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AnnoTtaums: [IpencraBieHbl pe3yibTaTbl UCCIEA0BAHU N BOCCTAHOBIEHMS AUCIIEPCHBIX METAJNIMYECKHUX ITOPOLIKOB KOOaibTa U HUKEJ S U3
aMMUAYHO-TIEJOYHBIX BOXHBIX PACTBOPOB MX COJIEH B TUAPOTEPMATbHBIX aBTOKJIABHBIX YcJIoBUsAX. OTpaboTaHa YHUGDUIIMPOBAHHAS, 9KO-
Joruyecku 6e3onacHasi METOAMKA MOJYYEHU S TUX MOPOILIKOB. B KauecTBe BOCCTAHOBUTEIISI IPUMEH SLTU TUAPAT ruapasuHa c 25—50 %-HbiM
M30BITKOM OT CTEXMOMETPUYECKOTO COOTHOILICHUSI, KOTOPBIA TIO3BOJISIET MOJTy4YaTh MeTajsInuecKue (hasbl, XUMUUYECKU He 3arpsi3HEHHbIE
MPONYKTaMU pa3ioxeHus. B pe3ynbrare 9KCIepMMEHTOB YCTAHOBICHBI YCIOBUSI KOJTUYECTBEHHOTO BOCCTAHOBICHU I MOHOB KobasbTa (11)
u Hukens (I1) 13 aMMHUauyHO-11IEJIOUHBIX BOAHBIX paCTBOPOB. TemmnepaTypy CUMHTe3a AUCIIepCHbIX a3 BapbupoBau B AuanazoHe ot 110 1o
155 °C. [oka3aHo, 4TO B UCIIOJIb30BAHHBIX PEXMMAaX MMPOBEIEH U TIPOIIECC KOJIMYECTBEHHO 3aBepiiraetcs B TeueHue 60 mun. KoHueHTpannu
METaJJIOB B PacTBOpax OMpelesisiiu MeToJaMU aTOMHO-a0COPOLIMOHHOI CrieKTpocKonuu. Pe3ynbTarsl peHTreHoda3oBoro aHaausa moi-
TBEPAMIIU, YTO KobasbT popmupyetcs B ['TIV-, a Hukenb — B I'LIK-peierke, apyrue dasbl, BKJI0O4ask peHTTeHOaMOP(MHBbIE, OTCYTCTBYIOT.
YCTaHOBJIEHO, YTO C POCTOM TeMIIepaTypbl THAPOTepManibHOro cuHTe3a ot 110 10 155 °C ynenbHas miomiaab MOBEPXHOCTU KOOaJbTa yBe-
JTUYMBaeTcs 6ojiee YeM B 1,5 pasa, a TOPOIIKOB HUKEJICBOW YePHU — MPUMEPHO B 2 pa3a. CKaHUPYIOIIEH 2JIEKTPOHHON MUKPOCKOITHEH
TOKa3aHo, YTO KOOAThT (hOPMUPYETCS B BUJIE TUIACTUHYATHIX YACTUII JIATEPAIbHBIM pa3MepoM 0Koiio S00 HM U TonmuHoi 50 HM, KOTOpbIe
arperupoBaHbl BO (ppakTajibHble CTPYKTYpbl. Hukenb npeacTaBieH yactuuamu chepuyeckoit Gopmbl, yNopsiAOUEHHBIMU B LEMOYKOIO-
NMOOHBIE CTPYKTYPBL. METOIOM PEHTTEHOBCKOM (POTORTEKTPOHHO CIIEKTPOCKOITUY YCTAHOBIIEHO, YTO MMOBEPXHOCTh MAaTePUAJIOB IMMOKPHITA
okuciaeHHbIMU popmamu. [ToBepxHOCTHAsI aTOMHast KOHLIeHTpalusi Kobanbra (0) coctaBuia nopsiaka 2 %, a Hukesns (0) — okono 25 %.
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Abstract: This paper presents the results of studies on the reduction of dispersed cobalt and nickel metal powders from their salts in am-
monia-alkaline aqueous solutions under hydrothermal autoclave conditions. A unified and environmentally friendly method for producing
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these powders has been developed. Hydrazine hydrate, with a 25—50 % excess of the stoichiometric ratio, was used as a reducing agent. This
choice allows for obtaining metal phases that are chemically uncontaminated by decomposition products. The experiments determined the
conditions for the quantitative reduction of cobalt (I1) and nickel (I1) ions from ammonia-alkaline aqueous solutions. The synthesis tempera-
ture for the dispersed phases ranged from 110 to 155 °C. It has been demonstrated that under the conditions used, the process is completed
quantitatively within 60 min. Metal concentrations in the solutions were determined using atomic absorption spectroscopy. The results of the
X-ray phase analysis confirm that cobalt forms in the HCP lattice, while nickel forms in the FCC lattice. No other phases, including X-ray
amorphous phases, were observed. It was found that with an increase in the hydrothermal synthesis temperature from 110 to 155 °C, the specific
surface area of cobalt increased by more than 1.5 times, and that of nickel black powders increased by approximately 2 times. Scanning electron
microscopy revealed that cobalt is formed in the shape of lamellar particles with a lateral size of about 500 nm and a thickness of 50 nm, which
aggregate into fractal structures. Nickel is represented by spherical particles arranged in chain-like structures. Using X-ray photoelectron spec-
troscopy, it was determined that the surface of the materials is covered with oxidized forms. The surface atomic concentration of cobalt (0) was
approximately 2 %, while that of nickel (0) was about 25 %.

