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MUKPOCTPYKTYPA U ®A30OBbIE COOTHOLUEHWA
HAHOKPHUCTAAAOB KOBAABTA, NOAYYEHHOTO
MHTEHCMBHOMW NAACTUYHECKOUN AEPOPMALIMEN

HaHocTpykTypHble 06pasiubl Ko6aAbTa OblAM MOAYUYEHbI METOAOM MHTEHCMBHOWM MAACTMUECKOWM
Aedopmalment KpydeHuem. Boicokoe KBasurmapocratmueckoe AaBaeHue B pabouyeit ob6aactu ao 8 IMa
CO3AaBaAaChb Ha YCTAHOBKE TWMA HaKOBaAbHWM BpuadkmeHa. HakoBaAbHWM M3roTOBAEHbI M3 Kapbuaa
BOAb(ppama. MeToA Mo3BOASET MOAyYaTb 06pasLbl BbICOKOM YMCTOTbI 6€3 Mop M 3arpsasHeHunit. AAs
NpoBeAEeHUs peHTreHorpamyecknx WCCAEAOBaHUI  UCMOAb30BaAu  amcppakTtometp APOH-7 ¢
KOGAAbTOBbIM M3AYYEHMEM. AHAAM3 PEHTreHOrpaMm MPOBOAMAM MO MeToAy bparra-bpeHTaHo. Aas
nposeaeHust pa3soBOro aHaAM3a MCMoAb30BaAr Ke-AMHMM. Pazmepbl HAHOKPUCTAAAMYECKOrO KOBGaAbTa
AOCTMraAn nopsiaka 25+50 HM. YCTaHOBAEHO, UTO MPW HU3KOTEMMEPATYPHOM OTXWUre B CTPYKType
KobaAbTa NpPoncxoamnT Bo3spat. OTKuUr Bbiwe 300°C NpUBOAMT K PEKPUCTAAAM3ALMM €r0 CTPYKTYPbI.
[MoAyYEeHHbIM MHTEHCMBHOM MAACTUYECKON AechopMaLmen KpyuyeHMemM HaHOKPUCTAaAAMYECKMIA KOOAAbT
NMOCAe HarpeBa Bbille TemnepaTypbl )a30BOro nepexoAa M OXAAXKAEHMS HUXKe 3TOM TemrepaTypbl
coxpaHgeT BbicokoTemnepatypHyto [LIK ctpykTypy. Moka3aHo, uTo npupoaa 3aaep>xxku [LUK-TTTY
nepexoaa MoXeT ObiTb CBSI3aHa C  M3MEHEHWSMM Pa3MEPOB U Harps>KEHHbIM  COCTOSIHMEM
KPUCTAAAUTOB, 06PasyIOLLMX HAHOKPUCTAAAMYECKMIA KOOAABT.

KAtoueBble CAOBa: KOOGAAbT, MHTEHCMBHAs MAacTMyeckasi Aedopmalimsi, HAHOCTPYKTYpa, METOA
bparra-bpeHTaHo, oT>XkKMr, BO3BpaT, peKpUCTAAAM3ALIMS, CTPYKTYPHbIE MpeBpaLLEeHNSI.
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Microstructure and phase relationships
of cobalts nanocrystals obtained by severe plastic deformation

Nanostructured cobalt samples were obtained by method of severe plastic deformation by torsion.
The high quasi-hydrostatic pressure in the working region (up to 8 GPa ) was created at installation of
Bridgman anvil type. The anvils were made of tungsten carbide. he method allows to obtain the samples
of high purity without pores and impurities. To carry out of X-ray studies, a DRON-7 diffractometer with
cobalt radiation was used. X-ray analysis was performed according to the Bragg-Brentano method. For
phase analysis the K, lines were used. The sizes of nanocrystalline cobalt reached about 25 + 50 nm. It
is established that during low-temperature annealing a reset occurs in the structure of cobalt. Annealing
above 300°C leads to recrystallization of its structure. Derived by severe plastic deformation by torsion
nanocrystalline cobalt after heating above the phase transition temperature and cooling below this
temperature retains the high-temperature fcc structure. It is shown that the nature of the hcp-fcc delayed
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transition can be connected with a sizes changes and a strained state of crystallites forming
nanocrystalline cobalt.

Key words: cobalt, severe plastic deformation, nanostructure, the Bragg-Brentano method,
annealing, reset, recrystallization, structural transformations.
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KapkbIHAbI MAACTUKAABIK AechopMalLMsi apKbiAbl OHAIPIATeH
HAHOKPHMCTaAAbI KOBAAbTTbIH, MMKPOKYPbIAbIMbI XXKoHe (pa3aAblK, KaTbIHACTapbl

