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BJIMSIHUE TEMITEPATYPbI HA CHHTE3 CIIOHTAHHOM KPUCTAJUIA3ALIUEN

XPOMUTA HUKEJISA NiCr,0a.

Bacuabkos O.0., Bapunosa O.I1., Kupcanosa C.B., Enpumon A.b., Mapnayros H.A.

Hccenedosaro enusinue memnepamypul Ha npoyecc cunmesa cnoHmannot kpucmannuzayueti xpomuma vuxeast NiCr204 co empykmypoi
wnuHenu. Yemanoeneno ycmouuugoe opmuposanue XpomMoHuxeneeou wnuneau ¢ memnepamyprom unmepeane 900-1050 °C onpeodenervl
PEHM2EHOCMPYKMYPHble XAPAKMEPUCMUKYU  (Napamempol  dIeMEeHMAapHoOl  sueliky, NIOMHOCIY), Mopgonocuyeckue 0coOeHHoC,

zpaHy/lOMempuquKuﬁ cocmae xpomuma HUKejs.

Knroueswie cnosa: xpomum nuxens, XxpoOMOHUKeNe8As WNUHENb, UHPPAKPACHbIE CHEKMPbl, MOPPON0UA KDUCIALI08, NPOCHIblE OPMbL

o2paneHuss OKmad’op u mempacoHmpuoKmasop.

C10)XHOOKCHIHBIE COCIMHEHHS Ha OCHOBE XPOMHTOB
TIEPEXOJHBIX DJIEMEHTOB, Ojarojapsi IMMPOKOMY CIHEKTPY
(YHKIIMOHATBHBIX CBOWCTB HCIMOJB3YIOTCS B Pa3IUIHBIX
OTpacisIX IPOMBILIIEHHOCTH U HaykH [1,2]. XpoMuT HUKeEIA
NiCr,0s mpuMmeHsieTcss B KayeCTBE KaTaIMTHUeCKuX [3],
(heppoMarHUTHBIX [11, TTOJTYTIPOBOTHUKOBBIX [1],
MarHUTOCTPUKLIMOHHBIX [1] M KepaMHYeCKHUX MUTMEHTHBIX
marepuanos [4,8]. Iomumopdras moaupuxanus NiCroOq4
(XpoMOHHMKeNeBas IMHUHENb), UMEIoNIasi KPHCTAJUTHUECKYIO
CTPYKTYpPY LIIHMHENIH, UCIOIb3YEeTCsl B KayeCTBE MITATHBIX
MTOKPBITHH, HAHOCHUMBIX IUIa3MEHHBIM HAIbUICHUEM, IUIS
MaplIeBbIX JBUTaTeleld KOCMHUYECKHX ammapaTtoB [5],
panuaTtopoB KOCMHYECKHX AamlapaToB, XOJOAWIBHHKOB-
n3Iydarenen u oTpaxxarelei SIIEPHBIX
AIEKTPOTEHEPATOPOB, pAOOTAIONINX B BRICOKOM BakyyMe [5].
HcnonbzoBanue XpOMHTA HUKEIIS 00yCIIOBIICHO
YHUKQJIBHBIM ~ COYETAaHMEM  BBICOKOM  W3JIydarelbHOU
cnocobHOCcTH (He MeHee 0,87 B nHTepBasie Temiepatyp 538-
1150 ©°C), BBICOKOH TEPMOCTOMKOCTRIO (TeMmepaTypa
miaBiaeamst 2300 °C) ®W  J0CTaTOYHO  BBICOKOM
MHUKPOTBEPJOCTBIO. ABTOpaMH HCCIIEAOBaHbl pa3JIndHbIC
crioco0br mosryuenust NiCr,O4: TBepmodasusiii cunres [6],
TBepIO(a3HBII CHHTE3 ¢ MUHEPAIH3ATOPOM [2], 30Jb-Tellb
MeTo[ [7], COBMECTHOE COOCOXKICHHE U3 BOJHBIX PACTBOPOB
[1,2], BbICOKOTEMIIEPATYPHBIM CaMOPaCHPOCTPAHSIOLIMMCS
cunte3zoM [8]. Xpomur mukens NiCr,O4 mpu atMochepHoM
JaBICHUN WMEEeT TPH MOIMMOPQHBIX MOIU(UKAINN:
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OPTOPOMOHMYECKYIO, TETparoHaJFHYI0 W KyOmdeckyro [9].
KyOnueckass Monudukanuss XpoMmMHTa HHUKENS HMMeEeT
KPUCTAUTNYECKYIO CTpYKTYypy Tuma mmuhean MgALOs,
cTpykrypHBIA i H 11, mpoctpancTBennyro rpymmy Fd3m
(O"y) [10,11]. OTIMUNTENBHOH 0COOEHHOCTHIO MIMUHETBHBIX
CTPYKTYp SIBISIETCS BO3MOKHOCTD ()OPMUPOBAHUS MIPIMOHN H
00paIleHHOH! MITTHHEIH.

