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BBenenue

AKTYaJIbHOCTD Uccjieq0oBaHusA. OKCUJIBI CO CTPYKTYPOU MEPOBCKUTA U3BECTHBI
CBOMMHU MHOT000pa3HbIMU (PU3NYECKUMH CBOMCTBAMHU, TaKUMH, KaK CETHETO- H
MbE303JICKTPUYECTBO, BBICOKOE CBETOMOIJIOMICHUE M MPOTOHHAS MPOBOJUMOCTb,
KOTOpbIE HaXOJSAT MPUMEHEHUE B BOJOPOJHOW M COJIHEUHON DHEPreTHKE, a TaKKe
MUKpO- © HaHodjekTpoHuke [1-3]. Illupokoe mnpuUMEeHEHHE IEPOBCKHTOB
OmpeNeaeTcsl TeM, UTO UX (PU3nuecKue CBOMCTBAa MOTYT B 3HAYUTEIBLHOW CTENECHU
YIPABJISITHCS PA3TUYHBIMU BO3JICHCTBUSAMU Ha KPUCTAJUIMYECKOE CTPOCHHUE, TAKUMHU
KaK M3MEHEHUE CTeXMOMETpuH, aedopmalus, JIETUPOBAHUE, CO3JaHuE €(PEKTOB,
dbopMHUpOBaHUE TOPUCTHIX CTPYKTYP U T.JI., UTO B CBOIO OUEPEIb OTKPHIBAET OOJIBIION
CIeKTp (YHKIIMOHAIBHBIX BO3MOXKHOcTeH [4,5]. BbICOkas YyBCTBHTEIBHOCTH
KPUCTAJUTMYECKOU CTPYKTYPHI IEPOBCKUTOB K IMOJOOHBIM BO3JICUCTBUSAM MTPUBOHNT, C
OJIHOM CTOPOHBI, K CO3/IaHUI0 HOBBIX MaTE€pPHAJIOB C YHUKAJILHBIMU CBOMCTBAMH, a C
JIPYTOM CTOPOHBI, K YCIOKHECHUIO TTOHWMAHUS BIIUSHHS CTPYKTYPhI Ha CBOMCTBA W
MIPOTHO3UPOBAHUS TIOCIIETHUX.

ToHKOTIIEHOYHBIE KOMIIO3UIIMM Ha OCHOBE IIMPKOHATAa-TUTAHATa CBUHIA
Pb(Zros;Tio4s)Os (PZT) ynepxuBaioT OONBIION WHTEpEC HCCASAOBaTEICH Ha
MPOTSHKEHUU HECKOJIBKUX JECATUIICTHH U YK€ IHUPOKO UCIIOJIB3YIOTCS JIJISl CO3/IaHUS
WHTETPUPOBAHHBIX CETHETORJICKTPUYECKUX YCTPOMCTB, TaKHX KaK
HSHEPrOHE3aBUCUMBIEC 3allOMUHAIONINE YCTPOMCTBA, pa3IMYHbIC BUJLI YCTPOWCTB
MUKPOMEXaHUKHA, OCHOBaHHBIE Ha TPSIMOM M OOpPAaTHOM MbE30JICKTPUUECKOM
addekre, mupoddhdexTe U IPyrux HEIUHEHHBIX CBOMCTBAX AKTUBHBIX AUJICKTPUKOB
[6,7]. Tem He MeHee, B HACTOsIIEEe BPEMsS HCCIICAOBATEIIbCKAE PabOTHI B JaHHOM
00JaCTH BEIyTCS MHTEHCUBHO W, B 3aBUCUMOCTH OT MPUMEHEHHS IUICHOK, UMEIOT
MPEUMYIIIECTBEHHO JIBa HAIpaBJICHUs: 1) yiydllleHHe CBOWCTB M ONTHMM3ALIUS
TEXHOJIOTUM  TOJYYEHUS TOHKOIUICHOYHBIX TeTEPOCTPYKTYp (C  TOJIIUHOM

byHKIHOHATBHOTO ¢10s A0 200 HM) /ISl KOMIIOHEHTOB MUKPO- ¥ HAaHORJIEKTPOHUKH,



HalnpuMep, SHEPrOHE3aBUCUMOM CETHETORJICKTPUUYECKOM OINEPATUBHOM MaMSTH
(FRAM) [6,8,9]; 2) nonydyeHne npHHIKIIHAIBHO HOBBIX CTPYKTYP U cBoiicTB [6,10,11].

B nepBoMm HampaBieHuH OOJBIION O00BEM HCCIAEAOBAHHUI MOCBSIIEH MOUCKY
HOBBIX DJJIGKTPOJOB JUIsl TETEPOCTPYKTYp, MOBBIMAIOIMNX (PU3NYECKHE CBOWCTBA
KOMIIO3UIIMA ¥ YJIEHIEBISAIOMUX HUX cedectouMmocTh. Ha gaHHBI MOMEHT
WCIIOJIB3YIOTCS  TUTATUHOBBIE  3JIEKTPOJBI, KOTOPBIC, HECMOTPS Ha BBICOKYIO
AIIEKTPOTIPOBOTHOCTb, PUBOISIT K MIPEKICBPEMEHHBIM YXYIIICHUSIM
CETHETOAIEKTPUUECKUX CBOMCTB KOMIO3UIUN (CErHETOANEKTPUUECKON YCTaIOCTH)
M3-3a MOBBIIIEHHON MJIOTHOCTU Je(EKTOB Ha TPaHUIIE pa3jieia «CETHETOIEKTPUK —
aekTpoy. Hapsany c¢ apyrumu okcuaamu, OJHUM W3 Haubosiee MepCleKTUBHBIX
SJIEKTPOAHBIX MaTepuaynoB sBisercs Hukenar jgantaHa LaNiOs (LNO), xoropsrii
IPEACTABIET COOOW MPOBOIAIIMN OKCHJ CO CTPYKTYPOUl NMEPOBCKHUTA U BbI3HIBAET
0COOBI MHTEpEC B KAayeCTBE MPO3PAYHOTO MPOBOMASIIETO CJIOS WX SJIEKTPOJIHOTO
MaTepraia B MHOTOCITOWHBIX KOHACHCATOPHBIX CTPYKTYpaxX Ha OCHOBE IEPOBCKHUTOB
U3-32 CXOJHBIX MapaMEeTPOB KPUCTALTMYECKON pPEIIeTKH, OTCYTCTBUS Oapbhepa s
TpaHCIIOPTa KUCJIOPOIHBIX BaKaHCH, MPO3PAYHOCTU B BUJIMMOM CIIEKTPE M BBHICOKOM
SJICKTPONPOBOIHOCTH B INUPOKOM jAuama3one Temmepatyp [12—16]. Kpome toro, B
MOJIHOCTBIO TIEPOBCKUTHBIX cTpykTypax LNO urpaert He TOIBKO pOJIb ANIEKTPOJIaA, HO U
CIIy’)KHT  3aTPAaBOYHBIM  CJIO€M, OOECHEYMBAIOIIUM KOHTPOJUPYEMBIA  POCT
nepoBCKUTHBIX TIeHOK [17,18]. Takue cBoiictBa LNO npuBOAST K IMOBBIIICHUIO
MUPOITEKTPUUYECKUX, TbE30JEKTPUUECKUX U CETHETOIJICKTPUUYECKUX CBOWCTB,
CHI)KCHHUIO CETHETODJIEKTPUYECKOH YCTAJIOCTH W YMEHBIICHUIO TOKA YTEUYKH
NEPOBCKUTONONO0HBIX cTpyKTyp [6,19]. Kpome wucnonp3oBanus B KayecTBe
anektpoaa, LNO mpeacraBisietr 60bII0i HHTEPEC U B APYTHUX 00JIACTAX, HATIPUMED,
13-3a CIIOCOOHOCTH BOCCTAHABIMBATH KUCIOPO/ JAaHHBIM OKCHJT HAXOAUT MPUMCHCHUE
B KaTaju3aTtopax, TOIUTMBHBIX sUeWKaX, Ta30BBIX CEHCOpax M CYNEPKOHJECHCATOpax
[20-22], B TO BpeMs Kak H3-3a BO3MOXXHOCTH CO3JaHHs OOJIBIIONW OpOHMTAIBHOM
nosspusarud Ni, LNO mpencraBisieT 3HAUMTENBHBIA HMHTEpPEC JUIS CO3JIaHHUS

BBICOKOTEMITEPATYPHBIX CBEPXIIPOBOIAIIMX FeTEPOCTPYKTYp [23-27].



B cBoto ouepenn, CTPYKTypa W COCTaB IJICHOK 3aBHUCST OT OCOOEHHOCTEH MX
nsrotopneHus [12,28-32]. Onurakcuanbhblie miieHkH LNO BbICOKOTO KadyecTBa MOTYT
OBITH IOJyYeHbl Ha MOAI0KKax MoHOKpuctaioB LaAlOs; u SrTiOz pa3nuuHbIMU
METOJaMH: MAarHETPOHHBIM HAIBUICHHEM Ha IIOCTOSIHHOM TOKE, MOJICKYJISIPHO-
Jy4eBOM SMUTAKCHEH, UMITYJILCHBIM JIa3epHBIM HambuieHueM u np. [33-36]. Takue
IUIEHKA UMEIOT HU3KOE YJIeabHOe conpoTusieHue B auamnazone 100-500 MxOm-cm.
OnnHako, hpu3MIecKue METOAbl TPEOYIOT JOPOTOCTOSIIETO BAKYyMHOTO 000PYI0BaHNS,
a WMCIOJh30BAaHNE MOHOKPHUCTAJUTMUECKUX TMEPOBCKUTOBBIX IMOIOXKEK €mé OOoJbIie
MOBBIMIAECT CTOMMOCTD MTPOM3BOICTBA TUICHOK M OTPAHUYUBACT pa3Mep IMOyIaeMOro
uznenusi. B cBA3M ¢ 3TUM, 0COOCHHO MEPCIEKTUBHBIM C TOYKH 3PEHUS MPOCTOTHI U
HPKOHOMHUYHOCTH METOJa SIBJISIETCS XUMHUYECKOe ocaxkeHue u3 pactBopoB (CSD) na
IITUPOKO UCIIOIh3YEMbIE KPEMHHEBBIC TIOITIOKKH. [ToMuMo cTomMocTr 000pyA0BaHMS,
CSD o06ecrnieunBaeT BBICOKYIO YHCTOTY IJICHOK U OOJIBIIYIO IJIOMIAb MOKPBITHS, YTO
OCOOCHHO BaXXHO TPH CEPUUHOM IPOM3BOJCTBE IOJYIPOBOTHUKOBBIX MPHOOPOB
[18,37]. Kpome Toro, MOHOCTHIO IEPOBCKUTHBIC TOHKOILICHOUHBIEC TeTEPOCTPYKTYPHI
MOXHO TIOJly4aTh B paMKax Toidbko MeTona CSD myTtem CMEHBI pacTBOPOB
npekypcopos [15].

OpnHako KpucTayinyeckasl CTpykTypa u cBoiictBa tieHoKk LNO, nmomydeHHbIX
MerogoM CSD, upe3BBIYaiiHO YYBCTBUTEIBHBI K TEXHOJOTHYECKHM IapaMeTpaM.
Ocoboe BausSHHE MOTYT OKa3bIBaTh COCTAaB pPacTBOpa NPEKypcopa, IOITOKKH,
TEMIIepaTyPHbIH U BPEMEHHOM pekuMbl cymiku U oTkura [18,38-40]. ITnenxku LNO,
nosrydeHHbple  MeTogoM CSD, 49acTo HWMEIOT MOPUCTYIO IMOJTMKPUCTAILUTHYECKYIO
CTPYKTYpY C PaBHOOCHBIMH 3€pHAaMH, PACIIOJIOXKEHHBIMH B TMOJCIOAX, BMECTO
KenmaeMoi crosiouaroi ctpykTypsl [37,41-43]. B oTiinure 0T MOHOKPHCTAITHYECKUX
MEPOBCKUTOBBIX  TOJJIOKEK KPEMHHEBBIC IIJIACTUHBI HMEIOT  CYIIECTBCHHBIC
ctpykrypHbie otauuns oT LNO u, xak mpaBuio, aMmop(dHbBIN NPUPOTHBIN OKCHJ Ha
MOBEPXHOCTH,  MPEIMSITCTBYIOMMK  dNUTaKcHalibHOMY  pocty  3epeH  LNO
HETMOCPEJCTBEHHO Ha momjiokke. OmgHako Omaromapsi oco6oit ckinonHoct LNO k
GbOpMHpPOBAHMIO  3aTPAaBOYHOTO  CJOS, a TakXke TIIATEIbHOMY  MOA00pY

TCXHOJIOTHYCCKUX napamMcTpOB paay aBTOPOB YKC yAaJ10Ch IMOJIYYHTD



OPUEHTHPOBAHHYIO cTONO4YaTyt0 cTpykTypy 3epeH LNO metomom uMMIyiIbCHOTO
nazeproro ocaxxacHus [33] u CSD [18,44]. B 1o ke BpeMsi MEXaHHM3M POCTa 3€PeH
LNO B mnenkax CSD 110 koHIIa HE U3y4YEeH.

Bo BTOpOI1 BeTBU pa3pabOTOK — CO3AaHUN HOBBIX MAaTEPHUAJIOB C YHUKAJIbHBIMU
CBOMCTBaMHU — 0COOBIM HAMPABICHUEM SIBJICTCS CO3/IAHME TTOPUCTHIX U KOMITO3UTHBIX
IUIEHOK HAa OCHOBE CErHETOANEKTPUKOB. CO3l1aHHME MOPUCTON CTPYKTYpPhlI ILIEHOK
MO3BOJISIET YNPABIATH 3JIEKTPOPU3HMUECKUMHU CBOMCTBAMH 34 CYET HM3MEHEHUs
JUAJIEKTPUUECKOM MTPOHUIIAEMOCTU U TEXHOJIOTMYECKUMHU CBOMCTBAMHU, 00eCIeunBast
MOJIyYeHHE Ka4YeCTBEHHBIX INIEHOK 0€3 pacTpeCKUBAHUs TONIIMHON OKOJIO 1 MKM iist
UCIIOJIb30BAHUSI HMX B COCTaBE pAa3JIMYHBIX MMKPOIJIETPOMEXAHUYECKUX CHCTEM
(MEMS) [45-4T7].

Pa3pabateiBarorcs pa3In4YHbIC CIIOCOOBI IOJTyYEHUS IOPHUCTOU
CETHETO3JICKTPUUECKON KEepaMUKH, TaKhe KakK J00aBiIeHHE M MOCIEAYIoLIee
BBDKUTaHUE MOIUMEpHBIX cdep, 3D-nevats u T. 1. [48]. B wactHOCTH, mONTyUeHMe
HOPUCTONW CTPYKTYpbl B CETHETOAIEKTPUYECKUX IUIEHKaX MOXET OBbITh JIETKO
OCYIIECTBIICHO 30JIb-Telb TeXHoNorusMu [49-51], mpu 3TOM B pacTBOp MPEeKypcopoB
N00aBJIIOT OPraHUYECKUE CTPYKTYpOOOpa3yIoIIHe areHThl — MOPOTEHbI, KOTOpHIE
BBOJSTCS B IJICHOYHYIO METAIJIOOKCUIHYIO CETb, (OPMHUPYS MPOCTPAHCTBEHHYIO
CTPYKTYpY MOp, ¥ pa3pylIaloTcs Ipu TEPMOOOpadOTKeE, OCTABIIAS MycThie Mopsl. [lpu
CO3JaHUM CBSI3aHHOM CHCTEMblI NOp TAaKWE IJIEHKH MPEACTABISAIOT MHTEpEC U s
CO3JaHUsl HAaHOKOMIIO3UTOB, B KOTOPBIX MAaTpPHILa IUICHKH 3alOJHAETCS JPYTrUM
MaTepuaioM, YTO T[O3BOJIIET KOMOMHHMpPOBAaTh (PYHKIMOHAJIbHBIE CBOMCTBA
CETHETOIEKTPUKOB (@ TaKke NHUPO- M IbE30IEKTPUKOB), JHUAJIEKTPUKOB U
MOJIyIIPOBOJHUKOBBIX MAaTEPUAIIOB M IOJIY4YaTh YHUKAJIBHBIE CBOMCTBA HTOrOBOIO
ycrpoiictBa [11]. MHoecTBO pabOT MOCBSIICHO MOMCKY HAWOOJee IMOIXOISIINX
MOPOT€HOB U TEXHOJIOTMYECKUX IapaMeTpoB, obOecrneynBaroumx (opMUpOBaHHE
ONTUMAaJIbHOM IOPUCTON CTPYKTYphl. B mocienHee Bpems MOSBISAKOTCS OTAECIbHbIC
paboThI MO MOJIYYEHHUIO CTPYKTYPUPOBAHHBIX CETHETORJIEKTPUUYECKUX MATEPUAJIOB C
Pa3TUYHON TOPUCTOM CTPYKTYpPOH, B OCOOCHHOCTH MHTEPEC MPEICTABIISET MOTyICHHUE

yIOPSIOYEHHOHN CTPYKTYyphI [52,53].



O06a HampaBieHUsS MCCIEIOBAHUM IUIEHOYHBIX KOMMO3UIMKA Ha ocHOBe PZT
OoOBeUHSET OTCYTCTBHE JOCTATOYHBIX CTPYKTYpPHBIX HcciefoBaHuil. Hampumep,
MPAKTUYECKU OTCYTCTBYIOT CBEJEHUS O JIOKAJIBbHBIX CTPYKTYPHBIX HEOHOPOIHOCTSIX
B JIaHHBIX TUICHKAX M O MexaHu3Me (GopmMupoBaHus cToIO09aTol CTpyKTyphl B LNO.
Takke HET HaHHBIX O TPEXMEPHOM CTPYKType mop B IuieHKax PZT, mosrydeHHBbIX
METOJIOM XHMMHUYECKOTO OCAXICHUSI U3 pacTBOpPOB. [Ipm 3TOM KOCBEHHBIE METOJIbI
MCCIICIOBAHUSI, OCHOBAaHHbIE HAa M3MEPEHUM PA3JIUYHBIX CBOMCTB MATEpHAJIOB, HE
MO3BOJISIOT CHOPMHUPOBATH MOJIHOE MPEACTABICHHUE O JISKAIINX B OCHOBE (PU3MUECKUX
MpoIeccax M YCTAaHOBUTh B3aMMOCBS3b MEXIY CTPYKTYpOM U CBOWCTBaAMHU
MIEPOBCKUTOB, IO3TOMY MpsiMasi BU3yalu3alus CTPYKTYPbI U UCCIEAOBAHUS METOJaMH
pacTpoBOM M MPOCBEUYUBAIONIECH 3JIEKTPOHHOW MHUKPOCKOIUU KpaHE aKTyalbHbI IS
JTAHHBIX MaTEPHUAJIOB.

Heabio padoThl SBISIETCS YCTAaHOBJIICHHE 3aKOHOMEpPHOCTEH (hopmMupoBaHus
cioeB LNO u PZT-LNO co cTtpykTypoidl TEpOBCKHTOB, a TakKKe OIPEACICHHUE
CTPYKTYphl MOpHUCTHIX IUIeHOK PZT u kommosuroB PZT/Ti-O Ha ux oCHOBE,
MEPCIEKTUBHBIX JJISI HPUMEHEHHS] B MUKPO- U HAHORJIEKTPOHUKE.

JI1st TOCTHKEHUS MOCTABICHHOM 11e7T HEO0X0AUMO OBLIIO PEIIUTh CJICAYIOIIUE
3agaum:

1)  BusyanmsupoBaThb 0COOCHHOCTH CTPYKTYPBI, a30BOr0 U JIEMEHTHOTO COCTaBa
kommo3uiii LNO-SiO,-Si, PZT-LNO-SiO,-Si, PZT/Ti-O u nopucteix mieHok PZT u
METOJaMH  DJIEKTPOHHOW  MHUKPOCKOIWHU,  JJIGKTPOHHOM  nudpakmum  u
HHEPTOJIUCTIEPCUOHHOTO aHAJIM3a.

2)  YCTaHOBUTH POJIb TEMIIEPATypPHBIX MMapaMeTPOB Ha KaKIOM JTale CHHTE3a
mieHok LNO meToioM XuMHUYEeCKOT0 OCaKISHUS U3 PACTBOPOB.

3)  IIpoananu3upoBaTh KHUHETHKY IMOCIONMHON Kpuctaumm3anuu IieHok LNO u
YCTAaHOBUTh MeXaHW3M (opmupoBaHusi cronduaTor cTpykTypsl TwieHOK LNO Ha
noiioxkkax Si-SiO; Ha OCHOBE MOJYYCHHBIX TAHHBIX.

4) Onpenenuth B3aMMHOE BIMsHUE clioeB B kommno3uiusax PZT-LNO-SiO,-Si u
YCTaHOBUTH ONTUMAJIbHBIE TEXHOJIOTUUECKHE MTapaMeTPhI JAJI MOJIYYSHHS CTOI0YaTOM

cTpyktypsl ciost LNO.



5)  OueHuTh BOZMOKHOCThH BU3yaTH3AIMH TPEXMEPHON CTPYKTYPBI ME30IOPUTCHIX
JTUAJIEKTPUUECKUX TNIEHOK TOMOTpapUUYeCKUMU METOJaMU U TI0JI00paTh ONTUMAJbHBIE
napamMeTpbl OKCIEpUMEHTa JUIsl  ONpENEiCHUS Pa3IMYHBIX  KOJMYECTBEHHBIX
XapaKTEPUCTHK.
6) Ha ocHOBe CTPYKTYpHBIX MCCIICJOBAHUIN ONPENEIUTh HauOOJee MOAXOIAIINE
MOPUCTBIC TUICHKH JUIA co3iaHus KoMmmo3uToB PZT/Ti-O myTtem 3amojHEHHS ITOp
METOJIOM aTOMHO-CJI0eBOT0 ocaxaeHus (ALD) v BBISBUTH CTPYKTYpHBIC OCOOCHHOCTH
MOJIYYEHHBIX KOMIIO3UTOB METOJIAMU MTPOCBEUUBAIONIEH 3JIEKTPOHHOM MUKPOCKOIUU
u OUII-POM nanoromorpadumu.

HayuyHnast HOBU3HA:
1) BmepBble mpH HM3YYCHHH SBOJIIOLMU MPOIECCOB KPUCTAUIM3AIMK  Ha
HAaHOYPOBHE BBISIBIICHA XUMUYECKasi U (pa3oBasi HEOJHOPOAHOCTh B BUJE PACCIOCHHUS
B tuieHKax LNO, nmoigydeHHbIX MHOTOCTOMHBIM METOI0M XUMHUYECKOTO OCAKICHUS U3
pPacTBOPOB C JIBYXJTAlHOW CYHIKOM UM TOCIEIYIOUMM OTKHUroM. Paccroenue
00yCJIOBJIEHO B3aUMOJICHCTBUEM MIPEKYPCOPOB C BHEIIHEH Cpeoi.
2)  Bmepssie moka3zaHo, uTo MexaHu3M kpuctaumuszanud LNO Ha mommoxkkax Si-
SiO; uMeeT TOMOTEHHBIH XapakTep 3apOXKIACHUS 3€PCH OJHOM (a3bl C MOCISAYIOMIEH
cTaauel pekpuctawmianuu. [IpensTcTBUeM MJii TETEPOTCHHOTO 3apOKICHUS B
MHOTOCJIOMHOM  TPOIIECCE  OCAXKIEHUS  SABISIIOTCA  JIOKAJIbHBIE  MCKaXEHUS
KPUCTAITMYECKON PEIIeTKH, BBI3BAaHHBIC (DIYyKTyallusIMH XHWMHUYECKOTO COCTaBa
MJICHOK Ha MOBEPXHOCTH cjoeB. C yd4eToM MeXaHHW3Ma KPHUCTAJIM3AlUU BbISBICHBI
yCJIOBHS (POPMUPOBAHUS CTOJIOUATON CTPYKTYPHI 3€PEH.
3)  MHccrnenoBaHa cTpyKTypa MOPHUCTHIX MIeHOK PZT ¢ mo0OaBieHHEM pa3indHbBIX
noporeHoB. B kayecTBe MOpPOTreHOB BIEPBHIE HCIOJIb30BaHbI OJIOK-COMOIMMEPHBIC
TIOBEPXHOCTHO-aKTUBHBIC BEIIECTBAa THIA Brij: MONMMATHICHTIIMKOIbL JT0ACIHIOBbIN
spup (Brij 30) u mommokcudtmnen (10) creapwnoseiii  adup (Brij 76).
[Ipoananu3upoBaHbl pa3auuus B CTPYKType TMpu (GOPMUPOBAHUU IUICHOK C
noporeHamu Tumna Brij u panee ucnonb3yemMbiM noauBHHUITIAPPOSnaoHOoM (PVP).
4)  BnepBbie mnpumeneHbl  MeToApl  DOUII-POM  HaHoToMorpadum s

XapakTepu3allii CTPYKTYphl MOPUCTHIX TUIEHOK PZT B 00beme. OOHapyXeHO, UTO
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Takhe TUIEHKH OO0Jalal0T YHHMKAJIbHON CBSI3aHHOW CHCTEMOHM MOp, YTO SBIAETCA
NEPCHEKTUBHBIM ISl CO3/IaHHsI HAHOKOMITO3UTOB Ha UX OCHOBE.

5)  Bnepssie cunTe3upoBanbl KOMIO3uThl PZT/TI-O myTem 3amoJHEHUS MOPUCTHIX
IUICHOK METOJOM aTOMHO-CJIIOEBOTO OCaXACHHS M HCCIEAOBaHAa WX CTPYKTypa U
CBOWCTBA.

IIpakTHyeckasi 3HAYUMOCTH PadoThl. Ha 0CHOBE MOMyYEeHHBIX CTPYKTYPHBIX
JTAHHBIX O MOPHUCTHIX IIeHKaX PZT criporHo3upoBaHbl EPCIIEKTUBEI CO3IaHUSI HOBBIX
(GyHKIMOHAIBHBIX HAHOKOMIIO3UTOB, MOJIYYEHHBIX 3aMOJIHEHUEM MOPUCTHIX CHUCTEM
pa3TUYHBIMHA MaTepHaIaMHU.

Onucannbiii  MexanusMm  kpuctaumzanmu  LNO  u momoOpannbie
TEXHOJIOTUYECKHE TMapaMeTphl TIO3BOJIAT ONTUMHU3UPOBATH MPOIECC TMOTYyUCHUS
IJIEHOK CO crojbuarod cTpykTypou. Takum o0paszom, OyAeT TOCTUTHYTa
BO3MOYKHOCTh YIIPABJIICHUS CTPYKTYPOH IJICHOK B paMKaxX MPOCTOTO JJisi peau3aiuu
B ITPOMBINIUICHHOCTH ¥ YKOHOMHYECKH BBITOIHOTO MpoIiecca.

[Tonumanre OCOOEHHOCTEH KPUCTALTUYECKOTO CTpoeHus 3iekTposoB LNO,
kommno3uniuii PZT-LNO, mopucteix mieHok PZT, KOMIO3UTOB Ha WX OCHOBE, H
CTPYKTYPHOU OOYCIIOBJICHHOCTH WX (PU3MUYECKHUX CBOMCTB IMO3BOJHUT HCITOJIB30BATH
JTAHHBIE KOMITO3MIIMM KaK OCHOBY JIJIi COBEPIIEHCTBOBAHUS KOHKYPEHTOCIIOCOOHOM
KOMITOHEHTHOM 0a3bl MUKPOAJIEKTPOHUKH B Poccun.

OcCHOBHBIE M0JI0OKEHHUsI, BBIHOCUMbIE HA 3aIIUTY:

1)  Kpucrammsamus LNO nHa mommoxkax Si-SiO; ocyiecTBisercss 10
MEXAaHU3MYy TOMOTE€HHOTO 3apOXKIAEHUS 3€PEH C MOCIEAYIONIEH PEKPUCTATUTU3AIUCH.

2)  OpHodazHas crosOuatas crpyktypa cios LNO dopmupyercs mpu
COOJIIOJICHUU CIEAYIONMX YCIOBHM: HU3KOTemmeparypHas cymka rnpu 1T=200°C u
OTKUT Kaxa0ro ciost He meHee 10 munyT ipu T=650°C.

3) Ha ¢opmupoBaHre MOPUCTON CTPYKTYphl IUIEHOK PZT Biusier BHJ
MIOPOTEHOB M TEMIIEpaTypa UX pacraja.

4)  Meron ®UIT-POM nanotomorpaduu 3pGekTUBeH s BU3yaTU3aIK 1

KOJIMYECTBEHHOM XapaKTEepU3aLMU CTPYKTYPbI MOPUCTHIX MIIeHOK PZT.
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5)  CasasHocTb 1op B tieHKax PZT+6,6 mac.% PVP u PZT+30 mac.% Brij76
MO3BOJIAET CHUHTE3UPOBATh KOMIIO3UTBHI MYTEM HX 3aIllOJHEHUS OKCUIOM THUTAaHA
METOJIOM aTOMHO-CJIOEBOT0 OCaXICHUSI.

JlocToBepHOCTH MOJIyYeHHbIX pe3yJbTaTOB. JloCTOBEpPHOCTh
NPEACTAaBICHHBIX B  paboTe  pe3ysbTaToB  OOYCIIOBJIEHA  HCIIOJb30BAHUEM
COBPEMEHHOI'0 aTTECTOBAHHOI'O OOOPYAOBAHUS MPU MPOBEACHUHU SKCIEPUMEHTOB U
CHEIUATN3UPOBAHHBIX TPOTPaMM OOpaOOTKM TIOJYYCHHBIX JIaHHBIX, a TaKKe
nyOJUKAIUsIMU B PEUEH3UPYEMbIX HAyYHBIX U3JIAHUAX W JOKJIAaJlaMd Ha Pa3InYHBIX
POCCUNCKHUX U MEXIYHAPOIHBIX KOH(EPEHIIMSIX.