HaHOKYpbIAbIMABI  KOOAAbT  YATiAepi  6Gypay apKbiAbl >KYPri3iAreH KapKbIHAbI MAACTMKAAbIK,
AedopmaumsiHbl ManAaAaHy HOTUXKECIHAE OHAIPIAAIL. YATIHIH XXYMbICLLIbI ayMaFblHAAFbI XKoFapbl 8 Tla
LaMacbIHAAFbl KBa3MIMMAPOCTATMKAABIK, KbICbIMFa BpMAXKMEH Teci TeKTeC KypblAFbIHbI MariAdaAaHy
HOTUXKECIHAE KOA >KeTTi. TeCTiH Herisri >XyMbICLIbl SAEMeHTi BOAb(pam KapOmAiHeH xacaaAbl. Bya
SAIC TazaAblFbl aMpbiKlla >XOFapbl >K8He ewWwbip Keyekci3 YAriAepAl  aAyFa Heris3  GOAAbI.
PeHTreHorpadukanbik, 3epTTeyAep KoOaAbTTaH KacaAfaH COYAE blFapaTbiH AEMeHTI 6ap ApoH-7
AMpakTOMeTpiMEH KYPri3iAai. PeHTreHorpammanapabl Taapay bparra-bpeHTaHo aaici apkblAbl
opbiHAAAAbI. DasanblK, TaaAaay K — LIOFbIPbIHA CYMEHY HOTUXECIHAE icke acbipblAAbl. HaoHoKpumc-
TaAAbIK, KOBGAABTTBIH, ©ALLIEMAEPI 25-50 HM wwamasa 6oAAbl. TEOMEHTT TeMnepaTypaAblk, >KacbITy HOTU-
>KECIHAE KOOAAbTTbIH, KYPbIAbIMbI KEPI KAMTy apKbIAbl KAAbINTACATbIHbI, aA >KXOFapbl TEMMEPATYPaAbIK,
>KaCbITy GapbICbIHAA PEKPUCTAAAM3ALMSABIK, TYPAEHYAED OpbIH aAaTbiHbl OeAriAi 6oAabl. XKorapbl
TemrnepaTypaAblk, (hasaAblk, YPAEHY TeMrnepaTypacbiHAQ KbI3AbIPbIAbIT, OAQH TOMEHTI TemnepaTypaaa
CYbITbIAFAaH HaHOKPMCTAAAbIK, KOBAAbTTbIH, >KOFapbl Temrepatypablk, BLIK — TbiK KypbIAbIMAbI Cak-
TaNTbIHbl aHbIKTaAAbl. ByA KewwiryaiH TaburaTbl HAHOKPUCTAAABIK, KOOAAbTTbI Ty3YyLli KPUCTAAAMT-
TEPAIH 6ALIEMAEPIHIH ©3repiCiMeH >XaHe XKaHa KePHEYAIK KYMAEpPIHIH Ty3iAyiMeH TyCiHAIpiAeAl.

Tyiin ce3aep: KOOAALT, KaPKbIHABI MAACTMKAABIK, AepOpPMaLMSI, HAHOKYPbIAbIM, Bparr-bpeHTaHo

BAICI, XacbITy, KakTapy, PeKPUCTaAAM3ALLMS, KYPbIABIMADBIK, TYPAEHY.

BBeagenne

Hanokpucranmueckue (HK) marepuansr npen-
CTaBJIAIOT OOJIBIION HAYYHBIA W TPAKTHUICCKHI
HWHTEPEC U3-32 HX HEOOBIYHBIX (PU3NUECKUX CBOMCTB
[1-3]. C nepexonom B HK cocrosinne koadduuneHt
muddy3um Bo3pacTaeT Ha HECKOJIBKO MOPSIKOB [4],
YBEUYUBAIOTCA NPOYHOCTh U IUIACTUYHOCTH [5],
HOBBIIIACTCS] XUMUYECKasi aKTUBHOCTh, HaOI0JaeT-
cs aHOMallbHOE CMellleHue TemmepaTypsl Kropw,
HAaMarHMYeHHOCTH HACBHILICHHUS, YIPYTUX CBOMCTB
[6-8], MEHSIFOTCST SIIEKTPUICCKOE COTIPOTUBIICHUE U
Jpyrue xapakTepucTuku Martepuanos [9-11]. B To
xe Bpemst HK matepuansl He SIBISIOTCS TEPMUYECKU
cTaOuiIpHBIME. [Ipy HarpeBe B TakMx MaTepHaiax
Pa3BHUBAIOTCA pEIaKCAlMOHHBIE MPOLECCHI, TPUBO-
JSIIHAe K MOCTENIEHHOMY TEpexXoly B KPYIMHOKpHC-
TAUIMYECKOE COCTOSHUE W TMOTepe (UIUUECKUX
cBoiicTB, o0ycnoBienHsix HK crpykrypoit [12-15].
PesynpraTel mccieoBaHWM TMOCIEOHUX JIET MO03-
BOJISIIOT MPEATOJIOKUT, YTO 0coOble cBoicTBa HK
MaTepHayioB OOYCJIOBJIECHBI HE TOJIBKO OOJBIION
MPOTSHKEHHOCTHIO BHYTPEHHUX I'PaHUI] pasjena, Ho
U OCOOBIM HEpaBHOBECHBIM COCTOSHHEM TIPaHHUI]
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3epeH. [loaToMy nmoHMMaHue 0coOEHHOCTEH IOBe-
nenust HK maTtepuanioB TeCcHO CBSi3aHO C MOHUMa-
HUEM (HU3MYECKOH MpPUPOABI HEPAaBHOBECHOCTH
BHYTPEHHUX I'paHull pa3aena [16-18].

B Hacrosimee Bpemsl cuUUTaeTCs, 4YTO (HU3M-
yeckue cBoiictBa HK marepuanos o0ycnoBieHbI
OOJIBIIMM BKJIAJOM TpPaHUI] 3€peH U YNPYI'HMHU
HanpsOKeHUSIMU B KpUCTaJIMUecKoil pemerke [19,
20]. Hus xaxzaoro Marepuala CyIIECTBYeT Xa-
PAKTEpHBIM KPUTHUYECKUI pa3Mep CTPYKTYpHOU
SIMHHIBI, HUXE KOTOPOro (pu3MyecKkue CBOMCTBA
MaTepuana MEHSIOTCS KOpeHHbIM obOpaszom. Ilpm
pa3Mepax KpUCTAJUINTOB MEHBIIUX KPUTHUECKOTO,
JUCIIOKAMM ¥ BaKaHCHU BBITAJIKUBAIOTCA U3
o0beMa KpUcTajia B 3epHOTPaHUIHYI0 00macTb. C
YMEHBIIEHUEM pPa3MEPOB KPHUCTAIIUTOB B psfc
MaTepuanoB HaONIONAeTCs] M3MEHEHHE THUMa KpHC-
Tajuinyeckoi pemerkd. [lapameTpsl pemieTku c
YMEHBIICHHEM Pa3MEpOB KPHCTALIMTOB AJS pas-
HBIX MaTepUAIOB YaCTO MEHAIOTCS HEOJHO3HAYHO.
W3Menenne XUMUYeCKUX U (PU3NIECKUX CBOUCTB C
nepexoaom B HK cocTosiHrie B OCHOBHOM NOJIJ1a€TCS
o0bscHennto [21-24]. OxHako, MpUpPOAa MHOTHX
siBnenuid, npoucxonamux B HK marepuanax, eme

Recent Contributions to Physics. Ne2 (69). 2019 95



MHuKpOCTpYKTypa H (a30Bble COOTHOIICHHSI HAHOKPHCTAIUIOB KOOaJIbTa. .

n3ydeHa HeoctaTouHo. IloaToMy u3ydeHue npupo.
nel npoueccoB B HK marepuanax mnpeacrasiser
0O0JIBIION HAYYHBIN U MPAKTUYECKUN UHTEPEC.

