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IIpencraBieHbl pe3ysibTaThl HUCCIICHOBAHUS JOMCHHOIH CTPYKTYpbl KPHUCTQJUIOB TUTaHaTa Oapusi B LIMPOKOM
TeMIIepaTypHOM HHTepBasie, BKmovas To9Ky Kiopu (Tc), HOSPU3aIOHHO-ONTHYECKAM METOIOM B OTPaXKCHHOM
CBeTE M C IIOMOIUBIO CHJIOBOM MHKPOCKOIMH IIbe303JIEKTPHYECKOro OTKJMKA. [lokasaHo, 4To B mpolecce
[MKJIMYECKOTO HarpeBaHUsl KPHCTaIa BBINIC Ic U IOC/ICOYIOIIECTO OXJIAKICHHUS B CETHETORJICKTPHYECKYIO (asy
obpasyeTcsi HOBast a-C JIOMEHHas CTpykTypa. OOcCyxaaeTcsi pojib HECKOMIICHCHPOBAHHBIX 3apsiOB, BOSHUKAIOLIMX
npu ($a3oBOM Iepexoie Ha MOBEPXHOCTU KPHCTAUIA U MX BJIMSHUME Ha (OPMHUPOBAHHE JOMEHHOI CTPYKTYpHl B

IIPOLECCCE OXJIAKICHUSA.
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1. BBepeHune

Pesynbratel uccnenoBanuil moMeHHO# cTpykTypsl (C)
MOHOKpHCTaJIoB THTaHata Oapusi (BaTiO3) orpaxkeHsl
B MHOTOYHCJICHHBIX MyOJIMKausaX W o00OImeHB B psize
moHorpaduwmii, Hanpumep, [1,2]. Haubonee pacmpocTpaHeH-
HbIM MeToioM Habmonenns [{C sBJsieTcs moJsipu3anioHHO-
ONITHYECKH Hepaspymaronmii Meron. OTHAKO ¢ MOMEHTa
HOSIBJICHHSI CKAaHUPYIOIIEeH 30H10BO# Mukpockomu (C3M),
paboTtaromeil B pexxume KesbBHH MOIBI M CHJIOBOH MHUK-
pockormn mbe300TkimKa (CMII), cTano BO3MOMKHBIM Ha-
OJIIOZicHAE TOMEHHOW CTPYKTYPBl CErHETO3JICKTPUYCCKUX
MaTepuaioB B HaHOpPa3MEpHOM 00JIacTH, B TOM 4YHCJIC B
IMIMPOKOM TemmeparypHoM wuHTepBaie [3-5]. Lenbio Ha-
cTosimell paboThl ABJATIOCH HabmoneHue spomouyu [IC B
kpuctajiax BaTiO3; B mpouecce u3MeHeHUs TeMIlepaTypbl,
B TOM 4HCJic B paiioHe ¢asosoro mepexona (Tc = 120°C),
rae, 0 MHCHHIO aBTOPOB PabOTHI [6] MOXKET CyIECTBOBAThH
MeTacTabUJIbHOE COCTOSHHE.

