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Cnmcok cokpameHui

HTC — IlupkoHaT-TUTaHAT CBUHIIA

TBC — TuTanat 6apus - CTPOHIIUS

BFO — BiFeO;

Py — mupoxJiop

Pe — nepoBcKUT

3V — 3anoMuHaIlee yCTporucTBO

C3Y — cerHeTosnekTpuIecKoe 3allOMUHAIOIIEE YCTPOHCTBO

M3V — MarHuTHOE 3alIOMHHAIOLIEE YCTPOMCTBO

M35 — MarHuTO3IEKTPUUECKUI 3P PeKT

I'MC — ruranTcko€ MarHeToCONpPOTUBIICHUE

KMOII — koMIuieMeHTapHBIN METaI OKCUAHBIN TOIYITPOBOAHUK

MOMC — MUKpPO 3JIEKTPOMEXAHUUYECKAS] CHCTEMA

FeRAM, FRAM - ferroelectric random access memory — cerHeTo3JIeKTPHUECKOe
3aIIOMHUHAIOIIEE YCTPOUCTBO C IPOU3BOJIBHON BBIOOPKOM

DRAM - dynamic random access memory — auHaMH4ecKas TMaMsAThb C
MPOU3BOJIbHOW BBIOOPKOM

MRAM — magnetoresistive random access memory — MarHUTOPE3UCTHBHAs
NaMATh C TPOU3BOJILHON BHIOOPKO

NC — unTerpanbHas cxema

M35 — MarHuTo3NIeKTpUIeCcKuil 3P et

JIN — na3epHOE U3ITydYEHUE
CVD - chemical vapor deposition — xuMudeckoe ocaxaeHHe U3 Tra30Boi (a3bl

ALD — Atomic layer deposition — meToa MOJIEKYJIIPHOT'O HacJIanBaHUs

OM — 3eKTpOHHAsE MUKPOCKOIIHS
[I9M — npocBeunBaroas MEKTPOHHAS MUKPOCKOIUS
BPOM — BricOoKkOpa3zpemiaronas 3JIeKTPOHHAsT MUKPOCKOIHS

AIIDOM — aHanuTHYecKas MPOCBEUMBAIOIIAs SJIEKTPOHHAS MUKPOCKOIIUS



STEM — Scanning transmission electron microscopy - [TP3M — npocBeuunBatoiie-
pacTpoBas JIEKTPOHHASA MUKPOCKOIIUS

CII — cBeTnonoasHOE (M300paxeHne)

TII - TemHOMNOJIBHOE (M300paKEHUE)

EELS — Electron energy loss spectroscopy

CXIID3 — cneKTpocKonus XapaKTepUCTUUECKUX TOTEPh SHEPTUU JIEKTPOHOB

HAADF — high-angle annular dark-field

EDX — Energy Dispersive X-Ray

O/IA — 3HEeproIucrepCUOHHbIN aHaIN3

AR — aspect rate

ULSI — Ultra-Large Scale Integration

P®A — pentrenogazoBblii aHAIN3

PCMA — peHTreHOCIEKTPAJIbHBI MUKPOAHAIN3
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Bsenenne

Pa3zBuTte (yHKIMOHATBHON HAaHO- W MHUKPOSJICKTPOHHUKHM TECHO CBSI3aHO C
pelieHreM psija 3anad B oOnacTh  (PU3MKKM  MaTepUajOBENEHUS, TEXHOJOTUU U
OPUHLUIIOB 00paboTku wuHpopManuu. B mocnegHue Troapl BO3POC HMHTEpEC K
UCCJIENOBAHUIO  HAHOCTPYKTYPUPOBAHHBIX  TOHKHUX  IOJMKPUCTAUIMYECKHX U
AMUTAKCUAIIBHBIX IIEHOK (CErHETOANIEKTPUKOB, (PEPPOMArHETUKOB, MYIbTU(PEPPOUKOB
U 7ap.). JIeHCTBUTENBHO, WCIHOJB30BAHUE MATEPHAIIOB B  MHUKPOAJIEKTPOHUKE
OIPENENSIETCS B 3HAYUTEIBHONM MEPE YPOBHEM TEXHOJIOTMM CO3/IaHUS UX B IUNIEHOYHOM
Buje. OTauune CBOMCTB IUIEHOYHBIX MaTEpHaiOB OT MAcCCHUBHBIX OOpaslioB MOKHO
CBA3aTh C TpPEMs OCHOBHBIMHU (pakTOpaMu: pasmMepHbIMU 3(PeKTaMu, IMIOTHOCTHIO
CTPYKTYPHBIX J1€(E€KTOB M XapaKTEpPOB B3aWMOJAEWUCTBUSA IUIEHKH C MOAJOXKKOH. Tak
WCIIOJIb30BAHUE CETHETODJIEKTPUUECKUX IUIEHOK B KA4ECTBE AKTUBHOIO JJIEMEHTA B
AJIEKTPOHHBIX YCTPOMCTBAX OOYCJIOBWJIO MOSIBJICHHE IIEJIOTO KOMILIEKCa MpodieMm,
KOTOpBIE MOKHO OOBEUHUTH 110/ OOLIUM Ha3BaHUEM «IUIEHOYHOE MAaTEpHAJIOBEACHUE
CJIOKHBIX OKCHZIOBY.

Coznanune unrerpaibibix cxeM (MC) ¢ cyOMUKpPOHHBIMU pa3MepaMu 3JEMEHTOB
B JIECATKM HAaHOMETPOB HEM30EKHO TpeOyeT BOBJICUECHHSI B MUKPO- U HAHODJIEKTPOHUKY
HE TOJIbKO HOBBIX MaTepHalioB, HO U HCIOJB30BaHUS OOOpYIOBaHUS, CIIOCOOHOTO
BU3YaJIM3UPOBATh CTPYKTYPHBIE N3MEHEHHSI HA aTOMHOM YPOBHE WJIH KOHTPOJIMPOBATh
napametrpel MIC Ha cragum wusroroBieHusd. Cedyac CHUCTEMBI Il KOMIUIEKCHOTO
UCCIIEIOBaHMSI CTPYKTYpbl M XMMHMUYECKOTO COCTaBa TOHKUX CJIOEB U OOBEKTOB
HAaHOPA3MEPHOW BEJIIMYHHBI, B IEPBYIO OUYEPEb, IIEKTPOHHBIE MUKPOCKOIIBI, SIBIITFOTCS
HEOOXOJAMMBIMH MHCTPYMEHTAMU [JIsl CO3JaHUS U Pa3BUTUS COBPEMEHHON MUKpO- U
HAHORJIGKTpOHUKU. braromapss camoit ¢u3nUeckoil MNpUPOJE HAHOCTPYKTYPHBIX
O00BEKTOB, KOTOPHIE OJHOBPEMEHHO SIBJIAIOTCS M 3JEMEHTAMU HOBEHIIMX NpPHOOpPOB,
METO/bl 3JIEKTPOHHON MHMKPOCKONHMH SABIISIIOTCS KaK METOJAMU HCCIEIO0BAHMS 3TOTO
0Cc000r0 COCTOSIHUSI KOHJIEHCUPOBAHHBIX KPUCTAITMYECKUX U HEKPUCTAJUIMYECKUX (a3,
TaK ¥ METOZOM KOHTPOJIA U YIIPABJICHUS KAYE€CTBOM U3JICIIUN.

IIpy nosiyueHHH, HaNpUMEpP, CETHETOIEKTPUKOB B BHJIE IIEHOK KApAUHAIBHO

U3MEHSIOTCS CETHETORJIEKTPUYECKHUE CBOMCTBA, Takue Kak temneparypa Kiopw,



CIIOHTAaHHAsl TOJISIpU3aLUS, AUDJICKTPUYECKAs] MPOHUIIAEMOCTb. Takas 3BOJIIOIUS
CBOMCTB TO3BOJIIET PEIIUThH OCHOBHBIC MPOOIEMBI, CAEPKUBAIOIIUE HCIOIb30BaHUE
CErHeTOANEeKTpUKOB B CBU-31eKTpoHMKE — YMEHBIIUTh 3aBHUCHUMOCTb CBOMCTB
MaTepuaia OT TeMIEPaTypbl U CHU3UTH MMOTEPH U pabouee HANPsHKCHHE.

OnHako WIMPOKOE HCIOJIb30BAaHUE HAHOPA3MEPHBIX CETHETORIEKTPUUECKUX
MIEHOK B YCTPOMCTBaX MaMsTH U B ynpasisieMbix CBY-ycTpoiicTBax TpeOyeT perieHus
psila BaXKHBIX 3a7]a4, K KOTOPbIM OTHOCHUTCS ONTHUMH3AlUSI KOMIIOHEHTHOTO COCTaBa,
TOJIILIMHBI, BBIOOp MaTE€pHaJIOB U TUIA CUCTEM METAJLTU3AIMK, BHICOKAs OJHOPOIHOCTh
CTPYKTYypbl M€HKHU. ToHkMe MIEHKU nupkoHata-tTutaHata cBuHua (I[TC) u TuTaHnara
oapusi-ctponnusi (TBC) sABmsitoTcsT BaKHEHIIMMM KOMIIOHEHTAMU B TEXHOJIOTHUU
CO3JIaHMsI  CETHETOYJICKTPUYECKHX  3amoMuHaromumx  ycrpoiicts  (C3Y) [1] w
CErHETOANEKTPUUECKUX MUKPO3JIeKTpoMexannueckux cucreM (MOMC).

MeTtoa XMMHUYECKOT0 OCaXICHUS U3 PACTBOPOB U, B YACTHOCTH, 30J1b-T€JIb METO/,
IIMPOKO HCIIONB3YEeTCSl B TMOCJHEAHME TOAbl JUisi (OPMHUPOBAHUS TOHKHUX CJIOEB
MHOTOKOMITOHEHTHBIX ~OKCHJOB, OOECIeUYuBasi COXPAHEHUE CTEXHMOMETPUUYECKOTO
COOTHOIIEHUSI  3JEMEHTOB W  OTHOCUTEIbHO  HHU3KOTEMIIEPATYPHBIM  PEXKUM
dbopmupoBaHusi OKCUAHBIX (a3. 30Jb-redb METOJA MpeanojaracT H3HAYaIbHOE
HaHeceHre aMOp(HOTO CIIOs MaTepuasa, KpUCTaIU3aI|sl KOTOPOTO OCYIIECTBIISIETCS B
X0Jle TIOCNenyIouel TemrepaTypHoil o0paboTku. B CBsI3M ¢ BBICOKOW CKOPOCTHIO
nuddy3un  OTAEIBHBIX KOMIOHEHTOB TUIEHKM W CJIOEB METaUIM3allud B  XOJIE
BBICOKOTEMIIEPATYpPHOTO OTXKWTa HaOJIIogaeTcsi oOpa3oBaHUE HEXKENaTeNbHBIX (a3 B
HIDKEJIeKAIIUX CIIOSAX TeTEPOCTPYKTYphl. 3ajadeit oTxura npu (GOPMUPOBAHUU CIIOEB
SBJISIETCS JTOCTHUXKEHUE ONTUMAIBHOW KPUCTAUIMYECKOW CTPYKTYphl TUIEHKH M €€
MEKTPOPU3NIECKUX TTApaMETPOB ITPH MUHUMAIBHON TEMIIepaType TEPMOOOPaOOTKH.

B mnocnennee Bpemsi ObUIM MPENSIOKEHBI HOBBIE HETPAJAUIIMOHHBIE METOJbI
TepMoobpabotku  [2, 3], UCIIOJIb3YEMbIC JUISI KPUCTAUTU3allid  MaTepUasoB.
Coobmanoch, Hanpumep, 00 3(PGEeKTHUBHOM BO3ICHCTBHH SKCHMEPHOIO Jla3epa Ha
METAJJIOPTaHUYECKHUE KOMIMAyHAbl, B YAaCTHOCTH, Ha TMPOIECChl KPUCTAJIU3AIMU B
IEHKaxX TUTAHAaTa—IMPKOHAaTa CBHHIIA. [Ipy 3TOM TemmepaTypa KpUCTAIU3aluu Oblia

SHAYUTCIBbHO HHMIKC, YCM IIPpHU HCIOJb30BAHUU TpPaaAUIWMOHHBIX TepMOO6pa6OTOK.



OCHOBHBIM TPEUMYIIECTBOM JIa3€pPHON TEPMOOOPAOOTKH SBISIETCS BO3MOXKHOCTH
CEJIEKTUBHOTO OT)KUTA OTAEIBHBIX CIIOEB MHOTOCIOMHON KOMIO3HMIIMU MyTEM Moadopa
COOTBETCTBYIOIIEH JUIMHBI BOJIHBI M3JYyYEHHUS, YTO HEJAOCTHUKUMO IPHU TPATULIUOHHOU
TepmooOpadoTke. Takum 00pa3oM, Ja3epHBIA OTKUT MOKET OKa3biBaTh A((HEKTUBHOE U
MOIIIHOE BO3JICMCTBUE HA MPOILIECCHl KPUCTAUIM3AIMA MHOTOCIOMHBIX KOMITO3UIIMM Ha
OCHOBE CETHETORJIGKTPUYECKHX IUIEHOK. BrusHue Takoro pojaa OTXUTa Ha
KPUCTAITU3AIUIO TUIEHOK MPAKTHUECKH HE U3YyUEHO.

Crpykrypa mi€HOK Fegy.78Zr1gNig.12, TOJYyUYEHHBIX METOJAOM MAarHETPOHHOIO
HambUIeHUs, (GopMupyercss mnpu omkure. Da3oBO-CTPYKTYpHOE COCTOSHHE TaKUX
TUIEHOK 3aBHUCUT OT YCIIOBUI HamNbUICHUS (PHEPreTHUECKHE MapaMeTpbl MarHETpOHa,
TEeMIEepaTypa MOJI0KKHU, PACCTOSHUE OT MUILEHU 10 MOJAJIOKKH, BPEMs PacHbUICHUS U
pSA IPYTUX) U BIUAET HA CTPYKTYPY, (GOPMHUPYIOMIYIOCS MPHU MOCIEAYIONEM OTKUTE,
OIpeneNsisi TEM CaMblM MarHUTHbBIE CBOMCTBAa IUIEHOYHOrO marepuana. B 31oil cBs3u,
U3y4YEHUE BIUSHUS YCJIOBHM HambUIEHUs Ha (OPMUPYIOLIYIOCS CTPYKTypy H €€
IBOJIIOLIMIO TPH  TOCHEAYIOIMIEeM OTXKWTE, TMO3BOJISIET TONydaTh JaHHBIE IS
LIEJICHAIIPABJICHHOTO YIPABJICHUSI IPOLECCOM HANbUIEHUS W MOJYYEHHUs IJIEHOYHOTO
MaTepuaa ¢ 3aaanHoi crpykrypoid. s miénok Cr, Cu, Ti mokas3aHo, 4To B mporecce
MarHeTpOHHOTO HambUICHUs] TeMIlepaTypa MOBEPXHOCTHOTO CJOSl 3HAUMTEIBHO BbILIE
(7a cotnm rpamycoB Llenbcus, Bmiote 10 300°C), yeM TeMmreparypa MOJIJIOKKHA. ITO
MPUBOJIUT K BOBHUKHOBEHUIO TPAIMCHTA TEMIIEPATYPhI B TIOTIEPEYHOM CEUCHUH TUIEHKH,
U MOXET MPHUBOJIUTh K CYIIECTBEHHBIM pA3JIMYUSIM B CTPYKTYpe IUIEHOK pa3HOU
TONIIMHBI M Jake K (OPMUPOBAHUIO PANUYHBIX MO (PA30BOMY COCTaBy CIIOEB B
IEHKaXx € MaJbIM TEMIIEpAaTypHbIM TpaJHueHTOM. Takum o00pa3oM, (a30BO-
CTPYKTYPHOE COCTOSIHME IUIEHOK IOCJE HANbUICHHUS C PA3JIUYHBIM TEMIIEpaTypHbIM
TPaNeHTOM JIOJDKHO pa3nuyaThes. VcciemoBaHus BIMSHUS TOJIIIWHBI MAaTHUTOMSTKHAX
IUIEHOK, TOJYYEHHBIX MAarHeTpOHHBIM HamblUIEHHEM, Ha ()a30BO-CTPYKTYpHOE
COCTOSIHHE SIBJISIETCS Ba)KHBIM 3TallOM HMCCIEAOBAHUN TaKUX MaTepUasoB, MOCKOJIBKY
MarHUTHBIE CBOWCTBA, KAaK HW3BECTHO, YPE3BBIYAHO YYBCTBUTEIBHBI K MAaJICHIIINM

VU3MEHEHUSIM CTPYKTYPBL.



OKCIEpUMEHTAIbHBIE JJaHHbIC, HAKOIUICHHBIE C MOMEHTA IOJIYYEHHUs TMEPBBIX
MYJIBTH(PEPPOUKOB - KPUCTAITMICCKUX TBEPIBIX TEJ, B KOTOPBIX COCYIIECTBYIOT XOTS
Obl ABa w3 TPEX TapaMeTpoOB TOPSJAKA: MAarHUTHOTO, JJICKTPUYECKOTO HWIIU
nehOpMaIMOHHOTO, TIO3BOJIIIIM CO3/IaTh MaTepHallbl, OO0JIaaloImue B OOBIYHBIX
YCIIOBUSIX CHUJIBHBIMU MarHUTORJIEKTpUUeCKuMHU cBoiicTBamMu. @epput BucmyTta BiFeOj
(BFO)  sBmgercs  mpakTMYECKW  €IWHCTBEHHBIM  MaTepuajioM, Kak ¢
CETHETOAJICKTPUYECKUM, TaK M C AHTH(PEPPOMATHUTHBIM YIOPSIOUYCHUEM YK€ TIPH
KOMHAaTHOM TEMIIEpaType, YTO OYE€Hb BAXXHO JJISI NPAKTUYECKOTO MPUMEHEHUS
MYJIbTU(HEPPOUKOB.

Hwke  Temmeparypel  cerHetodnektpuueckoro — mepexoma  (T.=1083K)
KpUCTAJUTNYECKasi CTpyKTypa MoHokpuctaia BFO omnmceiBaeTcs NMpOCTPpaHCTBEHHOU
rpynnoit R3c. PomGosapudeckas >aeMeHTapHas sueiika Ipu KOMHATHON TeMIlepaType
uMmeeT mapameTpel a=0,562 HM u b= 59,350 HM. CrHoHTaHHas MOJSIpPU3AIUS
opueHTHUpoBaHa B HampaBiaeHuud [111] mceBIoKyOMYECKOW NEPOBCKUTHOM SUCHUKHU.
AHTHdeppoMarauTHoe ynopsjpodeHue G-Tuma Bo3HUKaeT Hmke Tn=643K, Tak 4To
MarHUTHbIE ~ MOMEHTBHI HOHOB Ke€Jie3a, COXpaHsis JIOKaJbHO aHTUIAPAIIJICIBHYIO
OpUEHTAIMIO0, TTOBOPAUYMBAIOTCS MO CIUPaAId, OPUESHTUPOBAHHOW BJOJIb HAMPABJICHUS
[101], u mepuoa 3TON WIUKIOUALI COCTaBisieT 62 HM. Hamuume Takoll ITUKIOWIBI
NPUBOJUT K TOMY, YTO B CpeAHEM MO OOBEMY JIMHEHHBIA MAarHUTOXJIEKTPUUECCKUN
3¢(}eKT W CHOoHTaHHAs HAMarHUYEHHOCTh B OOBEMHBIX Marepuajax NPAKTUYECKU
PaBHBI HYJIIO.

B Hacrosiiee BpeMsi H3BECTHO HECKOJBKO CIIOCOOOB pa3pylleHus Takou
MPOCTPAHCTBEHHO-MOJYJIUPOBAHHON  CTPYKTYpBHI:  3aMEIIEHUE HOHOB  BUCMYTa
peaKO3eMEeTbHBIMU NOHAMU, TIPUJIOKEHUE CUIILHOTO MarHUTHOTO TIOJISl WJIM CO3/IJaHUE B
MaTepruare MEXAaHUYECKHUX HanpspkeHuu. llocimennuii M3 NpUBEAEHHBIX MEXAHU3MOB
MPOSIBIIIETCSI UMEHHO B TOHKOIUIEHOYHBIX MaTepHalaX W BbI3BIBAETCA BBICOKUMU
BHYTPEHHUMHU Je()OpPMAlIMOHHBIMM TIOJISIMA  M3-32 HECOOTBETCTBHUS IMapaMeTPOB
PEMETKU TUIEHKN W TIOJIJIOKKH, MPUBOISIIETO K JAedopMaIiiu dJIEMEHTAPHON SYCHKH.
OTH HampsOKEHUs] B HAHOPa3MEPHBIX IUJIEHKAX BCJIEACTBUE AJIEKTPOCTPUKIIMM MOTYT

INPpUBOAUTL K IIOABJICHHIO JOIIOJIHUTCIBHOI'O BKJIaJa B IIOJIIPHU3ALIUIO. HOBTOMy



M3MEHEHHE MEXaHMYECKUX HAMpSHKEHUN U KPUCTAIUIMYECKOW (a, CIeAOBaTEIbHO, U
JIOMEHHOW) CTPYKTYpbl B IUIEHKaX, a TakKe€ OPUEHTHUPYIOIIETO BO3ACUCTBUA
reTEPOCTPYKTYPBI MOJIIOKKHA OKA3bIBAET CHIIBHOE BIMSIHUE HA MArHUTOXJIEKTPUYECKUN
3¢ (}EKT, CETHETOAIEKTPHUECKYIO TOJISIPU3AINI0 ¥ HAMAarHUYCHHOCTh. TakuMm o0pa3om,
dbu3nueckue CBOICTBA  MHOTOCJIOWHBIX TE€TEPOCHCTEM HAa  OCHOBE  IUIEHOK
MYJIBTU(QEPPOUKOB MPAKTUYECKH IMOJHOCTBIO  OMPEACNAIOTCS  KPUCTAILUTUYECKON
CTPYKTYPOH.

B nurepatype mnpakTHyecku HET paboOT MO HU3YYEHHUIO CTPYKTYPhI IUIEHOK
MYJIBTH(PEPPOUKOB, MOTYIECHHBIX METOJOM XHMHYECKOTO OCAXKICHUS M3 pacTBOpoB. Ha
JTAHHBIT MOMEHT CYHIECTBYIOT CJICAYIOIIUE MPEMATCTBUS I YCIEITHOTO MPUMEHEHUS
MYyJIBTU(QEPPOUKOB Ha TMPAKTHKE, KOTOpPbIE HEOOXOJUMO IMPEOJIOJIETh: BBICOKHE
3HAYEHHS] TOKOB YTE€UKH, HU3KAs OCTATOYHAs MOJSAPU3ALMS, BBICOKOE KOIPIUTHUBHOE
1oJie, HErOMOT€HHasi MarHUTHas CIKWHOBasg CTPYKTypa. Hambonbpmmm mnpensarcTBuemM
ABJISIETCS TIEPBOE.

BpiCoOkMX 3HAaUY€HUN BIEKTPUUYECKON TMOJSPU3ALNN, MATHUTOIEKTPUYECKOTO
s dexTa U TMraHTCKONM MarHUTOEMKOCTU yAAJOCh HOCTUYhL B TOHKUX MIEHKax BiFeOj
3¢ CYET CWIBHBIX DSIUTAKCUAIBHBIX HANPSOKCHUH, pa3pyllIalOlX MAarHUTHOE
UKJIOUAAIbHOE yropsaoueHue. ITH 3G(EKThl OTKPHIBAIOT MIUPOKUE MEPCIEKTUBBI JIJIS
MPAKTUYECKOTO UCIIOIb30BaHUS MYJIbTU(HEPPOUKOB B yIpaBiisgieMbIx ycTpoiicTBax CBY-
JMana3oHa M 3JEMEHTaX MamsITH HOBOro mokosieHus. HemaBHO OOHapyX eHHBIM B
wi€Hkax deppuTa BUCMYTa, JOMUPOBAHHOTO KaJIbIIMEM, HOBBIA d(DeKT - yrnpaBieHue
AIEKTPUYECKUM MOJIEM CBOMCTBaMU MHBEPTUPOBAHHOTO p-n-niepexona —
CBUIETEIBCTBYET O IIMPOKUX BO3MOXKHOCTAX NPUMEHEHUS CTPYKTYp Ha OCHOBE
MIEHOK MYJTbTU()EPPOUKOB B TBEPAOTEIHLHOM IIEKTPOHUKE.

eab padoThI:

YCTaHOBJICHHE BIUSHUS OTXKUTA HA U3MEHEHHE (Pa30BO-CTPYKTYPHOTO COCTOSIHUS
dbeppoMarHuTHBIX TUIEHOK Fegy78Zr10N1g.12, MHOTOCIIOMHBIX KOMIIO3UIIMH Ha OCHOBE
IUIEHOK  CETHETOANIEKTPUKOB PbZrggTips5:03 (LITC) m  Bag:SrosTiOs; (TBC) w
MYyJIBTH(PEPPOUKOB BiFeOj3(La), MEPCIEKTUBHBIX InI: MIPUMEHECHUS B

MUKPOS3JICKTPOHHUKE.
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3agaun:

— YCTaHOBJICHWE BJIMSHUS TOJIIMHBI MarHUTOMSTKUX TIEHOK Fegy78Zr1oN1p-12,
MOJYYEHHBIX METOJOM MAarHETPOHHOTO PAaCHbUICHUS Ha MOIJIOKKAX U3 KAPOIPOUYHOTO
CTEeKJIa, Ha UX (Pa30BO-CTPYKTYpHOE COCTOSIHHE U €r0 M3MEHEHHUE MPU IMOCIETYIOIEeM
OT)KUIE;

— HUCCIIEJIOBAaHUE METOJaMHU aHAIUTUYECKOU IIEKTPOHHON MUKpockonuu (ADM)
u peHtreHodaszoBoro aHamm3a (PDA) BausHUSA W30TEPMHUYECKOTO (B HWHTEpBAjeC
temriepatyp T=550-900°C) u na3epHOro OTKHUIOB Ha MPOLECCHl KPUCTAJUIM3AIUU
wienok ITC/TBC wa mommoxkkax —Si-SiO,-TiO,-Pt, moNydeHHBIX  METOJIOM
XUMHUUYECKOTO OCAXACHUS U3 PACTBOPOB, M X TEPMUUECKYIO CTAOUIILHOCTD;

— BJIMSIHUE JIETUPOBAHMS JJAHTAHOM HA ONTHMU3AIMIO CTPYKTYPHOTO COCTOSHUS
IEHOK MynbTUudeppoukoB BiFeOs, MoaydeHHBIX METOJIOM XHMHUYECKOTO OCAXICHUS
U3 pacTBOPOB Ha motoxkKax Si-Si0,-Ti0,-Pt;

— YCTaHOBJICHUE KOPPEJSAIUU MEXAY CTPYKTYpPOU IJIEHOK M UX (PU3NYECKUMHU
CBOVCTBaMHU.

Hayuynast HoBU3HA

1. BnepBbie MeToaMu 3JIEKTPOHHOM MUKPOCKOTUU HCCIIEIOBAHBI MPOLIECCHI
KPUCTAUTU3AlM W CTPYKTYpPHbIE HM3MEHEHUs IUIEHOK PbZrggsTios,03 (LITC),
MOJYYEHHBIX METOJIOM XUMHUYECKOTO OCa)XJEHHUS W3 PacTBOpa B IIMPOKOM WHTEpBAJIC
temneparyp 550-900°C. OTu naHHBIE CONOCTABIIEHBI CO CTPYKTYPHBIMH M3MEHEHUSIMHU
mwiéHok L[TC nmocne nazepHoro omxwura.

2. BrnepBbie mpoBenéH MOAPOOHBIN 3JEKTPOHHO-MUKPOCKOMMYECKUN aHaIU3
U3MEHEHUsSI (Pa30BO-CTPYKTYPHOTO COCTOSIHUSI HAHOCTPYKTYPUPOBAHHBIX MArHUTHO-
MATKUX TUIEHOK Fegy78ZroNig1; Ha MOANOKKAaX M3 KAPOMPOUYHOTO CTEKIA H
11 Py3MOHHBIX MPOIIECCOB HAa TPaHUIIE MIIEHKA-TIOIJIOKKA.

3. BnepBoie  ompenenensl  ycnoBus — (OPMHPOBAHUS — ONTHUMAJIBHOTO
CTPYKTYPHOTO COCTOSTHUS i TEHOK MynbTudepponkoB BiFeOz(La), momydeHHBIX

METOIOM XUMHUYECKOI'0 OCAKICHHS M3 pacTBOPOB Ha moatoxkkax Si-SiO,-TiO,-Pt.
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IIpakTH4Yeckass 3HAYUMOCTH PAdOTHI

WHTerpanyss akTUBHBIX IJUAIEKTPUUECKUX MAaTepuajoB (B TOM YHCIE IUICHOK
HTC/TBC u mynbTudepporKOB) ¢ TEXHOJOTUSIMU MUKPOAJIEKTPOHHOTO MPOU3BOACTBA
OTKpbLJIa BO3MOXHOCTh CO3/IaHHUSI HOBOTO TOKOJICHHS 3JIEMEHTHOU 0a3bl COBpEMEHHOU
9JIEKTPOHUKH, OCHOBAHHOTO Ha HeJNMHEHHBIX (usmueckux 3¢ dekrax [4]. OrpomHbrii
MOTEHUHUAJI JAHHOTO HANpaBJEHUA HAIIEN OTPAXEHHWE B TOSBICHUH HOBOIO
MEXIUCIUIUIMHAPHOTO  HANpPABJICHHUS  «MHTETPUPOBAHHBIE  CETHETORIEKTPUKM»
OOBEUHSIONIETO MCCIIEIOBAHNE HOBBIX MAaTEPHAIOB, (PU3UKU CETHETORJIECKTPUUECKUX
CTPYKTYp M IPOLIECCOB MX HHTETPALMM C MOJYIPOBOJHUKOBBIMU TEXHOJOTMsMHU. B
UHIYCTPUU TAaKUE Ba)KHbIE OO0JACTH MPUMEHEHUs, NPHUBOJAIIME K KOHLEHTpalUu
3HAYUTENbHBIX ()MHAHCOBBIX M MHTEJUIEKTYalbHBIX PECYpCOB, NPUHATO HAa3bIBATH
«killer-application». OIHAaKO CErHETORJIEKTpUYECKAs] MaMATh MO YPOBHIO MHTErPALIMH
ensa nocturaet 1/1000 oT JOCTUTHYTHIX MPOMBIIIJIEHHOCTRIO TTOKazaTene. [Tpuunnoi
3TOr0 SIBWJIUCh CYLIECTBEHHbIE NPOOJIEMbl MHTErPallid HOBBIX MAaTE€pHAIOB. ITO
HaIlpaBJ€HUE OYEHb MPUBIECKATEIbHO M B BO3POXKAAIOUICHCS OTEYECTBEHHOMN
JIEKTPOHHON NPOMBIIIJIEHHOCTH, TaK KaK CEroJHs pedb MAET O IPOU3BOJCTBE CXEM,
PBIHOK KOTOpPBIX ONpPENEeNsAeTCs HEe JOCTHKEHHUEM PpEKOPAHBIX IOKa3aTeiaedl 1o
MUHUMAaJbHBIM TOMOJOTMYECKMM pa3MepaM, a COBOKYIMHOCTBIO HOYy-Xay B 00JIacTH
(GOpMUPOBAaHUS CETHETOINEKTpUYECKOro Moayiisd. [Ipuuém, ocBoeHHE 3TUX 3JIEMEHTOB
TEXHOJIOTUYECKOr0 Tpoliecca MO3BOJSIET CTPOUTh HA HMX OCHOBE ILEible JUHEHKH
pa3MyYHBIX yCTPOMCTB, B KOTOPBIX CETHETORJIEKTpUUECKUid d(hPeKT sBiseTcs
CUCTEMOOOPa3yIOUIUM — oT 3aMOMHUHAIOIINX YCTPOMCTB 10
MUKPOAJIEKTPOMEXaHUYECKUX cucteM U ycTpoiictB CBU-nmuanazona. Takum oOpaszom,
JTaHHOE HaIlpaBJCHHE MOXET CTaThb OJHUM W3 BaXHEHIIMX B 00JacTU CO3JaHUS
KOHKYPEHTOCIIOCOOHBIX ~ OTEYECTBEHHBIX IPOM3BOJACTB, a TaKXKE CTOMKHUX K
AKCTPEMAJIBLHBIM BO3ACHCTBUSAM YCTPOMCTB CIIEHNAIBHOTO HA3HAYEHUS.

Marnutomsrkue 1i€Hku cuctemsl Fe-Zr-N ¢ HaHOKOMIO3UTHOW CTPYKTYpO,
COCTOSIIIIEN W3 HaHOpa3MEpHbIX 3EpeH GdeppomarHuTHOM (a3sl Ha ocHOBe o-Fe,
JTUCTIEPCHOYITPOYHEHHON HAHOYACTUIIAMH HEMArHUTHOU TBEPI0M (a3bl ZrN, criocoOHbI

0o0ecreynuTh HEJOCTUTHYThIM Ha JAPYyrHuX IJIEHOYHBIX MaTepuaax YHHUKaJIbHBIN
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KOMIUIEKC MAarHUTHBIX U MEXaHHYECKUX CBOWCTB, TPEOYIOUIMICS Uil NMPUMEHEHUs
IJIEHOK PA3IM4YHOM TOJILIMHBI B MHMHHUATIOPHBIX YCTPOWCTBAaxX IEPCIEKTUBHOU

MUKPOI3JICKTPOHUKHU.

OcHOBHBIC HAYYHbIE M10JI0’KEHNSI, BBIHOCHMbIC HA 3aILMUTY.

1. Biusinue OTKHIa Ha ($ha30BO-CTPYKTYpHOE COCTOSIHUE
HAHOCTPYKTYPUPOBAHHBIX MAarHUTOMSITKUX TEHOK Fegy78ZroNig.1; Tommmuon 0,7 u
1,8 MKM, OJIy4EHHBIX METOJOM MAarHETPOHHOI'O PACHBUICHHUS, @ TaKXKE Ha MPOLECCHI,
MPOXOJSIIME HA TPAHULE IUIEHKA-TIOJJIOXKKA M3 KApPOMPOYHOrO CTEKJIA IO JTaHHBIM
AIEKTPOHHON MUKPOCKOIIUH.

2. Pe3ynbTaThl 3IEKTPOHHO-MHUKpOCKONUYECKMX H P®PA wuccnenoBaHuii
MPOIIECCOB KPUCTAIUIM3AIMH, (Pa30BOro cocraBa, TeKCTypooOpaszoBanus mi€¢Hok [[TC,
MOJYYCHHBIX METOJIOM XMMHYECKOTO OCKIACHHUS U3 PACTBOPOB Ha Mo yiokkax Si-SiO,-
TiO,-Pt, mocne omkura npu temneparype 550-900°C.

3. CrpyktypHble npeBpanieHus B i€Hkax L{TC (uupkoHaT-TUTaHAT CBUHLA)
u TBC (turanata Gapus—cTpoHuusa) Ha momnoxkax Si-SiO,-TiO,-Pt mocie nmasepHoro
OT>KUTa IO JAHHBIM 3JICKTPOHHOW MUKPOCKOITHH.

4, Pe3ynbTaThl 3IEKTPOHHO-MHUKpOCKONUYECKMX H P®PA wuccinenoBaHuii
MpoIIeCCOB  Kpuctaums3anuu TIEHOK  mynbTudepporkoB BiFeO; wu  BiFeOs,
JIETUPOBAHHBIX JIAHTAHOM, I[IOJYYEHHBIX METOJOM XHWMHYECKOTO OCAXKACHUS U3

pacTBOpOB, Ha MoToKKax Si-SiO,-TiO,-Pt.

AnpoOauus padoTbl

OcHOBHBIC pe3yJIbTaThl UCCIICIOBAHUN OBUIM JOJOXKEHBI 6 Ha POCCUHUCKUX U 7
MEXKTyHAPOIHBIX KOH(PEPEHITUSX:

Poccuiicknx koH(MEpeHIUIX M CUMIIO3MYyMax II0 DJIEKTPOHHOM MHUKPOCKOIUU
(Uepnoromoska, 2008, 2010, 2011, 2012), XVIII Bcepoccuiickoit koHGEPEHITNN 10
¢usuke cernerornekTpukoB: BKC — XVIII — 2008 (C. IlerepOypr), BKC-XIX-2011
(MockoBckas 0011.), X wmexayHapoaHbiii cummno3uyMm «llopsimok, Oecnopsiaok

cBoiictBa okcuaoB » (ODPO-10, PoctoB-Ha-/lony, Jloo), MexayHapoaHOW Hay4HO-
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npakTHueckol KoHpepeHMn «DyHIaMEHTalIbHbIE NPOOJIEMbl PaTUO3JIEKTPOHHOTO
npubopocTpoenus» Intermatic-2009, Intermatic-2010, Intermatic-2011, Intermatic-
2011 (Mocksa, 2009, 2010, 2011, 2012), 16th International Microscopy Congress
(IMC-16), Sapporo, Japan, 10 th Multinational Congress on Microscopy (MCM2011)
2011, Urbino, Italy.

Jlokmaz 1o pe3ysnbTaTaM paboThl ObLIT YIOCTOEH BTOPOI MIPEMUU Ha MOJIOJIEKHOM
koHkypce WMuctutyra kpucramiorpaguum wm. A.B. Illy6nukoa PAH B 2010r.
OtnenbHbIC YacTH paboOThl OBUIM OTMEYCHBI IpaMOTaMu Ha KoH(epeHmax “Intermatic
— 2007, 2010, 2012” u puImyIoMOM 3a JIYYIIWWA JOKJIAJ CPEAM MOJIOABIX YYEHBIX Ha

koH(pepenuun BKC-X1X; 2000r.
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I'nasa 1. JIutepaTrypHslii 0030p

1.1. IlpumeHeHnEe NJIEHOK B MUKPO3JIEKTPOHHUKE.

Ha nanHblif MOMEHT OCHOBHBIM OOBEAMHSIIOMINM MPUHIIUIIOM MPAKTUYECKH BCEU
MHUKPODJIEKTPOHHOW  IIPOMBILIICHHOCTH  SBJIIETCA IIOBCEMECTHOE HCIIOJIb30BaHUE
TOHKOIUIEHOYHBIX TEXHOJIOTUM B IPOU3BOJCTBE UHTEIPAIBHBIX MUKPOCXEM. be3 nanHom
TEXHOJOTHH CJIOXKHO TPEACTaBUTH MPAKTHYECKH 000N COBPEMEHHBIM MPUOOp WU
IEKTPOHHOE H3Aenue. B CBA3M ¢ TEM, YTO TEXHOJIOTUS IIOJYYEHHUs IIIIEHOYHBIX
CTPYKTYp O4YE€Hb pa3BUTa M NPOJOJDKAET pPAa3BUBATHCS,  OTH TEXHOJOTHUH 10

BO3MOXHOCTHU BHCAPAIOTCS HE TOJIBKO B HHTCIPAJIBHBIX CXCMaX.

1.1.1. CernerodjieKTpu4ecKue MmIEHKHU.

OngHuM W3 yJayHbIX  NOPUMEPOB  MNPUMEHEHHUS] TOHKUX  IUIEHOK B
MHKPOIJIEKTPOHUKE, a TAK)KE PAa3BUTUS JaHHOM TEXHOJIOTUM SIBIIAETCS BHEIPEHHUE B
YCTPOMCTBA MaMSTH IJIEHOK CETHETOXJIEKTPUKOB. HanpumMep, Takux, Kak TUTaHAT Oapust
— CTPOHLIUSA U IMPKOHAT — TUTAHAT CBUHIIA.

Cpasy nociie OTKpBITHSI CETHETOIIEKTPUKOB MCCIEN0BATENM IPOSIBUIIN NHTEPEC K
TOMY KJIACCY BEIIECTB, HO MX IIPAKTUYECKOE MCIOJIb30BAHUE B MMKPOIJIEKTPOHMKE
OKa3aJoChb  HEBO3MOXKHBIM  H3-3a npoOjeM  TMOJyYeHUs  TOHKOIUIEHOYHBIX
CErHETOANEKTPUUECKMX MAaTepUajioB HEOOXOAMMOro KadyecTBa C BOCIPOM3BOAMMBIMU
cBolicTBamMu. Ha [aHHBII MOMEHT YK€ 3allyCKarOTCS OIBITHBIE IPOM3BOJCTBA
YCTPOMCTB JHEPrOHE3aBUCUMOW MAMATH, JMHAMHYECKOW MNaMATH C MPOU3BOJILHOU
BbIOOpKOM. Tak »xe ToHkue cer”erodnekrpuueckue MmieéHku LITC u TBC moxHo
MPUMEHSTH MPU CO3/JaHUH, KOHACHCATOPOB, MPUEMHUKOB MHPPAKPACHOTO W3ITyYCHHS,
ONTUYECKUX TMPOIECCOPOB, BOJHOBOJOB U JIMHUN 3aJepKKu, NOpuOOpPOB Ha
MOBEPXHOCTHBIX ~ aKyCTUYECKMX  BOJIHAX, Pa3HOOOPa3HBIX  aKyCTOONTHUYECKUX
YCTPOWCTB, M3MEHSIONUX 3aJaHHBIM 00pPa30M CIEKTPAIbHBIA COCTaB, aMIUIUTYIy U

HarpaBJICHHE PaCIIPOCTPAHEHUS] CBETOBOTO CHTHAIA.
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B  Ttabmume 1 oTpaxkeHbl  HEKOTOpPbIE  BO3MOXKHBIE  MPUMEHEHUS
CErHETOANEKTPUYECKUX IUIEHOK, MX TOJIIMHBI W  CBOMCTBA, HEOOXOAUMBIE I
peann3anyy yKa3aHHbIX TPUMEHEHUH.

Tabmuua 1. IlpuMeHeHne U XapaKTEPUCTHKU CETHETOIEKTPUUECKUX TUIEHOK.

YcrporicTBa Marepuan Tonmuna | [Ipumeuanue
TUIEHKH,
MKM
Oueprone3asucumas | Pb(TiZr)Os, 0,1-0,3 | Bblcokue 3HaYEHUS OCTATOYHOU
aMsTh (PbLa)TiOg, TOJIAPHU3AIIH, MaJjoe
FeRAM SrBi,Ta,0q, KOAPIHUTHBHOE TOJIE, OOJbIIOe
BisTi3O4, YHUCJIO ITUKIIOB MIEPCKIIOUCHUS
JlnHamuueckas Pb(TiZr)Os, 0,2—-0,5 | Breicokue 3HAYEHUS
aMsTh (PbLa)TiOs, TUDIIEKTPUIECKON
DRAM SrBi, Ta,0,, MPOHUIIAEMOCTUA U HaIPSKEHUS
BaSrTiO; po0ost
Konnencatopbl BaSrTiOs, 0,1-0,5 | boxpime BEJINYMHEI
SrBiTaO, JUDJICKTPHYCCKOU
(PbLa)(TiZr)Og, MIPOHUIIAEMOCTH M HAIPSHKEHUS
Pb(MgNb)O; npo0osi, TEPMOCTaOUIHLHOCTS,
HU3KHE JMAJICKTPUYECKUE
OTEPH.

PaccMorpum ux Oosiee moapoOHO. CerHeTrodneKTpUYecKHe 3allOMHUHAIOIINE
ycrpoiictBa (C3Y) B MEXIyHapOAHOM MEPCHEKTUBHOM IUIAHE PA3BUTHUSI TEXHOJIOTHUH
MUKpPOAJIEKTPOHUKH, penakiuu 2001r. BrepBble MONYy4YWIM OQUIMATBHOE Ha3BaHHUE
FERAM — Ferroelectric Random Access Memory [5]. fueiika mamsatu FeRAM
CO3HAETCSA PAa3MEUIEHUEM CBEPXTOHKOM IUIEHKM CETHETOIEKTPUYECKOrO MaTrepuaia
MEXIY JBYMS IIJIOCKUMU METaJUIMYECKUMHU JIEKTPOAaMH, 00pa3yroIIMMHU KOHAEHCATOP

(puc.1.). BMecto TOro 4To0BI XpaHHWTH JAHHBIE KaK 3apsA]l B KOHACHCATOPE, MOAO0HO
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DRAM, cerHerosnekTpuyeckass S4eilka NaMATH XPAaHUT  JaHHbIE  BHYTPHU

KPHUCTANTMIECKON CTPYKTYpHI [6].

-

CerHeToanekTpuyeckasa naMmaTb

BepxHuit anekTpoa
|MnéHka cerHeToanekTpuka

HuokHuit anektpon gy \',_ —

Crekno

SiO,

p-kaHan, unu n-kaHan
Si nognoxka

UcTok 3atBop Crok

& _

Puc.1. Hueiika namsatu FRAM

KomnaktHas sueiika FERAM coctouT U3 OJHOrO TpaH3UCTOpa U OJHOTO
KOHJIEHCATOpa, TT03TOMY IO3BOJISIET MPOU3BOJAUTH MUKPOCXEMbI ¢ 00bEMOM 1 MOUT u
oomee [6, 7]. OcHoBHbIM KOHKYpeHTOM C3Y Ha pBIHKE TNEPCIEKTHBHBIX
DHEPrOHE3aBUCUMBIX YCTPOWCTB SBJIIETCS MATHUTOPE3UCTUBHAS maMiaTe — M3Y
(MRAM) [5]. Tloka uro pasutue TexHojoruu C3Y 3HAYMTETBHO OTCTAET OT
JUIUPYIONIUX TpousBoauTenei namsatu. OgHaKo B HAcCToOsIIIee BpeMs U B OJiKaiiiei
MEPCIIEKTUBE EMKOCTh YCTPOMCTB MaMATH YBEIUYUBAECTCS KaXIble YEThIPE Toja
napajieIbHO ¢ YMEHBIICHHEM TexHosiorndeckux HopMm B 0.7 pasa [7]. B tabmume 2
MpEeCTaBJICHbI JaHHBIE, OTPAXKAIOIIUE JUHAMUKY U3MeHeHus EMKocTu C3Y.