Nutepec x npodneme crabunpHoctn HK mate-
pHaIoB, MOJyYEHHBIX MHTEHCUBHOMN IIACTHYECKOM
nedopmanmeit (UI1/]), cBs3aH ¢ MPaKTUIECKAM HUX
npuMeHeHueM. Kak mpaBuiio, uccie0BaHus B 3TOU
00JIaCTH HAalPaBJIEHBI HA CTA0MIN3ALMIO CTPYKTYPbI
HK martepmanoB 1o 6ojee BBEICOKHX TeMIIEPaTyp.
Hanpumep, uzsectno, uro HK ctpykTypy MoxkHO
CTaOMIIM3UPOBATH TOOABICHHEM HEOOIBIIIOTO KOJIH-
YecTBa COOTBETCTBYIOIIEH (pa3pl. Tak n3BecTHO, 4TO
TepMuueckyto crabunpHocte HK menm moxnO
YIIYy4IIUTh IOCPEACTBOM J100aBJICHUS OIpPEICIIeH-
HO¥ KOHIeHTpaIuu okcuaa anromuaus Al,Osz [25].

B manHO# paboTe 00CYXTAOTCS PE3yJIbTaThI
uccienoBanus ¢Ga3oBBIX U CTPYKTYPHBIX IpeBpa-
mennit B HK ko6anbTe, moy4eHHOM OCPEICTBOM
WHTEHCHUBHOH TacTudeckoi nedopmartun (UITMI).
Bribop kobanpra B KauecTBe OOBEKTa HCCIEIO-
BaHMsI 00YyCJIOBJIEH CIIELyIOIMMH IPUYNHAMU:

— Kobansr ™moxer ObiTh momyder B HK
cocrossauu Mmetogom UIIJI.

— KobGanbsT nmeer cpaBHUTEIBHO HU3KYIO TEM-
nepatypy nonumopgHoro npeBpameHus (~427°C)
M3 TeKcaroHalbHOU TMuIoTHOymakoBaHHoi (I'TIY)
CTPYKTYpBI B KYOHYECKYIO I'paHEIleHTPHUPOBAHHYIO
ctpykrypy (I'LIK), mostomy siBisieTcss yqoOHBIM
MOJENIBHBIM OOBEKTOM [UIl H3yY€HHs BIMSIHUA
pa3MepoB KPHUCTAJIUTOB M MX HAINPSHKEHHOTO
COCTOSIHHSI Ha XapaKTep TaKoro poja NepexoloB.

— Hanokpuctamnmmueckuii ~ KoOambT — HMeeT
CIIOKHBIH  (a30BBIi  COCTaB, MPOSBISIET aHO-
MaJIbHbIE MAarHUTHBIE CBOMCTBA U €My CBOWCTBEHHO
TepMHUYEeCKOoe paciypeHue. Bce aTo B coBOKyIn-
HOCTH OIpEIeNsieT aKTyaJlbHOCTh MCCICIOBAaHMH,
MPEINPUHATHIX B TaHHOU padore.

KpynHokpucTamnyeckuii Ko0aabT HpU KOM-
HaTHOU Temmneparype umeet ['TIY cTpykrypy. [lpu
temneparypax mopsnaka 417-427°C kobanbt u3
I['TIY crpykrypel mepexoaut B I'LIK cTpykTypy.
Hanublii mepexon sBisercss Oe3nuddy3noHHBIM
00paTUMbIM (a30BBIM MEPEXOJOM MapTEHCUTHOTO
ThNa. B 3aBUCUMOCTH OT COJIepXaHUS NpPUMECEH,
KOHIICHTpaluu Ae(peKToB, CKOPOCTH HarpeBa u OX-
JMaKACHUS, CTENEeHN aedopManuu U APYrux Qax-
TOPOB JIaHHBIM MEPEX0J XapaKTepU3yeTcs: THCTepe-
3MCOM, LIMPUHA KOTOPOTO JOCTHraeT IMNPHUMEPHO
40°C. YcTaHOBIEHO, YTO OIHHMM M3 OCHOBHBIX
($aKTOpOB, BIMSIOMIMX Ha CTaOWILHOCTH (a3 u
(a3oBbIi mepexon, sABIAETCS pasMep 3epHa. [lpu
MabIx pasMmepax 3epeH crabmipHa ['IIK daza ko-

0anpTa, B TO XK€ BPEMs IIPU KOMHATHBIX TEMIIe-
parypax B KpYNHO3CPHHCTBIX MaTepuagax B
ocHOBHOM obOpasyercs I'TIY crpykrypa. B o6pasmax
C HEOJHOPOJHBIM PACIpPEeNICHHEM 3epeH Mo pas-
Mmepam oopasyercst cmech ['LIK u I'TTY da3. Onnako,
K HAaCTOAIIEMY BpEMEHH BJINSHUE Pa3MEPOB 3€PEH U
CBSI3aHHBIX C 3TUM MHUKPOUCKKCHHH KPHCTaJUIU-
YECKOW pEeIIeTKH Ha CTaOWIBHOCTH (a3 KobOambTa
M3Y4YEHO HEJOCTaTOYHO. VI3ydeHHWIo CTPYKTYpHI H
¢usnueckux cpoiictB HK kobanpra, momydeHHOTO
WIIJ] xpydeHueM, Takke ITOCBSIICHO HEOONIBIIOE
gyrcino pabor. [lpm UIIJ] kobanbra KpydeHHEM
obpazyercst I'TIY cTpykTypa ¢ pasmepamu 3epeH
nopsiaka 100 HM.