K HacrosmieMy BpEeMEHHM HCCIEIOBAaHBI HEKOTOPBIE
(U3UKO-XUMHUYECKHE CBOHCTBA XPOMOHHKEIIEBOH IIITHHEIN:
n3MepeHbl HHQpakpacHble crekTpsl [12], heppoMarHuTHbIE
cBorictBa [13], pamaHoBckue crektpsl [12,14], cnekTpsl
mdy3Horo orpakenus [12], nznyyarenbHast criocoOHOCTB
U ee YCTOMYMBOCTH K TeMIepaType B auanazone 20-1200 °C
[15].

Heabo HacTosieil padoThI SBISETCS HCCIEIOBAaHHE
BIMSHUS TEMIIepaTypbl Ha MPOIECC CHHTE3a CIIOHTAaHHOH

KpUCTAJTU3AIlMEl  XpOMHUTAa HHUKENs CO CTPYKTypou
OIMAHEIH W WCCIEJOBAaHUE €ro  (PU3UKO-XUMHUYCCKUX
CBONCTB.

MeToauka JKCIIePUMEHTA: CHHTE3 XPOMHTAa HUKEIS
NiCr204 npoBOMIIM METOAOM CIIOHTAHHOW KPUCTAIUTH3ALUH
pu temneparype 950 °C, nucnomnp3ys B KauecTBE UCXOTHBIX
peaktuBoB okcu Hukens NiO mapku «a» (TY 6-09-5095) u
okcug xpoma (1) Cr,03 mapku «uma» (TY 6-09-4272).
@a30BBIl COCTAB CHHTE3MPOBAHHOTO KPHCTAJUIMYECKOTO
MOpOIIKa  XPOMHUTAa HHUKENs  ONpEeNeNsUId  METOJIOM
PEHTTEHOBCKOTO ¢azoBoro aHaIm3a (PDA)



Technique and technology of silicates. Volume 25, No4, 2018

Ha judpaxromerpe JIPOH-3 (CuK,=1.5418 A, nukenesbiit
¢GuIbTp) C©  TpPOBEAGHHEM  pacuera  I1apaMeTpoB
JJIEMEHTApHOM SAYEHKM U PEHTICHOBCKOM IUIOTHOCTH.
I'panynomerpuyeckuii coctaB MOPOLIKOB HCCIEIOBAIN Ha
JIa3epHOM aHalM3aTope pasMepa yacTul Mastersizer micro
¢upmber Malvern Instruments, Mopdoioruto u pasmep - Ha
anexTporHOM Mukpockore (Jeol JSM-6510LV). TTnotHOCTh
TIOPOLIKOB ONPEALIISUTH € IOMOIIBIO TeJIHEBOr0 MUKHOMETpa
AccuPyc 11 1340.