2. O6beKkTbl 1 MeTOAbI UCCNneaoBaHMNA

Kpucramner BaTiOs;, Bolpamenssie MeTtonoMm Pemeit-
KU, TpPEICTaBIAIOT CO0OH TOHKHME IUIACTHHBI TOJIIUHON
200—400 um u mromamsio 0.6—1 cm?. Vccienobanus 3Bo-
JIOLMY TOMEHHOHM CTPYKTYPHI BEIITOJIHEHH I10JI1pU3alliOHHO-
ONTUYECKUM METOIOM C IOMOIIbI0 MUKpockorna Neophot-30
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B OTpPaXGHHOM CBeTe B MHTepBaje TemmepaTyp or 20
1o 125°C (ckopocts ns3menenus temmneparypsl 0.3°C/min),
a Ttawke Ha C3M MFP-3D™ Stand Alone (Asylum
Research, CIIIA), uMeromeM CTOJNIMK C [HANa30HOM H3-
MeHeHHs1 Temmeparyp oT 23 mo 300°C (crabwimsarms
temmepatypsl coctapisiia 0.05°C). [pu ckaHUpOBaHWUY HC-
TI0JIb30BAIINCH KaHTMiIeBepsl Mapku Asyelec-01. Ha manroM
npubope MpOBEICHBI IIUKJIBI HarpeBa M OXJIAXKICHHsT 00pa3-
noB kpuctasia BaTiOs co ckopocteio ~ 2°C/min, mpeono-
JieBarolme Temreparypy ¢dasosoro nepexona (Tc = 120°C).
3aMeTuM, YTO BO BpeMsl TEMIICPaTypHBIX HCCIJICIOBAHHIA
MetogoM CMII ckaHHpOBaHHE OCYIIECTBIISIIOCH Ha OTHOM
U TOM JK€ Y4YacTKe HCCieqyeMoro obpasla ¢ TOYHOCTBIO
NO3UIIMOHUPOBaHKA £ 5 um.

3. Tlony4eHHble pe3ynbTaThbl
n nx obecyxpeHune

Ha puc. 1, a, b npencrasiieHbl H300paeHUs1 IOBEPXHOCTU
U JIOMEHHOi CTPYKTYPBI (CHIHAJ MbE303IEKTPUYECKOTO OT-
kmka) kpucrawia BaTiOs; B ucxomsoM cocrostauu. JJomen-
Has CTPYKTypa B TeTparoHaJbHOH (a3e KpUcTalaa Ipemn-
CTaBJICHA a- U C-IOMCHaMH (OTHOTOHHBIC TEMHBIC U CBETJIBIC
MOJIOCH! Ha CUTHAJIC MbE303JIEKTPUYECKOro OTKIIMKa). [Tocie
HarpeBaHus oOpasua Bblle TeMIepaTyphl (a3oBoro mepe-
xoma (T = 130°C) Tomorpadmsi MOBEPXHOCTH H3MEHSICTCS
(puc. 1,¢) m HabmomaeTcsi 3HAYATEILHOE YMEHBIICHUC
curHasnia npesooTkimka (puc. 1,d). Ilpu mnociemnyomem
oxnaxknennn kpucrawia BaTiOs mo T = 40°C pemped mo-
BEPXHOCTH OTJINYAETCsT OT MEPBOHAYATIBLHOrO (HabomaeTcst
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W3obpaxenus: Tomorpadguu (a) M DOMeHHOH cTpPyKTyphl (b) mcxomHoro obpasua BaTiOs, Tomorpadus (c) m HOMeHHas

crpykrypa (d) obpasua npu 130°C, Tonorpadust (e) u gomensHas cTpykrypa (f) obpasua mocie oxnaxaerus xo 40°C.

,10BopoT* Ha 90°, puc. 1,¢). [loMeHHas1 CTPyKTypa TaKKe
MIPETEPIIEBAaCT M3MCHEHHUS: a-IOMEHBl OPHECHTHPYIOTCS TION
yriaom 90° K HCXOmHBIM, a TaKKe HPOHUCXOMUT IJI00ab-
Has TpaHC(QOpMAIUs C-AOMEHOB, NPEACTaBJIAIOIINX COOOMU
CJIOJKHYIO CETHETORJIEKTPUYECKYIO CyOcTpyKTYpy (pHc. 1,f).
Bo3MoxHOI TPHUYUHON M3MEHEHHsI peiibeda MOBEPXHOCTH
SBJIIETCS] PE3YJIbTAaT BO3ACUCTBHS MEXaHWYCCKUX HAIpsKe-
Huii B kpuctasuie BaTiO3, BBUy ero cerHeToa1acTUIecKoi
npuponbl. B cBoio odepenp, W3MEHEHHE NOMEHHOH CTPYK-
Typsl BaTiO; mpu oxjakneHMM U3 mapa- B CETHETOSJICK-
Tpu4ecKylo (a3y CBA3aHHO C TEM, 4YTO JOMECHHBIE CTEHKH
HE 3aKpeIUICHBl Ha JIe(eKTaX KPUCTAJUIMYECKOH CTPYKTY-
PHI, TIO3TOMY IPU Ka)KIOM IOCJIECAYIOIMIEM LHKIIE ,HarpeB—
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oxJakneHne“ Oymer QopmMupoBaThCca ,,HOBas® IOMEHHAs
CTPYKTypa, Kak Oy/leT IMoKa3aHO HIDKE.