AnpoGauust padorbl. OCHOBHBIE PE3YJNbTAThl JUCCEPTAIMOHHONW pPabOTHI
OITyOJIMKOBAHBI B 8 CTaThsIX B PEIEH3UPYEMBIX HAyUHBIX )KYpHAIaX, HHIECKCUPYEMBIX
MexxayHapoausiMu 0azamu (PUHILL, Scopus, Web of Science) u BKIIIOUEHHBIX B
nepedeHb Beaymux mnepuoanyeckux wu3ganuii BAK P®. Marepuanbl paGoTh
JOJIOKEeHBl B 15 jJokiagax W OOCYXIEHbI Ha CIEAYIOIUX HAlMOHAIBHBIX U
MEXIYHapOAHbIX HayudHbIX KoH(pepeHiusax: XXIX Poccuiickas koHdepeHuus mo
9NIeKTpoHHOH  Mukpockonuu (YepHoromoka, 29-31 asrycra 2022), XXII
Bceepoccuiickas  koHpepeHmus 1o (Qu3MKe  CerHeTodeKTpukoB  (YPDYVY,
ExatepunOypr, 25-28 asrycra 2021), IEEE International Symposium on Applications
of Feeroelectric (ISAF) (Virtual Conference, May 16-21, 2021), Bcepoccuiickas
Hay4YHO-TEXHHUYECKass KoH(pepeHuus cTyAeHTOB «CTylleHueckas HaydyHas BeCHa:
MammnoctpoutensHbie TexHonorum» (MI'TY um. H.O. baymana, 04-08 anpens, 2022
u 06-09 anpens, 2021), Hesstas Mexaynapoanast konpepenuusa «Kpucramiodusuka
U neopMaIMOHHOE MOBEACHHE MEPCIEeKTUBHBIX MarepuaioB» (MUCuC, Mockga,
22-26 nosiops 2021), Virtual Early Career European Microscopy Congress (2020,
November 24-26), MexnayHapoaHoit ommaiiH-koH(Mepennus «McciaenoBanue
CErHETORICKTPUUECKUX MATEPUATIOB POCCUMCKUMH y4YeHBIMU. CTOJIETHE OTKPBITUS
ceruerodnekrpuuectBay (C3-100) (ExarepunOypr, Yp®VY, 17-19 asrycra 2020),
XXVII Poccuiickas koH(epeHLUs MO 3JIEKTPOHHOM MUKpockonuu u VI mikona
MoJoabix yuénsix (HepHorosoBka, 5-6 centsiops 2020), Mechanisms and non-linear

problems of nucleation and growth of crystals and thin films (Saint-Petersburg, 01 —
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05 July 2019), XXVI MexnynapoaHas KOHGEPEHIUsS CTyIEHTOB, aclUPAHTOB U
MosoabiX yuéHbIX «JlomoHocoB» (MockBa, 8 -12 ampens 2019r), XXIII
Bcepoccuiickast koHGepeHIUs ¢ MEXAYHAPOIHBIM YYaCTUEM 10 HEOPTraHUYECKUM U
opranocuMKaTHbIM MOKpeITHIM (MXC PA, 7 - 9 okTs10ps 2019 1).

Jloknazipl o pe3yibTaTtaM padoThl ObLT yA0CTOEHBI UMEeHHOM (20221.) 1 nepBoit
(2019) npemuit Ha Monoaé:kHOM KOHKypce MHCTHTyTa KpucTtamuorpadguu uM. A.B.
[IlyonukoBa PAH, u oTMeueHbl HOMHMHAIMEW <JTy4IIMA JOKJIad» B CEKIHH
«DyHgamMeHTaIbHOE MaTEepUATIOBE/ICHHE M HaHOMAaTepHalibl» Ha MEXIYHapOIHON
KOH(EPEHIIMU CTYJEHTOB, AaCMHUPAHTOB M MOJIOALIX Y4YEHBIX «JlomoHOCOB-20191T).
Cratbs [A6] o marepuazaMm pabOThl OTMEUEHA KaK JIydlliasi CTaThs T0OJia B )KypHaje
Journal of American Ceramic Society. PabGora Oblia momaepskaHa Poccuiickum
doHIOM (yHIAMEHTAIBHBIX HCCenoBaHui (TpaHT «AcnupanTtsDy Ne20-32-90056).

Jlnunbiii  BkJAax aBTopa. OCHOBHBIE pe3yJbTaThl, W3JIOKEHHBIE B
JUCCEPTAIMOHHON paboTe, MOTy4YeHBbl JIMYHO COMCKATEJIeM: aHajiu3 JUTepaTyphl,
npoOOIOAroTOBKa 00pa3loB € IMOMOIIBI0 (POKYCHPOBAHHOIO HOHHOIO IydKa,
WCCJICIOBAHUS TIOTIEPEYHBIX CPE30B HCCIEAYEMbIX IUICHOK, aHallu3 IOJy4YEHHBIX
pe3ynbTaToB, oTpadboTka metona ®UIT-POM HanoTomorpadguu u ero peanuzanus C
MOCJICYIONIEH PEKOHCTPYKIIMEH M TMOJCYETOM KOJIMYECTBEHHBIX XapaKTEPUCTHUK
CTPYKTYp. ABTOp AWCCEpTallMM MPUHUMAI y4acTHe B MOCTAHOBKE IIEeNIeH W 3amay
WCCJICIOBaHMsI, HAIMCAHWN CTAaTel U MOATOTOBKE JOKJIAOB, B MOJYYCHUN W aHAIIN3E
nudpaKkTOrpaMM U JAHHBIX U3MEPEHUs dieKTpoconpoTuBieHus mieHok LNO.

Crpykrypa m o00bem auccepraumu. [lucceprauuss COCTOUT W3 BBEICHHS,
YyeThIpeX IJ1aB U 3akmodeHus. [lomublil 00bem auccepranuu coctaisieT 213 cTpanuil
neyaTHoro Tekcrta, BikItouas 80 pucynkoB, 12 tabmum u 17 dopmyn. Crucok

JUTEpaTypbl COACPKUT 243 HAUMEHOBAHUSI.
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I'nasa 1. JIuteparypHslii 0030p

1.1. OcobGeHHOCTH CTPYKTYPbI H CBOICTB OKCHIOB CO CTPYKTYPOii IEPOBCKHUTA

Marepuanbl cO CTPYKTYpOil MEpPOBCKUTAa — OOIIMPHBIN KiIacC MUHEPAIOB U
CUHTETUYECKUX MaTepHalIOB ¢ 00mIel cTpykrypHoit dopmynoit ABXs, rie A u B —
katuousl, A>B, X — anunon (O, F, Cl, As u 1p.). JlaHHBI# KJIacc MaTEPHAIOB MOy YT
Ha3BaHHE MO0 oJHOMMeHHOMY MuHepainy — CaTiOsz, KOTOpEIH, B CBOIO OYepe/b, ObLI

Ha3BaH B yecTb MuHepanora JI.A. IlepoBckoro.

1.1.1. CtpykTypa nepoBCKHTOB

NneanbHON CTPYKTYpOM IEPOBCKUTA — apPUCTOTUIIOM — IPUHATO CUMUTATh
KYOMUeCKyl0 pElIeTKY ¢ IPOCTpaHCTBeHHOH rpymmnoit Pm3m (Pucynok 1) [54].
Yetbipe KaTHOHA A C MOHHBIM PaJMyCOM T4 HaXOASTCS B MOJOXKEHHUSIX YTJOB KyOa.
Katnon B ¢ WOHHBIM pagnycoM Ty, pACHOJIOKEHHBIM B IEHTPE SYCUKH,
KOOPJIMHUPYETCSI € WIECTbI0 AHUOHAMM pAJUyCOM Ty, PACHOJIOKEHHBIMH B
IPAaHELICHTPUPOBAHHBIX MO3ULMUAX, OO0pa3ys OKTa’ApuyecKyro enuHuny BXe.
Oxrtasgpuueckue eIuHULbl (OPMHUPYIOT TPEXMEPHYIO CETh C OOIMIMMH YIJIAMH, B
KOTOPOM KaTHOHBI A pPAacIOJOKEHbl B MOJOCTAX M OKpPYyXE€Hbl |2 aHHOHaMW.
[TonyyeHHast B pe3ysibTare CTPYKTypa KPUCTAIIMYECKON PEelIeTKH OYeHb CTa0WIIbHA,
a B y31ax A u B MoxeT pacnonararbCsi 1 HOJAEPKUBATh 3aMELICHUE IUPOKHUI CIIEKTP
3JIEMEHTOB, 0OOraIas 3TO CEMEICTBO MaTEpHUaIOB MHOKECTBOM CBOMCTB.

Coenunenue SrTi103 00BIYHO CUUTAETCSA APXETUIIOM KyOHMUECKOTO NEPOBCKUTA,
XOTs 110 MHeHHIO aBTOpOB [55] KMQF; siBisieTcst mydiieit aabTepHaTHBOM, ITOCKOJIBKY,

B omyinune oT SrTi0s, oH ocraeTcst Kyoudeckum ot 3,6 K 10 Touku 1iaBiaeHus, a Ha
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€ro CTPYKTypy He BiusieT naiaeHue a0 50 I'ma. [Ins uaealbHBIX NEPOBCKUTOB

MapamMCTp PCHICTKHU 'COMETPHUICCKH OIIPCACIIACTCA KaK

a=V2(r,+1)=2054+r1) (1)

Pucynok 1. MneanpHast KyOndeckas CTpyKTypa nepoBckuta [54]

B peanbHBIX MEpOBCKUTAX, TAKOE COOTHOIICHHWE HMOHHBIX PAJMyCOB YacTO HE
COOJTFO/TaeTCS, W BO3HUKAIOT MCKAKEHUS PEIICTKH, CTAaOUIN3UPYIOIINE SYCHKY TpH
MOHIKEHUN CcHUMMETpUH. CTaOWIBHOCTh CTPYKTYPBHI TIEPOBCKHTA MOXET OBIThH
OIlICHEeHa Yepe3 (DaKTop ToNepaHTHOCTH, WK (akTop ["onpammuara (t):

_ (rA + rx)
- V2(rg + 1)

CDaKTop TOJCPAHTHOCTH IIOKA3bIBACT, HACKOJBKO CHJIBHO OT HI[GEUII)HOIZ

(2)

YIAKOBKM MOTYT OTJIMYaThCS HMOHHBIE PaJUyChl TPU COXPAHEHHH CTPYKTYPhI
nepoBckuTa. OH OTpa)xaeT CTPYKTYPHBIE HMCKAKEHUS, CHIIBI CBSI3M, BpAICHUE U
HAKJIOH OKTa’apoB W T. 1. [56]. VcmoBue t=1 mnpeacramiser coOOM «IUIOTHYIO
YIIAKOBKY» B CTPYKTYp€ NEPOBCKHTa, MPU KOTOPOM, KaK MpaBujo, HaOJrOAaeTCs
ujecanbHas KyOwueckas cTpykTtypa. OpHako, Tpu OTKJIOHEHHH  (akTopa
TOJIEPAHTHOCTH OT €IMHHIBI CTPYKTypa MEPOBCKHUTAa CTAHOBUTCS HECTAOMIIBHOW U
MOSIBIISIFOTCS. UCKAXEHUSI, IPUBOIAIINE K MOHMKEHUIO CUMMETPUU petieTku. Tak, npu
t<l pa3zmep 3neMEHTapHON STYEHKH OonpeiesieTcs IOHOM B-mo3uinuu, u B pe3ynbTaTe

HMOHBI A-TIO3UIIUA UMEIOT CIUIIKOM MHOTO IIPOCTpPaHCTBA )il Kosiebanuit. [Ipu Takom
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COOTHOUIIEHWH MOHHBIX PAJINYCOB MPOUCXOJNUT BPALICHUE OKTAIPUUECKUX E€AUHHUL] U
HAOJIOMAeTCsl HUCKAKEHHE KyOMYeCKOW CTPYKTYpbl 1O POMOODIPUYECKON WM
opropomouueckor. Ilpm t>1 B ayeMeHTapHOM sYeiike NPOUCXOAUT oOpaTHas
cuTyalnusi, T. €. B 3TOM CIy4a€ HWOHbl B-NO3WIMKM HMEIT CIUIIKOM MHOTO
MPOCTPAHCTBA IS KojeOanuil. B TakoM ciydae mepoBCKUTHI OOBIYHO HCIBITHIBAIOT
MOJISIPHBIE (CETHETOANEKTPUIECKUE) MCKAKECHHUS W HAOII0MaeTcs CABUT aTOMOB W3
cBomx To3uruii [4,56,57]. B menom, moHmwKeHNE CHMMETPUH HICaTbHON KyOMIeCKOH
PELIETKN TMEPOBCKUTA MOXKET OCYIIECTBISATHCS ITyTEM CMELICHHUS KaTHOHOB A
OTHOCHUTEJILHO UJEaTbHBIX MO3UINHI, a TAK)XKE BpalllEHHEM, HAKJIOHOM, AedopManueit
okta’ipoB BOg wiam komOuHarmen mepedncieHHbix (akropoB [4]. Taxke Ha
CTPYKTYpPY U CBOKCTBA IEPOBCKUTOB OKAa3bIBAECT BIHUSHUE YIIOPSAOUYECHUE KATUOHOB U
obOpasoBanune BakaHcuii B A, B, mmm X mnosmmmm [55]. Yacto nedopmaruio
KPUCTAJLUTNYECKOU pElIETKU EPOBCKUTA OLIEHUBAIOT yepe3 yroa B-O-B.

HezaBucumo OT TOro, Kakue MCKaXEHHUS KPUCTALINYECKOW PEIIETKU
MNPOSIBISIIOTCS B KOHKPETHOM  MaTepuane, 4YacTO MEPOBCKUTHI  OMUCHIBAIOT
OTHOCUTEJIBHO MSATHATOMHOW IICEBAOKYOMYECKON 3JIEeMEHTapHOW SUYeHKH, KOTopas
ABJISIETCS OOIIEeH I BceX coenrHeHui. Takol moaxoa UCnoib3yoT, HallpuMep, s
CpaBHEHUSI MApaMeTPOB ICEBJAOKYOMYECKON PEIIETKH B PA3HBIX MEPOBCKUTAX JIJIS

YCTaHOBJICHHSI UX CTPYKTYPHOT'O CXOJCTBA.

1.1.2. MHoroo0pa3ue u NpuMeHeHHe EPOBCKUTOB

Krnacc mepoBCKUTOB O4YeHBb OOIIMPEH, M TMPEACTABICH KaK CHHTCTHUYCCKUMH
MarepuajgaMH, TaK U MUHEpalamMu. B mpupoae mepoBCKUTHI BCTPEYAIOTCS B BUJIE
OKCUJIOB, (TOPUAOB, XJOPUIOB, THAPOKCUIOB, apCEHHUJIOB, AHTUMOHHJIOB,
UHTEPMETAUIMYECKUX COCAMHEHMH u cuimkaroB [55]. Kpome mpupoaHbix
MEPOBCKUTOB, YK€ HECKOJIbKO JECATUIIECTUN aKTHUBHO BEIYTCS pabOThI MO CHUHTE3Y,

HCCIICAOBAHUAM CTPYKTYPhI U CBOMCTB CUMHTETHUYECKHUX INEPOBCKHUTOB U POACTBCHHBIX
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coenmuHeHmit. JTta pabora oO0ycioBieHa (PAKTUYECKUM ©  TOTCHITUATHHBIM
MPOMBIIIVIEHHBIM HUCIIOIB30BAHUEM MAaTEPUAIOB CO CTPYKTYPOU MEPOBCKUTA B CAMBIX
pa3HbIX  00JacTsIX:  OT  CETHETORJIEKTPUYECKOW  KEepaMHUKH,  YCTPOWCTB
CBEPXITPOBOANMOCTH u TUTaHTCKOTO MarHUTOCOIIPOTHUBIICHUS 10
(oToranpBaHNYECKHX 3JIeMeHTOB [6]. Bosbias yacTs 3Tol paboThI OblJIa OCHOBaHA Ha
HAOIOJICHUN, YTO CTPYKTypa TMEpPOBCKUTA 4YpPE3BbIUAHHO THOKAa B OTHOIICHUU
KaTHOHHBIX U aHMOHHBIX 3aMEIICHUI M yCTONYMBa K HOHHBIM AedexTam. B oriamune
OT MHOTHX JIPYTUX CTPYKTYPHBIX TUIOB, KQXKIbIHA AJIEMEHT MEPUOANIECKON TaOIUIIbI,
BKJTIOYast OnaroponHbie rasel [58,59], MokeT ObITH OOHApYXEH B TOM KU WHOM
BapUaHTE COCIMHECHUI CO CTPYKTYpOii IepoBcKuTa [55].

Ha pucysnke 2, 3auMcTBOBaHHOM U3 paboThl P. Pos [60], mpeacraBieHb! THITBI
MHO>KE€CTBEHHOTO HOHHOTO 3aMEIIEHUs B PEIIETKE IEPOBCKUTA U peabHbIC IPUMEPHI
TakuX CTPYKTYp. OJIHUM W3 OCHOBHBIX OTPaHUYCHHI MOHHOTO 3aMEIIEHUs SBIISETCA
TO, 4TO, B OTJIMYME OT CTPYKTYp I'PaHATa U MINMHEIH, Hebonbiue HoHbl <~0,6 A He
MOTYT OBITh Pa3MEIIEHbI, TOCKOIbKY B CTPYKTYpPE MEPOBCKUTA HET TETPAdAPUUECKUX
nosuiii  [56]. Kpome 3amemieHusi, ympaBieHHE CTPYKTypOd U CBOWCTBAMH
IICPOBCKUTOB BO3MOXKHO CO3JaHHMS KaTHOHHBIX WJIM aHHMOHHBIX BakaHcuil [61,62],
yrnopsiioueHust MoHOB [56,63], dhopmupoBaHust ciaoucThix CTpykTyp [64]. Taxkas
BApUATUBHOCTh BO3JEHCTBUI HA CTPYKTYpPY M IMOJTYYaEMbIX CBOMCTB 0O€CIeYMBaET
HEyracaeMblii MHTEPEC YUEHBIX K H3yUEHHUIO CAMBIX Pa3IMYHBIX IEPOBCKUTOB.

CriocoGHOCTh MEPOBCKUTOB 00Pa30BbIBATH MHOTOKOMIIOHEHTHBIE COEIMHEHUS
MyTeM 3aMelIeHNs KaTHOHOB ¢ Mo3ulnii A U B BeZeT kK BOSHUKHOBEHHUIO Pa3IMUHbIX
CIIO)KHBIX COEIMHEHUH, 00JIaalolIX OCOOBIMU 3JIEKTPUYECKHUMH, ONTHUYECKHMH,
MarHUTHBIMH, CETHETORJICKTPUICCKUMU, MBE303JIEKTPUIECKUMH,
MUPONICKTPUIECKIMH, CBEPXIIPOBOJHUKOBBIMU, CETHETOMArHETHUECKUMHU, u
KaTaJUTHYEeCKUMU cBoiicTBamu [54,65]. Hekoropeie BbIgaromIecss CBOWCTBA

OTJCJIBHBIX MTEPOBCKUTOB MPEICTaBICHBI Ha pUCyHKe 3 [56].
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Pucynox 2. Tumbl MHOXECTBEHHOTO WOHHOTO 3aMEIICHHUS B PEIICTKE

nepoBckuTa [60]

KoHaeHcaTopbl € BbICOKUMM MMranTckoe MWKPOBOSIHOBLIE
3Ha4deHueMm k MarHeToCOnpoTUB/IEHME AN3NEKTPUKKA
BaTiO; LaMnOs5,; Ba;MgTa,0q
CBepxnpoBOAHUKMU [MepoBCKUTHI [Mbe303/1eKTPUKHK
YBa,Cu30;.5 AXIBYIX Pb(Zr, Ti)O;
KaTanusaTtopbl N3onatopbl [MpoBOAHUKMN
La(Co, Mn)O5_, SrTiO; LaCrO,

Pucynok 3. OcoOble cBOHCTBa HEKOTOPBIX MIEPOBCKUTOB. AanTupoBaHo u3 [56]

MHoroo0pa3Hble CBONCTBA MEPOBCKUTOB OMPEEIAIOT UX IPUMEHEHUE B chepe
MUKPO3JIEKTPOHUKH, KaTAIU3€, JHEPIreTUKE U MHOTHUX APYTHX.

[Ipssmoit  mbe3onnekTpuueckuit  3dexr, HaOmoAaeMblii BO  MHOTHUX
NEPOBCKUTAX, JIEKUT B OCHOBE HEKOTOPBIX YCTPOMCTB cOOpa 3SHEpIuu,

npeo0pa3yoNnMx MEXaHHYeCKYyI0 JHEprui0 B 3JekTpuyeckyio [48], Torma kak
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oOpaTHBI AaKTHBHO HCIIOJNB3YETCS TIPU CO3JaHUHM AKTI0ATOPOB, TIE TpeOyroTCs
OOJbIIME MEXaHWYECKUE CMEIICHUS B OTBET Ha MPUKIAIBIBAEMOE JJIEKTPUUYECKOE
nosie. [Ibe30amekTprueckre MaTepuabl SIBISIOTCS OJTHUMU U3 HAauOO0JIee MOIX 0 IAINX
MaTepualioB JJIsl UHTETpAllMd B MUKpOdJIeKTpoMexannueckue cucteMbl (MOMC) us-
324 UX TPEBOCXOAHOM dAPPEKTUBHOCTU TMPEOOpPa30OBaHUSI DSHEPIHH  MEXKIY
MEXaHUYECKUMU U DJICKTPUICCKUMHU 00JIaCTSIMH Jake B Mukpomacirade. [Ipuanmas
BO BHHMaHHE OOBIYHBIE 3JEKTPOCTATHUYECKHE WIM eMKocTHeie MOMC,
(GyHKIMOHAIBHOCTh  O0ECNeYnBaeTCs CHeUU(PUUECKUMU MHUKPOCTPYKTYpaMu U
peanu3yercsi TEXHOJIOTHUSIMU TIPOU3BOJACTBA KpeMHHs. C Opyrol CTOPOHBI, €CIU
WHTETPUPOBATH MbE303JIEKTpuUYecKuil Matepruan B MOMC, nosiBIsieTCsl BO3MOKHOCTb
peann3oBaTh HOBbIE (DYHKIIMU B TOpa3o 0OoJjiee MPOCTOM CTPYKTYpe, TaKOW Kak
KaHTUJIEBep Wi auadparma.

Marepuaiibl CO CTPYKTYpOil IEPOBCKUTA JEMOHCTPUPYIOT IIUPOKUM THANa30H
IMPOBOJAMMOCTH: CpPEAM HUX HAXOAATCS JUAJIeKTpuKkd  (Hampumep, SrTiOs),
cernetoasiektpukn  (BaTiOs3), antucernerosnexktpuku (NaNbOs), mnpoBoaHukH
(La(Cr,Mn,N1)O3) u ceepxnpooauuku (YBCO) [56]. Xors B Teuenue 30 ner
MEPOBCKUTHASA CTPYKTypa IOMHUHUpPOBAJIa B MHUPE JUAJEKTPUKOB, BCKOpE OBLIO
3aMe4ueHo, 4TOo KoMOuHaiust noHoB 4f B mo3unuu A u nonos 3d B mo3unmu B gaer
JIOCTATOYHO MPOBOJsIIKE (ha3bl IPU KOMHATHOM TeMIepaType U MPU OYEHb BHICOKUX
Temneparypax [56].

Cpenu TEpOBCKUTOB TaKXKe€ BBIACISAETCA TIpyNla HUKEIATOB HA OCHOBE
pPEIKO3EMENbHBIX METAJJIOB, KOTOpbIe OO0JIaJaloT B Pa3HBIX TeMIEpaTypHBIX
JMana3oHax MPOBOIHUKOBBIMH U JHUAJICKTPHUUECKUMU cBoiicTBamu [4]. CTpykTypa u
¢dusnueckue cporicTBa HukenaroB RNiOs, rie R — TpexBaieHTHBIC peIKO3eMeIbHbIC
metaiel La, Pr, Nd, Sm u np., B 3aBucHMMOCTH OT (aKkTopa TOJCPAHTHOCTH,
temnepaTypbl ¥ yria Ni-O-Ni mpeacrasineHsl Ha pucyHke 4. OIHUM U3 TJaBHBIX
CBOMCTB HUKEIATOB, 3a HCKItoUeHHeM HukesaTa JanTtana LaNiOs, ssiasercs Hamnane
pe3KOro mepexojia METaJUI-TUAJIEKTPUK, TeMIlIepaTypa KOTOPOTO YMEHBIIAETCs ¢
YBEITMYCHHEM KaTHOHHOTO pajuyca (TakK ke ¢ yBeTndeHrueM (pakTopa TOJIEPaHTHOCTH

u yria Ni-O-Ni). [Ipu Beicokux temnepatypax RNiOz nmposBisioT MeTauinyeckue u
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napaMariMTHBIC CBOﬁCTBa, B TO BpEMA KaK B JHUIJICKTPUICCKOM COCTOAHHUN

HaOJTIOTAl0TCS TAKKe U aHTU(EPPOMArHUTHBIC CBOWCTBA [4].

<Ni-O-Ni> yron (°)

™ * © © © Vv A Vv
. . . B 7\. . B . .
'\‘;b '\6‘\ '\b/‘\ '\ODQ '\63 '\(O(]/ '\6\ \63% '\QDOD
1 | | | | |
e BTy @ Tnge
500 (Pbnm) (R3c) |
. (P2;/n) MapamarHeTuk, .
X 400 MapamarHeTuK, NPOBOAHUK
© r AnanekTpuk - BD . |3 i
o
"y
© 300 -
o
)
=
ﬁ 200 il
(P2,/n)
100 AHTUcbeppomMarHeTuK, -
AnanekTpuk - BD |
La
O f | ! | ! | L 1 1 | ! | 1 | 1 ]

086 087 088 089 090 091 092 093 0.94
dakTop TonepaHTHOCTHN ¢

Pucynok 4. ®a3zoBas nuarpamma cemeiictBa RNi1O3, 0600maromas 3B0oJ0LHI0
CTPYKTYpBI, a TaKXKe TeMIIepaTypbl Tepexoja MeTaul-TudJekTpuk u Heens B
3aBUCUMOCTH OT K03(HIireHTa TOJIEPaHTHOCTH t (HMXKHSS och X) U yria <Ni-O-Ni>

(BepxHsist och X). BD yka3bIBaeT Ha IUCTIPOTIOPIIMOHATILHOE COCTOSIHUE CBsI3U [4]

Kpome Toro, orpomnHas paGoTa TmpoBeleHAa YYEHBIMH IO IIOUCKY
BBICOKOTEMIIEPATYPHBIX ~ CBEPXIIPOBOJHUKOB Cpelu TEpOBCKUTOB [56]. U3-3a
YHUBEPCAIBHOCTH CTPYKTYPbI IEPOBCKUTA, JEMOHCTPUPYIOLIEN MIMPOKHUI JTHAMNA30H
MPOBOJIMMOCTH, COEIMHEHUS 3TOI0 CEMEMCTBa SBJIAIOTCS OCHOBHBIMH MaTepHUalaMu

JUTSl YCTPOMCTB B 00J1acTH diekTpokepamuku (Tabmmma 1).



Tabmuma 1.

SIIEKTPOKEpaMUKH [56]

20

OcHOBHBIE MaTepuanbl IS HEKOTOPBIX YCTPOMCTB Ha OCHOBE

O6nacTh NpUMEHEHUs

Matepuaibl co CTPYKTYpOi IEpOBCKUTA

MUKpPOBOIHOBBIE TUIIEKTPUKH

Ba(Zn13Nb213)O3, Ba(Mg13Taz/3)0s
MOIH(MHUIMPOBAHHBIE COCTABBI

MI/IKpOBOJIHOBLIe JUDJICKTPHUYICCKUC
MMOJJIOKKHU JISI BBICOKOTCMIICPATYPHBIX
CBCPXIIPOBOJHHUKOB

LaAlO3, NdGaOs, Sr(AlosTags)03, Sr(AlosNbos)O3

NOx ceHcopsl LaFeOs

JvanekTpuieckne pe3oHaTophbl BaZrO3

Pesuctopsl BaRuOs

[TpoBoasIINE IITEKTPOIBI SrRuOs3, LaCo0O3

CBepXIpPOBOIHUKU YBCO, BiSCO, Ba(Pb,Bi)O3

Marepuasl Jisl J1a3epoB YAIO3

deppomMarHeTuku (Ca,La)MnO3

HpOI/ICXO}KHGHI/Ie CCTHCTORJICKTPHUYICCTBA B IICPOBCKUTAX CBs3aHO C

OCOOEHHOCTSIMM  KHCIIOPDOJHOTO  OKTa’JApHuYecKoro  3BeHa. B mpocThix
CETHETOAJICKTPUKAX (pu TeMIiepaType HUKE Te) MIPOUCXOXK]ICHUE

CErHETORJICKTPUYECTBA B BBICOKOCUMMETPUYHOM MapadJIEKTPUYECKOM TEPOBCKUTE
omnpenenseTcs IByMsl HepaBHbIMU paccTostHUusIMU cBsizu T1-O(1) u Ti-O(2) (4, Takum
o0Opa3oM, yMeHbIIIeHneM cuMMeTpun m3m ao 4mm). [lpu remneparype nepexona Tc,
korma Ti-O(1)=Ti-O(2), HWCKaKEHHBIM IEPOBCKUT CHOBAa IEPEXOJUT B
BBICOKOCHMMETPUYHYIO KyOndeckyto ¢azy m3m [56].

