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BignoBiaenna po3uuny coJeit meraJjis Co, Cu, Fe, Mo i Ni
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ITncmumym memaanogisuru im. I'. B. Kypdomosa HAH Ykpainu,
oyave. Axademirxa Bepradcvrozo, 36,
03142 Kuis, Ykpaina

Posuun coaeit Pepymy, Hikoay, KobGansry, Kynpymy ta Moxai6aeny
(Fe,C,0,-2H,0, Ni,C,0,-2H,0, Co,C,0,-2H,0, Cu,C,0,-H,0, (NH,),M00,) Bix-
HOBJIIOBaBCA Yy BOAHEBMicHi#l armocthepi Ar+ 5 ar.% H, sa Temneparyp 300,
400, 600, 800, 1000°C mporsarom 1 roguuu Ta 3a 1000°C mporsirom 2 roguH.
Taxosk mopoiok, sigaosiaeHu 3a 1000°C mporarom 2 roguH, BiAIaIOBaBCsI B
Aproui sa remmneparypu 1200°C nporsrom 2 rogut. MeTosoM peHTI'€HiBCHKOTO
(da3o0BOT0 aHAJi3y BU3HAUEHO (pa30BUI CKJIAL MOPOIIKA Ha KOXKHOMY eTalli Bi-
JTHOBJIEHHA.

KarouoBi ciroBa: BUCOKOAMCIIEPCHI MOPOIIIKY, 6araTOKOMIOHEHTHI CTOIM, Bif-
HOBJIEHHS, PEHTT'eHiBChbKU U (Da30BUM aHai3.

The solution of salts of iron, nickel, cobalt, copper and molybdenum
(Fe,C,0,-2H,0, Ni,C,0,-2H,0, Co,C,0,-2H,0, Cu,C,0,-H,0, (NH,),M00;) re-
duces in hydrogen containing atmosphere of Ar+ 5 at.% H, at temperatures
of 300, 400, 600, 800, 1000°C for 1 hour and at 1000°C for 2 hours. In addi-
tion, the powder, reduced at 1000°C for 2 hours, anneals in argon at 1200°C
for 2 hours. By X-ray phase analyses, phase content of powders is determined
at every stage of reduction.

Key words: ultra-fine powders, multi-component alloys, reduction, X-ray
phase analyses.
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1. BCTYII

IITupoke BUKOPUCTAHHA AUCHEPCHUX CHUCTEM, 30KpeMa MeTaJiuHUX, V
HapOJAHOMY TIOCIOJAPCTBi: y MeAWIIMHI Ta CiJIbChKOMY I'OCIIOIapPCTBi,
iH(popMaIliTHIX TEXHOJIOTiAX TOIO BUKJINKAJIO iHTEpPeC M0 JOCIiIKeHb
y mist ramysi [1-3]. BracTuBocTi mucrepcHUX cucTeM BU3HAYAIOTHCS Oa-
ratTbMa (pakTopamu: a30BUM Ta XEMIUHUM CKJIaJaMU, po3MipamMu eJje-
MEHTiB cHUCTeMHU, CTAaHOM IToBepxHi Tomro. Ili ¢haxkTOopm BU3HAUYAIOTHCA
BUXITHNMU MaTepidjaMU, TEXHOJIOTIEIO OflepKaHHA CUCTEMU Ta HACTY-
OTHUMHJ TePMiUHOIO Ta MeXaHiuHOI0 00poOKaMu. ¥ 3B’ A3KY 3 IIIM PO3PO-
OKa HOBUX Ta YAOCKOHAJIEHHS iCHYIOUMX METOiB CUHTE3y AUCIEePCHUX
CHCTEM € aKTyaJbHUM 3aBIAHHAM.