OO0cysknenne pe3yJbTaToB

Temmepatypa  sBmgeTcss OJHMM U3  OCHOBHBIX
TEXHOJIOTUYECKHUX (DAaKTOPOB, OKa3bIBAIOLINX CYLIECTBEHHOE
BIMSHUE Ha IIPOLECC CHHTE3a W (PHU3MKO-XHMMHUYECKHE
CBOMCTBa CJIO)KHOOKCHUJHBIX coeAuHeHu. Temmeparypa
MOXET CIYXHTb OCHOBHBIM (DaKTOpOM  YIpaBJICHUS
pa3MepoM YacTHUI] U KPUCTAIIIMUECKOH CTPYKTYPBI TBEPJOrO
Tena. V3ydyeHue mpouecca CIOHTAaHHOM KPUCTAJUIM3ALUU
xpomuta Hukens NiCroOs mnpoBoguian B Juana3oHe
temneparyp ot 900 no 1050 °C. Ilpm cmoHTaHHOH
KpHCTAJUIM3aluK GOPMHUPYETCs CIieK YepHoro nseta (puc. )
Ha MOBEPXHOCTU KOTOPOTO OTYETIHMBO BUAHO 0Opa3oBaHHE
KPHCTAJUIOB OKTA3[PUIECKOT0 TabuTyca.

Pucynok 1 — BHemiHuii BUJ NPOAYKTA CIEKAHUS U
mopdgoJtorus nosepxuoctu NiCr204 mpu 900 °C.

JIitst yCTAaHOBIICHHUS BIIUSIHAS TEMIICPATYPhl CIIOHTAHHOMN
KPUCTAUTH3AIMN XPOMHUTA HUKEJS Ha TOJHOTY CHHTE3a H
(bopMUpPOBaHHST XPOMOHHKEIICBOU LIMTMHENH ObLI IPOBEACH
penTreHo(has3oBblil  aHaMU3 OOpAa3IOB XPOMHTa HHUKEJS,
CHHTE3MPOBAaHHBIX IpH Temmeparypax 900 °C, 950 °C, 1000
1050 °C. JlanHble peHTreHO(A30BOTO aHANIN3a
MOJYYEHHBIX KPUCTAUTHYECKUX TOPOIITKOB XPOMHTA HUKEIISI

°C u

NiCr,04 npuBeneHsl Ha puc. 2 1 B Ta0I. 1.

Ta6anua 1 — XapakrepucTHka peHTreHOBCKHX pediexcoB xpomuta Hukeasi NiCr204

o | i 900 °C 950 °C 1000 °C 1050 °C Pt

| d, am | d, am | d, am | d, am | d, am
1] 111 138,8 4,796 153,8 4,794 128,8 4,788 122,5 4,785 126 4,791
2 | 220 323,5 2,943 4527 2,936 375,7 2,941 3715 2,940 331 2,934
3| 311 981 2,508 1276 2,503 1050 2,507 1007,3 2,506 999* 2,502
4 | 222 89,2 2,403 129,2 2,398 96,3 2,402 93,5 2,400 68 2,395
5 | 400 219,5 2,079 240,9 2,077 201,3 2,079 210,5 2,078 192 2,074
6 | 422 84,5 1,697 113,8 1,696 123,2 1,698 1459 1,697 82 1,694
7 | 511 320,5 1,600 376,5 1,599 308,7 1,600 364,7 1,600 273 1,597

(I — uHTEeHCHBHOCTD, UMIL.; 0 - MEKIUIOCKOCTHOE PACCTOSIHHE, HM).

AHaNHM3 PEHTIeHOIPAMM KPHCTAJUTHYECKHX TMOPOIIKOB
NiCr204, CHHTE3UPOBAHHBIX TPHU PA3IUYHBIX TEMIIEPATypax
(puc. 2), moxa3zay, 4T0 BO BCEM HCCIEAYyeMOM [HAaIlla30HE
temrepatyp 900 - 1050 °C popmupyercss XpOMUT HUKEIS B
CTPYKTYpHOM THIIC HimHHE . CHHTE3UPYEeMbIi CIIOHTAHHOM
KpHUCTAJUTM3AIMEN XPOMHUT HUKeNs UACHTHU(UIHUPYETCS B
CTPYKTYPHOM THIIC INMUHETH (UACHTH(QHUKAIMOHHAS KapTa
23-1271). [aHHbIe TO COIMOCTABJICHUIO PEHTTCHOBCKHX
pedaekcos cuntesupoBanHoro kpucrammueckoro NiCroOg
Y JaHHBIC UICHTH(PUKAINOHHON KapThl 23-1271 npuBeaeHb!
B Tabmure 1.