[IOBBIIIEHHBII MHTEPEC K CETHETOANEKTPUKAM CO CTPYKTYpOW NEPOBCKHUTA B
nocjeaHee BpeMsi YaCTUYHO CBSI3aH C TEM, YTO OHHU CUMTAIOTCS XOPOIIUMHU
KaHAUAaTaMu JUIsl YCTPOMCTB DSHEPrOHE3aBUCHUMON MaMsATH C MPOU3BOJIbHBIM
noctynoM (FRAM) u3-3a ux BEICOKHX 3HAUCHUH TUAICKTPUICCKON POHUIIACMOCTH U
rucTepe3rca uX TNOJSpHU3alUM B 3aBUCHUMOCTH OT 3JIEKTpuYeckoro mois. J[Ba
COCTOSIHUSI CIIOHTAHHOW MOJIAPU3ALMUA HMCHOJIb3YIOTCS KaK JIOTUYECKUE COCTOSTHUS
3alIOMUHAIOINIETO YCTPOUCTBA, HE TPEOYIOIIETO PE3EPBHOTO MUTAHMS JJISI COXPaHEHUS
xpanumoir uHpopMmaiuu. DaKTUYECKH, BCTPAUBAEMbIE CETHETODJIEKTPUUECKUE
3allOMUHAIONINE YCTPOMCTBA pPacCMaTpPUBAIOTCS JJIsl peaiu3allid B KOMMEPUYECKUX
YCTPOMCTBAX, TAKMX KaK COTOBbIE TelnedOHBI W cMapT-KapThl. J[ms 3Toi obnactu

paccMaTpUBAINCh PA3IUYHBIE MaTEpHaibl CO CTPYKTYpPOH MHEPOBCKUTA, TaKUE KaK
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TaHTajgaT cTpoHnus-sucmyta SrBixTa,Og¢ (SBT), Tutanat Gapusi-ctpoHIius BaxSri.
x 1103 (BST), La-3ameriennsiii Tutanat BucmyTta BisxLaxTi3012 (BLT) u nupkonar-
taTaHaT  cBuHOA  PbZkTi14xO3  (PZT). Cpemu  3TUX  NEPOBCKUTHBIX
CETHETOAJICKTPUIECKUX MaTepuasioB Tobko aBa — SBT u PZT — Obumn cepbe3Ho
paccmotpenbl s npuMeHeHuss B FRAM. OpHako CyIIEeCTBYIOT ONpENEIICHHbBIC
MPENATCTBUS HAa MyTH K MX MEpPexoay B MPou3BOJCTBO. Hampumep, KOHIEHCATOPHI
SBT ¢ Pt-snekTpogaMu JEMOHCTPUPYIOT HE3HAUUTEIBHYIO YCTaJIOCTh, HO BBICOKHE
temriepatypbl cuHte3a SBT (750-850°C), mpeBbIIalOT MNpeaenbl CTaOUIbHOCTH
KPEMHUSI U HIDKEJIeXKaluX O0aphepoB, UTO MNPUBOJAUT K HHTEHCHBHOM B3aMMHOM
mudy3un U OKHCICHUIO KPEMHHMEBOM IUIACTHHBI, & COOTBETCTBEHHO M K TUIOXOMU
pabote ycrpoiictBa. PZT ¢ 3Toi TOukM 3peHHs SABIAETCS Oojiee MEPCHEKTHBHBIM
MatepuanioM st FRAM, Tak kak BbICOKOKadecTBEHHbIE ciion PZT MoryT ObITh
BBIpAIlIEHbl OOJBITMHCTBOM METO/OB Mpu Temiepatypax S500-650°C, uro nemaer
BO3MOXXHBIM €r0 HWHTETPAlMI0 B KPEMHHEBYIO TexHosoruto. Kpome toro, PZT
o0JnajiaeT MPEeBOCXOIHBIMU CETHETODIEKTPUUECKUMH CBOMCTBAMU, TAKMMH Kak OoJiee
BBICOKAsl AMAJIEKTPUUYECKas MPOHUIIAEMOCTb, 00Jee HU3KOE KOIPLMUTHUBHOE IOJIE U
OoJiee Bbicokasi Temreparypa Kiopu no cpaBHenuto ¢ BST, a Takke BbIIarOITUMUCS
MbE303JICKTPUYECKUMU CBOMCTBaMH, KOTOPBIE YK€ HAIUIA MPUMEHEHHE BO MHOTHX
obmactsax [56]. MuKpoHACOCHI IUIsI  TOJOBOK CTPYWHBIX TNPUHTEPOB U
MUKPOTHPOCEHCOPHI, COCTOSLIUE U3 TOHKHUX IUIEHOK PZT yxe mocTynuiy B Ipogaxy
[66]. Kpome Toro, B 2017 rogy B KOMMEPUYECKUE KECTKUE AUCKH OBLIM YCTAaHOBIICHBI
JIBYXCTYTIEHYAThIE TIPUBOIbI C UCIIOIB30BAaHUEM MEPEHECEHHBIX TOHKUX TIJIeHOK PZT.
Urto Kacaercs Ipyrux NpUiIOKEHUN NPUBOIOB, IPUIIATAIUCH TOCTOSIHHBIE YCUITUS JIJIS
pa3zpabotku 3epkanr MOMC-ckanepa W NPUBOIAOB aBTO(POKYCHPOBKH B Kamepax
[67,68]. Kpome Toro, poOOThl MHJUIMMETPOBOIO MaciiTada SBJISIOTCS OJHUM W3
HanOoJiee MPUBIICKATEIBHBIX OyMyIINX MPUMEHEHUH MbE303JIEKTPUUECKUX TOHKHX
ieHoK Ha ocHoBe PZT [69], B TO Bpemsl Kak Mbe303JCKTPUICCKHE MUKPOMAIITMHHBIC
yIbTpa3BykoBble mpeoOpazoBatenu (pMUT) u mbe3035ieKTpUUECKHe HAKOMUTENN

sHeprun BuOpammu (PVEH) sBastoTcs MHOrooOemaronmMl  MPHIOKESHUSIMHI
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JATYUKOB WIIM TEHEPATOPOB SHEPTHH C HCITOJIb30BAHHUEM IThE303IEKTPHUECKUX TOHKUX
mwienok [3,70].
Biarogaps cBoMM CBOMCTBaM W INHUPOKOMY Kpyry mpumeHenuit PZT

34CJIy’KUBACT OTACJIBHOI'O BHUMAHUS W PAaCCMOTPCH OoJee HOI[pOGHO B CJICAYIOIHNX

rjiaBax.

1.1.3. lupKOHAT-TUTAHAT CBUHLA

[Mupkonar-tutanar cBuHna (Pb(TixZrix)Os, PZT) — cMemaHHBIH OKCHJ
cucrembl PbTiIO3-PbZrO; co cTpykTypoil mHEepoBCKHTa ¥ SIPKO BBIPaKCHHBIMHU
CETHETOAJIEKTPUUEeCKUMU cBoiicTBamMu. B cinyuae PZT no3unuu A (yriiel Ky0a) 3aHsThI

nonamu Pb%, mosumum B (mentp kxy6a) — wmomamu Zr** mmm Ti**, a momsr O2

3aHUMAIOT HEeHTpbl rpaned [6]. JIuarpamma cocrosiHus cuctembl POTiOs—PbZrOs;

MOKa3aHa Ha PUCYHKE 5.

500°C
NEM”‘ Ky6uueckas
— " Ypa g
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Pucynok 5. J/Ilnarpamma cocrostaus cuctrembl PhTiO3—PbZrOs
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PbTiO3; umeer temmepatrypy Kiopm 490 °C, mpu KOTOpOW OH IpeTepreBacT
¢da3oBblii Mepexoa MEPBOro pojaa U3 KyOMYecKoil mapalsnekTpudeckol (assl B
TeTparoHaabHyI0 CEFHETORNIEKTPUUECKyIo (asy ¢ mapameTpamu pemetku ¢ = 4,153 A
na=23,899 A. B coro ouepenn, PbZrOz (a =5,886 A, b=11,749 A, c = 8,248 A) —
AHTUCETHETORJIEKTPUK MPHU KOMHATHOM TemIiepatype ¢ Toukoi Kropu, pasHoii 230 °C,
r1€  TPOUCXOAMT  TepexoJ] KyOuMdeckoW  mapalsneKkTpuyeckoid  ¢a3pl B
OPTOPOMOMYECKYIO0 aHTHUCETHETOANEKTpHUecKyto. Brime temneparypsl Kropu PZT
UMeeT KyOMYECKYI0 CTPYKTYpy BO BCEM Juamna3oHe cocTaBoB [6]. BosbimHCTBO
COCTABOB SIBJISIFOTCS CETHETOAEKTpUKaMu. OKoI0 MOPPOTPONHOM (ha30BOM rpaHUIIbI
(M®I', Zr/Ti=52/48), rtme coceAcTByloT aBe (a3l (TeTparoHajbHas U
pomMOo3IpUUecKas), CErHETORIEKTPUIECKUE CBOMCTBA MPOSBIIAIOTCS MAaKCUMAJILHO U
TPaIUIIMOHHO HCIIONB3YIOTCS B PA3IMYHBIX yCTpoiicTBax. HampaBienuwe BekTopa
HoJIIpU3aIui B TeTparoHanbHo# pemrerke — [001], B pomOosapudeckoii — [111]. B
cllydae TOHKHMX IUJIEHOK, COCTaBbl, OOOTAIlCHHbIE THUTAHOM (TE€TparoHaJbHBIC,
P/4mmm), oOHapyxuBaroT 00J€e BBICOKHE MHPOIIEKTPUUECKHE KOI(PPUIUEHTHI.
CocraBbl, o0oraiméHHble TUPKOHUEM (pombosapuueckue, R3¢ u R3m), moryT umersb
MUHUMAJIBHOE KOAPLUUTUBHOE T0JI€, BRICOKME 3HAYEHUS CIOHTaHHOM mossipu3anmu (20
MkKi/cM?) m ocratounoi nonspusauuu (45 kBT/cM), ¥ MUHUMAIILHYIO CKOPOCTh
Jerpajgaliid  CBOMCTB [71]. Pamee  cuwmrajmoch, YTO  MOBBIIICHHAS
CErHETOANIEKTpUUecKass 4yBCTBUTEIbHOCT PZT BOamzu MO®I' oOycnoieHna
COCYILIECTBOBAaHUEM TETPAaroHaJbHOM U pomOo3apuueckoil (a3, onHako Ooiee
MO3/IHUE CTPYKTYpHbIE uccienoBanusi PZT moka3bIBalOT BO3MOXXHOE CYIIIECTBOBAHHE
MOHOKJIMHHOM ¢a3pl BOMmM3n MODI', oTBeTCTBEeHHONW 3a HEOOBIYHO BBICOKHIT
nbe3odekTpuueckuii  otkauk PZT [72]. CymiecTBoBaHHE MOHOKJIMHHOW (hasbl,
OJIHAKO, HE SIBJIICTCS MOJHOCTHIO JIOKa3aHHBIM, U (pa3oBbIi cocTaB BOM3u M®I Bce
elie aKTUBHO 00CyxaaeTcs [6].

Kax npaBuno, B8 PZT ¢opMupoBaHue nepoBCKUTHON (Da3bl MPOXOIUT Yepe3
o0pa3oBaHWe MUPOXJIOPONOTOOHBIX METACTAOMIBHBIX HECETHETOAICKTPUICCKUX
npoMexxyTouHbix (a3 [71]. HebGompime KonmuyecTBa TaKOH OCTATOYHON BTOPHYHON

(a3bl MOTYT UTPATh OTPHUIIATEIBHYIO POJIb B TIPOIIECCE MHTErpaIuu TIEHOK [73].
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Kak Obuto ykazano panee B 1. 1.1.2, PZT neMoHCTpUpPYET BBICOKHE 3HAUYCHUS
HOJIIPU3ALUH, TbE303JIEKTPUUECKUX M MHPOIIEKTPUUECKUX KOI(P(PULMEHTOB U
UCIIOJIb3YETCsl, HAaPUMEP, I U3TOTOBJIECHUS (PEPPOITEKTPUUECKUX 3aIIOMUHAIOLINX
yctpoiictB (FRAM), nbe303JIeKTpUYECKUX MPUBOJOB, MEXaHUYECKUX HAKONMUTENEH
SHEPrUM U MUPOINEKTPUUECKUX HAHOTECHEPATOPOB ISl yIIPABIEHUs OECIIPOBOIHBIMU
CEHCOpHBIMU ceTsiMu [5,6,48]. B OompmmHCTBE TpUIIOKEHUN (YHKIIMOHATHLHBIC
OKCH/JIbI IOJKHBI ObITh MHTETPUPOBAHBI B BUJIE TOHKHX IJICHOK, YACTO B COYETAHUHU C
HIOKHUM M BEPXHHMM DJIEKTPOJIAMHU, a TaKKE€ BO3MOXKHBIMH TEXHOJIOIMUECKUMU
CI0sIMH, (POPMUPYS KOHJIEHCATOPHYIO CTPYKTYPY.

OpmHako MpoOIeMO MCIOJIb30BaHMUS KOMITO3UIIMK Ha ocHOBe PZT sBisercs
CETHETOAIEKTPUUECKAsT YCTAIOCTh — YXYALUICHHE JJIEKTPUYECKUX CBOWCTB C
KOJIMYECTBOM LMKIIOB MEPENOSPU3aLNUU — KOTOpasi Ha JaHHBIA MOMEHT HE Halula
pemenus [6]. [Ipupoaa ycranocTu He COBCEM SICHA, HO CYMTACTCS, YTO OHA BO3HHKAET
U3-3a CKOIUICHUS KHUCJIOPOJHBIX BAaKaHCUU Ha TpaHULE pazlieia METATUIMYECKOro
JIEKTPOJA U CETHETOAIEKTPUKA, YTO IPUBOJUT K BO3HUKHOBEHHUIO BHYTPEHHEIO
JIEKTPUYECKOTO0 TOJIA, MPEISATCTBYIOIIETO IEPEKIIOYEHU0 J0MeHOB. Cpenn
METAJUIMYECKUX AJIEKTPOJOB MPEANOUYTEHUE OTAAETCA IJIaTUHE, IOCKOJbKY OHa
yCTOMYMBA K OKUCJIEHUIO TIPU (POPMUPOBAHUU CETHETOANEKTpUUECcKoro cios. OIHaKo,
koHgeHcaropsl Pt/PZT/Pt Tepsrot 6omee 50% cBoeit monspusanuu B reuenne 108-101°
LUKJIOB, YTO HEMPUEMJIEMO JJII MHTETPAIBbHBIX CXEM, Ie TpeOyeTcs ycTalocTHas
nonrosedHocTsb 6osee 10 nuknos [6]. B cBA3u ¢ 5THM, aKTUBHO BeLyTcs pabOTHI 110

MOMCKY HOBBIX AJICKTPOIOB JIJII KOMIIO3UIIMI Ha ocHOBe PZT.

1.1.4. Dnexrpoasl aiast PZT

B otauume ot MOHOKPHUCTAJUIMICCKUX TIOMJIOKCK, HCIIOJb3YCMbIX JIJIA
BbIpallilMBaAHUS IIJICHOK AJIA SJICKTPOOITHUYCCKUX HpHHO)KCHHﬁ, IMPOBOJAIINEC HUKHHC

QJICKTPOAbI HCO6XOIII/IMBI AJIs1 poCTa MEPOBCKUTHBIX OKCHUAOB IIPHU HUCIIOJIB30BAHHU B
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Ka4eCTBE CETHETORJIEKTPUYECKHX KOHJeHcaTopoB, Hampumep, B FRAM [6].Takoii
KOHJIeHcaTop (OPMUPYETCS Ha MOIOXKKE (KaK MPaBUIIo, Si) M COCTOUT U3 HUXKHETO U
BEPXHETO JIEKTPOJIOB U CJI0S1 CETHETORIEKTPUKA MEXKITY HUMMU.

N3BecTHO, YTO KpUCTAUNIMUECKas U 3epeHHast cTpykTypa PZT-meHku urparot
BXHYIO POJIb JIJISi CETHETORJICKTPUYCCKMX CBOUCTB [6]. OnTHManbHO#M CTPyKTypoOi
3epeH PZT ¢ To4ku 3peHUs] MOJIy4EHUsS CBOMCTB CUMTAETCS MOHOKPHUCTAILIMYECKAs
(omMTaKcUaIbHbIC TUIGHKH) WM cTojOuaTas. I[Ipu 3TOM Ha CTPYKTypy M CBOMCTBa
CErHETORIEKTPUUECKHUX IIJIEHOK B I€TEPOCTPYKTYpaX CUIIBHOE BIIMSHUE OKa3bIBAOT
HIKEJIEKAIME CJIOM, TO €CTh JJIEKTPOJbl, KOTOPbIE ONPEIECHSAIOT YCIOBHA
reTeporeHHoro pocta 3eped PZT.

B cBA3u ¢ 3THM, 10 CO3aHHS YCTPOMCTB XOPOIIETO KAadecTBa AJIEKTPOJI
JOJKCH YIOBJICTBOPATH CICAYIOINUM TpeOoBaHMsIM [6]:

1. Jns momydyeHus: BBICOKOKAUECTBEHHOM KPHUCTAJUIMYECKONW CTPYKTYPBI
napamMeTp PEeLEeTKH 3JIEKTpoAa AOJDKEH OBITh OJM30K K CErHETORJIEKTPUUYECKOMY
MaTepuaiy, UMETh CX0XKYI0 CTPYKTYPY U COBMECTUMYIO XUMHIO.

2. OnexkTpon  JOJKEH ~ ObITh  HENpPOHUIIAeM Uil  KOMIIOHEHTOB
CErHETOANIEKTPUUECKOTO CII0S C LEbI0 NPEMsTCTBUS B3aUMHOM U] y3un B mpoliecce
pOCTa U MOCJIE OTXKUTA.

3. DNEeKTpoA T0JKEH 00ecreurnBaTh HU3KUE TOKH YTEUKHU.

UtoObl  yJIOBJETBOPUTHL OATUM TpeOOBaHUSM U  YJIYUYIIUTh KA4eCTBO
KPUCTAJUIMYECKON CTPYKTYpPbl CErHETORJIEKTPUYECKON IUIEHKHM W €€ CBOWCTBA,
pa3padaThIBalOT PAa3IMYHbIE TUMBI 3JIEKTPOJIOB, KOTOPbIE MOTYT OBITh pa3/elieHbl Ha

JIBE OCHOBHBIC I'PYIIIbI: METATIMUECKUE M OKCHUIHBIC [6].

1.1.4.1. Memannuueckue 31eKkmpoobl

Cpenu MeTauioB HanboJiee MMPOKO UCTIONIb3yEMbIM HUKHHUM 3JIEKTPOJIOM JIJIst
TOHKHUX TUICHOK PZT B CErHETORJIEKTPUUECKHUX KOHIEHCATOpaxX sABjsieTcs miaTuHa (Pt)
B CBSI3M C MaJILIM HECOOTBETCTBHEM IapaMeTpoB perreTok ratuibl u PZT (~3%),
YCTOMYMBOCTBHIO K OKHUCIIEHUIO, a TaK)Ke BHICOKUM Oapbepom I1IoTTKH, 4TO IPUBOAUT

K HHU3KOMY TOKY yreuku. Jlna ynyumienus aaresuu Pt ¢ SiO; u npensgrcrBus
y yy yiy
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oOpa3oBaHMsl CHWJIMLKAOB Pt mpu BBHICOKOTEMIIEPATYPHOM OTXKUTE HCIHOIB3YIOT
JOTIOJIHUTEIbHBIE Oy(depHbie ciom, Takue kKak T1, TiO,, TIN, Ta, Zr, ZrO,, u Ru
[74,75]. MukpocTpykTypa, MNpEANOYTHTEIbHAS OpHCHTAaNHUs (TEKCTypa) W
CErHETOAIEKTpUUECKUE cBoiicTBa PZT-mileHOK, BBIpAIIEHHBIX Ha HWXKHEM Pt
AIIEKTPOJIC, CUIILHO 3aBUCSAT OT aJre3MOHHOTO ¢J10s o] Pt-cioeM, a Takke oT yciaoBHid
u3roroBicHus Pt-3iexTpoaos [76].

Camas BaxHas npoOiema B PZT koHIEHcAaTOpax ¢ HUKHUM 3JIEKTPoaoM u3 Pt
3aKJIIOYAETCsl B HHU3KOH CETHETORJICKTPUUYECKOHN (IOJIAPU3AIMOHHON) YCTaJIOCTH.
[Tockonbky octarouHas Tojspu3anus B KouaeHcatope Pt/PZT/Pt oOwsraHO pesko
camwkaercs mocine 100 mUKIOB mepekirodyeHMs, CTPyKTypa KOHjeHcaTopa c Pt-
ANEKTPOJAMU HE MOJIXOIUT JUIsi TMPUMEHEHUS B DHEPrOHE3aBUCHMOW MaMsTH C
POM3BOJILHBIM JAOCTyTIOM [77].

JpyrumMu HKCIHONB3yEeMbIMH B KA4eCTBE AJICKTPOJOB METaUIaMH  SIBIISIOTCS
upuauii (Ir) u pyrennii (Ru). Mpuamii Takke oOnagaet MajabiM HECOOTBETCTBHEM
KpucTaunieckoit perrerku ¢ PZT (~5,1%) u cam no cebe siBisieTcst 1uHy3uOHHBIM
O0appepoM, IpeaoTBpalarouM 1udy3ui0 KUCIopoaa U MOCIEAYIOEee OKUCIEHNE
HIDKHUX cJ10€B. bonbimmHcTBO tieHok PZT, BeipamieHHbix Ha Ir- u Ru- anektponax,
IPOJEMOHCTPUPOBAIN PE3KOE YIYUIICHHE YCTaJIOCTHBIX cBoictB (mo 10%1-10%?
ukioB[78]). Oanako ruieHkn PZT Ha MPUAMEBOM 3JIEKTPOJC HMMETH CIIyYalHYIO
OPHUEHTAIINIO, COCTOSIIY IO TPEUMYIIIECTBEHHO U3 TIEPOBCKUTA, HO TAKIKE COACPIKAIILY IO
a3y mupoxsopa [79]. BepositHo, 310 cBsizaHO ¢ oOpasoBanueM I[rO, Ha rpaHuile
paznena PZT/Ir, KOTOpbIi BAUSET HA OPUEHTALMIO U MUKPOCTPYKTYPY miieHoK PZT.

BwmecTo ucrnonb3oBaHusl BBINICYNOMSIHYTHIX Ojaropoganbix mertamioB (Pt, Ir,
Ru), Takoi 6a30BbIii MeTasm kak CU Takke MPUMEHSETCS B CETHETOMIEKTPUUYECKUX
TOHKOTIJICHOYHBIX KOHJIEHCaTOpax. [ TaBHOE MpenMyIIecTBO UCIIOIh30BAHMS METHOTO
AJIEKTPOJIa — €ro SKOHOMHUYHOCTh U 0oJiee HU3KOE yielbHoe comnportuieHue (1,7
MKOM'CM), 9TO OTKPBIBACT ITyTh JJI1 BEICOKOYACTOTHBIX MPUMEHECHHM, a TaKXKe J1aeT
BO3MOXHOCTb uHTerpauuu PZT miienok ¢ CU B IpUMEHEHUSIX, T1i€ TpeOyeTCsl BICOKAS
wioTHOCcTh maMstu [80]. Kommnosunnu PZT-Cu 0071a1a10T BEBICOKUMH YCTaJIOCTHBIMU

XapaKTEPUCTHUKAMHU, OJHAKO, HM3-3a OOJBIIOT0 HECOOTBETCTBUS KOA(DPHUIIMEHTOB
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TeroBoro pacmmpenuss mexay PZT m CUu B HEKOTOPBIX CIydasx TMOSBISIINCDH
MHUKPOTPEIIMHBI, KOTOPBIE MOIJIM OBITh IPUYHUHON BBICOKOTO TOKA yTEYKH 0Koyo 107

A [6].

1.1.4.2. Oxcuonvie 31eKkmpoosbi

B nauvame 1990-x romoB MHOrme rpynibl HHULOUUAPOBAIW MCCIENOBAHUSA 110
UCIIOJIb30BAaHUIO TPOBOSIINX OKCHUIOB B KAauyeCTBE aJlbTEPHATHBBI DJEKTPOJAM U3
0JIarOpOJHBIX METAUIOB B CETHETOAIEKTPUUECKUX KOHJIEHCATOPaX, YTOOBbI PEIIUTh
Cepbe3HYI0 MPOoOJIeMy MOJSIPU3AMOHHON YCTaJIOCTH, KOTOpask OOBIYHO BO3HHUKAET B
KOHJeHcaTopax ¢ Pt. D1exTposl Ha OCHOBE OKCHUI0B MHTEHCUBHO M3y4YallCh U3-3a UX
COOTBETCTBHS PEILIETKE, CTPYKTYPHOH M XHUMHUYECKOH COBMECTHMMOCTH, BBICOKOIO
nuddy3noHHoro Oapbepa sl KUCIOponAa, (a30BOM CTAOMIBHOCTU MPU BBICOKUX
TEMIEPATypax U MPEBOCXOIHBIX YCTAIOCTHBIX CBOICTB IO CPABHEHHUIO C ANEKTPOAAMHU
u3 Pt. Cunraercd, 4To KUCIOPOAHBIE BAKAHCUU B TOHKHUX IJIeHKax PZT moryTt ObITh
JETKO 3allOJIHEHBl KHCIOPOJAOM M3 OKCHAHBIX 3JEKTPOAOB, UYTO MPUBOAUT K
YMEHBIICHUIO KOJUYECTBA KUCJIOPOJHBIX BaKaHCUW, OOpa3yIOlIMXCs Ha TpaHUIaX
paszena, u, ClIeJ0BaTEeIbHO, K YMECHBIICHHIO CETHETOICKTPUIECKON ycTaoctu [6].
Cpenyn OKCHUIHBIX 3JIEKTPOIOB Hanbosbinee BHUMaHue npusiekaoT IO, u RuO,, a
TaK)Ke MPOBOJSAIINE OKCHIIBI CO CTPYKTYPOU MEPOBCKUTA.

VYcnemHoe npeaoTBpanieHrue MoasIpu3aliMOHHON YCTalOCTH ObLIIO TOCTUTHYTO
npy HCIoNb30BaHuK 3ekTpoaoB Ir0O,; 1 RUO; [80-82]. lanHoe ymyuiieHue ObLIO
cesi3aHo [80] ¢ yMEHBIICHHEM KHUCIIOPOJIHBIX BaKaHCUH IO CpaBHEHWIO C Pt-
ANEKTPOAAMH, BBICOKMMU b y3MOHHBIMU Oapbepamu OKCH/IOB,
npefoTBpamaromumMu  guddysuro Pb, O u Si, a Takke Xoporied TepMHYCCKON
CTaOMIBHOCTHIO OKCUAHBIX JIEKTPOAOB B KHCIOPOIHOM aTMocdepe.

Opnnaxo, nnenku PZT mienku, chopmupoBannsie Ha 1102 u RUO, anektpoaax,
noKa3bIBaIM OoJiee HHU3KWE 3HAYCHHS OCTATOYHOW TMOJSpHU3AIMH B CPaBHEHUHU C
KOMIO3UIMAMH Ha Pl. YXyamieHne XapakTepUCTHK CBS3BIBAIOT ¢ (OPMHUPOBAHHUEM
NOJMKPUCTAIUIMYECKOW W HEOPUEHTHpPOBaHHOW CTpykTypbl PZT [81l]. pyroii

HpO6J’I€MOI>i ABJIAACTCA BO3HHMKHOBCHHEC BBICOKOI'O TOKa YTCYKH. Tak kak »3TH
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HEJIOCTaTKH, TI0 BCEH BHIUMOCTH, CBS3aHBI CO CTPYKTYPHBIM HECOOTBETCTBHUEM
JTaHHBIX OKCHUIHBIX AJIEKTpoaoB U PZT, Qokyc B MOUCKE HOBBIX MaTepHAaJOB
CMECTHJICS Ha TPYIITY HPOBOISIINX MEPOBCKUTHBIX OKCHIOB [6].

Cpenn OKCHAOB CO CTPYKTYpOH TIEpPOBCKMTa B KauyeCTBE JJICKTPOJIHBIX
maTepuanaoB wucciaemoBamn YBayCus3O7z.; (YBCO), SrRuOsz; LaNiOs;, BaPbOsg,
La; xSrkMnO3; (LSMO) u ap. [6]. JlaHHbIE TIEPOBCKHTHBIC AJIEKTPOJIBI HE TOJBKO
o0JaIaroT mpeuMyIecTBaMu Pt-31eKTPoI0B (3TO CXOKHE MapaMeTPhl PEIICTKH ), HO U
MOKA3bIBAIOT BBICOKHE MOKA3aTeNN MO0 COMPOTUBICHHUIO YCTAJIOCTH, Pelllas OCHOBHYIO
npobisiemy Pt-351ekTpo10B.

Cpenu MaHHBIX OKCHJIOB B KadeCTBE MPEANOYTHTEIBHBIX KaHIUIATOB IS
AJIEKTPOJIOB MOJHOCTHIO MEPOBCKUTHBIX MHUKPOIJIEKTPOHHBIX YCTPOMCTB OCOOEHHO
BeiIesaroress STRuO3 1 LaNiOs. Ognako coobaercs, uto STRUO3; nMeeT TEHIEHIINIO
K o0pa3oBaHHIO OoJiee TpyOoil moBepXHOCTH OO mpu Maioit (<30 HM), Tubo mpu
oonpmoit Tommuuae (> 100 HM) [83]. B Takux ciy4asx MEXIy JJIEKTPOJIOM U
aKTUBHBIM CJIOEM MOXET 00pa30BaThCsl CHIIBHO IMOBPEKICHHAS TPaHHUIA, KOTOpAs
MOJKET TMPUBECTH K YXYIIICHHUIO (QYHKIIMOHAIBHBIX XapakTepucTuk. LaNiO; mmeer
TEHACHIINIO K 00pa30BaHUIO TPEIIUH TOJBKO MPU O4YeHb Oousbiioi TommamHe (> 300
HM), U, CJICZIOBATEIILHO, SBISETCS O0Jiee YHHBEPCATHHBIM DJICKTPOIHBIM MaTEPHAIIOM.
Kpome toro, LaNiOs; umeeT Oosiee HU3KYI0 cTouMocTh, yeM SIRUO; [4]. B cBs3u ¢
stiM, LaNiO3 3acity’kuBaeT OTJACIIBHOIO BHUMAHUS KaK KaHAWIAT JUIsl DJIEKTPOJIOB U

0oJiee MoaPOOHO PACCMOTPEH HUXKE.

1.14.3. LNO

Hukenar nantana LaNiO; (LNO) — mnpoBoasimuii OKCHI €O CTPYKTYpOM
nepoBckuta ABO;. Cnocobnocte LNO BoccTanaBiauBath KHUCIOPOJ OOECIeUrMBaET
€ro MIUPOKOE MPUMEHEHNE B KaTaln3e, TOTUTMBHBIX JIEMEHTAX, Ta30BbIX CEHCOpax U
cynepkonaencatopax [20-22]. LNO mnpezicraBiiseT 3HAYUTCIBHBIA HHTEpPEC s
CO37aHMUS BBICOKOTEMITEPATYPHBIX CBEPXIPOBOAIINX TETEPOCTPYKTYP B CBSI3H C
BO3MOYKHOCTBIO CO37[aHHsI OOJIBIION opOuTambHON mossspu3armu NI [23-27].