Keywords: nickel, cobalt, autoclaves, hydrothermal conditions, nanopowders, surface.
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Beenenmne

Cepbe3HOe BHMMaHUE K IMCIIEPCHBIM MaTepua-
JIaM Ha OCHOBE IIBETHBIX METAJIJIOB OOYCJIOBJICHO Ha-
JIMYMEM Y HUX CBOMCTB, MHTEPECHBIX, ITPEXKIEC BCETO,
C MPaKTUYECKON TOYKU 3peHus. ITopomku HUKessd,
KOOaJbTa M COOTBETCTBYIOIIUX CIUIABOB HAIIIA W
HaXoOdT IIMPOKOE MPUMEHEHNE BO MHOTMX BaKHBIX
chepax 4yeJOBEUECKOM NesITeJbHOCTU — TaKMX, KakK
MeTtannyprug [1], rereporeHHbIi Katanus [2; 3], Ma-
TepuanoBeneHue [4—6], menuuuHa u ouosiorus [7],
3JIEKTPOHHAsSI M DJIEKTPOTEXHUYecKast orpacian [6; 8]
u 1.1. B pabote [9] onmmcaHo MCIIOIb30BaHUE MAaTHUT-
HBIX YIVIEPOIHBIX MaTepPHUaJIOB, COACPXKAIINX HUKEIh
U KOOAJIBT, AJS PElIeHUs 9KOJIOIrMYEeCKMX 3a1ad. AB-
TOPHI CTaTh! [4] IpencTaBuIn MHGOPMAIIAIO O TIOTY-
YEHUU YCTOMYUBEBIX K KOPPO3UH MOKPBITUI Ha OCHOBE
9THUX METAJJIOB.

O06nacTi TIPMMEHEHUSI BO MHOTOM OIIPEICSIOT
KOHKpPETHBIC TPeOOBaHMUS K COCTaBY, TMCIIEPCHOCTH,
Mopdosiorun U APYyruM BaXXHbIM XapaKTepUCTUKAM
(GYHKIIMOHAJIBHBIX MaTEepHaJiOB, B CBSI3U C YEeM akK-
TUBHO pa3pabaThIiBAlOTCA M COBEPIICHCTBYIOTCS Me-
TOABl MX ToaydyeHus. Yucio padoT, MOCBSILIEHHBIX
3TOI npobJieMaTuKe, Ype3BbluaiiHO Beauko. Kinaccu-
YecKHe MOAXOMBI K MOJYYCHHIO BBICOKOIMCITEPCHBIX
MOPOIIKOB HUKES U KOOaJibTa TEPMUYECKUM Pa3Jjio-
JKEHUEM WJIA BO3JEUCTBUEM Ira30B-BOCCTAHOBUTEIIEH,
HaIlpUMEpP BOAOPOAOM, XOPOLIO M3BECTHHI [6; 8; 10],
HO OHU COIIPSI)KEHBI C PSAOM CJIOXKHOCTEH U, Tpexe
BCEro, ¢ TPYIHOCTHIO YIpPaBJCHUS IUCIIEPCHOCTHIO
MMOPOIIKOB M3-3a BO3MOXHOTO CIICKaHUSI MaTepHa-
JIOB, CBSI3aHHOTIO ¢ IpolieccaMu nuddysuu. OnHoit u3
OCHOBHBIX TIpOOJIeM IpU TeTEPOreHHOM BOCCTaHOB-
JICHWHU OO0 METaJUTMYECKHMX IMOPOIIKOB SIBISICTCS TTOM-
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JepxXaHue TpeOyeMoil TeMmImepaTypbl. DTO CBSI3aHO,
BEPOSITHO, C TEM, YTO BBIICJTMBIIASICS B pe3yIbTaTe pe-
aKILM1 BOCCTAHOBJIEHU S TEIJIOTA MPUBOIUT K JIOKaIb-
HBIM MeperpeBaM OTAEJbHBIX YUaCTKOB ITOBEPXHOCTU
1, KaK pe3yIbTaT, K CIIeKaHUIO YaCTHII.

IIpouecchl YKPYITHEHNUS B TUAPOTEPMAaIbHBIX CHU-
cTeMax MOryT HaOawopaTbes Ipu 60jee HU3BKUX TeM-
reparypax, HO CIIOHTAaHHOT'O pa30rpeBa IpH 3TOM He
MPOUCXOAUT, OCOOEHHO MPU TPAAULIMOHHOM KOHBEK-
LMOHHOM Harpese [11].