MakcUMaabHBIMH  PEHTITCHOBCKUMH  pediekcamu
NiCr,04 mmst Bcex Temnepatyp ssistetcst: 0,2509 um, 0,2943
oM, 0,1601 sm um 0,2080 HM. B mOJOKEHHH ITHKOB
HaOmoaeTcst HeKoTopoe cmeleHne B npenenax + 0,0003
HM. 3aKOHOMEPHOCTH B CMCIICHHHM PEHTTEHOBCKHX
pedekcoB He HaOmomamn. Ha OCHOBaHWHM MOTYYEHHBIX
JMAHHBIX pPACCUNUTAHBI OCHOBHBIC PEHTTCHOCTPYKTYPHEIC
XapaKTCPUCTUKH CHHTC3UPOBAHHOTO XPOMHTA HHUKEIS.
[MapameTpsl 3J€MEHTApPHOH SYEHKH W PEHTTCHOBCKAs
IUIOTHOCTh ~ MpHBeIeHBI B  Tabmume 2. Ilapamerp

JJIEMEHTApHOW S[YEHKM HMEET MHUHUMAIbHOE 3HAYCHHE
0,8305 ammipu 950 °C, a makcumanbHoe 3HaYcHue 0,8318 um
mpu 900 °C, MIOTHOCTh MMEET MHUHHUMAJIbHOE 3HAYCHHE

5,229 r/em® npu 900 °C, makcuManbHOE 3HaueHue 5,255
r/em® ipu 950 °C.

DKCIepHUMEHTABLHO H3MEPEHHAs INIOTHOCTD C MTOMOIIBIO
reJMeBOro MMKHOMETpa cocTaBuna 5,2659 r/cm®. Xoporuee
PEHTIEHOBCKOM
IUIOTHOCTH KPUCTAJUTHYECKUX MOPOLIKOB XPOMHTA HUKEIIS
pu
Jnst oueHkn Mophoorun
nmoiydaeMbix KpuctamioB NiCroOs4 ObUIH  HCIIONB30BAIH
KOMITBIOTEPHYIO
MporpaMMy BH3YaJIHM3allMH MPOCTHIX (OPM OrpaHEHHs.
IMoctpoenwe mokasao, gro ast xpomura Hukelst NiCroO4 co

COBITIAICHHUEC BKCﬂepHMeHTaHLHOﬁ u

yKa3plBaeT Ha XOpollee CTPYKTypooOpazoBaHHE
CMOHTaHHO# KPUCTAJUTU3ALUH.
PECHTTCHOBCKHE  JIaHHBIC

(tabn.1) wm

CTPYKTYpPHBIM  THIIOM  INNHHENW TPH  CIIOHTAHHOU
KPUCTAUIM3alUK  HauOojiee XapaKTepPHBIMH  SIBJISIOTCS
rpanHele  Qopmbl:  okTadapel  (111; 222), xy6 (400),

pomboaonekasap (220), terparontpuoktadael (311, 511,

422) (tabi. 1).
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PucyHnok 2 — IIITpuxpeHTreHOrpaMMa cHHTe3upoBaHHOro xpomuta Hukesst NiCr2O4 npu pa3iMyHbIX TEMIepaTypax.