Haunbosee MHTEpECHBIM CBOMCTBOM HHMKEIIATOB peaKko3eMelbHBIX deMeHTOB RNIO;
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SBIIIETCSI WX TEPEXO0Jl METAII-M30JIATOP, KOTOPBIM OTKPHIBAET BO3MOXKHOCTH LIS
WHTEPECHBIX MPUIOKECHH, TOCKOJIBKY HM MOYKHO YTPaBJISATH C MMOMOIIBI0 BHEIITHETO
Bosaciicteus [4]. Hampumep, Marshall u np. mpoaemoHcTpupoBanu moJeBOM
tpan3uctop ¢ LNO-kanagom, yiensHOE CONPOTHUBICHHE KOTOPOTO MOYKHO U3MEHSTH C
IIOMOIIBIO CerHeTodIeKTpruueckoro 3aTBopa PZT [84]. Kpome Toro, LNO sBisiercs
MEPCIEKTUBHBIM ~ MaTEepHaJIOM IS Pa3pabOTKM  IMAaCCHBHBIX M aKTHUBHBIX
AJIEKTPOONITHYECKHX ycTpoiicTB B T wactoTtax [85].

Onnako HauOonbie BHUMaHue LNO momyuns, kak HanOosee IMOIXOISIIHMA
AJIEKTPOTHBIA MaTepHasl I OKCHUIAHOW DJIJICKTPOHUKH OJlarogaps OTHOCUTEIHHO
HU3KOMY YCJIbHOMY 3JIEKTpUueCKOMYy comnpoTuieHuto (okono 100 mxOm:-cm) u
napamMeTpaMm pemieTKH, OJM3KUM K MapaMeTpaM MHOTHUX CETHETOXJIEKTPUYECKUX U
MYJBTU(EPPOUTHBIX MIEPOBCKHUTOB [12-15]. ITo ATOU npUYrHE
ceraeroanekTpuaeckue/LNO-CcTpyKTyphl MIUPOKO UCHOJIB3YIOTCS JIsl U3TOTOBIICHUS
KOHJICHCATOPOB  C  YJIYYIICHHBIMA  KOHCTPYKTHMBHBIMH ¥  DJICKTPUICCKUMU
XapaKTEepPUCTUKAMU Ha OCHOBE CETHETORJIEKTPUUYECKHUX IEPOBCKUTOB, B TOM YHCIIE
UpKoHaT-TuTanata ceuHia (PZT), Turanara 6apusi-crponius (BST) u ap. [17,18].

OnextponpoBogHocTh LNO upesBpuaiiHO YyBCTBUTEIBHA K COCTaBy |
CTPYKType TIUICHOK. [IJIeHKH CTeXMOMETPHUYECKOr0 COCTaBa XapaKTEePHU3YIOTCS
METaJUTMYECKUM TIOBEJCHUEM BO BCEM HHTEpBAJie TeMIIepaTyp, TOT/a Kak TpH
neunuTe KUCIOopoaa HAOMIOJAeTCs TIEepexol OT MPOBOIAIIETO COCTOSIHUS K
nuanekTpuyeckomy [37,86]. Bbuto mokazaHo, 4YTO yAEAbHOE CONPOTHBICHHE
00bEeMHBIX KUCIOpo-aeduiuTHbIX 00pas3noB LaNiOsz s usmensiercst ot 790 mo 5350
MKOM-cM nipu u3merenuu & ot 0,02 mo 0,14 [87]. 3aBrCHMOCTH TPOBOJAUMOCTH OT
neuIUTa KHCIOpoaa & 0OBACHAETCS M3MEHEHUEM BajeHTHocTH Hukens oT Ni*t 1o
Ni?* ¢ ysenmmuenuem & [37,88,89]. Kpome Toro, snekrpuueckue coiicta LNO ouens
YYBCTBUTEIBHBI K HAIPSDKCHUSIM B TUICHKE, a TAKKE K TAKUM JIepeKTaM, KaK TPaHHUIIbI
3epeH u nopsl [44]. Y aenbHoe conpotuienue mieHok LNO MoxkeT BappbHpOBaThHCS OT
102 no 10* OM‘'CM B 3aBHCHMOCTH OT METOJa U KOHKPETHBIX TE€XHOJOTMYECKUX
napameTtpoB [31,32,42,90]. Kak mpaBuio, Hawaydiine CBOWCTBA JOCTHUTAlOTCS B

CTCXHUOMETPUYCCKHUX SIMUTAKCHAJIBbHBIX WU CTOH6anO-3€pHI/ICTBIX IVNICHKAax.
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B cBoto ouepenn, CTPYKTypa v COCTAB IJICHOK 3aBUCSIT OT MaTepHasia MOIJI0KKH
U MeToJ0B ocaxaenus [12,28-32]. BricokokauecTBEHHbIE SIUTAKCHATBHBIC TUICHKH
LNO c¢ Hu3kum ynensHbIM comnpoTtuBieHueM (100-500 MxOm-cMm) MOryT OBITH
MOJTy9CHBI HA MOHOKPUCTAJUTMYECKUX TIOJIJIOKKAX C OJIM3KUMH TTapaMeTPaMH PEIICTKH
(LaAlOs, SrTiO3) Meromamu (DU3HUECKOrO OCAXKIACHHMS M3 ra3oBoil ¢asel (PVD),
MOJIEKYJSIpHO-ITy4eBOM snuTakcuu (MBE) unu uMmynscHOTO 1a3epHOro ocakaeHust
(PLD) [29]-[32]. OgHako mpakTHYECKOe MPUMEHEHHE TAKUX IUICHOK OTPaHUYCHO
HEOOJILIIUMHU pa3MepaMu 00pa3IOB U BBHICOKON ce0eCTOMMOCTBIO MPOU3BOJICTBA. B
OOJILIIMHCTBE cliydyaeB TpeOyeTcs HaHeceHue ieHku LNO Ha moajioxKKy pa3iuaHOn
CTPYKTYpbl, B TOM umucie amopdnyr, Hampumep Si-SiO,. Ilo srtoit npuunne
XUMHUYECKOe ocaxieHue u3 pactBopoB (CSD) mmpoKko UCHONb3YeTCs I OCAKICHHUS
wieHok LNO Ha noJjoKKu U3 pa3iudHbIX MaTEpHAIOB, pa3MepoB U (GOpM, BKIItOUas
CTaHJapTHBIC KpeMHHUEBbIe TacTuHbl [18,37,91].

Yacte nmanHOW paboThl mocBsiieHa u3ydeHuto mieHok LNO, momydeHHBIX
METO/IOM XMMHUYECKOTO0 OC@XKJECHUS U3 PACTBOPOB, KaK HambOoOJee MEepPCIEeKTUBHBIX

AJIIEKTPOJOB JIISI KOMITO3UITMI Ha ocHOBe PZT.

1.1.5. Co3panue nopucThIX IeHOK PZT 1 KOMIO3MTOB Ha X OCHOBE

BBeneHrne MOpPHCTOCTH WM JPYTMX MaTepUalioB B JMDJICKTPUKU U
MOJTYTIPOBOTHUKHA MOKET NMPHUBECTH K YCWJICHHUIO HEJTMHEHHO-ONTHICCKUX (P (HEKTOB
[92-94], ymenbmieHuio audnexkTpuueckoi mocrosHHOM K (low-K  gusnextpukn)
[95,96], reHepaIiu BTOPOI TapMOHMKHU [97,98], BO3HUKHOBEHHIO
bE309JICKTPUUECKUX  CBOMCTB B mopuctoM Kpemaun [99], wu3MeHeHHIO
CETHETORJICKTPUYECKUX U cerHeToMarHeTrnueckux cBoicts [11,100] u np., u motomy
aKTHBHO HCCIIEyeTCSI.

B ciy4ae mbe30- M MHUPOIIEKTPUKOB, TOJOOHOE HAHOCTPYKTYPHUPOBAHUE

MO3BOJICT PCryjnupoBaTb HE3aBUCHMMO B HCKOTOPOM JHAIIA30HC TAKHC CBA3aHHBIC
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CBOMCTBA, Kak MPOJOJBHBIM M TONEPEUHbIM Mbhe303JeKTpruueckue 3(HQeKTsl,
MOBBIMIATH KOIPPUIUEHT MBE303JTEKTPUUECKOTO HANPSLKEHUs JIs MPUMEHEHUH B
0o0JacCTH  yJbTPa3BYKOBBIX IIpeoOpa3oBaTeiel M  HU3KOYACTOTHBIX CEHCOPOB
[48,101,102], cHmkaTh aKyCTHYCCKHIA UMIICTAHC TS JTOCTHXKCHHUS JTydIIIero KOHTaKTa
MEXIy mbe30daekTpukoM u cpemoit [103,104] u yMeHbIIATH AUICKTPHUUECKYIO
IMPOHUIIAEMOCTh JUIS  YJIYYIICHUS XapaKTePUCTHK IHpodjiekTpudeckux [105] wu
nbe303JIekTpudeckux ycrporictB [106]. Co3ganme TOPUCTONW CTPYKTYpPHI TaKkKe
I03BOJIIET HM3TOTABJIMBATH TOJICTBIC IUIGHKH Oe3 pactpeckuBanus [51,107], uto
O0COOCHHO B@XHO JJISI TBE30JIEKTPUUYECKHX MHUKPOIICKTPOMEXAHUUECKUX CHUCTEM,
MOCKOJIbKY BBIXOJIHOM CUTHAJI YBEJIMYMBAETCS 3 CUET YBEJIMUCHUS TOJIIIUHBI IJICHKH,
a DJIEKTPOMEXaHUYECKHM OTKIMK YCHJIMBAETCS 3a CYET JIOKaJIbHOW ymHpyrou
penakcanuu [107-110].

3HAUUTENBHBIN HMHTEPEC MPEACTABISIET CO3JaHUE KOMIIO3UIIMOHHBIX IUICHOK,
COCTOSIIIUX U3 ABYX M 00Jiee pa3TuIHBIX MaTePHUAIOB U 00JIaIAlOMNX YHUKATEHBIMU
dbuznueckumMu  cBoMcTBamMH. Hampumep, aKTUBHO UCCIEAYIOTCS KOMIO3UThI—
MYJIbTU(PEPPOUKU, COCTOSIINE U3 CETHETOIEKTPUKOB U (DePPOMArHETUKOB, KOTOPHIE
HaxXoJAT TPUMCHCHHE B PA3JIMYHBIX JaTYMKaAX, IPeoOpa3oBaTesIX U YCTPOUCTBAX
cuatponuku [111]. Matavz A. u ap. [100] npemnoxuim BapuaHT CHHTE3a
KOMIO3UTa-MyJIbTU(epporka Ha ocCHOBE nopuctoro PZT 3amoiHEHHOTO MarHUTHBIM
matepuanioM NiFe;O4, ucmons3ys 30mb-reiab mMetona. C momorisio mpormutku PZT
pactBopoM NFO ynamoch moigyuuTh TJICHKH, OOJaJaronIve cla0oil TUCTEPE3UCHOM
3aBUCUMOCTBIO TIOJIIPU3AIMKN OT HANPSDKCHHMS W HAMAarHWYEHHOCTH OT MAarHUTHOTO
nojsi. B padorax J.Chang u S.Tobert [112,113] nops! mienok CoFe,04 3anonusiiu PZT
C TIOMOIIIBI0 aTOMHO-CJIO€BOTO OCaXACHHs. [[pyrue KOMmo3uThl Ha OCHOBE OKCHJIA
Ooapusi-ctponnus-tutana (BSTO) B coyeTaHuM C HEIJIEKTPUUECKH AKTHBHOM
OKCHIHON KEePaMHUKO# (OKCHIbI MarHus, allOMUHUS, IUPKOHKUS) ObLTH pa3paboTaHbI
JUI IPUMEHCHHS B aHTCHHAX ¢ (pa3upoBaHHOM perretkoit [114].

[{upkoHaT-TUTAHAT CBUHIIA IEMOHCTPUPYET MPEBOCXOAHBIC CETHETO-, ITbE30- U
MTUPOIIEKTPUIECKHE CBOMCTBA U MIOPTOMY CO3/JaHUE TIOPUCTHIX TJICHOK M KOMIIO3UTOB

Ha HMX OCHOBE MpEICTaBIseT OOJBIION HHTEpEC Il pa3IMyHBIX NPUMEHEHUH,
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UCTIOJB3YIOUINX 3TH 3P (PEKThI, B YaCTHOCTH JIJIsl CO3/IaHUsl YCTPOMCTB cOOpa SHEpruu
Ha OCHOBE IbE30- WM MUPO3JICKTpUdIeckux 3 dekToB [48], pa3auuHbIX aKTIOATOPOB
u mpeooOpaszoBarencii [48], ruapodonoB [103], GmoxoB mnuranus Ha 3ddekTe
JETIONSIPU3AIH IPU yaapHOM ckatuu [115], neTekTopoB HHPpaKpaCHOTO H3ITydSHHUS
[105].

Pa3paborano MHO>KECTBO METOJIOB TIOJTyYCHUS MOPUCTOMN
CErHETORIEKTPUUECKON KEPAMMKH C PA3JIMYHON BHYTPEHHEU CTPYKTYPOM, TAKUX Kak
BBDKUTaHKE TTOJIMMEPHBIX cdep, METO 1 NOJMMEPHOU I'yOKH, TpeXMepHas reqathb U Jp.
[48,116,117]. Kpome TOrO, IOpPHUCTasi CTPYKTypa B CETHETOIICKTPUICCKHUX TUICHKAX
MOJKeET OBITh MOJTydeHa 30J1b-Tesib MeTo oM [6,118,119]. Opranuueckue coeuHEHHMS,
U3BECTHBIE KaK IMOPOTEHBI, JTOOABISIOTCS B PACTBOP IMpPEKypcopa W BIOCIEICTBUU
BCTPAMBAIOTCS B PACTYIIYI0 CE€Th METaI-OKCHA-METaT BO BpeMsl (OpMHUPOBAHUS
IUIEHKH B pe3ynbrare (pa3oBoii cerperanuu. B npouecce TepMooOpabOTKH NOPOreHbI
pa3pymIaroTCs, OCTABIISS IMTyCThIE TIOPBL. B HEKOTOPBIX Cyyasx B Ka4eCTBE MOPOTEHOB
UCIIOJIB3YIOTCS TTOBEPXHOCTHO-akTUBHBIE BemiecTBa ([IAB), Torma HekoBasieHTHBIC
B3auMojencTBus ¢ Mosiekyliamu [TAB 3amyckaioT camMocOOpKy, YTO MPUBOJUT K
00pa30BaHMIO YIOPSAIOUYEHHBIX CTPYKTYP MOP.

Onun w3 Hanbosee MOMyJSPHBIX MOPOTCHOB JJISI M3TOTOBJICHHUS MOPUCTHIX
wieHok PZT — nmommBuamanuppoauaon (PVP) [51,120]. UccnenoBanus noka3bIBaroT,
YTO TOJIIIMHA TUICHKA HEJIMHEHHO 3aBUCUT OT cojiepkanusi PVP B cBsizu ¢ ycaakoi
wieHkd [121], npu 9TOM BBISBIEHO CHIDKECHHUC IMIJICKTPUUYCCKON MPOHHUIIAEMOCTH U
ocraToyHoi moygpusanuu [122]. HemHOro4wcieHHbIC HCCIICIOBAHHS CTPYKTYPbI
TaKMX TUICHOK IMOKa3bIBAIOT, YTO pa3Mep MOp U pa3Mep 3€pHa YBEIUYUBAIOTCS C
YBEIIMUEHUEM MOJIEKYJsipHOM wmaccel PVP, mpu »3TOM Takxke ycuiuBaeTcs u
mepoxoBatocth  moBepxHocTd  [120,123]. Opnako  JaeTaJibHOE — OIHMCAHHE
MUKPOCTPYKTYPHBI 3TUX IUICHOK TTOKa HE MPEICTABIIEHO B TuTeparype. MHTepec Takxke
MIPEJICTaBISIET UCIIOJIb30BaHNE B KAUECTBE MOPOTCHOB HOBBIX MaTePHAIIOB, HATIPUMED,
JOJICIUIOBBIA  3(Up TMONMATUICHIJIMKONSA, HM3BECTHBIM Toja Mapkod Brij. Dro

IMOBCPXHOCTHO-AaKTHUBHOC BCIICCTBO, KOTOPOC IIUPOKO HCIIOJB3YCTCA I
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NPUTOTOBIICHHS MIOPUCTHIX MaTEPHUAIOB HA OCHOBE IUOKcHIa KpeMHus [124], omHako
CTpYKTypa nopucthix PZT ¢ maHHBIM MOPOTreHOM BIIEpBbIE H3yUeHa B JaHHOH padoTe.

OTHOCHUTEIbHBIE XaPAKTEPUCTUKU PA3IUYHBIX IOPUCTBHIX TBEPAbIX Tl B
BBIIICYTIOMSHYTBIX MPUIOKEHHUSIX CHUJIBHO 3aBUCAT OT BHYTPEHHEH CTPYKTYPHI MOP
Kaxnaoro wmarepuana. CremoBarenabHO, YTOOBI JIydlle TIOHATh KOHKPETHBIN
buznyeckuit mporecc, MPOUCXO AN B TOPUCTON cpeie, HEOOXOAUMO MOTHOCTHIO
OXapaKTepU30BaTh pa3IUYHbIE CBOICTBA MOPUCTBIX MaTEpPHUANIOB, TaKUE Kak

reOMETpHS U pa3Mep Iop, UX CBA3HOCTH | T. 1. [125].

1.1.6. OnucaHue NOPUCTOI CTPYKTYPbI

Onncanue NOPUCTONW CTPYKTYPhl YaCTO MMEET BOJIBHBIA XapakTep U MOTOMY
BHOCUT HEKOTOPYIO HEACHOCTb B pabOThl U HEJONOHUMAHUE MEXIy aBTOopamu. B
CBSI3M C JTUM, 4TOOBI M30€X)aTh NBYCMBICICHHOCTH, HUKE MPUBEACHBI OCHOBHBIC
MOHATHSI TIO OMUCAHUIO TMOPUCTBIX TBEPABIX TeJ, MpeajokeHHble B 1994 ropy
MexayHapoIHbIM CO030M Teopernueckor u mpukiagHoi xumuu (MIOITAK) B
TEXHUYECKOM OTueTe «PeKOMEeHIaluy MO OMUCAHUI0 TOPUCTHIX TBEPJBIX BEIIECTB
[126].

[Topbl, B COOTBETCTBUU C MX AOCTYITHOCTBIO JIJIsl BHEITHEHN Cpebl, pa3IestoT Ha
3aKpBITBIE M OTKPBIThIE. K 3aKpBITBIM MOpaM OTHOCST TOJOCTH, TOJHOCTHIO
M30JMPOBAHHBIE OT CBOMX COCEIeH, HampuMep, Kak B oosactu (a) Ha pucyHke 6. OHH
BIUSIOT Ha TakWe MAKpPOCKONMYECKHE CBOMCTBA, KaK HAChIIHASA IUJIOTHOCTD,
MEXaHWUYeCKass MPOYHOCTh M TEIJIONPOBOJHOCTh, HO MAJOAKTUBHBI B TaKUX
nporneccax, Kak TeUeHUE KUIKOCTH U ajcopOmus ra3oB. C aIpyroil CTOpOHbI, MOPHI,
KOTOpBIC MMEIOT HETIPEPHIBHBIA KaHa CBS3HM C BHEIIHEH MOBEPXHOCTHIO TeJa, TaKHe
kak (b), (c), (d), (e) u (f), onmchIBarOTCS Kak OTKPBITHIE TOPBI. HeKOTOpBIE MOTYT OBITH
OTKPBITHI TOJIBKO C OJHOTO KOoHIa — Harpumep, (D) u (f), Torna onn onuceiBaroTest Kak

cienble nopsel. Jpyrue MoryT ObITh OTKPBITHI C JBYX KOHIIOB (CKBO3HBIE MOPHI), KaK,
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Harpumep, (e). biu3koii kK MOprUCTOCTH, HO OTIMYHOM OT HEE SBJISETCS IEPOXOBATOCTh
BHEIIHEN MOBEPXHOCTH, MpeJCTaBieHHas B o01acTu (g). YToObl MpOBECTH pas3inyue,
yI00HOE M MPOCTOE COIJIAIIEHUE COCTOUT B TOM, YTOOBI CUUTATh, UTO LIEPOXOBATAS
MIOBEPXHOCTh HE SIBJISIETCS MOPUCTOM, €CIM Ha HEW HET HEPOBHOCTEW, TiTyOHMHA

KOTOPBIX MPEBHIIIACT X HHpuHy [126].

Pucynok 6. CxemaTnueckoe n3o0pakeHue MOprucToro Marepuasia ¢ pa3inyHbIM

BuzioM 11op [126]

Ha mnpaktuke st pasfeneHuss TOp HAa OTKPBITBIE M 3aKPBIThIE YacTo
NPUBS3BIBAIOTCS K (Du3MuecKoMy MeToay u3mepenus. B pabore Ruike u mp. [127]
TEPMHH «3aKpPbITasi IOPay UCIOIb3yeTCs 7151 0003HAYSHHUS TIOP, Uepe3 KOTOPHIE aTOMBI
renust He MOTyT poHUKHYTh ipu 303 K. [Ipyrast uHTEeprnpeTalys TepMIHA «3aKphITast
1opay» — 3TO OTKpbITas MOpa, MIUPUHA KOTOPOU MEHbILIE pa3Mepa MOJIEKYJIbl 30H/a.
Takue »¢(heKTUBHO 3aKpBITBIE TMOPHI M XWMHUYECKH 3aKpPBIThIE MOPHI CIIEAYeT
0003HayaTh KaK JaTeHTHbIC TIOPbI [128].

[Topbl Takke MOXHO KiacCU(PUIMPOBATH B 3aBUCHUMOCTH OT HUX (QOPMBI
(PucyHoK 6): OHH MOTYT OBITH HHJIMHIPHYECKUMH (OTKPBITBIMU (C) WiH ciienbiMiu (f)),

B ¢opme uepHunpHUIlEl (b), BopoHKOOOpaszHbie (uinu konmueckue) (d) wmm
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meneBuanbie [126,128]. Onnako, knaccudukanus mo Gpopme mop MeHee O JHO3ZHAYHAS
¥ TIOJTHAs, ¥ YaCTO HE OIMHCBHIBAET BCETO MHOTOO0OPAa3Hsi OPHUCTHIX CTPYKTYP, B CBSI3H
C YeM aBTOPBI HCIIOJB3YIOT CBOU OIMUCAHUs, 00Jiee TOYHO OTpakaroue GopMy 1op B
KOHKPETHOM ciiydae. Takke OmMMCaHHe MHOTHUX pPEalbHBIX MOPHUCTHIX TBEPABIX TEIN
OCJIOKHSICTCS. HalMUYUEeM DPa3IMYHBIX (opM TOp B OJHOM M TOM K€ MaTepHalie;
COETMHEHNEM TI0p Pa3HOTO pa3Mepa, GOPMBI M PACTIONIOKEHHUS; ITUPOKUM JHAIIa30HOM
pa3MepoB 1op.

OIHUM W3 OCHOBHBIX KOJIMYECTBEHHBIX MMAPAMETPOB IMOPUCTBIX TEI SBISCTCS
opHUCTOCTh € (3) — OTHOIICHNE 00IIET0 00BeMa MOP K KAKYIIEMYCs 00beMy YaCTHUIIBI
WITK TIOPOIIKa (TO ecTh 0e3 y4éTa MyCcTOT MEX/y YacTHIIaMH). B HEKOTOPBIX ciTydasx
BBIJICIISIOT OTKPBITYIO IOPUCTOCTH — 00BEM ITOP, JOCTYITHBIX IPU U3MEPEHHU METOIOM
C HCIOJIb30BAaHUEM OMPEACAEHHBIX MOJICKYJ, W 3aKPBITYIO MOPUCTOCTh. [Ipu 3TOM

JOJIXKHBI OBITH YKa3aHbl MCTOAbI U3MCPCHU:A IIOPUCTOCTH.

€=, (3)

O6bem 1op V,, UCIIONB3yeMBI B MPUBEJACHHOM BBIIIE COOTHOLICHUH, MOKET
OBITH TNOO 0OBEMOM OTKPBITHIX TIOP (YTO MPUBOIUT K «OTKPBITOM OPUCTOCTH ), THOO
00BEMOM 3aKPBITHIX MOP (YTO MPUBOAUT K «3aKPHITON MOPUCTOCTHY ), JTUOO 00BEMOM
000MX THIOB MOp BMecTe ( MPUBOIUT K «oOIIeH mopuctoctr») [126]. 3naucHue &
3aBUCHT OT METOJOB ONpENeIeHus Kaxynierocs odobema V u obbema mnop V.
HEKOTOpPhIE METOJbl UMEIOT JOCTYN TOJIBKO K OTKPBITHIM MoOpaM (Hampumep,
aJICOPOIIMOHHBIE METOJIBI U METO/IbI C HCTIOJB30BAHUEM JKUIKOCTH ), TOT/IA KaK APYTHE
MOTYT TIO3BOJISFOT ~ ONpPENENATh OOIIyH IMOPUCTOCTh (HAmpUMeEp, METOJIbI
paaualMoHHOrO paccesiHusi). Tarkke IMoJlydaeMble 3HAYeHHS OOBEMOB IOp H
MaTepuaja 3aBHCIT OT pa3Mepa HCIOJIb3YeMOTO MOJEKYJSPHOTO 30HIa M APYTUX
napaMmeTpoB. Takum 00pa3oM, MOTydeHHOE 3HAUCHHUE TIOPUCTOCTH OyIeT OTPaKaTh HE
TOJIBKO (pU3MYECKHe CBOMCTBA MaTepualia, HO M OKCIEPUMEHTAIbHBIM METOJ,
UCTIOJIB30BaHHBIN JIJIs €e onpeneicHus [126].

Jpyroii XapakTE€pUCTUKOM MOPUCTBIX TEN SBISACTCS YIENbHAsA IUIOIIAAb

MOBEPXHOCTH S, KOTOpas Ompeaensercs Kak JOCTymHas (Mo oOHapyKuBaemas)
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IUTONIA/(b TBEPAOW IMOBEPXHOCTH HA €IMHUILY MAacChl HJIM oObeMa Marepuaia. ITOT
napaMeTp 3aBHCHUT OT HCIOJIb3yeMOTO0 METOJIa M IKCICPUMEHTAJIBHBIX YCIIOBHH, a
TaKXe OT pa3Mepa UCIOJIb3yeMOro 30Ha (Hampumep, pa3Mepa MOJICKYJIbl ajcopoara,
JUTMHBI BOJHBI W3Iy4eHHS W T. 1.). OJHAKO, TOCKOJBKY HHTEPIpETAIUs TaKHX
U3MEPECHUN OOBIYHO OCHOBBIBACTCS HA YIMPOIICHHBIX MOJENSAX pPacCMaTPHUBACMbIX
NPOIIECCOB, 3aPETUCTPUPOBAHHOE 3HAYCHHE MOXKET JOMOJHHUTEIHHO 3aBUCETH OT
JIOCTOBEPHOCTH JIOMYIIICHHUH, TPUCYIIIHX MOJICITH.

OTaenpHBIM JTUCKYCCHOHHBIM BOIIPOCOM sBJsieTcsl pasmep mop. CoriacHo
NIOITAK [126], pa3smep mophl (MJIM OIUPHHA ITOPHI) OMPEACIIICTCS KaK pacCTOSHHE
MEXJTy IBYMSI IIPOTHBOITIOJIOKHBIMU CTEHKAMHU TIOPHI (IMaMeTp MUITHHIPHISCKHX 10D,
MIApUHA INEJICBUAHBIX Mop). OMHAKO TpU HEJAOCTAaTKE BO3MOXKHOCTEH MPSIMON
BU3YaJIM3allUU TIOP, BMECTO PEALHOIO pa3Mepa MOp HCIOJIB3YIOT THAPABINYCCKHNA
paamyc — cpeHee 3HAYCHHE /ISl IIOPUCTOTO TBEPOTO Telia, MOJIYICHHOE 10 METOTy

bpynayspa—Ommera—Temnepa (BIT), To eCTh IO COOTHOILIEHUIO:

9= (4)
rae g — TUAPABIMYECKU paauyc, 1, — 00beM Mop, ONpeIeeHHbIA IPU HACHILIEHHH,
A — 10113 ]1h IOBEPXHOCTH.

[To pazmepy nopsbl yCIOBHO pa3AesitoTCs Ha Makponopsl > 50 HM, ME30MOpPHI B
nuarnasoHe 2,050 aM 1 Mukponopsl <2,0 uMm [126].