XUMHUYIECKOMY OCaXXICHHIO THMCIIEPCHBIX MeTa-
Juryeckux nopoikoB Ni u Co U3 BOIHBIX paCTBOPOB
NPU BO3JIEUCTBUU CUJIBHBIX BOCCTAHOBUTEJIEH TTOCBSI-
IIeH Ledblid psa padbot. B cratbe [12] moka3aHa BO3-
MOXHOCTbD BbIJIEJIEHUSI METAJIMUECKUX (Da3 HUKES U
KoOaJibTa U3 rOpsSIYUX PAaCTBOPOB MX COJIEH TTPU MOMO-
mu runodocduTta HaTpus. HeckoabKo nccaenoBaHUM
OBLJIO TIOCBSIILEHO M3YYEHUIO MPOLIECCOB BOCCTAHOB-
nenus coyieit Ni(II) u Co(Il) u3 BomHBIX pacTBOPOB
TeTparuapugodoopatom Hatpusa [13—15]. OmHako B
ATUX CJydasiX HeoOXOAMMO MPUHMMATh BO BHUMa-
HY€ BO3MOXHOCTb 3arpsi3HEHUSI METaIIMYECKUX MO~
POIIIKOB MPOAYKTaMM pa3fioKeHUS Tuiodochura u
TeTparuapuaodopaTa HaTpUsl COOTBETCTBEHHO, UTO B
psifie MPaKTUYECKUX MPUTOXKEHU I, HAaIpUMep B TeTe-
POTeHHOM KaTaJn3e, COBEPIICHHO HEAOITYCTUMO.

BecbMa mpuBiiekaTebHO UCMOJAb30BaHKWE B Kaue-
CTBE BOCCTAHOBMTEJISI TMIpaTa rMapa3vHa, Tak Kak B
JaHHOM CJIyJae 00eCIIeYnBaeTCs YMCTOTA IMOJTyJaeMbIX
MaTepuasoB, U HEYAUBUTEJILHO, UTO B IMTEpAType Ie-
PUOAMYECKU BCTPEUAIOTCs TPUMEPhI TPUMEHEHU I 3TO-
To peareHTa IJIs IMTOTyIeHUST TUCTICPCHBIX METaJLINue-
CKHUX MOPOILKOB, BKJII0OUask HUKEJb U KOGaabT [16—19].
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B pa6ore [19] moka3zaHO, YTO MpPU BOCCTAHOBJIEHUU
CMECE TpYJHOPACTBOPUMMBIX KapOOHATOB HUKES U
KoOanpTa TUAPATOM THApa3WHA IIPH TeMIIepaTypax
80—95 °C (popMupyloTCd HaHOKpHUCTAJJIMUECKUE TO-
POIIKHU COOTBETCTBYIOIIMX METaJJIOB.

Wcrionp3oBanne TUAPOMETAJLIYPTHICCKUX TIPO-
LIECCOB B OTKPBITBIX CUCTEMaX, HECMOTPSI Ha TIPOCTOTY
X TIPOBEACHUS, COMPSIXKEHO C PSIIOM CJIOXHOCTEM, B
qucjae KOTOPBIX Hed(dDEKTMBHOE IPUMEHEHUE pea-
TEHTOB 1 3arpsi3HEHME OKpyKarolei cpenbl. Pazpa-
00TKa BKOJIOTMYECKM 0e30MacHbIX U 3(P(PEeKTUBHBIX
MMOAXOIO0B K MOTYYCHHUIO TUCTICPCHBIX MaTepUaioB Ha
OCHOBE IIBETHBIX METAJIJIOB C TPeOYEMBIMU CTPYKTYP-
HBIMHU XapaKTepUCTUKAMU M, KaK CJEACTBUE, CBOII-
CTBaMM SIBIISIETCSI aKTyaJIbHOM 3amadeil, pelleHue
KOTOPOiI1 MOXHO TIOJIYUYUTh C UCIIOJIb30BAHUEM aBTO-
KJaBHBIX TexHoJoruii [17; 18].

Llexp HACTOSIIETO HMCCIEOOBAaHUSI — OTpabOTKa
YHUGDULIMPOBAHHON, 9KOJOTUYECKU OE30IMacHO Me-
TOAMKM TIOJYYEHUSI IOUCIEPCHBIX METaTIMYECKUX
MTOPOIIIKOB KOOAIbTa M HUKEISI ¥ U3yYEHHUE CTPYKTYP-
HBIX XapaKTePUCTHUK MOTyICHHBIX MAaTCPHUAJIOB.