Huist GoJee HETaIbHOIO HMCCIICHOBAHUS TEPMOMHIYIIPO-
BaHHOM BOJTIONMH ToMeHOB Kpuctayuia BaTiO; ckanmposa-
HHE IIPOU3BENEeHO MpU (UKCHPOBaHHON Temiieparype. [Ipu
3TOM HCCJIEI0BAJIach KaK COOCTBEHHAs!, TaK M MHAYLMPOBaH-
Hasi BHemHUM 3tekrpuaeckuM noneMm [C. C aToit menbio
IIPY KOMHATHOIl TemIlepaType NPUJIOKEHUEM Ha KaHTUJIe-
Bep C3M mnocrosHHoro HampsbxkeHuss +20V cosmaBaiach
CTPYKTypa ,,box-in-box“ (TeMHbBII W CBET/IBI KBagpaThl
Ha puc. 2,a). VI3 pucyHka BHIHO, 9YTO IO JCHCTBHEM
0JId, IPUJIOKEHHOro K KaHTuiesepy C3M, mepexioyaior-
Csl TOJIbKO C-IOMEHBI, a-IOMEHBI OCTAIOTCS HEM3MECHHBIMU.
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Puc. 3. Bun moMeHHOiT CTpYKTYpHI TTociie Broporo mkiia Harpesa 1o 130°C u oxmaxaenust 1o 80°C (a), mocie TpeTbero IMKJIa HarpeBa
mo 150°C u oxmaxgenust 1o 26°C (b), mocie oxyaxaenus 1o —16°C u Harpesa o 26°C (c).
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25 um

Puc. 4. Buneokanpsl TepMOMHIYLIMPOBAHHBIX U3MEHEHHII TOMEHHOI CTPYKTyphl kprctauta BaTiOs; npu 20°C (a), 118°C (b), 119°C (c),

122°C (d).

B niponiecce HarpeBanus kpuctaywia io T = 80°C 3amMeTHBIX
W3MEHEHUI Ha IIOBEPXHOCTH U [JOMEHHOU CTPYKType HE
Habmomaetrca. Ilpm Temmeparype 100°C HeGosipmme c-
IOMEHbl HauMHAIOT HcYe3aTh Ha (OoHe CBETVIOIO KOHTPACTa
(puc. 2,b). Hanee mpu 110°C mosIBISIIOTCS BEPTHKAIIb-
Hbl€ I10JI0COBbIE JOMEHHEI Ha ()OHE CUrHajla Ibe30O0TKJIUKA
(puc. 2,c), mpencraBicHHBe paHee Ha puc. 1,b. Ito
CBHZICTEIbCTBYET O TOM, 4TO oOpasell ,,BCHOMHIJI® CBOIO
HCXOIHYIO JOMEHHYIO CTPYKTYpYy. Bo3aMoxxHO, uTO nogoOHast
IepecTpoiiKa JOMEHHOI CTPYKTYPHI CBA3aHa C IPOSABJICHUEM
MeTacTabmibHOI (asel, ommcanuoit B [6]. Ilpu T = 130°C
CHOBa MOSIBIIAETCA CJ1a0blii KOHTPAacT Ha CHUTHaje Ibe30-
orkmka (puc. 2,d). IpuurHa, mo KOTOpoi HabOmAeTCs
CHTHAJI IbE303JICKTPUIECKOr0 OTKJIMKA BBHINE Ic, MOXET
CKpBIBaTbCA B Je()EKTHOCTH KPUCTAIIIA, a TAKKEe B TOM, UTO
Mmetron CMII peructpupyer cursaji ¢ IpPUIOBEPXHOCTHOTO
cjos1 obpasma, obtamatomero 0ojee HU3KOH TeMIlepaTypoii.