[IpoGnembl onpeneneHus pasmepa MOp YCIOXKHAIOTCS TeM, 4To ¢opma Iop
OOBIYHO HEMPABWJIbHASI U HEOJHOPOJIHAS, YTO MPUBOJUT K MHOXKECTBY OIpEAEIICHUN
«pa3Mepa». Kpome T0oro, mopuctbie CUCTEMbI OOBIYHO COCTOSAT U3 B3aUMOCBSI3aHHBIX
CEeTEH, U MOJIyYEHHBIE PE3YJIBTATHI YaCTO 3aBUCAT OT IOCJIEN0BATEIBHOCTH, B KOTOPOH
BCTPEYAIOTCS MOPHI B pAMKaX MCIOJIb3YEMOI0 METo/1a (HarpuMep, BHEIPEHUE PTYTH).
[To TUM MpUYMHAM KOJIMYECTBEHHBIE ONTMCAHUS CTPYKTYPBI IIOP 4YaCTO OCHOBBIBAIOTCS
Ha MOJENbHBIX cuctemax [126]. ITpu 3TOM, B OONBIIMHCTBE CAy4YacB MCIOJIb30BAHMUS
MOPUCTBIX TBEPABIX TEJI pa3Mep IMOp SBISAETCS OCHOBHBIM IapaMETPOM U MOTOMY
aKTUBHO Pa3pabaThIBAIOTCS METO/IbI, LIETbI0 KOTOPBIX SIBISIETCSA MPOBEACHUE aHAIN3a

pasmepa 1op.
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B uenom, meTroasl uccienoBaHus TOPUCTOM CTPYKTYPhl MOXKHO Pa3feianuTh Ha
KOCBEHHbIE METOJAbl (METOJBl PAJAMAIIMOHHOTO pACCESHUSA, IHUKHOMETpUS —
W3MEPEHHUs, OCHOBAHHBIC Ha BBITCCHCHUHU >KUIKOCTH, aJCOPOIIMOHHBIC METO/IbI,
pTyTHasi MOPOMETPHUS, KAIOPUMETPUUECKHE METOJbl), a TaKXKE METOJbl MPSIMOTO
HaOJII0JICHHUS TIOPUCTON CTPYKTYPHI (CTEPEOJOTUUECKUE MOJIXO0/bI, UCIOJIb3yEeMbIE B
ONTUYECKOW WM AJIEKTPOHHON MHUKPOCKOIINU, a TAKXKE Pa3IMIHbIE TOMOTpadudecKue
METOBl BU3yalU3alll TpexMepHoro odbema) [126]. Bce MeTomasl HaXOAAT CBOIO
0o0JlacTh TPUMEHEHHMS B 3aBHCHMOCTH OT TNPOCTOTHI METOJa, BO3ACHCTBHS Ha
CTPYKTYpy (pa3pylamonme M Hepa3pyliaolme), U3MepIeMoro avana3oHa Iop,
HU3MepseMON TOPUCTOCTH: OTKPBITOM, 3aKPBITOM KUK o01iei u 1p. [Ipy cuHTe3e HOBBIX
HAaHOMAaTEPUAJIOB, TAKUX KaK MOPUCTHIE CETHETOANEKTPUUECKUE INICHKU U KOMIIO3UTHI,
Oasupyromuecss Ha KPEMHUEBOM TMOJIOKKE, OCOOEHHO BaXXHBIM CTaHOBUTCS
OIPEJICIICHUE PEATIBHOM CTPYKTYPHI IOP U IOTOMY Ha IIEPBOE MECTO BBIXOIAT MPSMbIE

METO/IbI HAOJIIOACHUS CTPYKTYPHI.

1.2. Oco0eHHOCTH CHHTE3Aa TOHKHX ILIeHOK MeToaoMm CSD

TexHonorus nony4eHusi TOHKUX IUIEHOK TpeOyeT OTAENbHOrO BHUMAHUS, TaK
KaK pe3yJbTHUPYIOLINE CBOMCTBA MOTYT CHUJIBHO OTJIMYATHCS OT CBOMCTB OOBEMHOTO
matepuaia [3,5]. Kak 0110 yomsinyto panee, 3aektpoasl LNO 11 KoHIeHCaTOpHBIX
CTPYKTYp Ha ocHOBe PZT, xak u camu mieHku PZT, B TOM 4ucie OpPUCThbIE, MOTYT
OBITh TTOJIy4EHBI B paMKax OJHOTO METO/Ia — XUMHUYECKOTO OCAKICHHS U3 PacTBOPOB
(CSD). NauHblit MeTOJ TIPECTABISICT COOOM YCIEIIHBI HHCTPYMEHT JIJISl TOJTyYCHUS
KepaMUYECKMX TOHKMX IUIGHOK M  MEPCIeKTHBEH Ui TNpPUMEHEHUs B
IPOMBINIJICHHOCTH, 001a/1asi TAKUMH JOCTOMHCTBAMH, KaK YHUBEPCAIbHOCTh, HU3Kas
CTOMMOCTh HEOOXOJIUMOr0o 00O0pYIOBaHMSI, MACIITAOUPYEMOCTb, BBICOKasi CKOPOCTh

OCaXKICHHS, POCTOTA KOHTPOJISA cTeXxuoMeTpuH U T. 1. [129]. B nannom pasnese 6onee
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noApoOHO oOcCBemeHbl acrekThl mnomydeHusi 1mwieHok LNO wu PZT wmeromom

XUMHNYCCKOT'O OCAKIACHUA N3 PACTBOPOB.

1.2.1. IlpuHOMNI METOAAa XUMHUYECKOT0 OCAK/IEHHS U3 PACTBOPOB

Meroa XMMHYECKOTO OCAXKJEHUS COCTOUT U3 CIEIYIOIIUX OCHOBHBIX 3TAIOB:
CUHTE3 pacTBOpa NPEKYPCOPOB, OCAKIEHUE, CYIIKA U OTKUT C LENbI0 KPUCTAIIU3alUN
(Pucynox 7) [16].

JUist cuHTEe3a pacTBOPOB MPEKYPCOPOB, KAK MPABUJIO, HCIOIb3YIOTCS COJIH,
KapOOKCHIaThl WM JPYTHe METAIJIOOPTAaHMYECKHE COCIUWHEHHUS, TaKhe Kak
QJIKOKCHUJIBI METAJIOB U [3-TMKETOHATHI MeTaI0B. YacTo BO BpeMs CUHTE3a BKIIIOUAIOT
Takue J100aBKH, KaK XMMHUYECKHE CTaOWIU3aTOpbl, YTOOBI PEryJMpOBAaTH CBOMCTBA
KOHEYHOTO pacTBopa TOKphITUA. OOBIYHO PAcCTBOPHI COJAEPXKAT KEIAEMYIO
CTEXHMOMETPUIO TOHKOW IIJIEHKH, OJHAKO IpPU ONPENEIECHHBIX OOCTOSTENbCTBAX
TpeOYIOTCSI KOPPEKTUPOBKU COCTaBa B OTHOIIEHWH TOYHOW CTEXHOMETPUU OKCHJIA
metauia. K aum otHocsTes [16]:

— [Totepu u3-3a nerydectu KomnoHnenra (Harpumep, PbO B mienkax PZT)

- [Totepu u3-3a nuddy3nun KOMIOHEHTOB B OJIOXKKY (Hampumep, notepu Bi u3
TaHTajaTa CTpoHIusA-BucMyTa — SBT).

- [IpeanamepeHHOE OTKJIOHEHUE OT CTEXMOMETPUH TS KEJIaeMOro 00pa3oBaHus
BTOPHUYHBIX (Pa3 WIIM €CTECTBEHHBIX TOUCYHBIX JIEPEKTOB.

Jlanee pacTBOp MOKPBITUS HAHOCHUTCS HA MOJJIOXKKY OJIHUM M3 CIOCOOOB.
Haubomnee pacripocTpaHeHHBIMU SBIISIOTCS METObI HAHECCHUS IIEHTPU(DYyTUPOBAHUEM
U norpyxeHueM. Kpome Toro, MHOT/1a HCHOJIB3YIOT a3P030JIbHOE HAMbUICHHUE (4acToO
Ha3bIBAEMOE paclblIECHUEM) M, B MOCIEAHEEe BpeMs, CTPYHHYIO medatb — OoJee
CJIOKHBIE METO/Ibl, TO3BOJISIIOIINE HAHOCHTh CTPYKTYPUPOBAHHOE TIOKPBITHE C
MEHBIIIUM pacxoJIoM Marepuaia. B pe3ynbrare HaHECEHHs Ha MOJJI0KKE 00pa3yercs

MCTAJIOOPraHndcCKasd IMJIICHKa C BBICOKMM COACPKAHHUEM YIJICPOJHBIX OCTATKOB M
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KUJKAM PAaCTBOPUTENIEM, 3aXBAYCHHBIM B MOPHI IICHKH. 3aT€M OCaXKJCHHAs IJICHKA
BBICYIIIMBAETCS,  TOJBEPraeTcs  MHPOJNM3y  (Pa3joXKEHUI0  OpPraHUYECKUX
KOMIIOHCHTOB), OTXKHUIY C LEJbI0 KpUCTAIM3alMid U (HEoOsA3aTeIbHO)
JOTIOTHUTETHHOMY TOMOTEHU3UPYIONMIEMY OT)KHUTY TSI JATBHEHUINETO YIIJIOTHEHHS UK
yIpaBlIeHUS] MUKPOCTPYKTYpoil. Eciu 3a oIvH UK HAHECECHUS HE yIaeTCs MOTYIUTh
TpeOyeMyI0 TONIINHY TUIEHKH, TO OCAXKICHHE MPOBOAST MOCIONHO, PU 3TOM IOCIE
KQKJIOTO CJIOSI MOTYT OBITh 3TAIbl CYITKHA U OTKHUTA (TIOCTOWHAS KPUCTAJITN3AIINS ) T
e TOJBKO CYIIKH, C TPOBEACHHEM OTXKHTra IOCIIC HAHECCHHs TOCJIEIHErO CIos
(oOBeMHast KpUCTAILTU3AIHUA).
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[IpeoOpazoBaHHe BIIAXKHOM IUIEHKM IIOCJIE€ OCAXJACHHS B IKEIAEMYIO
KPUCTAJUIMYECKYI0 TUICHKY WHAYUUPYETCS KOHTPOJIUPYEMBIMU TEPMUUYECKUMHU
npolieccamu B quanaszone tremmneparyp ot ~200°C no 800°C, koTopbie TOKHBI OBITH
aJanTHPOBAaHbl K XapakTepy 3apoJbIlIeo0pa3oBaHUs M PpPOCTa HCCIETYEMOIO
Matepuana. OObIUHO JJIsl TOTO ATAIA UCTIONB3YIOTCA FOPSAYUE TUTUTHI, OOBIYHbBIC TICUYH
WIM 1edd JUisi OBICTPOrOo TEPMHUYECKOTO OTKWra. B ciydasx ocaxkaeHus Ha oco0o
TEPMOYYBCTBHUTEIBHBIC MTOTOKKH MOXKET HCIIOJIL30BaThCs Ja3epHbid omxwur [16]. C
TEPMOJIMHAMHYECKOW TOYKHU 3peHusi cBoOojHas sHeprus ['mb6dca AGv amopdHoii
TOHKOH TUICHKHU OoibIie, 4eM y kpuctaumdeckod [130], u ee yMeHbIeHHE 32 CUET
oOpa3zoBaHusi HOBOWM (ha3bl SBJISETCS [JBIDKYIIEH CHJIOW 3apoXKICHUS U pPOCTa
KPUCTAJUIUTOB. 3apOK/IeHHE B aMOP(PHOM MIICHKE MOXKET MPOUCXOJUTH TOMOTEHHO TI0
BCEMY 00BEMY IUIEHKM WM T€TEPOT€HHO MPEUMYIIECTBEHHO Ha TPaHULE IUICHKA-
noanoxka. Hanpumep, miienku PZT, HaneceHHble Ha Pt viin aHaIOTMYHY 1O OJIOKKY,
JEMOHCTPUPYIOT THUIIMYHBIE CTOJOYAThIE 3€pHAa IEPOBCKUTA B PE3YJbTATe
MPEANOYTUTEIBHOTO TETEPOrCHHOI0 3apOojbIIIIco0pa3oBaHus Ha MOBEpXHOCTH Pt
[131,132]. B oTiinume oT HUX, cerHeTodIeKTpruieckue tieHku (BaxSri-x) TiO3 00b14HO
KPUCTAILTU3YIOTCS B MEJIKO3EPHUCTYIO PAaBHOOCHYIO cTpyKTypy [38,133].

Bce ycnioBusi cuHTe3a, TakMe Kak XMMHUYECKHUH COCTaB MCXOAHOTO PacTBOpa,
COCTaB IUICHKH, MOMJIOKKA, TEMIlepaTypa OTXKHUIa, BpEeMs M CKOpPOCTh Harpena,
atMocepa TepMOoOpadOTKU, TOJIIUHA IJIEHKH, MOTYT BJIUSATH HA OKOHYATEILHYIO
KPUCTAJUIMYECKYIO CTPYKTYPY. AJKOKCHIHBIE 30Jb-T€lb CIOCOObI (Hampumep, B
ciyyae (opmupoBanus TwieHOK PZT) ocHOBaHbI Ha KOHJEHCAIMHM QJIKOKCHUJIOB
METaJJIOB ¢ 00pa3oBaHMEM B pacTBOPE OKCOAJIKOKCHIOB, KOTOPbIE MOXHO
paccMaTpuBaTh Kak MpeKypcopbl okcuaHbix (a3 [134]. Kpucrammusaius B 3TOi
CUCTEME MPOUCXOAUT U3 BEICKOCBSI3aHHOM ceTr MeTai-okcu. C 0IHOM CTOPOHBI, 3TO
NPUBOJUT K PAaHHEMY HAuyally KPUCTAJUIM3AIMU NPU HUBKUX TEeMIleparypax H3-3a
HU3KUX 3HauYeHWid cBOOOAHON sHepruu AGv, a ¢ Apyrol — MOXKET 3aTpyAHHUTH
dbopmupoBaHre HEOOXOIUMOM (a3bl, 3epEHHOMN CTPYKTYpBI U TEKCTYpbl. Kpome Toro,
CTpYKTypHasi Tpanchopmalusi TBep/ioil aMophHON OKCHIHOW TUIEHKH YacTO MOXKET

MPUBOJIUTH K €€ pacTpeckuBaHuto. [1o 3Toi npuunHe yBenuyeHre cBOOOJHOM SHEPTrun
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['u66ca AGV miis 3aTopMakUBaHUS MPOTIECca KPUCTATUTH3AIUN MOXKET OBITh TTOJIC3HON
CTpaTerHel i TOJMy4eHUs HeoOXoauMmol cTpykTypsl tuieHku [135]. Hampumep,
METO/bl MeTajuloopraHuyeckoro pasnoxkenus (MOD) ¢  OGonee BBICOKUMU
TEMIEpaTypaMy pPa3iIoKEHUs] OpraHMYEeCKHX OCTaTKoB B ciydae mieHok BST nmaror
OOJBIIMI pa3Mep 3epHa U YIyUIIaloT YCTOMYMBOCTh K pACTPECKUBAHUIO B OTIMYHUE OT
aJIKOKCHUIHOTO crocoba [133,136,137].

Jnis nomyuenust miieHok LNO 00bIYHO HCTIONB3YIOT alleTaTHBIE I HUTPATHBIC
npekypcopsl [37,129,138-141]. B otiauune OT aJKOKCHIHOTO ITyTH, TP KOTOPOM B
pacTBOpE CO3/1a€TCs CMEIIaHHAas CETh OKCHIOB METAJNIOB, CYMTACTCS, UYTO MIPEKYPCOPHI
coJieil MEeTaJlIOB JAal0T CHavalla M30JMPOBAHHBIE OKCHIbI METaJUIOB, TBepAodazHas
peakiysi KOTOPBIX TPUBOIUT K (OPMHUPOBAHHMIO MepoBckuTHOW (azer  [39].
OOpa3oBaHue 3TUX MPOMEKYTOUYHBIX (pa3 OyneT BIUATH Ha CBOOOAHYIO 3HEPIHIO

['u66ca AGv u, Kak cieACTBUE, HA KPUCTALTUYECKYIO CTPYKTYPY IUICHKH.

1.2.2. Caoxuoctu cuaTe3a mieHok LNO

Kpucrannmmaeckas crpykrypa u cBoiictBa mieHOk CSD LNO upesBbIuaitHO
YYBCTBUTEIbHBl K YCJIOBHSIM CHHTE3a, BKIIOUYas IMOJJIOKKY, COCTaB pacTBOpa
peKypcopa, mapameTpbl OCaKIeHs, CYIIKH u oTkura u T. 1. [18,38-40]. Ilnenku
LNO, monyuennsie metogoM CSD Ha pa3smudHBIX MO CTPYKTYpE MOJJIOKKaX, YaCTO
UMEIOT MOPHUCTYIO0, MOJUKPUCTAJUIMYECKYIO CTPYKTYpPY € MEJIKMMHU PaBHOOCHBIMU
sepuamu [37,41-43]. OdeBugHO, 4TO Takas Ae(eKTHas CTPYKTypa MpUOOpeTacTt
NOBBIUICHHOE YAENbHOE COINPOTUBICHHE M HE SBISAETCS ONTHUMAJIbHOM st
dbopMupoBaHHS Ha HEW IUICHKHA cerHeTodnekTpuka [44]. Hambomee momxomsiieit
ctpykrypoil tieHok LNO, BbIpallleHHBIX Ha TOMJIOXKKE, pelIeTKa KOTOpOil He
HOJIXOUT JIJIsl AMUTAKCHAILHOTO POCTA, SBIISIETCS CTOJI0UYaTasi CTPYKTypa, COCTOsIIast
U3 3€pEH, MPOPOCUINX BO BCIO TOJIIIMHY TUIEHKH. Psi1 aBTOPOB MOKa3ajid BO3MOXHOCTb

dbopmupoBanus crondyaToi cTpykTyphl mwieHok LNO myTtem TmarensHoro noubopa
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YCIIOBUH CHHTE3a METOJaMH UMITYJILCHOTO JazepHoro HambuieHus: (PLD) [29] u CSD
[18,44]. OnHako MexaHU3MbI (POPMUPOBAHUS KPUCTATUTUICCKOM CTPYKTYPBI B IUICHKAX
LNO 1o cux mop He SICHBI.

Cy1iecTBYIOT pa3Iu4HbIC HHTEPIPETAIIMN MEXaHU3Ma KPUCTALTU3ALMHU TIIEHOK
LNO, monydennsix merogom CSD. B oOmiem ciaydae pocT SNMHUTaKCHAIBHOW WITH
CTOJI0YATON CTPYKTYpPhl BO3MOXEH MO OJHOMY M3 TPEX MEXaHU3MOB B 3aBUCHMOCTH
OT CTPYKTYPHBIX pa3jIMudii MEXIy TUICHKOH M mojuioxkoit [38]. Ilpm HeOGombImx
pa3INYusAX B CTPYKTYpE U MapaMeTpax peueTky, KaK MpaBuiio, STUTAKCHAIbHBINA POCT
IUICHOK TPOUCXOAUT IyTeM 3apOKICHUS HAHOpPa3MEPHBIX 3€peH Ha TPAHHUILIS
IUICHKA/TIO/UIOKKA W WX JaipHedero pocra. Ilpu Oonbmux pa3iaudusix poct
AMUTAKCUATIBHBIX TUICHOK MOYKET OBITh PEAIN30BaH TaK HA3bIBAEMbBIM JIBYXCTAUITHBIM
IpolieccoM, Korja CHayaiaa ocoObIM 00pa3oM (OpMHPYETCS 3aTPAaBOYHBIN CIIOM,
COCTOSIIUHN U3 OTACIBHBIX OCTPOBKOB C MaJION Mexk(a3HOM SHEPTHeil, a 3aTeM Ha HETO
ocaxxaaeTcsa 0ojee TOJICTBIA CIOH, JJIsl KOTOPOTO OCTPOBKH CIyXaT 3aTpaBKamH, B
pe3yJbTaTe yero oopa3yeTcsi BLICOKOOPUEHTHPOBAaHHAS TUICHKA. TpeTuit MexaHusm —
POCT DNUTAKCUANBHON CTPYKTYphl U3 JKHIKOM ¢a3pl mnpu 0ojiee BBICOKUX
temmneparypax. OIHAKO 3TH MEXaHW3Mbl HE TMOJHOCTHIO OMUCHIBAIOT POCT IUICHOK
LNO, nonydenubsix metogom CSD.

®opmupoBanue cioeB LNO meTogoM XHMHUYECKOTO OCaXACHHS SBIISACTCS
BeCbMa HETPUBHAJIBHOW 3a/madyeii, Tak KaK KOHEUHAas CTPYKTypa IUICHKH, Kak
MOKAa3bIBAIOT MHOTOUMCIIEHHBIE PA0OTHI, 3aBUCHUT OT LIETIOTO psifa (PaKkTOpOB, MPU 3TOM
M30JIMPOBATh UX JIPYT OT ApyTa yaaeTcs naneko He Bceraa. Kak mpasuiio, muienku LNO
MOJIy4arOT B paMKaX MHOTOCJIOWHOTO MpoIlecca HAHECEHUs C CYIIKOW U OTKUTOM
kaxzaoro ciog. C OAHOW CTOpPOHBI, JAaHHBIM TMOAXOA OOECIEeYMBAET OTCYTCTBUE
Pa3MBITHsI OJTHUX CIIOEB JPYTHMMH, C IPYTOM CTOPOHBI, OXKUAAETCSA, YTO B IPOIECCEe
OCaICHUSI MHOTOCJIOMHOM IJIEHKU HIDKEJIeXKAIUe CJI0oU OYAYT CIY>KUTh HJI€aTbHON
MOMJIOKKOM JJIE TEeTepOreHHOI0 3apOoXKIACHUS 3€peH B cieAyoleMm cioe. B
OONBIIMHCTBE PadOT aBTOPHI CTPEMSATCS M3MEHUTh MEXaHH3M 3apOXKICHHUS 3E€pPEH C
TOMOT€HHOTO Ha TETePOTeHHBI TPH Ppa3WYHBIX YCJIOBHSIX, TaKUX Kak

TepMOOOPa0dOTKa M CKOPOCTh HArpeBa, COCTaB MPEKypcopa, TOJNIIMHA €TUHUIHOTO
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ciost [37,44]. MHorouncieHHbIe pabOTHl HANPABICHBI Ha BBISBICHHE (PAKTOPOB,
BJIMSIONIMX HA (OPMHUPOBAHNE PABHOOCHOH MITU CTOJIOUATON CTPYKTYPHI.

CocTaB HCXOAHBIX PACTBOPOB, HECOMHEHHO, SIBIISICTCSA OJHUM U3 UCCIIEAYEMBIX
dakxropoB. Kak mokazano B pabore Suzuki m ap. [19], pasmudnHble pacTBOPHI
IPEKypCOpPOB MOTYT CIOCOOCTBOBATh (POPMHUPOBAHUIO IIJICHOK TOW WM WHON
KpucTayiorpadguueckoil opueHTauu. ABTOpbI HOKa3ain, YTO TUICHKA, TIOJTyYeHHAas U3
MPEKypcopa €O CMEChIO 2-METOKCUAITAHOJA M 2-aMUHOATAHOJIA, MPOSBISET
opuenranuio (001), B To BpeMs Kak IUIEHKa, OJyYeHHas U3 MPEKypcopa ¢ 3TaHOJIOM
B KayecTBe pactBopuTels, obnamaer opuentauuend (011). HecmoTps Ha nonmydeHue
yIpaBIIEeMON OpUEHTALMU, CTPYKTypa IUICHOK Oblla Janeka OT COBEPIIECHCTBA —
HaOJIF0JAITMCh TIOPBI U TpenmHbL. B padote [18] Takke rccinenoBaiy BIUSHAE COCTaBa
IPEKYPCOPOB Ha CTPYKTYPY IICHOK. ABTOPHI paOOTHI CBSI3BIBAIOT Pa3inune B pa3Mepe
3epeH (OPMHUPYEMBIX IIJICHOK, a TaKK€ BO3HUKHOBEHHME TaKHX JE(PEKTOB, Kak
TPEUIMHBI W TIOPBI, C BBICOKUM COJIEp)KAHHEM HEJIEeTydero KOMIOHeHTa (2-
METOKCHATaHOJIa) B pPacTBOpE, KOTOPOE MPHUBOIUT K OOJBLIIOMY COJCPIKAHUIO
OCTaTOYHOH OpraHWKW B TOJYYCHHOH IUIEHKE OO0 OTkura. Bo Bpems ObicTporo
yIAJICHUsT OPTaHUKW TIPU BBICOKMX TEMIIEpaTypaXx JTH OCTATKA NPUBOIAT K
dbopmuposanuto mop [37,39].

JlpyruM akTHBHO OOCYXIaeMbIM acCIEKTOM SBJISIETCS MPOIECC TEPMUYECKOU
o0paboTku TuieHOK. [lo nuTeparypHbIM MAaHHBIM TemmepaTypa omxkura LNO
Bapbupyetcs B auarnazone 600-750 °C u MOXKeT 3aBUCETh OT pacTBOpPA MPEKYPCOPOB.
[TeperpeB mpekypcopoB LNO moxer mnpuBectTm K aedummry Kuciopoaa u
dbopmupoBannio HexxenareabHoi ¢aser LayNi,O4 BMecTo kyOnueckoit LaNiOsz, B To
BpeMsI KaK HEIOCTaTOYHO BBICOKAas TEMIepaTypa OTKHUTa MPUBEAET K MPUCYTCTBUIO
amopdHo# dassl u/mmu npomexyrounsix (a3 (NiO, La,O3) [18].

Crioco0 ¥ CKOpOCTh HarpeBa TaKKe OKasbIBaIOT BiMsHHE Ha cTpykTypy LNO.
CymiecTByeT MHOKECTBO CIIOCOOOB HarpeBa IUICHKH Ui €€ KPUCTAJUTM3AINH, TaKue
KaK IPOCTOi HarpeB B My denbHoM meun [142], ObicTpblii TepMaibHbIN oTRUT [18,142],
HarpeB MHUKPOBOJIHOBBIM m3iyueHuem [15], masepubiit omkur [143]. [To mMHeHHIO

aBTOpPOB paboThI [18], ckopocTh Harpesa B mporecce OBICTPOro TEPMAIBLHOTO OTXKHIa
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SIBIISIETCS KJIFOUEBBIM (PaKTOPOM IpH (POPMUPOBAHUN OPUEHTAIIMH IIJIEHOK. CpaBHEHHE
MHUKPOBOJHOBOI'O HarpeBa U TPaJAMIIMOHHOIO HarpeBa B My(elbHOH meun B padbore
[15] mokaspiBaeT, YTO BBICOKAas CKOPOCTh KPUCTAJUIM3AIMHA TPU MHKPOBOJHOBOM
BO3JICICTBUHM MPHUBOIUT K (OPMUPOBAHUIO HEOJHOPOAHBIX IO pa3Mepy 3€peH,
BBICOKON IOPUCTOCTHU U OOJIBLIEH IEPOXOBATOCTH IJICHKH.

Oran cymiku miieHok LNO Bbi3biBaeT emé 0osblie ciopoB. MHOTHE OKCHIHBIE
IUIEHKH, TOJYYEHHbIE METOJOM XHMMHUYECKOIO OCAXJIECHHS W3 pacTBOpa (Hampumep,
PZT), yacTO M3roTaBiIMBalOT C HCIOJIb30BAHUEM TaK HA3bIBAEMOM JIBYX3TaIlHOM
CYIIKM: HU3KOTEMIIEPATYPHOU M BBICOKOTEMIIEpaTypHOU. [locimenHsas Takxke 4acTto
YOPOLIEHHO HAa3bIBAETCS IMHUPOJIM30M, TaK KaKk Ha BTOPOM 3Talle IPEANOaracTcs
OKOHYATeJIbHBIN pacnajl OpraHMuecKux coeAMHeHui u3 pacrsopa. B comyuae LNO ner
OJIHO3HAYHOTO MHEHUS O TOM, KaK BIIMSET ABYXATaIlHAs CYIIKA HA CTPYKTYpPY IUICHOK.
MHorue paboThl MOKa3bIBAIM YCHEIIHOE I[OJIyYeHHE IUIEHOK C  3TaloM
BhICOKOTEeMIIepaTtypHoi cymiku [89,144,145]. BBeaeHue OBYXATAIHOW CYIIKH B
paboTax OCHOBBIBAJIOCh HAa JAHHBIX TEPMOIPABHUMETPHUUYECKOIO aHaJIW3a, KOTOPBIN
MOKa3bIBaJl HAIMUKE DK30TEPMHUYECKOro Mrka B obsactu temmneparyp 250—400°C u
OMHCHIBAJICS KaK BBIFOPAHME OCTATOYHBIX OPraHUYECKUX CcoeAuHeHuil. Jlpyrue
Hay4yHbI€ TPYMIIbI, HAOOOPOT, CKJIOHSIUCH K TOMY, UTO 3TOT IlIar yXyAIAeT CTPYKTYpPY
wieHok [15]. B paGote [37] aBTOpHBI MpeanonaraoT, 4To 00pa3oBaHUE TOP CBS3aHO C
KOHKYPEHIMEN JIBYX MPOIECCOB: OBICTPOro yaajieHus: NPOAYKTOB PEAKIMH U YCAIKU
IUIEHKHA, I03TOMY  CYMTAETCs, 4YTO IUIEHKHM, T[IOJYYEHHbIE C  DTaloM
BBICOKOTEMIEPATYPHOM CYIIKH, JOJKHBI OBITh 0OJiee IUIOTHBIMH, TaK KaK HalM4yHUe
JIOTIOJIHUTEIBHON TEMIIEpaTypHOM CTYNEHH JOJDKHO 3aMeiiTh oba mpolecca.
OpHako aHanu3 CTPYKTYpPbl IUIEHOK II0Ka3ajd, YTO BBICOKOTEMIIEpaTypHas CyLIKa
OpUBOAUT K (OPMHUPOBAHHUIO OOJEe BBIPAKEHHBIX PABHOOCHBIX 3€pEH, HE
IPOPACTAOIIMX 32 Mpeaesibl MOJCIOEB, TOrZNAa Kak IPU HCIOJIB30BAHUU TOJIBKO
HU3KOTEMIIEPATYPHOU CYNIKKM HAOIIOJAI0TCS YacTUYHO Ipopociire 3epHa (PucyHok
8). ABTOpBI CBSI3BIBAIOT MOSIBIICHUE CTOJIOUATHIX 3€PEH C TEM, UTO OBICTPBIM HarpeB
NPENSATCTBYET HYKJIEAlMH, TMPUBOAS K CHIDKCHHMIO JBIKYIIEW CHJIBI IS

KpucTauu3anuu. TakuM 00pa3oM, TeTEpOTeHHOE 3apOXKACHUE IMPeodiafaeT Mpu



45

NOMEIIEHHUH TUIEHKH cpa3y nociie cymku npu 120°C B neus npu 700°C. Kpome Toro,
NperoiaraeTcs, 4ro HyKJealu B O0beMe IJICHKH HpPU BBICOKOTEMIIEPATypHOU
CYIIIKE CIIOCOOCTBYET 3apoKicHHE mpoMexyTouHblx (a3 [38]. Takum obOpasom,
CHWKEHUE BIKYIIICH CHITBI U ITOAaBIeHNE 00bEMHON HYKJICAIIH CUUTAIOTCS B padboTe

[37] oTBeTCTBEHHBIMU 32 POPMHUPOBAHUE CTOJIOUATHIX 3EPECH.
"l N ]

Pucynok 8. IIDM-u3zo0pakeHusi B TUIaHE U B MOIMEPEYHOM CEUEHUU TUICHOK
LNO: (a) u (B) — ruieHKa ¢ JBYX3TalHOM CyWIKOW, (0) U (I) — MJIEHKAa TOJBKO C
HU3KOTEMIIEpAaTypHOU Cymikod, (@) u (y) — YBEJIMYEHHOE U300pKEHUE W
3JIEKTPOHOrPaMMa COOTBETCTBYIoMICH YacTu (T) [37]

TonumHa eIMHUYHOTO CJIOS B MPOLECCEe MHOTOCIOMHOTO HAaHECEHUS MIJICHOK
TaK)Ke paccMaTpUBaeTCs Kak pakTop, OKa3bIBAIOIINN BIAUSHUE HA CTPYKTYPY. C 0HOM
CTOPOHBI, JUIsi MHOTUX MarepuaiioB, Takux kak LNO, BaTiOs; u SrTiO3 mokazano
MOJIOKUTEIbHOE ~ BJIMSHUE YMEHbBIICHHUS TOJIIMHBI  €IUHUYHOTO CJIOSl  Ha
dopmupoBanue croaduaToi CTpykTyphl [38,44,146,147]. Crnumkom Oosblias

TOJIIIMHA CAVMHHUYHOI'O CJI0A MOXKCT TAaKXKC IMPHUBCCTHM K BO3HHUKHOBCHUIO TPCIIWH
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BCJICZICTBUE HAMPSHKEHUN B MIPOIIECCE YOAICHUS OpTraHuKH WiH Kpuctamumsaruu. C
JPyTroii CTOPOHBI, 3HAUYNTEIHHOE YMEHBIIICHUE TONIIUHBI SIUHUYHOTO CJIOS TpeOyer
YBEIMUEHUS KOJIMYECTBA [IUKIIOB HAHECCHHUS, YBEIIMINBAs, COOTBETCTBEHHO, H BPEMsI
cuHTE3a. DIeKTponpoBoaHOCTH TIeHOK LNO, B cBOIO 0Uepesb, 3aBUCHUT OT TOJIIIHMHBI
uToroBor TwieHKH (PucyHok 9) W MOTOMY MOJydeHHE CIHITKOM TOHKHX ITUICHOK
HEBO3MOXKHO. KpoMe Toro, yMeHbIIIeHHEe TOJIITUHBI CJIOSI MOYKET TaKKe OTPUIIATEIHHO

BJIMSTH Y Ha IPEUMYIIIECTBEHHYIO OPUEHTAIIHIO 3epeH TuieHKn [148].