MeToauka uccJjaeI0BaHui

B nmanHO#i pa®oTe MCMONb30BajaM: aMMHAK BO-
mHBIH ocoboif unctorel OCY 23-5 (ITOCT 24147-80);
NiCl,-6H,0 (X4); CoCl, 6H,0 (XY); ruapokcun Ka-
nust (XY); 64 % N,H, -H,O (XY); apron razoobpas-
HBIM — CcOpT BBICIIMiA. [IeMOHU3MpPOBaHHAST BoAa ObI-
JIa TIOATOTOBJIEHA C TIOMOIIBIO CUCTEMBI OUUCTKU «Di-
rect-Q3» (Millipore, CIILIA). DkcnepuMeHTHI TTPOBO-
UM B 1a00paTOPHBIX (DTOPOIIJIACTOBBIX aBTOKJIaBaX
06beMoM 30—200 cm>, KOHCTPYKILIUSI KOTOPBIX OI1ca-
Ha B paborax [17; 20; 21].

CHHTE3 OUCIIEPCHBIX MAarHUTHBIX TTOPOIIKOB KO-
0asibTa U HUKEJIST OCYIIECTBIISUIN TIPU TeMIlepaTypax
ot 110 mo 155 °C mo MeToAMKe, OMUCAHHOI B padoTe
[17]. BwriOOp maHHOTO TeMIIEpaTypHOro auamna3oHa
00YCJIOBJIEH T€M, YTO MpU 00Jiee HU3KUX TeMIlepary-
pax MpolLeCcChl BOCCTAHOBJEHH ST 3aTOPMOXKEHBI BCIEI-
CTBHE BEPOSITHOIO 00pa30BaHUST YCTOMYMBBIX THApPA-
3WHOBBIX KOMIIJIEKCOB, a TIpU 00Jiee BHICOKMX — 3Ha-
YUTEJbHO MOBBILIAETCS AaBJACHUE B CUCTEME.

Hagecky CoCl,-6H,0 (unu NiCl,-6H,0) mowme-
1IaJIM BO BKJIAJIBII U3 (DTOPOIIACTa U PacTBOPSIIN B
BOJHOM PacTBOpe TMAPOKCHIA aMMOHMS. 3aTeM J0-
GaBisiin 10 %-Hblil pacTBOP TUAPOKCUIA HATPUSI, THI-
par ruapasuHa (B u30biTke 30 % OT CTEXMOMETPUM)
u nepememuBagu. Kuciopon Bo3ayxa yaanasiau mpo-
IIYBKO# aprOHOM, TIOCJIE Yero TepMETU3UPOBAJIN aBTO-
KJIaB, 3aXKMMasl B KOXYXe M3 HepxKaBelollel cTanu, u

IMOMeEIIaJIM €r0 B HarpeThlii 10 TpedyeMoii TemMIiepa-
TYpBI TEPMOCTAT Ha 3agaHHoe Bpems (60 muH). KoH-
CTPYKIHS TEPMOCTATa MTO3BOJISICT OCYIIECTBISATH ITe-
peMeliMBaHue B BepTUKaJbHOU miaockocTu. [locie
9KCIEepUMEHTa aBTOKJIaB pa30upaiu, XKUaKylo ¢gasy
OTOMpanW Ha aHalmW3, a TBEPAYID — MHOTOKpPaTHO
MMPOMBIBAJIM JTUCTUJUIMPOBAHHOW BONOW, CYIIWJIU
npu t = 100 °C u B3BewmuBaau. [1o ocraTouHoit KOH-
IICHTPallM1 NOHOB KOOAJIbTa UM HUKEJIS B paCTBOpE
paccYMThIBaJM CTETIeHb BOCCTAHOBJICHUSI METAJIJIOB.
JloMMOTHUTENBbHO COMOCTABIISAN MOJTYYEHHYIO Maccy
ocaaka ¢ pacueTHoii. [IpeBbIlIeHe MacChl CHHTE3M-
POBAHHOTO TIOPOIITKA HaJl paCUYeTHOMN OBIJIO KPUTEPU-
eM oOpa3oBaHMSI OKMCIEHHBIX ¢opM MeTaaaa (OK-
CUIHBIX, THAPOKCUIHBIX).

DIEeKTPOHHO-MUKPOCKOITMYECKNIT aHaIn3 Mare-
pUaJIOB MPOBOAUIN Ha CKAaHUPYIOIIEM 3JeKTPOHHOM
mukpockorie TM4000 (Hitachi, SImorns) ¢ cucteMoit
MmukpoaHanusza «Quantax 70» (Bruker, I'epmanus) B
00paTHO-OTpaxKEHHBIX 32JeKTpoHax (ycKopsioliee
HanpskeHe — 20 kaB). DiekTpoHHBIE MUKPO(DOTO-
rpauu BHICOKOTO pa3pelleHus MojyJyaan Ha CKaHU-
pyiolieM 3JieKTpoHHOM MuKpockorne S5500 (Hitachi,
SAnoHus) BO BTOPUUHBIX 3JIEKTPOHAX (YCKOpSIOIIee
HampsixkeHue — 3 kaB).