HoctonnctBamu C3Y Ha ocHoBe MIEHOK L[TC sBASIOTCS HU3KHE YIPABISIOLIUE
HaIpsHKeHUsl, COBMECTHMBIE cO cxeMaMu obOpamieHust (3-5 B), niauTenbHble BpemMeHa
HPHEPrOHE3aBUCUMOI0 XpaHeHuss uHpopMammu (He MeEHee 5 JieT), HEU3MEHHOCTh
apaMeTpPoB IIPH OYEHb GOJIBLIOM HHCIE MUKIOB 3amuch-cunThBanue (6oee 10'°-10%),
BBICOKAsl paJIMallMOHHAs CTOMKOCTb, BBICOKAs CTENEHb HMHTErpanuu (MUHUMAJIbHBIN

pasMmep JoOMEeHa 3HAYUTEIbHO HIKE MpeJieNa pa3penieHus nporecca JIMTorpadun).
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Tabmuua 2. IIpornos usmenenus éMxkoctu C3Y

["on rip-Ba 200120042007 2010 2013 [2016
3VYIIB, um 130 90 5 45 32 22
Pa3smep anementa C3Y, um 500 180 130 (100 (70 50
Emkocts C3Y IM [64MR56MIT U4l 16T

CrangapTHas naMsTh, 0aT 32kb2M68M6 32M6(128M06)512MG
BcTpoennas naMsth, 0aT
Bpems BEIOOpKH, HC 80 40 20 10 8 6
Bpewms xpanenus (85C), neril0 10 10 ({10 (10 10

Tonkne mn€Hku TtuTaHata Oapust -ctpoHmms (Ba,Sr)TiO; (TBC) kak
aIbTEPHATUBHBIC  JTUIJIEKTPUKH JUIsT  KOHJICHCATOPOB JTWHAMHUYECKOW TaMSTH
cinyyaiinoro nocryna (DRAM) 6butn rccenoBaHsl, O1aroaaps ux:

1) BBICOKO#1 muaIeKTpHdecKoil kKorcTanTe (€ > 200):

2) HU3KAM TOKaM YTEUKH;

3) HU3KOMY TeMIlepaTypHOMY KOI(POUIIMEHTY DIIEKTPUUECKUX CBONCTB;

4) HEOOJIBIIIUM JTUAJICKTPUUECKUM TIOTEPSIM;

5) OTCYTCTBHIO TPOOJIEM YCTATOCTH WIIM CTApECHUS;

6) BBICOKOW COBMECTHMOCTHU C YCTPOHCTBaMU 00paOOTKH;

7) IMHENHOM 3aBUCHMOCTH JIEKTPUUECKOTO MOJIS U MOJSPU3ALUK;

8) Huskoi Temmeparype Kropu [5]

Ha puc.2 mnokazano IIOM-uzobpaxenue Pt/TBC/Pt mnomepeunoro cpesa
KOHJIEHCATOPHOM CTPYKTYpPBI, KOTOpasi COCTOUT U3 TUIATUHOBOI'O HHMXKHETO JJIEKTpOAa
tommuHoi 250 HM, Haxoxsmierocs Ha 75 HM Oapwepe u3 TaSiN. Tommmuaa ThC - 27
HM, BEPXHMH DJIEKTPOJ - IJIaTMHOBAs IUIEHKa TommuHouM 50 HM. bapeep u cioun
AJIIEKTPOJOB — MOJIy4EHbI TEPMOBAKYYMHBIM OCakJaeHUeM U3 razoBoit ¢asel (PVD), B TO

Bpems kak TbC ocaxmaan merogom MOCVD [8].
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2058633-20 le4dmb_025 cap designated “center® die
no stain / tw

5.0kV 0.2mm x25.0k SE 7/2/02

Puc.2. DeKTpOHHOMHUKPOCKOIMYECKOC-U300paKEHNE  TIOMEPEYHOTO  Cpesa

MuKpocxembl CO3Y.

CerneroanekTpuueckue TIEHKA TUTaHata Oapusi- ctpoHius (THC) BeI3bIBatoT
Tak)ke OONBIION MHTEpEeC cO CTOpOHBI KOHCTpyKTOopoB CBU- mpubopoB u ycTpoHCTB
[5, 9]. Drtor wuHTepec O0OYCIOBICH CHUJIBHOH 3aBHCHMOCTBIO JAMIJICKTPUUECKOM
npoHunaeMoctd Mmi€HOK THC OT MNpUIOXKEHHOTO 3JIEKTPUYECKOTO IMOJIsl, HaAEKHON
pabotoit CBY npubopoB Ha ocHoBe THC npu HanpskéHHOcTH 101 Bhitie 40 B/Mkm u
OTHOCUTEIBHO HU3KUM TAaHIME€HCOM JH3JIeKTpuueckux norepb B CBY -guamnaszone. Otu
CBOWCTBA IJIEHOK JEJIAI0T TMEPCIEeKTUBHBIM MX MPUMEHEHHE B Ka4€CTBE OCHOBBI IS
TaKMX YCTPOMCTB, KaK BapakTOphl, ¢a3oBpamiaTeii U MepecTpanBacMbie (UIBTPHI,
paboTarorue npu KoMHaTHOM Temnepatype [7]. [Ipu stom mnéuku THC Ha moamoxkax
cardupa U 0COOCHHO TMOJIMKOPa MPEICTABIAIOTCS HanboJiee MEePCIeKTUBHBIMU C TOUYKH
3peHust ux sMekrpodusndeckux cBorictB B CBY- nuanazone. CerogHs s CO3MaHUs
npubopoB CBY-nuamna3zona He0OX0IUMBI CErHETOAICKTPUUYECKHE TUIEHKH, 001adarolme
OJIHOBPEMEHHO JIOCTATOYHO CUJIbHOM 3aBUCUMOCTBIO JTUBJIEKTPUUECKOM

MNPOHNUIACMOCTH OT IPUIIOKCHHOI'O IMOJII U HU3KUMHU IIOTCPAMU B CBY- JAuara3oHe
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(HeobxonuMo, 4ToObI tgd TIEHOK ObLI, MO KpaiHei mepe, Menbiie 0.01 Ha yactote 1
I'Tw) [10].
OnHako peaqbHOE HCIIOJIb30BaHHE TOHKUX IUIEHOK CHIIBHO 3aBHCUT OT Ooliee

MOJIHOTO TIOHUMAaHMsI CBOMCTB Marcpuraia

1.1.2. ®eppoMarHuTHbIE IVIEHKU

KpoMe  CEerHeTosNeKTpUKOB  MEPCHEKTUBHBIM  SBJISIETCS  MPUMEHEHUE
(beppOMarHuTHBIX IUJIEHOK, KOTOpBIE, OJIHAKO TPUMEHSIOTCS YK€ HE TOJIbKO B
MPOU3BOJICTBE MHTETPAJIHBIX CXEM, a TAKXK€ ISl U3TOTOBJICHUS TATYUKOB MAarHUTHOTO

noss (puc. 3).

Puc. 3. Jlatunk MmarauTHOro moJjis B Buje MC

[InéHKM MarHUTOMATKUX CIUIAaBOB TPUMEHSIIOT TaKXke TpPU MPOU3BOICTBE
YCTPONUCTB MAarHUTHOT'O XPaHEHMS JTaHHBIX. MHUHMATIOPHBIM BBICOKOUYBCTBUTEIHLHBIM
OBICTPOACHCTBYIOIIMM JAaTYMKOM CJIA00OTO0 MArHUTHOTO TIOJISI SIBJIIETCS MarHUTHBIN
CEpJICYHUK 3aMKCHIBAIOIIEH TOJOBKU (pUc. 4) — OAMH U3 OCHOBHBIX (PYHKIMOHAIBHBIX
AJIEMEHTOB YCTPOMCTB BBICOKOIUIOTHOM, BBICOKOYACTOTHOM MArHUTHOM 3aluCcu U

xpaHenus nHpopmarmu [11].
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GMR-cedcop g fi  MHAYKTMEHLIIA
3annceiBakoLwWn
JnemMeHT |

Paboymia cnoi

Puc.4. Cxematnueckoe I/1306pa)KeHI/I€ MarHUTHOM T'OJIOBKU.

3anuch JaHHBIX HAa MAarHUTHbIE HOCUTENIN (JIEHTHI, KOMIIAKT JHUCKH, >KECTKHE
JUCKH BHUHYECTEPHI) OCYIIECTBISAECTCA C IMOMOIIBID TAaKOro JaTYMKa - MarHUTHOM
3aMKCHIBAIONIEH rOJIOBKH (€€ MAarHUTHOTO CEplIeUHrKa). B mporecce 3anvcu Ha rOJ0BKY
10JIaéTCs SNIEKTPUUECKUM TOK, KOTOPBIN OBICTPO BKIIIOYAETCS U BBIKIIOYAETCS, CO3/1aBast
Ha TIOBEPXHOCTH HOCHUTENS MOCIEAOBATEIbHOCTh MaJoro pa3Mepa HaMarHUYEHHbBIX
“eguHUIA” WM HE HAMAarHWYEHHBIX “HOJIL” oOJacTedl pPa3IMYHON TOJAPHOCTH. OTH
obsactu 00pa3zyloT eaMHMIBI HWH(pOpMAlMK, Ha3bIBAEMble OUTaAMHU, a HUX pa3Mep
ompenensieT IJIOTHOCTh 3amucd. OJHOBPEMEHHO C Pa3BUTHEM  AJIEKTPOHHOMN
IPOMBIIIJIEHHOCTH U BBIYMCIUTENBHON TEXHUKU TpeOOBaHMs K IUIOTHOCTH 3aIlUCH, a
CJIeZ0BaTEIbHO M K MaTepuayiaM, MOCTOSHHO pacTyT. 3a nepuoa 40 net (¢ koHma 50-x
710 KOHIa 90-X IT. IPOIUIOTO CTOJETHS) INIOTHOCTh MarHUTHOM 3alIMCH YBEITMUMIIACh Ha
5- 6 nopsinkos [12].

[loBbIlIEHNE MIIOTHOCTH MArHUTHOM 3alUCH OOECIEeYMBAETCS, B TOM YHCIIE, 32
CYET yBEJIMUYEHHUS KOAPUUTUBHOU cwiibl He MaTepuana HocuTens, KOTOpasi B HACTOSILEE
Bpemst nocturiia 3Hadenus 5000 O [13]. Poct H¢ Hocurenss tpeOyer yBenumueHwUs
MarHUTHOTO TOJISI 3alKCH, CJIEI0OBATEIbHO, YBEJIMYEHUS WHAYKIIMU HachllleHus Bsg
MaTepuaia CepACYHUKAa MarHUTHOW TOJIOBKH.

CoBpeMEHHBIN  YpOBEHb OJKCIUIyaTallMOHHBIX CBOMCTB TaKUX YCTPOWCTB

OIIPCACIIACT Tpe6OBaHI/I$I, MNpCAbABILICMBIC K MAaTCPpHUaly MArHUTHOI'O CCPJACYHHKA. 910
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BBICOKAs MHAYKIUS HachllleHus (BIWIOTH a0 2 Ti) B coyeTaHMH C HUBKOU
KO3pUUTUBHOM cuiioil (< 0,1 D) u BbICOKOM MarHUTHOUM mpoHuiiaemoctsio (>> 1000) na
BBICOKMX YacToTax > 100 MI'1; Gosbmioe anexkrpoconportusieHue (~200 Owm-cm);
BBICOKAss HM3HOCOCTOMKOCTH;, TepMHUYecKas CTaOWiIbHOCTh (BIIoTh A0 600°C) u
BO3MOYKHOCTh I0JIy4aTh MaTepual ¢ MPUMEHEHUEM IUIEHOYHBIX TexHosorui [14, 15,
16]. DneMeHTapHBI aKT TMpollecCa MArHUTHOW  3alKMCH  3aKJII0YacTcs B
HAMarHUWYMBAaHUW MArHUTHBIM CEPJACYHUKOM TOJIOBKM YYacTKa HOCHUTENS (JHMCKH,
MAarHUTHBIE JICHTHI).

Cpemun  deppomarautbix d-mepexomubix metauioB (Fe, Co, Ni) Fe umeer
MaKCHUMAJIbHBII MAarHUTHBIM MOMEHT Ha atrome (2,22uB) u makcumanbHOEe 3HauUeHME
UHIYKIUK Haceimenuss Bs (2,148 Ta) [17]. IlepcriekTUBHBIM MaTepuaioM IS
W3TOTOBJICHUS TAKUX CEPJCUYHUKOB SBIISIOTCS TUIEHKH CIIAaBOB, OOTaThIX kene3oM. [1pu
ATOM, YTOOBI 00ECTIEUUTh OTKJIMK HA YPE3BBIYANHO Cclla0ble MArHUTHBIE TIOJISI, MaTepral
CEplICYHUKA JIOJDKEH HUMETh HHU3KYI0 KOIPIUTHUBHYIO CHJIY W BBICOKHME 3HAUYCHUS
MarHUTHOW TMPOHUIIAEMOCTH Ha BBICOKMX W CBEPXBBICOKMX dYacToTax. TpeboBaHue
OOJBIIOrO YAEIBHOTO JIEKTPOCONPOTUBIICHUSI MaTEpHaia CBSI3aHO ¢ HEOOXOAUMOCTHIO
00eCIIeYnTh CHUKCHUE DHEPIeTHYCCKUX MOTEPh Ha BBICOKUX YacTOTaxX. 1peboBaHmE
BBICOKOM M3HOCOCTOMKOCTH MaTepHalia CepICYHHKA CTAHOBUTCA 0COOO aKTyalIbHbIM B
CBS3M C MHUHMATIOpHU3AIlMENd KOHCTPYKIIMU TOJIOBKH M, KaK CIEACTBUE, K YCKOPEHHUIO
u3HOCa €€ cepJieYHUKa B YCJIOBUSX pabOThl B KOHTAaKT€ C HOCUTENIEM. TepMuueckas
CTaOMIBHOCTh (TI0 KpaitHel wmepe, BioTh 10 600°C) mpemoTBpamiaeT yXyaIleHHE
CBOMCTB IIJIEHOYHOTO MaTepuajga B MpoIleCCe HarpeBa IMpU M3TOTOBJICHUM (Taiika U
CKJICMBAHWE) TOJIOBOK; KOPPO3UOHHASI CTOMKOCTh 00€CIEUNBAET BO3MOKHOCTh PaObOThI
TOJIOBKM B PA3JIMYHBIX KIMMATUYECKHX YCIOBHUSX. B COBpeMEHHOW KOHCTPYKIIUU
MarHUTHOW TOJIOBKM TOJIIMHA MAarHUTHOTO CJIOS B OJAHO - MW  MHOTOCIIOHHBIX
CEplICYHUKAX W3MEHAETCS B TIpelesiax OT HECKOJBKUX MHKPOH JI0 HECKOJIbKUX

HaHOMCTPOB, 4 CCPACUYHUK U3I0OTABIUBAIOT C IIPUMCHCHUCM ILJIaHAPHBIX TEXHOJIOTHM.
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1.1.3. MyabTudeppouxu

MyneTudeppouku — 3TO KpUCTAJUIMUECKHE TBEPIAbIE Tena, B KOTOPBIX
COCYIIECTBYIOT XOTsI OBl JiBa U3 TPEX THUIIOB YHOPSIOYEHHUI: MarHUTHOTO,
AIEKTPUYECKOr0 W MeXaHnyeckoro. MDD ompenensieTcss COBOKYINHOCTb CBOMCTB,
CBSI3BIBAIOLIMX MMOJISIPU3AIMIO U BHEIIHEE MAarHUTHOE MoJie (WIM HaMarHWYeHHOCTh U
ANIeKTpUUecKoe mose). BcenencrBrue BO3MOXXHOCTH HaMarHWYMBAHUS MO JIEUCTBUEM
AIEKTPUYECKOTO MOJIAA, U, HA0OOPOT, MOJISIPU3ALMU [IPU BO3AEUCTBUM MarHUTHOT'O IOJIS
Takhe MaTepHuasibl HaxOJAT IIUPOKOE MPUMEHEHUE HE TOJbKO B MUKPORJIEKTPOHUKE U
pa3IMyYHBIX CEHCOPHBIX YCTPOWMCTBAX, HO MU B HOBOM, OYpPHO pa3BHUBAIOIIEMCSA
HaIlpaBJIEHUU — CIIMHOBOM 3JIEKTPOHUKE (CIUHTPOHHUKE).

OcHoBHOI npo6seMoit CIIMHTPOHUKHU SBIIAETCS npeoOpazoBaHue
NPEACTABICHHON B (OpME HAMarHMYEHHOCTH HWHGMOpPMAIMU B 3JIEKTPUUYECKOE
HanpspkeHue. Celyac Takas 3ajadya pelaeTcs C MCIOJIb30BAHUEM T'MI'AaHTCKOTO
MarHeTOCONpPOTUBIIEHUS (M3MEHEHUSI 3JEKTPUUECKOIO CONPOTUBJICHMsSI MaTepuaja B
MarHuTHOM Tosie, ['MC), oHaKO MAarHUTORJIEKTPUKHU (MOJKIACC MYJIbTU(EPPOUKOB)
SBIISIIOTCA QJIBTEPHATUBOM U B CKOPOM OYyIyIIEM COCTaBAT XOPOILYH KOHKYPEHIIMIO
['MC-ycrtpoiicTBaM. ITO U onpeaensieT NOTPEOHOCTh B U3YYEHUH TaKUX MaTE€pUaJIOB U
WX UCITOJIb30BaHUE B HaHOTEXHONOTHAX [18].

K Hacrosmemy BpeMEHM B 3TOM KJIacC€ CHHTE3UPOBAaHbI COEIUHEHMS,
NpUHAAJIEKAIINE K HECKOJIBKUM CTPYKTYPHBIM TUIIaM, HO CPEIXd HUX TJIABEHCTBYIOIIEE
MECTO 3aHMUMAIOT MaTepHallbl C TMEPOBCKUTOMONO00HON CTpyKTypoil. M3 mocnemnux
HamOosee  monHO  u3ydeH  BiFeOs;,  koTopblii  (QYHKIMOHAJIBHO  SIBJISIETCS
CETHETORICKTPUKOM, (eppodJIaCTUKOM U o0JiafjaeT cJiadbiM  (peppOMarHeTU3MOM,
COCYIIECTBYIOIIMM CO CITUPATBHBIM aHTH(EpPOMarHUTHBIM mopsiakom [19].

Kak wu3BecTHO W3 3KCHepUMEHTaNbHBIX NOaHHbIX, 111 BiFeOz; temmneparypa
CerHeTORIeKTpuIeckoro (a3zoBoro mepexoma T, cocraBmsier okoino 1100K, a

antudeppomarauTHoro (azosoro mepexoaa Ty — okono 640K [20].
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1.2. MeToabl mosty4eHus IIIEHOK

Metoapl MOAYyYEHUS] TOHKUX IUIEHOK MOKHO YCIOBHO pa3/iefiuTh Ha JBE
kareropun: (Qusnyeckue U xumuueckue. Dusmyeckue METONbl OCHOBAaHBI Ha
paclbUICHUM MUIIEHU, NOPEACTABISAIONIEH CcOo00M CMeCh OKCHUIOB WA CJIOKHOE
OKCHUJIHOE coeauHeHne. K HHM OTHOCATCSI MarHeTpOHHOE, MOHHOE, 3JIEKTPOHHOE,
pacrnblUIeHHE B IJIa3M€ U JIp. HAMBUICHUS U JIa3epHast a0Jsusl.

[Tpu MarHeTpOHHOM HaIlblJICHUU aTOMBI MUILICHH BBIOMBAIOTCS
BBICOKOHEPreTUYECKUMHU MOHAMU U OCAXKJIAIOTCSA HA TTOBEPXHOCTH MOJJIOKKU. [InéHka
pacTéT AOBOJIBHO MEJJIEHHO M JJIsi OOJBIIMX IUIOMIAJEH MOMJIOKKA MOXKET HMETh
3HAUYUTENIbHBIE BapUallMM MUKPOCTPYKTYpPhl M cocTaBa. K HacrosieMmy BpeMeHU
pa3paboTaHbl MHOTOYHCIICHHbIE CIIOCOOBI YACTUYHOTO MPEOJIONICHUS 3TUX TPYAHOCTEH,
B pe3yJIbTaTe Yero Ka4yecTBO INIEHOK MOCTOSHHO yirydmaeTcs [21].

[Ipu dopmupoBannn mieHoKk I[[TC MeToq0M MarHeTpOHHOTO PaCHbUICHUS C
WCIIOJIb30BAaHUEM COCTABHOM METAJUIMYECKOW MHUILIEHH POCT CTEXMOMETPUUYECKHUX
OPUEHTUPOBAHHBIX IUIEHOK OMPEIEIACTCS TPEMSI OCHOBHBIMU MTPOIIECCAMU:

1)  ¢dopMupoBaHHEM BOCIPOU3BOAMMOIO CJIOsS OKHCIAa Ha IOBEPXHOCTH
MUIILICHH;

2)  cTaOWIBHOCTHIO OKCHIHBIX YAaCTHI[ B MPOIIECCE TPAHCIOPTA Yepe3 Iasmy
K MOJITIOXKKE

3)  mporeccamu 3apOoXKICHUSA U pOCTa IJIEHKU Ha MOBEPXHOCTH MOJIJIOKKH.

OTH mpouecchl B3aUMOJEHCTBUSl IUIa3Mbl C TOBEPXHOCTBIO W TPAHCIOPTA
MaTtepualia K MOJI0OKKE ONPESTSIOT MUKPOCTPYKTYPY U JIEKTPOPU3UUECKHUE CBOMCTBA
wiéHoK [22].

I'pynma MeronoB, 0ObeIMHEHHBIX Ha3BaHWEM 'NasepHas abmamusa", TO ecTh
WHUIIMUPOBAHHBIN J1a3€pOM MacCCONEPEHOC BEIIECTBA MUILICHH Ha TMOJIOKKY, MOJydHIIa
pa3BUTHE TIPU T[OUCKE MYyTe HAHECEHWS IUIEHOK MHOTOKOMIIOHEHTHBIX MeETall-
OKCHJHBIX COCIMHEHUM - BBICOKOTEMIIEPATYPHBIX CBEPXIPOBOAHUKOB. JlazepHbIil J1y4y
(OOBIYHO MCIOJIB3YIOT MOIIHBIE Ja3€phl C YACTOTOM ClIeIOBaHUS UMITYJILCOB OoT 10 110
100 I'm) pokycupyercss Ha MUIIIEHU, UCTIAPSIONTUECS aTOMBI KOTOPOM MEPEHOCATCS Ha

MOJIOKKY, TJie pacTeT T€HKA. B cpaBHEHUM ¢ METOJJaMi MarHETPOHHOTO PaCIbIICHUS

28



9TH METOJBI OTKPBHIBAIOT BO3MOXKHOCTh IMMOHU3HUTH TEMIIEPATYPY MOJJIOKKH (UTO ObIBAET
KPUTHUYHBIM npu UHTETPUPOBAHUU CETHETORJIEKTPUYECKUX MJIEHOK c
MOJIYIPOBOJHUKAMH) W OOECHEYUTh YAOBJIECTBOPUTEIBHOE BBHIMIOJHEHUE YCIOBUUN
CTEXMOMETPUU Ha BCEH MOBEPXHOCTU OcCaxaeHUs. OCHOBHBIE TPYIHOCTH CBSI3aHBI C
HaIbUICHUEM OJHOPOJHBIX IJIEHOK Ha MOJUIONKKHA OOJBIION MJIOMATd M C 3allUTOM
MOBEPXHOCTH paCTylled IUIEHKHM OT TOBPEXKICHUN OCKOJIKAMH paclaJarouieiics
MHUIICHH [5].

[Iporiecchl HambUIEHHUS] CYHIECTBEHHO MPOUTPHIBAIOT MpolleccaM Ta30(pa3HOro
xumuueckoro ocaxjaeHusi (CVD-mporiecchl), Ha KOTOpPbIE U OPUEHTUPYIOTCS ceildac
OOJIBIIMHCTBO HUCcleaoBarened. Marepuas B MPOIECCe XUMHUYECKOrO0 OCaXKIACHUS
CTPOUTCSI HA aTOMHO-MOJEKYJISIPHOM YpPOBHE. XMMHUKH MOTYT YIIPaBJISITh COCTABOM
Marepualia, e€ro CBoicTBaMH, AepeKTHOM cTpykTypoil. Takum oOpazom, wumeercs
OoJbIIasi BO3MOXKHOCTh MOJYYUTh 00Jiee COBEPIICHHBbIE MaTEpHAIIbl, YEM IMPHU MPOCTO
(bU3MYEeCKOM pacCIbUICHUH, KOTOpOoe UAET U3 Y)KE€ TOTOBOM MHINIEHH. A MUIIEHb, KaK
MPaBUJIO, - ATO KEpPaMUKH - CMECh BEIIECTB C pa3IWyHbIMU TpuMmecsmu. l[lpu
paclbUIEHUA BEHIECTBO JIETUT KJIAcTepaMM M TIOTOM Ha TOMJIOKKE CIIOKHO
c(hopMUPOBATH COBEPILICHHYIO CTPYKTYPY.

besycnoeno, CVD-meron o6nagaeT HAWOOJBIIMMH TIEPCHIEKTUBAMH IS
NpUMEHEHUN B Tmporeccax npou3BoiacTtBa C3Y B CBSI3M € XOpPOLIO OTIAXKEHHOU
TEXHOJIOTHYeCcKo 0a3oil. MHorue mNpoOBOASANINE OKCHUJIBI, TNEPCHEKTUBHbBIEC IS
UCIIOJIb30BaHUsI B KadecTBe 2ekTpoaoB C3Y, Takxke Moryt ObITh C(HOPMHUpPOBAHBI
JAHHBIM METOJIOM, YTO JaéT BO3MOXHOCTh CO3/IJaHMUSI KJIACTEPHBIX YCTAHOBOK JJIf
MPOU3BOJICTBEHHBIX TpoiieccoB. OJIHaKO, HECMOTPS HAa OYEBHUIHBIC MOTEHIUAJIbHbBIC
MPEUMYIIECTBA TAHHOTO METO/Ia, IIMPOKOMACIIITA0HOE TTPOMBIIIEHHOE UCIIOJIb30BAaHUE
MOKa cAepKuBaeTcs. B oTiauuue OT 30Jb-relib METOJa, TJIe€ MCXOJHBIE PaCTBOPHI
dbopMupYIOTCA B BUJE 3apaHee MPUTOTOBICHHOTO XMMHUYECKOTO BEIIECTBA C 3aJJaHHOM
crexuomerpueii, B CVD meToje MCIonb3yeTcsl OCaXACHUE Ha MOMJIOKKY OTIACITbHBIX
KOMITOHEHTOB U3 MapoBOH (a3kbl.

OcHOBHOI TIPOOJEMON SBIAECTCS TPAHCIOPT MCXOJHBIX COCNMHEHWH C HHU3KOU

JICTYUYCCTBIO B PCAKTOP. bonsmuHCTBO HCXOOHBIX COC}II/IHCHI/Iﬁ HMCCT TAKKC BBICOKYIO
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TeMIiepaTypy ucmapeHus. HeoOXoauMocTh oOecredyeHrs BBICOKON TeMIepaTyphbl
CTEHOK pEaKTOopa NPHBOJUT K BO3HMKHOBECHUIO MOOOYHBIX PEAKIMA TeTEPOTEeHHOM
NpEeUNUTAIMM Ha CTEHKaX PeakTopa, YTO MPUBOJIUT K TPYAHOCTH KOHTPOJUPOBAHUS
MpoIIecca pocTa v MOBBIICHHON Ae()EeKTHOCTHU TIIIEHOK.

Tepmuuecku axtuBupyembie CVD-mpoliecchl, Mpu KOTOPHIX MOTOKU Ta30B M3
ra3oBoil (a3pl METAIIOOPTaHUYECKUX COEIUHEHUU, COJIEpKAIllUX BCE HEOOXOIUMBIE
KOMITOHEHTBI CETHETOXJIEKTPUUYECKOTO COCAMHECHMS, (POKYCHPYIOTCS Ha MOBEPXHOCTH
HarpeTod MOJJIOKKM M BCTYIMAIOT B XMMHUYECKYIO PEAKIMIO, B pe3yJbTaTe KOTOpOH
oOpa3zyeTcst TBEpAas MIEHKA CETHETORJICKTPUKA, ceiuac yke He akTyanbHbl. Ha cmeny
UM TIPUIIUIA TIIa3MO-aKTHBHUPYEMBIE TPOIECCHl. JTO CBSA3aHO C TEM, YTO Ceidac BCS
TEXHOJIOTHUS, B CBS3M C HEOOXOJIMMOCTBIO YIYYIIEHUS KauecTBa CTPYKTYp,
OPUEHTHPYETCS Ha HHU3KOTEMIIEpATypHBIC MPOIECCh, HCKIMovaronme aupdysuo. B
ATUX MpoIleccax MOXKET UCTOIb30BaThCs Mazma He u ap. razos, Hanpumep Hy, No, NoO
[23]. HecMmoTtps Ha  TPYIHOCTH nmoadbopa  HEOOXOAWMBIX  HCXOJHBIX
METaJUIOOPTAaHUYCCKUX COCAMHEHUH W CIOXKHOCTh IPOTEKAIOMNX XUMHUYCCKUX
peakiuii, 3TO HampaBJeHHE O00JIaJaeT MHOTUMH TMPEUMYIIECTBAMHU, TO3BOJISS, B
YAaCTHOCTH, CHM3UTH TemIieparypy mnoaioxku (< 600°C), obOecrneuuTb BBICOKOE
KaueCTBO TOKPHITUS HA 3HAYMUTEIBHOW IJIOMAau, OOJbIIMEe CKOPOCTH pocTa U T.4. K
CO’KaJIEHUI0, OTCYTCTBHE JOCTATOYHOW HMH(OpPMAIUA O MEXaHHU3ME B3aMMOJICHCTBHUS
BO30OYXKIEHHBIX Ta30B (B T.4. He) cymectBeHHO 3aTpynHseT (opMUpOBaHUE
MPEACTAaBICHUM O MEXaHW3Me TIpoliecca pocTa IUIEHOK B  IJIA3MOXUMHUYECKUX
nporieccax [5].

I'oBopst 0 koHAeHCATOpHBIX CTpyKTypax st C3Y u cioxxkHocTu obecredyeHust
KMHETHYECKOTO KOHTPOJIsI CKopocTu pocta 1wi€Hok B CVD  metonme, Henmb3st He
OTMETHUTH TOSIBJICHUS HOBOM pa3HOBHUIHOCTH ra3zodasnoro meroga ALD — atomic Layer
Deposition., koTopas HeIaBHO BBIIIIIA HA KOMMEPUYECKUI ypoBeHb [24].

[IpyHIMI 1ENCTBUS OCHOBAaH HA CaMOJMMHUTHUPOBAHHOM PEAKUHUH XUMHUYECKOIO
peareHTa ¢ MoBEpXHOCTHIO. 3a CYET MOHOMOJIEKYJIIPHOTO KOHTPOJIsi pocta miénku ALD
o0OecrieuynBaeT OYEeHb BBICOKYIO PAaBHOMEPHOCTh Ha IIJIACTHHAX OOJBIIOTO JUamMeTpa

(HepaBHOMepHOCTh 1-2 A Ha mmactunax 300MM), OTCYTCTBHE BKIIOYEHHMH 3a CUET
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MOJIHOTO WCKJIIOYEHUSI PpEeakIii B Ta30BOW (ha3e, a TJIaBHOE CYNEpKOH(POPMHOE
OCaXJeHWe Ha peilbede ¢ OYEeHb BBICOKHM AaCHEKTHBIM cooTHomeHueMm (60:1),
HETOCTIYKUMOE JIFOOBIMH IPYTUMH METO/IaMHU.

K XuMHYECKUM METOJIaM TOTYYEHHUSI CETHETOAIEKTPHUECKUX TUIEHOK OTHOCUTCS
TaK)Ke 30Jb-TeTh METOA. B OCHOBE 3TOro Merojaa JieXaT peaklud TUAPOJIN3A |
MOJMKOH/ICHCAIIMM  METAJUIOOPTaHWYECKUX  COCAMHEHWH, TJIAaBHBIM  00Opa3om
aJIKOTOJISITOB METAJVIOB, BEIyllMe K OOpa3oBaHHIO METaJUI-KHCIOPOJHOTO Kapkaca,
MIOCTETIEHHOE PAa3BETBJICHUE KOTOPOTO BBI3BIBACT IOCIIECIOBATEIBHBIC CTPYKTYpPHBIC
U3MEHEHUSI 10 CXEME pPacTBOP-30Jb-TeIb-OKCHA. Takoil Merox oOecrneyuBaer
BO3MOXKHOCTh OY€Hb TOYHOTO YIIPABIICHHUS CTPYKTYpOH TMOJIy4aeMOro BeIIECTBA Ha
MOJICKYJISIPHOM YpPOBHE, IMOJYYCHHE MHOTOKOMITOHEHTHBIX OKCHIHBIX COCIUHEHUH C
TOYHBIM COOJFOJICHUEM CTEXHOMETPUYECKOTO COOTHOIICHHUS DJIEMEHTOB, BBICOKOM
TOMOTEHHOCTBIO W HHU3KOW TeMIlepaTypoll o0pazoBaHHsl OKCHIOB. OnTHUMHU3aLuUs
YCIIOBUH  TNPUTOTOBIICHUS WCXOJHBIX pPacTBOpPOB M (opMHpoOBaHUS  IUIEHOK
oOecreynBaeTcss MyTEM CTATHCTUYECKOTO KOHTPOJSI CBOMCTB MCXOMHBIX PAacCTBOPOB U
O0pa3yloIuXCcs TpPH HX HUCHAPECHWH TMOPOIIKOB, a TakKKe CBOWCTB IUICHOK,
(GopMHpYyEeMBbIX W3 JIaHHBIX PpacTBOpPOB. KOHTPOJIh pacTBOPOB U  MOPOIIKOB
OCYIIIECTBIISIETCS METOJAMH aHATUTHICCKOTO W (PU3NKO-XMMHUYECKOTO TECTUPOBAHUS, a
CTPYKTypa TUIEHOK UCCIEIyeTCS METOJaMH PEHTICHOCTPYKTYPHOTO  aHallu3a,
AIIEKTPOHHONW MUKPOCKOIIHH, MUKPOCKOIIMHA aTOMHBIX CHJI, DJUTMIICOMETPHHU, IIIUPOKUM
CIIEKTPOM DJIEKTPODU3NIESCKHX METOI0B [24].

[Tpu WCHONB30BAaHUM METOJIa XMMHYECKOTO OCAXKICHHS M3 PACTBOPA HAHECCHUE
UCXOAHOTO  pPacTBOpa HA TOJUIOKKY OOBIYHO  OCYIIECTBISIETCS  METOJaMHU
MOBEPXHOCTHOTO CMauuBaHUs (LeHTpU(yrupoBaHHWE, BBITATHBAHHEC W3 PACTBOPOB,
METOJ JBFDKYIIETOCS MEHHCKA) WM METOJaMH MEJIKOAMCIIEPCHOTO PACIBLICHHS
(mynbBepH3alHs OCAKACHUE M3 a9PO30JIbHBIX HCTOUHUKOB) [25, 26].

BonpmmHCTBO MCCiIeIoBaHMiA B 001aCTH TOHKUX TUIEHOK, TTOJYYEHHBIX 30J1b-TEITh
METOIOM, MOCBSIIEHO U3YyUCHHUIO BIIUSHUS COCTaBa MCXOJHOTO 30Jis, a TAKXKE YCIOBHIA
IIPOBEJICHUS OT)KUTA HA CBOWCTBA ITOJIy9aeMbIX IUIEHOK, B TO BpPEeMsI KakK YCIIOBHS

HAHECCHMS IUIEHOK MOTI'YT TAKXKC OKa3bIBaAThb CYIICCTBCHHOC BJIMAHHWC HC TOJIBKO Ha
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TOJIIIMHY, HO W Ha TIOPUCTYI0 MHUKPOCTPYKTYPY M JPYTHE€ CBOWCTBA (POPMHUPYEMBIX
coés. Brinker u np. [26], a taxke Strawbridge [27] u HexoTopbie Ipyrue aBTOPHI
NpOBEJIM MOAPOOHBIE HCCHEAOBaHUS (U3MYECKUX U XUMHUYECKHUX  aCMEeKTOB
dbopMupOBaHUS IIIEHOK METOIOM BHITSTHBAHUS U3 PACTBOPA.

OcHoBHBIM MeTOAOM (GOPMHUpPOBaHUS IUIEHOK U3 KUAKAX  HCXOJIHBIX
KOMIIOHEHTOB B MHKPOJJIEKTPOHUKU OCTA€Tcsi MeTol UeHTpudyrupoBanus. s
NOJTydyeHusl TIEHOK pa3paboTaHO YHUKaIbHOE OOOpYyIOBaHHUE, BKIIOYAIOIIEE OJIOKU
npeaBapuTeNbHON 00pabOTKH IMIACTUH, HAHECEHUS], CYIIKA U MO3BOJISIONIEE MOIYYUTh
CJIOM ¢ MUHUMaJIbHOW nedexTHocThio. J[pyrne meroasl (HOpMHUPOBaHHS TUIEHOK B
MUKPOIJIEKTPOHUKE MPAKTHIECKH HE UCTIOTIB3YIOTCSI.

Tak, dYacTo WCHOAB3YEMBIN ISl TOJYYEHUS 30JIb-T€lb IUIEHOK METO]
BBITSITUBAHUSA W3 PAacTBOpa, MUMEET PsJI HEJOCTaTKOB: HAHECEHHWE C JIBYX CTOPOH
IUIACTUHBI, HEPAaBHOMEpHasi KpPOMKAa Ha Kpalo IUIACTUHBI, TPYAHOCTb OOECIECUCHUS
Majoro ypoBHs Je(hEeKTHOCTH (3arps3HEHUE PacTBOpa YacTHIAMHU C TUIACTHUHBI U CO
CTEHOK COCyJa C MOCIEAYIOIHUM HX MEPEHOCOM C MOBEPXHOCTH PACTBOpA B IUIEHKY,
HEBO3MOKHOCTh (PMHUIITHON (PUIIBTpAIIMU PACTBOpPA, M10JIaBA€MOT0 Ha IJIACTUHY) U T.1I.

MeTton nBHXKYIIErocss MEHICKa BO MHOTOM CBOOOJICH OT STHUX HEJIOCTaTKOB, HO,
MO-BUANMOMY, TTOKa HE TI03BOJISIET 00€CTIEYNTh HEOOXOIUMBII YPOBEHDb N€(PEKTHOCTH U
OJTHOPOJHOCTH. TemM He MeHee, ITOT METO]l MPEJCTABISAETCS BEChMa MEPCIEKTUBHBIM,
TaK Kak 00ecrneyrBaeT Majblid pacxoj]] HAHOCUMOW KUIKOCTH, YTO SIBJISETCS OCOOCHHO
aKTyaJbHBIM B CBSI3U C YBEJIMYEHUEM pa3MEpOB KPEeMHHUEBBIX IacTuH 10 300 MM u
Oonee.

Meroa pacnbUIeHUs] HE MO3BOJIIET 00ECEYUTh HEOOXOAMMYIO OJAHOPOJHOCTh U
YpOBEHb JE(PEKTHOCTH TOJy4aeMbIX IUIEHOK. Ype3BhlUalHO TMEPCHEKTUBHBIM
MPEICTaBISIETCS HOBBIA METO/ OCAKIACHHS U3 a3PO30JIbHBIX HCTOYHUKOB, COYSTAFOIINN
B cebe  mpewmymiecTBa  307b-Tellb  MeToja  (KOHTPOJIb  CTEXHOMETPUU
MHOTOKOMITOHEHTHBIX COCIMHEHHMI) U METOJa XMMHUYECKOTO OCAXKICHUS W3 Ta30BOU
¢da3pl (KOHOOPMHOE OCaXKIECHUE CBEPXTOHKUX CIIOEB), OAHAKO Oyiyllee 3TOro METoja
3aBUCUT OT TMpOrpecca B KOHCTPYMPOBAHUM W BHEAPEHUU B MHKPODJIECKTPOHHYIO

TEXHOJIOTHIO BECbMaA CJIOKHOTI'O U JOPOTrOCTOAILICTO TEXHOJIOTHICCKOI'O 060py)1013aHH$[.
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Takum o0Opa3oM, TMPaKTHUYECKOE MCIOJB30BAaHUE METOAa XUMHUYECKOTO
OCaXJICHUSI UX PacTBOPOB, MO KpaiHeul mepe, 1 co3ganus C3Y oOnémom 1-4- MO
npeanosjaraerT TMNOoJy4eHHe IIEHOK METOJO0M ILEeHTpU(YrupoBaHus. YBelIWYEHUE
émkoctu 3V u nepexoa K 3D KOHCTPYKIUSAM KOHJIEHCATOPHBIX 3JIEMEHTOB OOYCIOBUT
HE0OXOMMOCTD MEePeXo/ia Ha METO]T a9PO30JIbHOTO PACIIBUICHHUS.

Kaxxnas TeXHONOTUS WM3TOTOBJIICHHMS MMEET CBOMU JIOCTOMHCTBA U HEIOCTATKHU.
OpHako HE3aBHCHMO OT METOJa, IIPOIIECC U3TOTOBJICHHSI TOJDKEH OBITh IKOHOMHYCH, U
NOJIydeHHasi B pe3ysibTare TOHKas IUIEHKa JOJDKHA 00J1alaTh  CIETYIOIIMMU
XapaKTEPUCTHKAMMU:

- XOpOUIIEH OAHOPOIHOCTBHIO TOJIINHBI;

- BBICOKOH O€CTIPUMECHOCTBIO U IJIOTHOCTHIO;

- KOHTPOJIUPYEMBIM CTEXHOMETPUUYECKHM COCTABOM;

- BBICOKOM CTENEHBIO CTPYKTYPHOTO COBEPILICHCTBA,

- XOPOIIMMHU JIEKTPUYECKUMH CBOMCTBAMU;

- IPpEBOCXOoaHAsA aJArc3usi.

1.3. ®opmupoBaHue KPUCTANIMYECKOH CTPYKTYPbl TOHKHUX IUIEHOK M €é U
BHU3yAJIHM3ALUs ¢ TOMOIbI0 DM

OgHuM M3 KPUTHYECKUX NPOLECCOB B IMPOU3BOJCTBE WHTEIPAJIBHBIX CXEM C
BHEJIDEHUEM HOBBIX WJIM MEPCHEKTUBHBIX MAaTEPHANIOB, SABISIETCS OOECIEUEHUE HUX
KpUCTAJIM3auu. B O0JIbIIMHCTBE CilydaeB MpoLece KpUCTAIUIM3aUU TpeOyeT HarpeBa
yKe c()OPMHPOBAHHON CTPYKTYpPHhI, UTO HAKJIAJBIBAET CBOM TPEOOBAHUS M OTPAHUUYCHUS
0 MHOTMM [apaMeTpaMm, Cpeaud KOTOpPbIX MPUCYTCTBYIOT TeMIlepaTypa, BpeMs,

CKOPOCTb HarpeBa v K03 GUIIUEHTHI TETUIOBOTO PACIIUPEHUS MaTEPUATIOB.

1.3.1. Inarpammbl ($a30BOro paBHOBeCHSI M CTPYKTYPHble NpeBpallleHUs

HTC, TBC, BFO, FeZrN

HTC. [upkoHaT-TUTAHAT CBUHIIA — MAaTEpHUAl CO CTPYKTYpOW MEPOBCKUTA,

OOHApYXUBAIOIIUNA SIPKO BBIPAXXKEHHBIE CETHETORJIEKTpUUeckue cBoiicTBa. Takue
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MaTepuaibl CO CTPYKTYpPOW KHCJIOPOJIHBIX OKTa3pOB B MACCHBHOM COCTOSTHUU
ONMMCaHbl B Kiaccmdyeckux Tpynax [28, 29, 30]. duarpamma COCTOSIHHS CHCTEMBI

PbTiO3-PbZrO; noka3ana Ha puc.5.

500

400

Temperature (°C)

100

PbZrO, Mole % PbTiO, PoTiO4

Puc.5 lnarpamma coctostaus cuctembl PhTiO5-PbZrO;.

BoJIBIIMHCTBO COCTaBOB  SIBJISIFOTCSL  CETHETORJNIeKTpukamu, xotss PbZrO; wu
HEKOTOpBIE JIPYTHe COCTaBbl, UMEIOT OPTOPOMOUUYECKYI0 CUMMETPHIO U OOHAPYKUBAIOT
AHTHUCETHETOAJICKTpHUEcKue cBoiicTBa. Okoo MopdoTporHoii rpanuiisl (Zr/Ti=52/48),
rI€  COCYWIECTBYIOT  JBe  (a3pl  (TeTparoHaipbHass W poMOO3JpUYecKas),
CETHETOANIEKTPUYECKUE CBOWCTBA MPOSIBISIFOTCS MAKCUMAaJIbHO M TPAaJUIHOHHO
UCIIOJIB3YIOTCS. B MAacCUBHBIX MaTepuanax. HampapieHue BekTopa MOJSPU3ALUUA B
teTparoHaibHoM pemérke — [001], B pombosapuueckoir — [111]. B cimydae ToHKHX
IIEHOK, COCTaBbl, OOOTaméHHBbIE TUTAaHOM (TeTparoHaibHblie, P/4  mmm),
OoOHapy>KuMBarOT Oojiee BBICOKME TUpoINeKTpuueckue Kodpduumrentsl. CocTassbl,
oOoraméHHble IHUPKOHUEM (poMOo3mpudeckue, R3C), MOTyT MMeTh MWHHUMAIILHOE

. 2
KOAPLMTUBHOE T0JIe, BHICOKME 3HA4YEHUsl CMOHTaHHON mnossipuzanuu (20 mKn/cm®) u
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ocTaTouHOM nossipusanuu (45 kB/cMm), 1 MUHUMaJIbHYIO CKOPOCTD JIerpaallii CBOMCTB
[31, 32].

HecMoTtps Ha pazHooOpa3ue XUMHUUECKUX MPOIECCOB MPHU PA3IUUHBIX METOJIUKAX
nosyuyeHus: MIEHOK, (a3oBast sBomouus (mepes 0Opa3oBaHUEM IEPOBCKUTA) MpHU
YBEJIMYECHUHN TEMIIepaTyphbl, MPOXOAUT Yepe3 0O0pa3oBaHHE MHPOXJIOPONOAOOHBIX
MeTacTaOMIBHBIX MPOMEKYTOUYHBIX (a3 [32, 33, 34, 35]. HeboubIire KoIMUeCTBA TAaKOM
HECETHETO3JICKTPHUUECKON OCTaTOUHOM BTOPUYHOM (ha3bl MOTYT UTPATh OTPULIATEIHHYIO
poJib B TIpollecCe HMHTETpaluu IUIEHOK H3-3a CYIIECTBEHHO pPa3IMYHOM CKOPOCTU
TPaBJICHUS TUPOXJIOPA U TIEPOBCKUTA.