9000 +

IT'MBJICHUE, M KOM'M

wn

000

il 3
1000 T T T

0 50 100 150 200
Tommunaa miaegku LNO, HMm

YienbHoe conpo

Pucynok 9. 3aBUCUMOCTD yI€THHOTO AIEKTPOCOIIPOTUBICHHS OT TOIIIUHBI

wienkn LNO [142]

B pabotax [44,149] noka3aHO BIMSIHUE KOHIICHTPALMU PACTBOPA M TOJIIIHHBI
CIMHUYHOTO CJI0S Ha 00pa3oBaHuE CTOJI04YaToi CTpYKTyphbl. ABTOpam [44] yaamoch
MOJIyYUTh CTOJOUYATYIO CTPYKTYpPY IUICHOK M3 pacTBopa Ha 0a3e HUTpaTa JIaHTaHa U
alieTaTa HUKeEJsl B CMECH pacTBOpHUTENIed 2-METOKCHATAaHOJa M MOHOATaHOJAMUHA
TOJILKO B CiTydae KoHIeHTparuu pactBopa 0.1 mounn/a. ITpu Takoi ke TepMUUECKO#
00paboTke pactBop 0.2 MOJB/JI TIO3BOIHII MOJYYUTh TOJIBKO MOJIMKPUCTATUINICCKYIO
IJICHKY C PaBHOOCHBIMHU 3epHamu. [Ipu 3TOM CTOUT OTMETHTH, YTO AJIA JAHHOTO
pactBopa u crocoba HaHeceHus jis koHieHTtparuu 0.1 Monb/il enMHUYHBIN CII0#

coctarysieT 25 M, a st 0.2 mosb/n — 40 HM [44], 94TO MOXKET OTIIMYATBCS IS
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pacTBOpOB JIpyroro cocrtaBa. Ha oOCHOBaHWM TOJMYYEHHBIX JAHHBIX AaBTOPBI
NPEANOJIOXKUIN, YTO TOJIIMHA EAUHUYHOIO CJIOS OMpEeNeisieT TOMOIeHHOE U
reTepOreHHOE 3apOKJICHHUE 3€PEH: TPU YMEHBIIIEHUHU TOJIIIUHBI OCAXIEHHOTO CJIOS 110
HEKOTOPOTO KPUTHYECKOTO 3HAYCHMsI, TOMOTEHHAs HYKJICAIs 3aTOPMaXUBACTCA U
reTeporeHHas HayMHaeT JAOMHHHPOBATH, CIOCOOCTBYS DSMHUTAKCHUAIBLHOMY POCTY
BBIIIICIC)KANTUX CII0CB Ha HIbkenexkammx [44]. Ohya u ap. [150] takke nmpuxoawmiu K
OMpEeNeNAONIe POMU TOJIIUHBI CJIOSI B MEXaHHU3ME KpUCTAILIM3AlMU, HO MpHU
UCCIICIOBAaHUH TUICHOK ApyruX IieHok — T102 u ZnO, Takke MOJIyYSHHBIX METOIOM
CSD. ABTOpBI TpEanoONOXKWIN, YTO KpUTHYECKas TOJIIMHA CJIOS — 3TO pa3Mmep
KPUTHYECKOTO 3apojpiiia. OHAKO, KaKk OTMEYAI0T CaMH aBTOpPbI paboThl [44], B ux
Cllydae pPOCT CTOJOYATHIX 3€pPeH MPOUCXOJIUT MPHU TONIIMUHE CIos 25 HM, 4YTO
OTPENICJICHHO BBIIIE KPUTHYECKOTO 3apojbima. OpHako, ApYroro oOBSICHEHUS
(GbOpMHUPOBAHUIO CTOJIOYATON CTPYKTYPHI MPHU CJI0€ 25 HM U paBHOOCHOM — 1ipu 40 HM
aBTOpBI He HaxodsaT. Takum oOpazom, TeHacHIUS LNO k romoreHHOW HyKIIearuu
JTABHO HAOJIIOJAETCs, OJIHAKO HET MOJHOT0 MOHUMAaHUs, KaKUM 00pa3oM MPOUCXOUT
U3MEHEHHE CTPYKTYphl C PAaBHOOCHOW Ha CTOJOYATYIO NMPU BapbHUPOBAHUU CAMBIX

pa3nuYHbIX (PAKTOPOB.

1.2.3. Bausanue LNO Ha cTpykTypy U cBoiictBa PZT

N3BECTHO, YTO B TreTEPOCTPYKTYypax 4YACTO HWKEIICKAIIUN CIOM OKa3bIBAECT
3HAYUTENILHOE BIIMSIHUE HAa CTPYKTYPY BBIMICNIEKAIIETO CJIO0s, KaK MpaBWJIO, KOraa
UMEeT MECTO TeTEePOreHHOE 3apoXACHHUE 3epeH Ha MexdazHoit rpanure. [losTomy
0COOBIN MHTEpeC IpH pa3paboTKe HOBOTO AJIEKTpoaa B cucteMe ¢ PZT BBI3BIBAIOT
MCCIICIOBAHUS B3AUMHOTIO BJIMSIHUS CJIOEB F€TEPOCTPYKTYPHI.

B pabore [142] aBTOpbI MPOBOAAT KOMIUIEKCHBIH CPaBHUTCIBHBIA aHAJIM3
rieHok PZT Ha crangaptHoMm mmatuHoBoM U LNO snektpone. Cpegnuii pazmep 3epeH

PZT na LNO npu oguHaKoBO# TOJIIIMHE TUIEHKU CETHETOAJIEKTpHUKa, paBHOM 200 HM,
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3HAYUTENIbHO MEHbIIE, YeM pa3mep 3epeH PZT na mnatune (58 um mist LNO, 100 um
s Pt) [151]. ABropsl padoThl [142] cunTaroT, 4To TaKOE YMEHbBIIICHUE pa3Mepa 3epeH
CBSI3aHO TJIABHBIM 00pa3oMm c Oojblied IIOTHOCThIO Hykiearuun Ha LNO 1o
CpaBHEHHUIO C TuIaTuHOW. [Ipu TOM OoblIasi MIOTHOCTh HYKJICAMU U YCKOPEHHAs
kpuctaynzaiusa PZT na LNO oka3pIBaeT U MOJOXKUTEIBHBIN 3(PHEKT, 3HaYNTEITLHO
CHWKasl KOJIMUECTBO HEXelaTeIbHON upoxiopHoi ¢asel B PZT. Tak, Ha pucynke 10
npuseneHbl Mukpodororpaduu PZT miueHoK, moydeHHBIX Ha minaTuHoBoM (a) u LNO
(0) anekTpoax HaHECCHHEM OJMHAKOBOTO mpekypcopa ¢ 10% u3osiTka PhO [142].
[Inenka PZT, oOpa3oBaHHas Ha MJIIATUHOBOM 3JIEKTPOJIE, COCTOUT Ha Oosee uem 50%
U3 MUPOXJIOPHOH (ha3bl, B TO BpeMsl Kak IUICHKa U3 TOro ke mpekypcopa Ha LNO
IPOSIBIISIET 3HAUUTENBHOE YMEHbBIIEHHE O0acTel nupoxiopa. s o0bsacHeHns Takon
pasHUILl aBTOPBI padoThI [142] nmpuberaroT K CKOPOCTH KpUCTAILIM3aIuu. 3BeCcTHO,
YTO CKOpPOCTh Kpucraumzanuu PZT MoxeT CWIbHO BIMATH Ha OOpa3oBaHUE
nupoxiiopa [152]. beuto 0OHapyKeHO, YTO YBEIHMUECHHUE CKOPOCTH KPHCTAUIA3AIMU
IPUBOJUT K YMEHbIIeHUIO motepb PbO, u, Takum o0Opazom, CHMXKAET COllepKaHUE
nupoxsopa B 1ieHke. B pabote [142] moka3zano, Ha LNO snextpone PZT moxer
kpuctasnzoBaThes mpu 500 °C 3a 30 MmuHyT, X0Ts Ha Pt rieHka ocraercst amopHOit
Jaxke yepe3 yac. Takoe 3HAUMTEITbHOE CHUKEHHE TeMIIepaTyphl ABISETCS OOJBIINM
PEUMYIIECTBOM, TaK KakK 3aMeIAIoTcs U Gy3noHHBIC TPOIIECCHI MEXKAY CIOSIMU U
camkatrotcs motepu PbO. Bonbias ckopocts kpuctamm3anuu Ha LNO nocturaercs
3a cyeT OBICTPOI HYKJICAIUH.

Cxoxectb cTpykTyp PZT m LNO npuBOIUT K yIyYIICHHIO aII€3UH CIIOEB U
SJIEKTPUUYCCKOMY KOHTAKTy Mexay HuUMH. L{ukiamueckue mcnbitanus (Pucynok 11)
noka3zaiu, 4yto mieHku PZT ¢ 10% wusosrrounoro PbO, chopmuposannsie Ha LNO,
yBenuuuan npemen ycranoct ¢ 7-10* mo 7-10°. Opmoit m3 mpuuMH Takoro
3HAYUTENIbHOTO YIJIYYIIEHUS SBJISETCA PpE3KOE CHIDKEHUE MHUPOXJIOPHON (ha3sl
(Pucynok 10), KOTOpOE TakKe MOKET OBITh OTMEUEHO TIPU CpaBHEHUH IIEHOK ¢ 10%
1 30% u3zoprrounoro PbO na mnarune (7-10% u 2-107 uuKIOB, COOTBETCTBEHHO) M HA
LNO (6-10° u 7-108 uukinos, coorBeTcTBeHHO). Hanbonee BBICOKHIA IIPEIEN YCTalOCTH

Takxe gocturaetcs B ctpykrypax Ha LNO npu no6asienun 15% u3obitka PbO [142].
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Pucynox 10. Mopdonorust noBepxHoctu ieHku PZT B 10% u30bitka PbO Ha Pt (a)
u Ha LNO (0), metka — 200 u™m [142]. OGnactu neposckuta (Pe) u mupoxiopa (Py)

YKa3aHbl CTPCIKaAMHU

100
80 \f
EZ \f 30 % PbO
& 10 % PbO
[aW 60 -
—8— PZT/LNO
—A— PZT/Pt
40 T T
10° 10° 10 100

KommrgecTBo LIIKIOB

Pucynok 11. 3MeHeHHe 0cTaTOUHOM MOJISIpU3aliKi B 3aBUCUMOCTH OT

KOJINYECTBA IIMKJIOB; TUICHKU UMetoT ToamuHy 200 Hm [142]

Paznmuune mpakThdecku Ha ABa TOPSAIKA MEXKTY KOJUYECTBOM IIMKJIOB JIJIst
mieHoK ¢ 30% n30bITouHOTO OKCcHa cBuHIA Ha Pt 1 Ha LNO roBoput o ToMm, 4TO HE
TOJIBKO TIMPOXJIOPHAs (a3a OKa3bIBAeT CHIIHLHOE BIHMSHHUE Ha YCTAJOCTHBIC CBOWCTBA
cucteMbl. CymIiecTByeT MPEeaNoIOKEHUE, YTO OKCHUIHBIC DJIEKTPOABl KOMIICHCHUPYIOT
KHCIIOPOJHBIC BaKaHCHUU, 0Opasyromuecs B IMPOIECCe IMUKIUYCCKON paboThl. DTH

BaKaHCHUHU CIIOCOOHBI TG GYyHIAUPOBATh B OKCHIHBIN MPOBOAIINI CII0I1 BMECTO TOTO,
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9TOOBI 3aJIeP)KUBATHCS HA MeX(Pa3HOU TPaHUIIC, YBEIUUNBAs, TAKUM 00pa3oM, CPOK
Ciyx0bl. [pyrol nmpuuMHONW MOXET OBITb TO, YTO HWHKEKTUPOBAHHBIC 3apsibl,
MPUBOJSIINAE B KOHEYHOM CUETE K YCTAJIOCTH, PEIAKCUPYIOT OOPATHO B AJIEKTPOJ] U3-
3a 0oJIbIION MekdasHoi 30HbI [142].

DneKTpuYeCcKrue CBOMCTBA IUNIEHOK Takke yiyuiatoTes B cuctreme PZT — LNO B
cpaBHeHuu ¢ PZT — Pt: kospruTuBHOE mojie ymeHbImaercs ¢ 125 kB/cm mms

xkomnosutu ¢ Pt 1o 100 kB/cm miia kommnosunmu ¢ LNO; octaTounas nonspuzanus

2 2

Bo3pactaeT ¢ 25 MmkKn/em® mo 40 mxKn/em® mus Pt u LNO, cooTBeTCTBEHHO.
YMeHbIIIEHHE KOIPIUTHBHOTO TIOJMS MOXKET OBITh CBS3aHO C YMCEHBIICHHUEM
KOJIMYECTBA MUPOXJIOPHON (ha3bl B IJICHKE, a TAKXKE C YIYUIICHUEM DJICKTPUUECKOTO

KOHTaKTa Ha Mexda3Hoi rpanutie [142].

BoiBoabI U3 JUTEPATYPHBIX JaHHBIX U MOCTAHOBKA IEJIN A 3a1a4

®dopmupoBanue ctpyktyp PZT-LNO-Si sBasiercs kpaiiHe MHOTOCTOPOHHEH,
KOMIUICKCHOM 3a71aueii, ¥ XOTs Ha JaHHBI MOMEHT OOJIBIIIOE KOJTMYECTBO ITyOTMKAIIHI
MOCBAIIECHO WCCIICIOBAHUSAM KaKUX-THOO TEXHOJOTHYECKUX TapaMeTpoOB Ha
CTPYKTYpY M CBOWCTBAa IUICHOK, IIOJIy4acMble€ KOMIIO3UIIMM €€ JaleKu OT
COBEPIIICHCTBA.

Tak, B mpuBeIeHHBIX BBIIIE paboTax 0co00 YKa3aHbl TaKUE TEXHOJOTHYECKHE
aCIEKThI, KaK COCTaB PaCTBOPOB MPEKYPCOPOB, MX KOHIIEHTpAIsl, 00eCIeYnBaroIIas
OTIPEICICHHYIO TONIIMHY €IWHUYHOTO CJIOS, pa3IMYHbIC BHJBl TEPMHUYECKOU
obOpabotku. [Ipu 3TOM OOBEAMHEHUE BCEX PE3YIHTATOB HCCICIOBAHUN B €IMHOM
HKCIIEPUMEHTE MOXKET U HE JIaTh MOJOXHUTEIbHOTO 3 (deKTa, Tak KaKk B3aUMOCBS3b
(bakTOpoB MEXIy coO00M He m3ydeHa. TakuM o0Opa3om, pa3pabOoTKa TEXHOJIOTHUHU
nonydenus PZT-LNO-Si Bce emie TpeOyer OONBIIOr0 BHUMAHHS W SBISCTCS

aAKTyaJIbHOM 3aJ1a4cil.



51

dopmHupoBaHUE MOPUCTHIX MIEHOK PZT u koMno3uToB B pamkax merona CSD
TaK)K€ SBJISETCS AaKTUBHO M3y4yaeMOM 00J1acThlO, OJHAKO OOJBIIMHCTBO padoT
IPEJICTaBJICHO JUIIb C MUHUMAIBbHON CTPYKTYPHOM Xapaktepusauue. Takxke, Kak u
c LNO, otcyrctBue mnoHMMaHHS MeXxaHHW3Ma (OPMHUPOBAHUSA TAaKUX CTPYKTYpP
3aTpyJHSET JalbHENIIEe NCCIIEI0OBAaHUE TAKUX MAaTEPUAJIOB U CO3/1aHHUE KOMIIO3UTOB
Ha UX OCHOBe. B WacTHOCTH, HaM HE W3BECTHBI PAa0OTHI C AHAIM30M TPEXMEPHOMN
CTPYKTYpPBI TIOPUCTHIX MIeHOK PZT, a komudecTBO padot ¢ [IOM wmccrnemoBanusMu
Tak)ke BecbMa orpannyeHo. Kpome noapoOHOro uccieaoBanusi MOPUCTON CTPYKTYpPBI
wieHoK PZT ¢ y»e n3BeCTHbIMU IMOPOre€HaMH, OCOOBIA HHTEPEC MPE/ICTABIISAET CUHTES
IUIEHOK C UCTOJIb30BaHUEM OJIOK-CONOJUMEPHBIX MOBEPXHOCTHO-AKTUBHBIX BEIIECTB.

B cBi3M C BBIIICONMCAaHHBIM, WEJAbK PadOThl SBISETCS YCTaHOBJICHUE
3akoHoMmepHocTel ¢dopmupoBanus cinoeB LNO u PZT-LNO co crpykrypoii
NEPOBCKUTOB, a TaKXKe€ ONPEICIICHUE CTPYKTypbl MOPUCTBIX IUIeHOK PZT wu
komro3utoB PZT/Ti-O Ha uX OCHOBE, MEPCIEKTUBHBIX ISl IPUMEHEHUS B MUKPO- H
HAHOXJIEKTPOHUKE.

3agaum:
1)  Busyanu3upoBaTh OCOOCHHOCTH CTPYKTYpbl U ONpeAeIuTh (a3oBbId U
aneMmeHTHBI coctaB kommosumuii LNO-SiO,-Si, LNO-PZT-SiO,-Si, PZT/Ti-O u
NOPUCTBIX IJIEHOK PZT M MeromamMu 3J€KTPOHHOW MHUKPOCKONUH, SJIEKTPOHHOU
Tu(dpakIMK U SHEPTOAUCIIEPCUOHHOTO aHAIHN3a.
2)  YCTaHOBUTH POJIb TEMIICPATYPHBIX MMapaMETPOB Ha KAKIOM dTare CHHTE3a
wieHok LNO mMeTogoM XMMHYeCKOT0o OCaXACHUS U3 PACTBOPOB.
3) Ilpoananu3upoBaTh KHHETHUKY IMOCIOWHOW KpucTaumusanuu ieHok LNO wu
YCTAaHOBUTh MEXaHW3M (opmMupoBaHus cronduyaToil cTpykTyphl TwieHOK LNO Ha
noioxkkax Si-SiO; Ha OCHOBE MOJIYUYCHHBIX TAHHBIX.
4)  Omnpeneiauth B3aMMHOE BinsHue ciioeB B Kommo3uiusx LNO-PZT-SiO,-Si u
YCTaHOBUTH ONTUMAJIbHBIE TEXHOJOTUYECKHE MTapaMeTphl JIs1 OTyYEeHHsI CTOI0YaATON
cTpyktypsl ciost LNO.
5)  OrueHuTh BO3MOXKHOCTh BH3YAIHU3AI[MH TPEXMEPHOU CTPYKTYPBI ME30IIOPHUTCHIX

JAUDJICKTPHUICCKHUX IIJICHOK TOMOFpa(l)I/I‘IeCKI/IMI/I METOdaMH 1 HO)IO6paTB OIITUMAJIBHBIC
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napamMeTpbl 3KCHEpPUMEHTAa Uil ONPENECICHUS Pa3IMYHbIX KOJWYECTBEHHBIX
XapaKTEPUCTHUK.

6) Ha ocHOBe CTPYKTYpHBIX MCCIICJOBAHUIN ONPENEIUTh HauOOJee MOAXOIAIINE
MOPUCTBIC TUICHKH JUIA co3iaHus KoMmo3uToB PZT/Ti-O myTtem 3amojHEHHS ITOp
MeTrogoM ALD u BBISIBUTH CTPYKTYpHbIE OCOOCHHOCTH IMOJYUYEHHBIX KOMIIO3UTOB
METOJAMH  MPOCBEUYMBAIOIIEH  3JIEKTPOHHOW  MuKpockomuun u  OUII-POM

HaHOTOMOTpaduu.
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I'naBa 2. MatepuaJjibl 1 METOABI

B rnaBe moapoOHO OCBEIIEH CHMHTE3 METOJIOM XUMHUYECKOTO OCAXKICHUS W3
pactBopoB 1uieHok LNO, xomnosuruii PZT-LNO-Si u nopucteix mienok PZT mpu
N00ABICHUM Pa3IMYHBIX TOPOTEHOB, a TaKXXE KOMIIO3UTOB Ha WX ocHoBe. [l
U3YYEHUS! CTPYKTYPHBIX OCOOCHHOCTEH IUIEHOK OBLIM MCIOIb30BaHbl Pa3IMYHBIC
METOJIbI AJIEKTPOHHONM MMKPOCKOIHH: TOJy4eHHE H300paKEHUH C MOMOIIBIO
pactpoBoii (POM), mpocBeuuBatomeid (II9M) u mnpocBeunBarome pacTpoBoit
(ITPOM) »NEeKTPOHHOM MHUKPOCKONHUH, DOJIEKTPOHHAS JAUQPPAKIUS, JTOKATHHBINA
AHEProJIUCTIEPCUOHHBIN aHau3 U B ocooeHHocTH OUTT-POM Hanotomorpadus (OUIT
— (pokycHpOBaHHBIN MOHHBIA Iy4OK), BIIEPBBIE HCIOJIb3yeMas ISl ME30MOPUCTHIX
wieHok PZT wu xommosutoB PZT/Ti-O. IlonydeHHble CTPYKTYpHBIC JaHHBIC
JIOTIOJTHEHBI PEHTTeHO(a30BbIM aHAIM30M B KAUECTBE KOMIJIEMEHTAPHOTO METO/Ia, a
U3YUYEHUE AEKTPOPU3NIECKUX CBOMCTB (d1eKkTpocornpoTusienue mieHok LNO, neriu
JTURJIeKTpUIeckoro rucrepesnca kommnosunuii PZT-LNO-Si u mopucteix mienok PZT
Ha TUIATUHUPOBAHHBIX AJIEKTPOIaX, (DOTOBOJIBTAUYECKHUE XapPAKTEPUCTUKH ) TIO3BOJISIET
CBsI3aTh CTPYKTYPY M CBOMCTBa HMCCIEAYEeMbIX IUICHOK. B muccepranmonHon padote
3aJIeliICTBOBAaHO COBPEMEHHOE O0OOpyJOBaHHWE HECKOJIbKHX HAYYHBIX I[EHTPOB:
HNucturyTa kpucramwiorpadguu um. A.B. lllyonukosa ®HUL] «Kpucramnorpadus u
¢otonuka» PAH, MockBa (CTpyKTypHBIE UCCJIENOBAHHS W  H3MEPEHUE
anekTpoconpotusieHusi), PTY MUPDA, MockBa (CMHTE3 IUICHOK M H3MEpPEHUE
cereroanekTpuueckux cBorctB), ®TU um. A.®. Nopdbe PAH, Canxr-IlerepOypr

(u3mepenue GOTOBOJIBTANYECKUX CBOMCTB).
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2.1. O0BbeKThI HCCIAeT0BAHNSA

B nuccepranuonHoil paboTe u3dyueHa KpucTasinyeckasl U 3epeHHasi CTpYKTypa,
a TakKe 3JIeKTpoconpoTusiaeHue mieHok LNO B 3aBUCHMOCTH OT TaKUX IapaAMETPOB
CUHTE3a, KaK BUJ CYIIKH, TEMIIEpATypa U BPEMs OTXKHUTa C LEIbI0 KPUCTAIU3ALINH,
HaJIW4Msl  JOIOJHUTEIBHOIO TOMOTICHHM3UPYIOIIET0 OTXKHUIa; W3y4YEHO BIIMSHHE
cTpyKTypHI 31ekTpoaoB LNO Ha cTpyktypy u cBoiictBa PZT B kommnozunusx PZT-
LNO-Si. HccnenoBaHo BIMSHUE PAa3IMYHBIX MOPOTCHOB Ha CTPYKTYPY IMOPUCTHIX
wieHoK PZT 1 BO3MOXHOCTb UX 3aIIOJIHEHUSI METOI0M aTOMHO-CJIOEBOTO OCAaXKIACHUS
U co3gaHusi KoMmmno3utoB. Bce tmueHkn mnomyyensl B PTY MUPDA noa

PYKOBOJICTBOM [I.T.H., ipod. Bopotunosa K.A.

2.1.1. PacTBOpbI NIPEeKypCcCOpPoOB

Onextpoasl LNO Obutn momyueHsl ¢ HCTIONh30BAaHUEM PAaCTBOPOB MPEKYPCOPOB
Ha ocHoBe ruapara amerara jantana (III) (La(CH3CO,); - xH,0, 99,9 %, Sigma-
Aldrich) n terparuapara arerata Hukens (II) (Ni(OCOCHs3), - 4H,0, 99,998 %,
Sigma-Aldrich) B nensinoit ykcychoit kuciote (CH3COOH, 99,99+%, Sigma-Aldrich).
Bbu1H KCIoIb30BaHbl pACTBOPHI ¢ KOHIICHTpanuek 0,6 Moiw/i u 0,2 Mojb/i1. MosibHOe
cooTHotenue La:Ni 1:1.

B kauecTBe mpekypcopoB JJIsi MPUTOTOBIIEHUS TNIEHKOOOPA3yIoIIero pacTeopa
PZT wucnons3oBanu wuzonponokcu tupkoHus (1V) m30mponaHONbHBIN KOMILIEKC
(Zr(OCH(CHs)2)4 (CH3),CHOH, 99.9%, Sigma-Aldrich), nuzonpomnokcua turana (1V)
(Ti(OCH(CHz3)2)4, 99.999%, Sigma-Aldrich), u 6e3Bomnbiii anerar csunna (I1)
Pb(CH3COQ),, mnonydeHHbIi pa3pabOTaHHBIM paHee METOAOM TBepa0(ha3HOTo
cuHte3a [174]. B kayecTBe pacTBOPUTENS HCIOIB30BAIA 2-METOKCHUATAHOI

(CH30CH,CH,0H, >99,9%, Sigma-Aldrich). Koneunas koHIeHTpalHs pacTBOpa 1o
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cyMMme ajakokcuaoB T1 u Zr cocraBmwia 0.26 monb/i1. CootHomenue Zr/Ti Owuio
BbIOpaHO OJM3KUM K MOP(OTPONHOM TrpaHuiie W cocraBisuio 52/48 [6]. s
KOMIICHCAIINH MTOTEPH CBUHIIA B TIPOIECCE TEPMUIECKON 00pabOoTKH OBIIIO J0OABICHO
JOTIOTHUTENHHO 14 MOJI.% CBUHIIA K CTEXHOMETpUIECKOMY cocTaBy [153].

[[1eHKM HaHOCHIM METOJOM IEHTpU(YTHpOBaHUS C HCIOJIb30BaHUEM
obopymoBanus Spin-150i NPP (Semiconductor Production Systems) wmun WS-650-
8NPP (Laurell, CIIIA). B xauecTBe MOIOKEK HCIIOIH30BAIHUCH TUTACTHHBI KPEMHUS
KJb-10 u KJIb-12 («Tenexom-CTB») c opuentamueit (100), nerupoBanusie 60pom, ¢
yAEIbHBIM conpoTuBieHreM 10-12 OM:cM, ¢ eCTeCTBEHHBIM OKCHAOM O0K0JI0 10 HM Ha

IMOBCPXHOCTU WJIN C HCKYCCTBCHHO CO3daHHBIM TCPMUYCCKUM OKCHIOM 500 uM.