VhenbHyl0 MOBEPXHOCTh IMOPOILIKOB OIpPEnessiiv
METOIOM HHU3KOTEeMIIepaTypHOIl amcopOIuu a3oTa ¢
nomolipo aHanuzatropa ASAP-2420 (Micromeritics,

CIOA) nipu ¢ = —195,75 °C ¢ ucnojb30BaHUEM MOJE-
u BOT.
Pentrenosckue amdppakTorpaMMbl — PEeTrHCTPHU-

poBanu B AuamaszoHe yrjaoB 20 = 15+100° ¢ marom
0,02° Ha HactoibHOM AudpakToMeTpe «Proto AXRD»
(Proto Manufacturing, Kanana) ¢ ucnonb3oBaHuem
CuK,,-n31y4eHus C HAKOIJIEHUEM B TOUKE 2 C.

PentrenoBckue (pOTO3JIEKTPOHHBIC CIIEKTPHI pe-
ructpupoBanu Ha crnektpometrpe SPECS (SPECS
GmbH — Surface Analysis and Computer Technology,
I'epmanus) ¢ moaycdepruyecKuM 3HEProaHaIn3aTo-
pom PHOIBOS 150 MCD9 (SPECS GmbH) npu Bo3-
OYXJAEHUM MOHOXPOMATU3UMPOBAHHBIM U3JyYEHUEM
AlK, aHona peHTreHoBcKO#l Tpyoku (1253,6 3B) mpu
SHEPrUU MPONyCcKaHus 3HeproaHaausatopa 20 3B nis
0030pHBIX crieKTpoB uau 10 3B 115 cnekTpoB BhICO-
Koro paspernicHusI. O0pabOTKY CIIEKTPOB BBITIOTHSIIN
¢ nomoublo nmporpammHoro nakera CasaXPS. Mak-
cumyMm criektpa C 1s (285,0 3B) yrieBogopomaHbIX 3a-
TPSA3HEHUI OBLT MCIIOJIB30BaH IJIS1 KOPPEKIIUU 2JIeK-
Tpoctatudeckoil moxzapsiaku. CIeKTpbl BbICOKOTO
pa3pelieHus Mocjie BHlUMTaHUS HeJMHEHOro ¢boHa
no upau annpokcuMupoBain AyojJeTaMu acuMMe-
TpuuHoi laycc-JlopeH1eBCKOI (hOpMBI.
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ConepxxaHue NOHOB HUKEJ S M KoOaJibTa B paCTBO-
pax ompenesiiu METOIOM aTOMHO-a0COpPOIIMOHHOMN
CIIEKTPOCKOITMM Ha cIleKTpoMmeTpe «AAnalyst-400»
(Perkin Elmer, CIIIA).

Pe3yabTaThsl ncciie10BaAHUA
U X 00CYyXKIeHHe

[Ipoliecc BOCCTAHOBIEHMSI COJIEl HUKENISI U KO-
OajbpTa TMApPATOM TUIpa3vHa, Kak OBLJIO TOKa3aHO
paHee [17], TepMOonMHAMUYECKU pa3pelleH U MOXKET
OBITb IIPEICTABJICH CICAYIOIIMMY YPABHEHUSIMMU:

2CoCl,-6H,0 + N,H,-H,0 + 4NaOH =
=2Co + 4NaCl + N, + 17H,0, 1)

— ONi + 4NaCl + N, + 17H,0. )

CornacHo MpearojoXeHu0, BEIABUHYTOMY B pa-
6orax [18; 22], BoccTaHOBJIEHUE HUKEISI U KoOaJibTa
MPOTEKAeT yepe3 CTaJAnI0 00pa3oBaHUST TMAPA3UHO-
BBIX KOMILJIEKCOB COOTBETCTBYIOIIUX METaJlJIOB, KO-
TOpBIE TOCTAaTOYHO YCTOMYMBHI ITPU HOPMAJIbHBIX YC-
JIOBUSIX, W TIO3TOMY OCaXIACHME 0 METaJJINIYeCKOro
COCTOSTHU S ITPOMCXOIUT IIPU MOBBILIEHHBIX TEMIIepa-
Typax.

HecMoTpst Ha MCITOIB30BaHME 3aKPBITBIX CHCTEM,
JIJIsI KOJTMYECTBEHHOTO MpoTeKaHus mpoleccoB (1) u
(2) HeoOXomMM M3OBITOK BOCCTAHOBUTEISI ITOPSIIKA
20 % OT CTEeXMOMETPUUYECKOro. DTO CBSA3aHO C BO3-
MOXHOCTBIO MPOTEKAaHU S Mpolecca OKUCICHUS BOC-
CTaHOBUTEJISI KMCJIOPOIOM, COACPXKAIIMMCS B Ta30BOM
(aze aBTOKIJIABa, BBUAY €ro HEIOJTHOIO yaajdeHUs, a
TaK>Ke KUCIOPOIOM, PACTBOPEHHBIM B XXUAKOH (a3e.