Jns onpeneneHnst BHEIIHETO 00JIMKa KPUCTAJUIOB XPOMHUTA
HUKENs Tpd  CIOHTAHHOM  KPUCTAIM3alMKM  ObUIM
HCIOJIb30BAHBI JaHHBIE PEHTTCHOBCKUX peduiekcoB (Tadur. 1)
MEXIIIOCKOCTHBIX paccrostauii d(400) = 0,2064 um, d(111) =
0,4804 um, d(220) = 0,2946 um u d(311) = 0,2494 uwm.
Iokazano, yro mnst mmuHemn NiCroOs4 peannzoBaHbl
rpaHHbIe GOpMEI co cienyromumu nHAekcamu (hkl): kyo

(400), oxrasgp (111), pombomomekasap (220) w
terparonTpuokta’ap  (311).  [lanHble  BIEKTPOHHON
MHKPOCKOIIMM ~ TarkKe  IOATBEPXKIAIOT  0Opa3oBaHME

KPHUCTAJIOB B BUJIC OKTA3/IPOB, TETPArOHTPUOKTAdIpa, Kyda
U ¥uX KoMOWHHpoBaHHBIX ¢opMm (puc.3). Ilpumepsr
BH3yanu3aiuu npocteix Gopm [400], [220], [222], [311]
TIpUBECHA Ha pHC. 3.

Ta6anua 2 — Xapakrepucruka xpomuta Hukeasi NiCr204, CHHTe3HPOBAHHOIO NIPH Pa3JHYHbBIX TeMIIEpaTypax

Nn. kapra 9 o o o
93-1271 900 °C 950 °C 1000 °C 1050 °C

CuHroHus KyOndeckas KyOHndeckas KyOndeckas KyOHndeckas KyOHndeckas
[IpoctpancTBeHHas rpymnmna Fd3m Fd3m Fd3m Fd3m Fd3m
HMapameTpEr SnemerTapHoi 0,8316 0,8318 0,8305 0,8315 0,8311
syeiiku (a), HM
PeHTFeHgBCKaH MJOTHOCTD 5236 5,229 5,255 5,236 5,244
(p), T/em

HccnenoBanre ¢ MOMOIIBIO 3JIEKTPOHHOTO MHKPOCKOIIA
CHHTE3MPOBAHHOW XPOMOHHKEICBOW MINMMHEIN ITOKA3aJIo,
YTO IpU CIOHTAaHHOW KpHUCTAUIM3aMKM  00paszyercs
armomMepatsl pazmepoM oT 20 go 80-100 MkM, cocTosmue U3
OTIENBHBIX KpHucTamioB (puc. 4). OTaenbHble KpUCTAIUIBI
NiCr,O4 orpaHeHBl  MPEUMYINECTBEHHO  OKTadIpOM,
MIPUCYTCTBYIOT TAKXKe TETPArOHTPHOKTAdAP U KyO. Pazmepsr
OTACIBHBIX KPUCTAJUIOB XPOMHUTA HUKEISA BapbUPYIOTCA OT
0,5 nmo 5 mrM. OnHON W3 OCHOBHBIX XapaKTEPHCTHK
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MOPOIIKOB SIBJISIETCSl PaclpelielieHue 4acTul] 10 pa3Mepy.
Jns  KPUCTAJUIMYECKHX ITOPOLIKOB XPOMHTA HHKEIS C
MOMOILIbIO  JIa3epHOTO  TpaHyJIOMETpa  OIpE/IeNICHO
pacIpezeneHne 4acTull 1o pa3Mepy.

YcranoBineHo (puc. 5), 4TO pa3Mep YacTHIl XPOMHTA
HUKEIs], MOJTyYCHHOTO MpPH CIHOHTAHHOH KpHCTaJUIM3alun
npu temneparypax 900 °C, 950 °C, 1000 °C, 1050 °C
m3Mmensrores oT 0,31 mxm 10 301 MkMm.
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Pucynok 3 — ConocraBienne Mop()0JIOTHH YACTHI, TOCTPOEHHBIX METOIOM KOMIBIOTEPHOT0 MO/IETHPOBAHHS
¢ JaHHBIMH 3JIEKTPOHHOI MHKPOCKOIMH.

