuii cucmemut Fe — Co — Ni (cnpaea), coomeemcmeyouiasn ycioeuam
noayuenus, 6 cpagnenuu ¢ uzomepmuueckum cpezom (oxono 400 °C) pazogoii ouazpammul (cnesa)

Hcnonb3ys BO3MOKHOCTH BBICOKOTEMIIEPATYpPHOM
KaMmepbl-ipuctaBku K audpakromerpy Bruker D8
ADVANCE, Obuta mpoBeieHa cepusi UCCIEeIOBaHUM in-
Situ ¢ HarpeBaHWeM O0pa3lOB-C pa3HbIM COOTHOILICHUEM
'K u OLIK ¢a3, TunnuHble 13 KOTOPBIX OBUTH BHIOPAHBI
JUIS COIIOCTABJICHUSI W OIMCAHUs PE3yJbTaTOB (COCTaB
npuBeZéH B Tabmuile): oopasery Ne 1 comepxut OoJibIine
I'IK dasbl, obpazen; Ne 2 — npenmymectsenHo OLIK ¢a-
3y, a obpazenr Ne3 comepXHT CIEIOBBIC KOJIUYECTBA
I'OK. [nst aToro ObutH BRIOpaHBI 00pa3Ilpl ¢ rerepodas-
HBIM cOCTaBOM ¢ pa3HbIM coorHomenneM ['LIK u OLIK
(a3: obpazer 1 comepxkut 6ompre I'TIK dazbr, obpasers 2
— npeumyniectBenHo OLIK ¢asy, a obpazer 3 — nuuib
cinenoBeie konmuectBa 1K (B Tabmmime mnpeacraBiieH
MAacCCOBBIH COCTaB 00OPa3IOB).

Tabnuna
CocraB o0pa3uoB

Ne obpazua Cocmag oopazyos, macc. %
Fe Co Ni
1 40 20 40
2 50 20 30
3 45 45 10

O6pa3ubl nojsepranuck Harpesanuto g0 200, 400 n
600°C. IIpu 600°C BbIAEpKUBAIUCH B TEUEHHUE yaca, 3a-
TeM oxyaxnanuck 10 30°C, omHOBpPEMEHHO PErHCTPHUPO-
Bayach quQppakunoHHas KapTHHA.

Ha momy4ennsix mudpakxtorpammax pediexc mioc-
xoctu (111) I'IIK ¢da3er Haxogures B Auana3oHe yrioB 20
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55,5 — 56,5°, pedmexc miockoctu (110) OLIK ¢da3er — B
nuanasone 57,2 — 57,5°.

Ha puc. 2 nokazaHa cBojHas KapTHHA TEMIIEpaTyp-
HBIX HCcIenoBaHUH (a3oBoro cocraBa, IpH PaccMoOTpe-
HUM KOTOPO# CTOMT OTMETHTh ciieayromiee. HarpeBaHue
o 200°C compoBOXaaeTcsi HECUJIbHBIM, HO 3aMETHBIM
CYXKEHHEeM IU(PPaKIMOHHBIX JIMHUH, T. €. YKPYIMHEHHEM
kpuctayuuToB. [t o6pasia Ne 3 kpome 3Toro Habrona-
ercst HeOoubinoe cMemenue auanu OLIK daser B Gomb-
IINE YTIIbL.

Harpesanne 10 400°C Bo Bcex ciydasx MPUBOAUT K
npeBpamenno OLIK ¢aser B8 TLK: B obpazme Ne 1 (c
HAMMEHBIINM COJEP)KaHUEM Keje3a) — IPOUCXOIUT MO-
HOe TIpeBpalieHue, B oopasme Ne 2 — ocTaeTcsi He3HAYH-
tenbpHOE KoamuecTBo OLIK dasbl, B 00pasme Ne 3 — komu-
gectBa ['1IK u OLIK ¢a3 comocraBumo, peduiekc 110
OLIK ¢a3sl mpo1o/nKaeT Croi3ath B OOJBIINE YIIbL.