OmHUM 3 METOiB Oflep:KaHHA NUCIIEPCHUX CUCTEM, IO MiCTATH IIepe-
XigHi Merasiu, € BigHOBJIeHHsS cojieir I'imporemom mo metasay. Hampm-
KJIaz, el MeToJ BUKOPUCTOBYBAJU IJIsI CUHTE3y MarHeTHHUX AUCIIepcC-
HUX IIOPOINKiB aBTOpaMu pobiT [4—6]. OcranuimM yacom, 3Bakaiouu Ha
BeJIHNKY 3alliKaBJIEHICTh ¥ 0araTOKOMIOHEHTHHUX CTOIIaX, Yy HallIiil pobo-
Ti IpeacTaBJIeHa cIrpoda ofepKaTH MM METOJAOM AVCIIEPCHY CHUCTEMY 3
OLMBIIMM UYKMCJIOM KOMIIOHEHT, HAIIPUKJAL, OUCIEPCHUI eKBiaTOMHMI
CTOII 3 I’ ATH KOMIIOHEHT.

2. METOOJUKA ERKCIIEPUMEHTY

g ogep:KaHHSA OUCIIEPCHUX METATiYHUX CHCTEM YaCTO BUKOPUCTOBY-
IOTH COJIi OpraHiYHUX KHCJOT, cepel HUX OKcaJsaTu (COJIi IaBeBoi Kuc-
Jotn). BuxigHuMu MmaTepifanaaMu A CHHTE3y 6araTOKOMIIOHEHTHOI 11-
CIIepCHOI cucTeMu BUOpaHO oKcamaTu Mmetaris: @epymy, Hikoay, Koba-
apty Ta Kympymy (Fe,C,0,-2H,O, Ni,C,0,-2H,0, Co0,C,0,-2H,0,
Cu,C,0,-H,0). 3a m:xepeso Mosibneny, askuii He yTBOPIOE OKCaJIaTy, BU-
6pano momi6gar amoniro ((NH,),MoQO;). Bubip Tako:x Bu3HauaBCA PO3-
YMHHICTIO IUX COJIEN Y BOJi, JJErKiCTIO PO3KJIaJaHHA Ha OKCUJIN Ta Bif-
HOBJIIOBaHiCTIO X OKcuAiB I'imporemom g0 Mmeray.

AnajoriuHo CTOILTIeHHIO, TOOTO IepeMillTyBaHHIO PEUOBUH Y PiAKOMY
CTaHi Ha aTOMHOMY pPiBHi, BUKOPHCTOBYBaJU IIepPEMIiITyBaHHA PO3UMHE-
HUX y JUCTUJILOBAHIN BOJIi cojieil Ha MoJIeKyJaapHoMy piBHi. Iliciis pos-
YMHEHHS y BOJi cojiell ixHi posumnHu 3mimryBaau. KinbKicTh comeit min-
Oupasu Tak, 100 CKJIaL cyMimri OyB ekBimossapHuii. Bogy BunaposyBa-
JIW Ta CYHINUJIM CyMiIll y cymuabHi mtadgi. IlpuroroBanuii TakuM YMHOM
MIOPOIIIOK CJHYI'yBaB BUXiIHUM MaTepifAJoM IJd BiTHOBJIEHHS B aTMOC-
depi Ar+5ar.% H,. Biguosienusa mpopomuau 3a Temmeparyp 300,
400, 600, 800, 1000°C mpotarom 1 roguuu ta 1000°C mporarom 2 ro-
nuH. Takox BigHoBIeHMI mpoTtaroMm 2 roguu 3a 1000°C mopoIiiok Bij-
nayguau B aproxi 3a 1200°C mpotarom 2 roguH.

DazoBUil CKJIAJ Ta KPUCTAJIIYHY CTPYKTYPY IIOPOINKiB BUBYAJIM 34 IO-
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IIOMOT'0I0 aBTOMATH30BAaHOI'0 PeHTI'eHiBchbKoro nudpaxromerpa [[POH 3.0
3 K00AJIbTOBUM aHOAOM 3a KiMHATHOI TEMIIEPATYPH.