MeToanueckoe odecnedyeHue HCcaeT0BaHui

Jns mony4eHuss HaHOCTPYKTYPHBIX 00pa3ioB
KoOanbTa B JaHHOW pabOTe HCIIONH30BAIM METO/T
NIIJ[ xpydyeHueM IOJ BBICOKUM KBAa3UTHIPOCTa-
TUYECKHM [aBJICHWEM Ha YCTAaHOBKE THIIA HaKO-
BaibHM bpumxkMena. B ornuuue OT METOIUKHU
KOMIIAaKTUPOBaHMsI MOPOIIKOB U METOAA LIApPOBOIO
pa3Morna, JaHHBIH METOJ HAHOCTPYKTYPHUPOBAHUS
MO3BOJIIET MOJYy4aTh OOpa3sipl, JIMIICHHBIE TOp U
3arpsi3HEHUHA. Y CTaHOBKA COCTOUT U3 ABYX HaKOBa-
JIeH, CMOHTHPOBAHHBIX Ha THAPABIMYECKOM IIpecce.
[Ipecc mo3Boxsier co3naBaTh NaBieHHE B paboueid
obmactu no 8 I'Tla. HakoBambHM M3TOTOBIEHHI U3
kapOuma  Bosmb(gpama. HmkHsIs — HakoBalbHS
SIBIISIETCS TIOABIIKHOM M MOKET BpPaIIaThCs BOKPYT
BEPTUKAJILHOW OCH OTHOCHTEIHHO BEPXHEH.

PenTtrenoBckue uccinenoBaHus NMPOBOJWIN Ha
madpakromerpe JAPOH-7 Ha Co-u3nydeHun 1O
Metony bpoarra-bpentano. [lns momasnenus Kp-
muHuM  ucronk3oBamu  Fe-bunbstp. B kauecTBe
JIETEeKTOpa HCIIONB30BAJICS  CIUHTUIUIALMOHHBIN
cuerdnk. CheMKy Au(pakTorpaMm NPOBOAWIN IPU
a"HogHoM HampsikeHun U=40 kB u aHOJHOM TOKe
=20 MA. [ns mpomeaeHus ¢a3oBOTO aHaIHM3a
ucnonb3oBa Ky-muanu. CheMKy NPOBOAMIN TIO
[IaroBsIM METOJOM IIOCPEJCTBOM HalOopa uuncia
HMMITYJIbCOB 3a BpeMs 3Kcmozuuuu t=5 cek. Ilpu
MpoBeZieHnH (Da30BOTO aHaJM3a IIar CKAHHPOBAHUS
cocrassut 0.04 rpagyca, a pu aHanu3e MPOpUIIs
MUGPAKIVMOHHBIX JIMHAH H  ONpPENENeHUH UX
mupuael — 0.01 rpamyca. AOCONIOTHas TOTpEII-
HOCTh M3MEPEHUs YITIOBBIX IOJIOKEHUH Iudpak-
IIMOHHBIX MAaKCHMyMOB He mpeBbimaga =+0.02°.
OcHOBHas ammapaTHasl TMOTPEIIHOCTh W3MEPEeHUs
CKOPOCTH cueTa UMIyJbcoB He mpeBbimaeT 0.35%.
s da3zoBoro aHanmm3a UCMOIB30BANU CIIEAYIOIIHIE
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IeJIM Ha TIEPBUYHOM ITyYKE: TOPU3OHTAIIBHAS MIETh
— 8 MM, BepTUKaIbHas IIeNs — 2 MM; Ha nudparu-
POBAaHHOM IIy4YKe: TOPU3OHTATIbHAA MIETh — 8 MM,
BeptukanbHasg menb — 0.1 mum. lenu Comnepa Ha
[IEPBUYHOM © AU(PPArMPOBAHHOM IIy4Ke HMela
pacxoauMocTh — 1.5°,

B nannol pabote mudpakTorpaMMbl CHUMAIH C
IJTIOCKOW TTOBEPXHOCTH 00pa3ra IMpH KOMHATHOU
temnepatype. O0pasiibl, NOJyYeHHBIE MOCIIE TUIaC-
THYEeCKOH nedopManuu KpydeHHEeM O] JaBie-
HUEM, UMenu (HopMy IHCKOB. MEXITIIOCKOCTHEIE
pacCTOSIHUSL OMPEICISUIA IMyTEeM H3MEPEHHUS COOT-
BETCTBYIOIINX JU(PPAKIIHMOHHBIX YTIOB 10 GOpMyJIe
Bynbda-Bparros:

2dhkl sin@ = l’l/l,

rze /A — JUIMHA BOJIHBI PEHTI€HOBCKOTI'O U3JIy4YEHUS;
6 — yrom oTpaxeHUs; dpy — MEXKIDIOCKOCTHOE
paccrosiHue; n — NOPsIIOK oTpakeHus. [lapameTpsl
PEIIETKH a U ¢ ONpeAessUTd C HCIOJIb30BaHUEM
(hopMyJBl IpHU M3BECTHBIX WHJAEKCAX IIOCKOCTEH

(hkl) MeromoM HaWMMEHBIINX  KBAApPaTOB C
UCIIOJIb30BAHUEM KOMIIBIOTEPHOU MTPOTPAMMBI:
1 4, N
—=— (K +hk+ )+ —.
d 3a c