[Ipu HarpeBaHHM MOPOIIKOB HAHOPA3MEPHBIX CHCTEM
metaiioB 10 600°C B o6pasue Ne 2 oKOHUATEIHHO MCUe-
3aer OLIK ¢aza, a B oOpasue Ne 3 mpoucxomur Ooinee
rirybokoe npespamenue B ['1IK ¢a3y. Ha pentrenorpam-
Max 00pa3noB HaOmromaercs oOmiee cMmemeHne pediek-
COB B OOJBIINE YIJIBI, YTO CBHIETEILCTBYET 00 yMEHb-
IIEHNH IIapaMeTPOB PEHICTKH B PE3yJIbTaTe YAAICHHS U3
Bcex (a3 xere3a, UMEIOIIEro (M3 TpeX METANJIOB) CaMblid
Oomnpiiol pasmep aroma. Hanbosee BeposiTHas MpUYMHA
3TOr0 — IPEUMYLIECTBEHHOE OKUCIIEHME xene3a. [leicT-
BUTEJIBHO, IOMUMO OIMCaHHBIX TpaHc(hopMaluii, Ha JH-
(dpakTorpaMmax MpU HArPEBAaHUM TOSABJSIOTCS JIMHUH
CJIOKHBIX OKCHJTHBIX 00pa3oBaHuii (puc. 3).



OU3UNKA

o000 -
Fe-Co-Ni - 1 N
- ——  T1=30"C
S000 + I — T2-200°C
Jf \ — e T3=400 "C
4000 - | ]l — = Td=600 "C
M
3000 j"' \ \
i
TR
2000 - ° \
| t
A A
l
1000 -
0 - ey

1

55 55,5 56 56,5 57 57,5 58 26 58,5
3500 -
[ oy UMP Fo-CoNi.- 2 —T1=30 °C
e-Co-Ni -
3000 - A : ——T2=200 °C
it -
2500 - 1My - . T3=400 °C
i E - = T4=600 °C
2000 - I }i
]
|

2500 -
—T1=30 °C
2000 ——T2=200°C
| — - T3=400 °C
1500 - Y T4=600 °C
1000 -
500 ]
!

-

=Rl e — -

T T T T J‘

55 555 56 56.5 57 57.5 58 58,5 20 59

Puc. 2. Jugppaxmozpammur HCII Fe-Co-Ni
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Puc. 3. Jugppaxmozpammuvr HCII Fe-Co-Ni — 3 (00 nazpeea u nocie oxnaxcoenus)

[lanee mpencraBiieHbl Pe3ysbTaThl 110 TEMIIEPHPOBa-
HUIO HAHOPA3MEPHBIX CUCTEM B TeueHue 1 vaca (mpumep
Ha puc. 4) Ilpm 400°C cymiecTBEHHBIX W3MEHEHHH He
MIPOUCXOAUT. MOXKHO OTMETHUTH JIMIIb cl1aboe CMElIeHHe
pednexcop OIIK u I'lIK ¢da3 obpazma Ne 3 B Gombrme
yINbl, corjacymomieecsi ¢ 0ojiee CHIBHBIM HTOTOBBIM
CIABUTOM PeQIIEKCOB MPHU 0OIIEM TEPMUUIECKOM BO3ACHCT-
BHH.

3500 Fe-Co-Ni - 2
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IIpu 600°C B obOpasme Ne 1, roMoreHM30BaBILEMCS
emre ipu 400°C, HUKaKMX M3MEHEHUI B TEUEHHE Yaca He
npoucxonut. B obpasmax Ne 2 (puc. 4) u Ne 3, comeprxa-
mx OLK ¢azy, HabromaeTcs cormocTaBUMoOe CMEIIeHHe
pedaexca 111 TTHK ¢a3sr B Gonpmme yribl. [Ipu stom
cpasy mocie HarpeBanus 10 600°C B o6pasme Ne 2 OLIK
(haza rcuezaeT OKOHUYATENBHO, a B 0Opasie Ne 3 mpowncxo-
JUT JajibHeillee nepepacnpeneneHue Mexnay dazamu B
nons3y ['TIK.

—T1=30 'C
—T2=600 'C
----- T3=600 'C
—c - T4=30 'C

Puc. 4. lugppaxmozpammor HCII Fe-Co-Ni — 2

Cnabble U3MEHEHHsI B N30TEPMHUUECKOM PEXHUME MPU
CYIIECTBEHHBIX U3MCHCHUAX B LECJIOM (OT MOMCHTa Hayda-
Jla HarpeBaHMs JI0 IOCIEeIyIOUIero OXJIaKAEHHs), CKopee
BCEro, O3HAYalOT, YTO OCHOBHBIE COOBITHS (TIPOLECCHI
YKPYIHEHUS] KPUCTAJUTUTOB M OKUCIICHUSI CHCTEM) TIPOMC-
XOISIT UMEHHO BO BpeMsi HAarpeBaHMsI.