[IpakTueckn He cooOIIaeTcsl O MPAMOM IpeBpalieHuu aMop@HOi ¢a3bl B
MEPOBCKUT B CIIy4ae METOJa XMMHUYECKOTO OCAXJCHHS W3 PACTBOpA, XOTS HEKOTOPHIE
COOOIIIEHUST O TAKOM MPEBPAIICHIUN U3BECTHBI AJIs TUIEHOK, OCAXKIEHHBIX PACTbUIICHUEM
IpY HU3KOM IaplraIbHOM JIaBJICHUHU Kucioposa [36].

[Ipu KOHTpONIMpPYEMOM 3apOXKIACHUU MpoMexyTodHas nupoxyopHas (Py) ¢aza
MOKET OBITh TMOJIHOCTBHIO YyAaJieHa W TIONy4YeHa TMPEANoYTUTENbHAs OaHO(a3Has
MEPOBCKUTHASA CTOJI0YATAsi MUKPOCTPYKTYpa, KOTOpas IBJSETCS MPEANOYTUTETHHOM.

Jlonroe BpeMs CYHMTalu, YTO HaHOKpHCTajuindeckas ¢aza, oOpa3yromascs B
mwiéakax [{TC mpu nedunure cBUHIA, UMEET CTPYKTYPY MUHEPAJIHLHOTO MUPOXJIOpA,
KOTOpasi CTPOMTCSA Ha OCHOBE MpocTpaHcTBeHHON ceTku u3 BOg okrtasmpos [37]. Ho
Hekoropeie aBTopel, Wilkinson et al. [38] u Lakemann et al. [39] cooburimu, uro sTa
¢daza MOXKET MUMETh CTPYKTYPYy (iIroopuTa. IDTO MPEANO0KEHHE ObLIO OCHOBAaHO Ha
OTCYTCTBUHU CBEPXCTPYKTYPHBIX pedIeKCOB Ha AUPPAKITMOHHBIX KapTHHAX U C YIETOM
CIIOCOOHOCTH IMPKOHUS aJaNTHPOBAThCA K KOOPAMHALMOHHBIM YHCIaM BHIIIE O.
CooTHorieHne KoHIeHTparuu atomoB Ph, Zr, Ti Bo ¢urooputHO# (asze ucciaenoBaiu B
padore [40] B mpocBeuMBAMOIIEM JJICKTPOHHOM MHKPOCKOIE METOJO0M DHEPro-
JUMCTIEPCUOHHOTO aHaju3a, Tie ObUTO MoKa3aHo, 4To ATa (ha3a odoraiieHa MUPKOHUEM, U
COOTHOIIIEHHE KOHIICHTpauu atoMoB coctasisieT [Pb]:[Zr]:[Ti]=34:50:16, B TO Bpems
KaK B IEpOBCKUTHOM daze - [Pb]:[Zr]:[Ti]=65:13:23 mna mnéHok, monyuyeHHbIX ¢ 10%

n30bITKa Pb ipu cootHomenun Zr/Ti=65/35.
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B Tonkux mnéukax Py (aza sBisieTcs HaHOKPHCTAUIMYECKON ¢ pa3MepoM 3EpeH
2-15 am [41]. Bropuunsie (roopuTHBIE Ba3bl MOTYT COCTOSTH M3 2-X HaHodas [32]
IPUMEPHO OJIMHAKOBBIX Pa3MEpOB, MPUUEM OHA U3 HUX — amopdHas. [Ipu pa3muaHbIX

MeToJax nojiyueHus pasmep 3épeH Pe moxet uzmenstecs ot 0,05 g0 10 Mxm.

TBC. ®a3oBas T-x nuarpamma TBEpIoro pactBopa ThC mpuBenena Ha puc. 6.
Ha gumarpamme cymecTtByroT Tpu ocoOble Toukd. OpHa TpUKpUTHYECKass C
koopauHaTtamu Ty =176 K, x = 0.38. B a10i1 Touke nuHUs (a30BBIX MEPEXOIOB IIEPBOTO
pona (CruiomHas KUpPHAs JIMHUSA) MEPEXOJUT B JIMHHUIO MEPEXOJOB BTOPOTO pPojJa

(IWTpUXOBast JINHUA).
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L ~
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Puc.6. ®a3oBasa T-x quarpamma tBEpAOro pacrsopa ThC:

a) @aszoBas amarpamma Ba,Sri,TiOz. Cmomubbie ¥ IITPUXOBBIE JIHHHH
COOTBETCTBYIOT JHMHHUAM  (a30BBIX IIEPEX0JIOB TEPBOIO MW  BTOPOTO  poja
COOTBETCTBCHHO. ODKCIEPHUMEHTAIbHBIC TOYKH B3AThI W3 [42] KoOpIMHATBI OCOOBIX
touek: T = 79 K, x=0.11; Ty, =47 K, x =0.028; T, =176 K, x =0.38;

0) ®azoBas auarpamma Ba,Sri,T103 BOmu3u mynstudasuoi Touku Ty = 47 K, X

= 0.028. IlTpuxoBble JUHUU COOTBETCTBYIOT JUHUSAM (ha30BbIX MEPEXOJOB BTOPOTO

poxa [43].

JIBe npyrue MyJIbTUKPUTHYECKUE — TOUYKH, B KOTOPBIX CXOMATCS HECKOJBKO (ha3.

B nmepBoit Touke ¢ koopauHatramu Tyi= 79K, x = 0.11 cxomsarca Tpu
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cernerosnekrpuueckue $assl PAmm, Amm2, R3m u nmoaxoaar K mapal’ieKTpu4ecKon
daze kyonueckorr cummerpur Pm3m. Takas ocobast Touka, BiepBbIe onMcanHas B [44],
MOSIBJISIETCS, €CIIU BBITIOJIHSETCS YCIOBUE 20111~ 02=0 11t K0A3h(HUIIMEHTOB YeTBEPTOM
CTETICHH.

Bropass MynpTUKpUTHUECKAs TOUKa UMeeT koopauHatel Ty, = 47K, x = 0.028. B
ATOM TOYKE CXOJATCSA IIeCTh (ha3: BHICOKO CUMMETpUyHas KyOuueckas (aza Pm3m,
daza gnucroro Sr [4/mcem, poMOoOdApHYECKast YUCTO CETHETOANEKTpHIeckas (aza R3m u
TpHU (a3bl C OJHOBPEMEHHBIM IMOSBICHUEM MOJISIPU3AIMU U BpallleHui okTa’apoB R3c,
Ima2 u R3c. Ilocnmegame Tpu (ha3el CymECTBYIOT B OYEHb Y3KOM JHANa3oHE

koHneHTpaui 0.028>x>0.004.

BiFeO; /Imarpamma coctosinus cucteMbl BiO; —Fe,0; npuBeneHa Ha puc.7. B
JAHHOW cHCTeMe oO0pa3yroTcs cleayiomue coeauHeHus: BiysFeyOsg (cuimmeHur),
Bi,Fe,O9 u BiFeOs;. Coeaunenus 20:1 (cmmnenwut), 1:1 (BiFeO3) u 1:2 (BiFe Oq)
IJIABATCSA UHKOHTPY3HTHO npu 1068, 1203 u 1233 K, cOOTBETCTBEHHO.

T.K (@)
e L+Fe,0,

1233

[ 1203

1 L4B-1:1
o+L 1098
1073\ L4a-1:1
1058 1:2+Fe,0,
i 1.1+
122
23: o=t
873 }
JL 231 159 1:2 J
[ A
B1,0, 25 75 Fe,0,

MOJL %

Puc. 7. luarpamma coctosiaus cuctembl Bi,O; — Fe,03 [45].

37



1.3.2. Kpucranausanus u tepmuyeckasi oopadorka LHITC, TBC, BFO, FeZrN

Hnéaxkn HTC. HcknmoyuTenbHO BaXXKHBIM SABJISIETCA H3Tall KPHUCTAUIA3ALUN
(Tepmuueckort 06padoTkn) wi€HOK. [Ipu kpucrammzanuu wi€¢Hok L[TC mist momydenus
MEPOBCKUTHON (ha3bl HCIONB3YIOTCA JBa OCHOBHBIX mMoaxoda. Ilpu omHOcTaguiiHOM
npoliecce MIEHKY OBICTPO HArpeBaloT O TEMIIEPATYPbl KPUCTAUTU3AIUH, YTO IPUBOJIUT
KaK K MHPOJIU3Yy OPraHUKH, TaK M K KPUCTAUIM3AUUU. IDTOT TUI OBICTPOrO OTXKUIa
YBEJIMYMBAECT TUIOTHOCTh TOHKOM IJIEHKH M 3aJ€p>KUBACT KPHUCTAIUIM3ALUIO J0 OoJiee
BBICOKMX TEMIIEPATYP.

[Ipn AByXCTaaAMMHOM MpOLECCE, OCAKAEHHAS IUIEHKA NTOMENIAETCA HA TOPAYYIO
nomioxkky mnpu Ttemreparype 200-400°C, rtae nOpoUcXOAUT MHUPOJH3 OPraHUKH.
HecMoTpst Ha TO, 4TO OBICTPBIN HarpeB MOT Obl MPUBOJUTH K PACTPECKUBAHUIO TUIEHOK,
Ha CaMOM JIeJie OH sBiisieTcs Oosiee MpeAnodYTuTenbHol Meroaukoi. [Ipennonaraercs,
4YTO B 3TOM IIPOLIECCE YNAJSIOTCS OpPraHMYeCKHE KOMIIOHEHTHI Ieper oOpa3oBaHUEM
«kapkaca» B amopdHOi ¢aze, 4To MUHUMU3HUPYET pacTpeckuBanue. [locie nuponuza
IEHKA OTXKUTAIOT mpu Oojee BbIcOKUX Temmeparypax (500-700°C) mpu ckopocTax
HarpeBa oT 5°C B MunHyTy 10 750°C B MunyTy [46]. MHOTHE HCCaeIOBaTeIN CUUTAIOT,
YTO YCJIOBUS OTKUIa MOTYT 3HAUYUTENIBHO BIUATh HA MUKPOCTPYKTYPY TOHKHUX IJIEHOK,
YUUTHIBasE KaK KWHETUYECKHE, TaK M TEePMOJAMHAMHYECKHE (aKTOphl Mpolecca
KPUCTAJUTA3ALUN. Oo6unacthb CTaOMIJIBHOCTHU IIPOMEKYTOUYHBIX
(bIIOOPUTHBIX/TUPOXIOPHBIX (ha3 U CKOPOCTh HarpeBa, MpH KOTOPOH TUIEHKA MPOXOIUT
ATOT TEMIIEPATYPHBIA UHTEPBAJ, SIBJISFOTCS TAK)XKE KPUTUUECKUMU.

B pabotax [36, 47] moka3aHo, 4TO KHUCIOPOJ YXOJHUT U3 MIEPOBCKUTHON (ha3bl MPH
Temmeparype 650°C u moHmkeHHoM mapieHud (10°) mpH dTOM SIEKTpHYECKHE
CBOMCTBa YXYIIIAIOTCA, HO MOTYT OBITh BOCCTAHOBJIEHBI OTKHUIOM B KHCIIOPOIHOM
aTMocdepe.

Kpucranmmmueckue crpykrypsl TBC 00BIYHO MOJIy4alOT MPU OTHOCHTEIHHO
BBICOKMX TeMIlepaTypax TNOJJIOXKKH. Bo BpeMs pocta TUEHKH 00pa3yroTcs
MPOMEXKYTOUHBIE CIIOM U crnenududeckas 3€peHHas CTPYKTypa, YTO BBI3BIBACT

CEepbE3HOE  CHIKEHUE  JMAJIEKTPUYECKOM  MPOHUIAEMOCTH W TOKa  yTEUKH.
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ATnbTEpHATUBHBI METOJ — BBIpAIIUBaHUE aMOPQHBIX IEHOK TIpU  HU3KOMN
TEMITepaType MOUIOKKA U UX KPUCTALTU3ANNS TIPH MOCIEAYIomeM oTxkure. s aToro
UCTIONB3YIOT U30TEPMUUYECKUIN MM OBICTPBIN TEPMUYECKUI OTXKUT. B mocnennee BpeMs
OBICTPBIA TEPMHUCCKHI OTKHUT CTaJI HauOOJee BAXKECH B MPUIOKCHUH K TEXHOJOTHSIM
KpynmHoMacITaOHbIX HHTerpaibHbiXx cxeM (ULSI). I'maBHOe mpeuMyIecTBO TaKoro
BO3JICHCTBHUS — JIOBOJIbHO KOPOTKOE BpeMs OOpaOOTKHM M OTHOCHTEIhHAs IMPOCTOTA
nporecca. KopoTrkoe Bpemsi 00paOOTKM OYEeHb BaXXHO, TaK KaK BBI3BAHHBIC
TEMIIEPATYPHBIM  BO3ACHCTBHEM  (PU3MYECKHE  WJIM  XUMHYECKHE  IPOIIECCHI
3aKaHYMBAIOTCS, TOKa HEXKENaTeNbHbIE TMPOIECChl, Takue Kak auddy3Hoe
MIPOHUKHOBEHHUE, TMOBEPXHOCTHOE B3aWMOJCHCTBHE J(P(HEKTHBHO KOHTPOJIUPYIOTCS.
Cexeocaxaénusie MerogoM CVD mnénku ThC uMEOT 10BOJIBHO HErepMETHUHBIE
TOKOBBIE XapaKTEPUCTHKU OJlarojaps KUCIOPOIHON HEIOCTATOYHOCTH W TPUMECHOMY
3arpsi3HEHHIO, CYIIECTBYIOIEMYy B IIEHKaX. CooOIleHHs yKa3bIBalOT, YTO OBICTPBIN
tepmudeckuit oTxkur B O, uimn N,O, npumenénnniii k miénkam ThC, apdextuBen s

IOHMXCHHA TOKOB YTCUYKH U oOecrieunBaeT JydIIreC SJICKTPUICCKUC XapaKTCPHUCTUKU.

Inénkn TBC. Pentrenosckas audpakuus cBexeBblpalieHHbIX MIEHOK ThC,
OCaXIEHHBIX MPHU PA3IUYHBIX TEMIIEPATypax MOIJI0XKKH, MMOKA3bIBAET, YTO CTPYKTypa
MEPOBCKUTAa OOBIYHO TMOJy4yanach Mpu BceX ycnoBusx. OMHAKO KpUCTauTMUecKas
OpUEHTAlUs U KPUCTALIMYHOCTD MIIEHKU CUIIBHO 3aBUCST OT TEMIIEPATYPhl OCAXKIICHHUS.
[Inénky, ocaxaéuusie mpu 600 C, UMEIOT CTPYKTYpYy KyOHYECKOro MEPOBCKHTA H
HAXOJATCA B MOJUKPUCTAJUIMYECKOM COCTOSTHUU. KpUCTaIMuHOCTh TUIEHOK BO3pacTaeT
C pOCTOM TeMmIepaTypbl ocaxiaeHus. ILIéHKH, ocaxaéuuble mpu 600 u 650°C
TekcTypupoBanbl B HampaBieHusix [110] u [100] cootBercrBenHo. Ilpu 650°C
MOJTy4eHbl 0oJiee BBICOKO OpHEHTHpOBaHHbIC B HampamieHuu [100] mnéuku. MHorue
uccienoBaTenu cooOuaroT, yto ToHkMEe IUIEHKM THC B monMKpUCTaNInYecKOM
COCTOSIHUU ObUTH TOJTyYEHBI Ha MOJIMKPUCTATHYECKOM Pt aekTpose mpu temiepaTrype
nomoxkku — npubnusurensHo  500-650°C.  OpHako, mnOpUYMHA — pa3iuyuus B
KPUCTAUTMYECKUX CTPYKTypax IMOKa HE J0CTaTo4yHO sicHa. [Ipenmonaraercsi, 4To OHU

CTPOTO CBSI3aHbl C KPUCTAJUIMYHOCTHIO U opueHtauuet Pt snexktpoma. Kpome Toro,
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W3MEHEHHE MpeanoutuTenbHoil opuentauuu u3 [110] B [100] HampaBnenuu npu
temneparype Bbiie 600°C cuuTaeTcsi CBSI3aHHBIM C TMOBEPXHOCTHOW SHepruei. B
CTPYKType nepoBckuTa miockocTh (100) siBisieTcs MIOTHO YNAKOBAHHOW KUCIOPOAHOU
IJIOCKOCTBIO, KOTOpass MMEET CaMyl0 HHU3KYIO MOBEPXHOCTHYIO 3Hepruro. Jlaxe eciau
€CTh OoJbIIas HECOTJIACOBAaHHOCTh KPUCTAJITNYECKOMN PELIETKH [110]
MPEANOYTHTENbHAS OPUEHTALNSI CUJIBHO PAa3BUBAETCS IPU BBICOKHX TeMIEpaTypax
ocaxneHus. B OONbIIMHCTBE IMIEHOK, OCAXIEHHBIX HA TOBEPXHOCTH S, Tpedyercs
ropa3io Oosiee  BbICOKasg TeMmIiepaTypa MOJJIOXKKH, 4YTOObl  cOpMUPOBATH
KpUCTAILTHUECKYIO (ha3y, ueM Ha Pt moBepXHOCTU. DTH pe3yibTaThl MOKA3bIBAIOT, yTO Pt
MOBEPXHOCTh MOKET YyBEJIMYMBATH OOpa3zoBaHue 3aponpimeit 1iéHku TBC Oonee
3 pekTHBHO, YeM Si moBepxHOcTh. [1nénku Ha PU/TI u Pt/Ta umeroT 0oiee BBICOKYIO
JTURJIEKTPUUECKYIO MOCTOAHHY10, yeM ThC MmiéHku, BeIpallleHHbIE HEMOCPEACTBEHHO Ha
Si, T|S|2 u TaSiz.

JIusneKkTpuyeckue CBOWMCTBA MNOJUKpUcTaMueckux IEHOK ThC 3aBucAr
TaK)K€ U OT MUKPOCTPYKTYpbl. BinsiHne pazmepa 3€peH Ha AUAJIEKTPUUYECKHUE CBOMCTBA
uMeeT OoJpllioe 3HaueHwe mnpu npuMmeHeHuu TUIEHOK TBC B KOHJIEHCATOPHBIX
CTPYKTypax, TJ€ TOJUIMHA MIEHKU NOKHA ObITh MeHblle 130 HM. Bbbuio oTMeueHo
HAJIMYME 3HAYUTENBHOTO pa3MepHoro d¢dekra (TOJMMMHHAS 3aBUCUMOCTh U
3aBUCUMOCTh OT pa3Mmepa 3EPEeH) NpH HU3YUYEHUU AUDIICKTPUYECKOW MPOHUIIAEMOCTH.
Miyasaka u Matsubara [48] cooOmiamu, dYro MakCHMallbHBIE  3HAYCHUS
nuanekTpudeckoil mponuaeMocty (900) BhISBICHBI B MOJUKPUCTATUIMUECKON TUIEHKE
BagsSrosT10; Tommmuoir 500 HM, B TO BpeMs KaKk B MAacCHUBHBIX KEpaMHKaX JTH
3HaueHus npesplatoT 5000. CHuwkeHue TOMMMHBI MIEHKUM 10 80 HM yMEHBIIAJIO
KOHCTaHTy JAMdJIeKTpuueckoe mponuiaemoct g0 400. Horikawa et al. [49]
WCCJIEN0BATM  KOPPEIALIMIO MEXAY OUDJIEKTPUYECKOM KOHCTAHTOM MW UIUPUHOU
PEHTIEHOBCKUX MUKOB B (Bag g5Sro 35) TIO3; ToHkMX tuiéHkax. CoriacHoO uxX pe3ysabTaTam,
MOJMKPUCTAIUIMYECKAS TUIEHKA C pa3MepoM 3E€peH 45 HM UMEIOT JIHUAJIEKTPUUECKYIO
KoHCTaHTy MeHbIe 200, B TO BpeMs Kak IJIEHKA C pa3MepoM 3€peH 220 HM MOKa3bIBACT
TUDJIEKTPUUECKYI0 KOHCTaHTy Ooisiee 700. JludnexkTpudeckas KOHCTAHTa ATHX IIEHOK

m3Mensach ot 190 no 700 mpu KOMHATHOM TEMIIEpAType.
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B »T0li paboTe m3ydann Takke BIMSHHE pa3Mepa 3€peH Ha NUAJICKTPUUYCCKUC
CBOMCTBAa TUIEHOK BagesSross 1103, ocaka€HHBIX NpH Temmeparype Mmomtoxkku S500-
700°C. KoHcTaHTa AUAJIEKTPUYECKON NPOHHUIIAEMOCTH ATHUX IUIEHOK HaxoAuiIach B
untepBaie 190-700 mpu KOMHATHOW Temmeparype. OTH U3MEHEHHS CBS3bIBAJIUCH
OoJbIIIe C U3MEHEHUEM pa3Mepa 3EPEH, HEXKENU ¢ U3BMEHEHUEM TOJIIUHbI TUIEHKH.

Lee et al. [50] u3y4anu BIMsHUE MUKPOCTPYKTYPBI Ha JCKTPUYCCKHE CBOWCTBA
wiéHok TBC, ocaxnéuneix Ha mominoxke Pt/SIO,/Si, ucmonb3ys meron [IOM wu
nudpakiMOHHBIN aHanu3 nonepedyHbix ceduenuit. [Inénka TBC umena cronbuartyro
CTPYKTYpY, 3€pHa pOCIM OT IUJIaTUHOBOM TOJJIOKKH, IUIEHKH OOHapyXUBaIU
OTCYTCTBHE MPEUMYIIECTBEHHOW OpPUEHTUPOBKM 3EpeH. M3mepeHue paszmepa 3E€peH
MOKA3aJ0, 4YTO MPH YBEIWYEHUU TOJIUIMHBI IUJIEHKU, pa3Mep 3€PEH YBEIHMYHMBAJICS
He3HauuTeAbHO. [Ipm »>TOM TpU  yBEIMYEHUHM KOHCTAHTHI  JAUDJICKTPUUYECKOU
npoHunaeMoctu ot 348 no 758 pasmep 3€peH yBenuuuBaics oT 32 n0 82 HM Ipu
temneparype ocaxaeHus 600°C [51]. ABTOpBI NPEANOIOXKHIN, YTO 3HAYMTEIBHOE
CHIKEHHME KOHCTAHTHI JUAJIECKTPUUECKON MPOHUIIAEMOCTH MPHU TOJIUHE TUIEHOK HUXKE
75 HM TIPOUCXOUIIO OJarojaps IOMOJHUTEILHOMY (DaKkTOpy mMOMHMO 0Opa3oBaHUsS Ha
HayaJbHOU CTaJUU OCAXKJCHUS CJIOS C HU3KOM JTUAJIEKTPUUYECKON MPOHHUIIAEMOCTHIO.
OT1oT dakTop, MO MHEHHIO aBTOPOB, ObUT B 3HAYUTEIBHOW MEpe CBS3aH C Pa3MepoM
3EPEH B OTUX IUJIEHKAX.

B ciyuae mn€nok Bag75SrosTiO3 m BagsSrosTiO; cTpykTypa M3MeEHsUIach OT
PaBHOOCHOW N0 CTOJOYATON TMPH YBEIMYCHHH TEMIIEpaTyphbl MOJIOXKKH, CTONOYaTas
CTPYKTypa HpOSBIIIach NMpH ocaxacHuu npu Ttemreparype 700°C [52] npu stom,
KOHCTaHTa JUAJIEKTPUUYECKON MPOHUIIAEMOCTH XOPOIIO KOppeaupoBajia € pa3MepoM
3épeH B HaIpaBJICHUH, MapajuieTbHOM TOJIIMHE IJIEHKH B 00oux ciydasx. Pasmep
3¢peH B HaINpABJICHUU, TEPICHAUKYISPHOM TOJIIMHE TUIEHKA YBEJIUYUBAIICS MPHU
YBEIIMYEHUHN TEMIEPATYPhl OCAXKICHHUS, TAKXKE KaK M pa3Mmep 3€peH B HalpaBJICHUU
napajieIbHOM ToNmuHe TIEHKA. CrieoBaTeNbHO, OBIJIO YCTAHOBJICHO, YTO KOHCTaHTa
JTURJICKTPUUECKON MPOHUIIAEMOCTH B 3HAUUTEIIBHOM MeEpe ONpeAessieTCs CTENEeHBIO

KPHUCTAUTU3aIl|iH, pPa3MepoM 3EpeH U cooTHoIeHHeM Ba/Sr.
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CymectBoBaHue rpaHuyHOro ciosg mexnay IieéHkod ThC u Pt HuxHUM
ANEKTPOAOM MOATBEPKJAeHO ¢ momolibio BPOM. TlosBnsitonuiics rpaHUYHBIN CIION
UMEET CTPYKTYpY, OTJIIMUHYIO Kak OT ToHKoU minénku ThC, Ttak u Pt anextpoaa, koTopas
NPUBOJNUT K U3MEHEHHUIO TPAaHUYHBIX COCTOSTHUI Mexay Tui€Hkoil u Pt. Korga Tonmmuna
m1EHKU yMeHbnaeTcss ot 300 1o 50 HM, TOJIIMHA TPAHUYHOTO CJOSI YBEITUYUBAETCS OT
9.5 mo 11 um [53]. Poib rpaHuIBl CTAHOBUTCS JAOMHUHHPYIOIICH, KOTJAa TOJIIMHA
IEHKU 00bI9HO <100 HM.

OO6b1yHO TOHKME MIEHKU THC 1eMOHCTPUPYIOT Jerpajaluio dJIeKTPOPU3NIECKUX
CBOWMCTB NIpH yMEHbIIEHWU TONMUHBI [54]. Tlpm 3TOM KOHCTaHTa JIUAICKTPUUICCKOU
IPOHUIIAEMOCTH CHMIKAETCS 3HAYUTENBbHO. JTa Jerpajalusi MOXKET ObIThb CBs3aHa C
CYIIIECTBOBaHHEM aMopdHoro cios Ha rpanuie pazaena TBC-anexkrpoa. YUrtoObr
IPEIOTBPAaTUTL OOpa3oBaHue amopdHOro ciosi, B padorax [55-59] mnpemmaramn
pasnuuHble Buabl oTxkura. B padore [60] uccnemnoBanu MUKPOCTPYKTYpy MHTepdetica
mexay TBC (BageSro4TiO3) ¥ IUIATHHOBBIM DJICKTPOAOM 1O M IOCJIE OTXKHIa B
pa3uuHbIX atMocdepax (KUCIOPOJ, a30T), TOJIIMHA IUIEHKH cocTaBisuia 90 HM,
temrneparypa omxkura 750°C. Jlo omkura Ha TpaHUIE C IUIATUHOM HaXOAWICS
aMmop(HBIN CIOM TOMIIMHON 15 HM, KOTOPBII HAXOAWICA MEXAY KPUCTAJUIAMH MJIEHKH
U TUIATUHBI, YTO CIIOCOOCTBOBAJIO JECTpaAaliy dIEKTPOPUINYECKUX CBOMCTB B TIIEHKAX
nocyie ocaxiaeHus. PeHTreHoBckue AupakTOrpaMMbl IMOKA3add HAJIUYUE TEKCTYPhI
(111) m (100). [Tocne oTxura opuentuposka (111) ycunupanace.

UtoObl MOHATH MOBEICHUE IIEHKH B MIPOIIECCE POCTA HA TOJJIOKKE U3 TIJIATHHBI C
Tekctypoil (111), ObuIM mpoaHaNM3UMPOBaHBl KPUCTAIIOTPAPUUECKHE COOTHOLIEHUS
Mexay miockocTasMu ThC n muaTWHOW, M XOTs PacloOKEHUE aTOMOB B INIOCKOCTH
(111) TBC xopomio coriacyercss ¢ pacIlojOKCHHEM aTOMOB IUIATHHBI B TOM XKe
MJIOCKOCTH, oprueHTHpoBKa (111) He sBasieTcs eNMHCTBEHHOM. Tak Kak OKCH/IbI TUTAHA,
nanpumep TiO,, Gonee craGuIbHEL, deM HoH Ti* mpu omkure B aTMochepe KHCIoposa,
POCT aTOMHBIX TIOCKOCTeH ¢ moHamu Ti'" 6t orparmuen [61, 62]. CooTBeTCTBEHHO,
o6e mimockoctu TBC (100) m (111) (TBC(100) — kak IMJIOCKOCTH C HaWMEHBIIEH

noBepxHocTHOM 3Heprueit u ThC (111) — kak mIockocTH, HanbosIee COOTBETCTBYIOITUE
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mwiockocTsaM (111) mnmaTtuHbl) MMEIOT NPEUMYIIECTBO MPHU POCTE HA IUIATHHE C
Tekctypoit (111).

[Tocne omkura B atMocdepe KUCIOpoJa TUIEHKA MOJHOCThIO KPUCTAJUIM30BaHa,
amopHbple ydacTku Ha wuHTepdeiice He Habmomamu. [Ipuuém amopduas ¢aza
KpHUCTaJUIM30BaIach ¢ o0pa3zoBaHueM riockocteit (111) 6maronapst HaAIMUKUIO TEKCTYPbI
(111) y mnnatunael. BPOM-uzoOpaxenuss wuHTepdeiica MOKa3bIBAIM HCKAKCHUS
KPUCTAIUTMYECKON PEHIETKH Yy KPUCTAIIOB, BBHIPOCHIMX Ha MHTepdeiice. YToa Mexmay
nanpasnermsiMu (100) u (110) cocraBmsin 86 B HCKaXEHHOHW pEIISTKE, OHAKO
paccrostare Mexay miockocTsiMu TBC (111) octaBamock mpexuuM — 2,29A. Takas
UCKOKEHHAsT CTPYKTypa HaONIoAanach TOJBKO MOCiAe OTXHra. Takum oOpa3oM, B
mpoliecce pocTa KpucTaumzaius amopgHoil ¢a3pl Ha wuHTEepdeiice mnojBepKeHa
BO3JICUCTBUIO TOJJIOKKH, C OJHOW CTOPOHBI, U cocenHux TBC-kpuctamiuroB - ¢
npyroil. Hanuuue 3TUX KPUCTAIUIMTOB C PA3IMYHBIMUA OPUEHTUPOBKAMU U MPUBOJUT K
UCKOKEHUIO  CTPYKTYpbl  pacTymux  KpuctawioB. Ilocie — oxoHYaTenbHOMN
KpUCTAJUIM3alUU TUIEHKH CHIKAeTCd TOK yTedkd. OJHAKO Haauyhe KpPUCTAJUIOB C
neOpMUPOBAHHON PEHIETKON  OmpenensieT OTHOCUTENbHO HHU3KYI0 KOHCTAaHTY
JTUAJIEKTPUUECKOW MPOHUIIAEMOCTH 3TUX TUIEHOK.

CerHeTodNIeKTpUYECKUE TOHKHE TJIEHKU C BBICOKOW MPOHUIIAEMOCTHIO OOBIYHO
OTJIMYAIOTCA OT MAacCHUBHBIX aHanoroB. Hampumep, ToHkue mnéHku TBC,
JEMOHCTPUPOBAIM YMEHBIIEHUE MMEPEeHOCca 3apsla U YJIYyUYUIEHHBIE XapaKTEPUCTUKHU
JUDJICKTPUYECKON pellakcallii [0 CPaBHEHHIO C MAaCCHBHBIMHM Kepamukamu [63].
Kpome Toro, MUKpOCTpYKTypa TOHKHX IIEHOK W XUMHUS TOUYCHHBIX JACPEKTOB MOTYT
CYILIECTBEHHO OTJIMYaThCsl OT MAacCUBHBIX 00Opa3uoB. llonukpucraminyeckue MIEHKU
TBC yacTto MMEIOT CTOJIOYATYIO CTPYKTYPY 3€pEH U MOTYT aKKyMyJHpOBaTh OYEHBb
OOJpIIME KOJMYECTBA M30BITKA THUTaHA. Y IOBJIETBOPHUTENIbHBIE CBOMCTBA IJIEHKU
JICMOHCTPHUPOBAIIM MPH COOTHOIICHUU KOHIICHTpanuu noHoB Ba+Sr/Ti = 46,5 / 53,5 (y
= 0.15), 4TO 3HAYUTEIBHO MTPEBOCXOAUT MPEAEI PACTBOPUMOCTH B TBEPIAOM COCTOSTHUU
tutaHa B MmaccuBHBIX TBC (y < 0.01) [64, 65]. B pabote [66] Oblna ncciaemoBaHa poiib
rpaHuil 3épeH B HECTEXHOMETPHYECKHX TNoiukpuctaumueckux TbhC-ménkax B

YCIIOBUAX aKKOMOJalnn M30BITKA THTAHA Ipr CUJIbBHOU KOMHOSHHHOHHOﬁ 3aBUCHUMOCTHU
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MEKTPUUECKUX M JIUDICKTPUUECKUX CBOWCTB IIEHOK. TomuHa MIEHOK COCTaBIIsIa
30-150 am ma Si-SiO, —Pt mommoxkax, meron CVD, Ba — 0,7. Penrrenosckue
nudpakTorpaMMbl MokKazainu, Hanuuue TekcTypol {100}, cronmbuaTtoit CTpyKTyphl C
pasmepom 3€per 10-20 um. IlpucyrcTBue amopdHoii oboraméHHol THTaHOM (a3l U
da3pr Thma TiO, Ha rpaHumax 3épeH I IUIEHOK ¢ OOJBIIMM M30BITKOM THTaHa (Y >
0,08) OOBsCHSET HEMOHOTOHHYIO 3aBUCHUMOCTb JIeTpajlallid CBOMCTB IUJIEHOK B
3aBUCUMOCTH OT cojiepkanusi TuTaHa. OgHAKO MOJENbh C Pa3IUYHBIMUA (a3aMu Ha
rpaHuiax 3€peH He Morja OOBSCHUTh CHUIBHOM 3aBUCHMOCTH OT COCTaBa KOHCTAHTBI
JTURIIEKTPUIECKON TpoHuUIiaeMocTi. EELS-criekTphl mokasanu nckakenue csizedd B Ti-
O-okTasrapax Ha rpaHuIiax 3€peH B oOpasmax ¢ O0JabITuM U30BITKOM THTaHa. KoHcTaHTa
JTUAJIEKTPUUECKOM TIPOHUIIAEMOCTH TMPU YBEIWYEHUH U30BITKA TUTaHA, TOXO0XKE,

OIpEENSIETCS NEPETPYINIUPOBKON ITUX aTOMOB B 00BbEME 3EPEH.

Inénkn FeZrN. OcHoBbiBasich Ha (yHIaMEHTaIbHBIX bu3nIecKux
MPECTABICHUSIX, PACCMOTPUM Ha MOpuMepe IUIEHOK coctaBa Fe-ZrN BO3MOXKHOCTH
oOecrieyuTh (GOPMUPYIOMICHCS B HHUX HAHOKOMIIO3UTHOTO THMA JUCHEPCHO-
YOPOUHEHHOW CTPYKTYpOul (pHrcC.8) KOMILIEKC CBOMCTB, MPEABSABISIEMBIM K MaTepUalLy
MAarHuTHOTO cepAcYHUKa 3aMMUCHIBAIOIIECH TOJIOBKH. Teopetnuecku u
HKCIIEPUMEHTAJILHO TMOKa3aHO, YTO (DeppoMarHeTHKH, UMEIOIINE pa3Mep 3epHa MEHee
50 HM, MOTYT HMMEThb YpE3BbIYAHHO HU3KWE 3HAYEHUS KOIPUUTHUBHOU cuUIbl Hc u
BBICOKHME 3HAYEHHs MArHUTHON MPOHHMIIAEMOCTH, W, [67-71]. Bricokoe yaembHOE
AIEKTPOCONPOTUBIICHUE TUIEHOK Fe-MejavaX, B YaCTHOCTH, Fe-ZrN,
o0ecrnieunBaroIIee CHUKEHUE DHEPreTUYECKUX IMOTEeph Ha IepeMarHuYMBaHUE Ha
BBICOKHMX YacTOTaX, CBSA3aHO HE TOJBKO C BHICOKOM 00BEMHOM J10JIeH rpaHuIl 3€pEeH, YTO
XapaKTePHO ISl HAHOPAa3MEPHBIX CTPYKTYDP [72], HO ¥ ¢ IPUCYTCTBUEM HETPOBOIAIICH

dazsr ZIN.
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Puc. 8. CpoiicTBa nuToro onHodasHoro Maruuto-mMsarkoro craBa Cengact (Fe-
Si-Al) (1) B comocTaBJIeHHH CO CBOHCTBAMH JIUTBIX MHKPOKPUCTALIMYECKUX
JTUCIIEPCHO-YIPOYHEHHBIX KapOugamu (2) u Oopuaamu (3) MarHutro-Markux Fe-
CIUIaBOB: a) pecypc paboTel B cryauiiHoM Buaeomaruutodone (tum KAJP-31TM)
OTEUECTBEHHBIX BHUAECO TOJOBOK THNa BI'-20 NpOMBINIEHHOTO HW3rOTOBIEHUS; O)
YacTOTHAas 3aBUCHUMOCTh MAarHUTHOW MPOHMUIIAEMOCTH CIUIABOB; B) aMIUTUTYIHO -
YacTOTHAsl XapaKTEPUCTHKA BUJEO ToyioBOK Tura BI'-20, momydyeHHass Ha CTYIUHHOM

Buseomarautoone KAJ[P-31IM.

Ha maccuBHOM maTepumane mokasaHo, 4To B cruiaBax Ha ocHoBe OLIK meraimuioB
CO CTPYKTYpOH,  peanu3yrllell MexaHu3M JAUCIEPCHOTO YyNpoyHeHus Qazamu
BHEJIPEHUS, XaPaKTEPU3YIOIIMMUCS BBICOKOM TEPMOJUHAMUYECKON CTAOMIBHOCTHIO,
POCT 3epHa MPH PEKPUCTAIUTH3AIMK MOXeT He Ha0moaatbest BIUIOTh 10 0,8 T, (T, —
TeMIepaTypa IJIaBJICHUS MeTauia — OCHOBBI) [73]. DTo mo3BoJseT monararh, 4to B Fe -
TIEHKAaX C aHAJOTUYHBIM THUIIOM CTPYKTYPBI POCT HAaHO3EpHA MPH TEXHOJOTUYECKUX
Harpesax 10 temmeparyp 0,35-0,4 T, ¢ (550-600 ) He momkeH nMeTs Mecto. Beicokas
TBEPIOCTh M HM3HOCOCTOMKOCTh JTUX INIEHOK JOJDKHBI 00€CTICUMBATBCS 3a CUéT
s dexToB nucnepcHoro ynpounenus 1 Xosna-Ilerya.

PaccMoTpuM HEKOTOpbBIE TOJIOKEHHsI Teopuu ¢eppoMarnetusma [74, 75] u
busndeckyro mpupoay dS(pdexra cymep MarHUTO-MSITKOCTH HAHOKPUCTALTUYCCKUX
dbeppomarneTukoB. OTpaHUYUMCS PACCMOTPEHHEM 3aBUCHMOCTH OT CTPYKTYPHBIX

(bﬂKTOpOB KOBpHHTHBHOfI CUJIbl, IIOCKOJIBKY TaKasd 3aBUCUMOCTb  BCJIMYHMHBI
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KOAPIUTUBHON CHJIBI I MAarHUTHOM MPOHUIIAEMOCTH MMEET B3aMMHO OOpaTHBIA XOH U
OOBSICHSIETCSI OJUWHAKOBOM  ¢u3nyeckoil mpupogoir. deppomMarHeTu3M BO3HHKACT B
pe3ynbTaTe 0OMEHHOM 3HEpruu (CIMHOBOE 0OMEHHOE B3aUMOICHCTBUE), MPUBOISIICH K
NnapayuieiIbHOM  OpPUEHTAIIMM  CIMHOBBIX ~ MOMEHTOB.  JHEpPrus  OOMEHHOIO
B3aumozeiictBust A ~ 2k0/z (k-moctosmnas  Bbonbrnmana, 0 — Touka Kiopu, z-
KOOP/MHAIIMOHHOE YHCII0) U [UIsi Fe 9Ta BenmuuHa cocTtaBiseT ~ 2x 107 spr/ atom. B
OTCYTCTBHME BHEIIHEr0 MArHUTHOTO TIOJSI YW  BHYTPEHHUX  HaNpsOKCHUM B
dbeppoMarHeTuke BeKTOp HamaruuueHHOCTH (ls) ToMeHa HampaBieH BJ0JIb OCH JETKOTO
HAMAarHWYMBaHUS B KPHUCTaUIe, YTO COOTBETCTBYET MHUHUMYMY O»Hepruu. llpu
Nepexo/ie U3 MmapamMarHuTHOro B ¢eppoMarHuTHoe coctosinue (B Touke Kropu wim npu
Oosnee HU3KOW TeMIlepaType) WM MPU HAMarHWYMBaHUM (peppoMarHeTvka BO3HUKAET
HE TOJIbKO aHM30TPOIHUS BCJICACTBUE HAIWYUS B KPUCTAIJIE OCEH JIETKOTO U TPYJIHOTO
HAMarHU4MBaHus, HO U  ONpeneNéHHbIM  0o0pa3oM, B  3aBUCUMOCTU  OT
KpucTauiorpadguieckoro HaIlpaBJICHUS, MEHSIIOTCS JIMHEWHbIE pazmepbl
dbeppomarieTuka (SIBJI€HUE MArHUTOCTPUKIMHU). Bc€ 5TO TPUBOAUT K TOMY, YTO
HalpaBJICHUE HAMAarHUYEHHOCTH, COOTBETCTBYIOIIEE MHUHUMAJIBHOW  DHEPrHUH,
U3MCHACTCA W TOSABIAETCA aonosHuTenbHas sHeprusa (K.,pg), CKimaapBaromascs W3
SHEPIruM Kpuctammyecko annzorponuu (K;) 1 HaBeAEHHON MarHUTOYNPYTroil 3HEPTUH
(As ©), Tme As —MarHUTOCTPUKIIMS HACBIIICHHUS, G — BHYTPCHHHUEC HAMPSIKCHHUS.
ITockombky K,pg = 0Ki + BAso, (00 m B uncinossie koddduiuenTs! nopsaka 1), a He ~
Kspp., MUHIMaJIbHOE 3HaUYeHHe He MOKHO nocTHdb, ecii 3HadeHne K, mpuoamxaercs
K 0.

B TPEXMEPHOM (beppOMarHuTHOM Marepuaie co CTPYKTYpOH,
XapaKTEPU3YIOMICHCS MHUKPOHHBIM pa3MepoM 3epHa Dj, MpEeBBIIAIONINM JJIHHY
oOMeHHOTO B3aumojaeucTBus L .5, ymeHbiienne BenuunHbl K; u He mpoucxoaut npu
yBeIu4eHuu pasmepa Ds, KOTopblit cBsi3aH ¢ BenuunHo Hc 3aBucumoctsio He ~1/Dj3
(puc.9a). Ecnu pasmep 3epHa 3HAYMTENIBHO MeEHbIe, 4eM L. (puc.90), koHcTaHTa
KpucTammyeckoil anmsotpormun <K> B amcambre m3 N 38per [N = (Loo/Ds),
BOBJICYEHHBIX B OOMEHHOE B3aMMOJICHCTBUE, OKA3bIBACTCS 3HAUYUTEIHLHO MEHBIIE, YEM

112 , .
Ky (K> = Ky/NY). B takom aHcamGie 38peH o6MeHHOe B3amMozeiicTBue (Gobias
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cTpeika Ha puc.96), mpenoTBpaiias OPHUEHTHUPOBKY BEKTOPOB HAMATHUYMBAHUS B

KOKJIOM OTIEIBHOM 3€pHE B HANpPAaBICHUH KPUCTAUIOrPAPUUECKON OCH JETKOro

HaMaIroHndmBaHMU.
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Puc. 9. KospuutusHas cuna He B 3aBUCUMOCTH OT pa3mepa 3epHa Ds (a):
® - Fe-Cu-Nb-Si-B; O - Fe — 6,5 %Si u 50Ni-Fe, A - nepmauioi, Il - amopdHbIH
Co—cmraB; 0)cxema MOJENHM CIy9allHOW MarHUTOKPUCTAJUTMYECKOW aHU30TPOTIHH JIJIS

aMOp(l)HBIX N HAHOKPHUCTATINIMYCCKUX MAaIrHUTOMST'KUX CIIJIaBOB.

ITpn sTOoM BennuuHbl K44 1 D3 OKa3pIBatOTCS CBA3aHHBIMU 3aBHCUMOCTBIO K,
~ K{'D°A®. Crenennas dyuxims K .44 ~ D® coxpansietcs as KodpHUTHBHOM CHITBI 1
MArHUTHO} TpoHumaemocti, T.e. He ~ D® (puc.9a) u po ~ 1/D° [63, 64], uro Bepesie
TOJTYYHJIO DKCIIEPUMEHTAIbHOE TOATBEPKACHUE B padote [76].

N3BecTHO, YTO C YMEHBIICHUEM MArHUTOKPUCTAIUIMYECKONW aHU30TPOIIHH,
OOJBIIYI0 POJL B (OPMHPOBAaHWM 3HAaYeHWUN H, W | urpaer HaBen¢HHAs MarHUTHas
aHu30Tpornus Asc. Takum oOpazom, ymeHbiieHne K; B HAHOKPUCTALTUYECKOM
dbeppoMarHeTuke SBISETCS HEOOXOJUMBIM, HO HEJOCTATOYHBIM YCIOBUEM  JIJIS
MOJTYYCHUS BEICOKOM MarHUTOMSITKOCTH.