Biaunsinue TemmepaTypbl OTXKHIa HA MHMKpPO-
CTPYKTYPY K00aIbTa

Jlns pemeHust MocTaBIeHHBIX 33/1a4 HAMH OBLITH
MIPOBEICHBI AIEKTPOHHO-MHUKPOCKOITUIECKHE
uccienopanus. Ha pucynke la mpuBeneHa MHKpO-
CTpYKTypa  IJIacTU4YecKH  JehOpPMUPOBAHHOTO
oOpasia 0 oTKura. BuiHo, 4T0 MUKPOCTPYKTYpa
oOpa3ia mociie TulacTU4ecKod aedopMainuu J1oc-
TATOYHO OJHOPOJHAS, TPAaHUIBI MEXIY KpHCTaj-
JUTaMU HEYeTKHe, pa3mbiTeie. CpenHuii pasmep
KPUCTAJUTUTOB OMPEENIeTCs C TPYJOM U COCTaB-
nseT okoio 25+50 HM. DiuekTpoHOrpaMma obpasiia
COCTOWT M3 MHOKECTBA OJIM3KO PACIIOJIOKEHHBIX IO
OKPYXHOCTH Pe(]IEKCOB, YTO CBHIETEILCTBYET O
MajJoM pa3Mepe KpUCTAIUINTOB W 00 WX OJHO-
POOHOCTH MO pa3MepaM. 3aMeTHas BBITSIHYTOCTb
pedIiekcoB B a3UMyTaJbHOM HAIPaBICHHH YKa3bl-
BaeT Ha BBICOKHI YPOBEHb BHYTPEHHHUX HaIpsiKe-
Huii. [Tocne orxwura npu 300°C pasMepbl KpucTa-
JUTOB MPAKTUYECKH HE W3MEHWIHNCH, HO TPAHHUIIBI
MEXIy HUMH cTanu Oojee yeTkumu (puc.16). Ito
CBUCTEIHCTBYET O TOM, YTO B 00paslie 4aCTHYHO
MPOU3O0IIIET BO3BpaT. DJIEKTPOHOTpaMMa oOpasia
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nociie okura nmpu 300°C 3aMeTHO U3MEHUIIACH: UH-
TEHCUBHOCTh OTAENBHBIX PEe(IIEKCOB BHIpOCIA H
qucio pedIieKCoB Ha KOJBIAX 3aMETHO YMEHb-
HIMJIOCH.

DTO CBUJETENHCTBYET 00 YBEIUYCHHUU pa3Me-
POB KPHCTAJUINTOB M yMEHBIIEHWH HMX YHUCIA B
obiryyaeMoM oObeme. BHITSAHYTOCTH peduekcoB B
a3UMYTaJIbHOM HAIIPAaBJIICHWU YKa3bIBAaeT Ha COXpa-
HEHUE BHYTPCHHHUX HANPSHKCHUA B KPUCTAJUIMTAX.
Takum 00pa3om, 1mociie OTKUTa TPU TeMIepaTypax
nopsiaka 300°C B oOpasiie MpOUCXOIUT BO3BPAT U
HaunHaeTcs pekpuctammsanus. [locne oTxxura npu
400°C pa3mepbl KpUCTAUIMTOB 3aMETHO YBEIUYH-
BAaIOTCS, TPaHULIBI MEKAY HUMH OCTAIOTCSI Pa3MbI-
TeiMu (puc. 16). C TIOBBIIIEHHEM TeMIIEpPaTyphl
OT)KHT'a HWHTEHCHBHOCTH OTHEIBHBIX pe(IIeKCcoB
MPOJOJKAET PACTH, YTO CBUAETEIHCTBYET O MHpO-
JIOJDKEHUH pocTa pa3MepoB KpuctammuTos. Ilocie
omxkura rpu S00°C B 00pa3siie 3aBepiaeTcs Ipoiece
nepBUYHON pekpuctamm3anyu (puc.le). Ciaemosa-
TEJBHO, TI0 pe3yJIbTaTaM dIEKTPOHHO-MHUKPOCKOITH-
YEeCKHX MCCIIeJOBAaHUH CTPYKTYPBI KOOAIbTa MOXKHO
CeTaTh CIeIyIOIINe BEIBOIBL:

— B HK kob6anste, momyuernom UIIM kpyde-
HUEM, pa3Mepbl KPUCTAJUIUTOB  COCTABIISIOT
npuMepHo 2550 HM.

— Ilpu Temneparypax omxkura a0 ~300°C B HK
KoOanbTe Habmromaercs Bo3Bpar, a Boie 300°C —
MIPOUCXOANT PEKPUCTATITH3AIIHSL.

Omnpenesienue Ga3oBoro cocraBa oopa3uoB

Tem He MeHee, 1O pe3yjibTaTaM 3JIEKTPOHHO-
MHUKPOCKOITMYECKUX UCCIICAOBAaHUN TPYAHO CYIAMTh
00 wu3MeHeHWHM (a30BOro cocraBa 00pasloOB U
pasMepoB KpHCTALIMTOB mpu omxure. IlosTomy
IpEeACTaBIAeT HHTEpeC omnpeneneHue (Ha3oBoro
cocTaBa HccieyeMbIX 00pa3loB, pa3MepOB CTPYK-
TYypHBIX (PparMeHTOB M MX W3MEHEHHUs B IpoLecce
OTXKUTa TIyTeM TpUBJIEUEHHUs JApyTux, Oonee
nHPOpPMATHBHBIX MeToAoB. Mcxoms wu3 3roro,
JONOJHUTENIFHO OBUIM MPOBEAEHBI HCCIIEIOBAHUS
pmusHust UI1J] u omxura Ha dazoBsiit cocta HK
KobOanpTa myTeM M3MepeHus nudpakrorpamm. Ha
pucynke 2 mnpuBeaeHsl audpakrorpammsl HK
koOanbTa, noiaydernoro UIJ kpyuenuem, u oopas-
LI0B, OTOXCKCHHBIX IIPH Pa3IMYHbIX TeMIepaTypax.
HudpakrorpaMMbl MMONyYeHBl MpPH KOMHATHOU
TeMIIepaType C IUIOCKOH IOBEpXHOCTH o0pasia,
obpazoBanHoii B pesynsrate UITJ] xpydgerunem. st
WCKJIIOUEHHS BIMAHUSA 3aKaJIKH, IPU OTXKHUTE BBIIIE
temneparypsl ['TIK-I'TIY ¢a3oBoro mepexona o0-
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pasiel 10 300°C oxJlaXaaauch ¢ TEYbI0 CO CKO-
pocteto ~100 rpan/gac, 3aTeMm — Ha Bo3gyxe. U3
pPHUCYHKa BUHO, YTO IUIACTHYECKH 1€(OPMHUPOBAH-
HBIH KOOAJIBT, Kak M Hene(OpPMHUPOBAHHBIM, MpU
KOMHATHOM Temneparype umeer ['TIY cTpykTypy.
CrnenoBatenpHO, TacTUdeckas aedopmanms He
NPUBOIUT K HM3MEHEHHIO THUIa KPUCTAIIIMYECKON
pemretkn kobanmpTa. M3 prcyHKa 2 Takxe BHIHO,
4YTO TUIACTHYECKH J1e()OPMHUPOBAHHBIE OOpa3Lbl,