Habmomaemsie (ha3oBele TpeBpamieHuss B OCHOBHOM
COOTBETCTBYIOT (pa3oBbM muarpammam [3; 9]. Ilpu Ha-
rpeBannu 10 400°C, Korga IMpOMCXOOUT CYIIECTBEHHOE
YKPYIIHEHHE KPUCTAJUTUTOB, (ha30BbIH COCTaB, BO3MOXKHO,
Haubosiee OJIM30K K PAaBHOBECHOMY, IOCKOJIBKY HaHOpas3-
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MEPHOE COCTOSHME NOJDKHO 00Jerdarb OOMEHHbIE IIPO-
1ecChl, 0COOEHHO BO BpEMsI CTPYKTYpHOH MEepECTPOMKH.
Onnako ast nocTkeHus (ha30BBIX pPaBHOBECHH IocIie
YKpYyIHEHUs TpedyeTcs AIUTeNIbHOe BpeMsl. B pesyibrare
OTCYTCTBUSI JOCTATOYHOW BBIJIEPKKH, OXJIKICHUE HE
compoBoxkaaercss oopataeiMu nepexonamu ['IIK daser B
OLIK.

Yro Kacaercst Ipolecca OKUCICHHS, MaJIOBEPOSITHO,
YTO OHO IPOUCXOIUT C y4acTHEM Ia3000pa3HOro KUCJIO-
poza, y4uThIBasi, YTO BCE HKCIEPHMEHTHI ¢ HarpeBaHUEM
00pa3LoB BHINOJHINCH B BBHICOKOTEMIIEPATYPHOH IpH-
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CTaBKe NPH BBICOKOM BakyyMe (maBienne 107 — 107 Mm
pT. ct.). [lo-BummMoMy, Ipu BBICOKOH TeMIIepaType Mpo-
HCXOJUT OKHUCIICHUE JKeJie3a OKCHIAHBIMU COEAWHEHUSIMU
KoOabTa M HUKENS C OZHOBPEMEHHBIM IIEPEX0JI0M BCEH
OKCHAHOW YacCTH W3 PEHTTEHOAMOP(HOTO COCTOSHHS B
KPHCTAJUINYECKOE, YTO U INPUBOAUT K CMEIICHUIO METall-
JIMYECKUX Pe(IICKCOB B INPOIECCE HATPEBAHHS M IIOCIE
Hero B Ooubiuue yribl. VneHntudukanuio okCHIHBIX (a3,
BBUJIy CJIO)KHOTO COCTaBa, IPOBECTH 3aTPYAHUTENBHO,
MOHO JIMIIb KOHCTaTUPOBATh, YTO IOCJIE HAarpeBaHMs
MPOUCXOIUT U3MEHEHUE Habopa Oosee cnadbix U pa3Mbl-
TBIX pediekcoB Ha Oosiee NHTEHCHBHBIE M Ooiee YeTKHe
(puc. 3). Ilpu oTHOCHTENBHO HEOOJBIIOM KOJIMYECTBE

Jlutepartypa

JKeJe3a OKCHIHBIE (Da3bl B UCXOJHBIX MOPOIIKAX HE (HK-
CHPYIOTCSL.

Buisoowr

B pesynbrate paboTHl MO HCCIIEIOBAaHUIO (Ha30BOTO
cocTaBa IPU HArpeBaHUH HCCIEAYEMBIX HAHOCTPYKTYpH-
POBaHHBIX CHCTEM OBLIO YCTAHOBJIICHO, YTO IPH ITOBBIIIE-
HUM TeMIeparypbl (a3oBbIii COCTaB HAHOCTPYKTYPHUPO-
BaHHBIX cucTeM Fe-Co-Ni cranoBuTcs OIU3KUM IS MaK-
pOpa3sMEepHBIX CHUCTEM, JOMOJHUTEIBHO CIIEAYeT OTMe-
THTb, YTO l"paHl/ILU)I 30H BSaMMHOﬁ paCTBOpl/IMOCTI/l KOM-
MOHEHT JIPYT B JPYTe PACIIUPSIOTCS, YTO COOTBETCTBYET
HAMJICHHBIM B TUTEpaType (pa3oBBIM TUarpaMMam.
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