Hamu ycTaHOBIEHO, YTO B aMMHUAYHO-IIETOUHBIX
cpemax BOCCTAHOBJICHME HUKEN S M KOOaJIbTa TPy TeM-
nepatype 110 °C 3aBepuiaeTcst B TedeHue 1 4, B TO Bpe-
MsI KaK, COTJIACHO JaHHBIM [18], BbIAeIeHUS MeTaJlIn-
yeckoro kobaspra HUXKe f = 120 °C He MPOUCXOAUT.

YcTaHOBIEHO, UTO B TMAPOTEPMAaIbHBIX YCIOBUSIX
B 3aKpbITOi cucteMe nipu ¢ = 110 °C rimybumHa ocaxae-
HU S METaJUTMYECKOTO KoOabTa COCTaBIIsIET HE MeHee
95 % npu 20 %-HoM M30BITKE rMapaTa TMApa3vMHa OT
crexuomeTpuueckoro. I[Ipu 50 %-HoM M3OGBITKE BOC-
CTAHOBUTEJISI KOHILIEHTpAIIMs MOHOB KoOabTa B pacT-
BOpE MOCJIE OCaXACHU S METaJJIOB, COTJIaCHO aTOMHO-
a0CopOLIMOHHOI CIMEKTPOCKOMUM, COCTABJISIET MEHee
<0,1 mr/m.

AHaJoruyHasl cuTyalds XapakTepHa W AJs Mpo-
1ecca BOCCTAHOBJICHUS XJI0puaa HUKensd (2). YBenu-
YeHUEe TeMITepaTyphl CHMHTE3a He TIPUBOIUT K KOJIMYe-

18

VneabHbie MOBEPXHOCTH MOPOIIKOB HUKEJIA U K00ajbTa

Specific surfaces of nickel and cobalt powders

Ne o6pasiia Mertann t,°C Stions Mz/l"
1 110 5,1
2 125 5,8

Co
3 140 6,5
4 155 8,0
5 110 10,2
6 125 15,1
Ni
7 140 21,3
& 155 21,6

CTBEHHBIM W3MEHCHUSIM BBIXOAA IPOAYKTa, OIHAKO
OKa3bIBaeT HEKOTOPOE BIMSHUE HAa CTPYKTYPHBIE Xa-
PAKTEPUCTUKHU ITOPOIIKOB (CM. TaOIUILY). YIeiabHas
MOBEPXHOCTh KOOAIbTa, CHHTE3MPOBAHHOTO TIpU f =
= 155 °C, mpakTUyecKHu B 2 pa3a BHILIE, YeM JIJII Ma-
Tepuana, noaydeHHoro nipu ¢ = 110 °C. B cayyae Hu-
KeJisl CUTyallusl aHaJOTUYHA: TUIOIIaAN TTOBEPXHOCTHU
MOPOILIKOB, CHHTE3UPOBAaHHBIX MpU Temmneparypax 110
n 155 °C, otnnyaioTcs mpuMepHo B 2 pasa. [lo Bceit
BUIMMOCTH, TaHHBIN (aKT CBI3aH ¢ POPMHUPOBAHU-
eM OO0JIbIIOro YMc/a 3apoAbllIeii Mpu 0ojiee BHICOKO
TeMIIepaType BCICACTBUE YBEIMUCHUS CKOPOCTH BOC-
craHoBJeHMs. Takas cuTyalnus paccMOTpeHa B pabo-
Te [23] nmpu TOJydYeHUM HaHOYACTHUIL OJArOPOIHBIX
METaJIJIOB /Il KaTaJIMTUYECKUX IPOLIECCOB.

Ilo maHHBIM peHTreHo(ha30BOro aHajau3a OcCal-
KOB, MaTepuall MpeAcTaBleH OQHOI (a30il COOTBET-
cTBytomero Metajuta (puc. 1). Ha peHTreHOBCKUX
nudpakTorpamMmax KobOaJibTa MPUCYTCTBYIOT ped-
nekcol Metaina (JCPDS 05-0727) B xapakTepHOii
IUIST pacCMaTPUBAEMOI0 TEMIIepaTypHOTO IHMara3oHa
T'TTY-mongudukauuu ¢ napamerpamu a = 0,25031 HMm
u ¢ = 0,40605 um. Ilpu aTom B pabore [18] ykazaHo,
YTO M3 MICJIOYHBIX cpell PopMUpyeTcs: KOOAaIbT B Me-
tactabunbHoi 'IK-pemeTke. Hukenb, B oTAMYME OT
kobanbra, popmupyercsa ¢ I'IK-pemerkoit ¢ mapa-
MeTpoMm sgueiiku a = 0,35240 um. Ha peHTreHOBCKUX
IrdpaKTOrpaMMaXx MPUCYTCTBYIOT YITHUPEHUS ITUKOB,
ONHOW M3 MPUYMH KOTOPBIX MOXET OBITb IUCIEepC-
HOCTbh MaTepuaia.