OTOXMOKEHHBIE TIPU TeMiieparypax o 450°C, Taxxke
nmerot I'TIY crpyktypy. B 3aBucumocTtn ot pas-
TMYHBIX (hakTopoB KoOameT mperepreBaer ['TIK-
I'TIY da3oBslii Iepexo/ MpH HAarpeBe B MHTEpBaie
422-440°C, npu OXJIQXXICHUH — B MHTepBajie 387-
405°C. U3 aroro ciemyer, 4TO IUTaCTHYECKAs Je-
(opmanusi HEe MPUBOAUT K 3aMETHOMY CHUKEHUIO
temnepatypsl noaumopdHoro I'LIK-I'TTY nepexona
KoOasbTa.

200 um

Pucynok 1 — MukpocTpykTypa KobanbTa Iocie IIacTHIeckoi xedopmanu (a)
u omkura npu trempepatypax 300°C (6), 400°C (6) u 500°C (2)
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Pucynok 2 — Tudpaxrorpammer HK ko6anbTa, 0TOXKEHHOTO MPH Pa3IHYHBIX TeMIIepaTypax

Hanee, obpaser; mocie orxkura npu 500°C wu
MOCIIEAYIOUIET0 OXJIAXIEHUS 10 KOMHATHOM TeM-
repaTypbl B ocHOBHOM coctouT m3 ['LIK ¢a3sr.
Takum 00pazom, TiacTUIecku JaeHOpMUPOBAHHBIN
KOOaJIbT MOCJIe OTKUra Beilie Temneparypsl ITIY-
T'IIK nmpeBpaiiieHus U TOCJIEAYIOIIEr0 OXJIaKICHUS
HIDKE JTOM TEeMIepaTypbl COXpaHsSeT CTPYKTYpY
BoicokoTemneparypHoit I'LIK ¢a3zbl. [Tnactuueckas
neopManust MpensITCTBYeT MepeXoly BHICOKOTEM-
nepatypaoil ['LIK ¢a3er koOanbTa B HU3KOTEMIIE-
parypayto ['TIY ¢azy mpu ero oxnaxaernn. O6pas-
1B, OTOXOKEHHBIE MPH TeMmeparypax ot 600°C 1o
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900°C, nmpy KOMHATHOHM TEeMIIEpaType COCTOSAT M3
cmecu Hu3KoTemrepatypHoit I'TIY ¢a3sl u BbICO-
koremrirepatypaoit I'LIK da3sr.

IIpupona 3anepxku I'IK-TI'TIY nepexoma mo-
XKeT ObITh CBs3aHa C W3MEHEHHSIMH pa3sMepoB U
HalpsHKEHHBIM  COCTOSTHUEM KpUCTAIUIMTOB. Ilpm
IUTACTHYECKOH IedopMalud pa3Mepsl KpUCTAILIIH-
TOB YMEHBIIAIOTCS, B KPUCTAJUIMUECKOW pEIIETKE
BO3HUKAIOT CHIIbHBIE HCKakeHUs. B o0bpeme kpuc-
TQIUTOB HMCKAXKEHHS PEIIETKH MOTYyT OBITh
BbI3BaHbI AUCIOKALMAMH U TOUCUHBIMH Ae()EKTaMH.
Kpome »storo, mpu mmactudeckoil aedopmarmn

99



MHuKpOCTpYKTypa H (a30Bble COOTHOIICHHSI HAHOKPHCTAIUIOB KOOaJIbTa. .

oOpasyeTcsi pa3BUTas 3epHOrpaHUYHAas 00JacTh C
CHIIBHON Je(EeKTHON CTPyKTypOW, KOTopas ere
MOXET coJiepkaTh aMopdHylo ¢a3zy. MckaxeHnus
pEIIETKN TNPUBOIAT K YMEHBUICHHIO IUIOTHOCTH
YIAaKOBKM M K YBEJMYEHHUIO YNPYTOW SHEPTHH II0
CPaBHEHUIO C IUIOTHOCTBIO M SHEPTHEN HIeabHON
pemeTkd. OTHOCHTETHHBIN BKJIA] NCKAXKEHHBIX 00-
JacTed B 3HEPIUI0 KpHCTalja pacTeT ¢ yMEHbIe-
HUEM pa3MepoB KpUCTALIHTOB. IloaTomMy B Kpuc-
TaMTaXx KobanbTa, pa3Mepbl KOTOPHIX MEHBIIE
KPUTHYECKOro, BeirogHee oopasosanue I LUK cTpyk-
TypHI ¢ OoJiee TIOTHOHN ymakoBKO#. Brrmie Temire-
patypel I'TTY-I'TIK nepexoma HK xobanbT umeer
I'IK ctpykrypy. [Ipn oTkure HEKOTOpBIE KpUCTa-
mutel I'IIK ¢a3er BeIpacTaror 10 KPUTHUECKOTO
pa3Mepa M MpU OXJIAKICHUN HUXKE TEeMIIEpaTypbl
I'IK-T'TIY mepexona npuodperatot I'T1Y da3zy.

T.0., Mo pe3ynbTaTaM PEeHTreHO(a30BOTO aHa-
JIM3a MOYHO CAENATh CIEeNYIOIINE 3aKITIOUEHHS:

— IUTaCTHYECKH Ae(POpPMHUPOBAHHBIH KOOAIBT
IIpY KOMHATHOM TeMieparype coxpanser [TIY
CTPYKTYDY,

— HK xo6anbt, nonyuennsiii UI1J] kpydyeHuem,
1ocje HarpeBa BBILIE TeMmIeparypsl (a3oBoro
Mepexo/ia ¥ OXJIAXKIEHUS HIKE ITON TeMIepaTypsl
coxpansieT BbIcokoTemnepatypHyto ['TIK cTpyk-
Typy. HK ctpykrypa xobanbra, momydennas UITJ,
MIPETATCTBYET TEpPeXoay BBICOKOTEMIIEPATYPHOM
'K das3sr kobanbTa B HU3KOTeMIepaTypHyo ['TIY
(hazy mpu ero OXJTKICHUH.