[Mocnenyromee oxnaxaenue odpasua no T = 80°C npu-
BOAUAT K IIOfIBJICHAIO HOBOW [IOMEHHOHA CTPYKTYpBL Ha-
OyofaeTcsl ymupeHue U yBeJIMYeHHE 4UCJa a-IOMEHOB U
9BOJIIOLMOHUPOBAHUE C-TOMEHOB (pHC. 3,a). 3amMeTuM, 49TO
HpeIBapUTESIbHO 3aMoJIApH30BaHHas 00J1acTh He OKa3bIBaeT
BJIMSHASL Ha (POpMHUpPOBaHWE TOMEHHOU CTPYKTYpHI, 0Opa-
3ylolleics NMpU OXJIaXAEHUH oOpasla U3 Iapa- B CErHe-
To3JIeKTpruueckyo (asy. IIpu moBTOpHOM ero HarpeBaHUH
no 150°C u mocnenyromiem oxnaxuennn 1o 26°C (puc. 3, b)
CYIIECTBEHHbBIC M3MCHEHHS MTPETEPIICBAIOT JIUIIb C-TOMCHBL
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UsBectHo, uro BaTiO; mmMeer Taxke M HU3KOTEMIlepa-
TypHbI (asoBeii mepexon mpu T ~ 5°C [1,2]. B cBssu
¢ oTIM oOpaser Obl1 oxyaxkpeH 10 —16°C m Harper no
KOMHATHOH Temmeparypbl. B pesynbpraTe 3TOro 3xcmepu-
MEHTa YCTAHOBJICHO, YTO JOMEHHas CTPYKTypa U B 3TOM
ciIydae TpHoOpeTaeT HOBBIH BUI: KOJIMYECTBO a-TOMEHOB
yBemuuBaeTcs Oojiee yeM B 2 pasa, a C-IOMEHbl CTAaHOBATCS
Gosee kpynHbIMHE (pHC. 3, C).

Ha puc. 4 mpencraBiieHpl BHICOKaAPBl TEPMOMH/TYIIH-
POBaHHBIX M3MEHEHMII JOMEHHOH CTPYKTYpbl KpHCTalla
BaTiO3; B mporecce ero HarpeBaHmus, MOJIyYCHHEIE B OTpa-
KCHHOM TIOJIIPU30BaHHOM CBETE C ITOMOIIBIO MHUKPOCKOIIA
Neophot-30. Kak u B ciydae CMII-uamepenuii, ncxonHas
JIOMEHHasi CTpyKTypa Kpuctayiia npu 1 = 20°C mpexncras-
JieHa a- M c-ioMeHamu (puc. 4,a): c-TOMeHHble obiacTu
BBHITJISIAAT TEMHBIMH TpPH BPAaIleHAH CTOJIMKA MHKPOCKO-
ma Ha 360°, a-mToMeHHble 00JIACTM HMMEIOT BHJ CBETJIBIX
nosioc. [loBeimenne temneparypel g0 T = 118°C mnpuso-
IWUT K CYIIECTBEHHOMY YMEHBIICHHIO C-IOMEHHOH 00JacTh
(puc. 4,b). Ilpu pajnbHEHNIEM HATPEBAHUM ITPOUCXOIHT
IUTaBHasl TpaHc(opMalysl JOMEHHON CTPYKTYpbl, U HaYMHA-
er ¢opmuposatbes cetka Popcebepra (puc. 4,c¢), KoTopas
ABJIICTCS PE3yIbTaTOM MHTep(hEepeHINH JAMUHAPHBIX T'PYIIIT
JIOMEHOB, TepeceKaloIuxcsi BHyTpH obpasma. [Ipu Temme-
patype 122°C BosHukaer ¢pasoBas rpanuna (puc. 4,d), a
GoJtee BBICOKHE TEMITEPATYPBl COOTBETCTBYIOT apa’JieKTPH-
YEeCKOMy COCTOSIHMIO KpHCTa/Ia. B mporecce oxmaxkneHus
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obpasna kaptuael m3MeHeHus [{C BaTiOs; mosropsioTcs
B oOpaTHOM Hopsake. JlaHHBIE pe3ysbTaThl COIJIACYIOTCS
C paHee MOJyYEHHBIMH B IPOXOISALIEM MOJSPU30BAHHOM
ceere [7].