3. PE3YJIBTATH TA IX OBTOBOPEHHSA

Buxigna cymir (ocam okcasaTiB Ta MOJIiOZATY aMOHiI0) ¥ mpoIieci BuIia-
POBYBaHHS Ta CYIIIHHA YaCTKOBO KpPHUCTaJi3yBajacs, IPo II0 CBiguaTh
IIiKY ITOBEepX raJjo Ha AudpakTorpami BuxigHoro mopomky (puc. 1). Jli-
Hil Ha gudpaxTorpami 30iraroThbcsa 3 TOJOBHUMHU JiHiAMH OKCAJaTiB.
Kpuga, mo sriamxye, Ha AudpaKTorpaMi IokKasye HOJIOMKEHHS raJjo,
AKi 36iraroThCcsa 3 MOJOKEeHHAMH JiHil BiATOBIiAHNX OKCAJIaTiB Ta OKCH-
IiB, AKi 3HAXOAATHCA Y aMOP(PHOMY CTaHi.

das30BUN aHAJI3 MOPOIIIKA, OAEPKAHOI0 BiTHOBJIEHHSIM 3a TeMIepa-
typu 300°C mporarom 1 rogmumM, moKasas, 1o KynopyM BifHOBUBCA 10
MeTaJy BiKe 3a 11iei TemnepaTtypu. JudpakTorpaMmy b0ro IIOPOIIIKY Ha-
Beneno Ha puc. 2. Oxcamatu Pepymy, Hikoay Ta KobaabTy posKaaam-
cd, 3’ aBUINCh OKcuau mux meraaiB. JIimii Big 3’egmans Mosiomeny He
cIocTepiramoThed, IMoOBipHO okcuau MoaibgeHy 3HaXOAATLCSI B aMopgd-
nHomy craui. [llupoxi mimii BKasyooTs HA BeIUKY auciepcHicTs Kynpymy
Ta oKCcUAiB. 3a ominkoio mo popmyi CensxkoBa—Illeppepa po3mipu mux
YACTUHOK CTAHOBJIATE Mpubansuo 25—30 HM.

Ilicna BigHoBaenHA 3a TemmnepaTtypu 400°C nporarom 1 roguum Kpim
metanivaoro Kynmpymy B mopomky 3’aBuiaca y-(Fe, Ni, Co)-aza —
TBepauil posunu Pepymy, KobansTy Ta Hikomy (puc. 3). TobTo 3a 1miei
TeMmnepaTypu BimHoBuUIUCH OKcuau Pepymy, Hikomy ta Kobansry. 11i
MeTaJ I YTBOPWJIN CTON 3 IpaHeleHTpoBaHOK rparHure — y-(Fe, Ni,
Co)-hasy. Hactuuna Hikomy morsa posumHuTuch y Kympywmi, mpo 1o
CBiTUMTL 3MEHITIeHH ITapaMeTpa I'paTHuili posunuy Cu.
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Puc. 1. JudpaxTorpama BUXiJHOTO IOPOIIIKY.

Fig. 1. XRD patterns of the source powder.
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Puc. 2. JudpaxTorpama mopoiky, Bigaosaeroro 3a 300°C nporsarom 1 roguam.
Fig. 2. XRD patterns of powder, reduced at 300°C for 1 hour.

Tak, aAkmo mapamerp rpatauili posunHy Cu mmicas BiZHOBJIEHHSA 3a
300°C crkaamas 0,3632 HM, TO ITic/isT BiZHOBJIEHHS 3a TeMIIepaTypu
400°C — 0,3609 am. ITapamerp rpatuuni Hixkoay (0,35238 um) meH-
muit mapamerpa rpatauni Kynpymy (0,36320 aM), TOMy BHACIiZOK po-
sunneHHs Hixkoay B Kynpywmi mapamerp rpatauiii posunuy Cu sMeHIITY-
eTbes [7]. ¥V pasi poskaagaunas okcanaTy @epymy y 6esKuCHEBiil aTMo-
chepi yrBoproeTbesa okcun FeO. Ane, arinHo ¢asosoi miarpamm Fe—O
el OKCHUJ 3a TeMIlepaTryp, Hum:Kuux 570°C, HecTilikuii i posnmamaeTbes
3a hopMyJI0I0:

4-FeO — Fe + Fe;0,.

v-(Fe, Ni, Co)
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Puc. 3. Iudpaxrorpama mopoIiky, Bigaosaenoro 3a 400°C mporarom 1 roguHu.
Fig. 3. XRD patterns of powder, reduced at 400°C for 1 hour.
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Tomy y mopomky npucytaiii maraerur (Fe;0,).