OTMeTuM, 4TO B pe3yyibTare MPOTeKaHUs peak-
uuii (1) 1 (2) Kob6anbT U HUKEIb 00pPa3yIOTCs B yCTOM-
YHMBBIX B 3TUX TEMIICPATyPHBIX AMaa30HaX MOIMMu-
kanusax —I'TTY u 'K cooTBeTCTBEHHO.

DIeKTPOHHO-MUKPOCKOMMYECKHE ucciaenoBa-
HUS TI0Ka3ajJd, 4TO KOOAJbT MPU BOCCTAHOBJICHUM
o0pa3yeT (dpakTajabHble CTPYKTYPHI C pa3MepaMu A0
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10 MxM (puc. 2). [Ipu 60ab111EM YBETUYEHU U CTAHOBUT-
Csl 3aMETHO, UTO (hpaKTajIbHbIE arjoMepaThl COCTOSIT
W3 TJIACTUHYATHIX YaCTHII, B TOM YHCJIE U ITPaBUIILHOK
IIECTUYTOJBbHOM (hOPMBI, C JlaTepaJibHBIM pa3MepoM
~500 HM u TonuKMHOI okono 50 HM. CorjaacHo PeHT-
TeHOCIIEKTPaJbHOMY aHaanu3y (puc. 2), MaTepHual co-
crouT U3 KobanbTa (94—98 ar.% B pa3HbIX TOYKAX) U
kucioponaa (2—6 aT.%), 4TO MOXKET TOBOPUTH O HAJIU-
41K Ha TTOBEPXHOCTU OKHMCJICHHBIX (DOPM MeTaJlia, ITo
BCell BUAMMOCTH, B aMOP(MHOM COCTOSTHUU.
Mopdomnoruss Hukens (puc. 3), COrjaacHO IaH-
HBIM CKaHHUPYIOIIEH 3JIeKTPOHHOM MMKPOCKOIIUH,
KapAWHAJbLHO OTJIMYAETCS: YaCTUIIBI UMEIOT (hopMmy,

0JU3KYI0 K c(pepuuecKkoii, U arJoMepupoBaHbl B 1ie-
MOYeuyHble CTPYKTYpbl. bojee neTajibHO LienovYeyHast
CTPYKTypa CTAaHOBUTCS pas3iuvyvMma TMpU OOIbIIEM
yBennuyeHuu (puc. 4). Marepuas mnpeactaBjieH, CO-
[JIACHO PEHTTEHOCIEKTPAJIbHOMY aHaJU3y, HUKEJEeM
(97—100 ar.% B pa3HBIX TOUKAX) U HE3HAUUTETbHBIM
(mo 3 ar.%) comepKaHKUeM KKUCIOPOA.

OLIEHUTh KOJUYECTBO OKMUCJIEHHBIX MPOAYKTOB,
00pa3ylomuxcsi Ha TOBEPXHOCTU METAJINUYECKOTO
HUKeJIsl M KoOaibTa B CJIOe 10 ~5 HM, TIO3BOJISIET PEHT-
reHoBcKast (OTORJIEKTpOHHAsA crhekTpockonus. Ha
0030pHBIX PEHTTEHOBCKUX (DOTOIIEKTPOHHBIX CIIEK-
Tpax (puc. 5, a, 6) OTYETAUBO MPOCIEKUBAIOTCS JHU-

,(lh }:Jk (
] . | | ‘
| |
A O6p. 8
A O6p.S
45 55 65 75 85 95 45 55 65 75 85
20, rpan 20, rpan

Puc. 1. ®parMeHTHl peHTTeHOBCKMX TU(PpaKTOrpaMM MOPOLIKOB KobaibTa (@) 1 HuKess (6) (CM. TabIuILy)
CBepXy IoKa3aHbI IITpUX-auarpammel kobansra JCPDS 05-0727 (P63/mmc, a = 0,25031, ¢ = 0,40605 um)

n Hukesst JCPDS 65-2865 (LK, a = 0,35240)

Fig. 1. Fragments of X-ray diffractograms of cobalt () and nickel (6) powders (see the table)
The stick diagrams of cobalt JCPDS 05-0727 (P63/mmc, a = 0.25031, ¢ = 0.40605 nm) and nickel JCPDS 65-2865 (FCC, a = 0.35240 nm)

are shown above

1, oTH. en.