SEI® 15kV WD42mm SS20 “Spi - SEl  15kV WD12mm  SS20 x5,000 Spm b
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1000 °C NaCl o 1050 °C NaCl

Pucynox 4 — Mopdosorust yactun NiCr204 (3/1eKTpOHHBINH MHKpPOCKo) yBeanyenue x5000.
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Cpennuii pasmep uactuy cocrasisger 107,86 mxm. Onu
NPEJCTaBISIFOT CO00W aryiomepartbl, coctosimue u3 10 u
Gomee kpuctaiioB. Pacnpenenenne gacturi NiCr.Os 1o
(bpakuusM npuBeaeHO B Tabnwmie 3.

st mosydeHuss TEpMOPETYIMPYIOIIMX THOKPBITHH ¢

BBICOKOH  M3JIy4aTeJIbHOW  CIHOCOOHOCTBIO ~ METOJOM
TIa3MEHHOTO HaTbUICHUS HauOOoIBIIHH HHTEpeC
npeAcTaBiIsieT  (Gpakmust KPUCTALIMYECKUX  ITOPOLIKOB

pazmepom 40-100 MkM. AHanM3 TpaHYJIOMETPHUUYECKOIO
COCTaBa XPOMHTA HUKEJIS IPH CIIOHTAHHOW KPHCTAUTH3ALNH
MOKa3bIBaACT, 4YTO C BO3paCTaHUEM TEMIICPATYypbl BbIXO
¢pakunn 40-100 mxm yBenmumBaerca. Clegyer ykasatsb,
yro (pakuuu kpuctammieckux noporkos NiCr.Os menee
40 MKM MOryT 6I)ITI) HCIIOJIb30BaHbl B KAYCCTBC IMUI'MCHTOB

YEpHOTO IBETa VIS KEPaMHUUYCCKUX HM3JCNUH, a TarkkKe Ui
MIOJIY4€HUS] TEPMOPETYIUPYIOLIUX IOKPBITUH YEPHOTO LIBETA
I10 JTAKOKPACOYHON TEXHOJIOTHH.

Takum 00pazoM, MOTy4eHbl KPUCTAIUINYECKHE TOPOIIKU
XpOMHUTA HUKEIA co CTPYKTYpOH MINUHETH
(XpoMOHHMKeNeBasi LINMUHENb) C BBICOKAM COJICp)KaHHEM
¢bpakiuu 40-100 MM, ycraHoBieHo orpaneHue NiCr,Og
MIPOCTBIMU (pOopMaMU OKTadIp, KyO M TeTParOHTPHUOKTASAP.
Kpucranmmueckre Nopolkd XpoMHUTa HUKENIS MOTYT OBITh
UCIIOJIb30BAHBl IS TOJYYEHUS TEPMOPETYINPYIOMINX
MOKPBITHH C BBICOKOW HW3JIy4aTeIbHOW CIOCOOHOCThIO,
paboTOCIOCOOHBIX B YCIHOBHSX BO3IEHCTBUS BBICOKHX
TeMIepaTyp 1 (pakTopoB KOCMUYECKOTO IIPOCTPAHCTBA.

%

g

5§ ¥ 5 ¥ s

10600

T BT T

¥ 8 5 ¥ 8 § 8 8 3

T i T

% To g % 10 — 1;.0
(um.) Particle Diameter (um.)
1000 °C 1050 °C
PucyHnok 5 — Pacnpenenenue yacrun xpomuta Hukesst NiCr204 mo pasmepy
Taomuua 3 — Pacnpenenenue yactui NiCr.04 mo ppaxuusam (%) npu pasaddHbIX TeMIepaTypax
Pa3Me£K‘§°T““’ 900 °C 950 °C 1000 °C 1050 °C
0-20 17,28 18,95 20,04 13,53
20-40 10,92 10,4 14,47 11,31
40-60 6,5 9,62 14,91 13,03
60-80 9,65 9,15 11,7 11,57
80-100 6,39 5,97 6,19 6,76
100-160 24,45 23,01 18,26 22,74
>160 24,81 22,9 14,43 21,06
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