3a 11iei TeMIepaTypu YTBOPIOIOTLCSI TAKOMK KPHUCTAINKU OKcuny Mo-
aiomerny MoQ;, uacTuHa SKUX BiZHOBIOETHCA A0 okcuay MoO,. Tomy Ha
mudpaKTorpaMi cmocTepirarmoThbea AK JiHil okcuay MoO;, Tak i mimii
MoO,. 3a ominkoio mo CenxakoBy—Illeppepy posmipm uacturOk MOoO,
CKJIAAoTh 25 HM. SMeHINeHHA MUPUHY JiHill Ha AudpaKkTorpami, mo-
PiBHSAHO 3 IOIEepeaHiM BiTJHOBJIEHHAM, CBiIUNTL IIPO 30iILIIEHHS PO3-
MipiB KpucTrayiTiB y mopomky. OMiHMUTH po3Mipum YaCTHHOK BasKKO,
ocKinbKu JiHi1 posdunnay Cu Ta y-has3 mepeKpuBarThHC.

ITopiBHAHO 3 BigHOBIaeHHAM 3a TeMmuepatypu 400°C, BigHOBIEeHHA 34
remnepatypu 600°C He mpusBeJIo 10 AKiCHUX 3MiH y (ha30Biil cTPYKTYpPi
mopomika (puc. 4), crmocTepiraloTbcsa TiAbKM KidbKicHi 3Minu. 3MeH-
ITeHHA IMUPUHY JIiHiN BKasye Ha 301IbITTeHH PO3MipiB YaCTUHOK MeTa-
JaiB Ta okcugis. 36impmennda niky y-(Fe, Ni, Co)-dasu, nopiBHAHO 3 mi-
KoM posuuHy Cu, cBiJUNTEL PO iHTeHCUBHE BigHOBIeHHA Pepymy, Hi-
KoJay Ta KoGasnbTy 3a 1miei TemmepaTypu, BogHOUAC AK BimHoBiaeHHa Ky-
IpyMy, IK OyJI0 IIOKas3aHO BUIIE, BiAOyJI0CA 3a HUMKUOI TeMIIepaTypHu.
Bignosnenusa okcuny @epymy Fe;O, mpuBeso 10 3MeHIIeHHS iHTeHCUB-
HOCTi ¥oro mikiB Ha nudpakTorpamax. BinbyBaeThesa pict dpasu MoO, 3a
paxyHok oxkcungy MoOs.

OcHoBHOIO BizminHicTIO BimHOBIeHHsS 3a TeMmiepaTypu 800°C mpoTs-
roM 1 rogmHU Bif IIOIIepeSHLOTO eKCIePUMEHTY € BigHoBJIeHHA MoJio-
IeHy mo metausy (puc. 5), mpo 1o cBiguuTh moaBa JiHii Mosmi6meny Ha
mudparkrorpami. JIiwii y-(Fe, Ni, Co) i TBepmoro posumnay Ha ocHoBi Cu
30JIM3UINCA HACTiJIbKM, IIT0 COPUNMAIOThCA AK OAHA JiHid, aje 3i 306i-
JBIITEeHHIM BUIHO, IO JiHiad Mae ABi BepinuHu. Take 30aMKeHHs JIiHil
CBiIUNTH ITPO BBAEMOPO3UMHHICTD ITUX (has.
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Puc. 4. IudpaxTorpama mopoIIky, Bigaosaenoro 3a 600°C mporarom 1 roguHu.
Fig. 4. XRD patterns of powder, reduced at 600°C for 1 hour.
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IIpucyrHicTh HeimeHTH(iKOBaHUX JiHiN, IMOBipHO, BigoOpaxkae Ha-
SIBHICTBL y IIOPOIIKY iHTepMeTasaifmiB, yTBopeHi Mosi6meHoM 3 OZHOTO
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Puc. 5. [fudpaxrorpama mopoiky, Biguoeaernoro 3a 800°C mporsarom 1 rogu-
Hu. Ha BcraBmi nmokasawno 36inbeni sinii y-(Fe, Ni, Co) Ta posuunny Cu ¢as.