N3BecTtHO, 4uTO 00BEMHAsT Oyl OOJacTed, 3aHUMAEMBIX TpaHUIAaMU 3EpPEH U

TPOMHBIMH CTBIKAMH, UMEIOIIUX aMop(dHYyIO CTpyKTYpY [77, 78], mpu pa3mepe 3epHa <
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10 BM, Mmoxer pocturatb 50% wu Oomee [72]. C yuérom »3TOro  HyJeBas
MarHUTOCTPUKIIHS, B YaCTHOCTH, B IUIEHKax Fe-ZrN moxxeT ObITh JOCTUTHYTA 3a CUET
KOMITCHCAIIMH OTPUIIATEIbHOM MarHUTOCTPUKIIMK 00J1acTel, 3aHUMAaeMbIX TEJIOM 3EpeH
a-(Fe) (A ® ™ = —6x10°), mOTOKUTEIBHON MATHUTOCTPUKLHEH OOTaThIX KEIC30M
obracreil, 3aHMMAeMbIX aMoOpGHBIME TpaHHuamu 3épeH (A " ~ +20X1076), pu
COOTBETCTBYIOIIEM COOTHOIICHUH OOBEMHBIX JOJEH 3TUX CTPYKTYPHBIX 3JIEMEHTOB
[79]. D10 ycrmoBHE MOXKHO 3aIMcaTh CIEAYIOUMM cooTHomenmem: V2“8 (- g > *
)=(1-V? “F)(+hs ™), tme VP “F, Ag ® T cooTBeTcTBEHHO O0BEMHAS MO U
MArHUTOCTPUKIMS 38peH (a3bl 0—Fe , Ag ™ — MarHUTOCTPUKIMS 00nacTeil rpaHuIl
3¢peH. AHAJIOTHYHAs 3aBUCUMOCTh MEXKIYy OOBEMHBIMH JOJISIMH W BEITUYMHAMH
MarHUTOCTPUKIMK KpuctauutoB  o-(FeSi) u amopdnoii ¢a3sl Ha ocHoBe Fe
oOecrieuynBaeT HyjleByl0 MarHutocTpukuuio cruaBoB FINMET, xapakrepusyrommuxcs
CMEIIaHHOH (HaHOKpHUCTA/UINYecKas + amopdHast) cTpykTypoii [68, 70, 76,].
BHyTpeHHue HampsikeHUsT G, KOTOpble Kak M Ag OIPEACNAIOT BEITUUYUHY
MarHUTOYIpyrou coctaBisiomiel (As ©) KOHCTAaHTHI A(P(EKTUBHOM MAarHUTHOU
annzoTponu  K,ps, BO3HMKAIOT B IUIEHKaX ~ OpU HMX IOJMYyYEHHH METOIAMU
BBICOKODHEPTETHYECKOTO CHHTE3a, HANpUMEpP, TPU  MarHETPOHHOM HAIBUICHUH U
MOKHO TIOJIaraTh, YTO BEJIMYMHA W 3HAK HAIPSIKECHUN MOTYT U3MEHSTHCS B MPOIECCE

OT KHUTIQa.

1.3.3. BausiHue J1a3epHOT0 OT/KUIa HA CTPYKTYPY INIEHOK

B coBpeMeHHBIX yCNOBHUSX BEAETCS TOCTOSIHHBIN TMOWCK HOBBIX TEXHOJOTHMH,
CHIOCOOHBIX O0OecreunBaTh YIPOIIEHUE, YACIIECBICHHE W TOBBIIMIEHHE KayecTBa TMpHU
NPOM3BOJICTBE MHUKPO3JICKTPOHHBIX cxeM. [80]). disa unterpanuun miéHok THC/IITC B
MHTErPATIbHYIO CXEMY, OCaXkICHHE IIEHOK MPOBOJAAT Ha yxe copmupoBanHyto KMOIT
CTPYKTYpY, (QYHKIHMOHAIBHOCTb, KOTOPOW MOXET OBbITh HapylleHa TepMHUYECKU
aKTUBHPYEMBIMH TpoIleccamMu, Hampumep muddysuel maTepuana aTrOMHUHHAEBOTO
9JIEKTPOJIa B OKpyXKamomuid ero kpemuuid [2]. Takum oOpaszom, KelaTeIIbHBIMH
ABJISAIOTCS ~ OBICTpOTAa W HHM3Kas ~ TeMIepaTypa  TOpH  KPUCTAJUIM3AIUU

CETHETORJICKTPUUYECKUX IUIEHOK. (CuuTaeTcs 4YTO ONTUMalbHAas  TeMIeparypa
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JUIMTEJIBHOTO, HEMYJbCUPYIOLIETO OTKUra He JoJKHA npesbimath 450°C. Ognako ams
Hayajia TMPOILIECCOB KPHUCTAUIM3AllUM, JaHHBIM IUIEHKAM HEOOXOIUM OTXKHUI TIpU
temriepatypax kak MuHuMyM 500°C. Takum oO0pa3om, Ha JaHHBIA MOMEHT
UCCJIEIOBATENE OYEHb HWHTEPECYET KpUCTAUIM3alus MOJA JCHCTBUEM JIA3€pHOTO
U3ITyYEHUsI, YTO TPEACTABISIET COOOW OBICTPBIA U JIOKAJTbHBIM TEPMUUYECKUNU OTXKUT.
Hanpumep, npu npoBEeNEHMH TEPMHUYECKOTO OTKHIAa B YKE TOTOBBIX YyYacTKax
UHTETPAIIbHON CXEMBbl aKTHUBU3UPYIOTCS HEXenaTenbHble AUQPPY3HOHHBIE MPOIIECCHI,
IIPOLIECCHl  NEPEKPUCTALIM3ALMM M HU3MEHEHUs pPacHpelelieHUusT MEXaHUYECKUX
HanpsokeHuid  [2]. Jlokamusanms u3nydeHWss Ha o0Opasile MO3BOJIIET 3HAYMTEIHLHO
CHU3UTH HETATUBHBIE MPOLIECCHl B CHOPMHUPOBAHHBIX CTPYKTypax. YTPaBissd IIUHOU
BOJIHBI, MOIIHOCTBIO W JUIMTEJIBHOCTBIO HMMIIYJIbCA JIa3€pa, MOXKHO H3MEHSATH TAKUE
mapaMeTphl, Kak TeMIlepaTypy HarpeBa, TIyOMHY NPOHUKHOBEHHS W3IyYEHUS U

napameTpbl pacrpocTpaneHus Temiepatyproro mois [80].

500nm 500nm

Puc.10. COM-uzobpaxkeHus IUIEHOK, 3aKpUCTAIM30BAHHBIX C MOMOUIBIO
naseproro omkura (eK = 95 mIx/em?, Ts = 400 °C, Nk = 1000): a) mOBEepXHOCTH

IEHKHU, 0) MONEPEYHbIN Cpe3.
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Ha puc. 11 mpencraBieHbl TeopeTudeckne Tpaduku  pacrpenesieHus
TemnepaTrypsl BoJib ocu 0Z Ha momeHThl BpemeHnu 0,1 u 1 Mkc mocne BO3neUcCTBUA
na3zepa [80].

B OonbumivHCTBE Cily4daeB JIa3epHbI OTXKHUI TPOBOJAUTCA B BHUJE CEpPUU
UMITYJIbCOB, KOJMYECTBOM JIO HECKOJIbKUX THICSY, U C SHEPTUSIMH JIA3EPHOTO U3YUCHUS
0.01-2 Jix/em® [2]: Ex-situ omxkur, 10-3000 mmmymbscoB ¢ sHeproBriazoM 50-100
mJlx/eM?, HarpeB nomnoxku g0 400°C, B pe3ynabTare OTKUTa IMOJYyYEHBI IJIEHKH C
MaKPOCKOIMMYECKUMH TpeIuHaMu; IN-Situ OT)KUT TPOU3BOAMIICS B MPOIIECCE HAHSCCHHUSI
wi¢Hku ¢ suepruei 10-70 MI[>1</CM2, JUTUTENBHOCTh UMITyJbca 28 He, yactoTta 80 I'm,
COOTHOIIEHHUE UCHAPSIONIMX U KPUCTALIA3YIOMMNX UMITYJILCOB MEHSIIOCH OT 0.5 1o 8 B
CTPYKTYp€ IUIEHKHU cToNO4UaThie 3épHa auameTpoM 50-100 HM.

B pab6ore [52]: SrBi;Ta,O9 momydensr 30ib-reiab MeTogoMm, Pb(Zr,Tii,)Oz u
CeMnO3; —-MOCVD. JInuHa BOJHBI JIa3epHOTO U3Ty4deHus 248 HM, 4acTOTa UMITYJIbCOB
10T'u, sueproskian 57,1, 105,2 u 127,3 MI[)K/CMZ. yucio uminyJibcoB 10, 100 u 1000.

NHTepecHbIMM TakK ke MPEACTaBISAIOTCA HCCIEIOBaHMS B 00JIACTH YTOUHEHUS
pacrmpejielieHds 1O TIyOMHE TEMIIepaTypHOTO BIMSHHUS JIA3€pPHOTO W3JIY4YEHUS B
3aBUCUMOCTH OT JUIUTEIIBHOCTM W  MOIIHOCTH HUMIMYyJbca. XapaKTePUCTUKH,

paccuuTanHbie ['oTTManoM u jip. [2], nmpuBeneHsl Ha puc.12.

290 % w04 T °K
1000 4 T . t=100 He 1 t= 0,1MKc
2000 -
- Pt
1500
= t=tmee__ '
T BC 1000 -
04 o > e
i 1 ' t=1 MKc
o SI02 s'°2 &0 -
ot o (et 0TS tow GOm ome Gom | R[M]
a Z[m] 6 000 oM D¢ Q06 G 00

Puc.11. Pacnpenenenust remrepaTtypsl Baojib ocu 0Z Ha MomeHThl Bpemenu 0.1 u
1 mkc (a); pacnpenenieHus TeMmieparypbl BAojib panuyca B TBC-cimoe Ha Te xe

MOMEHTBI BpeMeHHU (0).
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Puc. 12. Pacuérubie mpoduiau pacnpeesieHus Temreparypbl Mo TiayOuHe B
IPOLIECCE JA3ePHOTO OTIKHTra C SHEproBKIanoM 45 JDK/cM® B pasiMuHBIC MOMEHTHI

BPEMEHHU IS INIEHOK C ToMmuHOM 1 1 200HM
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I'naBa 2. MarepuaJjibl 1 METOAbI UCCJIEI0BAHUSA

2.1. MaTepuaJjibl, METObI NOJIY4YEeHHUSsI, CIIOCOOBI TEPMOOOPAOOTKH

2.1.1. Ilosryyenune MHOTOCJIOHHBIX cTPYKTYP Ha ocHoBe LITC, TBC, BFO

[Mnéuxu LTC, TBC, BFO Oputn cunTe3upoBaHbl B Jaboparopuu Kadeapsl
bu3uku KoHJaeHcupoBaHHBIX cpen MI'TY MUPDA. Hanecenue miéHKoOOpa3yrOIIMX
pPacTBOPOB OCYIIECTBISUIM METOJOM XUMHUYECKOTO OCaXKIEHUSI M3 pacTBOPOB Ha
CHCIHAIILHO pa3pabOTaHHBIX ycTaHOBKax [81-84].

Toukue mnéuku Pb(Ti,Zr)Os; (mpu cootHoruenun Ti/Zr=47/53) ObLIN MOJyYCHBI
METOI0M XMMHYECKOT0 OCAXICHHS U3 PACTBOPOB (ITyTEM IISITHKPATHOIO HAHECEHUS Ha
TIO/IJTO’KKH ) € M30BITOYHBIM conepskanueM cBuHIA 10 Mo1.%. Kpuctanmmzamuio mi€Hok

550-900°C B Mupoknii

IMPOBOAWIM IIPU  TEMIIEpAType teuenne 20 MuH.

TGMHGpaTypHBIfI HHTCPBAJI KpUCTAJIIN3alluHU OBLI BBI6paH IJIA peTUCTpallii HAJTUYHSA

npuMecHbBIX (pa3 B TUIEHKE U MEeTaIM3aMOHHON cucteme (puc.13).

Ni
UTC TEC
200-500 BFO
100-150nm 160 nm
Pt 50-100nm Pt 100 nm Pt 150 nm
11 10nm I 10 nm i 10 nm
SiO, SiO, SiO,
300 nm 300nm 300nm
i Si
Si

Puc.13. Cxembl MHOTOCIOMHBIX KoMmIo3uiuii Ha ocHoBe IIEHOK LITC, TBC n
BFO.

HccnenoBanus Taroke mpoBoamin Ha ruiéHkax (Ba,Sr)TiO; mpu cooTHOIeHHH
Ba/Sr=77/23. Takoii cocraB, kKak ObLJIO BhIACHEHO paHee [85, 86], sBisercs Hanboee
ONTUMAJIbHBIM JIJI1 TIOJYyYEHHUS JJICKTPOOU3UUECKUX CBOWCTB 3aJaHHOTO YPOBHS.

[Tnéukun Ba;;Srp3TiO; (TBC) ObuM NPUrOTOBIACHBI XMMHYSCKAM OCAXKIACHHEM U3
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AJIKOKCHJTHBIX PacTBOPOB, MOAU(DHUIIMPOBAHHBIX 2-3THITEKCAHOBON KHUCHIOTOM. [Inénku
TBC tommunoi 200 uM ocaxkaanu Ha Si-Si0,(300um)-Ti(10HM)-Pt(150HM) MOAT0KKY.

[Tocne ocaxaeHHs KaXIOro CJOosl IUIEHKM MOJABEprajid NUPOIM3Y IpU
temriepatype 500°C B Teuenne 20 MUHYT AJsl yJaJ€HUST OCTATOYHOM OpPraHUKH.
JIMdekTpuueckre CBOWCTBA M3MEPSUIM HA CTPYKTypax C BEPXHMM HHKEJIEBBIM

anexkTpoaoM Ha kadenpe DKC MI'TY MUPDA.

2.1.1.1. Hanecenue niaénox LTC.

[TpuroroBneHnue pacTBOpoB. J1Jjisi IPUTOTOBIECHUN TUIEHKOOOPA3YIOILIETO pacTBOpa
B KA4eCTBE WCXOJHBIX KOMIIOHEHTOB WCITOIh30BaIM MOHOCOJLBAT HM30MpOIUIaTa
LHUPKOHHUS Zr(OiPr)4iPrOH, TETPaU30MPOINIOKCU THUTAHA Ti(OiPl‘)4 U 00€3BOYKEHHBII
arierat cBuHia Pb(CH3COO),, cuHTe3upOBaHHBIM M3 OKCHIA CBUHIA C MPUMCHCHHUEM
a0COJIIOTHBIX PEareHTOB: YKCYCHOI'O aHTHIPUJA U YKCYCHOU KHUCTIOThI, HEOOXOIUMOM B
kadecTBe 3arpaBku [87]. McxomHble KOMIOHEHTBI PACTBOPSUIA B METHIILICIIO30JIbBE.
KoHmeHTpamusi pacTBopa B pacu€Te Ha CyMMY aJKOTOJISITOB THUTaHA M ITUPKOHUS
coctraBisuia 0,25 monw/n, cootHomenue Zr/Ti = 48/52 (BOnm3u T.H. MOPGHOTPOITHOM
rpaHwuiibl ), u30b1ToK Ph — 10-15%.

®opmupoBanue 1EHOK. Jnma Hanecenus mi€Hok ITC  wucnonb3oBau
KPEMHHUEBBIC MOUTOKKH ¢ Pt- snekrpogoM Ha aaresnonHom cioe TiO; (okono 10 HM),
KOTOpBIH ocaxnanu Ha cioil Tepmmueckoro SiO, (300 uMm). IInérxooOpasyromuii
pactBop LTC ocaxmanmu wmeTromoM mocIoHHOTO (5 cioéB) 1EeHTpUyTUpOBaAHUS
(cxopocth Bpamienus okoso 3000 06/mMuH) ¢ mpomekyTouHol cymkoi mpu ~ 130°C u

nuposnm3oM 1pu 400°C.

2.1.1.3. Hanecenue miénoxk BFO
Jist  pa3pabOTKM  METOJOB CHHTE3a IUIEHKOOOPa3yIONIUX pPacTBOPOB IS
dbopmupoBanus TOHKUX IIEHOK BFO Obum mcciaenoBanbl pa3andHbie CIOCOOBI CHHTE3a

(Ta61n.3), cuntes npoBoauiau B MI'TY MUPDA.
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Tabmuma 3. Meroapl cuHTe3a  MIEHKOOOPa3ymoOIIMX  PacTBOPOB  JJiA

dbopmupoBanus mIEHOK Ha ocHoBe BFO

meton 1 MeTos 2 metona 3
Bi, Ti — | Bi(C;H30,)3 Bi(C,H30,); Bi(OC,H30,);3
copepxkammii | Fe(CH,COCH,CO | Fe(CH,COCH,COC | Fe(CsHg0,)3
KOMIIOHEHT CHa)s Hs);
PacrBopureanr | CH;COOH : H,O0 | CH;COOH : H,0 | HO(CH,),OCHj
(1:2) (2:1)

Jlerupoanue | La (0,5,10 m0:1.%) | La(0,5,10 mo11.%) La(0,5 m0:1.%)
La (CH3COO) 3 La (CH3COO) 3 La(OC2H302)3 X H,O

Xapaxkrepuct | OTcyTCcTBHE OtcyrcTBHE Xopomue IJIEHKO-
KA PacTBOpPa | CMauMBaeMOCTH CMaulBaEMOCTH oOpa3yroue
TIOJITIOMKEK. MIOJITIOMKEK. CBOWMCTBA.
Ocanok. Ocanok. [Ipo3paunblii pacTBOp
0e3 ocazxa.

[To metomy 1, cormacHo Mmetoamke, npesnokeHHod lakovlev u ap. [88], B
KayeCTBE OCHOBHBIX KOMITOHCHTOB HCITOJIb30BAaHBI alleTaT BUCMYTa W alleTUJIAICTOHAT
enesa. La BBoawIM B OCHOBHOM pacTBop Bi- Fe B Buje arerara nanrana. B kauecte
pPacTBOPHUTEIIST MCIIOJIB30BAIM CMECh YKCYCHOUW KHCJIOTHI U BOJBI B COOTHOIICHHH 1:2.
[To mpennaraemoit MeToauKke ObUTa IPUTOTOBJIEHA cepus pacTBopoB BFO ¢ nobaBkamu
La(5-10 m01.%) u 6e3 Hux. KoHeuHass KOHIIEHTpAIKsI IO CYMME METAJIJIOB COCTaBIIsIA
oxoJ10 0,2 MoJIB/II.

[To MeToy 2 B KayecTBE PACTBOPUTEIIS TAKKE HCIIOJIB30BAIN YKCYCHYIO KHCIIOTY
C BOJIOH, OJIHAKO COOTHOIIEHHE ObUIO M3MeHeHO Ha 2:1, cormacHo nanHeM Habouti u
ap. [89]. Pe3ynbrarhl 9KCiepuMEHTa TaK)Ke OKa3aaIuCh OTPHUIIATEIBHBIMHU.

[Tpu peanu3anuu MeTona 3 B KauecTBE OTIPABHOW TOUKH ObLia B3ITa METOJMKA
Liu u ap. [90], B koTopoit B KauecTBe pacTBOPHUTENS BBIOpAH YacTO MPHUMEHSEMbIN B
30JIb-T€JIb TEXHOJIOTUH METHIIIEIIIIO30IbB. MCIonb30Bacs METHIIICIIIO30JIbB C MaJIbIM

octaTouHbiM coxepskanneM Boxabl (0.05mac.%). B ormmume ot astopos  [90],
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UCTIONB3YIOUINX MPEIBAPUTEIIEHO 00pab0OTaHHBIN JeTHON YKCYCHOU KuciaoToi Bi,Oz u
pPacTBOPEHHBIH B METHIIIIEIUIO30JIbBE HUTpAT jKele3a, JJi BBEACHUS METaUIOB ObLIH
BBIOpaHBI Ipyrue MpeKypcopbl. s MUHUMHU3AIMHA COACP AHM alleTaTHBIX TPy U3
YKCYCHOM KHCIIOTHI B Kaue€CTBE BHCMYTCOJIEPKAIIETO KOMIOHEHTA MPUMEHSIIA aleTaT
BucmyTta Bi(OC,H30,)3 (99,99%, Aldrich). BmecTo HuTpara skeiie3a B pacTBOP BBOIMIH
ariernianeTonat kene3a Fe(CsHgO,)s (99,9 %, Aldrich). [lins BocmonHeHHst MOTEph
Bi,0; nmpu Tepmudeckom omTkure B mporecce dpopmupoBanus mwi€Hok BFO B pactBop
BBOJIMIIM 10 Mac.% U30BITOK MO BUCMYTY.

N3 paboter [91] m3BecTHO, YTO Jaxke oYeHb HEOOJBINOE JOOABICHUE B PAacTBOP
naHTaHa wim  Heoauma  (mo  0.05mo0m.%)  mpemsArcTByeT  (hOPMUPOBAHUIO
HECETHETOANEKTPUUECKOM ¢azbl Bi,Fe,Oq, 3HAYUTENBHO YXYILIAOMIEH
ANIEKTPOPHU3NIECKUE TTapaMeTphl MOMydyaeMbIX MIEHOK. B kauecTBe mOHOpa JaHTaHA B
HacTosAlel padoTe MCHONb30BAIM AalleTaTHYIO COJb JIaHTaHa B BUJE €€ rujapata
La(OC2H302)3 X H,0.

Jns momydeHuss pacTBOPOB KOMIIOHEHTHI B 33JaHHOM CTEXHOMETPHUYECKOM
COOTHOUIEHUH MOCJIE0BATENBHO PACTBOPSIN B 2-METOKCUATAHOJIE IIPU HArpPEBaHUU 110
TEMIEpaTypbl KUTMEHUs1 pacTBopuTtens. OxiaxkaeHne MpoBOAMIN 0e3 JOCTyma BIIArH.
MuHumH3anuss BiIard B CcHUCTeME crnocoOcTBajga MpeAOTBPAIIEHHI0 IPOLECCOB
TMJIpOJN3a U, KakK CJeACTBUE, YyBEJIWYUBaja CTaOMIBHOCTh IUIEHKOOOPA3yIOIIUX
pPacTBOPOB BO BPEMEHH.

[Ipu HaHeceHHH pacTBOPOB, CPOPMUPOBAHHBIX MO METOAUKE 1, HA MOIJIOKKU
Pt-Ti-SiO,-Si HaOmogamu TOTHOE OTCYTCTBHE CMAadyHMBaHUS PAcTBOpa IMOBEPXHOCTH
IUTATUHBI, BCJEACTBHE 4Yero chopmupoBaTh IMIEHKKM HE yaaBaioch. Kpome Toro,
pacTBOpsl HE OTIMYAIMCh XUMHUYECKOM YCTOMYMBOCTBIO: uepe3 2 dYaca Tocie
NPUTOTOBJICHHSI HAOMIOJAIMCh OCAAKH, JIETKO TIEPEeXOJUBIINE B PAacTBOp TpU
HarpeBaHuu. [lombITKH (QopMuUpoOBaTh MIEHKU M3 TMOAOTPETHIX PACTBOPOB HE JAH
&KelnaeMbIX pe3ynpTaToB. [lo-BuanMoMy, BHIOOp pacTBOpUTENs B BUAE pa30aBICHHOMN
YKCYCHOW KHCTIOTHI HE SIBISETCA ONTHMaIbHBIM. Hanmmure 3HaYUTENbHOTO KOJMYECTBA

BOJbI B TPEIJIaracMOM PACTBOPHUTENIC BUIMMO CIOCOOCTBYET, MO HAIIEMy MHEHHIO,
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IMPOTCKAHUIO HCKCIIATCIbHBIX IMMPOHCCCOB TIHUAPOJIN3a U O6p2130BaHI/IIO 0CaJKOB,

IMPpUBOOAIINX K HECTAOMJILHOCTH IMPHUTOTOBJICHHBIX PACTBOPOB.

Meron cunte3a 3 obecrieumnt Xopoune mi€HKooOpa3yrolue CBOMCTBA pacTBOPOB

M WX YCTOMYMBOCTb K BBINQJACHUID OCAAKOB. XapaKTEPUCTHKHA PaCTBOPOB,

HUCIIOJIB30BAHHLIX JIA IMOJY4YCHUA HJ'IéHOK, HCCIICAYCMBIX B I[&HHOﬁ pa60Te,

MpeICTaBJICHbI B Ta0OIuUIIE 4.

Ta6numa 4. XapakTepucTuka pacTBOPOB I nojydeHus miéHok BFO

BFO |BFO:La
Bi(OC,H;0,)3, MULIIIMOIBL 1.36 3.55
Fe(CsHg0,)3, MULIIIMOIIB 1.034 |3.76
La(OC,H50,); X H,O, Mummumois — 0.19

COOTHOIIIEHHE KOMIIOHEHTOB

Bil_lFe Bi0,95La0,05Fe

Konnenrparus no cymme meramios, Mo | 0.10 | 0.16

2.1.2. MeToaunka moJiy4eHusi CTpyKTyp Ha ocHoBe FeZrN

[Inéuku nomyuensl B @I'BYH HUMET wm. A.A. baiikoBa PAH u B rpymnme

npodeccopa M. Inoue (Toyohashi University of Technology, Japan) wmertomom

BBICOKOYACTOTHOTO PCAKTUBHOTO MArHC€TPOHHOIO HAIIBIJICHHUA W3 MHIICHH COCTaBa

Fe-10at.% Zr (cOOTBETCTBYET COCTaBy HBTEKTHMYECKOTO CIUIaBa Ha PaBHOBECHOU

IBOWHOW nauarpamme coctosiaust Fe — Zr [92]) B atmocdepe Ar + N, Ha MOMIOKKY H3

YKapOMPOYHOI0 CTEKJIA TOMUHON ~1,5 MMm.

5

O

O

O
\N |

Puc.14. OcHOBHbIE 3JEMEHTBHI yCTAHOBKHU
BaKyyMHOTO HambUIeHUs: 1 - BaKyyMHBIN KOJIMAaK;
2 - 3acimoHka; 3 - TpyOompoBom s
HarpeBa/oXJakIeHUs KoJaka;, 4 — WroJbyaThlid
KJIallaH; S - Harpeparellb MNOMJOXKU, 6 —
NOJIOKKOJIEpKATENb; [ - TEPMETU3UPYIOIIAs

IPOKJIAAKA; 8 — UCIIAPUTEIT.
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Mournocts Ha karoge 150 Bt, Bpems Hanbuienust T = 100 MuH, TOJIIMHA IEHOK

cocrapmna 0,7 u 1,8 MKM, oOpa3upl Uisi HCCIEAOBAHMS BBIPE3AJIUCh pPa3MEPAMHU

~10%10 mm.

2.1.3. TepmooOpadoOTKa KOMIIO3ULIMH

2.1.3.1. M3oTepMuYecKHl OTKUT

[Tpu bopmupoBannu kommnosuiuii Ha ocHoBe WIEHOK LITC/ThC npumensinu
JIBa CIIoco0a HAHECEHHUS U KPUCTAJUTH3AIUH TIIEHOK.
1. O0BéMHas KpUCTAIUIM3AIS . TUIEHKY HAHOCHIIM B HECKOJIBKO CIIOEB (1-5), KaxIpIil u3
KOTOpbIX BeIcymuBanu npu Temmneparype 300-500°C nepen HaHECEHHEM CIIETYIOIIETO
cinos. KonuuecTBo ClI0EB COCTaBIAIO OOBIMHO OT 2 A0 5. 3aTeM BBICYLIEHHBIE CIIOU
MOJIBEPrajiy KPUCTALTU3AIMH C TIOMOIIBIO OTKHUTa B MHTEepBasie Temrepatyp 550-900°C
B TeueHue 20 MuH.
2. TlocnoiiHasg KpuCTaqIu3auus: KaKAbIM CIOW IUJIEHKA HAHOCWIM, BBICYIIMBAIA WU
OTXKUTANH 1ocieaoBarenbHo. OTxur mpoBoauin rnpu temmneparype 700°C.
OOmue cxeMbl, WUIIOCTPUPYIOLIKUE CcrnocoObl (OPMHUPOBAHUS CTPYKTYpPhI IUIEHOK,

MOKa3aHbl Ha pucC. 15,

O6bEMHan MocnoiiHas Puc.15. Cxema hopmupoBaHus
KpUCTannnsaumna KpUctannmnsauua

CTPYKTYphI CETHETORICKTPUICCKHUX

| | TUIEHOK: CITOCOOBI HaHECCHUS,

KpUCTAJUTA3AIUN U TEPMOOOPaOOTKH

N3oTepmudecknin oTxur
npu T=220-900°C, 20 MHH.
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2.1.3.2. JIa3epHblil OTKUT

Jlazepubiii omxkur mnpoBoawics Ha jnasepHod (KrF) ycranoske ['APITVH,
TCHEPUPYIOLIEH MOIIHBbIE MMITYJIbChl Y@ u3IydeHHs C JUIMHOW BOJIHBI 248 HM U
sHepruer B umiynbce 10 100 [k u pmurensHocThio 100 HE. OnTrueckas cuctema Ha
OCHOBE NMPU3MEHHOTO pacTpa M JUH3, KOTOPOH OCHAIIEH ja3ep, MO3BOJSET 00JIydaTh
oOpasipl miomansio 10 1000 cM® B 0fHOM BBICTpENe NPH TPEOYeMOi Ul OTHKHTa
miotHocTH 3Hepruu 0,1-1 JIx/cM® ¢ BBICOKOH CTEMCHBIO OJHOPOJHOCTU H3JIy4YE€HUS B

nsATHE (DOKYCHUPOBKHU.

2.2. MeToabl HCCJIeI0BAHUS
2.2.1. MeToabl 3JIeKTPOHHOH MUKPOCKONINH

IIpuroroBienne o6pa3moB. OOpa3bl KOMIO3ULIUNA IS DJIEKTPOHHO-
MHUKPOCKOITMYECKUX WCCIICIOBAHUA TOTOBWIM B BHJE TOMEPEYHBIX CPE30B U 0Opa3IoB
«B TUIaHE». MeXaHW4YecKoe YTOHEHUE MPOBOJUIN C HCIOJIb30BAHUEM CIICIIMAIbHBIX
nacT, cipeeB u auMInTMHroMm [93]. MloHHOE TpaBieHue MPOBOAMIIM Ha ycTaHOBKe (Gatan
600. DHeprus mydyka MOHOB Ar+ coctaBisiia 4 k9B, yroa majeHus Mo OTHOIICHHIO K
MMOBEPXHOCTH - 14 TpaaycoB, NMpU OKOHYATEIbHOM 00paboTke OH cocrtaBmsin 11-12
rpagycoB, a Takke Gatan PIPs 691. Dueprus myuka moHOB Ar+ B MOciIeaHEM cCilydae
coctaBisiia 4 k3B, yros nmajgeHus Mo OTHOIIEHUIO K MMOBEPXHOCTH - 3-5 TPalyCoB, MPHU
OKOHYATETLHON 00paboTKe OH cocTaBisl 2 Tpanxyca. [lomepednsie cpe3bl KOMIO3UITUI
Ha ocHoBe L[TC mocne orxura npu T=900°C rotoBunu mMeToaoM (HOKYCHPOBAHHBIX

noHHBIX yuykoB B mukpockone FEI Helios Nanolab.

JHepro-AMCNepCUOHHbIN aHaau3. B HccienoBaHusX XUMHUYECKOTO COCTaBa
HanOoJiee BaXKHBI aHATUTHYECKUE SJICKTPOHHO-30HI0BBIE MeTOABl. Cpenu HUX CaMbIit
paCIPOCTPAHEHHBIN - METOJl PEHTICHOCIIEKTPAILHOIO MUKPOAHAIN3a, OCHOBAHHBIA HA
TCHEpUPOBAHUM B BBHIOPAHHOM JIOKAIHHOM YYacTKE aHAJIU3UPyeMoro ooOpasia

XapaKTECPHUCTHICCKOTO PEHTTCHOBCKOI'O HU3JIy4CHHUA, I10 CIICKTPY KOTOpOro
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YCTaHABIMBAIOT KAYECTBEHHBIA W KOJMYECTBEHHBIA AJIEMEHTHBIM COCTaB BHIOPAHHOTO
y4acTKa.

XapakTepuCTUYECKOE PEHTTEHOBCKOE M3JIy4YeHUE TMOJy4yaroT oOJydeHueM
oOpasia 3JIeKTPOHHBIM 30HI0M CO CIEAYIOIMMMHU TapaMeTpaMu: JUaMETp 30H]a MEHEE
0,1 MkM, cuma Toka ~107 A, sreprust 200-300 k3B. [Ipy B3anuMOEHCTBHE HEPBHIHBIX
AJIEKTPOHOB C aTroMaMu 00Opasiia MPOUCXOASAT BO30OYX IACHUE U MOHU3ALUS MOCIEIHUX
BCJICICTBHE YAAJIEHUsI SJEKTPOHOB ¢ Ommkalmux K sapy ob6omouek -K, L u 1.1
Bo36yx/IEHHbBIE ¥ MOHH30BAHHbIC aTOMBI pEIAaKCHPYIOT 3a Bpems ~ 107 ¢ mo
U3Ty4yaTeIbHOMY WM Oe3bI3dydyaTelbHOMY MexXaHu3My. B mepBom  ciydae
TEeHEPUPYETCS XapaKTePUCTUUYECKOE PEHTICHOBCKOE W3IyYeHHE, BO BTOPOM —
oOpa3zytorcsa Oxe-371eKTPOHbI. BeposITHOCTh U3ITy4aTelIbHOTO MEePEX0/ia XapaKTepU3yroT
OTHOIIIEHHEM W YHCJia aTOMOB, PEJIaKCUPYIOUINX IO H3Iy4aTeIbHOMY MEXaHU3MY, K
o01ieMy 4uciay BO30YKIEHHBIX aTOMOB. JTa BEJMYMHA PACTET C POCTOM aTOMHOTO
HOMEpa Z 3JeMEeHTa U CYIIECTBEHHO 3aBUCHUT OT TOTO, C KaKOW 00O0JIOUKU BHIOMBAETCS
AJICKTPOH TpH HoHM3aIu aroma. Hanpumep, mrst Na, Ti u Br wg cootBerctBerno 0,02,
0,20 u 0,60; W mnsa Br cocrabmser 0,02. IToatomy merogom PCMA nenecoo6pa3Ho
ONpENENATh JJIEMEHTBl ¢ Z>11, XOTS BO3MOXKHO ONPEACIECHUE JIIEMEHTOB ¢ Z>3.
XapaKkTepucTUYECKOE PEHTTEHOBCKOE H3IyYeHHE C HHTEHCHUBHOCTHIO [, yacTuyHO
MOTJIONIAETCA Y BBIXOJIIEE W3 AaHAIM3UPYEMOro oOpasia W3IydyeHUue HMEeT
UHTCHCUBHOCTDL |=lgeXp(-puX) rme p — IIOTHOCTH 0o0Opasiia; X — IMyTh, MPOHICHHBIH
U3Iy4eHHEM B 00pasle; | — MAacCOBBIM KOI(PPUIMEHT MOTJIONIEHUS, HEIUHEHHO
3aBUCSIIMN OT SHEPTHHM KBAHTOB XapaKTEPUCTHUYECCKOTO PEHTTCHOBCKOTO H3ITYYCHHS.
Brixopsmee u3 obpasiia U3ydeHrue pasziaraiT B CIIEKTp (T. €. MOMydaroT 3aBUCUMOCTD
uHTeHCUBHOCTH | oT sHeprum E) ¢ MOMOIIBIO PEHTIEHOBCKUX CIIEKTPOMETPOB C
BostHOBOM (BJIC) mu snepreruueckoit (3C) nucnepcueii.

O/IC-criekTpoMeTphl CHAOXKEHBI OXJIAKIAEMBIMH JeTekTopamMu. [1o monoxeHuto
JMHANR XapaKTePUCTUYECKOTO PEHTICHOBCKOTO W3Ay4YeHHs B croekTpe (puc. 16)
UIACHTU(DUIMPYIOT aTOMBI, BXOZSIIME B COCTaB aHaau3upyemoro ooOpasna [94]
(Ka4eCTBEHHBIM aHaau3), MO0 HWHTCHCHUBHOCTH BBIOPAHHBIX AQHATUTHYECKUX JIMHHUM

OTIPENICNIAIOT UX cojep)kaHue (KOJWYeCTBEHHBbIN aHanu3). [Ipu 3TOM OTHOCHUTENbHBIN
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npenen oOHapyxkeHus: (C,yy;) OIpPEIeNseTcss COOTHONICHWEM BEJIHYUH IMOJIE3HOTO
curHaia u ¢ona. ®on B PCMA camblif BBICOKHIA IO CPABHEHUIO C IPYTUMHU METOJaMU
PEHTIC€HOBCKOM  CIEKTPOCKOIIMM  BCJIEICTBHE  T€HEPUPOBAHUS  HENPEPBIBHOIO
PEHTI€HOBCKOTO H3JIyYEHHUS NPU TOPMOKEHHHM NEPBUYHBIX 3JEKTPOHOB B 0OOpasle.
BepxHsss oHeprernuyeckas TIpPaHHLA HENPEPBIBHOTO PEHTIEHOBCKOIO  M3JIy4YEHUS
ONPENENSIETCSl  DHEPrMedl  INEePBUYHBIX  JJIEKTPOHOB,  HWXKHAA -  CHIBHBIM

CaMOIIOTJIONEHUEM PEHTI€HOBCKOTO U3My4yeHus B oopasie (mpu E~1 k3B).

N

X !

E E

0

Puc. 16. PentrenoBckuii cnektp B PCMA: 1 - nuHUM XapaKTepUCTUYECKOTrO
PEHTTEHOBCKOTO M3JIy4YEeHMs; 2 — HENpPEepbIBHOE PEHTICHOBCKOE H3NyueHue 0e3
noryomenus (¢poH); 3 — o0JacCTh CAMOIOIJIOMIEHUS] HENPEPHIBHOTO PEHTIE€HOBCKOTO

H3JIYYCHHU.

[Ipy npoBemeHUH KOJIMYCCTBEHHOTO aHAM3a COIMOCTABJSIOT H3MEPEHHYIO
UHTCHCUBHOCTH (Ix) XapaKTepUCTHYECKOI0 PEHTTEHOBCKOTO U3IyUEHUS OIPEACISIEMbBIX
aToMoB (KOHIIEHTpanus KOTOpbiXx C,) B aHAIU3UPyeMOM 00pasile HHTCHCUBHOCTHIO I,
XapaKTEPUCTHUECKOTO PEHTTEHOBCKOTO U3ydYeHHs Tex e aToMoB (koHueHTparus Ce,)
B o0Opasiie M3BECTHOI'O COCTaBa, T. €. crangaptHoMm obpasue: Ix/l., = FC,/C,,, rue F-
HOMPAaBOYHBIN KO3(D(PHUIIMEHT, YUUTHIBAIONIMI pPA3IUYHOE ITOTJIOMIEHHE BBIXOISIIETO
U3JIy4YCHHsS B aHAIM3MPYEeMOM M CTaHAApTHOM oOpasiiaxX, pas3JHYyHOE pacCesHHE |
TOPMOKCHHME TIEPBUYHBIX OJIIEKTPOHOB B HHX, a Takke pasmuune B dddekrax
BO30Y)KICHHUSI PEHTTEHOBCKOM (hIIyOpPECHEHIIMH XapaKTEPUCTUUCCKUM U HEIPEPHIBHBIM

u3itydeHueM. [[ns pacuéroB F yame Bcero Mcnoip3yroT MUKpo-OBM, ycTaHOBIIEHHBIE
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Ha BBIXOJIE PEHTIEHOBCKHX MHUKPOAHAIM3aTOPOB. llorpemHocTn KOJW4eCTBEHHOTO
PCMA B nyumux ciaydasx He npeBblmatoT 1-2%. [Ipu 3Tom ciayyaiiHble TOTpENIHOCTH,
CBSI3aHHBIC C M3MEPCHHSAMH WHTEHCHUBHOCTH I, MOTYT OBITh CHIIKCHBI JO BEJIMYHUHBI
OTHOCHUTEJILHOTO cTaH1apTHOro oTkiIoHeHus < 0,01. CucTtemMaTnyecKkue norpemnHoCcTy,
ompeesieMble B OCHOBHOM BenurHOM F, Takxke MoryT ObITh MeHbIe 1%. OcHOBHOM
HMCTOYHUK IOTpeIIHOCTer B KoaudecTBeHHOM PCMA - mporiecc moAroToBKH o0pasia K
aHanmu3y. [lodToMy BaXHEWIIMMU ONEPANMSIMHU SBISIOTCS NUIMGOBKA W HOHHOE
YTOHEHHE aHAJIM3UPYEMBIX U CTaHJIapTHBIX 00pa3ioB. PCMA npuMeHsIOT /U1 aHalu3a
WHJMBUAYAJIbHBIX YacTHUI[ (B MOPOIIKAaX, a’pO30JiiX), MUKPOBKIIOUECHHN B YHCTHIX
Marepualax, ompeleNieHus coctaBa (a3 B MHUHEpajdax M CIUIaBaxX, pacrpeeseHUs
AJIEMEHTOB B TOHKHMX CJOsIX M TrerepocTpykrypax. PCMA uHCHonb3yloT ist
uccienoBanusi mporeccoB  audpdy3uu, KpUCTAUIM3AIUUA, KOPPO3UH, TMOJTYUYCHUS

KOMITO3UITMOHHBIX MaTepHajoB U T. a. [95-98].

Koppexkuus cepuyeckorn adeppamuu. Kak wn3BecTHO, pazpemaromas
CIIOCOOHOCTh ~ AJIEKTPOHHBIX ~ MHKPOCKOIIOB B TMEPBYI0 OuYepelb OrpaHUYeHa
chepuueckoil abeppalrueld TpeThero Mopsiika U XpoMaTUUYECKo abeppalueii mepBoro
nopsizika OObEKTUBHOM JMH3BL. OAMH W3 BO3MOXHBIX MYyTEH YIyUIICHHS KadyecTBa
(bOoKyCUPOBKHU 3aKJIF0YAETCS B UCITIOJIb30BAaHUU MYJIBTUTIOIBHBIX
SJICKTPOHHOONITHYECKUX DJIEMEHTOB IS KOPPEKIMHU yKa3aHHbIX abepparmii [99]. C tex
nop kak Illepuep (Scherzer) omyOmmkoBan cBow Kiaccuueckyro padory [100], B
KOTOPOM TPEMJIOKUT KOPPEKTHUPOBATh aleppaliu ¢ IMOMOIIBI0 MYJIbTUIIOIBHBIX
CUCTEM, OBLIO MPEANPUHSATO OOJIBIIIOE KOJIMYECTBO MOMBITOK OCHACTUTH AJEKTPOHHBIN
MUKPOCKOIT KBaJpPYIOJbHO OKTYIOJBHBIM KOPPEKTOPOM, KOTOPBIA B TPHUHIIMIIE,
MO3BOJISIET CKOMITIEHCUPOBATh KaK C(hepUUeCcKyro, TaK U XpOMaTUUECKYI0 abeppaluu.

CymiecTBeHHOE  YIydIlIEeHWE pPa3pelieHrsi HU3KOBOJBTHOTO CKAHHPYIOMIETO
AJIEKTPOHHOTO MHKPOCKOIIA B PE3yJIbTaTe MPUMEHEHHS KBaJAPYMOJIbHO-OKTYIOIEHOTO
KOppekTopa ObuT0 JocTHrHyTo Jniib B 1995 1 [101]. IIporpecc oOycioBieH B MEPBYIO
ouepelb ~MPUMEHEHHWEM  KOMIBIOTEPOB TMPU  HW3TOTOBJICHHWH U FOCTHPOBKE

KOPPEKTHUPYIOIINUX JIEMCHTOB, a4 TAKXXC TCM, UTO 3HAYUTCIIbHBIC YCIICXHU JOCTUIHYTLI B
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oOnactu cTabuiaM3aluu SJIEKTPUUECKUX M MarHUTHBIX nosel. [lostomy B mocnennee
BpeMsi Takod cmoco0 Koppekuumu alOeppauuii  BHOBb TNPUBIEK BHUMAaHHUE
UcclieIoBaTeNei.

CnenyeTr, OJHaKO, OTMETHTb, 4YTO TMpOIEaypa HACTPOMKH KBaAPYMOJIHHO-
OKTYMOJBHOTO KOPPEKTOpa Ype3BBIYAHO CIOKHA H TpeOyeT He3aypsaHOro
mactepctBa. Kpome Toro, TpeOOBaHUS K TOYHOCTH HM3TOTOBJICHHUS U CTaOMIBHOCTU
UCTOYHUKOB THUTAHMUS YPE3BbIYalHO BBICOKM. BMecTe ¢ TeM B TexX cllydasx, Korja
JOMUHHpYIOIIeH abeppanueil sBisercs cdepudeckas €, CJIeI0BaTeNbHO, HET
HaJI00OHOCTU KOPPEKTUPOBATH XPOMATHUECKYIO, MOXKHO TNPUMEHHUTH Tropaszio Oosee
IPOCTON KOPPEKTOpP, OCHOBAHHBIN Ha IIECTH TMOJIOCHBIX AJIEKTPOHHO-ONTHYECKUX

anemeHTax (puc.17).

Puc.17. Cxema mecTUIONIIOCHOTO KOPPEKTOPA.

CnexkrpomeTrpus noTepb 3Heprum 31ekTpoHoB (EELS)

CHekTpoMeTpusi SHEPreTUYECKHX IOTEPh 3JIEKTPOHOB SIBISIETCS  Ba)KHBIM
METOJIOM, CYIIIECTBEHHO OO0OTaIllaloIeM aHaUTUYeCKue BO3MOXHOCTH [IOM. Meton
EELS 6a3upyercst Ha TOM, YTO 3JIEKTPOHBI TEPSAIOT PHEPrUi0 B 00Opaslie MO0 MHOTUM

KaHajaMm, a He TojbKo Ha Bo30yxaeHue PU. C nmomomrsio EELS M0OXHO cyiecTBEHHO
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YBEJIUYUTh KOHTPACT M300pakKeHUM, BbIIETUB U3 CIIEKTpa JUOO MUK HYJIEBBIX MOTEPb,
aM00 HEYNpPYyro pacCesHHbIC DJJICKTPOHBIL. IJTO OCOOCHHO CYIIECTBEHHO TMpHU
UCCIIEJOBAaHUM HE OYEHb TOHKHMX 0Opa3loB, KOrja HEYNpyrue MOTEpU HCIBITHIBAET
3HaYUTeNbHas 4acTh Iyuyka. B HacTosmee BpeMs BbimyckatoT EELS-cmexTpomerpsr
JByX THIIOB: MarHuTHbIE Npu3Mbl pa3pabotku ¢upmbl Gatan u Owmera-QpuiabTpbl

paspabotku Zeiss (ceituac LEO). Cxema 3TUX CIEKTPOMETPOB MpUBeAeHA Ha puc. 18.

obypoaey
i B TG AR T H 20

alpoay
SLEETADHAA IHHID

NP OMESYTOUPER mHe i
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RAEIHH T3
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EROTORNCSTHARD "‘—\-,r_"'l
apet [ 3 -rowepo
4 PAREIEHEOH WHEMAYHADEOUYOA N4H 30 [rBOOpyronsHos
pOBEEpTEDR W CHECTYNCARHOA N |
u &

Puc.18. EELS-cnextpometpsl dupmbr LEO (a) u dupmsr Gatan (6).