Binsaue  TemmepaTrypbl  OTXKHra  Ha
NMapaMeTpbl peleTKH

s monaTBepkKIEHMsI yKa3aHHBIX IPEAIONO-
xenuit o ctadbuiabHocTu ['TIY u I'IK ¢a3 HK xo-
OanmbTa OBUIH MPOBENIEHBI MCCIICIOBAHMS MapaMeT-
poB pemetkn HK koOambra B 3aBHUCHMOCTH OT
TeMIepaTyphl oTxHra. I3BeCTHO, 4TO XapaKTepuc-
THKH PENIETKHU SBIISTIOTCS CTPYKTYPHO TyBCTBUTEIb-
HbIMHU napaMmerpamu. [Io3ToMy u3ydeHue BIMSHUS
pa3MepoB KpHUCTAIIUTOB KoOallbTa Ha TMEPHOJIBI
PEHICTKU UMECT BAXKHOC 3HAUCHUEC JJId ITIOHUMAaHUA
CTPYKTYPHBIX U3MEHEHUH, IPOUCXOISIINX B MaTe-
puane. [Ipu xomHaTHOM TeMmepatype HK koGanbt
COrJIaCHO HalllUM AJAaHHBIM HUMCCT I'€KCAaroHaJIbHYIO
CTPYKTYPY €O  CIEAYIONIMMH  TapaMeTpaMu
pemetku: a=2.509 A, c=4.067 A. Ha pucynkax 3 u
4 mpuBeIeHBI 3aBUCUMOCTH ITAPAMETPOB PEIIETKH
obweMa armeMenTapHoi stuetiku I'TTY HK kobanbsTa
OT TemmepaTypbl OoTxura. B mnpenenax mnorpeu-
HOCTEH W3MEpEeHMI MapaMeTp @ 0 TeMIepaTyphl
omkura T=200°C ne mensiercs. CpeaHee 3HaUCHUE

napamerpa a = 2.508 A B 310it 061acTH TeMIepaTyp
BBIIIIE TTapaMeTpa a sl KPyHTHOKPUCTAIUINIECKOTO
HenedopMupoBaHHOTO KoOanbTa. [Ipu Temmepary-
pax omxkwura Bbime T=200°C mapamMeTp @ yMEHb-
maercs 10 a = 2.506 A. D10 3HaueHNE MapameTpa a
NPaKTHYECKH COBMAZAET C MapaMeTPOM pEIIETKH
U1 KPYHHOKPUCTAJUINYECKOro HelehOopMUpOBaH-
Horo kob6anbra @=2.505 A. Ilpu Temmeparypax
omkura Beime T=250°C mapameTp peUICTKH a B
Mpeieax TOYHOCTH U3MEPEHUI He MEHSETCSI.

[Ipu nnactuyeckoit aedopmanmu B KoOaabTe
obpasyercs  kpucramiorpadgudeckas  TEKCTypa.
UHacro B Merauiax ¢ I'TIY cTpykTypoil npu miacTu-
yeckoil aedopmarn 6a3ucHbIe IIOCKOCTH OpHEH-
TUPYIOTCS TPEUMYIICCTBCHHO MEPIEHIUKYIISPHO
HalpaBJICHUIO MPUJIOKEHHONW Harpy3ku. I[Ipu sTom
napamMeTp ¢ AOJDKEH HECKOJIBKO YMEHbBIIATHCS II0
CPaBHEHHIO C apaMeTpoM ¢ Heie(hOPMHUPOBAHHOTO
o0Opasua, a mapamerp @ IOJDKEH yBEJIMYUBATHCS.
[Mpu oTxkure KOHIEHTpanus JeQEKTOB B KPHCTAI-
JUTAaX YMEHBIIAETCS, W MapaMeTp peLeTKH a
NPUHUMAaeT 3HadeHue, ONM3Koe K Mapamerpy
0e31eeKTHOTO KpUcTalLIa.

[ocne omxura npu T=100°C napamerp perier-
K ¢ Bo3pacraer 1o ¢ = 4.071A. Dro 3nauenue mapa-
MeTpa ¢ HUXKe, YeM HapameTp ¢ Uil KPYIMHOKpHC-
TaJUTHYECKOTo Helne(opMUPOBAaHHOTO KobaIhTa ¢ =
4.089A. Tlocne omxura npu Temneparype T =200°C
HaOII01aeTCsl 3aMETHOE yMEHbBILIEHHE TapaMeTpa C.
YMeHbIIEHHE ¢ KOpPPETUpyeT C yMEHbIIEHHEM
napamerpa @ u o0beMa >IeMEHTapHOW sueiiku V
(puc.4). DTH pe3ynabTaThl TOATBEPIKIAIOT HAITH
NPEANONIOKEHHS O TOM, YTO MpPH TeMIeparype
T~200°C HauMHAIOTCA aKTHBHBIE IIPOLIECCHI PeIlaK-
callMi, KOTOPbIE MPHBOJSAT K CHUIKEHUIO KOHICH-
Tpauun JedekToB pemeTkd. CKauoK Ha 3aBUCH-
Mmoctsx ¢(T) u V(T) npu T~350°C cBsA3aH ¢ Ha4aIOM
npolecca pekpucraumzanui. 1160 oTHocuTenpHOe
U3MeHeHue 00beMa TIoclie BO3BpaTa COCTaBIIsIeT