Fig. 5. XRD patterns of powder, reduced at 800°C for 1 hour, with inset show-
ing magnified lines of y-(Fe, Ni, Co) and Cu solution phases.
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Puc. 6. [ludparTorpama mopoIky, siguosaenoro 3a 1000°C nporsarom 1 rogu-
Hu. Ha BcraBmi nokasauno 36inbireny ginito y-(Fe, Ni, Co, Cu) dasu.

Fig. 6. XRD patterns of powder, reduced at 1000°C for 1 hour, with inset
showing magnified line of y-(Fe, Ni, Co, Cu) phase.
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Puc. 7. [ludppaxrorpama mopoIky, Bigaosaeroro 3a 1000°C mpotarom 2 roauH.
Fig. 7. XRD patterns of powder, reduced at 1000°C for 2 hours.

ooxy Ta @epymom, Hikomem Ta KobanbTom 3 apyroro. BimmoBieni 3a
remnepatypu 1000°C mporarom 1 roguay Ta 2-X TOAWH ITOPOIITKY MaIOTh
imerTruHMMA pasoBuii ckaan. Hambineiry KilbKicTh y CKJIAAi IOPOIIKA
cranoBuTh (ocHOBHA (haza) y-(Fe, Ni, Co, Cu). Tako:x y mamniii KimpKocCTi
mpucyTHi Mosi6men Ta inTepmeTasriaHi asu.

Huuamirka 3MiH (asoBoro cKJamy IOPOIIKiB (puc. 6—8), mo moci-
IKYIOThCA, HacTymHa. OCHOBHA 3MiHa Y AU paxIifiHiil KapTuHi — Immoc-
TymmoBe 3HUKHeHHA JiHi Momi6aeny. Ilo mipi 3mMeHIITeHHA iHTeHCUBHO-
CTi MOJIiOIeHOBUX JIiHil pocTe iHTeHCUBHICTS JiHil Ha KyTi 43,95°. Taka
3MiHa, HaleBHO, BUKJMKaHa Audysicio atromis Pepymy, KobaabTy Ta

'\/—(Fe Ni, Co, Cu)
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Puc. 8. Jludpakrorpama mopoinky, siguosaexoro 3a 1000°C oporarom 2 rogus
Ta BigmaJsiesoro B Aprosxi sa 1200°C nporsarom 2 rogusx.

Fig. 8. XRD patterns of powder reduced at 1000°C for 2 hours and annealed in
argon at 1200°C for 2 hours.
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TABJINIIA 1. ITapamerpu rpatrauiii Ta OKP (o61acTeil KorepeHTHOTO po3cito-
BamHA) (as.

TABLE 1. Phase lattice parameters and CSRs (coherent scattering region).

®daza Y o-Cu Mo

ITapamerp |OKP,
I'PaTHUII, HM| HM

IToporiok ITapamerp |OKP,| IIapametp

(3pas3oK) |rpaTHHIIi, HM| HM | I'PATHHIi, HM OKP, am

300°C, 1 rox - - 0,3621 21,6 - -
400°C, 1 rox 0,3555 - 0,3610 - - -
600°C, 1 rox 0,3550 - 0,3611 - - -
800°C, 1 rox 0,3587 - 0,3607 - 0,3148 23
1000°C, 1rox  0,3600 32 - - 0,3148 24

1000°C, 2rog  0,3602 31 - - 0,3148 25
1200°C, 2rog  0,3610 30 - - - -

Hikony y Moniozen i ¢pasoBum mepexomom 3 Mo-dasu OLIK y Kinbka in-
repmeranigaux ¢as runy Mo, (Fe, Ni, Co),, aki He BraeTbesa imenTudi-
KyBaTH.