[Ipu3matnueckuit crektpomeTp (Gatan OpHUEHTHPOBAH, NPEXKAE BCEro, Ha
CHEKTPOMETPUIO HEYNPYTruX NOoTeph, - (PUIBTp — HA MOJyUYEHUE SHEPTreTUUYECKH-
buIbTpOBaHHBIX N300pakeHnit. EELS-ciekTpomeTp — 3T0 MarHuTHas JIMH3a, UMEIOIIas
cBou nedekThl. [loaToMy TpebyeTcsi ONTUMU3UPOBATH ONTHKY IyYKa B CIEKTPOMETPE,
yTOOBl MWHUMH3UPOBATh BIUsHUE abeppanmuu W acturmatusma. HaumGoiee
CYIIECTBEHHON omepanueil sBiseTcs (QOKyCHpOBKa CHEKTpoMeTpa. B oTmmume ot
JIPYTUX JIMH3, CIEKTPOMETP SBIACTCS aCUMMETPUYHOW NWH30M. J[muHa myTH uist

9JICKTPOHOB, ABHXYIIUXCSA BHC OCHU, pa3/IMdHaA, IIO3TOMY CpPE3 BXOJHBIX M BBIXOAHBIX
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TIOJTFOCOB TIIATEIILHO MOAOUPASTCS U U3TOTABIMBACTCS C TEM, YTOOBI CKOMIIEHCUPOBATh
pa3HUIlY B MIyTU U JOCTUYhL TpeOyemoil pokycupoBku. PopmMa MOIFOCOB 00ECIICUHBACT
Takke (OKYCHPOBKY DOJIEKTPOHOB, JBMIKYIIUXCS BHE IEHTPAJIBHON IIOCKOCTH
CHeKTpoMeTpa. Takue CIEeKTPOMETPhl HAa3bIBAIOTCS «C JBOWHOW (POKYCHPOBKOW».
[Ipouenypa (QOKYyCHUPOBKH CHEKTPOMETpPa 3aBUCUT OT KOHKPETHOIO BapuaHTa U
OINMKCHIBAETCS B PYKOBOACTBE K HeMy. Ha puc. 19. kauecTBeHHO POJEMOHCTPUPOBAHO
BIUSHAE (POKYCHPOBKH U IITUPHUHBI e Ha (JOPMY MHKA HYJIEBBIX MTOTEPh. BUIHO, 9TO
wioxass (POKyCHMpOBKA M CIMIIKOM IIMpPOKas IIeNib MPUBOJAT K YIIMPEHUIO TMHKa

HYJICBBIX IIOTCPb.

" T C dokycupoBKon
OrpaHuyeHne ~ -
abeppauuen

T Bes pokycuposk

—
—

VIHTEHCUBHOCTb

L,

—

-l A i 1
[} ) 0
Energy Scale eV

Puc. 19. ®opma nuka HyIEeBBIX MOTEPh B YCIOBHUSIX OTCYTCTBHS (POKYCHUPOBKH U

CIUIIKOM IIUPOKOU IIEJIH CIEKTPOMETPA.

Hpuodopsr. I[IOM- u BPOM-uccnenoBanust BBIIOIHEHBI € [OMOUIBIO
a1eKTpoHHBIX Mukpockonos Philips EM430 ST (paspemenue no Toukam 2,5 A), FEI
Tecnai G* 30ST ¢ sueproaucnepcronnsiM (PCMA) anammsom 1 HAADF nerekropom
(paspemenne no Ttoukam 2,0 A, pasmep myuka B pexume I[IPOM 2 HM) mnpu
yckopsitorux Hanpspkenusx 200 u 300 kB cootBerctBenno, FEI Tecnai F20XTwin ¢
Gatan Tridium 863GIF u HAADF-netextopoMm (paspemienue o Toukam 1.4 A, pasmep
3oHna B [IPDM-pexxume — 1um), a Tarke FEI Titan 80-300. Kanubposky mnpubopa

Tecnai G2 30ST n OBOJMJIM HA CTAaHIAPTHBIX 00pa3lax OPUEHTUPOBAHHBIX IUIEHOK
p p p p p
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30J10Ta U 00paslax Co CHelHaTbHO HAHECEHHBIMH SY€HKaMu U3 HEOPUEHTHUPOBAHHBIX
YaCTHII 30JI0Ta C Pa3MepoM siueiiku 463 HM.

Jist  aHanu3a BJIEKTPOHHOMHUKPOCKOMMWYECKUX H300paKEHUM HMCIOJb30BaIA
IporpaMMHOe 0OecTieueHHe:

a) Digital Micrograph B pexumax “on line” u “off line” — mnoaydenwue
nzoopakenuii ¢ [13C Matpuibl MUKpOCKoONa U Mociaeayromas 00padoTka MOJIyYeHHBIX
M300paKeHMA, COOTBETCTBEHHO. OOpaboTKa moapa3zyMeBaeT Mmoja coOOW ompesecHue
MEKIUIOCKOCTHBIX pPACCTOSHUI Ha BPOM-u3o0paxeHusx, IIOCTPOCHUE
®dypoe-audpaxrorpamm, Oypbe-puapTpanns u300pakeHnit U aHaau3 JUGPaKuOHHBIX
KapTHH,;

0) Tecnai Image@Analisys — nosnyuenue [TPOM-u300paxeHuii ¢ MOMOIIBIO
HIMPOKOYTIIOBOTO JIETEKTOpa TEMHOIO moJjisi, noidydenne EDX-cnektpoB, npoduieit u
KapT pacipeeeHus XUMHUUECKUX 3JIEMEHTOB ¢ nomouisio EDX-nerexropa;

B) Image Scope — craructuueckas oopadborka [I19M uzobpakenuit;

r) Jems — 00paboTKa 3JIEKTPOHOTPAMM.

2.2.2. Pentrenoga3oBplii aHaJIu3

@da30BbIi COCTAaB U TEKCTYypa KOMIO3UIMKA HAa OCHOBE CETHETOIEKTPUUECKHUX
wiénok [ITC\TBC Ha pa3nuyHbIX MOMJIOKKAX OBLI ONPEACIEH C IOMOIIBIO
nudpakromerpa Rigaku wa MonoxpomatusupoBanHoMm wu3nyuenun Co m Cu K, ,
CUMMETPUYHO, Ha OoTpaxkeHue. JudpakrtorpaMMbl ObUTM CHATHI K.().-M.H. J[pSIKOHOBOI

H.b. B ®I'VII «IITH1UU Yepmet um. N.I1. bapaunay.
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I'maBa 3. JiekTpoHHass MUKpPOCKONUs (a30BO-CTPYKTYPHBIX NpPeBPallleHUH
B MATHUTOMSITKHX HAHOKPHUCTALJIMYecKuX iIéHkax Fe-Zr-N

JlaHHast raBa  IOCBSIIEHA  HCCIEIOBAHUIO  METOJOM  AHAIUTHYECKOU
MIPOCBEUYUBAIOIIEH 3JIEKTPOHHOU MUKpockonuu (AIIOM) u 31eKTpOHHON MUKPOCKOIIUU
BbICOKOI0 paspeuieHust (OMBP) BnusHUS TONIIUHBI TUVIEHOK (BPEMEHU MarHeTpOHHOTO
HanbluieHust) Fego78Zr19N1o-12, TTOJIYYEHHBIX Ha MOJJIOKKAX U3 KAPOIPOUYHOTO CTEKJIA,

Ha (a30BO-CTPYKTYPHOE COCTOSIHHE U €r0 U3MEHEHHE MPH MOCIESIYIOIIEM OT)KHTE.

3.1. ®a30Bo-CcTPYKTYpHBIE NpeBpamenns B miénke Fegy 756Zr10N1g 12

XUMUYECKUI aHaIu3 IIEHOK B MCXOJIHOM (TIOCTE HAIbUICHUS) U OTOACKEHHOM
COCTOSIHUM TPOBOJUJICS METOJOM 3HEpro-aucnepcuoHHoil cnekrpockonuu (EDX) u

npuBeAEH B Taduie 5 [102].

Tadmuma 5 — XuMuueckuii cocTtaB IIEHOK

O6paszen, omxur, °C | Fe, at.% | Zr, at.% | N, at.%
HNcxoaubrit 78.6 10.3 11.1
200 75.8 12.2 12.0
300 76.3 11.2 12.5
475 82.4 11.0 6.6

600 80.3 11.8 7.9

700 81.7 11.8 6.5

Ha puc.20 npencraBneno [I9M-uzo0pakeHne momepevyHoOro cpes3a IJIEHKH Ha
MOJUIOKKE W3 CTEKJIA, IMOJYYEHHOE IMPU MaJIOM YBEJIWYCHUU. TONIIMHA TUIEHKA
cocraBusier 0,72 MkM, MIEHKAa pOBHAs, CIUIOLIHAs, OJHOPOAHAs MO TOJIIIMHE, 0e3
KaKUX-JIMOO BUAUMBIX 1€(PEKTOB U OTCIOCHHUMN OT MOJIOKKH.

TemHomnonbHOe M300pakeHUE CTPYKTYPbl U MUKPOAU(PPAKIMOHHBIE KapTHUHBI,
MOJIyYEHHbIE OT IUIEHOK B HCXOJAHOM COCTOSIHMM, TpencraBieHsl Ha puc.2l. Kak

MOKa3aJayd HMCCJIEJOBAaHUS M CTATMCTHMYECKMH aHajau3, B IJIEHKaX ToaIMHOW (0,7MKM
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IPUCYTCTBYIOT KpUCTAUIUTHI OT 1 A0 5 HM (cpennuii pasmep 3,02 HM), a B IUIEHKAX
tomuuHoi 1,8 MkM — ot 1 g0 13 HM (cpeanum pazmepom 4,24 um). [Ipu sTom cpenHuii
pa3Mep KpUCTAJUIUTOB B IJIEHKAX TOIIMHON 1,8 MKM yBennuwicsa no4ytu B 1,5 pasa no

CPaBHEHMIO C TOHKUMHU TJIEHKamu (puc.22).

0.2 um

[lommoxka

Puc.20. [I9M-u300paxkeHne monepeyHoro CeUeHus oopasia

[Ipy 1OCTAaTOYHO PAaBHOMEPHOM PACHPENEIICHUN OCHOBHOM YacTH KPUCTAILIUTOB
BUJIHBI CTOJIOUAThIE CKOILJICHUSI, 0OHapy»K1BaIoOIINE TEHJICHIIUIO K
MPEUMYIIIECTBEHHOMY PACIOJOKEHUIO B HampaBiIeHUH pocTta IUi€HKU (puc.210).
HeoO0xoguMo OTMETHUTH, YTO B IUIEHKAX TOJIIMHON 1,8 MKM TaKuX CKOIUICHUH
3HAYUTEIHHO OOJIBIIIE.

DNEeKTPOHOTPaMMBI, TIOJYUYEHHBIE OT MJIEHOK, CBUIETEILCTBYIOT 00 00pa3oBaHuU
cMenIaHHoM cTpykTypbl. Kak BugHO Ha puc. 21(B, ), HaOIIOJAETCS Pa3MbITOE KOJIBLIO
c1ab0it MHTEHCUBHOCTH, COOTBETCTBYIOIEe aMOP(HOM, HITH, CKOpPEe BCEro, KIaCTePHOMN
cTpykType. AudpakinoHHbie KoJiblla, COOTBETCTBYIOT MEXIIJIOCKOCTHBIM PACCTOSIHUSIM,
3ameTHO npeBbimaommM (dyg = 2,06-1,47- 1,21 A) Takossle ana o-Fe (2, 027-1,43-
1,17A). Kak 6b110 mokaszano Hamu padee [102], uaeHTH(UKALMIO MEPBOTO KONbLA B

mi€éHkax TtoiaumHoM 0,7 MKM B CWJIy €ro Majoll HMHTEHCHUBHOCTH W CHJIBHOU
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Pa3MBITOCTH, MPOBECTU HE MNPEACTABISIOCH BO3MOXKHBIM (puc. 21 r). B muénkax
TONIMUHON 1,8 MKM aHaJIOTHYHOE MO PACIOJIOKEHUIO, HO 00J€€ MHTEHCUBHOE KOJIBIIO
(puc. 21B) cBugerenbctByer o mnpucyrctBuu ['TK-daszsl ZrN ¢ MeEXIIOCKOCTHBIM
paccTosiHUEM dp=2,64A. O6pazoBanne H©HuTpuga ZrN B Takux IDIEHKAX
MOATBEPKIACTCS Pe3yJIbTaTaMH paHEe BBIOJHEHHBIX PEHTTEHOBCKUX U 3JEKTPOHHO-
MuKpockonuueckux uccnenoBanuii [103, 102, 104]. Takum oOpa3om, y:Ke B HCXOIHOM
COCTOSSHUM B IUIEHKAX MPUCYTCTBYIOT KPHUCTAUIATHI W/WIM KiacTepbl ABYX (has:

npeo0aaaronias mo KoiaudecTBy u ¢ 6onbiuM pazmepom 3epHa OLIK-daza Ha ocHoBe

a-Fe u I'IK-autpug ZrN.

.)—»—

INOAJIOXKKA

~1.47 A
2 1/nm —1 21 A 5 1/nm

Puc.21l. Crpykrypa mnénox Fe-ZrN B wucxomHom coctosauu: a,0) TII-
n300pakenne Mi€HKU ToauuHou 0,7 u 1,8 MKM; B,I') MUKpOAU(GPAKLIUOHHBIE KapTUHbI

I€HOK ToamuHou 0,7MKkM 1 1,8 MKM COOTBETCTBEHHO.
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Puc.22. TucrorpamMmbl pacmpeneieHuss pa3MepoB YacTUIl I 00pasioB

tomuuoii 0,7 1 1,8 MKM COOTBETCTBEHHO.

Y4YacTKd TIOBBIICHHON SPKOCTH Ha KOJbIax, coorBeTcTByrommx OILK-daze,
CBHUJICTENIBCTBYIOT O HAJTUYUHU NPEUMYIIECTBEHHOW OPUEHTAUU €€ KPUCTAJUIUTOB. JTO
MOATBEPAKIAACTCS paHEee MOJYYCHHBIMU Ha TaKUX IUIEHKAX PEHTTCHOBCKUMH JAaHHBIMU
[103], mokazaBmmMu Hamu4Me B IUIEHKAX IBYXKOMIIOHEHTHOUM TekcTyphl (110) u (200)
OLIK-da3b1 Ha ocHOBE 0-Fe€.

Ha puc.23a npeacraBieHo OMBP-u3o0paxenne ydacTka MONEPEYHOTO cpesa
wi€Hku TonmuHou 1,8 mxM. Crnemyer oTMmeTtuthb, uTo aHanu3 DMBP-uzobpaxenuit
MO3BOJIIET BU3YAJIU3UPOBATH OTJEIbHBIE KPUCTAIUIUTBI U PACCUUTATH MEKILIOCKOCTHBIE
PaCCTOSIHUSI UX KPUCTAJUIMUYECKUX PEIIETOK, TOTJla KaK UX MPUCYTCTBHUE H3-3a MaJOro
KOJIMYecTBa emé He oOHapyxuBaeTcsa Ha siekTpoHorpammax. dunsrparms OMBP-
M300paKCHUIA TTO3BOJIMIIA BEIICIUTh OTAeIbHbIe KpucTaumThl OLK-da3br Ha ocHOBE o-
Fe (puc. 230) u moka3aja, 9To pa3HO3EPHUCTOCTHIO XapaKTEPU3yeTCs] MMEHHO 3Ta (aza.
Ananuz OMBP-u3zo0pakeHnii mokaszay, 4To B HaOIIOJAEMBIX JIOKAJIBHBIX 00BEMax
miénku 3épHa OLIK-(da3bl conpukacaroTcss Apyr ¢ IpyroM 06e3 amop(HBIX MPOCIOEK.
Cxema CTpyKTYpHI IIpeCTaBIeHa Ha pUc. 23B.

Omxur npu temneparype 200°C. [Jnsg mnéHok TtomamuHou 0,7 MKM 1O

[I9M-u300paxeHusM YyCTAHOBJICHO, YTO TOCJIE OTXKHUTa HaOMIOAAIOTCS KPUCTAJUIUTHI

pasmepom 1-8 um (puc.24 a,0).

69



Pong)
=
—
=
A
=
=
\o
S
Lo |

P-4
b

Potetiode!
botule!
otva

o e o o |

S PR
LA

@1 )

3

IIOOIIOX KA

i 1,8 MKM B

CHKHM TOJIIHWHOU

Puc.23. Ctpykrypa mn

-M300paKeHUE,

a) DMBP

COCTOSAHHH

HCXOAHOM

¢da3bl HA OCHOBE

0) n3oopakenne kpuctaumutoB OIIK

Fe nmocne ¢unbrpanuu u coorBeTcTByIomas Oypne-

nudpakTorpaMMa KpucTajla ¢ ocbio 30HBI [111]

a_

CKOIUZICHHA KPUCTAJIJINTOB

CHOK M JJICMCHTAPHBIX SAYCCK

. —
H-
= 8
H1ml
S
m,.m
5
< ©
= 5
avMB
5 5
~ O
MmO

o0iacTu,

2

-Fe

Ha OCHOBC O

-hazml

OLIK

coAepKallre KJIacTepbl U KPUCTAITUTHI ZIN.

70



Cpennuil pasmep KpPUCTAUIMTOB YMEHBIIWICS IO CPAaBHEHUIO C HCXOJHBIM
coctossHueEM OT 3,02 HM 70 2,85 HM, 4TO CBUAECTEIBCTBYET O MOSBICHUN HOBBIX MEJIKHAX
oOpa3oBaHUl B TIpOIlECCE€ OTXKWTra, B TO BpEeMsS KakK pa3Mepbl YK€ HMEBIIUXCS
YBEIMYWINCh HE3HAUUTENBHO (puc.24B). Kak U B HICXOAHOM COCTOSIHUH, HAOJIFOIA0TCS
CTOJIOUATHIE CKOIJICHUSI KPUCTAJIIIUTOB.

Ha puc.24 (r-e) mpeacrtaBiieHbl SJEKTPOHOTPAMMBI IUIEHOK C HaJO)KECHUEM
TeopeTuueckux audpakrorpamm o-Fe (B) u ZrN (T), MOIy4eHHBIX C TIOMOIIBIO
nporpaMmbel JEMS € y4€ToM yCKOPSIOIIETO HAIpsHKCHHS W yCJIOBUH CHEMKH B
AJIEKTPOHHOM MHKPOCKOIIE BO BpeMsl JKcrepuMmeHTa. JludpakinoHHBIE KapTHHBI,
MOJYYEHHbIE OT IUIEHKA B MCXOAHOM U OToxxkE€HHOM Tmipu 200°C coctosiHuw,
pasznuyaiorca. B 0TOXOKEHHOM COCTOSHUU MEPBOE KOJIBIIO, KOTOPOE OBLJIO Pa3MBITHIM B
HUCXOJHOM COCTOSIHUU, Y€TKO C(HOPMHPOBAHO, €r0 MHTEHCHUBHOCThH YyBeIWYUJach. B
WHTEPBAJIC  MajJblX YIJIOB  IMOSBWIOCH  JOTOJHHUTEIBHOE  KOJbBIO,  KOJbIIA,
cootBercTBytomue OI[K-daze Ha ocHOoBe 0-Fe, xapaktepusyroTcsi HEpaBHOMEpPHOMN
WHTEHCUBHOCTBIO (puc.24r).

Pacuér mudpaknmoHHON KapTHUHBI IIOKa3aJ, YTO KOJbIA COOTBETCTBYIOT
MEKIJIOCKOCTHBIM PaccTOSHUAM Ohg=2,62; 2,28 1 1,62 A u mpuHame)ar miockocTsam
(111), (200) u (220) ZrN (TLIK-pemérka, mpocTpaHcTBeHHas rpynma Fm3m). B
OTJINYME OT HCXOJHOTO COCTOSIHUS, KoJbllo (220) 4Y€TKo mposBISIETCS Ha

QJICKTPOHOI'PpaMMC.

Omxur npu_temneparype 500°C. JIudpakiuonnas kapTuHa OT TUIEHKH TOCIE
omxura npu temrneparype 500 °C ocraércst mpakTU4ecku 0€3 U3MEHEHUW. ITO TOBOPUT
O TOM, YTO CTPYKTYPHOE COCTOSIHUE KAaUE€CTBEHHO OCTAETCS MPEKHUM, OJTHOPOJHOCTh U
BBICOKAsl JUCIIEPCHOCTh CTPYKTYPBI COXPAHSIETCS.

MukpoaudpakiumoHHasi KapTHHA, MOJy4Y€HHas OT IUIEHOK ToimuHou 0,7 MKM,
cBuaeTenbcTBYyeT 0 dopmupoBanuu npu 500°C nByxda3zHOM MOMMKPUCTALTAIECKON
ctpykrypsl: OLIK o-Fe u T'IIK ZrN. Cpennuii pasmep 3€peH, M3MEPEHHBIH IO
TEMHOIOJBHBIM ~ M300paKEHUsIM, COCTaBIsieT 2,95 HM, NOSBWINCH €IWHUYHbIC

KPUCTAJUTATHI Pa3MEPOM JI0 8—9 HM.
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50 nm

0T - 2.64 / 110 - 2.0268 x
200 - 2.29 / 200 - 1.4332 A
20" 1.62 A 711101702 A

Puc. 24. Ctpykrypa mi€Hku ToamuHon 0,7 MKM MOCHe OTKUTa IpU TEMIEpaType
200°C: a) TII II9M wuzoOpaxenue; 0) CII I[IOM wuzoOpaxeHue; B) rucrorpamma
pacnpeneneHus  3€peH MO pa3MepaM; T)  MHUKPOIJICKTPOHOTpaMma;  JI,€)
MHUKPOIJIEKTPOHOTpaMMa C HaJoKeHHeM Teoperuueckux koisen st ZrN (m), o-Fe

COOTBCTCTBCHHO.
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MexmnockoctHble  pacctosHusa OLK-ga3pl  cHmkaooTcs W MPaKTHYECKH
COOTBETCTBYIOT ~ MEXKIUIOCKOCTHBIM  paccTossHMsIM  0o0béMHOro  a-Fe.  Ha
MUKpPOJIU(PAKIMOHHON KapTUHE IUIEHOK TOMIIUHOW 1,8 MKM 1O CpaBHEHHUIO C
UCXOJHBIM COCTOSIHUEM YBEJIMYMBAETCA WHTEHCUBHOCTH KOJIEL, COOTBETCTBYIOLIUX
Hutpuay uupkonms ZrN: 2,64A (111), 2,29A (200) u 1,62A (220). Crpykrypa
XapaKTepU3yeTcs CUIBbHOM pa3Ho3epHUCTOCThIO (0T 1,8 HM mo 18,5 HM), cpennuii

pasMep KpUCTAIUTOB cocTasnseT 4,95 A (puc.25).

Jonsa %

o =~ DN
]

i
|‘H|“HIH L o
2 4

10 12 14 16 18 20

0
Pa3mep 3épeH, Hm

Puc.25. T'uctorpamma pacnpeneneHusi 3€peH MO pa3MepaMm s IUIEHKU

tonmuHou 1,8 Mxm ipu T=500 °C.

Cnenyer OTMETHTh, YTO CTPYKTypa IIEHOK ToiumuHoM 0,7 Mkm u 1,8 MKwM,
chopmupoBasiascs npu S00°C, COOTBETCTBYET CTPYKTYPE HAHOKOMITO3UTA, B KOTOPOI
cpenu KpucTamuToB ¢deppoMarautHor marHuTomsirkoi OILIK-da3br Ha ocHoBe o-Fe
pacrojaratoTcsi HaHOpa3MEPHBIE YaCTHUIbI TBEPJON, TEPMOIMHAMUUYECKU CTAOMIBHOM

da3br (ZrN) [105, 106] (puc.26).
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Puc.26. Ctpykrypa mnéaku tommuHoi 1,8 Mkm mociie omkura npu T=500°C:
a) [IDM-u3o0pakeHne TOMEPEeyHOTO cpe3a ¢ HamoxkeHnwem TII-u3o0paxenus u
MUKpodJiekTpoHorpammbl, 6) TII TIOM-uzobpakeHue; B) MUKpOAU(DpaKIIMOHHAS

KapTHHA.
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[Tpu 3TOM 00pa3yrOTCsl CKOIJICHHS] KPUCTAJUIUTOB (pa3bl HA OCHOBE 0-F€& Oim3Koi
OPUEHTHPOBKH, a Ha H300paKEHUAX HEKOTOPbIX U3 HHUX 3aMETEeH IOJOCYaThIN

KOHTpPACT.

Omxur mpu temmeparype 650°C (0,7 mxm)/600°C (1.8 mxm). B crpykrype
MIEHKA ToJmMHON 0,7 MKM, OTOXXEHHON Tipu 650°C, mpOoM30LLIA U3MEHEHUS IO
CPaBHEHHMIO C HCXOAHBIM H OTOXKEHHBIM nipu Temmeparypax 200° u 500°C
coctostHUSIMH (pHc.27). CTaTUCTUUECKHUM aHaJIN3 U TUCTOTPaMMBbI pacrpeaeneHus 3€peH
0 pa3Mepam MOoKazalu, YTO CPeAHUIN pa3Mep KPUCTALUIUTOB yBeaU4uicsa 110 3,36 HM,
BO3pPOCJIO KOJIMYECTBO KPUCTAJUIMTOB pazMepoM 3—6 HM, B TO BpeMsl Kak MEJIKUE
KPUCTAJUIATHI pazMepoM 1—1,5 HM IpakTU4EeCKH OTCYTCTBOBAIU. JTO CBUIETEIBCTBYET
0 TOM, 4TO IpOIeCC 0OPa30BaHUs HOBBIX 3€PEH MPEKPATUIICS, a POUCXOINI TOJIBKO UX
HE3HAUUTEIbHBIN pocT. B Oonblleil cTeneHu BbhIpak€eHa HEOJHOPOAHOCTb CTPYKTYPBI,
IPOSIBIISAIONIASCS B BUJIE CTOJOYATHIX CKOIUIEHWH KPUCTAJLIUTOB BBICOTON yxke 110 200
HM (0003HaUYEHBI TOHKUMU CTPEJIKAMHU Ha pUC. 27B), 00pa3yroMuXcs BOJIU3U TPAHULIBI C
IIO/UIOKKOW M OPUEHTHPOBAHHBIX NEPNEHAMKYJSIpHO K Heul. Kpome TtOro, Baosb
I'PaHULBI C TOJJI0KKOM pacnoiarajJuch KOHIJIoMepaThl KPUCTAIUIMTOB pa3MepoM 10 40—
50 HM (0OO3HaueHBI TOJCTHIMU CTpenkamMu Ha puc. 27B). ObOpaborka OMBP-
n300pakeHnt o0JacTel TIUIEHKH, PACMHOJOKEHHBIX BONMU3M Mex(a3HOM TpaHHUIIbI
“ruI€HKa-TIO/ITIOKKA”, ¢ TMOMOIIBI0 TakeTa mporpamm Digital Micrograph BeIsiBUIIa
HaJIM4YHME MEXIUIOCKOCTHBIX PACCTOSIHUI, KOTOPbIE COOTBETCTBYIOT HECKOJBKHUM (pa3am.
HanGosee yacTo BCTpeyanuch KpUCTAIUTHI ¢ Opg = 2,00-2,014A, dyg = 2,08-2,10A u
Oha = 2,62 1 2,29A (ZrN). MesxnnockocTHble paccTosHus Oy = 2,00-2.01A Heckonbko
MEHbIIIE, YeM TAKOBBIE Ul 00BEMHOIO M MUKpOKpHcTamdeckoro o-Fe (2,0268 A).
MexmnockocTHbIe paccTosaus 2,08-2,10A 3HaunTeNBEHO GONBIINE, YEM JUIS ILIOCKOCTEH
(110) B pemétrke a-Fe. D10 MOXHO OOBSCHUTH HAIMYUEM KOHIIEHTPALIMOHHOU
HEOJHOPOJIHOCTH B IUIEHKE U COXPAHEHHUEM CTETIEHH MPECHIICHUS PEIIETKH HEKOTOPBIX
KPUCTAJUTUTOB a30TOM, HECMOTpPsI Ha JIOBOJIbHO BBICOKYIO TEMIIEpATypy OTXKHUIa, UTO
MaJjoBeposATHO. boree BeposTHBIM OOBSCHEHHEM SBISIETCA NPUCYTCTBUE (ha3bl €O
crexuomeTpueii Fe,N, umeromei MexmuockoctHsie pacctosaus 2,10 — 2,11A (101)

(FeaN kaprouka Ne02-1206) (puc.28). UepHo-Oenblii KOHTPACT Ha CBETJIOMOJIBHBIX
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N300PKEHUSIX HAHOKPHUCTAIIOB 3TUX (Da3, Mo-BUIUMOMY, CBS3aH C BEICOKUM YPOBHEM
JIOKQJIbHBIX BHYTPEHHUX HAIPSKECHUMN.

OcCHOBHBIE pE3yJIbTAThl AHAJIN3a MEKIUIOCKOCTHBIX PACCTOSIHUKA B IUIEHKE,
MOJIyYEHHbIEC MpU pacuéTe AneKTpoHOorpaMM U BPOM-uzo0paxenuii, mpeacTaBieHbl B

tabmnuize 6.

Tabmuma 6. Pacu€rHple 3Ha4YeHHs] MEXIJIOCKOCTHBIX  PACCTOSHUM 1O
JJIEKTPOHOTpaMMaM  JUIsl IJIEHOK, OTOXOKEHHBIX TIpU  pas3HbIX TeMIepaTrypax, H

TabnuyHble 3HaueHus 11t a3 a-Fe u ZrN.

o-Fe ZrN (Fm3m) | Fe;N
Ne | di (mex.),A dosA | droA [, AT % | dinA [ 1, % | di, AL 1L %
(200°C) | (650°C)
1 |Tamo 2,61 2.64 - 2.64 | 100
(pa3MbITOE KOJIBIIO) (111)
2 |- 2.28 2,28 - 2,29 |74
(200)
3 (2,06 2,065 (2,01 2,01 |100 2,10 | 100
(110) (101)
4 |- 1,628 |1,62 - 162 |36 |1,62 |70
(220) (102)
5 (147 1,47 1,44 1,428 | 15
(200)
6 1,21 1,21 1,19 1,166 | 38
(211)
7 11,04 1,04 1,01 |10
(220)
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NEHKa IIJICHKA
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ITOJIOKKA

Puc.27. Crpykrypa mnénku tomumHod 0,7 MM mocine omxura mpu T=650°C:
a) CII-uzobpaxkenue; 0) ero yBEJIWYEHHBIM (parMeHT B MNPUTPAHUYHON 00JACTH
wiénk; B) TII-uzoOpakeHne NpUTPaHUIHONW O0O0JIACTH TUIEHKH, T) THUCTOTpamMma

pacrpeneneHus 3€peH 1o pa3Mepam.
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€l

Puc.28. DMBP — uzoOpaxenus u coorBerctBytomue dypbe-audpakrorpammel
OT HAHOKPHUCTAJUIOB B IUIEHKE (a-B), cxema sJjeMeHTapHou sueiiku Fe;N (1) m

MHKPO3JIEKTPOHOTPAMMBI OT IUIEHKU TOMIIHUHON 0,7 MKM.
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B mnénkax tommmuoi 1,8 mxkM omxur npu T=600°C Takke npuBEN K
KauyeCTBEHHOMY HM3MEHEHHIO (pa30BO-CTPYKTYPHOTO COCTOSHUSI TI0 CPaBHEHHIO C
UCXOMHBIM W OTOXoKEHHBIM mpu T=500°C. Ha MukpoaudpakivuoHHON KapTUHE,
MOJIYYCHHOUW OT 0OJIacTel MOomepeyHoro cedyeHus TUIEHKH, momumo (a3 o-Fe u ZrN,
TMOSBHIINCH KOJIbIA, cooTBeTCTBYIomue dng = 2,08; 1,80; 1,27 1 1,08 A, uto B TouHOCTH
COBNAJAET C MEXKIUIOCKOCTHBIMH PACCTOSTHUSIMU, YACTO XapaKkTepusyromumMu ¢azy y-Fe.
HeobxoaumMo OTMETHTH, YTO KOJIbIIA, COOTBETCTBYIONIME JTOW HOBOW (ase, odeHBb
(dbparMeHTHpPOBaHbI, UTO CBUJIETEILCTBYET O 00Jiee KPYIHBIX pa3Mepax €€ KpUCTauIoB
(puc.29a,0).

Cpennuii pa3mep KpUCTAUIMTOB B TJIEHKE HECKOJIBKO CHU3WIICS U cocTaBmi 4,53
HM, IPU STOM YCHIIWJIACh PA3HO3EPHUCTOCTh: MHUHHUMAIbHBIN pa3Mep KpHCTAIOB
coctaBui 1HM, a MakcumanbsHbd 20HM (puc. 29B), [IDM-u300paxkeHus mokaszaiu, 4yTo
KPUCTAJUIUTHI MAKCUMAJIBHBIX Pa3MEPOB, XapaKTEPU3YIOIIHEC 0JIOCYaTON AePEKTHON
CTPYKTYpOH, pPacmoyiararoTcs, B OCHOBHOM, y TpaHHUIbl pa3liefia IUIEHKA-TIOMIOXKKA
(puc.29r). UmenHno oHM 00pa3ylOT KOHIJIOMEPATHI, PACHOJIOKEHHBIE BIOJIb TPAHUIIBI
TIEHKA-TIOIJIOKKA U MPECTABISAIOT co00M KpucTawisl a-Fe ¢ manol pazopueHrtanuei,
y KoTopbix maockocTH (110) mapannenbHbl TNIOCKOCTH MOANOXKKH (puc.291).

Anamuz  OMBP-uzo0paxenuit npurpaHuyHoil obmacth u  ux  Dypee-
nu(dpaKkTOrpaMM BBISBWII TaKXKEe HaJU4Me€ KPUCTAUIUTOB pPa3MEPOM JO 2 HM C
MEKIIJIOCKOCTHBIM paccrostuueM dng=2,53A. Cpemu Bcex a3, o6pa3oBaHue KOTOPHIX
MOXHO TMpearoiaratb B JAaHHOW CHUCTEME TaKOo€ MEKIUIOCKOCTHOE PAacCTOsTHUE
BCTPEUAETCS TOJBKO Y OKCHJA IIMPKOHUS CO cTexuomerpueit ZrO, u, cieqoBaTenbHo, B
JTAHHOM CJTy4ae MOJKET SBJISITHCS OTIMYUTEIBHBIM MpU3HaKoM 3Toi (a3zbl (puc.30 a,B).
Urto kacaercs das3pl HUTpuAa Fe, To e€ umeHTudukanus Mo AJIEKTPOHOTPAMME OUYEHb
3aTpy/JHEHA M3-3a MaJoro KOJMYECTBA M COBMAJEHUS CUJIbHBIX JIMHUW C JIMHUSIMU
npyrux (a3, oJlHaKO BEPOSITHOCTH €€ MPUCYTCTBUS B TOJICTON TUIEHKE HUKAK HEh3s

HCKITIOYATh, UCXOJIS M3 COOOpaKCHHM, M3JI0KECHHBIX HIIKE.
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Camera length: 760 mm
Acceleration voltage: 300 kV
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Puc.29. Crpykrypa mnénku tommmuon 1,8 mxM mocie omxkura npu T=600°C:
a) MUKpOIM(paKIIMOHHAs KapTUHA; 0) MUKPOAU(PPAKIIMOHHAS KapTUHA C HAJIOKEHUEM
TEOPETHYECKUX KoJel M y-Fe ; B) rucrorpaMMa pacnpeneseHuss KpUCTAJUIMTOB I10

pa3smepawm; 1,1) CII - uzo0paskeHust CTpyKTypbl TUIEHKH BOJIN3U MexX()a3HOM TPAHUIIBI.
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Puc.30. Ctpykrypa miénku tommuuon 1,8 Mkm mocie omxura npu T=600°C:
a) OMBP-u300pakeHrne KpUCTAIUIUTOB B IPUTPAaHUYHOM 0051acTH; 0,B) PUIBTPOBaHHBIE
M300paXkeHHss O0NaCTM C MEKIUIOCKOCTHBIM —paccTosHueM 2,53 A u  o-Fe

COOTBCTCTBCHHO.

3.2. ®a30BO-CTPYKTYPHOE COCTOSIHME TPAHMIBI IUIEHKA-TIOIJI0KKA

JlaHHBIE O COCTOSIHMM MeK(a3HOM TpaHUIlbl TUIEHKA — moanoxkka (Si0O;) mocie
omkura npu 600°C B mnéHke TommuHOW 1,8 MKM, momydeHHsle meroaoM A wu
CXII2D, cBUIETENBCTBYIOT O HEOJHOPOJHOM PACIPENCIICHUN >Keje3a, LUPKOHHUS,
a30Ta, KUCJIOPOa U MPOTEKaHUU TPU OTKHUTe Ha Mex(asHoU rpanuiie AudPy3HOHHBIX
NPOIIECCOB B  MHOTOKOMIOHEHTHOH cucreme Fe-Zr-N-O-Si, mnpuBomammx K
00pa30BaHUIO CJIOKHOTO MHOTOCHONHOTO nuddy3rnonHoro cios. [lpu cpaBHeHUn u
HAJIOKEHUU KapT PACTPENCICHHUS XUMHUYECKUX DJIEMEHTOB HAOI0/IaeTCs CIIeTyroIas
kaptuHa (puc.3l). A30T u3 IUIEHKH YXOJWT B TIOJJIOKKY, oOpasys Tam, y caMoOi
rpaHuiibl, TU()PY3nOHHBINA CION C MOBBIIIEHHBIM COJIEPKAHUEM €r0 aTOMOB TOJIIMHON

20-25 uM. YXoa a30Ta U3 IUIEHKH COTJacyeTcsl ¢ IMOJIyYeHHBIMH paHee NaHHBIMU O
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cHKeHnn cozepxanus N B Takux IuiéHkax mocie omxkura mpu 1=400-500°C [103].
Konnentpamus N B MOMIOKKE YMEHBIIAETCS OT MAaKCUMAJIBHOW B CJIO€ TOJIIMHOM
10 M, puIIeraromeM K rpaHuiie, 10 HyJIEBOM 3a npeaenaMu 1ud¢y3uoHHOTO CIIOS.

A30T, ocTaromuiics B IUIEHKE B 3HAUYUTEIHLHO MEHBIIEM KOJMYECTBE, YeM B
MOJJIOXKKE, BBISIBIISICTCS, KaKk BUAHO Ha puc.31 6, B Buje obnacrei pazmepom ~3*10 HM.
CornocrapiieHre 3TUX AaHHBIX ¢ [IOM-u3z00pakeHUsAMH IUIEHOK IMMOKa3bIBA€T, YTO ATH
00JaCTH  PACTOJIOKEHBl  MEXKAY CTOJIOYATHIMH  CKOIUICHUSIMHA  KPHCTAJIUTOB,
OPUEHTUPOBAHHBIX B HAIIPABJIECHUU POCTA TUIEHKH.

[{upkoHUI U3 MPUJIETAIONIET0 K TPAHULIEC CIOS TUIEHKHU TOJIIMHOM OKOoJio 1 HM
NpPaKTUYECKHU Bechb Takke audPyHaupyer B TOMJNOXKKY, oOpa3ys B HeEH,
HETIOCPEJCTBEHHO Y TpaHUIlbl, ZI-CoJepKaluidi CI0M MPUOTU3UTEIBHO TaKOH JKe
TOJIIUHBI, B KOTOPOM KpoMe ZI TMPUCYTCTBYET KHUCIOPOA. YXOHsl U3 ITOr0 TOHKOIO
ciost TIEHKH, ZI «OCTaBIIsACT» B HEW cjIoM, oOoraméHHbii xemne3oM. TakuMm oOpaszom,
M30BITOK aTOMOB KeJle3a U a30Ta pacrojiaraeTcs Ha «jaHe» MmiéHku. [Ipu 3ToM 06sacTh
M30BITOYHON KOHIIEHTPALIUU KeJie3a, KaK U a30Ta, COCTaBIAET 0koJyio 10 HM.

B HmxHeW yacTu MIEHKH, HAJ CJIOEM C IMOBBIIMICHHBIM COJICPKAHUEM XKeJe3a U
azora, o0OnacTu, oOoramE€HHble UIHMPKOHUEM U KHUCIOPOJOM, COBMAAAIOT IO
PaCIIOJIOKECHHIO, T.€. B IUIEHKE, B MECTaX, OOOTAIIEHHBIX IMHUPKOHUEM, IMPUCYTCTBYET
M30BITOK aTOMOB KHciIopoaa. ComocTaBieHUEe 3TUX JaHHBIX ¢ TEMHOIOIbHBIMU [TPOM
(HAADF STEM)-u3o0pakeHUSIMH TIEHKH IMOKA3bIBAET, YTO 00JACTH C IIUPKOHUEM U
KHCJIOPOJOM, KaK M 00JacCTH ¢ IUPKOHUEM M a30TOM, MOTYT UMETh BBITSIHYTYIO (opMy
W pacrloJiaraloTcsi MEXJy CTOJOYAaThIMM  CKOIUICHUSIMH — KPUCTAJUIUTOB, 4YTO
CBUJICTECIILCTBYET O 3aMEHE aTOMOB a30Ta aTOMaMH KHUCJIOpOJa B COEIUHEHHH C
nupkoHreM. Hroke, B TOMIOXKKE, pacroiararoTcs cjiaon oOoraméHHble a30ToM,
KOHIICHTpAIIUsI KOTOPOro yOBIBAET MO Mepe MPOABMIKEHHS BIIyOb MOJJI0OXKKU. Cxema,
WUTIOCTPUPYIOLIAsl  PACOpPEICNICHHE XUMHUYECKUX JJIEMEHTOB, HAalpaBiI€HUE HX
mubdy3un u pacnonoxenve (a3 B TpUTPAHUYHOM 00yacTu MO 00€ CTOPOHBI OT

IPAHUIIBI MIEHKA-TIOJITIOKKA, npecTaBieHa Ha puc.32.
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g P erin: P

IOJJIOXKKA
0

Puc.31. Pacnipenenenre XuMUYECKHUX DJIEMEHTOB B MPUTPAHUYHOMN 001acTH TUIEHKA-TIOTIOkKKA: a,0) CXIIDD-kapThI; B)

3J1A-kaptel u [IPOM (HAADF STEM)-u3o06paxenue.
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Puc.32. Cxema cTpyKTypbl INIEHKH B IPUTPAHUYHOMN 00JIaCTH TIIEHKA-TIOIIOKKA.

3.3. AHa;im3 (paKTOPOB, BIUSIONIUX HA CTPYKTYPY IIEHOK Fegy 762 1oN1o.1, HA
MOVIOKKAX M3 KAPOMPOYHOI0 CTEKJIa

@da30BBIil  COCTaB  MMOJYYEHHBIX MAarHETPOHHBIM  HANBUICHUEM  TUIEHOK
npenacrasieH aByms ¢dazamu. Onna u3 Hux kpuctammdeckas OLIK-¢a3a Ha ocHoBe o-
Fe ¢ mepuomom kpucramumueckod pemeéTKd, 3HAYMTENbHO MPEBBIIIAIOIINM TEPHOT
pemiéTkn o0BEMHOTO 0-Fe; BTOopas - kinactepHas, oboraménnas Zr u N (B mnénke
tomuHoi 0,7 MKM), win Kpuctayumueckass Hutpuanas ¢aza ZrN ¢ I'IIK-peméTkoit (B
wi€Hke ToamuHoi 1,8 mMxM). M3BecTHO, uTO paBHOBecHas pacTBopuMocTb ZI' u N B
00BEMHOM MHKpOKpHUCTAJUIHUEeCKOM Fe dupesBbruaitno mama (N — 0,4  ar.% mnpu
T=590°C; Zr — 0,1 at.% mnpu T=925°C) [92]. ITonyyeHHble B HacToOsAIICH padoTe
3HaueHus: O;110=2,06A u d10=2,05A B mnémkax tommmuoW 0,7 W 1.8 MKM,
COOTBETCTBEHHO, CBUJICTEILCTBYIOT 00 00pa3oBaHUU TEPECHIIIEHHOTO TBEPIOTO
pactBopa Zr u N B a-Fe. Obpa3oBaHue mepechIeHHOro TBEPOTO pacTBopa Zr B a-Fe
HAOIOMAIA TIPU DJIEKTPOHHOMHKPOCKOITMYECKUX HCCIICIOBAHMIX OBICTPO3aKaIEHHBIX
u3 paciutaBa JIeHT FegeZriy [107], a mepechimenHoro TBépaoro pactopa N — mpwu

PEHTTEHOBCKOM M 3JIEKTPOHHOMHMKPOCKOIIUYECKOM HCCie0BaHusAX Ii€Hok Fe-Zr-N
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[103, 102, 108]. Conocrasnss 3HaueHus O130=2,06A u d110=2,05A mns OLIK-¢assl B
mi€éukax TommuHor 0,7 1 1,8 MKM, COOTBETCTBEHHO, MOJKHO II0JIaraTh, 4To B OoJiee
TOHKUX TUI€HKaX pactBopumocth ZI u N B o-Fe Bbime. DtoT dakr, a Takke
oOpa3oBaHue KiIacTepHou ¢asbl B mi€HKax 0,7 MKM 1 kpucTaimmaeckoit ZIN B miéHkax
1,8 MKM, CBHIETENHCTBYIOT O TOM, YTO IMpPH HAIBUICHHH B MPOIECCe pocTa IIEHOK
tommuHol 1,8 MKM coxpaHssoch 0oJjiee  BBICOKOTEMIIEPATYpHOE COCTOSIHUE,
o0ecnieunBaoIiee yCIOBUs JIsi 0Oojee TMOJHOro mpoTekaHus AuQQy3HOHHBIX
MIPOIIECCOB, YEM B IJIEHKAX TOMIIMHOM 0,7 MKM.