2.1.2. Touxkue miaenkn LNO u komnosunuu PZT-LNO-Si

PactBop npekypcopoB ¢ koHIeHTparueit 0,6 MOIb/JT HCITONB30BaANIN JIJIS CEPHUU
IJIEHOK C Bapuauuend temmeparypbl oTxura B wuHTepBasie 550-800°C. dns
dbopmupoBanus mieHku LNO mnpekypcop HaHOCWIM MOCIOWHO (BCero 5 clioeB), C
IPOBEICHUEM CYIIKM M OTXUra Iocie Kaxuoro noncnos. [lanHas cepust Obuia
MOATOTOBJIEHA C JBYXATAlHOW CYIIKOW: HU3KoTemmeparypHas cymka T=200°C B
TE€YEHHE YEThIPEX MUHYT U BbICOKOTEMITEpaTypHas cymka npu T=450°C B reuenue 10
MUHYT. OTxur npu T=550, 650 u 800 °C mpoBoAWIICS B IEYU B TEUEHUE MTATH MUHYT
Ha Kbl cioil. Takke oT/IelbHO OblIa M3ydeHa MUKPOCTPYKTypa obOpasima cpasy
MOCJI€ 3Tana BBICOKOTEMMEpaTypHOU cymiku. OOpa3ipl JaHHOW cepuu gaiee OyayT
obosznauatbcss  LNO-pyr-450 — LNO-pyr-800, rme pyr — momuepKuBaeT
OTJIMYUTEIbHYI0O OCOOEHHOCTh CEpUM — HaJWYHME dTala BBICOKOTEMIIEpaTypHOU
CYILIKH, MPU KOTOPOW MPOUCXOAUT MHUPOIU3, @ YUCIO — TEeMIlepaTypy KOHEUHOU
00paboTKH.

PacTBop ¢ konnenTpanumeii 0,2 MOJIB/J1 UCTIONB30BaTH IS (HOPMUPOBAHUS BCEX

octaibHbIX TUIEHOK LNO. IlepBeie wuccienoBaHus IUIGHOK pacTBopa JTaHHOM
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KOHIIeHTpaIuu rpoBoAwind Ha komro3unusax PZT-LNO-(SiOy)-Si, rae kaxaplid cioi
LNO cymmnu T=200°C B TeueHue 4eTbIpeX MUHYT U KpUcTauIn30Baiu npu T=650°C
B TeueHHe mnaTu MHUHYT. [LIEeHKM ocakJaau HENMOCPEJICTBEHHO Ha KpPEMHHEBBIC
IJIACTUHBI C €CTECTBEHHBIM OKCHUJOM TOMIIMHOW ~10 HM M Ha JIONOJHUTEIbHBIN
OyGepHbIii CIIOM M3 MOPUCTOrO OKCHAAa KpeMHUs, o0o3HauaeMoro gajce kak SiOx.
Croit PZT coctost u3 8 cnoes ¢ cymkoi npu T=200°C B TeueHUE YEThIPEX MUHYT B
Ka4eCTBE HM3KOTEMIIEPATYpHOM CYIIKM M IOCIEAYIOLIEH BBICOKOTEMIIEPATYPHOU
cymku pu 400°C no 10 MuHyT Ha Kaxabli ciioi. OTxkur cnost PZT npoBoauiu nociie
HaHeceHus1 Bcex cioeB npu Ttemmeparype 650°C B teuenme 10 mumuyt. Ilo
aHAJIOTUYHON TEXHOJIOTHH MOJy4aliu TakKe KOHJIeHCaTopHYIo cTpykTypy LNO-PZT-
LNO-SiO,-Si, rae Bepxuwuii snektpoa LNO cocTosn U3 yeThIpex CJIOCB, a HUKHUN —
u3 cemu cinoes. Cnoit PZT B xoHaeHcaTope coctosia u3 10 cioeB v ObUT MOJTyYeH
aHAJIOTUYHO MPEBITYIIIIM KOMIIO3UIUSM, HO C OTKUTOM TIOCIIE KaXK0T0 MATOTO CJIOs
JUJIsL TPEAOTBPAICHUS! PACTPECKUBAHUSI.

HccnenoBanne OMUCAaHHBIX BBINMIE IUIGHOK MOKa3ajio HEOOXOIUMOCTh
BU3yallM3allMl KUHETUKH Kpuctaum3auuu 1ieHok LNO, u mnoromy Obuia
MOATOTOBJICHA CEpHUsi C BapbUPOBAHHMEM BPEMEHHU OTXKUTa KaxJa0ro cios. [lmeHku
JTAHHOM CEpUHU COCTOSUTH U3 CEMHM Ci10€B, Kax bl cioit LNO cymmunu npu T=200°C B
TeueHne 4 MUHYT U KpuctamuizoBan npu 650°C ot 2 no 20 muHyT. B KadecTBe
MOJJIOKKH HCMOJIb30BaIM KPEMHHMEBBIE IUIACTUHBI C U30JIUPYIOIIUM TEPMUUYECKUM
okcugoM SiO; (~500 HM) Is W3MepeHHs] MPOBOJMMOCTH IUICHOK 0O€3 BIIMSHUS
nomoxkku. IlneHkn naHHOW cepun oOo3HavaroTcss B padore kak LNO-cryst-
(2/5/7/10/20)min, 4TOOBI MOAYEPKHYTH BAapPHLUPOBAHHE BPEMCHHM OTXHra. TakKe
HCCIICIOBAIIMCH 00PAa3Ilbl C JIOMOJIHUTEILHBIM BpeMeHeM oTxkura oT 30 mo 90 MuH
MocJIe HaHECEeHMs MocieaHero cios. Jlanaeie oOpasisl 0003HAUYCHBI B pabOTe Kak
LNO-anneal-(30/60/90)min. B 3akiroueHu TeMbl ObLTH pacCMOTPEHBI MIeHKH PZT,
noyueHHble Ha dJiekTposie LNO ¢ oTkurom xaxaoro ciiost B TeueHue 10 MUHYT U C
JUTUTEIBHBIM OTKUTOM B TedeHue 30 MUHYT MOCJe MOCJIEIHEro Ciosl, 00Iagarolem

CTOJIOUATOM CTpyKTypoil. Onrcanue 00pa3IoB npeacraBieHo B Tabmure 2.
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Tabmuma 2. ccnemyembie 00pasiiel Ha ocHoBe ieHOK LNO u PZT

mwieakn LNO Ha kpemHHEH C
HaHECEHHBIM cBepxy PZT

SiO2(10nm)-Si

I'pynma obpasnos O06o3HaueHme Onucanue
00pa3ioB
LNO-SiO2(10nm)-Si ¢ | LNO-pyr-450 PactBop 0,6 mosb/a, 5 cnoes. TO*: cymka T=200°C, 4
JByX3TallHOU CYILIKOMH u NO 550 MuH + cymika T=450°C, 10 MHH + OTXKUT KQXKAOTO CIIOS
BapbUPOBAHMEM  TEMIIEPATyphl “Pyr- mpu T = 550, 650 unu 800°C, cOOTBETCTBEHHO, 5 MUH
OTXKHTra LNO-pyr-650 (nocnoitao). O6pazenr LNO-pyr-450 6e3 omxura
LNO-pyr-800
PZT-LNO-SiO,(10nm)-Si — | PZT-LNO- PactBop LNO 0,2 moms/n, 7 cnoes. Cmoii PZT — 8

cnoeB. TO LNO: cymka T=200°C, 4 mMuH + oTXHUT
kaxxgoro ciost T = 650 °C, 5 mum.

TO PZT: cymka T=200°C, 4 muH + cymka T=400°C, 10
MUH + €IMHOBPEMEHHBII OTXUT Beex cioeB T = 650°C,
10 MuH.

PZT-LNO-SiOx-Si TUICHKA
LNO wna OydepHom cmoe c
HaHeceHHBIM cBepxy PZT

PZT-LNO-SiOx-Si

Awnanorugao PZT-LNO-SiO2(10nm)-Si, Ho ocaxxneHue
LNO npoBoaniu Ha AOMOTHUTENILHBINA OyQepHbIi a0k
MIOPHUCTOTO OKCUIa KPEMHHSI.

LNO-PZT-LNO-SiO2(500nm)-Si
— KOHJICHCATOpHasi CTPYKTypa ¢
IBYMS DIIEKTPOIaMHU

LNO-PZT-LNO

Pacteop LNO 0,2 mosbs/n. HukHuii 351eKTpo1 — 7 CI0€eB,
PZT — 10 cnoes, Bepxuuii anekrpoa — 4 ciost. TO LNO:
cymka T=200°C, 4 muH + oTxKHUT Kaxkgoro cios T = 650
°C.

TO PZT: cymka T=200°C, 4 muH + cymka T=400°C, 10
MUH + OTKHT TIOcJIe Kaxkaoro mstoro ciaosa T = 650°C,
10 MuH.

LNO-SiO,(500nm)-Si c
Bapualyel BpPEMEHU OTKUIa B
nuanasone 2-20 MUH.

LNO-cryst-2min

LNO-cryst-5min

LNO-cryst-7min

LNO-cryst-10min

LNO-cryst-20min

Pacteop LNO 0,2 mons/n, 7 cioes.

TO LNO: cymxka T=200°C, 4 MuH + OTXKHI' Ka)KI0TO
cmoas T 650 °C, 2, 5, 7, 10 mmu 20 wMuH,
COOTBETCTBEHHO.

LNO-SiO2(10nm)-Si c
JOIIOJIHUTCIIbHBIM
FOMOFCHI/I?)I/IpyIOHH/IM OTXKUTOM

[OCJI€ HAHECEHHs BCEX CIIOEB B
Teuenue 30-90 MuH.

LNO-anneal-30min

LNO-anneal-60min

LNO-anneal-90min

Pacteop LNO 0,2 mons/n, 7 cioes.

TO LNO: cymka T=200°C, 4 MuH + OTXKHI KaI0TO
cnost T =650 °C, 10 mun. 3atem obpaser ObUT pa3zeieH
Ha TpU 4YaCTH M KaxJgasd W3 HUX JONOJHHUTCIHBHO
otoxokena npu 650°C B teuenne 30, 60 u 90 muH
COOTBETCTBEHHO ITOCJIC HAHECCHHUS TIOCIICTHETO CIIOSL.

PZT-LNO-SiO2(500nm)-Si

PZT-LNO(columnar)-
SiO.-Si

Pacteop LNO 0,2 mons/n, 7 cioes.

ects u3 cemu cnoeB LNO cymunu npu T=200°C u
omxkuranu npu 650°C B Teuenue 10 mun. Ceapmoii cioit
cymuwin npu T=200°C u omxkuranu mpu 650°C B
teuenne 30 wmmH. CBepxy HaHeceH cmoi PZT
anasornyHo LNO-PZT-LNO.

TO - TepmoobpaboTKa

[Topucteie TUICHKH

PA3JINYHBIX ITOPOIrCHOB.

2.1.3. Ilopucrepie

IIOJIy4Yajau IyTeEM

mienku PZT

n00aBlieHNsT B PaCTBOPHI MPEKYPCOPOB
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B nanHoii paboTe UCIONb30Bau TPU BUa MOPOTEHOB, JO0ABISIEMBIX B Pa3HBIX
KOJIMYECTBAX B PACTBOPHI NPEKYpPCOPOB, IJsl TMOJYYCHHUS TOPUCTOH CTPYKTYPBI
wieHok. OauH U3 HUX —MOJUBHHWINUPPOIuAoH (PVP), akTUBHO HCHONB3yEeMBIit
UCCIICIOBATEIISIMU ISl CO3IaHMs TUICHOK Oe3 pactpeckuBanuii [51,120,121,154,155].
Panee Obuto OOHapy’>KE€HO, YTO TOJIIMHA TUICHOK YBEIUYHMBACTCS C YBEIUYCHHUEM
kosmdectBa PVP, Tak kak mpu 3TOM pacteT Bs3KocTh pactBopa [107,110,121].
BBenenune mOpPUCTOCTH MPHUBOIUT K peEIaKcallii MEXaHHUYECKUX HAIMpSKCHWH, B
pe3ysbTaTe 4ero MoKeT OBITh MoydeHa Oosee ToscTas mieHka 6e3 TpemmuH. Matavz
u jip. [107] nokaszanm, uro mopucteiec PZT mieHkn 001a1at0T ropasao 00siee BBICOKUM
BE302JIEKTPUYECKIM OTKJIIMKOM B CpPaBHEHHWW C IUIOTHBIMH IUICHKAMH 3a CYET
pemakcanmuu  HampspKeHWH. PasMep Top W IIEpPOXOBAaTOCTh  TIOBEPXHOCTH
YBEIIMYUBACTCS C yBEIMYCHUEM MoJieKyisipHor Maccel PVP [120,123]. Veenuuenue
comepkanuss PVP  1npuBOOWT K TMOBBIMICHUIO  MOPHCTOCTH,  CHIDKEHUIO
JTVRJICKTPUYECKON TPOHUIIAEMOCTH M OcTaToyHOoW moispusanuu [51]. Onnako,
TpeOyeTcst JeTaIbHOE U3yUYEeHHE MUKPOCTPYKTYPbI MTOJAO0HBIX IJICHOK.

Jlpyrue moporeHsl, UCIOJIb3yeMble B 3TOM paboTe, OTHOCATCS K HEHOHHBIM
OJIOK-COTIOJIMMEPHBIM TTOBEPXHOCTHO-aKTUBHBIM BEIIECTBAM: TOJIHITUIICHIIINKOIb
nonerunaoBbiit 3¢up (Brij 30) u momokcustuien (10) creapunossiii a¢up (Brij 76)
(Tabmuua 3). Otu [TAB ucnons3yroTcs AJis CO3MaHUSl Pa3iMYHBIX ME30MOPUCTHIX
MaTepuajoB B MpoIecce CaMOCOOpPKH: CHIIMKATOB, OKCHIOB THUTaHa, LUPKOHHS U
THOPUIHBIX OPraHUYECKO-HeOpraHuuecknx marepuanon [156—-160]. Hackonbko Ham
W3BECTHO, HAa TAHHBIA MOMEHT HET OMYyOJIMKOBAHHBIX PAOOT C ONMHUCAHUEM TIOTyUEHUS
NOPHUCTHIX TIeHOK PZT ¢ nobasienuem nmoporeHoB tuma Brij.

B  kauecTBe TIOPOTE€HOB  HWCIIOJIB30BAJM  TOJMBUHIIIAPPOJIUIOH  C
motekyssipaoit maccorr 360000 (PVP, Merck), nomuokcuatuien (10) creaprioBbiid
a¢up ¢ MonekyssipHoi maccoit 711 (Brij 76, Sigma-Aldrich) u noaenmnoBslit 3dup
TOJIMATUIICHTIIUKOIIL ¢ MOJIeKyJsipHoit maccoit 362 (Brij 30, Sigma-Aldrich). B
PacTBOPHI 00BN Pa3IUYHOE KOJIMYECTBO MoporeHos: 1 u 6.6 mac. % PVP; 30, 40,
u 60 mac. % Brij 76; a Taxoke 30 u 60 mac. % Brij 30 (Tabauua 4). BeiOpanubie

SHAYCHUS IMTPOUCHTHOI'O COACPKAHUA ObLIN OIIpCACIICHBI SOMIIMPHUYCCKHM ITYyTCM.
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Tabnuna 3. [loporeHsl, HCMOIB3yeMbIE AJISi IPUTOTOBICHUS MOPUCTHIX TUIEHOK PZT

[Toporen Xumudaeckas hopmyia Cpenusis
MOJICKYJIsIpHas
Macca, I/MOJIb
PVP [ H o 360 000
(CsHyON),
Brij 30 0 362
HO CH2(CH2)19CH3
4
(C20H420s)n
Brij 76 o 711
HO CH5(CH»)15CH5
10
(C3gH78011)n

[Inenku momy4yanu MeETOAOM IIeHTpUGYTUPOBAHUA Ha TJIATHHHUPOBAHHBIC
KpeMHHUEeBbIe MOMIOKKH Si (690 um)-SiO, (300 nm)-TiO, (10 nm)-Pt (160 nm)
(Inostek, Kopest). PacTBopbl mpeKkypCOpOB HAHOCHIM IOCIOHHO, O TOJYy4eHHUs
3aaHHON TONMIIMHBI. KaXkap1ii ciioit moaBepranu AByXCTyneH4daTon cymuike mpu 200°C
u ipu 400°C B Teuenue 10 MUHYT 1J1 yJQICHUS OPraHUYECKUX OCTATKOB. OTXKUT BCE
IUIEHKH C LEJbI0 KPUCTAJUIM3ALUH IPOBOAMIIN MTOCIIE HAHECEHUSI IOCIEAHETO CII0s IPU
T =650°C B Teuenue 15 MUHYT B My(penbHOMI Meyu.

KoHTposab TommuHel mieHOK d ¥ MX MMOKa3aTelss MPEIOMICHHS N OLEHHUBAIN
METOJIOM CIEKTpOCKonmuueckor asumncomerpun (Sentech  SE-850). JlanHbie
AJUTUTICOMETPUM ObUTM 00paboTaHbl C WCIOJIB30BAHUEM ONTHYECKUX MOJIENICH

bprorremana u Tayka — Jlopenua. Ontuueckasi HOpUCTOCTb IUIEHOK V OIlEHUBaIACh U3
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cootHoieHust Jlopenua-JlopeHnia ¢ HMCHIOJIb30BaHUEM IOKAa3aTesie MNpesioMIICHUS

TI0THOU (Ng = 2.6) 1 MOpHUCTOH MIeHOK (Np) [161]:

V=

~ (n?,—1)-(n?; +2)

(n?y —1) - (n?, +2)

(5)

Tabnuua 4. O01ue XapakKTepUCTUKN HEKOTOPBIX MOPUCTHIX IIEHOK PZT

Conepxanne | KommuecTBo | JlaHHBIE SJTHIICOMETPUN

MOPOTEHa, CJIOEB Tonmmua d, | [Tokazarens Onrtrnueckas

mac% HM npesioMyieHus, | mopuctocts V, %
n

1% PVP 11 475 2.434 55

6.6% PVP 7 566 1.85 32

30% Brij76 |6 408 2.21 14.2

40% Brij76 |6 357 2.38 7.5

2.1.4. KoMno3uThl HA OCHOBE MOPHUCTHIX MJIeHOK PZT

Ha ocHOBe CTpyKTypHOro aHajvd3a TMOPUCTBIX IUIGHOK JMJIg CO3JaHUs
KOMITO3UTOB OBbLTH BBIOPAHBI IJICHKH C o0aBieHneM noporeHoB PVP (6,6 mac. %) u
Brij 76 (3060 mac. %), Tak Kak UX MOPbI UMEIOT HanboJiee MOIXOISIINN pa3mep H
dbopmy. JlaHHBIC TJIEHKU CHHTE3UPOBAIM MO METOJMKE, onucaHHol B m.2.1.3, moce
YEero MNOJBEpPrajiv 3aloJIHEHUIO OKCHUAOM METOJOM aTOMHO-CIOEBOIO OCAXKICHHS
(ALD).

Meton ATOMHO-CJIOE€BOI'O OCaAXICHUA ITIO3BOJIACT CUHTC3UPOBATDH

HAaHOCTPYKTYPBI Ha IMOBCPXHOCTHU TBépI[BIX TCI MOCPCACTBOM IIOCICAOBATCIBHBIX
CaMOOI'PAaHUYCHHBIX XUMHUUYCCKUX peaKuHﬁ MCXKIY INMOBCPXHOCTBIO TBEPAOI'O TCJIa U

razopoii (azoir [162]. [JIns oOecrnedeHuss peakiMd Ha IOBEPXHOCTH IMOJJIOKKH
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NPEAyCMOTPEHO HAIWYHMe ONPEACHEHHBIX (PYHKIMOHAIBHBIX TPYII, KOTOPBIC
B3aUMOJICHCTBYIOT C HU3KOMOJICKYJISIPHBIM PEarcHTOM M ITO3BOJISIIOT 00pa30BBIBATH
ycroiumBbie coequnenust [162]. TIporecc cuHTE3a COCTOUT M3 JABYX MIIM HECKOJIBKHX
XUMHYECKMX PEaKIUil B OMPEACICHHON MOCIEI0BATEIPHOCTH, KaKaash U3 KOTOPHIX
IPUBOJUT K 00Pa30BaHUIO MOHOCJIOS HOBBIX (DYHKIIMOHATBHBIX TPYIII U HAYHHACTCS
TOJILKO TOJHOTO 3aBEPIICHUS MPEABIAYIICH peakimuu. DTOT METOA 00eCreynBacT
MOJTy4EHHE CJIOCB 33/IaHHOM TOJIIUHBI ¢ CYOHAHOMETPOBOI TOYHOCTBIO, OTCYTCTBUE
npuMecedl (peakiMk MPOXOIAT HE B ra3oBoi (hase), MO3BOJSIET CHHTE3MPOBATH
MHOTOCJIOMHBIC CTPYKTYPBI C PE3KHMH IPaHHIIAMH.

B nmanHoli paGoTe HcciaemoBaiu CTPYKTYPY KOMIIO3MTOB Ha OCHOBE ILUICHOK
PZT+Brij 76(30 mac. %) u PZT+PVP(6,6 mac. %), 3am0;IHEHHBIX OKCHIOM TUTaHA MPH

pa3IMYHOM KOJIMYECTBE IIUKJIOB 3anoaHeHus (Tadmuma 5).

Tabnuua 5. KomMno3uTel HA OCHOBE MOPUCTHIX MJIEHOK PZT

No O6pa3zen Komnuectso nukinos ALD
1 PZT+Brij 76(30 mac. %)/TiO2 (ALD) 500
2 PZT+Brij 76(30 mac. %)/TiO2 (ALD) 300
3 PZT+PVP(6,6 mac. %)/TiO2 (ALD) 1000

2.2. MeTo/bI 3JIEKTPOHHOI MUKPOCKONUM

MeToapl  3IEKTPOHHOM MHUKPOCKOIHMM OCHOBaHbl Ha B3aWMOJICHCTBHU
BBICOKOAHEPIE€TUUECKOT0 My4YKa AJIEKTPOHOB C MCCIEAYEMBIM MaTepHaioM, KOTOPOE
MPUBOJAT K TEHEpPAIMM PA3JUYHBIX CUTHAJIOB: O0XE-3JIEKTPOHBI, BTOPUYHBIC
AJIEKTPOHBI,  OOpPATHO-PACCESIHHBIE  DJIEKTPOHBI, PEHTTCHOBCKOE  M3Iy4YCHHE,
MPOMIEAIINE YIPYro- U HEYNPYropacCesHHBIE 3JEKTPOHBI W Ap. AHAINU3 JAaHHBIX

CUTHAJIOB TIO3BOJISIET MOMYYUTh HH(OPMAITHIO O Tororpadun MOBEPXHOCTH 00pasiia u
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€ro 3€pEeHHON CTPYKTYpPE, O JOKAIbHOM KPUCTATUIMYECKOW CTPYKTYPE U XUMHUYECKOM
cocTaBe, iepexTax, TEKCType.

[IpunnunuanbHo pasznuuaroT npocBeunBaromyo (I[IDM) u  pactpoByro
AIEKTPOHHYI0 MUKpocKkomuio (POM). B nepBoM ciydae mydok 3J1€KTPOHOB MTPOXOJAUT
TOHKUW 00pasel] HaCKBO3b, BO BTOPOM — IPOUCXOJIUT CKAaHUPOBAHUE MOBEPXHOCTH
oOpasnia CPOKyCHPOBAHHBIM JJEKTPOHHBIM 30HIOM. M3HawameHo B [IOM
UCIIOJIb30BaJIOCh OJJHOBPEMEHHOE OCBEIICHUE BCEil 00J1aCTH HHTEpeca mapauieaIbHbIM
YYKOM 3JIEKTPOHOB (Kiaccudeckue metoabl [19M), omHako ceifyac OOJIBIIMHCTBO
IPOCBEUMBAIOLIIMX MHKPOCKONOB OCHAlIEHO MPUCTABKOM i OCYIIECTBIICHUS
CKaHMpPOBaHUs IUlONIaJAX oOpaslla CBEIEHHBIM B TOYKY My4YKOM (METObI
NPOCBCUMBAIOIIC-PACTPOBOM 3JCKTPOHHON MHKpockonuu, [IPOM). 1 Haobopot, B
Metonax POM Ha naHHBI MOMEHT YK€ UCIIOJIB3YIOTCS IPUCTABKU JJIs1 UCCIIEIOBAHUSA
TOHKUX 00pa3Ii0B Ha MPOCBET. TakuM 00pa3oMm, TJIaBHBIM pa3indreM MeTogoB POM u
[I9M ceifuac ocTaeTcsl HCHOAb3YyEMOE HANPSHKEHHUE ISl YCKOPEHHUs 3JEKTPOHOB (10
30xB B POM, u 80-300 kB B [I9M) u BO3MOKHBII 00BeM HUCCIEAyEMbIX 00pa3IoB, a
COOTBETCTBEHHO U CBSI3aHHBIE C 3TUM KOHCTPYKTHBHBIE OCOOEHHOCTH NPUOOPOB.
CTOUT OTMETUThH, YTO BJEKTPOHHBIE MHUKPOCKONBI — 3TO MPUOOPHI CO CIIOKHOU
BAKYYMHOM CHCTEMOM, IPU 3TOM CTENEHb BAKYyMa B PA3JMYHBIX y3JIaX BaKyyMHOU
CUCTEMBbl 3aBHCUT OT HCHOJb3YEMbIX HMCTOYHUKOB 3JJIEKTPOHOB (KaTOIOB),
o0ecreynBaeMoro NpuoOpPOM YCKOPSIOIIETO HAMPSKEHUS U pa3pelieHus npudopa.

OJIEKTPOHHAsi MUKPOCKONHUSI AKTUBHO Pa3BUBAETCS, M YK€ I[O3BOJISIET
UCCJENOBATh pa3MuHble Ouosiornueckue oO0BeKThl (Kpuo-II19M, xkpuo-POM),
U3MEPATh MEXAHUYECKHE, AIEKTPUUYECKUE W MAarHUTHBIE CBOICTBA MaTepUaloB B
HaHoMacITade, IPOBOIUTH IKCIIEPUMEHTHI IN-SitU, COBMENIaTh pa3IHYHbIC U3y YCHHS
BHYTPU OJHOro mpubopa, HCCIEAOBATh TPEXMEPHYIO CTPYKTYpY OOBEKTOB
uccinenoBanus (II1DM-romorpadus, DUIT-POM nanotomorpadust). Huxke npuBeneHs
KpaTKHe CBEJCHUS O METOJaX 3JIEKTPOHHON MUKPOCKOIUH, UCIIOJIb3yEMbIX B JaHHOU

pabore.
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2.2.1. TlpocBeynBawuias 3JJeKTPOHHAS MUKPOCKONHSA

CospeMmennbie [19M 1o3BOJSAIOT MOTYUYUTHh UHPOPMALIUIO O MUKPOCTPYKTYpE
ynabTpaToHKUX (He Oosee 0,1 MKM) 00pa3oB ¢ CyOaHTCTPEMHBIM pa3peIICHUEM,
U3YYUTh UX MAarHUTHBIC U 3JCKTPUUECKHE CBOWCTBA, OCOOCHHOCTH T'PaHUIl 3€peH U
Ipyrux Ne(eKToB, OMPEAENUTh TUIl KPUCTAUIMYECKOW PEIIeTKH W OPUEHTAIUIO
OTJENbHBIX KPHUCTAJUIOB, H3YYUTh XHMHUYECKUW COCTaB MaTepHaja BIUIOTh 0
aTOMHOTO YPOBHS, MCCIIEZOBaTh TpeBpameHus In Situ. DTOT yHUKaIbHBIH MpUOOp
SBJIIETCSI HE3aMEHUMBIM HWHCTPYMEHTOM B MAaTEpUANOBEJCHWU, MHKPO- H
HAHOXJIEKTPOHUKE, OMOJIOTUH U JPYTUX 00JIACTAX HAYKH.

[MpunnunuansHas ontudeckas cxema [IOM mpu KCNONb30BaHUU OCBEIICHUS
oOpasna mnapauieJbHBIM ITyYKOM 3JIEKTPOHOB M300pa)keHa Ha pHUCYHKe 12.
OnexkTpoHHas IylIKa, cocTosmas Hu3 Katona 1, (Qokycupyromero 3iekTpoaa
(mmuHapa Benenbta) 2 U aHoja 3, W AJIEKTPOMArHUTHBIE KOHJIEHCOPHbBIC JIMH3BI 4
(GbOpMUPYIOT MyYOK AJIEKTPOHOB, KOTOPBI paccenBaeTcs IMPH MPOXOXKICHUU UYepe3
oOpaserr 5, pacroaoKeHHBIN B iepeaHei (PoKaIbHOM TIIOCKOCTH 0ObEKTUBHOM JIMH3BI
6. B 3amgHeilt okanbHON TUIOCKOCTH OOBEKTUBHOW JIMH3BI (OKYCUPYIOTCS JIyuH,
paccesiHHble 00pa3loM MOJ OJAMHAKOBBIM YIJOM, M TakuM oOpa3zoM (opMmupyercs
nudpakironHas kaptuHa. B mockoctu |1 popmupyercs mepBoe u3obOpaxeHue.
HanpHelimee yBenuuenue wuzo0paxkeHus (PucynHox 12a) wnu audpaxuuoHHON
kapTuHbl (PucyHoK 120) MpOMCXOINUT 3a CUET MPOMEKYTOYHOH 7 M MPOCSKIIMOHHOHN 8
auH3. PexxuM HaOmrofeHHs U3MEHSETCS IOCPEICTBOM PEryJIHpPOBKM TOKa, a

COOTBETCTBEHHO, M (DOKYCHOTO PACCTOSIHUS, IPOMEKYTOUHOM JrH3bI [163].
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Pucynok 12. [lpuanunuansHas ontudeckas cxema [IOM: a) B pexxume
nu300paxkeHus, 0) B pexxume qudpakuuu. 1 — katoj, 2 — GOKYCUPYIOIIUN AIEKTPO/T
(umuHap Benenwta), 3 — aHoA, 4 — KOHJIEHCOPHbIE JIUH3BI, 5 — 00Opaszen, 6 -

00BEKTHUBHAS JINH3A, 7 — IPOMEKYTOUHAS JINH3A, 8 — MPOEKIIMOHHas JiuH3a [163]

Kontpact B [I9M ¢dopmupyercs B 3aBUCUMOCTH OT TOTO, SIBJIETCA U OOBEKT
UCCJICIOBAHMS KPUCTAIIMYECKUM Wi amopdHbM. B ciyuae amopdHBIX 00BEKTOB
o0pa3oBaHKE KOHTPACTA CBS3aHO C PA3IMUYHON TONIIMHON UIIH/H TNIOTHOCTHIO Pa3HbBIX
y4acTKOB 00BekTa. [Ipu MpoxXoXkIeHHH HJIEKTPOHOB Yepe3 00paszel] OJHU M3 HUX
paccemBarOTCs W3-3a CTOJIKHOBEHUHW C siipaMU aTOMOB o0pasiia, Opyrue — wu3-3a
CTOJIKHOBEHHMM C DJJIEKTpOHAMH aTOMOB, a TPETbU MPOXOMIAT, HE MpeTeprieBas
paccesaust. CTereHb paccessHUs B KaKOH-11M00 001acTh 00pa3iia 3aBUCUT OT TOJIIIIHHBI
oOpaslia B 3Toi 00J1aCTH, €ro IIIOTHOCTH U CPEIHEN aTOMHOM Macchl (UKclia MPOTOHOB)
B JIaHHOM Touke. DPPEeKT paccessHus JIEKTPOHOB 3aBUCUT TAK)KE OT X SHEPTUU: YeM
Oonpiie dHEprust (T.e. 4eM OOJIbIIE YCKOPSIOIIee HAMNpPSDKEHHWE), TEM MEHBIIE

paccestHue 3JIEKTPOHOB OOBEKTaMHM, CJIEIOBATENIBHO, sipue n300pakeHre o0beKTa Ha
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sKkpane. YeM Tommie (WM MJIOTHEE) y4acTOK oOpas3la, TeM B OOJbIIEM HWHTEpBAJC
VIJIOB  TPOUCXOJUT  paccesHue  3JeKTpoHOB. OObekTuBHas  auadparma,
pacroyiokeHHass B 3agHed (OKaTbHOM IUJIOCKOCTM B KOJIOHHE MHUKPOCKOIA,
OTPaHUYUBACT IIMPOKO PACXOJAIIMECS JTy4yd, U MOTOMY OOJacTH, PacCEerBaIOIINE
AJIIEKTPOHBI B OOJIBIIIOM HHTEpBAJie YTJOB, OKAa3bIBAIOTCS Ha CBETJIONOJIBHOM
n300pakeHnH OoJiee TeMHbIMU [163,164].