Ha :xanb, HasgBHe 00JIaJHAHHA He JO3BOJIAJO IPOBOAUTH BiJHOBJIEH-
Ha 3a Temmeparyp Bumux 1000°C, xoua gmHamika sMiHu (asoBoro
CKJIaIy BKasyBaJja Ha JOIiJIbHICTD 30iJbIIIEHHA TeMIIePaTypH IJisd Ioga-
JBIIOI roMoreHisaiii cucremMu. 3 Apyroro OOKy, TaK SK BCi eleMeHTH
BiHOBUJIMCA OO MeTaJly, IIOJaJIbIIy I'OMOTeHisaIlilo He 000B’sI3KOBO
IIPOBOAUTH Yy BOAHEBMIicHill aTMoccepi, ToMy s GiIbIIIOl roMoreHisa-
ii mpoBesiu BigmaJs mopolika, BimHoBIeHOoro 3a temmeparypu 1000°C
mpotaroMm 2 roauH, 3a remieparypu 1200°C B8 Aproni. Judpakrorpamy
IIHOTO IIOPOIIKY HaBeeHo Ha puc. 8.

IIpo BiaTik @epymy, Kobanbry Ta Hikoay 3 y-hasu cBiguuTh mocTy-
moBe 30iJbIIIeHHA ITapaMeTpa I'PaTHUIL Y-(asu, BUKJINKaHe 3DOCTaHHIM
moai Kynopywmy y y-dasi. [Tapamerp rpatHuti y-hasu y KiHileBOMy IMO-
pomry mopiBHioe 0,3610 HM.

XapaKTepucTUKH (as, 110 BAAJOCA BUJIYUUTU 3 Au(paKTorpaM, Ha-
BemeHo y Tabu. 1.

4. BUCHOBRKH

1. MeTomoM BiZHOBJIEHHS MeTAJIB 3 iX coJjeil ogep:kaHO 0araToOKOMIIO-
HEeHTHY Bucokoaucnepcuy mertairiuay cucremy CoCuFeMoNi.

2. MeTonoM peHTT'eHiBChKOro (0a30BOT0 aHAJII3Y BUBHAUEHO:

a) micJad BiTHOBJIEHHS OKCHUAIB 3a HU3bKUX TeMiepatyp (mo 800°C) cmo-
crepiraforbea Taki metasiuni pasu: aBi F'IIK-dasu Cu ra y-(Fe, Ni, Co) i
OIIK-Mo;

0) vy pasi Biznmany sa remneparypu 1000°C I'ITK-dasu Cu ta y-(Fe, Ni, Co)
B3a€EMOPO3UYNHAIOTEC, yTBopiooun oguy I'IIK-dasy y-(Fe, Ni, Co, Cu);
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B) Y pasi Bizmaury 3a remnepatyp, Buiux 1000°C, Mo, Bzaemogitoun 3 y-
(Fe, Ni, Co), yrBOpIOE iHTEpMETATIUHI CIIOTYKH.

3. ITopoirok, ogep:xaHnii BIiTHOBICHHAM €KBiMOJIAPHOTO CKJIALY COJEH
Depymy, Kobaabry Ta Hikoay, Kynpymy Ta Moai6aery 3a 1000°C mpo-
TATOM 2 TOAMH Ta Bigmayienuii B aproui 3a 1200°C mporsarom 2 romut,
crianaersesa 3 TBepaoro posunny 'K y-(Fe, Ni, Co, Cu)-dasu ta rinb-
KoX iHTepmeranigis tuy Mo, (Fe, Ni, Co),.

Po6oTy BUKOHAHO B paMKaxX TeMU «3aKOHOMipHOCTI (hopMyBaHHSA TBe-
PAUX PO3UMHIB Ta iHTEepMeTaATigHUX (had y 6araTOKOMIIOHEHTHUX MeTaJIi-
YHUX CHCTEMAaX B YMOBaX [Mii TepMOCHIOBUX 0OPOOOK i B pesyJsbTaTi da-
30Bux meperBoperb» (KIIKBK 6541030).
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