CornacHo ¢usnyeckoit Mmoaenu pocra mi€naku [109] B mporiecce MarHeTpoHHOTO
HamnbUJICHUS TeMreparypa €€ MOBEPXHOCTH 3HAYUTEIHHO (B HECKOJBKO pa3) BbIIIEC
TEeMIIepaTyphl MOIOKKU. TakuM 00pa3oM, B MOMEPEUHOM CEYEHUU (POPMHUPYIOIICHCS
IJIEHKK YCTAaHABIMBACTCS TPAJUCHT TEeMIEpaTypbl, 4YTO MOXET MPUBECTH K
bopMHUpOBaHUIO CIOEB, PA3IMYAIOIIMXCS MO CTPYKType u (azoBomy coctaBy. B
MCCJICIOBAHHBIX HAMM IUIEHKaX ToimuHou 0,7 u 1,8 MkM, kotopbie Hanbuisiin 100 u
250 MUHYT, CTpYKTypa (opMHUpYyeTCS B Pa3IMUHBIX YCIOBUSIX: B IUIEHKAX TOJIIUHON
0,7MKM TpaJlueHT TeMrepaTypbl ObUT 3HAYUTEIHHO OOJIBIIE, T.€. CKOPOCTh OXJIAXKICHUS
MaTtepualia B mpolecce pocTa Oblia BhIIIE, YEM a TJIEHKAX TOIIMIMHON 1,8 MKM.

Paznuna ¢a3zoBoro cocrosiHusi MIEHOK, BbI3BAHHASI Pa3HBIMU TEMIIEPATYPHBIMU
yCIOBUSIMU (DOPMUPOBAHUSI TPU HANBUICHWU, COXPAHSIETCS M TIOCIE OTXKUTAa TMPHU
T=200°C: B miénkax 0,7 MxM oOpazyercs HecTexuomeTpudeckuil HUTpuA ZrxNi.x C
MEKIIJIOCKOCTHBIM paccTostaueM O11;=2,61A, Torma kak B miaéHkax 1,8 MKM yke B
npolecce HambLIeHHs obpasyercs crexuoMerpudeckuit Hutpun ZrN ¢ di3=2,64A.
[ToBbiienue temnepatrypsl omxkura 70 T=500°C npuBoauT Kk (OPMUPOBAHUIO B 00EHX
wi€HKax nByxdaszHoi nomgukpucramumueckoi ctpykrypsl (OLIK a-Fe u I'IIK ZrN), a
Takke K cHwkeHuto koHueHtpaumu N u Zr B OLK-TtBEpAOM pacTtBOope, 0 uéM
CBUJIETENBCTBYET yMEHbIIEHHE Mepuoaa pemérkn 5Toit dasel (d110=2,0268A) mo
CPaBHEHHIO C HUCXOJHBIM M OTOXOKEHHBIM Tpu T=200°C cocrosHusiMu. B s3TOM
COCTOSIHUM TUIEHKM OOHApYKMBAIOT YHHUKAJbHOE COYETAaHHE MEXaHUYECKUX U
MarHuTHO-MTKuX cBoicTB [106]: mHaykums Haceimenus Bg=1,85Tn, kospuuTuBHas

cuna H=25A/m, TBEpaocTh H=13-151"1a (MeTo1 HAHOMHIEHTOPA).
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Orxur npu T=600/650°C mo mamasiM [IOM mnpuBoguT K QopMuUpOBaHUIO,
nomumo o-Fe u ZrN, uutpumnoit ¢aszer co crexuomerpueir Fe,N. Cormnacho
pentreHoBckuM aaHHbIM [103], B otmx minéHkax, oToxok€HHBIX mpu  T=600°C,
obpasyetcst ¢aza Fe,N. Takum oOpazoMm, B TIEHKE, B HEMOCPEICTBEHHONW OJU30CTH K
MexdazHol rpaHulle, cymecTByIoT pasbl a-Fe, ZIN, ZrO,, y-Fe u Fe,N.

dopmupoBanue aUPEGY3MOHHBIX CIOEB Ha MeEX(pa3HOM TpaHHIlEe ‘‘TUIEHKA-
MO/IJTO’KKA”, KaK M OCTAJIbHBIE TIPOIiecchl (ha3000pa30BaHus B UCCIAEAOBAHHBIX TUIEHKAX,
OTIPEIEISIIOTCA HECKOJIBKUMHU (haKTOpamMH: TEPMOJMHAMHUYECKUMHU, KUHETHUYECKUMU U
CTpyKTypHBIMH. [Ipm 3TOM HEOOXOAUMO YYHTBHIBaTh, UYTO TUICHKH, TOJyYCHHBIE
METOJIOM BBICOKOPHEPTETUYECKOTO CHHTE3a HAaXOJSITCS B METACTaOMIBHOM COCTOSIHHH,
UMEIOT HAHOKPUCTANIMYECKYIO CTPYKTYpYy C OUYEHb OOJIBIION IUIONIA/IbI0 TPaHUIL
pazmena u Ae(EKTOB KpUCTAUIMUECKoro crpoeHus. Hamo oTMeTuts Takke u
B3aMMOJICHCTBHE C TOJIOKKOM, KOTOpasi, Kak M3BECTHO [4], urpaer o4eHb OOJIBIIYIO
poiib mpu (POPMUPOBAHUU CTPYKTYpPHl JIIOOBIX TUIEHOK. B Takux ycloBUsX
1 Py3MOHHBIE TPOLIECCHI TPOTEKAIOT 3HAYUTEIBHO OBICTpEE.

bonpme 3HaueHuss sSHepruil 00pa3oBaHUS OKCHIA IUPKOHUS U HUTPUAA
kpemuus (ZrO, =1100x/x/monb u SisNg =750 kJIx/ Monb) [73] onpenenstor ToT (akr,
yto ipu T=600°C unét axtuBHas quddy3us N U3 mI€HKN B MOIIOKKY, COAEPIKAILYIO
Si, u Bcrpeunas muddysus O u3 MOMIOKKM B MACHKY, coaepikainyro Zr. Cremyer
OTMETHTh, YTO, UMEHHO, TU(DPY3MOHHBIE TPOIECCHl MEXKIY IUIEHKOW W TIOJJIOKKOM
npuBOAIT K oOpazoBanuio ¢dazsl Zr0, B 00sacTu TIIEHKU, MPUIIETAONIEH K TpaHUIEe
“mnéHka-nomsiokka”.  YuutbiBas  AUG(OY3MOHHBIE  MEPEMEIICHHs aTOMOB B
MPUTPAHUYHON 00JIACTH, ONKMCAHHBIC BBIIIE, MOKHO paccMaTrpuBaTh (Ppazoo0OpazoBaHUe
B IIPUTPAHUYHOM CJIO€ C M30BITOUYHOM KOHIIEHTpAIlMEen jKelie3a U a30Ta B COOTBETCTBHUU
c nauarpammoit cocrosiHus Fe-N, XoTsa Henb3s wuckiIo4yath TOT (akT, 4YTO B
HEPABHOBECHOM COCTOSIHUM BCE TMPEBPAIICHUS MOTYT MPOXOJIUTh B HECKOJIBKO HHBIX
TEMIIepaTypPHBIX W KOHIICHTPAIIMOHHBIX HHTEepBajax. CorjacHO CTaOUILHON nuarpamme
cocrostaust (puc.33) Fe-N uutpun xeneza FeysN mosiBisieTcs Mpu Coaep)KaHUU a30Ta
menee 0,05 at.%, a y-Fe — BbIme TemrepaTypbl 3BTEKTOMIHOTO TipeBpaiienus T=590°C.

[Ipuuém obmacth paBHOBecHOro cyimiectBoBaHusi ¢a3 y-Fe u FesN coorBercTByer
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cColepkaHMio a3oTa B okenese Oomee 8,75 ar.% [92]. Temmeparypa omxura
T=600/650°C u conmepxanue a3ota (mo 12 ar.%) B HCCIEIOBAaHHBIX IUIEHKAX
MO3BOJIAIOT 3aKJIIOYUTh, UYTO oOpa3oBaHWe Takux (a3, kak HuTpuabl Fe,N, y-Fe B

06H.[CM HC ITPOTUBOPCYUT JHATIrpaMMC COCTOAHUA AJISI MACCUBHBIX MATCPUAJIOB.

N, Y% (no macce)
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T I T !
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Puc.33. Jluarpamma coctosinus cuctembl Fe-N.
B cootBercTBUU ¢ muarpammoit coctosinust Zr-N (puc.34) B mmpokoi o6iacTu

TeMIepaTtyp M KOHLEHTpaumuil oOpasyerca emuHcTBeHHas ¢asza ZrN (Fm3m).

PaCTBopI/IMOCTB a30Ta B LIUPKOHHMHU S3HAYUTCIIbHO CHHMKACTCA IIpHU YBCIMYCHUU
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TeMIlepaTypbl (peTporpaaHas pacTBOPUMOCTH), T.€. NMPH YBEIWYEHUH TEMIIEPATypPbl
OT)KHIa a30T BBICBOOOXKIAETCA, yXxoAs u3 pemetkn ZrN a CcTeXuoMeTpuyeckoe
COCJIMHEHUE TpeBpaliaeTcss B HecTexuomMeTpuueckut HUTpua ZryN ¢ yMeHbIIEHHBIM
COJIEp>KaHUEM a30Ta B KPUCTAINIMYECKON PEIIETKE, KOTOPBIM B TPUTPAHUYHOU 00JaCTH
3aMeINIaeTcsi aTOMaMy KUCJIOPO/Ia.

[lo pe3ynbTaTaM BBINIOJHEHHBIX CTPYKTYPHBIX HCCIEIOBAaHUN MOKHO CHeNaTh
3aKJII0YEHHUE, YTO MEPEPACIPECICHIUE U CHUKEHUE KOHIEHTPALMM a30Ta B IIEHKAX
FeZrN npoxomuno B Tpu stana. Ha mepBom stame (mo T=200°C) B OCHOBHOM

NPOMCXOWIO BBIICJICHHE a30Ta W3 pemeTku o-Fe, kak Obuto mokazano B [106], u

oOpa3oBanue HUTpuAa ZrN.
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Puc.34. Jlnarpamma coctostnust cuctembl Zr-N.

[Tpu 3TOM TOYTH Bech a30T ocraBaics B i€HKe. Ha BTopom stame (1o T=500°C)

CHM)KCHNEC KOHIOCHTPAIWH a30Ta CBA3aHO C BBIXOJ0OM M3 IUJIEHKU B IMpoHIeCCe OTKUra. Ha
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TtpeTheM 3Tane (T=600-650°C) yacTp a30Ta yXOIUT B MOJJIOKKY U HAUMHAETCS CTaaus
AKTUBHOTO B3aWMOJICUCTBUSA C TMOJJIOKKON, YTO KOCBEHHO MOATBEPKIAACTCA OYECHBb
Xopolien aare3ueit I€HKK, BOZHUKAIOIIEH TTOCIIe BHICOKOTEMIIEPATYPHOTO OTKUTA.

B HCXOMHOM COCTOSIHMM W TOCJE€ TePpMOOOpPAOOTKU MpH HU3KUX TeMIEeparypax
TIEHKU JIETKO OTCJIauBAJIUCh U OTIEISUINCH OT MOJIONKKUA B MPOIECCE MPUTOTOBICHHUS
00pasIioB.

O6pasosanmio dassl y-Fe, ¢ nepuogom pemérku I'LIK - passr (a=3,6A), HamHOTO
npesplmatonuM  nepuon  OLIK-dassl  (a=2,866A), oueBumHo  croco6GCTByeT
CTPYKTYpHBI (Kpuctayuiorpadgudeckuii) (GakTop COOTBETCTBUS MEKIIJIOCKOCTHBIX
paccTosiHU B KpucTauinueckux pemérkax ZrO,/y-Fe. Henb3s Takke HE NMPUHSITH BO
BHUMaHHE TOT (pakT, 4YTO TIpolecChl oOpa3oBaHusA 7Y-F€ MOryT CTUMYJIUPOBATh
pacCTATUBAIOIINE HaNpsHKEHUs, gocturaronme 3HadeHus 1500 Mlla, Bo3Hukaromue B
wiéHke mocie omkura npu T=600/650°C. JleiictBurenbHo, B padore [106] Obu1O
MMOKAa3aHO, YTO B MCXOJHOM COCTOSIHUM B IUIEHKE NPUCYTCTBYIOT 3HAYUTEIIbHBIC
CKUMAIOIIUE MaKpOHAIPSKEHUsI, KOTOPhIE MEHSIOT CBOM 3HAK Ha MPOTUBOIOIOKHBIN
npu T=475°C. Ilpuuém B Oosiee TOHKOM IIIEHKE HTH HAMPSKEHUS JIOCTUTAIOT
MaKCHMAJIbHBIX 3HAUYEHUN TP MEHbIIeW Temneparype oTxura. Takum oOpazom,
MPUCYTCTBHE OTHOCUTEIHHO OOJBIINX KpUCTALUTOB (a3el y-F& ¢ Oombium
napamMeTpoM pemeéTku B NPUTPAHUYHON 00JIacTH, OOHAPYXKEHHBIX METOJIOM
IIPOCBEYMBAIOLIEN IJIEKTPOHHON MUKPOCKOIIHNH, BIIOJIHE ONPABAAHO.

Takum o6pazom, o00nacTh, CHOPMHPOBABIIAACS OKOJO MeXK(Pa3HOW TpPaHUIIbI
“NI€HKA-MOIONKKA MPEACTABIICHA CIEAYIOIUMU CI0sIMUA. CO CTOPOHBI IUIEHKH - CJIOU
c dazoBeim coctaBom a-Fe, ZrN, ZrO,, y-Fe u Fe,N (x=2; 4), 3arem cioi, rae
npeo0iaaloT HaHopasMmepHble 3€pHa y-Fe, a-Fe, Fe,N (x=2; 4), HemocpenCcTBEHHO
NPUMBIKAIOIIMN K CYyIIECTBOBaBILIEH A0 OoTxkura MexdasHoil rpanuiie. Co CTOPOHBI
MOUIOKKH - CJIOM TONIMHHOW ~1 HM, NpHMBIKAOIMHA K Mexk(a3HOH TIpaHHUIIE,
COCTOSIIUH, TIO-BUAUMOMY, M3 KIACTEepHBIX (a3, oOpasyrommuxcs B cucteme Zr—N-O
[110], a taxke cmoit TommmHON okoso 20 HM, comepxkamuii Si, N,O u He nMeromui

SIBHO BBIPQJKEHHOW KPUCTAJUIMYECKON CTPYKTYPHL.

89



CTpykTypa HCCIEIOBaHHBIX IUIEHOK IMPEACTAaBICHA HAHOPA3MEPHBIMHU 3E€pHAMU
00pa3yoIUXCsl KPUCTALIMUECKUX (a3, MMEIOMMUX TEHACHLHUI0 K PACIOJIOXKEHHIO B
HarnpaBJIeHUM pocTa IIEHKU. C yBEIMYEHUEM TOJIIWHBI IUIEHKA WU TIOBBIIIEHUEM
TEMIIEpaTypbl OTKUIa KOJHMYECTBO CTOJOYATHIX CKOIUIEHWH KpPHUCTAIUIMTOB W HX
MPOTSHKEHHOCTh yBelnuuBarorcs. CpenHuil pasMep 3€peH B IUIEHKAX OYEHb Mall U
MeHseTcs B mpenenax 3-5 HM (puc. 35), mpu 3TOM, B TEMIIEPaTypHOM HHTEpPBaJC
T=200-650°C pa3mep 3epHa U3MEHSIETCS] HE3HAUNUTEIBHO.

Hab6nrogarorces paznuyus B AUHAMUKE POCTa KPUCTAJUIMTOB B MIIEHKAX Pa3IuYHON
TomuuHbl. CHUYKEHHE CPEHErO pa3Mepa 3€pHa PH YBEJIMYEHUU TEMIIEPATypPbl OT/KUTa
B IUIEHKE TOMIMHON 0,7 MKM MPOUCXOAUT M3-3a 3apOXKIACHUS HOBBIX KPUCTAIUTOB, B
TOM 4Hcie KpucTamuToB (a3el ZIN. B mnénke tonmuuon 1,8 MKM yKe B UCXOJIHOM
COCTOSIHUU c(hopMHpOBaace, MPaKTUYECKH, MOJIHOCTBIO, nByxQazHas
kpuctaunueckas ctpykrypa (OLIK TBEpasiii pactBop a-(Fe-ZrN) u T'LIK ZrN). C
MOBBIIEHUEM TEMIIEPATYPhI OTKHUTA MPOUCXOAUT HE3HAUYNUTEIbHBIA POCT 3€pHA HaAPSIAY
C U3MEHEHHEM XMMHUYecKoro coctaBa (a3. Ilpu 3Tom mis Bcex cOCTOSAHUN (MCXOIHOE,
OTOXOKEHHOE TIPU Pa3HBIX TEMIEpaTypax) pasMep KpUCTAJUIMTOB B TUIEHKAX TOJIIUHOM
1,8 MxM B 1,5 paza Gosbliie, ueM B TUI€HKax ToammHou 0,7 mMkm. Dopmupyromiascs
HAaHOKPHUCTAJUIMYECKAasi CTPYKTypa XapaKTEPU3YETCs Pa3HO3EPHUCTOCTBHIO, KOTOpas ¢
MOBBINICHUEM TEMIIEPATypPhl OT’)KUTA YCUIIUBACTCS U MPOSBIACTCS B OOJIBIIEH CTETICHH B
mi€éHkax TommuHOM 1,8  MKkM. Pa3HO3EpHUCTOCTB  CTPYKTYphl IUIEHOK U
MPEUMYIIIECTBEHHAS] OPUEHTAIUSl CTOJIOYATHIX CKOIUIGHUH KPUCTAJUIOB  BJIOJb
HaIlpaBJeHUs] pocTa IUIEHKHU, MO-BUJMMOMY, BbI3BaHA, C OJAHOW CTOPOHBI, HAIUYUEM
rpaJueHTa TeMIepaTypbl IMpU HANbUIEHUH, C JPYroil CTOPOHBI, OOYCIOBIEHO

HavaJ bHBIMH yCIOBUSIMH (hOpMUpPOBaHMSI IUIEHKH Ha moanoxke [111, 112].
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Puc.35. 3aBucumoctsb cpegHero pasmepa 3epHa D ot remnepatypbl omkura T st

IJIEHOK Pa3HOM TOJIIIUHEI.

Hab6nronaembie B ricciieOBaHHBIX TIIEHKAX 3P (EKThl 3HAUNTEIHLHOTO YBEINYCHUS
pactBopumoctd ZI' u N B o-Fe, yMeHbIIeHHsT BEJIMYMHBI NEPUOJA KPUCTATUIMYECKOU
OLK-pemérku o-Fe, HeCOMHEHHO, CBSI3aHBl C HAHOKPUCTALIIUYECKUM COCTOSTHUEM
Marepuajia, B KOTOPOM OCHOBHYIO POJb B (OPMHUPOBAHUU CBOWCTB U CTPYKTYpPbI
UTpaloT 3epHOrpaHuyHbie oOsactu. B pabdortax [110, 113] ommckiBaeTcs ¢usmyeckas
npupoa 3¢ dexra 00pazoBaHuA TBEPIBIX PACTBOPOB B HAHOKPUCTAIUIMICCKHUX CIUIABaX,
KOMIIOHEHTBI KOTOPBIX, B CIy4ae MUKPOKPHUCTAUNIMUYECKON CTPYKTYpbl, UMEIOT OYEHb
HE3HAUUTEIBHYI0 B3aMMHYIO PAacCTBOPHUMOCTh HWJIM OHA BOOOIIE OTCYTCTBYET. ITO
SBJICHHE OOBSCHSAETCA OO0pa3oBaHMEM Ha TpaHUIaAX 3EpeH, pPa3IUYaroNINXCs IO
XUMHUYECKOMY COCTaBY DJJIEKTPOCTATUYECKU 3apsKeHHBIX oOrnacteil. [lockonbky
AJIEKTPOHHOE CTPOCHUE OTUX O00JIACTeH OTIWYAETCS OT DJIEKTPOHHOTO CTPOCHUS
ANEKTPUYECKH HEUTpaJbHOTO MeTalljla, B JATUX O00JIACTAX MOXKET peaan30BaThCs
B3aMMHasi PAacTBOPUMOCThH 3JIEMEHTOB cruiaBa. [Ipu ycioBum, Korjga pasmep 3epHa
COCTaBJISIET HECKOJIbKO HAHOMETPOB, 3TH 3€PHOTPAHUYHBIE 00JACTH MOTYT COCTaBIISAThH

50% u Oonee or obmiero oObEmMa Marepuana, a UX CBOMCTBA OYyIyT ONpeAessTh

91



cBOiicTBa Bcero marepuana. O(PGEeKT  yMEHbIIEHUs, IO CPaBHEHUIO C
MUKPOKPUCTAJUNINYECKUM COCTOSTHUEM, TMEpUO0/ia KPUCTATMIECKONW PEHIETKH METaIOB
C HAaHOKPHUCTAJUINYECKOH CTPYKTypoil B pabore [114] oObsCHSACTCS Ha OCHOBE TEX JKe
dusznyeckux npeacTaBieHuid. Bmecte ¢ Tem, A McciaeoBaHHBIX B HACTOSIIECH paboTe
HAHOKPUCTAUTMYECKUX TIEHOK Fe-ZrN, monydeHHBIX MarHeTpOHHBIM HaNbLUICHUEM,
MO>KHO T0JIaraTh, YTO MEHBIIAs, YeM B MUKPOKPUCTALTMYECKOM COCTOSTHUU, BEJIMYMHA
nepuoaa KpUCTaUInIecKo peméTku a-Fe MoxeT ObITh 00BsICHEHA TaKKe CICAYIOUIIM.
[Ipn xoHaeHcalMu TUIEHKM Ha TMOMJIOXKKE BO3MOXKHAa HOHHU3alMs aToMoB Fe 1o
cocrosms Fe™, Bmecto cocrosmms Fe'’, xapaktepHoro i 0O0BEMHOTO
MUKpokpucrtammdeckoro Fe. Kpome Toro, kak ObIJI0 MOKa3aHO paHee PEeHTTCHOBCKUMHU
UCCIIEJOBAaHUSIMU 3TUX IJIEHOK, MPH HANBUIEHUU B IUIEHKAX (OPMUPYIOTCA OOJIbIINE
CKUMAFOIINE MaKpOHANPSKEHUS (1500MITa) 151 BO3HUKAIOT OombIIME
MHUKpoAehOpMaIIii  KPUCTATMUECKON pemérku (BioTh g0 2, 5%) [106]. Otm
(akTOpbI TaK)KE€ MOTYT NPUBOJAUTH K YMEHBILIEHUIO NIEPUOA PEIIETKH.

O6pazoBanue HemarHuTHbix (a3 (ZrO,, FeN, ZrN, y-Fe) B mpormecce
TEpMOOOPaOOTKHU, C OJTHOM CTOPOHBI, IPUBOJUT K CHUKEHUIO MAarHUTOMSITKMX CBOWCTB
MIEHOK, C APYroll CTOPOHBI, YKa3aHHble HaHO(a3bl (OKCHIBI U HUTPUIBI) YIIyYILIAIOT
MEXaHUYECKUE XapaKTEPUCTUKU IJIEHKH, MPUBOAS K YIyUIIEHHIO €€ MPOYHOCTU U
U3HOCOCTOMKOCTH, YTO OUYEHb BAKHO MPU UCIOJB30BaHUU ITHX IJIEHOK, HAIIpUMep, AJis

TOJIOBOK MAarHUTHOM 3aITMCH.

3aKII04YCHUE
[IpoBenén noIpOOHBIN AIEKTPOHHO-MUKPOCKOTTMYECKUI aHAIN3
CTPYKTypooOpa3oBaHusi IUIEHOK Fegy7gZroNig1, TommmuHOM 0,7 m 1,8 MKwM,
MOJYYEHHBIX PEAKTUBHBIM MATrHETPOHHBIM HAMNBUICHUEM, M €ro 3BOJIIOLMS IIOCTE
omkura npu T= 200°, 500°, 600° u 650°C c Beimepxkkoit 1 uac. da3oBwIi cOCTaB
MJIEHOK TOCIIe HANbUICHUS TIPEJICTABJICH MEPECHIIIEHHBIM TBEPIBIM pacTBOpoM ZI 1 N B
a-Fe ¢ OLIK kpuctamimueckoi peméTkon 1, B IIEHKaX TOJMMHON 1,8 MKM, HUTPUIAOM

ZrN ¢ I'lIK pemérkoii, a B Tui€akax toimmuaon 0,7 MKM — KiacTepHou (a3oif cocTaBa
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Zr, N. IIpu srom B mnénke tommmHoid 0,7 MkM KoHueHtpauusa Zr u N B TBEpmoM
pactBope Boime [102].

VY CTaHOBJIEHO, YTO MPU OTKUTE C TMOBBIIICHUEM TEMIEPAaTypbl YMEHbIIAETCA
CTEIEeHb TEPEChIeHUsT TBEPAOTO pacTBOpa, MPH STOM IUPKOHUN M a30T 00pasyioT
coequnenue Zr u N (200,500°C), a3ot Takxke y4yactByeT B oOpaszoBanuu FexN, x=2;4
(600, 650°C) wum muddynaupyer B MOMIOKKY. TakuM o00pa3oM, CHHXKCHHE
KOHIICHTpAIlMd a30Ta B TIUIEHKE TPU BBICOKMX TeMIepaTypax CBA3aHO C
B3aMMOJICUCTBUEM C TOMJIOXKKONM U oOpazoBaHueM TaMm AUGEGY3MOHHOTO CJOS C
MOBBIIIICHHON KOHIICHTpAaIMeH 3Toro sinemenTta [115].

BrisiBiieHo, 4TO B TUIEHKaX, OTOXKEHHBIX mpu 600°C, BCreacTBUE BCTPEUHOM
muddy3un azota U3 MIEHKU B TMOJUIOKKY, U KHUCIOPOJa U3 TMOJUIOKKHA B TUIEHKY Ha
rpaHule “TIEHKA-TIOJIOKKa” o0pasyercss 00J1acTh, COCTOSIIAs U3 HECKOJbKHUX
muhPy3MOHHBIX CIOEB Ppa3IUyHOTO (ha30BOr0 CoOCTaBa, (POPMUPOBAHHE KOTOPBIX
BO3MOXHO B cucteme Fe-Zr-N-Si-O. B npurpanuyHoii 001acTi IEHKH TOJMIIMHOM 1,8
MKM oOHapykeHsI (passl a-Fe, ZIN, ZrO,, y-Fe u FeyN, x=2.4.

[lokazaHo, 4YTO  CTPYKTypa  HCCIEJOBAaHHBIX  IUIEHOK  TpeJCTaBlICHA
HaHOpPa3MEpHBIMU 3EPHAMHU CO CPEIHHM pa3MepoM 3-5HM, YacTh KOTOPBIX 00pasyeT
CTOJIOYAThIE CKOIUICHMs, (OPMHUPYIOIIMECS B HAMpaBICHUH poOCTa IJIEHKH, U
XapakTepusyercs pasHozepHuctocThio [116]. Cpennuit pasmep 3epHa, CTENCHb
Pa3HO3EPHUCTOCTH U KOJUYECTBO CTOJIOUATHIX CKOIUJIEHUH OOJibllie B IUIEHKAX
tommuuoit 1, 8 Mkm. IlomydeHHBIE pe3yabTaThl CBUAETEIBCTBYIOT O TOM, YTO
HaOJI0/1aeMble pa3iuuus CTPYKTYypbl U ¢azoBoro coctaBa mi€¢Hok 0,7 u 1,8 MkMm B
UCXOAHOM COCTOSTHUH H TIOCJIE OT)KUTa B OCHOBHOM OOYCIIOBJICHBI CYIIECTBOBAHHEM U
pa3HUIIEH TEMMEPaTypHOTO TpaUeHTa, BO3ZHUKAIONIETO B TPOIECCE HAMBUICHUS U
00€eCIeynBaOIIEr0o ycJIoBUs Il Oojiee TOJHOTO TNpOTEeKaHus JIUudPY3MOHHBIX

IIPOIICCCOB B 00JIeE TOJCTHIX TUIEHKAX.
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I'nmaBa 4. CernerodjieKTpu4ecKue MJICHKH

HccnenoBadbl MHUKPOCTPYKTYPHBIE M JJIEKTPODU3UYECKHE CBOWCTBA TOHKHUX
CETHETOYICKTPHUECKUX 30Jb-rejib INEHOK LITC (PbZrg45TiOg5,03) chopMupoBaHHBIX
MeTofoM 1eHTpudyrupoBanuss Ha nomiokkax Pt-TiO,-SiO,-Si ¢ Temmeparypoii
kpuctaumsauu oT 550...900°C. OO6cyx)neHsl 0COOCHHOCTH 00pa3oBaHUs 3EPEHHOMN
ctpyktypsl LITC, nuddy3noHHbIE TPOIECCHI, MOJSIPU3ANMOHHBIE CBONCTBA W BOJBT-
dapagHbple  XapaKTEPUCTUKH  MHOTOCIOWHBIX  HAHOPA3MEPHBIX  TE€TEPOCTPYKTYD,
c(OpPMUPOBAHHBIX TPHU Pa3TUIHBIX TemmepaTypax omkura cios LITC um B ciydae

nazepHoro orxkura mi€¢Hok LITC u THC.

4.1. Crpykrypa u cBoiictBa I1€HOK LI TC nmocie u3orepMu4ecKOro oTkura

4.1.1. Kpucranauzanusi miaéHok LITC ¢ momombo H30TepMUUYECKOr0 OTKUTa

Ha puc. 36 mpencraBieHbl pe3ynbTaTbl PEHTTEHOCTPYKTYPHBIX HCCIIEIOBAHUN
mwiéHok L[TC ¢ temneparypoit kpuctammuzamuu 550...900°C. U3 audpaxrorpamm
BUJIHO, 4TO B CTpyKType IUIEHOK [[TC OCHOBHOM OPHUEHTHPOBKOW KPHUCTAILIUTOB
nepockuta (Pe) srmserca {111}. Jlns muatuHbl XapakTepHa KOMIIOHEHTA TEKCTYpPHI
{111} ¢ pazopuentupoBkoii 3épen +5°C.

IIpn T, = 550°C m©a pgudpakrorpaMme IIOMUMO JIMHHH IIEPOBCKHMTA
MPUCYTCTBYET Pa3MbIThIN MUK B UHTEpBaJle 20 = 34...36°, CBSI3aHHBIN C NPUCYTCTBUEM
gactun tupoxyiopnoit (Py) ¢aser [117]. Manbelii pa3smep 3THX 4YacTHI[ SBIISETCS
npuunHoW ymupenuss nunuun Py (111). Takum oOpa3zom, mnepoBckuTHas (daza
nosiBiiieTcst yxke npu temneparype 550°C, a ee TEeKCTypa MPAKTUYECKH IMOITHOCTHIO
onpenensiercs:s  opueHTupoBkoid  Pt(lll). IlonmyuyeHHble JgaHHBIE COOTBETCTBYIOT
pe3yibratam pabotsl [118], B koTOpoit mpoBeacH iN-Situ peHTTeHOCTPYKTYPHBIH aHaH3
npu omkure oobpasuma ot 400 mo 700°C. ABTopbl HaOMIOAANM TOSBJICHUE IHKA,

cootBeTcTBytoMIero Pe (111), mpu Temmnepatype okoiio 520°C.
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Puc. 36. Pentrenorpammsr miénok LITC u Pt cnos npu Ty, = 550...900°C.

C poctom TeMmmeparypsl ycwinBaercs TekcTtypa 3€pen Pe (100). Ilpu
kpuctaumzanuu 900°C opuentarus Pe (100) npessimaer komnonenty Pe (111) B 1,4
pasa (4To He HAOIIOJATI0Ch HAMU PAaHEE HU MPHU KAKUX YCIOBUSX TEPMOOOPAOOTKHU st
nanubix  mi€Hok I[TC), B To Bpems kak y 3€peH Pt mosBistoTCS BE
npeumyiecTBeHHble opueHntanuu: Pt (111) u Pt (220).

Ha puc. 37 a, 6 nmpeacTaBieHsl n300paXeHUs MOMEPEYHOTO cpe3a 00pasima mocie
omxkura ipu Temneparype 550°C. [lonydueHHsie n300pakeHUs: CBUIETEIBCTBYIOT O TOM,
YTO CJIOU T€TEPOCTPYKTYPhI POBHBIC, OTCIOCHUIN U TPOMEKYTOUHBIX CIIOEB HET, HUKHSS
rpanuna Pt cinerka pasmbita. Ha rpanune ITC/Pt Buanbl TéMHBIE 00pa3oBaHUS
okpyryion gopmel (puc. 37a), pacTyniue OT MOJIOXKKH, BBICOTA KOTOPBIX JOCTUTACT
MOJIOBUHBI TOJIIMHBI TJIEHKH, a mupuHa coctaBisget 50.. .120 uMm. Ha nudpakuronHoi
KapTuHe, nosydeHHor oT 1i€Hku L{TC, npucyTCTBYIOT KaKk KOJbLA, TaK U OTACIIbHBIE
pedekcel. AHamu3 wm3oOpaxkenmid B TII mokaszam, 49ro BO BceM 0O0BEME IIEHKH

NPUCYTCTBYIOT 4acTulbl pasmepoM 2... 15 um (puc. 376). Pacuér nudpakimoHHon

95



KapTUHBl CBHJETEIBLCTBYET O TOM, 4YTO JHAMETPBl KOJEL  COOTBETCTBYIOT
MEXIIJIOCKOCTHBIM PAaCCTOSHUSM MUPOXJIOPHOH (a3bl, a pedieKChl — MEPOBCKUTY (pHC.

37B).

Pe

—1.84A Py (220)

__2.63A Py (200)
3.02A Py (111)

2.85A Pe (110)
1.68A Pe (112)

"<—1.95A Pt (200)
1.65A Pe (211)

Puc. 37. Ctpykrypa nomnepedynoro cpesa kommosuiuu L[TC-Pt-TiO,-SiO, mocne
omkura mpu  T=550°C: a) CII wm3oOpaxkenue, 0) TII-uzobpaxenue;
B) BPOM-u300pakeHne  4acTHI[  TNEPOBCKHTA  H dypre-audpakrorpamMma;

) MUKpOAU(PAKIIMOHHAS KapTHUHA.
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[Ipu ananm3e W300paKEHW C BBICOKMM  pa3pelieHueM W pacuére
cooTBeTCTBYIOIUX Dypbe- N300pakeHU yCTaHOBJICHO, YTO JISI HEKOTOPBIX YacTHUIl B
00béme mi€Hku [[TC MeXIIOCKOCTHBIE PACCTOSHUSI COOTBETCTBYIOT OTPAXKEHUSIM
TIEpOBCKUTHOMH (a3bl (Hampumep, 2,85 A - Pe (110), puc. 37r ). T.e. MeKHe 4acTHIBI B
o0béme LITC npencraBisitor coO0M Kak MUPOXJIOP, TAK U MIEPOBCKUT.

ITpn yBennyennu T, 1o 600°C B miénke LITC dpopmupyrorcs crondouaTsie 3epHa
NIEPOBCKUTA, KOTOPBIE MPOPACTAIOT Ha BClo TonmuHy (puc. 38, a). CooTBeTCTBYIOIIAs
nudpakiMOHHAs KapTHHA OT 3€pPEeH NMEPOBCKUTA MpecTaBieHa Ha puc. 380. B 3épHax
NEPOBCKUTA B OOJBIIOM KOJUYECTBE MPUCYTCTBYIOT YACTHUIIBI MUPOXJIOPA OKPYIJION
(GbopMBbI, OIHAKO HAa PEHTTEHOrpaMMe MUK MUPOXJopa yxe He HaOmomaercs. Cpeanuit
pa3Mep 4YacTHI] MUPOXJOpa COCTaBIAET S5-7HM. I'paHHIlbl pa3zesia TeTEPOCTPYKTYPHI

OCTarOTCS POBHBIMH, 0€3 TOCTOPOHHUX BKIFOYEHUM.

2.35A Pe(111)

2.08 (002)

Puc. 38. Mukpodororpaguu MmONMEpeyHOro Cpe3a  TeTePOCTPYKTYPHI
LITC-Pt-TiO,-SiO, nocne omxkura npu T = 600°C: a) uzodpaxkeHue cToa04YaThIX 3EpeH

Pe; 0) nudpakironHasi KapTHHA.
[Tocne orxura 650°C konuuectBo Py da3pi B 3€pHax CyliecTBEHHO

YMEHBIIAETCS, MPOUCXOAUT MPEBPALLICHUE MEJIKHUX YaCTUIl MHUPOXJIOPAa B NEPOBCKUT

(puc.39x), 0 YeM CBUJIECTEIBCTBYET PACYET COOTBETCTBYIOMMX Dyphe-audpakTorpaMm.
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2 1/nm

Puc. 39. IIDM-uzobpaxkeHrue MOMEPEYHOTO
cpeza  crpykrypel  LITC-Pt-TiO,-SiO,  mocie
- T,,=650°C: a) oOmmit Bua, ©0) YBEIMYCHHOE
n3o0paxenue rpanur pasaena [[TC-Pt-TiO,-SiO,; B
- YBEJIIMYCHHOE HM300pa)kCHWE IOp Ha TpaHHUIax
| 38peH Pt; 1) n300paxkeHue ¢ BBICOKHM pa3pelieHueM

YaCTUL MUPOXJIOpa B 3EpHAX MEPOBCKUTA.
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[Ipy monmy4yeHUMH TEMHOIOJIBHBIX H300pakeHUul B pediekcax MEepOBCKUTHOU
dazer (puc. 39, r, e) 4€TKO BUIHBI OTHENbHBIE 3¢pHAa Pe ¢ momocyaTsiM KOHTPACTOM
(puc. 39, 0,B,1), KOTOPBIII OTpakaeT XapaKTep JOMEHHOW CTPYKTYphl NEPOBCKUTHOU
(azpr. O6mmit Bug nonepednoro cpesa crpykrypbl LITC-Pt-TiO,-SiO, mpu T, = 650°C
npejcTaBicH Ha puc. 40 a, Tae Ha rpaHunax 3épeH Pt HaOmromatorcs BraroueHus 110,
pasmepom 10-20 HM B BUE CBETJIbIX y4acTKoB (puc. 40, 6), yTo He HAOIIOAATOCH MPU

0oJiee HU3KUX TEMIIEpaTypax OTKHTa, a TAK)KE TMPOUCXOIUT pa3mbiThe ciros T10,.

*~TiO2

Puc.40. TI5M-u3o0pakeHre IMOMEPEUHBIX CPE30B KOMIIO3UIIUN TIOCIIC OTKHTa
npu T=650°C: a) oOmuii BuA, O,B) yBETUYCHHBIE W300PAKEHUS YUYACTKOB C

BKJIIOUEHUSIMU Ha rpaHuIiax 3épeH Pt.
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[Tocne omxura mpu 700°C mopdomnorus ctpyktypsl wiéHku L{TC He usmensiercs
(cm. puc. 41, a 6), omHAKO MPOUCXOAUT M3MEHEHHE (Pa30BOTO cocTaBa (OTCYTCTBYET
¢aza mupoxinopa). Ha Hexoropsix rpanumax 3épex Pt BugHbl cBeTiibie BKitoueHus TiO,;
pazmepom 10...20 um (puc. 41 B), KOTOpbIE AEKOPUPYIOT FPAHULIBI IOYTH HACKBO3b, T.€.
1o Bcell TonmuHe cnost Pt. Ha HeKoTOphIX yyacTkax B pe3yipTaTe yCuieHus nuddy3un
no rpanunam 3épeH Pt tonmmna cinos TiO, yBenunumnach, ¥ MPOU3ONLIO Pa3MBITHE
HIKHEW rpanuiibl Pt cios (puc. 41 ).

Ha puc. 41n mnoka3aHo HW3MEHEHUE KOHLIEHTPALlMKU DSJIEMEHTOB B CIIOSIX
rerepoctpykTypbl: LUTC, Pt u TiO,. B mnéuke L{TC konnenrpanus Ti u Pb Bo3pacraer
IpU YJAJIeHUU OT €€ MOBEPXHOCTU. Takue HEOJHOPOJHOCTH XMMHYECKOTO COCTaBa
IPOSIBIIAIOTCA 110 BCEH NPOTSKEHHOCTH ILIEHKH rnocne oTxura npu Ty, = 700°C u Ha

HEKOTOPBIX y4acTKax nociae omkura mnpu T, = 650°C. Konnenrtpanus Zr B OCHOBHOM

octaércs nocrognnoi npu T, = 650.. .700°C.

2 1/nm
§ =

Puc. 41. TI9M-uzo0OpaxeHusi MOMEPEYHOTO Cpe3a CTPYKTYPHl KOMITO3UIIUU
LITC-Pt-TiO,-SiO, nocae omkura nmpu T=700°C: a) oOmmii Bua; 0) audpakiHoOHHAS

KapTHHA.
C yBemmuenuem temreparypbl 10 750°C HuxHAS rpanuna Pt ciosi cTaHOBUTCA

pasmbiTold, nosBisAoTca cryneHu 20..30 M (puc. 42, a). Ilpu wucciregoBaHuu

pacnpesiesieHdss XMMUYECKHX 3JIEMEHTOB IO CEYeHHUI0 KoMmmo3uuuid (puc. 7 0, B)
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oOHapyXeHO 3aMEeTHOE yBEJIWYEHHE KOHIeHTpaluu Si B cimoe Pt um Hekoropoe
MOBBILIEHUE coepkanus Pb B BepxHel yacTu 3TOro ciosl.

Ha puc. 43 npeacrasnensl Mukpodortorpaduu rpanuisl pazaena [[TC/Pt nocne
kpuctanzanuu npu 750°C miis mpoMeXYTOYHOTO clios (a) Ha rpaHulle pasjena,
BKioueHus (0) u mopsl (B) B ciioe Pt, a Taxoke BkitoueHus (r) Ha cThike 3épeH Pt. 3aech
B cinoe Pt nHabOmomaroTcs BKIOYeHUS pazMepoM 10 30 HM, JOKaIu30BaHHBIE

MPEUMYIIECTBEHHO Ha rpanuiax 3¢épeH, a Ha rpanuie [[TC/Pt (B ocHOBHOM Ha CTBIKax

3¢pEH) BBITSHYTHIC BKIIOYCHHUS.

1 500 nm

A - PbL
il - PtL

LA LA -IrK
1004 | y = TiK
= SiK

Counts

Position (urm)

Puc. 42. MuxkpodoTorpaduss MmONEepeyHbIX CpPe30B TETEPOCTPYKTYPHI MOCIHE
omkura 750°C: a) obmuit Bug;, 6) STEM-uzobpaxenue; B) MukpodoTorpadus JIHHUH

KOHLIEHTPALMOHHOTO MPOQUIIS.
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Puc. 43. Muxkpodotorpaduu rpanunsl pasaena [[TC/Pt mocne kpucTau3anum
npu 750°C: a) BKIIIOUEHUS U MOPHI B citoe Pt; 0) BkiItoueHUs Ha cThIKe 3€peH Pt.

CoriacHo pe3yibTaraM MNpeabaymux ucciemaoBanuii [119] sro moryt OBITH

BkimoueHus TiO,, coequnenwmii Pt-Si, Pt-Ti u mp.

Ha puc.44 npencraBieHo M300pakeHUe CTPYKTYPhl KOMIIO3UIIMU TIOCJIE OTXKUTa

npu temneparype 800°C.

s00 {1 APPW ~FoL
;

M \ - PtL

’ ‘ - ZrK

H = Ti-K

400 )

Counts

200+

SiO2

T T T T
0.0 02 04 06 0.8 1.0

F——— 500 nm
Position (urn)

51 Si iy

Puc.44. MuxkpodoTtorpadusi CTpyKTypbl MOMEPEUHBIX CPE30B KOMITO3UIIUH MOCIIe
omxkura npu T=800°C: a) oOuwmii Bua; 6) crpykrypa miéuku L{TC; B) HAADF STEM-
HM300paK€HUsI ¥ JIMHUU KOHIEHTPALIMOHHOTO CJIOS; T') M300paK€HHUE KOHIICHTpAIIUM

XUMHUYCCKUX JJIEMCHTOB BAOJIb IMHMH KOHIOCHTPAIIMOHHOI'O HpO(i)I/IJ'IFI.
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B mi€Hke BuIEH KOHTpPacT OT JOMEHOB pAa3JINYHOM OpPHUEHTUPOBKH,
JIOKAJIM30BaHHBIX B Mpeeax OJHOro 3epHa. Ha yBennmuennom uzobpaxenun puc.44. 6
BUJIHBI YYACTKH, IJI¢ aAre3uoHHbIN ciaoi T10, MpakTHYECKU OTCYTCTBYET B PE3yJIbTaTe
pa3meitus Pt cnosi. Konuentpaunonusie npoduu (puc.44. B, T) Kak U B MPEABLAYIIEM
ClIy4yae CBUJETEIbCTBYIOT O IMOBBIIICHHOW KOHILIEHTpPAllMM KPEMHHUS U CBHHIA B CIIOE
TJTATUHBIL.

Takum oOpa3om, MpH TaHHOW TONIUHE aJr€3MOHHOTO CJIO0S OKCHAA TUTaHA MpU
BBICOKMX Temmeparypax omkura (750-800°C) mnpoucxoguT HapylIeHUE €ro
CIUIOIIHOCTH W HAOJI0JAeTCs 3HAYUTEIbHOE MPOHUKHOBEHHE B IUIATUHY KPEMHUS U3
HIKHETo ciost SiO, BelieIcTBUE HHTEHCUBHOUN MU (Y3UH MIPH ITUX TeMIIepaTypax

Ha puc. 45 nmpexacraBinensl Mukpodororpaduu  momepeyHoro  cpesa

rerepoctpykTypsl LITC-Pt-Ti0,-SiO, nocie kpucramumsanuu mpu 900°C.,

Pt (ion beam)

ITC
Pt

200 nm

1504 W EDX HAADF Detectar Area 1

Pt

100

Pt Cu

counts

Ti

504
Pt

PtPt

0 g 10 15 20
Energy (ke')

Puc.45. Crpykrypa momnepeunoro cpe3a u kommosunuu L[TC-Pt-TiO,-SiO,-Si,
otoxx€HHo mpu T=900°C: a) oOmwmit Bua, 6) EDX-crektp oT mecTa yka3zaHHOTO

CTPEJIKOM.
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OcHOBHBIE CTPYKTypHBbIEe M3MeHeHHs B i€Hkax L[TC B mHTepBane TtemmepaTyp

omkura 550...900°C npencraBiieHs! B TabI. 7.