DBOJIIOIMIO TEPMOWHIYLIUPOBAHHON TOMEHHOM CTPYKTY-
pol B kpuctayurax BaTiOsz MOXHO OOBSACHUTH CIIEMyIOIINM
obpasom. Korna tremnepatypa obpasua yBeJnuuBaeTcsl, BO3-
HUKaeT OeNoyApu3ylolnee Moje, CO3IaHHOE HECKOMIICHCHU-
POBAaHHBIMU 3apsilaMd Ha HOBEpXHOCTH oOpasua. BOsmsu
TeMIlepaTypsl (a3oBoro mepexoia ACHOJSIPU3YIONMEe OJIe
nepepacnperessieTcsi TakKuM 00pa3oM, 9T0 00BbEMHOE II0JIe
KPHCTaJUIa YMCHBIIACTCS BCJICACTBHAE PE3KOr0 YBEINYCHUS
OTHOCHUTEJIBHON [IM3JICKTPUYECKON HpoHHLaeMocTd. B To
’Ke BpeMs II0jie IOBEPXHOCTHOTO CJIOSl YBEJIMYMBACTCH,
TaK KaK OTHOCHTEJIbHAsI JUAJICKTPUYECKasi MPOHMLIAEMOCTD
MOBEPXHOCTHOTO CJIOSI HE 3aBHCHT OT TEMIIePATyphbl, a
IUTIOTHOCTh HECKOMIICHCUPOBaHHBIX 3apSI0B YBEIMYMBACTCS
1o Mepe npudmkenus K Touke Kiopu. ITpu Takux ycioBusax
u GopMupyeTcs HOBas a-C-IOMEHHAs CTPYKTypa.

4. BbiBOAbI

Metonom CMII ycranoBieno, uro B kpucrauiax BaTiOs
B IIpolleccax LUKIMYECKOrO HarpeBa—OXJIAKIEHHS, BKJIO-
YaloIUX Temreparypy (a3oBoro mnepexona, MPOUCXOTUT
HEKOHTPOJIMPYEMOE H3MEHEHHE [OMEHHOU CTpPYKTYpHI, B
TOM 4YHCJIC TOSIBJICHWE B C-TOMEHHOH OOJIACTH CIIOKHOM
CETHEeTORJICKTpUIecKoil cyOcTpykTyphl. [lokasano, 4ro Ha-
JIMYAE WHAYIMPOBAHHOW BHEUTHMM 3JICKTPUYECKMM IOJIEM
IOMEHHOH CTPYKTYpBl Ha HCCJIEIyeMOM yd4acTke oOpasla,
KoTopasi ObUIa co3faHa Mepey MOBTOPHBIM LIMKJIOM Harpesa
W OXJIAXICHWS, HE OKa3plBacT BJIMSHUS Ha (opmupoBa-
HUE COBEPILIECHHO HOBOM TEPMOMHAYLUPOBAHHON HOMEHHOMI
CTPYKTYpHL. JlaHHBIEC TOIAPU3aIMOHHO-ONTHIECKIX UCCIIEIO-
BaHMii coryacyiorcs ¢ pesynbratamu CMII-merona.
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