2 4 6 E, 3B

Puc. 2. COM-u3obpaxeHue (@) 1 SHEPTOAUCTIEPCUOHHBIN CITEKTP MO 0ToOpakaeMoil o61acTu (6) A5 KobasbTa

(00p. 3, cM. TabGaUILY)

Fig. 2. SEM image (a) and energy dispersive spectrum for the imaged area (6) for cobalt

(specimen 3, see the table)
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E, xaoB

Puc. 3. COM-u3obpakeHue (a) 1 9HEPTOAUCTIEPCUOHHBIH CTIEKTP MO 0TOOpaxkaemoii ob6aactu (6) IJ1sI HUKET s

(06p. 7, cM. TabaMILY)

Fig. 3. SEM image (@) and energy dispersive spectrum for the imaged area (6) for nickel

(specimen 7, see the table)

Puc. 4. COM-u3obpakenus kobanbra (@, 00p. 3) u HUKens (6, 00p. 7)

Fig. 4. SEM image of cobalt (a, specimen 3) and nickel (6, specimen 7)

HUU 1S Kuciopoaa u yriepoaa, TMHUU 2p KoOabTa 1
HUKEJSI COOTBETCTBEHHO. CIIeKTPBI BEICOKOTO pa3pe-
1LIeHU ST ObLIM Pa3JIOXeHbI (pUC. 5, 8) C UCTIOJb30BAHU-
€M mapamMeTpoB U (hOPMbI JIMHUIA, TPEACTABICHHBIX B
pabote [24]. IIpu pa3oxxeHUU ObIIN BBIIEIEHB KOM-
MOHEHTHI ¢ dHeprusimu 780 3B u 6071ee, oTBevaloue
okucieHHbIM popmaM Co(Il), u KommoHeHTa, OT-
Bevalomiass MeTajuimdeckomy Kobanbery (778,1 3B).
PacueTsl moka3zaniu, 4TO Ha TTOBEPXHOCTU CyMMap-
Hasl J0J151 OKMCJIEHHBbIX (hOpM KoOasibTa COCTaBJISIET
0k0J10 98 aT.%. CKaHupOBaHHasl B y3KOM JMaa3oHe
2p3/, MUHUS HUKeIs (pUC. 5, 2) MOXKET ObITh pasio-
KeHa Ha 8 komMnoHeHT [24]. [Tuk npu E = 852,9 3B
OTBEYaeT METAJJIMYeCKOMY HHMKENII0, OCTaJIbHBIC
KOMIIOHEHTBI COOTBETCTBYIOT MYJIBTUIICTHOMY Ha-
oopy Ni(II)—-OH [25]. CornacHo pacueTam, I0Jas
METaJIMYEeCKOr0o HUKEIS Ha IMTOBEPXHOCTH COCTaB-
nsiet 25 at.%.

20

BoiBoabl

1. OtpaboTaHa yHUPUIIMPOBaHHAS, 3KOJOTHYE-
CKM Oe3omnacHasi METOAMKA IOJTYYEHUST ITUCIIEPCHBIX
MeTaJIJIN4YeCKUX ITOPOIIKOB KOOaIbTa M HUKEIS.

2. YCTaHOBJICHO, YTO B aBTOKJIABHBIX THAPOTEP-
MaJIbHBIX YCJIOBUSIX KOOAJIbT M HUKEIb KOJMYSCTBEH-
HO BOCCTAHABJIMBAIOTCS M3 aMMUAYHO-IIEIOYHBIX
pPacTBOPOB UX COJICH TUIPATOM THAPa3WHa, B3ITHIM C
50 %-HbIM U30BITKOM OT CTEXHMOMETPMYECKOIO COOT-
HOILLIEHUSL.

3. CornacHo nanHbBIM PDA | k06anbT (hopmupyercs
B I'TTY-, a Hukens B 'lIK-pemerke, apyrue ¢dasbl He
PErucTpUpyIOTCs.

4. MeToOM PEHTTEHOBCKON (DOTO3IEKTPOHHOMU
CIIEKTPOCKON MU IMOKa3aHO, YTO TMTOBEPXHOCTh MaTe-
pUaioB MOKPHITA OKUCIEHHBIMU (OpMaMU MeTaj-
JIOB.
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'y

7 TCo2psp i a . 0
Ni2pys 1
Ols
Ols
Cls
Cls

800 600 400 200 E,»B 1000 800 600 400 200 E,»B

7T Co20sp 6

790 785 780 775 E, 3B

T T T T
865 860 855 850 E,»B

Puc. 5. PenrreHoBckue poTO3JEKTPOHHBIE CIIEKTPbI ITOCJIE TPaBJIeHMSI MOHAMU aproHa B TeUeHUe 3 MUH — 0030pHbIE
ISt KobasibTa (@) M HUKeJIst (0), a TaKKe CHEKTPbI BBICOKOTo paspewieHus niuHuit Co 2ps3;, (6, 06p. 3) u Ni 2ps; (e, 00p. 7)

Fig. 5. X-ray photoelectron spectra after etching with argon ions for 3 min — panoramic spectra for cobalt (&) and nickel (6)
and high-resolution spectra of Co 2p; /2 (6, specimen 3) and Ni 2ps /2 (e, specimen 7) lines

5. YcTaHOBJIEHO, YTO C pOCTOM TeMIiepaTyphl oT 110
no 150 °C ynmenbHasi miomianb MOBEPXHOCTU HUKETS
yBeJMuMBaeTcs B 2 pasa, a KobajabTa — B 1,6 pasa.
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