Tabmuua 7. W3menenue crpyktypbl i€Hku L[TC B umHTepBane Ttemmeparyp
550...900°C
T °C |@a3oBwiii  |Mopdonorus u pazmep 3EpeH, HM Tekcrypa Pacnipenenenue
cocTaB XUMHYECKUX
JJIEMEHTOB B TUIEHKE
Pe Py
550 |Pet+Py 3epHa OKpyTIIOH2...15 Pt (111); OnHOpOIHOE
(bOopMBI, pacTymme OT Pe(111)+Pe (100)
MOJIOKKA  (CpemHuid
muamerp 90  HM),
600 [Pe+Py Cronbuareie  3epHa.2...15 Pt(l); OnHopoHOE
Cpenuuii pasmep 100 Pe(111)+Pe(100)
650 [PetPy Cronbuareie  3epHa.3...10 Pt(111); Ti, Pb - yBenuuenue
(Mao) Cpennuii pasmep 120 Pe(111)+Pe(100) conepxanus npy
HM yIaJICHUH oT
MOBEPXHOCTH
TJIEHKU HAQ|
700 |Pe  |CtonbOuateie  3epHa.|HET Pt (111); Ti, Pb - yBenuuenue
Cpenuuii pasmep 135 Pe(111)+Pe(100) |conepxanuss  mpu
HM Ycunenune(100) |ynanenun OT
OBEDXHOCTH
750 [Pe  |Ctonbuarbie  3epHa.|HET Pt (111); Ti, Pb - yBenuuenue
Cpennuii pazmep 140 Pe (100)+Pe(111) [conepkanust ~ TpH
HM Ycunenue (100) |ynanenuu oT
TIOBEPXHOCTH
TUTEHKU. Si -
800,|Pe  |CtonOuateic  3epHa.|HET Pt (111)+ Pt(220) [Ti, Pb - yBenuuenue
900 Cpennnii pazmep 150- Pe (100)+Pe(111) [conepkanust  TpH
160 HM yacTuuHas Ycunenue (100) |ynanenuun oT
pEeKpUCTAIITN3AIHS, HIOBEPXHOCTHU
HCYE3HOBEHHUE IJIEHKU.
cToi04aThIX 3€peH Ha [ToBbImIeHHOE
HEKOTOPBIX y4acTKax congepxanue Si, Pb
u Ti B Pt-cnoe,
TIOTJIOIIEHUE
aJIre3MOHHOTO  CJI0A
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Hecmotps Ha Bo3nelicTBue BBICOKOM TemmepaTypsl (pu T, = 900°C), B nemom
coxpansieTcsi cronOuaTast 3€peHHasi cTpykrypa nepoBckutHoit das3er [ITC. Ha puc. 45
XOpOLIO BUJHBI Oelible ydacTKu Ha MHuKpodoTtorpaduu - pacciaoenue LITC u Pt mpu
IPUTOTOBJIEHUHM TMONEpEeYHOro cpesza. B cimoe Pt HaOmomaroTCs MHOKECTBEHHBIE
ne(eKThl, 3epHa TEPSAIOT CTOJIOYATOCTh BCIEIACTBUE PEKPUCTAILIM3ALNHU, aAr€3UOHHBIN
crorr TiO, Ha HEKOTOPBIX YYACTKaX MPAKTUYECKU OTCYTCTBYET B PE3yJIbTaTe Pa3MbITHS
Pt. Konnenrparmonnslie npoduiu, kak u npu 750°C, cBUIETENbCTBYIOT O MOBHIIICHHOM

koHieHTpaiuu Si u Pb B cioe Pt.

4.1.2. U3MeHeHHe 3JIEKTPOPU3NUECKUX CBOIICTB KOMIO3UIUI PU

H30TCPMUIECCKOM OTKHIC

N3MepeHns MpoOBOAWIM MPH AMIUIMTYJE HUCIBITATEIbHOIO CHHYCOWAJIbHOIO
HampspkeHus: ~ 6 B Ha gacrore 100 I'm. Ha puc. 46 moka3aHbl ycpeaHEHHBIC TETIN
THCTepe3nca Kaxaoro u3 obpasunos. Kak BuaHO m3 pucynka, oopasen ¢ T,, = 550 °C
XapakTepusyercss CciaabbIMU  TMOJSPU3ALUOHHBIMU  CBOMCTBAaMH, YTO CBSI3aHO C
HETIOJIHBIM TIpOpacTaHueM 3EpPEH MEPOBCKUTA MO TOJIIMHE TUIEHOK M 3HAYUTEIbHBIM

conepskanreM ¢aszbl TUPOXJIOpa B BUJIE HAHOPA3MEPHBIX YACTHIL.

Puc. 46. I'paduku 3aBucuMoOcCTEH
OCTaTOYHOW  moJjisipm3aumu P ot
Hanpsokeauss U g mnénoxk  LTC
KPUCTAJUITM30BAHHBIX TMPU Pa3IMUHBIX
temrepatypax: 1 - 550°C; 2- 600°C; 3-
650°C; 4- 700°C; 5- 750°C; 6- 900°C
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B T1abn. 8 mpuBeneHBI OCHOBHBIE MapaMEeTPhl TMETETh THCTEPE3nca KakKIO0Tro
obpasna: Py — ocratounas nmossipusarust; (dP/dU)|p=o|- kpyTH3HA meTam, paccunTaHHas B
TOYKE IMEpPECceUeHHs] MEeTIM THCTepe3rca ¢ OChbl0 abCIHCC U MpeAcCTaBisionias cooou
3HaUeHUA MakcuMyMma AuddepeHInaaIbHO TUAIECKTPUIECKON MPOHUIIAEMOCTH WU
MPOU3BOAHON TMOJISIPU3ALINY; Ecr(') 151 Ecr(+)) -  KOJ3PUMTHUBHBIE HAIPSKEHHOCTU
dIeKTpudeckoro nons; Eq o, - cpeaHee 3HaueHHME KOIPUUTHBHOIO mois; Ugyp—o
XapakTepu3yeT CMENICHUE NETIM TUCTEepe3uca MO OTHOUICHUIO K IMEePEKII0YarolemMy
HanpspkeHuto. HanpsbkeHue cMmenieHus 0ObIYHO CBSI3BIBAIOT C 3apsA/IOM, 3aXBau€HHBIM
JIOBYIIKAMHM Ha TpaHWIE paslelia MEeXIy METAUIMYECKUM  BJIEKTPOJOM U
CETHETORICKTpUKOM. C Jpyrol CTOPOHBI, OHO MOXET TMOSBUTHCS B PE3YJIbTATE
BBIJICPKMBAHMS KOHAEHCATOPA B MOJSPU3YEMOM COCTOSIHUM B TEUEHHE ONPENIECIEHHOTO
BpemeHH (T.H. 3¢ dekt 3aneuarienus, «imprinty [120, 121]). Bo3moxxHo#W NpUYHHOIM
BHYTPEHHETO CMEIICHUS B CETHETOANIEKTPUUYECKUX IIEHOUYHBIX KOHIEHCATOPAX MOKET
TaKXKe SBJISIThCA MEXaHUYECKas CBSI3b MEXKIY CETHETORIEKTPUYECKUM MaTepHalioM M
atekrponamu [120]. BeTpoeHHOe HanpsHKEHHE CMEIIEHUS JUTSl CETHETOSICKTPHUSCKUX
MaTepUaJIOB C JOCTATOUYHOM TOYHOCTBIO MIPU XOPOILIEH MPSIMOYTOJIBHOCTH METIN MOKET
6bITb BbIanCIeHO 110 Gopmyite Uy, ~ 0,5 ¢ (U™ + U M).

Kax BunHo u3 tabn. 8, mpu temmnepatype kpuctamusanuu 600°C nonspuzanus
MaKCHUMAaJIbHa.

Tab6muma 8. OcHOBHBIC TTapaMeTphI TIeTeNb rucTepesnca st iéHok [[TC.

TKps °C Pr(cp), (dP/dY)|P=O; Ecr(_); Ecr(+); Ecr.cp’ UCMP=0)B

miKi/em® | MxKn/(cm’B) | kB/cM | kB/em | kB/em

600 21,2 45,0 -r4,7 | 79,2 | 77,0 | 0,038
650 25,6 42,2 -713,5| 87,4 | 80,5 0,11
700 23,2 33,7 -69,3 | 859 | 77,6 | 0,134
750 22,8 25,2 -95,0 | 55,0 | 75,0 -0,32
900 on 16,0 -46,0 | 57,0 | 515 0,08
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[Ipu manbHelIeM pocTe TeMIepaTypbl KPUCTAIUTA3AIMN HAOII01aeTCS CHIDKCHHE
OCTaTOYHOW TOJISIpU3alMK U TPSIMOYTOJBHOCTU TeTeNb Tructepesuca. [Ipu stom 31O
yMeHbIIIeHue 0osiee CyIIECTBEHHO MPU YBEIMYEHUN TEMIEPATyphl KPUCTAJUTM3ALUHU J10
900°C. Mo 750°C mmpuHa meTenh MPAKTHYECKH HE U3MEHSCTCS, T.€. KOIPIIUTHUBHBIC
HaIpsHKEHHOCTH NPUMEPHO OJWHAKOBBI, HO YBEIMYMBACTCA AaCHUMMETPUS IIETEIIb
(Bo3pacraer HampspkeHue cmemieHus). Ilpu omkure 900°C mmpuHA TETIH PE3KO
YMEHBIIIAECTCS, YTO MPEANOJIOKUTEIBHO CBA3AHO C HEMOJHOW pa3BEPTKOM METIIM U3-3a
PE3KOr0 YMEHBIICHHS HampsbkeHus mnpoOosi. HalmiomaeMble W3MEHEHMsI CBSI3aHbI,
MPEXKJIC BCETO, C YCWICHHEM C POCTOM TeMIIepaTyphl OTXKWTa TporeccoB muddy3uun
TuTaHa BOnu3u rpanuibl pazaena L[TC/Pt ¢ oOpa3zoBanuem BkiItOUeHHMM pyTuia. B
utore, npu Temreparype Kpuctaumzanuu 900°C HabmrogaeTcss CyIIECTBEHHOE
YXYIUIEHUE TMOJSPU3AIMOHHBIX CBOMCTB oOpasla: ocTaTo4YHas MOJISIpU3aLus
yMenbImaercs 10 9 MkKi/cM® 1 kpyTH3Ha et cHmkaercs 10 16 MxKi/cm® B.

BonbT-dhapannbie XxapakTepUCTUKU U3MEPSIU B auamnazoHe 4actoT 2... 150 kl'n
IpU AMIUIATY/AE€ T€CTOBOro curHaia 25 MB. BpiOop yacTOTHOro auama3oHa CBSI3aH C
0COOCHHOCTIMHU U3MepeHui éMkocteit 6onee 1 HD. B yacTHOCTH, Ha YacTOoTe MEHEE 2
k['11 HaOJIroAaeTCss HECTAOMIBHOCTh BEJIMUUHBI EMKOCTH TIPU MU3MEPEHUH, a Ha YaCTOTaxX
oonee 150 xI'iy HaOmromaeTcsl BIUSHUE TMAPA3UTHBIX MapaMeTpPOB, MPOSIBIISIIONICECS B
BU/IC 3aBBIIIICHHBIX 3HAYCHUN U3MEPSEMBIX EMKOCTEH.

Ha puc. 47 npencraBieHbl 3aBUCUMOCTH JIUAJICKTPUUYECKON MPOHUIIAEMOCTH €
00pa3uoB ¢ pasnuuHoi T, miénku L TC ot Hanpsbk€HHOCTH N0 E.

Tunnunele BOX 00pasuos ¢ pasnuyHoi T, m3MepeHHble Ha yactore 2 KI'm,
MPEJICTABICHBI HA puC. 47 B BHUJIE 3aBUCHUMOCTEH MAJIOCUTHAIBLHOW JUAJIEKTPUUYECKOU
nponuniaemoctd (1) ot nHanpsok€HHOCTHM snekTpuyeckoro mojs. Kak BumHO U3
pHUCYHKa, X opMa HE 3aBUCUT OT HANPaBJICHUS U3MECHEHUS HAIPSHKCHUS CMEIEHMUS.

B 1abn. 9 nmpuBeneHsl OCHOBHBIE pe3ynbTaThl u3mepenus BOX: snauenus [I1
€yaxc, COOTBETCTBYIOIIME MakcuMyMmaM BeTBed B®OX mpu M3MEHEHHM YHPaBIIAIOLIETO
HalpsDKeHUST B TMPSAMOM  «IIPSIM.» U O0paTHOM «OOp.» HaNpPaBICHUAX] Eyun
MUHUMaIbHOE 3HaueHue [II, cooTBeTCTByIOIIEE HAPSKEHUIO CMEIIEHUST MUHYC 6 B;

K. - 3 i /Sy Eol) 1 o
¢ - K03 PUITUEHT MEePEeKPHITUS IO EMKOCTH, PABHBINA OTHOIICHUIO €/ Conny Eo ~ U Eq
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- KODPUMTHMBHBIE HANPSHKEHHOCTH DJIEKTPUYECKOro mons; E, ., - cpennee 3HaueHue

KOSPLUUTHUBHOI'O ITOJIA, UCM - 3HAUCHUC BCTPOCHHOT'O HAIIPAKCHUSA CMCIHéHI/IH.

& 550-900°CHg 2kI'm 17.02.12
700 1

nooa .

600 -

500 -

400 A

300 -

200 -

100 A

D T T T T T 1
-450 -300 -150 0 150 300 E, 450
kV/em

Puc. 47. T'paduku 3aBUCUMOCTEN IUANIEKTPUUECKOW NPOHULAEMOCTH IUIEHOK
ILTC ot manpspxénnoctu mois E: 1 - 550°C; 2-600°C; 3-650°C; 4-700°C; 5-750°C; 6-
900°C.
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Tabnuma 9. OcHoBHble pe3ynbTaThl u3Meperust BOX o6pasnos LITC na gacrore

2 k1.
e e - Ke E.”  E’  Eaep Us B
00p. MPSIM. kB/cm  [kB/cm  kB/cm

550 34 - - - - -

600 242 242 131 1,8 -61 61 61 0

650 305 310 165 1,9 -66 S7 61,5 -0,070
700 301 310 165 1,9 -58 A8 53 -0,078
750 658 658 200 3,3 -64 64 64 0

900 517 504 240 2,2 -43 65 54 0,156

Kax BHJAHO M3 Tabi. 9 u puc. 47, C YBCIIMUCHUCM TCMIICPATYPhI KPUCTAJJIN3aAlIUN

MPOUCXOJUT  YBEIMYCHUE MAJOCUTHAIIBHOW  JUAJIEKTPUUYECKOM MPOHUIIAEMOCTHU
o0pa3oB oT 242 10 658, 0COOEHHO PE3KUI POCT HAOIIOJASTCS MOCIIe OTKUTA 00pa3IoB
npu temreparype T=750°C. Ilocne orxkura npu T=900°C BbicoTa EMKOCTHBIX MHUKOB
HACBIIIEHUS YMEHBIIAETCS, OJHAKO €€ BEIMYMHA OCTA€TCA JIOCTATOYHO BBICOKOH (€
okosno 517), Oombmiel, yem y oOpasuoB ¢ T, = 600..700°C. Cpeur B®X =He
npesbimaer 0,08 B u gume npu T=900°C yBenmuuBaercs go 0,156 B. Bemmuuna
CPEIHET0 3HAaYEHUsI KOIPIUTUBHOTO TOJIs1 00pa3IloB JICKUT B Auanazone 53...64 kB/cu.

Takum oOpa3om, Ha HaYaIbHBIX cTaausax kpuctamum3anuu wieHku [[TC (okomo
550°C) npeobnagaer rereporennoe 3apoxacuue 3épen Pe {111} wa Pt {111}, xots
HEKoTOopass 4acTh 3€peH Pe 3apoxkpaeTcs B TONIIE IMJIEHKHM COBMECTHO C MEJIKUMHU
Pa30pUEHTUPOBAHHBIMHU KpPUCTAJUIUTaAMU Py. Pesynbratsl M3MEpPEHUN
MOJISIPU3AIIMOHHBIX CBOMCTB JAHHOTO 00pa3iia MOKa3bIBAIOT MOYTH MOJHOE OTCYTCTBUE
CIIOHTAHHOM TOJISIPU3ALNU U NTUKOB nepekiitoueHuss BOX.

ITocne omxura npu T=600°C dopmupyercss ctombuaTtasi CTpykTypa 3¢épeH Pe
{111}, oOpa3ipl 00J1a7aI0T XapaKTEPHBIM CETHETOICKTPHUSCKUM ructepesucom (P ~
27 mxKi/em®). C poctom TEeMIIepaTyphl KOJIMYeCTBO mpuMecHou (asbl Py B 3€pHax
YMEHBIIACTCSA U NMPAKTUYECKH Hcde3aeT npu T, = /00°C, omHOBpEMEHHO YCHIMBACTCS
opucHranus Pe {100}. Ilpu sToM HaOmIOmAETCs HEKOTOPOE CHIDKEHUEC BEIMYHHBI

OCTaTOYHOM TOJApU3alMKU IUIEHOK M POCT MAaJOCUTHAJIBHOW JUAJIEKTPUYECKON
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npoHuIaeMoctu. bornee BhICOKOE 3HAYEHHE OCTATOYHOM MOJSPHU3AIMU y TUIEHOK C
npeumymiecTBeHHoi opuenTarnmend {111} npu MeHbiieM 3HadeHnn P, o cpaBHEHHIO C
mwiénkamu ¢ opuentarueit {100} raxoke nadmonanun Kobayashi [122] u Park [123].

Veemmuenne nomm 3€peH ¢ opuenranueirt {100}, mo-Bumumomy, cBsi3aHO C
nosieiienneM TiO, Ha mexdasznoii rpanune L[TC/Pt. Panee HamMu ObLIO YCTaHOBJICHO,
yro TiO, B maHHOM ciydae cyiiecTByeT B (¢opMe pyTwia. Ota (a3a UMeeT OYCHb
ONU3KHE MEXIUIOCKOCTHBIE pacCTOsIHUS ¢ Pe U mpeanoaoKuTeNbHO CIYKUT HEHTPaMu
3apO>KJICHUSI IEPOBCKUTHBIX 3EPEH C OpUEHTAIUEH, OTIMYHOM OT 3€peH Pt-ciosi.

HccnenoBanust Apyrux aBTOPOB YKa3bIBAIOT Ha BO3MOXKHOE CYIIECTBOBaHHE
Pa3IMYHBIX MEXaHU3MOB B GopmupoBaHuu TekcTypbl mi¢HOK L[TC. Tak, Chen [124],
Gong wu ap. [125] mpeamosnararoT, YTO ONPEACISAIONIYI0 POjb B (OPMHPOBAHUU
TtekcTypsl Pe 3€pen LITC wurparor nHTepMeTammueckue (aspl CBUHLA, B YaCTHOCTHU
Pts;Pb crmocobcTByeT pocty 3épen ¢ opuentarueit {111}, a PbO {100}. Alkoy u ap.
[126] naOmomanum wu3menenue opueHtanuu 3épen L[TC ¢ {100} wa {111} mnpm
yBenudeHun T, oT 600 10 650°C, 9T0, 0 MHEHHUIO aBTOPOB, CBA3AHO C YMEHBIICHUEM
kosmdectBa (asel PO Ha rpanmue PH/IITC u3-3a CHMOKEHHsI KOJMYECTBA CBUHIA C
poctoMm TemrepaTypsl oTkura. C apyroi ctoponsl, Kim u ap. [127] moka3anu, 4To nmpu
OJIMHAKOBBIX mporieccax dopmupoBanus WIEHOK [ITC ompenensromum OpUEHTALMIO
3épeH Pe Qaxrtopom sBmsiercs tekcrypa Pt snexrpona. Ilpu oxunakoson Ty, = 650°C
obutn mostydenbl méHku ¢ Tekctypor {100} wm {111} Ha mNIATHHUPOBAHHBIX
kpemuaueBbIx notokkax ¢ Pt {100} u Pt {111} coorBercTBeHHO. ClienyeT OTMETHUTD,
YTO MPOLECC KpUCTAUIM3aluM B TrerepocTpykrypax Ha ocHoBe LTC, nommmo
TEMIEPATypbl KPUCTAUIM3ANWKA W THMA TOJJIOXKKH, OIpEAeseTcs] pAIOM APYTUx
(hakTOPOB, B YaCTHOCTH, COOTHOIIeHUEM ZI/TI.

Takum ob6pazoM, B uccienoBanuu mi€¢Hok [TC c¢ Gauszkum kK MopdoTporHOn
IpaHUIE COCTaBOM Moka3zaHo, uto 3epHa LITC nacnenayror opuenranuto Pt snekTpona
{111} u npu yBenmueHmn T,, TMPOHCXOTUT HX Pa3OPHEHTUPOBKA C YCHIICHUEM
opuentaiuu {100}. IIpu T, =900°C naGmonaercst Takke pa3opUeHTHPOBKa 3¢épeH Pt
BCJIEZICTBUE PEKPUCTAIIM3AIMU. XOTs cTojiouarasi cTpykrypa Pe das3wsr B 1e1om Bce

enié COXpaHseTcs, YXYAIICHHE CTPYKTYPHOTO COBEPIICHCTBA IUIEHOK MNPUBOAMUT K
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pPE3KOMY CHIDKEHHIO mossipu3anuoHHbix cBocTB LITC (P ~ 9 MKKi1/cM?) 1 CHIKEHHIO
JTUBJIEKTPUUECKON TPOHUIIAEMOCTH €.
Cxembl H3MEHEHUSI CTPYKTYpbl CJIOEB KOMIO3WLIHMHM TIPU  yBEIUYEHUU

TEMIEPATyphl OTXKHUra MPECTaBICHbI Ha pHC. 48.

urc utc

SiO: SiO2

o |

Puc. 48 CxeMbl U3MEHEHUsI CTPYKTYpPbl CIOEB KOMIIO3HMIIMM MPU TEMIEpaTypax

omxkura a) 550°C; 6) 600°C; B) 750°C; 1)900°C.

3aKIIfOueHUE

VYcranoBineno, yto B TOHKMX Mi€HKax LITC 3apoxkneHue 3EpeH MNEpOBCKUTA
MPOUCXOAUT MpU Temmeparypax okojo 550°C, mpu 3TOM 3epHa OKpYIriaod (opMbl
NPOPACTAIOT OT MOBEPXHOCTH TUIATUHBI, Hachemys e€ opuentanuto {111}, Ha monoBuHy
ToimuHbel TUIEHKKH [128]. PasymopsiioucHHbIC TMEPOBCKUTHBIC 3epHA (Ha MOPSAIO0K
MEHBIIIETO pa3Mepa) BMecTe ¢ 3€pHamMu nupoxiopa (2... 15 HM) hopMUpYIOTCS TaKKe B
00BEME MIIEHKH.

[Ipu T=600°C 3epHa mnEpPOBCKUTA MPOPACTAIOT HA BCIO TOJIIUHY TUIEHKH,
KOJMYECTBO THUPOXJIOPHOW (ha3el CyIIeCTBEHHO yMeHbmaercs u mnpu T=700°C
OPAKTUYECKH HCYE3aeT, B TO K€ BpeMs HaOJIOAeTCsl yBEIWYEHHE JOJu 3EpeH

nepoBckuta ¢ opueHTanuei {100}, kotopas mocne orxura nmpu T=900°C npeobiamaet
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Haa {111}. [MpuuuHoii pocta kpuctamwioB ¢ opueHranueir {100} sBisiercs akTHBaIUS
nuGGy3NOHHBIX TPOILIECCOB, B pe3ysibrare 4Yero odOpasyiorcs BkimoueHus TiO, Ha
noBepxHoctu Pt-ciios [117].

C pocrom TeMmmepaTypsl KpUCTAUIM3alMK HaOmogaercs (opMupoBaHue
TUTIUYHBIX  TIOJIIPU3ALUOHHBIX  CETHETORICKTPUUYECKUX CBOWCTB, CBSI3aHHOE C
3aBepiicHHeM (OPMHUPOBAHUS KPHUCTAUIMYECKOW CTPYKTYpHI, a TpH JalbHEHIIeM
YBEIIMYCHUU  TEMIIEPATypbl OOpaOOTKH  MOJIAPU3AIMOHHBIC CBOHCTBA  IUIEHOK
YXYAIIAIOTCSA B CBSI3U C Pa30PUEHTHPOBKON KPHUCTAJUIMYECKON CTPYKTYphl. MakcuMym
OCTAaTOYHOU ToJisspu3anuu HaOmogaeTcss mpu omkure npu T=600°C u cocraBmser 27
McKi/eM’, B TO e BpeMsl 3HAYCHUE TUAJIEKTPUUECKON MPOHUIIAEMOCTH 00pa3lioB

YBEIMYMBACTCS BIUIOTH J0 TeMmeparypsl kpuctamumzanuu npu T=7/50°C u cocrapiusier

658.

4.2. Briusinue jia3epHoro orkura Ha crpykrypy mwiénok HHTC u ThC

BiausiHue J1a3epHOr0 OTKHUIAa HA KPHUCTAIM3ALMIO M CTPYKTYPY IUIEHOK
TBC. Ha puc.49,50 mpencraBieHsl HM300paKeHHS CTPYKTYPBI IOMEPEYHOTO Cpe3a
oOpa3ja B MCXOAHOM COCTOSIHUM, MOCJE CYIIKH O€3 OTKUra M COOTBETCTBYIOIIME
DHEProO-IUCIIEPCUOHHBIE CIIEKTPBl OT KaXXJ0ro IPOHYMEpoBaHHOro mnoxacios. Ha
T paKIIMOHHON KapTuHe, momydeHHoi oT TiéHku ThC (puc.49a,6), BumHO amopduoe
rajgo. JIEKTPOHHO-MUKPOCKOMHMYECKHE HM300paXeHUs MOJATBEPAUIN, YTO TOCie
HaHecenust U cymku npu T. =500°C miéaka HEe MMEeT KPUCTAIUIMUECKON CTPYKTYPHI,
pacnosiaraercsi Ha Pt poBHbIM cruomHbIM cioeM. CtpykTypa Pt cnost mpencrasiser
co0oit cronbuareie 3epHa mupuHONW 20-40 HM, TUIOTHO TPUJIETAIOIIME APYT K JPYTY,
TOJIILMHA cJI0si cocTaBisieT okojo 150 uMm (puc. 49a,8,r). AMopdHBI cioil, cocTosmui
u3 aromoB Si u O, pasnensercss Ha JABa MOJCIOS, Pa3IMYaAIOUINXCA COAEepXKaHHEM
Kuciopoaa (B HHKHEM CIIoe ero 3HaduTenabHo Oombmie) (puc 49 a,me). Ilox
IJATUHOBBIM CJIOEM pacrojaraercss nojcion tommuHon 70-100 HM, cocTosiuui B

ocaoBHoM m3 Ti (puc. 49t u 500) [129].
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Puc. 49. EDX-cniektphl u cBeTiionoyibHoe STEM — u3o0pakeHne morepeyHoro
cpeza 00paslia, OTOXIKEHHOTO JIa3epOM C DHEpruei 0,36/[k/cM’  MHOTOCIONHO

KoMrio3unmu: 1 — 6 — HoMmepa cIIO€B U TOYKH, B KOTOPHIX TOJIYIEHBI COOTBETCTBYIOITNE

CIIEKTPBI
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N300paxkeHne momepevyHoro cpeza obpasua, OTOXOKEHHOTO JIy4OM Jazepa C
sueprueii 0.26 x/cm® B pexume IIOM u CIT IIPOM i COOTBETCTBYIONIHH CIIEKTP OT
IJIEHKU TMIpefcTaBieH Ha pucyHke S51. IlnéHka B JaHHOM Ciy4dae COXpaHSETCS
MOJIHOCTBIO U B CIIEKTPE, MOJIy4eHHOM B Touke 1 (puc.51a), npucyTcTByrOT NUKH oT Ba,
Sr, Ti, O. Hannuue HeOOJBIIOr0 KOJIMYECTBA IUIATHHBI CBSA3aHO C IEPEIBUICHHUEM B
npoliecce mpurotonieHus oopasua. B crpykrype mnénku Ha TII IIPOM-uzobpaxkenuun

BUJIHBI MCJIKUC KPUCTAJJIbI, PABHOMCPHO PACITIOJIOKCHHBIC 110 Bcel mIomanan Cpei3a.

Puc.50. Crpykrypa 0o0pa3unoB mocjie HaHecenus u cymku npu T, =500 °C:

a) o0t BU cpesa; 0) yBennueHHoe nzoodpaxkenue cioés ThC, Pt, Ti;

DNEeKTPOHHO-MUKPOCKOIIMYECKOe M300pakeHne CTpykTypbl wi€Hku ThC mocrne
JIA3€pPHOT0 OTXKUTa ¢ 3Hepruen mydka 0,36 Jhx/cm® MPEJCTABICHO HA puC. 52. B nnénke
BUJIHBI KPUCTAJIBI pa3MepoM 3-5 HM B OCHOBHOM OKPYTJIOW (POPMBI, KOTOPBIE PaCTyT
OT TUIATUHOBOM MOJUIOKKHM B mpurpanuyHoit odsactu Pt-ThC, nmubo 3apoxnaroTcs B
Tone TUIEHKKM. Tak Kak B MCXOJAHOM COCTOSHMM IJIEHKA ObUIa aMOp(HON, MOXKHO
IPEIOJIOKUTh, YTO 00pa30BaHNE MEJIKMX KPUCTAIJIOB, KaK U B MEPBOM ciydae, ObLIO

MHHUIIMAPOBAHO BO3JAEHCTBUEM Jia3epa ¢ dHeprueit 0,26-0,36 Thx/eM?.
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Puc. 51. CrpykTypa mnomepedHoro cpesa o0Opasiia OTOXOKEHHOTO Ja3epoM C
sueprueii 0,26 Jx/cm: a) CII IIPOM-u3o6paxenne n EDX-crektp miénku TBC n
CJ04 IUIaTUHBL, 1 — MecTo, OT KoToporo noiyueH crnektp. 6) CII [TPOM-u3obpaxenue

mwiéuku ThC.

Puc.52. Crpykrypa mnéuku TBC mocne a3zepHOro OTKHra ¢ 3HEProBKIAIOM
0,36 x/cM”: a) obmmii Bux momepedHoro cpesa TBC-Pt mocie JIa3epHOrO OTIKHTa;

0) n300pakeHne ¢ BRICOKUM pasperieHruemM npurpanndanoi obmactu ThC-Pt.
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, 2
Crpykrypa HIKHUX clIOEB oOpasua mocne jazepHoro omxkura 0,36/[x/cm” u

COOTBETCTBYIOIIME YHEPTO-AUCTIEPCUOHHBIE CIIEKTPHI MIPEICTABICHBI HA pUCYHKE 53.
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Puc. 53. EDX-criektpsl u cBetnononasHoe [IPOM-n3o0pakeHne MmornepeyHoro

Cpe3a MHOIOCJIOMHOM KOMIIO3UIMU IIOCJIE Ja3€pHOr0 OTXKHUIa C HSHEPrOBKIIAIOM
2. .

0,36/x/cM”: 1-6 — HOMepa cNO€B U TOYKH, B KOTOPBIX MOJyUYEHbI COOTBETCTBYIOIINE

CIEKTPBI

CrtpykTypa Pt anextpona (BTOpo#t Ciioi) HE U3MEHWIACh M MPECTaBIsIECT COO0M
CTOJIOUATHIE 3€pHA, IMIMPUHA KOTOPHIX B 3-5 pa3 MEHbIE TONIUHBI cios. B cnekrpe,
kpome Pt mpucyrctBytoT O u Ti B HEOOJIBIIMX KOJIMUECTBAX, & B 00JACTH MEK3EPECHHBIX
rpaHull BUAHBI CBETIIbIE MPOCIOWKHU, YTO CBUJIETEIILCTBYET O HAJUYUU OKCHJA TUTaHA

Ha TpaHUulax KpUCTAJIIINTOB. B TPETLEM CJIOC, TAKIKE HMMCIOIICM KPUCTAIIMYCCKYIO
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CTPYKTYpPY, MOXXHO HaOI0JaTh CTONOYAThle KPUCTAJUIMTHI, CBSI3aHHBIE C BEPXHUM
IJIATHHOBBIM CJIOEM OOIIel OpUEeHTUPOBKOW 3EpeH: 3€pHA HIDKHETO cios (cioi 3)
pacnoyiararotcsi oJi 3¢pHaMHu BEPXHETO TUIATUHOBOTO ciosi (cioi 2). Takas B3aumHas
opueHTalus Ccio€B Habmonanach U Ha JUGPAKIMOHHON KapTHHE, rAe pediekchl oT
Broporo (Pt) u tperbero (Ti — comepskalero) CiioéB pacroyiarajiich B OJIHOM PSIIy.
B3auMuble opueHTanuu 3EpEH BTOPOrO M TPEThEro cJosi OOYCJIOBIIEHA TMOYTH
MIEHTHYHBIMU MEXKIIOCKOCTHBIMU PACCTOSHUAMM ILIATHHBI M TUTaHa: dyy; Pt ( FM3m)
= 2,25A, d]_oo Ti (P63/mmC) = 2,24A

Kak nokazan EDX-ananus, B cioe 3 NPUCYTCTBYET B OCHOBHOM THUTaH, €CTh
TaK)K€ KUCJIOPOJ U HEOONbIIOE KOJUYECTBO KpeMHHs. UeTBEPTHIM CIOW CONEPKUT B
OCHOBHOM KPEMHHUH U JHIIb HEMHOIO KHCIOpPOAA, B MATOM — COAEpPKAHUE KUCIOPOJa
3HAYUTEIBHO YBEIUYMBAETCS, CJIOM, 0003HAUEHHBIM HA pUCYHKE LU(DpOil 6, sABiIseTCsS
KPEeMHHEBOH mouIokkoi. BPOM  wm3o0pakenue rpanuibl cioéB 3 u 4 (puc.54)
CBUJIETEIBCTBYET O TOM, YTO CIION 3 — KPUCTAIIIMYECKHUH, a CJION 4 — aMOp(PHBIN.

B LIEJIOM, CTPYKTypa CJIOEB
METaJUTM3aLUOHHOU CUCTEMBI o0pa3LoB,
OTOXOKEHHBIX JlazepoM ¢ sHeprueit 0,26-0,36 [x/cm’
OJIMHAKOBAa W MOYTHM HE OTJIMYAETCA OT HCXOIHOTO
COCTOSIHHSI.

PaccMoTpuM  CTpYKTypy  NpPEIBAPUTEIBHO
Kpuctaimm3oBaHHbix IIEHOK ThC ngo u  mocne
Ja3epHOro Bo3aeicTBUs. PeHTrenorpaMmbl 00pasiios
KOMITO3UIIMA CETHETOZJIEKTPUKA TMOCIE OTXKUra C

pas3IMYHBIMK SHCProBKIIaJaMHu CBHUACTCIBCTBYIOT O

k OPUCYTCTBUM TETPAroHaJbHOM MEPOBCKUTHOU (pa3bl

#,

‘h{:ﬂ;ﬂ;@ﬁiﬁf (puc.55). Ha pwuc.56 mnpeacraBieHbl 3IEKTPOHHO-

A
MUKPOCKOIIMYECKUE  M300paKEHUS  MOMEPEUHBIX
Puc. 54. BPOM-uzobpaxenue p p p

. Cpe30B 00pa3lioB, OTOXKEHHBIX IyYKOM Ja3epa ¢
rpaHulibl cNoéB 3 — 4. p Pastos, v p
paznuuHoi 3Heprueut. Jljisi Bcex oOpasloB IUIEHKU

THC oOHapyXHBalIM CIOEBYI CTOJIOHATYI0 KPHUCTAUIMYECKYIO CTPYKTYpYy. ['paHursl
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CIIOEB Ha pHUCYHKE 56 a,r 0003HaueHbl cTpenakaMu. [Ipu 3ToM BepXHUM CIION KaXKAO0ro
oOpa3zia Obu1 amopHbIM (pHc. 56 0,e). Ha nudpakunoHHON KapTHHE OT MIIEHKU HApPSTy
¢ pediekcaMu MPUCYTCTBYET amopdHOe rano, puc. 561. XapakTepHo, 4TO aMOpP(hHBIN
CIIOl MOXET HMMETh pa3pblBBl U HECIUIOMIHOCTH YacTo chepudeckor (opMBl,

puc.56(r, 1), a TakkKe IePEMEHHYIO TOJIIUHY, PUC.D6B.

Yucno
MMMybCOB
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Puc.55 dudpakrorpammbl kommno3uiiuii Ha ocHoBe THC: a) mocne na3zepHOro
2
OTXKura, 3Heprusi jazepHoro usnydenus 0,62 u 0,86 [x/cM™; 6) mocne jazepHOro

OTXKHTa, SHEPTHs TasepHoro u3mydenus 0,57, 1.1 u 1,85 Jhx/cm®

Uro06wl yOenuThes, uTo amopdHbIi cioil Ha moBepxHocTH MEHKH THC sBisieTcs
pe3yJIbTaTOM BO3JIEHCTBUS Jia3epa, ObUIM MPUTOTOBJIEHBI 00pa3libl MONEPEYHBIX CPE30B
U3 MECT IJIACTUH, HE MOBEPTaBIINXCS JIA3EPHOMY OTXKUTY. B 3TOM citydae amop@HoOro
CJIOSI Ha TTIOBEPXHOCTH TUIEHKU HE Ha0OJI0/1a710Ch, puc.oba.

Jlist onpenienieHus XUMUYECKOro COCTaBa aMOP(QHOTO CJIOS U KPUCTAJUIMYECKOU
YacTH MIIEHKU ObLI MPOBENIEH AJIEMEHTHBIN aHanu3. Pe3ynbTarel aHanu3a npeacTaBiIeHb
Ha puc.56. TemMHOMONBbHOE U300paKEHUE MTONEPEYHOro cpe3a 0dpaslia mocjae OTKUra ¢
MaKCHMalbHOI sHeprueii masepa 1,85 Jx/cm® monydeHo B pexume CIT ITIPOM. Bee
CJIOM CTPYKTYpbl IPOHYMEpPOBaHbI U s Kaxjaoro npusenéH EDX-cnektp. DHepro-
JTUCTIEPCUOHHBIN  aHanu3 aMoOp(HOTO CJIos MOKa3aJl, YTO TaM MPHUCYTCTBYIOT

xuMHuyeckue seMenTtsl Ba, Sr, Ti, O.

118



TEC amopd.

1 T6C Kpu'ér,

r

Puc.56. [Tonepeunsie cpe3bl 00pas3ioB nocie kpuctamwusanuu mnpu T, = 700°C:
a) Ge3 BO3IEHCTBHS asepa; 0) nasepHsiii omkur, P=0,86][x/cM” — TOHKHIT aMOpGHBIi
cioif; B)masepHblii omkur, P=1,85][K/cM° - y4acTOK C MEPEMEHHOI TOIIHHOMN
amopHoro cios; r) P=1,85x/cM” — TomncTsIit aMOpdHBIiA C110# ¢ paspeiBomM; 1) P=1,85
Jlx/cM? — KpyIHBIE TOpEL B aMopdHOM cioe; ¢) P=1,85]x/cM” — Ge3 paspbiBOB W C

MOCTOSTHHOW TOJIIITUHOM aMOP(HOTO CII0S.
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Takum o6pazom, amopdHbIH cioit Ha ToBepXHOCTH TWIEHKH THC nelcTBUTENbHO
IIOSIBWIICS B pPE3yJIbTaTe €€ JIOKAIBHOTO IIABJICHUS O] JCUCTBUEM Jlasepa. B 3épennon
CTPYKTYp€ MpUJIEralonux K aMoppHOMY CJI0t0 00J1acTel MIEHKHA 3aMETHA MOBBIIICHHAS
nopucTocTh. TommuHa amMopdHOro cios s 00pa3loB, OOMYyYEHHBIX Ja3epoM C
sHeprueii myuka 0,56-0,87 Jbx/cm?, cocrasmster 10-30mM (0,36 Dx/cM?), 50-70HM
(0,62 Tx/cM?).

MakcumanpHyto TOMmUMHY amopdHoro cios (200em) wmmen oOpaser,
OTOXOKEHHBIN JIa3epOM ¢ MaKCHUMajbHOU sHeprueit 1,85 I[;K/CMZ. XUMHUYECKAN aHAJIU3
HIDKHUX CJIOEB MTOKAa3all, YTO UX CTPYKTypa HE MPETEPIEBAET 3HAUNTEIbHBIX U3MEHEHUIN
HU 110 MOP(OJIOTUHU, HU TIO XUMHUYECKOMY COCTaBY IpPH YBEIMYEHUU MHTEHCHUBHOCTHU
JazepHoro omxura (puc.57a-e). (Cxemaruyeckue H300paKE€HUS JBYX THUIIOB

MHOTOCJIOMHBIX KOMHO3HHPII>1, OTJIIMYAIOIMMUXCA COCTaBOM HHKHUX CIIOEB IMpCACTaBJICHBL

Ha puc.57x,3.
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Puc. 57. Crpyktypa momepeyHoro cpesa o0pasia, OTO¥KEHHOTO C
suepropkmagom 1,85 Jhr/em”: a) STEM  HAADF  wmsoGpaxenme;  0-x)
coorBeTcTByIOIME EDX-CIIEKTpBI, MOJIy4EHHBIE OT KaKI0TO IPOHYMEPOBAHHOIO CJIOS;

3,H) CXEMBI CTPYKTYPBHI.
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Ha puc.58. mpencraBieHbl pe3yiabTaTbl CTaTUCTUYECKOIO aHaINW3a 3EPEHHOMN
cTpykTypsl TI€HOK TBC, KpuCTamIM30BaHHOTO OOBIYHBIM CHOCOOOM U TOCHE

o 2 2
JIOTIOJIHUTEJILHOTO J1a3epHOro oTxura c 3Heprueit 0,86 JHx/cm” u 1,85 Jx/cm”.

feln OO0mas qirHa Xop/, HM 11300
KomnuectBo 3epen N 408
Z : Cp. ycroBHBII quameTp, HM | 27.8
4 - CKO ot cpennero S, HM 14.2
2 Koad durmenT Bapuarm 0.512
o

0 10 20 30 40 50 60 70 80
Pa3mep 3épeH, HM

Joas, %
OOmias mmmHa Xopd, HM 17800
10 - Komugectso 3eper N 536
2 _ Cp. ycnoBHBII auameTp, HM | 33.3
4 7 CKO ort cpeanero S, HM 20.4
j Koaddurnent Bapuarun 0.615
0 10 20 30 40 50 60 70 80
pa3mep 3epeH, HM
ﬂonﬂ,l% OOmras mmHa Xopa, HM 20700
10 - Kommuectso 3epen N 589
S Cp. ycnoBHsIl quamerp, HM | 35.1
j : CKO ot cpennero S, HM 20.1
2 A Koaddurnent Bapuarun 0.572
0 -

0 10 20 30 40 50 60 70 80
Pa3wmep 3épeH, HM

Puc.58. Pacuér cpennero pasmepa 3epHa Jijisl KpUCTALTM30BAHHBIX TJIEHOK:
a) OTOMOKEHHBIX JIa3epoM ¢ sHeprueit 1,85 Jix/cm?;

N . 2.
0) 0TOACKEHHBIX JIazepoM ¢ dHeprueit 0,86 Jx/cm*;

B) 0€3 J1Ta3epHOr0 OTXKHUTA.
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Cpennuii pazMep TEpOBCKUTHOUW (a3bl 0e3 BO3MEHUCTBHS Jia3epa COCTABISET
27,8uMm, a mocie — 33,3 u 35,1 uMm cootBercTBenno [130, 131].

Heobxoaumo oOTMeTUTh, YTO, B OOLIEM JIA3€pHBIM OTKUT MPUBOAUT K
YBEIIMYEHUIO PA3HO3EPHUCTOCTU. Tak MakCUMalbHBIE pa3Mepbl KPUCTAJUIMTOB SIBHO
yBenuuuBarorces (0T 75 10 90HM), a MUHUMAaJIbHBIE - OT 2 10 8 HM.

Biusinue J1a3epHOro OTXKHMra Ha KPUCTAJUIM3AUMIO H  CTPYKTYPY
mwiénok LHTC. Ha puc. 59 npuBeneHbl peHTreHOTPAMMbl IUIEHOK IOCJE J1a3epHOI0
oTxura c¢ sHeproBkiagom 0,18 u 0,35I[>K/CM2, r7I€ BUJHO YTO YBEJIWYCHUE KOJUYECTBA

UMITYJIBCOB MPUBOANUT K YBEIUYEHUIO JOIH 3EPEH NEPOBCKUTHOM (Pasbl.
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P=0,35 Jx/cm?,N=100 P=0,35 Jx/cm?,N=500
Puc.59. Pentrenorpammbl  mnéHok I[TC mnocne mazepHoro omxkura ¢

COOTBETCTBYIONMUM 3HEProBKiIaaoM (N — KOJHMUYECTBO UMITYJIBCOB).
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W3 npuBenéHHbIX OaHHBIX Ha puc. 60 BHIHO, YTO BO3JEHCTBUE Jazepa C
sueprokmagom 0,18 Jhx/cM® Ha aMOpdHYIO IUIGHKY ICHCTBUTENBHO HE BHOCHT
NPUHLMIUAIBHBIX HM3MEHEHHM B €€ CTPYKTypy: IUIEHKA B OCHOBHOM OCTa€Tcs
amop(HO#, B HeH TMOSABIAIOTCS TMOpbl pazMepoM 2-10 HM, KOTOpbIE TaKXKe

MIPUCYTCTBYIOT U B IUIATUHOBOM CJIOE.

Puc.60. TIDM-uzobpaxkenuss oOpas3na mociie JjaszepHoro omxkura P=0,18
Jlx/cm*,N=100: a) o6mmii BHx; 0,8) YBEIMUCHHBIC H300PAKEHHS yUACTKOB IUIEHKH C

nopamu; ) BPOM-u3o0paskenue miatuHbl ¢ qe)eKTaMu.
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[Ipu sTOM B BepXHEW 4YaCTHU TUIEHKH, TJI€ BO3JCHCTBHE OBUIO MaKCUMAaJbHBIM,
BUJIHBI KPYIIHbIE TOPBI pazmepoM 10 50-60 Hwm.