AV/V =0.20%, a mapameTpoB pemietku Aa/a =
=0.12% u Ac/c = 0.04%

Jns noaTBepKAeHUS HAUMX NPEANIOI0KEHUHN O
cradbmipHOCTH ['TIY m 'K a3 HK xobamsTa HaMu
ObTa M3ydeHa 3aBUCHMOCTH OTHOIIEHWS Tapa-
METPOB C/a OT TeMIepaTypsl oTxkura (puc. 5). s
He oroxokenHoro HK  kobampra oTHOmIEHUE
¢/a=1.621, 4TO 3aMETHO MEHBIIE 3HAYEHHUS DTOrO
nmapaMeTpa IS KpyHTHOKPUCTAJUIMYECKOTO Heme-
(hopmupoBaHHOTO K0banmbTa (c/a)xxk=1.632 u Teope-
TUYECKOTO 3HAYCHHSI 3TOTO napaMerpa
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(c/a)r=1.633, cooTBeTcTByIOIIEr0 Hamboyee CTa-
owibHOMYy coctosiHuio ['TIY crpykrypel. Creno-
BarenbHO, ['TIY ¢daza HK kobanbTa, mosmy4eHHOTO
WIIA xpyuernem, Menee ctabmibHa, yeMm ['T1Y daza
KPYMHOKPHUCTAIUTUYECKOTO  HEIe(hOPMUPOBAHHOTO

a4
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\ \ \
0 200 400 600

koOanmbTa. C TOBBIIEHHEM TeMIIEpaTyphl OTKUTA
s HK kobGanmbTa oTHOIICHHE TapaMeTpoB (c/a)
pactet 1o 3HaueHus (c/a)=1.6233. CnenoBarenbHoO,
I'TIY ¢a3a HK kobanbpTa ¢ mMOBBIIIEHHEM TeMIIepa-
TYpBI OT)KUTA CTAHOBUTCS 00JIee CTaOMIBHOM.
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Pucynok 3 — 3aBucumocts mapameTpos pemerku a v ¢ HK kobanbra ot Temneparypsl oTxxura

Hnsa uneansupix I'TTY u 'K ctpykTyp miot-
HOCTH YIaKOBKH OJIMHAKOBBI M SHEPTUU KpHUCTallIa
ommsku. B Toxke Bpemsa mis HK kobambra, momy-
yeHHOro HUIIJ[ kpydeHueM, MIOTHOCTb YIIAKOBKU
HUXKe, ueM Juist uneansHoit T'TIY ctpykrypsl. 11o3-
toMmy B HK kobasnbre 10omKHA peann3oBaThCs Ham-
Oonee mnotHoymakoBanHas I'LIK cTpykrypa c
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Pucynok 4 — 3aBucuMOCTh 00BEMa SJIEMEHTAPHOU STUCHKU

HK kobanbTa OT TEMIEpaTyphl OTKHUTa
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MeHbIel sHeprueit kpucramia. [Ipu omxure HK
KobOanbTa IUIOTHOCTh Je(EKTOB B MaTepHale CHH-
JKaeTcs, a INIOTHOCTh YIaKOBKHM CTPEMUTCSA K ILIOT-
Hoctu uaeansHol I'TIY cTpykTyphl. DTO MpUBOAUT
K CHIKeHUIo ympyroil sHepruu ['TIY pemerku,
6marogaps uemy nepexon I'LIK crpykrypsr B I'TIY
CTPYKTYpY CTaHOBHTCS O0Jiee BEPOSITHBIM.

c/a
1626 —

1624 — , N
1622 — —

1.620 —

1.618
0 200 400 600

T,°C

Pucynok 5 — 3aBucumocts otHomenus ¢/a HK xobanbsra ot
TeMIIepaTypbl OTXKUTA
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3akiaouenue

[lo nmaHHBIM 3JEKTPOHHO-MHKPOCKOIMUYECKUX
uccinenoannii B HK kobanere, momyaennom WITJ]
Kpy4eHHEM, pa3Mepbl KPHUCTAJUINTOB HE IIPEBBI-
maroT 25+50 uMm. Ecnu Hu3koTemmnepaTypHBIN OT-
xkur HK kobGambta n0 ~300°C compoBoxmaeTcs
BO3BpaToM, TO OTXHT BhIlie 300°C mMpUBOIUT K PEK-
puctamunzanuu ero crpykrypbl. HK ko6ansT, momy-
yeHHbld UIIJ] xpyueHuem, mocjie HarpeBa BBbILIE
TemIreparypsl (a30BOro Iepexofa U OXJIAKICHUS
HUKE ITOM TeMIEpaTyphl COXPaHIET BHICOKOTEMIIE-
patypuyto I'LIK ctpykTypy, uemy npenstctByer HK
CTpyKTypa kKobanbTa, moyderHas U1/, Mexanuzm
3anepkkn ['TIK-T'TTY mepexoma MokeT OBITh CBS3aH
C H3MCHEHWSIMH pa3MepoB M  HaNpPKEHHBIM
COCTOSIHUEM KpHUCTAIIUTOB. lIpu muractuyeckoi

JneopMaiy pasMepbl KpUCTAJUIUTOB YMEHBIIAIOT-
csl, B pe3yibTaTe B 00beMe KPUCTALIMYECKOH pe-
IIETKH BO3HHUKAIOT CHIIbHBIE MCKAXXEHHS, KOTOpHIE
MOTYT OBITH BBI3BaHbl BO3SHHMKAIOLUIMMHU B PE3YJIb-
tare MUIIJ] nucimokarmusMu W TOYCUHBIMH Jcdek-
tamu [25]. Kpome Toro, mpu I1iacTHUECKOU
nedopmaruu ['TIY kobanbra wW3-3a HMCKKEHHIMA
KPUCTAJUTMYECKOW PEIIETKH IJIOTHOCTh YIAaKOBKH
CHIIKAETCS [0 CPABHEHUIO C IUIOTHOCTBIO YIIAKOBKU
uneanbHor T'TIY CTpPyKTypbl, 4YTO MPUBOJUT K
MOBBIIIEHUIO  YIIPYTOM  DHEPrMM  KpUCTaja.
BcenenctBre oMHaKOBOCTH TNIOTHOCTH YIIAKOBOK H
6mu3octu sHepruit 6e3nedexrrnoit pemerku I'TIY u
'K kobanbra, sHeprus peumerku [TIY kobanbra,
noasepraytoro UIIJ{ kpydeHHo, MOXKET 0Ka3aThCsl
Bhime dHeprun pemetk 'K kobanbTa, 4To MoXKeT
ObITh npuunHoi 3aaepxkku ['LIK-T'TIY nepexona.
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