Takum 00pa3oM, MOIIHOCTH IMydkKa OBLJIO HEJOCTATOYHO ISl MHUIMATU3AIUU
mpoliecca KpucTauim3anuu nepoBckuta. [Ipu yBennuerun sneprosiiana ao 0,25 — 0,3
JIk/cM® B CTPYKTYpe IUIGHKH BBLICISIOTCS TPH 30HBL BEPXHsS aMOPMHAs, CPSIHSS -
CMECh MEJKUX KpHUCTAIJIOB mupoxyiopa Py u mepoBckuta Pe (puc.61), npumepHo
onmHoTO pasmepa (mo 20um) HuxHAA (mupuHOU 60-80 HM) Takke amopdHas (puc.62).
[Ipyn panbHeiieM yBETUYEHUH MOIIMHOCTH HM3JIYYEHHS M KOJIMYECTBAa MMITYJHCOB B
CpeIHEN YacTH MIEHKU MOSBIISIIOTCS KpUCTAUIUThl Pe pazmepom 10 50 um (puc.62). B
OCTAJIbHOM 00bEME TUIEHKM HAONIOAAETCs] HAHOKPUCTAUIMYECKAs CTPYKTypa U3 CMECH
MIEPOBCKUTHON U MUPOXJIOPHOM (ha3. DHErOAUCIIEPCUOHHBIN aHAIN3 TTOKA3bIBAET, UTO B
ceperHe TIEHKU HAOJII0JaeTCs MOBBINICHUE KOHIICHTPAIIMU CBUHIIA, YTO CIIOCOOCTBYET
KpUCTaJUIM3AIlUU TIEPOBCKUTHOM (a3bl, puc.63a.

OTXUT MIEHKKM C MaKCHUMaJbHBIM JHEPrOBKJIAJIOM MPUBOAUT K OOpa30BaHUIO
NEPOBCKUTHBIX MApoo0pa3HbiXx 3€peH paszmepoM oT 10 go 120 um (puc.64, 65).
Kpucrammnueckuil cioi pacpoCTpaHseTCa MOYTH Ha BCIO TOJIIMHY IJIEHKH. BumHo,
4yTO 3€pHA 3aPOXKIAIOTCS B 00bEME MJIEHKU B OTIIMYKME OT U30TEPMUUYECKOTO OTXKUTA, TJIC
3épHa Pe 3apokIaroTcs MpPEeuMyIIECTBEHHO HAa MOBEPXHOCTH IUIATHHOBOTO 3JIEKTPOJIa
[132]. Ha rpanune I[TC/mmatuHa, cBuHer, MoxkeT audyHAUpPOBATH MO TpaHUIAM
3€peH, CieAoBaTEIbHO, H3-3a HU3KOW KOHIEHTpPAllUM CBHUHIA, HEOOXOIMMOTO st
oOpa3zoBaHust TiepoBckuTa, mpurpannyueii cio [[TC ocraércas B amopdHOM
COCTOSIHUHU.

B pa6ore [80] 6bu10 cMOIEMPOBAHO paCHpeIeICHUE TEMIIEPATYPhI IO CEUCHUIO
IEHOK, T/e ObUIO TOKa3aHO, YTO OCHOBHAs TEIUIOBAash HArpy3Ka MPUXOIUTCA Ha

TUIATUHOBBIN JIEKTPO/I.
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Puc.61. CtpykTypa monepedHoro cpesa mocie Ja3epHOTO OTKUTA: a) OO BUI;

0,8) BPOM-uzo0paxenus u @ypre-audpaxrorpaMmel KpuctaiwioB Py u Pe.
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Puc.62. CtpykTypa MmorepeyHoro cpesa mocje JIa3epHOro OTKUra. DHEProBKIIa/

0,3 Jlx/cm?, uncio ummymscos 500.
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Puc. 63. CTpykTypa nmomnepeyHoro cpesa mociie JIa3epHOro OTXKUTA. DHEPTOBKIIA]

0,3 I[)K/CMZ, yucyo umiysbcoB 500.
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1) nm

Puc. 64. CtpykTypa monepeyHoro cpesa mocie Ja3epHoro OTKUra. DHEepPTroBKIa]

0,35 Jx/cM?, ncito uMiyiaseos 100.
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UTC

100 nm

Puc.65. Crpykrypa mnénok IITC mocne nma3epHOTO OTXKHUTA C DHEPTOBKIIAIOM

2. .
P=0,35 Jx/cm”: a) obmmit Bum, 0) I[IDM-uzobOpaxkenuwe kpuctamna Pe; B,I)
CXeMaTH4ecKkoe  M300paKeHUue  CTPYKTYpbl  IUIEHOK  MOCJie  JIa3epHOTO0 U

HN30TCPMHUUICCKOI'O OTKUTOB.
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B tabmuue 10 mpencraBieHbl CpaBHHUTEIbHBIE XapaKTEPUCTUKH CTPYKTYPHI

wi€Hok L[TC nmocne npuMeHeHns pa3InyHbIX PEKUMOB Ja3€PHOTO OT/KUTa

Tabmuma 10. CpaBHUTENBHBIE XapaKTEPUCTUKU CTPYKTyphl Ti€HOK L[TC mocne

JIa3CPpHOI'0 OTKHUra.

2
Dueproskian,x/cm” /
JIITMTEeNLHOCTD
UMITYJIbCa, MC

OOmiag TodIMHA TUJIEHKH,
HM / Tonmmaa
KPUCTAJUTMYECKOTO CJI0SI, HM

Pasmepsl kpucTauioB M TIOP,
uM / CooTHoienue ¢a3 Pe:Py

80-160 um

0,18 /500 [Tocrosiunas, 180 wum /| KpucramioB Het, mopsl 2-10
KPHUCTAJUTUIECKOTO CJI0sl HET | HM
0,25 /500 [Ipaktuuecku mnocrosinHad, | Kpucramist u mopst 5-10 M /
180-190 um / 60-90 aMm 1:2
0,35/100 [Mepemennas, 120-180 um/ | Kpucramnst 5-15 HM, Topsl 2-
60 HM 10 am /
1:1
0,3/500 [Mepemennas, 120-180 um/ | Kpucramisr 5-50 HM, TOpsI 2-
50-60 am 5 HM / 3epHa TEpOBCKUTA
OKpyTJoi (OpMBI pazMepoM
10 50 HM
0,35/500 [Tepemennas, 120-180 um / | Kpucramnsr 10-120 uM, mopbl

10-40 uM / 3epHa TIEPOBCKHUTA
OKpyrJioN (GOpMBI  pazMepoM
10 120 am

Takum oOpa3om, MmokazaHO, YTO BO3JEHUCTBHE C(HOKYCHPOBAHHOTO JIa3€pHOIO

nmydka ¢ sHepro- Bkiaagom 0,18-0,35 I[)K/(:M2 MPUBOJAUT K WHUIMAIIA3ALMM TIpolecca

KPUCTaJUIM3alUN TUIEHOK. Y CTAHOBJIEHO, 4TO KpucTtayum3anus mwi€Hok L[TC B mpouecce

J1a3epHOT0 OT)KUTA MPOUCXOAMUT ¢ oOpasoBanueM kpuctamioB Pe/Py [133]. [Toka3zaHo,

YTO B OTJIMYKE OT U30TEPMHUECKOTO OTXKUTA, TJIe MpeolaagaeT 3apokIeHue Ha cioe Pt

AIEKTPOJIa, KPUCTAIUIM3AIMS W POCT CPEpHUECKUX KPHUCTALIOB Pe mpouwcxoauT B

o0néMe Tu€HKU. Pasmep kpuctamioB Pe ¢aspl yBenmuuuBaeTcs TpH YBEITUYCHUU

sHepruM JiazepHoro nydka ot 10 mo 120 am. Takum oOpa3oM, yuuThiBasi U3MEHEHUS

CTPYKTYpBI, TPUBENEHHBIE B TaOnWIle, A1 MOJHOW Kpuctamum3anuu TwieHok L[[TC

HGO6XOJII/IMO YBCIIMYCHUC KOJIMYCCTBA UMITYJILCOB.
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I'maBa 5. CTpyKTypHBIe NpeBpalieHusi B IJIEHKAX MYyJabTH(EppPOMKOB Ha
ocaoBe BFO

5.1. Ctpykrypa niaénok BFO

Ha puc. 66 mpencrtaBieHbl pe3yiabTaThl CTPYKTYPHBIX HCCIEAOBAHUN TIEHOK
BFO mnocne omxkura npu temneparype T=500 °C. DneKTpOHHO-MHUKPOCKOIHUYECKHE
M300paKEHUS TIOTIEPEYHOTO Cpe3a KOMITO3UIIMKM CBUIETEIBCTBYIOT O TOM, YTO TUIEHKA
BFO umeer tommuny 160-170 HM, TIIOTHO mpuieraeT K MOJJIOXKKE, OTCIOCHUN Ha
Mex(ha3Ho rpaHule TUIEHKA/TUIATUHA He HaOmtojaercs. ToJluHA CJ0Sl TUIATUHBI

coctaBigeT 150-160 aM, aare3noHHoro ciaos guokcuaa Tutana 30-50uM.

Puc.66. MukpodoTtorpaduu nonepedroro cpeza kommosunuii FeBiO;-Pt-SiO,-Si
nocie omxkura rpu T=500 °C: a) cBeTsI0Nn0JIbHOE N300pakeHHUE (CTpesIKaMyu 0003HaYeHa
TpaHMIla KPUCTAJUTMUECKOe cocTtosHue — amopdHas ¢aza); 6) HAADF STEM-
U300paKeHHE; B) TEMHOIOJIbHOE M300pakeHne u COOTBETCTBYIOILIAS

MUKpOAUGPaKIMOHHAS KAPTUHA, TIOJyYEHHAs! OT MJIEHKHU.
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DNEeKTPOHHO-MHUKPOCKOIIMYECKHUE UCCIIET0BAHNS METOIOM TEMHOIO MOJIS, aHAJIU3
KapTHUH DJEKTPOHHOW Nu(pakiuu, a TakkKe pPEHTreHo(a30BbId aHANIU3 MOKa3alu
(puc.67), uyto mIEHKA B OCHOBHOM ocTaércs amopdHoil. Ha TeMHOMONBHBIX
U300paXCHUSIX BUJHBI KPUCTAJUIBI TOJBKO B BEpPXHEH YacTH TUIEHKH, KOTOpBIE Ha
HEKOTOPBIX yyacTKax mpopacratoT Ha 1/3-1/2 e€ tommuubel. Ha coorBercTBylOIIEH
3JIEKTPOHOTPAMME BHJIHBI OTJIEIbHbIE PE(IEKChl OT KPUCTAUIOB Ha (oHE aMOp(HOro
rajo, Ha PEHTTEHOBCKOM AM(pakTOorpaMMe — THKH Majoi BBICOTHL. Pacuér
TUQpaKTOrpaMM  MOKa3aJ, 4YTO PEQUIEKChl COOTBETCTBYIOT — MEXKIUIOCKOCTHBIM
paccrostausiM (azel BiFeOz; nmeroreld poMOO3ApHUIECKYI0 KPUCTAIUIMIECKYIO PEIIETKY.

OCHOBHBIE XapaKTEPUCTUKU CTPYKTYpPhI 3TOH (ha3bl IpeACTaBiIeHbI B Tabmuie 11.

I, umn Pt, R Pt, Si, R
,’:I;FllllIIIIIIIIIIIllllllIIIIFTTIIIIIIIIllIIIIIIIIIIIIIIIIIIIIIIIIF“III
g r
101r 012r J
_1;A|jm'--n-x_n-ﬁ-/fw,|]illgi 5 8 P I 5 T A 150 T 2 5 Y T 1 004 < v 2 B £ I
B & g b g L 7 i 8 8 g g = @ 20, rpajg

Puc.67. Pentrenorpamma, monydeHHas ot oopasma mocie omxura npu T=500°C.

Cna6weie uku (101)g; (012)r ot pomOo3apryecKoii ha3bi.
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Ta6n. 11. CrpykrypHble xapaktepuctuku ¢asel BiFeO3, B coorBercTBHE C

kaprotekoir JCPDS- International Center for Diffraction Data.

14-018: BiFeO3 Bismuth Iron Oxide
Molecular Weight: 312.83; Volume(CD): 186.87
Dx: 8.390 Dm: 8.310
S.G.: R3m (166); Cell Parameters: a=5.58 b=c=6.93
SS/FOM: F26=21 (0.042,29) l/Icor:
Rad: CuKa Lambda: 1.5418 Filter: Ni
Ref: Zaslavskii, Tutov, Proc. Acad. Sci. USSR (Chem. Sec.15,1257 (1961)

32 -

i

59 30 20 15 13 11 dE)

d(A) int-f | kI [d(A) int-f | k|| [d(A) int-f | x|l
3.9500 80 10 111.6160 50 12 2 1.2020 6 205
2.8100 100 01 211.6100 25 3 0 0 [1.1930 10 2 23
2.7900 95 1 1 0 11.4080 14 0 2 4 ]1.1400 8 042
2.3100 14 0 0 3 1.3950 14 2 2 0]1.1040 8 125
2.2780 40 0 2 111.3330 4 0 1 5 (1.0940 8 321
1.9800 60 2 0 211.3230 4 3 0 3 [1.0680 14 116
1.7780 40 11 3 (1.3160 20 1 3 1 [1.0600 14 134
1.7640 20 2 1 1 |1.2560 18 2 1 4 [1.0550 14 4 10
1.6300 25 1 0 4 (1.2500 18 312

Ha pwc.68 mnpencraBneno IIOM- wuzoOpaxkeHHe TONEPEYHOrO  Cpe3a
MHOI'OCIIOWHON KOMIIO3UIMM IIOCJIE OTKura mnpu Temreparype B 1=550°C wu
cooTBeTCTBYOMmast qudpakrorpamma. 1o cpaBaenuio ¢ omkurom mpu T=500° C BeicoTa
MUKOB, COOTBETCTBYIOIIUX poMOOdapuyeckoi (aze, 3aMETHO BO3poOCia, 4YTO
CBUIETEIBCTBYET 00 yBenmmueHWH e€ KoimudecTBa B MuéHKe. Cynas MO 3JICKTPOHHO-
MHUKPOCKOITUYECKOMY H300paKEHUI0, KPUCTAILIBI 3TOW (Pa3bl MPUCYTCTBYIOT BO BCEM

00bEME TLIEHKH.
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Puc.68 IIDM-u306paxkeHue monepeuHoro cpesa, nocie omkura npu 1=550°C (a)

U cooTBeTcTByMOMas pertrenorpamma (6) (II — mommoxkka, R — pomOosmpudeckas

daza).
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B HmkHeM ciioe (TEMHBIM KOHTPACT) XOPOILIO BUAHBI 3€pHA Pt, KOTOpbIE UMEIOT
cronmouaryio popmy, ux mupuna coctapisger 100-150 am. B tene 3épen nabmromgaeTcs
KOHTPACT, XapaKTEePHBIN SISl BKIFOUECHUN WK 1€(PEKTOB KPUCTATIIMYECKOTO CTPOCHHS.

[Tocne omkura npu temneparype T=600 °C, mnéHka uMeeT KPUCTAUIMYECKYIO

CTPYKTYpPY BO BCEM 00BEME. Pasmepbl OTAENbHBIX KPUCTALTUTOB cocTaBisitor 10-30

HM.

-

Puc.69. [I9M-u3obpaxkeHue CTPYKTypbl MOMEPEYHOro cpesa MIEHKU. OTxUT

T=600°C: a) CII-uzobpaxenwue; 0) TII-uzo0paskeHue U TUPPAKIIMOHHAS KAPTHHA.

[Tocne omxkura npu temneparype T=650°C Ha peHTreHorpaMMax MPUCYTCTBYIOT
nuku oT TpEx (as: pombosapuueckoii BiFeOs, pomouueckoii BiFes Og n kyOMueckoi
BizsFeos570¢ ¢ mepuogom pemérku 5.5097 A (puc.70). OcHOBHBIE XapaKTEpUCTHKHU
CTPYKTYpbl 3TuUX (a3 mpeacTaBieHbl B Tabnumax 12 u 13  COOTBETCTBEHHO.
CTpykTypHbIE XapakTepucTuku (a3 mpexacrasiieHbl B Tabmuuax 12, 13. HeoOxonumo
OTMETUTh, YTO IIMK, O00O3HauYeHHBI Kak F (coorBercrByromuii yriy 20=32,5°),

nosiBisieTcs yxxe nocie orxura mpu T=600°C.
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Puc.70. Pentrenorpamma, mosydeHHas oT oopasua mocie orxura mpu T=600 °C
(R — ¢aza BFO ¢ pombosapudeckoii pemérkoii, F — dasza BizssFegs; O , P — daza

Bi,Fe; Og ¢ poMOMUeckoii pemeTKOi )

I, umn Pt,R Pt, Si, R
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Puc.71. PentreHorpamma, TmoJy4deHHass OT oOpas3la IMocie OTKHUra TIpH
T=650°C(R — dasza BFO ¢ pombosapuueckoii pemérkoii, F — dasza BizysFegs; Og , P —
daza BiyFey Og).
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Tabn. 12. CtpykrypHble XapaktepucTuku (as3nl Biss3Feq 5706, B COOTBETCTBUM €

kaprotekoir JCPDS- International Center for Diffraction Data.

43-0184: Bi3.43 Feo 5705 Bismuth Iron Oxide

Molecular Weight: 844.63; Volume(CD): 167.26

Dx: 8.386; S.G.: Fm3m (225)

Cell Parameters: a=b=c5.509

SS/FOM:F10=134(0075,10)

I/lcor: 9.1

Rad: CuKal; Lambda: 1.54064Filter: Ni

d-sp: diffractometer

Ref: Delicat, U., Muench, E., Troemel, M., Institut fur Anoiganische Chemie, Frankfurt,

Germany, ICDD Grant-in-Aid, (1992)

Fixed Slit
Sart Intensity -»

| ‘l |
1 1 1
59 3.0 2.0 15 1.3 1.1 d(E)

dA) intf |h k|l |dA) int-f [ h|x |1 ]dQA) int-f | h|x]l
31810 /100 |1 1 1/15900 |5 2 2 2(11248 |2 |4 2 2
27550 |31 |2 0 0|13770 |1 |4 0 0]1.0603 |1 5 1 1
19480 |27 |2 2 0|12640 |4 |3 3 1
16610 |21 |3 1 1]1.2320 |2 4 2 0
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Tabn. 13. CrpykrypHbie xapaktepuctuku (azel BiFe,Oy, B cooTBETCTBHH ¢

kaprotekoir JCPDS- International Center for Diffraction Data.

25 009: Bi,Fe,O4 Bismuth Iron Oxide
Molecular Weight: 785.34; Volume(CD): 402.94 Dx: 6.473
S.G.: Pbam (55); Cell Parameters: a=7.965, b=8.440 ¢=5.994
SS/FOM: F30=24(0.025,50)
Rad: CuK,; Lambda: 1.5405; Filter: Ni
Ref: Kostiner, Cornell Univ., Ithaca, NY, USA, Private Communication, (1971)
A
=2 @
2 &
[ -
S E
Ml ‘HM I |1
w o
& | | ! LA Al
59 3.0 20 15 d(E)
d(A) int-f |h [k I [d(A) int-f k|l dA) int-f |k |l
5.9900 55 0 0125320 12 310([1.7615 20 123
5.8300 2 11 02.4430 16 0 2 2 [1.7496 19 213
4.2200 12 0 2 02.4260 8 13 1]|1.7256 8 042
3.9800 8 2 0 01(2.3950 25 2 0 2(1.6862 8 142
3.7300 20 12 02.3360 12 12 2/1.6598 4 4 0 2
3.6000 12 2 1 0 2.3050 25 2 1 2[1.6236 40 332
3.4500 16 021 2.0394 14 1 4 01.5983 2 133
3.3190 25 2 0 111.9993 8 0 0 3/1.5690 <2 4 31
3.1620 100 1 2 11.9877 3 1 3 2 (1.5003 14 004
3.0830 80 21 111.9309 50 14111.4471 14 342
2.9960 45 00 2|1.8638 6 2 4 0|1.4265 12 143
2.8950 20 2 2 011.8419 20 4 1 1 (1.4056 4 060
2.6540 30 130 [1.7997 3 4 2 0/1.3868 17 530
2.6120 4 22 111.7885 6 203

KonuyectBo (a3bl ¢ pomOuueckoi (R) perérkoit Bo3pactaeT Mpu MOBBIIICHUN
TeMmrepaTypbl orTxkura Ii€Hku. [locne ormxura npu T=650°C sta daza, cyas no
WHTEHCUBHOCTH MHUKOB Ha PEHTTEHOTpaMMe, TOMUHUPYET B 00bEMe Ti€Hku. [Ipu sTomM
CTPYKTypa IUIEHKU MPEJCTaBIISIET COOOM cleayromiee: KpymnHble 3€pHa MPOU3BOJBHON
dbopMbl U pa3nuuHON opueHTaruu, pazmepoM 0,5-1,5 MKM C MOPUCTBIMH TPaHUIIAMU

(puc.72 a,0).
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e

Puc.72. [I9M-u3obpaxenus ctpykTypsl miénku BFO B muiane nocne omxura npu
T=650° C: a) oOuwmii Buz; 0) n300paXkeHue ¢ OONBIIMM YBEIHUECHHEM; B) YBEIUUYEHHOE
nu3zo0paxenne yactunbl ¢asel BiFe Oq; 1) CII-u3obpakenue oOpasiia «B ILIAHE»; T)

TII-uz00paxkeHune oOpasia «B IIAHE»; 1) MUKPOAU(PPAKIIMOHHAS KapTUHA.
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Ha rpanunax u B tene 3tux 3épen Ha CII [I9M uzobpaxkennn BUAHBI TEMHBIE
BkitoueHus. Pazmepom 0,1-0,5 mxm. Mopdosorus BKIIOYEHMI pa3inyHa: YaCTHUIIBI
BBITAHYTON (hOPMBI, OKPYTJIOH, TpeyrojbHou (puc. 72a). Ilpu GonbIMX yBEIUUEHUIX
XOpPOIIIO BUIHO, YTO BHYTPU KPYITHBIX 3€PEH pacroiaraiorcs 0oyee MeNKue, pa3sMepom
20-50uM (puc.72 6). OTu Menkue 3€pHA TaKKe MOTYT OOHApY>KHMBAaTh TEMHBIM
KOHTPACT, KaK U OoJiblue yacTuilbl (puc.72 B,r). Ha TeMHOMOIBHBIX N300paKEHUSIX 3TH
YaCTHUIbI PACIOJIaral0TCs PABHOMEPHO M0 BCEH IIIOMIAAN 3EPEH.

AHamu3 audpakImOHHON KapTUHBI BBISBHJI IpUCyTcTBUE 1BYX (a3: BFO c
poMOo3Iprueckoit pemérkorr u BiFe,O9 ¢ pomOnueckoit pemérkoid. YUHTHIBas
XapakTep 3JIEKTPOHOTrpaMMbI (KOJIbLIEBAs), MOXKHO CI€JaTh BBIBOJ, UYTO 3€pHa 00EHX
¢a3 — Menkue, (IpU ATOM MPUCYTCTBUE TpeTbel (pa3pl ¢ KyOmueckol pemeéTKonl He
UCKIIoYaeTca). Pa3mep KpHCTAIUIMTOB YBEJIMYMBAETCA HE3HAUYUTEIIBHO C POCTOM
temnepatypsl orxkura u npu T=650°C cocrtasiser 20-50 M. IIpu 3TOM MHOTHE 3€pHA
UMEIOT MPaBUIBHYIO PaBHOOCHYIO (hOpMy, Ha TpaHUIIAX TPOWHBIE CTHIKM OOpPa3yroT
yrasl 120-140°,

Ha puc. 73 npeacrasieno STEM-u3o0paxenue, Moayd4eHHOE C UCIOIb30BaHUEM
HIMPOKOYTIIOBOTO JETEKTOpa TEMHOrO MOJsl OT 00JIaCTH, /i€ HEOJAHOPOJIHOCTh UMEET
Oosee CBETJIBIM KOHTPACcT, YTO B JAHHOM CJIy4ae CBUICTEIBCTBYET O IMOBBILIEHHOM
COJEP’)KaHUM XMUMHUYECKHUX 3JIEMEHTOB C 0o0Jjiee BHICOKUM aTOMHBIM HOMEPOM, YEM B
Matpuue. s momydenus 6osee nmoapoOHOW uHpopManuu 00 3TUX 00JacTAX, ObLIN
CHSTBI CHEKTPHI U MOJTYYEHbI KapThl pacpeeiIeHUs XUMUYECKUX 3JIEMEHTOB B JaHHOMN
obnactu. Ha puc. 73 npencrasiensl kapThl pactipeneicaus Bi, Fe u O cooTBeTcTBEHHO,
a TAK)K€ CIEKTPbI, MOJYYEHHBIE OT CBETJION 00J1acTh (KpaCHBIN KBaApaT) U OT MAaTPHULIBI
(3enéupbiit  TpeyroabHHK). I[lo JaHHBIM 3HEPro-TUCIEPCHOHHOTO aHalu3a MOXKHO
c/ieNlaTh BBIBOJI, YTO CBETJIbIE 00JIACTU MMEIOT MOBBIIIEHHOE COJAEp:KaHHE BUCMYTA, W,
BO3MOYKHO KHMCJIOPOJIa, 10 CPAaBHEHUIO C MAaTPULEH, YTO TAK)KE MOATBEPKIAAET PACUETHI
pertrenoda3oBoro anajau3a 1o BeiaBIcHHIO (a3 BiFe;Og9 u BisssFes70s.  Takum
o0pa3oM, yUUThIBas JaHHbIE PEHTIC€HOCTPYKTYpHOTO aHanu3a, [I1DM, HAADF STEM u
EDX, MOXHO clienaTh 3aKJIIOYEHHE 00 PBOJIIONHMH CTPYKTYPHI TUIEHKU TIPU OTXKUTE: HA

HayaJbHBIX JTalax KPUCTAJUIM3AIMK TpU HU3KOM Temmeparype orxura (550°C) us
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pacTBOpa 00pa3oBaHMCh OOJbIIME MaTpUUHble 3€pHAa poMOOdApUYecKor (haswl,
pa3eiéHHbIC MOPHCTHIMU TpPaHWIIAMH M KpymHbIe dacTHibl ¢aszsl BiFe,Oq. Ilpu
yBenuueHun Temneparypsl omxura (600-650°C) B Tenme 3€peH  MPOXOAMII
JTOTIOMHUTENBHBIA ~ pacmag ¢ oOpa3oBaHMEM  MENKUX  3€peH  BTOPUYHBIX
HecerneTodiekTprueckux ¢as BiFe,Og u Bis 43F€0570s.

CrnemoBaTenbHO, CTPYKTYpa IIIEHKU, MOTyYEHHOW XUMHUYECKUM OCAKICHUEM W3
pPacTBOPOB, OKa3ajgach HECTAOWIBHOW MO OTHONIICHHWIO K TEPMHYECKOMY BO3JICHCTBHIO.

[Inéuka He  saBusgerca  oaHodazHOM, B €€  CTPYKType  HIPHUCYTCTBYIOT

HECETHETORJICKTPUICCKHE BTOPUUHEIE (hasbl.

o
20+ [ m EDX HAADF Detector Area 1 | 20 W EDX HAADF Detector Area 1 |

Counts
Counts
=)

0 5 10 15 20
'q Energy (keV) e Energy (keV)

Puc. 73. HAADF STEM wuso6paxenne (a), EDX — xaptel pacnpeneneHus
XUMHYECKHX 3jeMeHToB (0-Bi, B-Fe, r-O) u crnektpsl (1-€), MOJyYeHHbBIC OT TUIEHKH,

OTOXKEHHOU npu Temmneparype 650 °C.

OTU OCOOECHHOCTH CTPYKTYpbl OOBACHSIOT HEyJayd MNpPU MOMBITKE H3MEpPEHUM

AIEKTPOGU3NICCKUX CBOMCTB JAHHBIX KOMITO3HITUH.
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5.2. Ctpykrypa miénok BFO, jernpoBaHHbIX JJAHTAHOM

Ha puc. 74 npexacraBineHbl H300pa)K€HUSI CTPYKTYpHI MOIMEPEYHBIX CPE30B, U
0o0pas3iloB B IJIaHe, OTKyAa BHJAHO, YTO OTKUT Ipu Temrepatype 500°C He nmpuBOIUT
Jake K YacTMYHOM Kpuctamm3anuu 1miéHok. [Inénka ocraércs amopHON Kak B
00béMe, Tak u B obactu rpanunbl BFO/Pt [134]. Ha qudpakiimoHHON KapTHHE BHIHO
amop(dHoe rajo u pediiekcol oT 3€peH TIaTuHbl. Kak U B peapiayieM ciydae, T€HKa
BFO(La) mmotHO npmieraer K mouIoxkke, uMmeeT ToiammHy 160-170 M. OOGmactu
CBETJIOTO KOHTpPACTa, KOTOpbI€ BUAHBI Ha HM300paKeHHUSX CPE30B M Ha oOpas3nax B

IUIaHe, SBJIAIOTCS [TOpaMH, KOTOpble 00pa3oBauCh B Iporiecce (POpMUPOBAHUS TIEHOK,

Ha IpeaBapuTenbHbIX cTagusax. Pazmep nop cocrasmser 10-150um, puc.75.

Puc.74. TIDM-u3o0pakenue momnepeuHoro cpesa kommosurmii FBO(La)-SiO,-Si:
a) Cll-uzoOpaxkeHue M COOTBETCTBYIOIIAs MHUKpOAU(PpPAKUMOHHAS  KapTHHA,

nostydeHHasi ot miéHku; 0) BPOM-uzo0pakeHue rpanuiipl pa3jena miéHKa/ IuiaTiuHa.

Ha TeMHOIONBHBIX W300PKEHHSX, MONTYYCHHBIX MPH OOJIBIIOM YBEIHYCHHH,
BUJIHBI MEJTIKHE CBETIIbIe 00J1acTH, pasmepoM 0,5HM, KOTOpbIE CBUIETEIBCTBYIOT O TOM,
YTO TPOIECC KPUCTAUTM3AIMA HAYWHASTCA C O0pa30oBaHUsA OJMKHETO TMOpsAKa
(k1acTepoB) OTHOBPEMEHHO BO BcEM o00béMe 1a€HkH. IIpm 3TOM KpHCTAILIOB
pomOo3IpryecKkoit ¢aspl, B oTanuue oT wi€¢Hku BFO, Ha moBepxHOCTH WM MeK(pa3HOM
rpaHuile He oOHapyeHo. Ha peHTreHorpamMMe MPHUCYTCTBYET TOJBKO IIHPOKOE
aMop(HOE TaJI0 ¥ MUKW OT 3€PEH IIATHHBI.

Ha puc. 76, npeacraBieHbl M300paKeHUs CTPYKTYPbI TUIEHOK, OTOAOKEHHBIX MPU

T=550°C. Ha wu3oOpaxeHHMH TMOIMEPEUYHOr0 cpe3a B 00JacTU TUIEHKU BUJCH
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XapakTepHbIM  KOHTPACT, CBUACTEIbCTBYIOIIMM O HAJIWYAM KPUCTALIMYECKOU
CTPYKTYpHI (puc. 76a,0). ITO MOATBEPKIAETCA M COOTBETCTBYIOIICH MuU(PAKIIMOHHOMN
KapTuHO# (puc. 76B). TeMHOMoOJNIbHOE M300paKe€HUE OTACIIBLHOIO 3epHa MPUBEIEHO Ha

puc. 76 6.

2 1/nm

Puc.75. TIDM-u3obpaxenus B miaHe ctpyktypsl miéaku BFO(La), oToxox€HHOIM
npu T=500°C: a) o6mmii Bux u audpakIHOHHAs KapTUHA; O) YBEIMUYEHHOE
nzo0paxenue nop 6osbioro(~100aM) u Manmoro(~8 HM) pa3MepoB; B,I') CBETJIONOJIHHOE

u TeMHonosibHoe BPOM-u300paxenus yyacTka MmiacHKH.
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Puc.76 TIOM wuzob6paxenus minéaku BFO(LA), mocne omxura mpu T=550°C:
a) o0l BUJ — IOMEPEUYHBIN cpe3; 0, B) TEMHONOJbHOE H300paKeHHE OTACIHHOTO
3epHa  TUIEHKH U COOTBETCTBYIOIIass ~ MHUKpOAU(pAKIIMOHHAS  KapTUHA;

r) [IDM-u300pakeHre CTPYKTYPHI IUIEHKH B TUTAHE.
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[lo rpanumaM 3€peH KPHUCTAUIUTOB pACIONIAaTalOTCsl MOpbl. 3EpHAa HMEIOT
croibuatyto ¢GopMy H TpPOpacTalOT HA BCIO TONMMMHY IUIEHKK. Pasmep 3&pew,
U3MEpPEHHBIH 10 M300paXeHHWsM B IUIAHE, COCTaBISCT JOMM MKM (puc. 76r).
HeoOxoauMo OTMeTHUTh, 4TO JAaHHas MeTanu3anuonHas cucrema (Pt-TiO,-Si0O,)
o0namaeT XOpoIiel TePMUYECKOW CTaOMIBHOCTHIO: KaK BHUIHO U3 PHUC.76 TpaHUIIBI
cnoéB Pt m aaresmonnoro ciost TiO, poBHBIC, a CJIOW COXPAHSIOT IOCTOSHHYIO
TOJIIIUHY.

Ha pentrenorpamme ot 1wiéHkd, ortoxokéHHor mpu T=600°C (puc.77),
IPUCYTCTBYIOT TUKU TOJBKO poMOo3apuueckoit daszpl. B otnmuue ot mnénok BFO 6e3
JaHTaHa, MMKOB, COOTBETCTBYIOIIMX (pa3e, 0OOraméHHOW BUCMYTOM HE HaOIIOAeTCs.
HeoOxoqumMo OTMETUTh, YTO B JaHHOM COCTOSIHUM HAOJIOAAETCS 3HAYUTEIBHOE
yBenuueHue BbIcOThI THka (101) pomOosgpuueckoit ¢asbl, 4TO CBUIAETEIBLCTBYET 00
YBEJIIMYEHUU KOoJMuecTBa 3EpeH ¢ Takol opueHTanuen. CTpykTypa IUIEHKH
IPUHLMIIMATBHO HE U3MEHSETCS U MpeCTaBisieT co0o0il cronduareie 3épHa, pazMepoM
0.3-0.5 MKM ¢ mopam¥u 1o TpaHuliaM. 3€pHa UMEIOT TPOU3BOJIbHYIO opmy (puc. 78a-B),

pasmep 3€peH — 0,3-0,4 MKM.

I, umn Pt, R
:i"IIl)}l}lI|IFliIIII|IlIlll‘ﬂ’rrllilIII)llllIIIIIlll!l?l!\lllll!!l!lll
E ||
101r }’
i f
7 f \
1
|
; 012,, | | 202r
I 110x \\S A Pt, Si, R
1 ‘ | \
| I R M/
. A.J;L i JL«(.;.H,\»J;\LLH A/r\.uLuR.-uwu ; 1.¥t:
£ &£ & 4 £ $ & a 8 a4 € & g & 20,rpaxg

Puc.77. PentreHorpamMma, mojy4eHHass OT MHOTOCJOIHOM cTpykTypsl Fe-Bi-O-
La mnocne omkura npu T=600°C. Iln€énka xkpuctamiuzyercs ¢ 0oO0pa3oBaHUEM

POMOO3IpUUYECKOM (ha3hl.
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Counts

Paosition (urn)

I
Puc.78. TI9M wuzob6paxenus momnepeuHoro cpe3a miHku BFO(LA), mocie

omxura npu T=600°C: a) [IDM-u3zo0pakeHre CTPYKTYphI IIEHKU «B 11aHe», 0) [I1DM-

n3o0paxxenue mnomepeunoro cpe3a. B, I)HAADF-STEM wuzo0paxenue mormnepedyHoro

cpe3a u npoduiib pacrpeeeHuss XUMUUECKUX JIEMEHTOB BJIOJIb JIMHUU 1.
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EDX-ananu3 pacnpeneneHuss XMMUYECKUX 3JEMEHTOB B NONEPEYHOM CEYEHUU
IUIEHKM TTOKAa3aJl, YTO BUCMYT M JKE€JIE30 B MpoIecce OTKUIra AUPPYHIUPYIOT BIIIyOb
CJ104 IJTATUHBI U3 TUIEHKU, @ KPEMHHUI U TUTAH - U3 MOAJIOKKH.

[Io nmaHHBIM pEHTreHo(}a30BOr0 U 3NEKTPOHHO-MUKPOCKOIMYECKOTO aHaJIN3a
nociie omxkura npu T=650°C mnénka Takke KpUCTAJUIU3YeTCsl ¢ 00pa30BaHUEM TOJIBKO

pombosapuueckoit (assr, puc.79.

I, umn. 101r Pt, Pt, Si, R

Ferrirrirreirererrrerrrrrnd Cirrrirrrrrrrrrrrrrrrrrrrrrrrerrnd [
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R R

Puc.79 Crpykrypa mn€ukum mociie omkura nmpu T=650°C: a) peHTreHOrpaMMma;
0) CII-uzo6paxeHue MOMEPEeYHOro Cpe3a U COOTBETCTBYIOLIAS MHUKPOIU(BPAKIIMOHHAS

KapTHHA, B) U300paXKEHUE «B ILJIAHEY.
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NurencuBnocth nuka (101) B maHHOM ciiydae MakcUMalibHa, HEOJHOPOHOCTHU
0 BUCMYTY He OoOHapyxeHo. Ha m300paxeHHsX B IjaHe BHAHO, UYTO pa3Mep 3EpeH
3Toi (pa3el HAMHOTO OOJbIe, YeM B IUIEHKAaxX 03 JlaHTaHa B TOM JK€ HMHTEpBAJC
temneparyp omkura u cocrasiaser 0,2-0,3 mxm. HaGmromaercs Taxke HeOONbIIOE
pa3MbITHe ci10€B, Ha rpanuile Pt-TiO, B pe3ynbTaTe nHTeHCHbHUKALUU TU(H()Y3HOHHBIX

IIPOLCCCOB IIPH IMOBBIMICHUN TCMIICPATYPBI OTKUT'A.

3aKItoueHHE

[IpoBeneHo uccienoBanue CTPYKTYphl B (ha30BOro coctaBa TOHKHX MIEHOK BFO
u BFO(La) B wunrepBane temneparyp omkura 500-700°C. YcraHOBIEHO, 4YTO
TeMIepaTypa Hadajga KpUCTaUIM3aluu pombo3apudeckoi ¢assl BiFeO; cocraBiser
500°C. Pa3mep 3€pen coctaBmser 20-50 um mocie omxura mpu T=600-650°C. IIpu
MOBBIIICHUHA TEMIEPATYPhl OTKUTA MEHAETCS (Da30BBIM COCTAB TJIEHKU — MOSIBIISIFOTCS
daser BiFe,;Oy u BisssFegs; Os. WX KomumdecTBO BO3pacTaeT C  yBEIHYCHHEM
TeMIiepaTypbl oTxwura. [IpucyTcTBHE JaHTaHa B CTPYKType IUIEHKH TMPUBOIUT K
YBEIMYCHHUIO TEMIepaTypbl Haudana kpuctaumsauuu a0 550°C, mnéHka ocraéres
omgHodasnoit 1o T=700C, pasmep 3épen cocrapmser 0,3-0,5 mkMm. Takum 0GpasoM,
JETUpOBaHWE TUIEHOK JIAHTAHOM TIOBBIIIACT TEMIEPATypy KPUCTAUIM3AINN U
npeoTBpaiaeT o0pa3oBaHue HexenaTeabHbIX (a3 [135].

[Tpu Temnepatype T=550°C BbIAENSAIOTCS KPYIHBIC KPUCTAIIIBI IEPBUYHOM (Pa3bl
Bi,Fe,Oy Ha moBepxHOCTH IUIEHKH. [Ipy TOBBINICHHH TEMIEPATYPhl BBIPACTAIOT
KpymHbIe 3€pHa MepoBckuTHOW (a3sl BiFeO; mpu 3ToM BHYTpH 3E€peH TPOMCXOIUT
JOTIOJTHUTENBHOE BBIFCNeHHEe dacTull BiFe,Oq, Oonee Menkmx mo pasmepy. OTuM
oOBsicHAeTCsT OOoJbInasi pa3HUIla pa3MepoB dYacTuil 3Tod (a3el HabmOmaeMas Ha

cHuMKax [136].
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BoiBOABI
1. Mertogamu ADOM u PDA npoBeAeHO HCCIEIOBAaHUE MPOLIECCOB KPUCTATUIM3ALIUU
komo3uiuii  LITC/TBC-Pt-TiO,-Si0O,-Si, moayd4eHHBIX METOJOM  XHMHYECKOTO
OCAKJEHUS U3 PACTBOPOB, MIOCJIE H30TEPMUYECKOIO U Ja3€PHOTO OTKUTA:
- TOKa3aHoO, 4YTO KpHUCTAJUIM3alus MepoBckuTa HaumHaercss npu T=550°C c¢ pocta
chepudecKux 3apojbllliei, NpeuMylIeCTBEHHas OpueHTanus Kotopbix {111}
ompenensiercs: Pt cmoeM, (a3oBbIil coctaB maEHOK nocie orxura mpu T=550-650°C —
nepoBckuT (Pe) u mupoxiop (Py), nmpu T=700-900°C — ToIbKO EPOBCKHUT;
- TIpU YBEJIMYCHUU TEMIEpaTypbl OTKWra YCHUIMUBAETCS KOMIIOHEHTA TEKCTYphI
neposckuta {100}, koTopas cranoButcs nomunupyromeit npu T=900°C, yTo cBsiz3aHO ¢
ycwieHrneM Ju(d@(y3MOHHBIX TIPOIIECCOB B CIOSX TE€TEPOCTPYKTYPBI, COXPaHIETCS
BBICOKAs TEepMUUECKash CTaOWIBHOCTh CTPYKTYpPhl, HAWIy4llIue SJEKTpoduznueckue
CBOMCTBA MOJIy4€HBI nociie oTxura npu T=650°C;
- YCTaHOBJEHO, uTO KpucTtaumszauus miéHok L[TC B mpouecce na3zepHOro oTkura
MPOUCXOUT ¢ oOpazoBaHueM KpuctaioB Pe u Py, ux oObéMHas nomis onpeaesieTcs
SHEPrueH Jiazepa U KOJIMYECTBOM UMITYJIBCOB, B OTIIMYHUE OT U30TEPMUUYECKOTO OTKUTA,
3apOXKIEHUE U POCT ChepUUECKUX KPUCTAUIOB Pe mpoucxoasit B 00bEME MIIEHKY;
- YCTAHOBIEHO, YTO BO3JACHCTBHE JNa3epHOro mydka ¢ omeprueit 0,26-0,36 Jh/cm’
WHUIIMUPYET mporecc Kpuctawmszanuu miéHok ThC Bo BcéMm o0BbéMe, a B ciyuae
MpeBAPUTEIFHO KPHCTAIIN30BAHHOM MIEHKN TpU dHeprun nasepa 0,57-1,85 Jix/em?,
JIOKAJIU3yeTCsl B BEPXHUX CIIOSX, YTO MPHUBOJAUT K uX amopduzaruu. Mopdomorus
3¢PEH U COCTaB BHYTPEHHUX CJIOEB KOMITO3UIIMNA MPAKTUYECKU HE U3MEHSIOTCS.
2. VYcraHoBieHo, u4TO (a30BbIi cocTaB TEHOK Fegy.7gZrgNig.12, MOIYUEHHBIX
pEaKTUBHBIM MAarHETPOHHBIM HAIBUICHUEM Ha TMOJIOKKAX M3 KAPOIPOUYHOTO CTEKJIA,
MPE/ICTABIICH MEPECHILIEHHBIM TBEPABIM pacTBopoM ZI u N B a-Fe u nutrpugom ZrN c
I'IK-pemérkoit, B mia€HKax ToamuHoH (0,7 MKM CTENEeHb IEepeChIeHUs TBEPAOTO
pacTBopa BhIIIe YyeM B IéHKax tosmuHoi 1,8 mxm. Ilpu omxkmre (T=200, 500°C) B
MJIEHKE YMEHBIIAETCS CTENEHb MEePEeChIIeHUs TBEPIOTO pacTBOpa U 00pa3yroTcs (a3l

ZrN, Fe,N u y-Fe (T=600, 650°C). Ha rpanune mi€HKa-moJjI0KKa BCIEICTBHE
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BCcTpeuHoM nuddy3un a30Ta U KUCI0poia 00pa3yroTCs MePEXOqHbIN CII0I MepeMEeHHOTOo
coctaBa (0koj0 20 HM) 1 JOTIOJHUTENbHBIE HaHOpa3MepHbie (asbr ZrO, u Fe,N (X=2,4).
3. Ilokazano, uto cTpykTypa mIEHOK Fegy.75Zr10N10.1, pencTaBnena 3épuamu (dy,=3-5
HM), YacThb KOTOPBIX OOpasyeT cToy04aThle CKOIUICHHS, (QopMupyoomuecs B
HalpaBjeHuH pocta mi€Hku. CpeHuil pa3Mep 3epHa, pa3HO3EPHUCTOCTh U KOJIMYECTBO
CTOJIOYATHIX CKOIUIEHMHM Ooiblle B IUIEHKax ToimuHoi 1,8 Mxm. HaOGimromaembie
paznuuus CTPYKTypsl U (aszoBoro cocraBa miéHok 0,7 m 1,8 MKM 00yCIOBICHBI
CYILIECTBOBAHMEM U Pa3HHUIICH TEMIIEPATyPHOTO TPaJUEHTa, BOSHUKAIOIIETO B MIPOIIECcCe
HambUJICHUS] M OOECIEUMBAIOLIETO YyCIOBHUS sl  Oojiee TMOJHOTO MPOTEKaHUs
T Py3MOHHBIX TPOLIECCOB B 0Ooijiee TOJICTHIX IEHKAX. OnTtuMmalibHble (PU3MKO-
MEXaHMYECKHE CBOMCTBA IJIEHOK MPOSBISIOTCA nociie oTxkura npu T=500°C.

4. TlpoBeneHo MccaeaoBaHUe CTPYKTYPBI B (a30BOro cocraBa TOHKHX MméHOK BFO u
BFO(La) mocne omkura mpu T=500-700°C. YcraHOBJIEHO, YTO TeMIlepaTypa Hadaja
KpHUCTaTU3auu poMoosapudeckoit gaszsl BiFeO; cocraBmser 500°C. [Tpu noBbIIeHUH
TEMIIEPATypbl OT)KHTa TOSBIAIOTCS HecerHerodiekTpuueckue ¢Gaspl  BiFeOy u
Bis43F€05,06. JlermpoBanue JIaHTAaHOM MOBBIIIACT TEMICPATYPY KPUCTALIM3ALMU 0

550°C u npenoTBpamaet odpazoBanue HexenaTenbHBIX a3 10 T=700°C.
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