Ecnu 00beKT uinm ero 4acTv MMEIOT KPUCTAITUYECKYIO CTPYKTYPY, TO KpoMe
mud@dy3HOro paccessHUST Ha KOHTpPAcT HU300pakeHHsi OyJeT BIUATH €Ille U
nudpakmoHHoe paccessarue. KOHTpacT B 3TOM ciiydyae MOXET OBITh aMIUIUTYIHBIM
K GazoBbIM (MHTEP(PEPEHIIMOHHBIM).

[Ipu aMIIUTYyAHOM KOHTpAcTe€ MHTEHCUBHOCTHh JU(PArMpoOBAHHOTO MydyKa OT
ydyacTka oOpaszua Im ompexpensieTcss TeMm, Kak Kpuctamuimueckue miockoctu (hkl)
PacroJI0KEHbI IO OTHOIIECHHUIO K ITa/Ial0IIEMy ITyUKY 3JIEKTPOHOB MHTEHCUBHOCTBIO lo.
Ecnu yron nmaynenus paBeH OperroBckomy, To I uMeeT MakcuMalibHOE 3HaUeHue. Yem
cwibHee TiockocTu (hkl) OTKIOHSIOTCS OT TOYHON OpPErrOBCKONM OPUEHTUPOBKHU, TEM
meHbie BennurHa [ [164]. Ecnu npenedpeds 3 dexTaMu morIomeHus 3JIeKTPOHOB
B 00pa3siie, TO MHTEHCUBHOCTH ITy4Ka, MPOIIEIIETO B HAIIPABICHUH MaIal0IIero JIyJa

Inp = Iy — I;L (6)

C nmnomMomipl0o O0O0BEKTUBHOM Juadparmbl, Haxonsmendcs B (OKaTbHON
MJIOCKOCTH, MOXKHO OTCEUb MPOIIEIIINN Ui AU(parupoBaHHbIC JTy4dHd, OMPEICIsis,
TaKUM 00pa3oM, Kakue JIyuu OyyT y4acTBOBATh B (popMupoBaHUM n300pakenus. [Tpu
BBIOOpE MPOMISIIETO Jyda Tudparupyromue o0JacTi OCTalOTCs 3aTEMHEHHBIMH Ha
cBeyioM (oHe oOmero u300pakeHus — Takoe H300paKEHUE Ha3bIBAIOT
ceerionoiabHeiM  (CII). Ilpum mnpoxoxaeHun audparupoBaHHOTO IIydyKa uepes
anepTypHyro auadpparmy, mudparupyromnme oosactd OyayT CBETJIBIMH HAa TEMHOM
done — hpopmupyercsa TeMHonosibHOE nzoopakenue (TII).

[Tpu aMIIUTY THOM KOHTPACTE MOKHO OIPEIETUTHh TOJIBKO OPUEHTAINIO 3€PEH,
B TO BpeMsI KaK 0COOEHHOCTH BHYTPEHHETO CTPOEHUS KPUCTAILIA BBISIBIISIIOTCS TIPH TaK
Ha3bIBAaEMOM  AUQPPAKIIMOHHOM  KOHTpacTeé — KOHTpacTe, OOYCIOBIEHHOM

O0COOEHHOCTSIMU TU(PPAKITUU HA TePEKTaX KPUCTAUTNYECKON PEIIETKH.
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®a30BbIl, UM UHTEPPEPEHLIMOHHBIN, KOHTPACT B M300pPaKEHUU KPHUCTAJIIOB
co3faeTcss TOrjna, Korja HHTeppepupyroT Jnyud, Au(pardpoBaHHbIE Ha
KpucTauinaeckoi pemerke [164]. B aTom ciiydae B H300payKeHHH BOSHUKAET CUCTEMA
napajuIebHBIX IOJIOC, COOTBETCTBYIOIIMX TOH CHCTEME KpHCTaLIOrpadudecKux
miockocter (hkl) ¢ MeXIIOCKOCTHBIM paccTOssHUEM dhki, pacCesHUE JICKTPOHOB Ha
KOTOPOH «TOpOoAuIo» AudparupoBaHHbi. YacTo UCMONIB3YIOT O0IbIIee KOTUIECTBO
IPOXOSAIINX JTy4yel, Toraa nHTep(epeHIINOHHAs KapTHHA MPEACTaBIIsAET cCOO0H HA0Op
MSATEH, Ha3bIBAEMbIX MPSMBIM H300pPAKEHUEM KpUCTAJUIMYECKOW perneTku. Jlis
IPOBENCHHUSI TAKUX SKCIEPUMEHTOB HEOOXOJWMO BBIOJIHEHUE TPEOOBAHHUIA IO
OrpaHUYEHUIO abeppaluii, TonmuHe 00pa3la, XxapakTepucTukam npuoopa, u moToMy
BBIIETISIIOT OCOOBI METOJl — 3JIEKTPOHHYI0 MHKPOCKONHUIO BBICOKOIO pa3perieHust
(BPOM). M300pakeHHs: BBICOKOIO pa3pelieHUs] HMCHOJB3YIOT KakK I W3y4YeHUs
HECOBEPIICHCTB KPUCTAIMYECKOM CTPYKTYpBl: JAMCIOKAalMi, TpaHUI] OJIOKOB
(cyO3epeH), 3epeH, HEOJHOPOAHOCTEH, BO3ZHUKAIOMIMX IMPU pacraje TBEPIbIX
pacTBopoB (Hanpumep, 30H ['unbe-IIpecTona), Tak ¥ 1 aHaJIM3a KPUCTAIIMYECKOM
CTPYKTYpbl, OCOOEHHO B HAaHOKPUCTAJUIMYECKHUX WM aMOP(PHO-KPUCTAIIINYECKUX
MaTepHuaiax.

B npocBeunBarIiieM pacTpoBOM PEKUME SJIEKTPOHHBIA ITyYOK CBOAMTCS B
TOYKY M CKaHHpYyeT oOpa3zell no pactpy. [Iydok 351eKTpOHOB MO-NIPEKHEMY MPOXOIUT
HAaCKBO3b 00pa3lia U JETEKTUPYETCA C MOMOUIbIO Pa3IMYHBIX JETEKTOPOB: CBETIOIO
0JIsl, TEMHOTO TOJIsA, BBICOKOYTJIOBOTO jaerekropa Temuoro nois (HAADF STEM).
Kpome n3o0paxeHuil, MpoCBEYMBAIOIINIA PACTPOBBI pPEXUM TMO3BOJISIET COOMPATH
CHEKTPBI XapaKTEPUCTUUECKOTO PEHTIEHOBCKOTO H3JIyYEHUS B KaXKIOU TOUKE U, TAKUM
o0pa3oM, moJyyaTh MHPOPMAIMIO O JOKAJIBHOM 3JEMEHTOM COCTaBE C TOYHOCTHIO
BILJIOTH JIO AaTOMHBIX KOJIOHOK, aHAJIM3UPOBATh U3MEHEHHE COCTaBA MO JIMHUH, CTPOUTH
KapThl pachpenesieHuss XUMUYECKUX D3JIEMEHTOB 1o BbIOpanHoW twiomaan (EDX
AJIEMEHTHOE KapTUPOBaHUE).

B nmanHoil paboTe OBLIM MCIONB30BaHBI KjIacCHYeckue MeToabl [19OM
(momyuenue cBersononbHbIX (CII) wu TemuomomeHbix (TII) TIOM wuzoOpakenwuit,

ANIEKTPOHHAS  TU(PPAKLIUS), METOAbl AJIEKTPOHHONW MHUKPOCKOTHU  BBICOKOTO
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pazpemienuss (BPOM), Meroasl NpOCBEYMBAKOIIEH PpPacTPOBOM  3IIEKTPOHHOM
mukpockonuu  (cBemionosibhble  (CIT) TIPOM  wu3o0pakeHus, TEMHOIOIbHbIC
M300paKeHUsI C BLICOKOYTIIOBBIM KOJIbIEBBIM AeTekTopoM — HAADF STEM), meTo1b1
aHalM3a  JJEMEHTHOTO  COCTaBa  (PHEPrOAUCIIEPCHOHHAS  PEHTTEHOBCKAas
cnektpockonusi (EDX) B Touke, 1O JHMHUH, DSJIEMEHTHOE KapTHPOBAHHE).
HccnenoBanusi mpoOBOAMIN C HCIOIB30BAaHUEM JJIEKTPOHHOTO MHKpockoma Tecnai
Osiris (Thermo Fisher Scientific, CIIIA) npu yckopsitoniem HanpspkeHnn 200 B.
Janueiii npubop ocHamieH snekTpoHHo nymkoil XFEG u cBepxObictpsiM EDX-
ananuzatopoM (Super-X SDD) ¢ BO3MOXHOCTBIO MOCTPOCHUS KapT paclpeneseHus
3JIEMEHTOB B o0pas3le c paspemieHueM MeHee 1 HM. Paspemenune Mukpockomna

coctasisieT 10 0,12 Hm B cBeTiiononasHOM pexkume u 10 0,18 am B [IPOM-pexume.

2.2.2. PacTpoBas 3J1eKTPOHHAS M 3JIEKTPOHHO-HOHHASI MUKPOCKONHS

B pacTtpoBOM 3JIEKTPOHHOM MHUKPOCKOIE, B OTJIMYME OT IMPOCBEUYMBAIOUIETO,
UCIIOJIb3YETCS CBEJICHHBIN B TOUKY ITy4OK, KOTOPBI CKaHUPYET MOBEPXHOCTh 00pasiia
no pactpy. CurHanbl, reHepUpyeMble B KaXJOW TOYKE, COOMPAIOTCS Pa3IuYHbIMU
nerexkropamu. KontpacTt popmupyercs 3a c4eT OTJIMYUSL B MHTEHCUBHOCTH CUTHAJIA OT
2-x pa3HbIx Touek. st popMupoBanus n3o0pakeHuss HauOOJIee YaCTO UCTIOIb3YIOT
BTOPHUYHBIE U OOPaTHO-PACCESHHBIE 3JIEKTPOHBI, (hOpMUpYIOIIKE TONOrpaduIeCcKuii u
XUMHUYECKUN KOHTPACT, COOTBETCTBEHHO. Cpenu ApYyruxX METOJMK, JOCTYIHBIX Ha
POM, yacTo uCnoJyib3yrOT SHEPrOJUCIIEPCUOHHYIO PEHTT€HOBCKYIO CIIEPKTPOCKOIHUIO
(EDX), ocHOBaHHYIO Ha aHAJM3€ T'CHEPUPYEMOro OOpa3loM XapaKTePUCTHUECKOIO
PEHTTEHOBCKOTO U3IYUYEHUs, a TaKkKe AUPPAKIHI0 00paTHO-PACCESIHHBIX JIEKTPOHOB
(EBSD).

[Ilupokoe  NpPUMEHEHHWE  MOJYYWJIM  PaCTPOBBIE  DJIEKTPOHHO-WUOHHBIE
MUKPOCKOIIbI, OCHAIICHHBIE JOMOJIHUTEIBHON KOJIOHHOM, I/1€ B KAYECTBE NCTOYHUKA

U3Iy4eHHUs]  UCHOJIb3yeTcsl  C(OKyCHpOBaHHBIM  HOHHBIA  mydok  (DUII).
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JlomomHUTENbHAS KOJIOHHA HAXOUTCS TI0]T (PUKCHPOBAHHBIM YTJIOM K BEPTUKATHHOU
AJIIEKTPOHHOM KoJIOHE (52° B ciyyae HCIHOJIB3yeMOro B JaHHOM pabote Scios
DualBeam, Thermo Fisher Scientific), o0ecreunBas BO3MOKHOCTh KOOPIUHALIMH I10
TpeM ocsiM. Tskenble MOHBI (KaK MPaBUIIO, TAJUINI), YCKOPEHHBIE HAIPSIKEHUEM 2-
30kB 1mo3BoJSIOT HE TOIBKO HUCIIOJIB30BaTh HHCTPYMEHT KaK CPEACTBO BU3yalU3allNH,
HO ¥ MOAM(HUITUPOBATH OOpa3el] MyTeM KOHTpoJHMpyemMoro TparieHus. CodeTaHue
BU3yaJIM3allil W BO3MOYKHOCTH TpPABJICHHS 00pas3iia OTKPHIBAECT IEIBIA CIIEKTP
BO3MO>KHOCEM, HAUMHAsI OT U3TOTOBJICHHS TOHKUX Jiameneil nis [I9M u 3akaHumBas
CO3/IJaHUEM PETYJISIPHBIX CTPYKTYP.

JJ1st MaHUITYJISIITME 00pa3IioM BHYTPY KaMepbhl MUKPOCKOTIA TAKHUE IBYXJTyU€eBbIE
CHCTEMBbI OCHAIIICHbI MaHUIIYJSITOPOM M ra30BOM HHKeKIMoHHOW cuctemoit (GIS),
MO3BOJIAIONIEH HAMBUISATh Pa3MyHble MaTepualbl Ha MOBEPXHOCTh OOpa3loB (Kak
npasuio, Pt, W, C). HambuieHre MaTepHaioB UCIOJIB3YETCS B Ka4eCTBE 3aIlIUTHOTO
CJI0sI, IPEAOTBPAIIAIOIIETO PACTPABIMBAHUE TTOBEPXHOCTH U UIUIAHTUPOBAHUE UOHOB
B HCCIIETyEeMbIi MaTepuall, U i1l 00eCTieUeHHs COeTMHEHUSI Pa3IMYHbIX 00BEKTOB IIPU
MaHHUMYJIALUSAX BHYTPU KaMEpPHI.

B nannHo#l pabGoTe AJis M3rOTOBJICHUS MOMEPEYHBIX W MPOJOJBHBIX CPE30B, a
TaKXKe [JIs1 TOJIyYEHUs HKCIEPUMEHTAJIbHBIX JAHHBIX HCIOJIb30BaIM PACTPOBBIN
ANEKTPOHHO-UOHHBIN Mukpockomn Scios DualBeam (Thermo Fisher Scientific, CIIIA).
JIaHHBIN MUKPOCKOII OCHAIIEH KaTOJAOM C MOJIEBOM SMHUCCUEN, MUKPOMAaHUITYJISTOPOM
u GIS, nononnurensHbiMu npuctaBkamu EDX, EBSD, nerexkropom 3Bepxaprta-
TopHJIM W BHYTPWIMH30BBIMH JETEKTOPAMH BTOPUYHBIX W OOpPATHO PaCCESTHHBIX
anekTpoHoB (T1 u T2). Pazpemenue mukpockomna /10 1 HM B 2JIEGKTPOHHOM MYYKE U J0
7 HM B HOHHOM TIO3BOJIAT TOJYYUTh TOJHYI0 KapTHHY CTPYKTYphl OOBEKTOB
uccleIoBaHusl JaHHOW paloThl. JlomomHuTensHble pAaHHble a1 OUIT-POM

HaHOTOMOTpauu ObUTH MOJYYEHBI Ha PACTPOBOM 3JIEKTPOHHO-UOHHOM MHKPOCKOTIE

Helios NanoLab 650 (Thermo Fisher Scientific, CILIA).
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2.2.3.1. U3eomoenenue nonepeunoeo oopaszya ons [IOM

JIByxJly4eBbl€  PacTpOBbIE MHUKPOCKOITBI OTKPBLIH BO3MOKHOCTh
MPEIU3UOHHOT0 M3roToBleHUs o00pa3noB miust [IOM u3 MaccuBHBIX 00pasloB.
['1taBHOM OCOOEHHOCTBIO ABJISIETCS] TOYHOE ONPEEICHUE 00JIaCTH HHTEPECA B OTINYHE
OT CTaHJApPTHBIX METOJ0B. B mepByto odepenp meronuka ¢ ucnoib3oBanuem OUIIL
KOCHYJIACh M3TOTOBJIEHHUSl TIONMEPEYHBIX CPE30B TOHKOIUIEHOYHBIX CTPYKTYD,
MHOTO(a3HbIX U HEOJHOPOJHBIX MAaTEPHUAJIOB a TaKKe HAHOOOBEKTOB, JUISI KOTOPBIX
0Cc00YI0 BaXXHOCTh UMEET TOYHOE ONPEICTICHUE PACTION0KEHHUS JTaMEIH.

JUIst U3rOTOBJIEHUS MOMEPEYHOr0 Cpe3a HAa BHIOPAHHBIA YUaCTOK MOBEPXHOCTH
00pasiia HaHOCAT 3alIUTHOE MOKphITHE Pt (Miu apyroro marepuana B GIS) B pesxumax
a5eKTpoHHOrO (e-Pt) m wmonHOro myuka (ion-Pt). M3 oOpasma mneprneHauKyIspHO
TIOBEPXHOCTHU BBITPABIMBAIOT IIACTHHY pa3MepoM 15x1,5%7 MkM®, moBopaduBas 1Jist
3TOr0 CTOJIMK MHMKpOCKOma Ha 52°, TO €CThb MNEPIEHIMKYJSPHO MOHHOW KOJIOHHE.
Cxema BbIpe3aHHMs JIaMeNM ITOKa3aHa Ha pucyHke 13. BepnyB cromuk Ha 0°, K
IIOJIyYEeHHOW TUIACTHHE IPUBAPUBAIOT MAHUITYJIATOP, TIOCIIE YEr0 NOAPE3AIOT €€ CHU3Y.
3aTeM IUIACTHHY IIEPEHOCAT C IOMOINBIO MAHUITYJSITOpAa W IPUKPEIUIIOT C
ucnonpzoBanueM GIS k cnennaabHOMY MEAHOMY MOJTYKOJBIYY CO CTOWKamHu. JlaHHOe
NOJIYKOJIBIIO IPEABAPUTENIBHO 3aKPEIUIEHO B BEPTUKAIBHOM IIOJIOXKEHUM U
3arpy’kaercs B KaMepy MUKPOCKOIAa OJHOBPEMEHHO ¢ oOpa3uoM. llepeHeceHHyo Ha
MOJYKOJBIIO JIaMeb YTOHSIOT ¢ moMoupo OUII 1o tonmmusl ~ 50 Hm. ns 3Toro
CTOJIMK MUKPOCKOIIA MTO3UIIMOHUPYIOT B MOJ0KEHUE 52+4°, TONEPEMEHHO CTPABIUBAS
TOHKHE CJIOU TO C OJJHOM, TO C APYroi CTOPOHBI Jamenu. HanpsikeHne HOHHOTO Imy4dKa
3aBHCHUT OT Marepuayia o0pasiia, 1 MOXKET IEepBOHAYaJIbHO cocTaByATh 10 30 kB ¢
MOCTENIEHHBIM CHIKeHUEM 110 1-5 kB mo mepe ymeHnblienus ToamuHbl oOpasia. Bee

MaHUITYJISIOUA IIPOBOAATCA B KaMEpPE MUKPOCKOIIA.
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PI/IC}’HOK 13. Cxema BBIPC3aHUA JIAMCIIN IS U3IOTOBJICHUS ITOIICPCYHOI'O CpL3a

oOpasia. Bua ¢ ToHkol cTOpOHBI OyAyIIel Jamenu

B nmanHO# paboTe Bce mMomepedHble Cpe3bl IUICHOK OBLTA W3TOTOBJICHBI IO

JTAaHHOU METOIHKE.

2.2.3.2. U3eomoenenue obpaszya «6 naaue» o [1OM

Jiig uccrie[oBaHMsI HEKOTOPBIX 0OBEKTOB TPEOyeTCs CO3AaHNE HE MONEPEYHOro
cpesa, a IpoA0JIbHOI0, TO €CTh apajllIeIbHOI0 MOBEPXHOCTH 00pa3ia. Takue oOpasiisl
HA3bIBAIOT «B IIaHe». J[aHHas METOAMKAa UCIOIB3YETCs PEKe, YeM H3TOTOBJICHHE
MOTIEPEYHBIX CPE30B, TaK Kak Oojee TpyJoeMKa U TpeOyeT OIpe/eIeHHbIX HaBBIKOB
oriepatopa MUKpockoma. Tem He MeHee, s uccieaoBaHus ToHKuX ieHok LNO B
naHHOW paboTe Obula HEOOXOIMMOCTh MOMYYCHHsS] M300paKeHUW U BIEKTPOHHOU
TUGpaky ¢ OOJBIIOr0 KOJIMYECTBA 3€PEH OJHOBPEMEHHO, YTO HEBO3MOXKHO IpHU
WCCJICIOBAaHUH TIOTIEPEUHBIX cpe30B. i momydeHust oOpas3ioB «B TUIaHE» B JaHHOU
paboTe UCIOIH30BATKCH JIBE METOTUKH.

[TepBas MeTtoauka Obula amantTupoBaHa u3 padoTel [165]. Jlas momydenus
POAOJIBHON JIaMeJM, BBIOPAHHBI yYacTOK 00pasia OKpYXalT MO0 TEpUMETPY
TOHKUMHU 3aIlIUTHBIMU 1tosiocamu Pt, popmupys Takum ob6pazom «xonoaeny» (PucyHok
14). B HEKOTOpPBIX METOJAMKAX HAIBLUIAETCS TOHKHH CJIOW IUTATHHBI Ha BCHO

IMOBCPXHOCTb BLI6paHHOFO y4dacCTKa, OAHAKO B TAKOM CJIydac BIIOCJICACTBUU 6YI[6T
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HEOOXOJMMO yAANUTh JaHHBIM CIOM TMpPU YTOHEHHH, YTO MOXKET OBITh

3aTPYAHUTCIIBHO.

a) PacronoskeHne 3aUTHEIX Pt-cioeB | ©) BrIpe3aHne KaHATOB BOKPYT o0pa3na, | B) JlenaeM KIHH ¢ OJHOH CTOPOHBI
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Pucynok 14. Cxema Beipe3anus oOpasia «B tiaHe» [165]

Ha cnemyromem 3Tare MOHHBIM TYYKOM BBIPE3aIOTCS KaHABKUA C BHEIIHEH
CTOPOHBI TJIATHHOBOTO KOJIOJAIA TIO0 BCEMY MEPUMETPY, 32 UCKIIOYCHHEM OJIHOTO
«moctuka» (PucyHok 146). JlaHHBIN MOCTHK OYET JepKaTh Oy IyIIyFO JIAMEJb BIJIOTh
710 IPUBapHUBaHUs €€ K MAHUITYJISITOPY.

Jlnst oTneneHus amenu oT oOpas3ia HeoOXOAMMO MPOTPABUTH KIMHOBUIHBIE
KaHaBKU TOJ HauOoJiee OCTPBIM YIJIOM K JIaMend. st 3TOro CTONMHMK MUKPOCKOIA
HAKJIOHSCTCS HA MAKCHMAaJIbHO BO3MOXHBIN OTPUIIATEIBHBIN YTOJI OT HOHHOTO Iy4Ka,
(17° B cmyuae ucnons3yeMoro B jnaHHo# pabore Scios DualBeam, Thermo Fisher
Scientific). Takue KJIMHOBHIHBIC KAHABKM  MPOTPABIUBAIOTCS €  JIBYX
POTHBOIOJIOXKHBIX CTOPOH KOJIOANA, He moape3as Moctuk (Pucynok 14B,r). Ha
JTAHHOM JTare ¢ OOJBIION BEPOATHOCTHIO OyneT HaOII0MaThCsl TEepenbUICHNUE
MaTepuaina, He TO3BOJISIONIee OTAEIUTh oOpaserl. I[lpu HEOOXOAMMOCTH TOBTOPHO

MMpOPE3ar0TCA KaHABKH CO BCCX CTOPOH, KPOMC MOCTHKA, a4 TAKKC UCIIOJIbL3YIOTCA BCC
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BO3MOYKHOCTH CTOJIMKA MHUKPOCKOTIA JIsl HAOTIOIEHUST KaHABOK IO Pa3HBIMU YTJIAMH.
[locne ycnemHoro mojpe3anus oOpaslia K JIaMelld NMPUBAPUBACTCS MaHUITYJISATOD,
MOJIpe3aeTcsi MOCTUK U JaMellb I[EePEHOCUTCS Ha CTaHJAapTHOE MOJIYKOJbBIIO,
3aKpeIJICHHOE, OJJHAKO, MapajieIbHO MOBEPXHOCTH oOpas3na. B manHO# meTommke
NanbHeilIee yToHeHre JiaMelu (MPEeMMYIIECTBEHHO C HIKHEM CTOPOHBI) TpeOyeT
MEPECTAaHOBKM  MOJYKOJbIa B BEPTUKAIHHOE TIOJIOXKEHUE U  TMOBTOPHOTO
BaKyyMHUPOBAHUS KaMEpPhI.

JHpyrast METO/IMKa MOTYUYEHHUS JaMEIH «B TUIAHE» MOXKET UCIOIb30BAThCS, €CITU
€CTh BO3MOXHOCTh CO3/1aTh OTHOCHUTEJIBHO POBHBIA OOKOBOW cpe3 obOpasua. Torma
oOpaszell 3aKperuiieTcsl BEpTUKAIbHO TMOJNYYCHHBIM Cpe3oM HaBepX. JlanbHeiias
METO/IMKA aHAJIOTHYHA MOJIYYEHHUIO MOMEPEUHBIX CPE30B 32 UCKIIOYEHUEM TOTO, YTO
Jamenb pacrojaraercsd Ha cCaMOM Kpar0 MAacCMBHOIO 00pasla M Cpe3aeTcsi TOJIBKO C
OJIHOM CTOpOHBI. JlaHHas MeTouKa mpoIie, He TpeOyeT MepecTaHOBKHU MOITYKOJIbIIA C
MOBTOPHBIM BaKyyMHUpPOBAaHHEM NPUOOpa, OJTHAKO BO3MOKHA HE Ha BCceX oOpaslax u
HE TI03BOJISIET BHIOPATH JIFOOYIO HHTEPECYIOUTYI0 00JIaCTh.

O06e onucaHHbIE METOJMKH MCIOIB30BAIMCH B JAHHON paboTe IS MOTy4YEeHHUS

JIaMeJIEN «B TU1ane» u3 TOHKUX rieHok LNO.

2.2.3.3. ®UII-POM nanomomoepagusi

CroXHOCTBIO pa3pabOTKU MOPUCTHIX TJICHOK M KOMIIO3UTOB HAa HMX OCHOBE
SBJISIETCSI HEOOXOIUMOCTD OIEHKH PeaIbHOM CTPYKTYpHI op. Kpome o0mux o1eHoK,
TakKuX Kak o0beM M pa3Mep IOop, BaXXHBIM MapamMeTpoOM SBISETCS UX CBS3HOCTD,
OIMMCHIBAIOIIAS TPAHCIOPTHBIE CBOMCTBAa CHUCTEMBbI (B Cilydae HAHOKOMIIO3UTOB —
BO3MOXXHOCTh UX 3amoJiHeHUs). {15 MoaydeHus: STUX CTPYKTYPHBIX XapaKTEPUCTUK
KJIIOYCBBIMH CTAHOBSTCS IMOAXOJAbI HM3YYCHHS TPEXMEpPHOW CTPyKTyphl [166].
Tpexmepuas OUIT-POM nanoromorpadus npeaHazHadeHa ajis U3y4eHUs: CTPYKTYP C
XapaKTEPUCTUUECKUM Pa3MEpOM B JHMANa30HE OT JECATKOB JI0 COTEH HAaHOMETPOB,
3aHUMAas, TaKUM OO0pa3oM, HHIINY MEXKIY KIACCUYECKUMH TOMOTpadUueCKUMHU
MeToJaMH (HampuMep, PEHTTEHOBCKAas), pabOTAarONIMMHU B JWAaNa3oHE OT €IMHMII

MUKPOMETPOB 10 MWUIMMETpoB, U IIOM  »snekTpoHHOM  TOMOrpaduei,
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o0ecreunBaroIIel BHICOKOE pa3pelIeHre, OJHAKO MOIXOSAIIeH TOJIBKO I TOHKHUX
oOpaszuoB. Tak kak pa3mep Mmop B MOPUCTHIX IeHKax PZT cocTaBisieT HECKOJBKO
necsatkoB HaHoMmeTpoB, DUII-POM nanotomorpadus sBISETCS ONTUMAIbHBIM
METOJIOM JJIA UX u3ydeHus. B nanHoi paboTe npoBeaeHbl HCCAeA0BaHUS TPEXMEPHON
CTPYKTYpPbI TUITUYUHBIX IJICHOK PZT ¢ no6asnenueM 6.6 % PVP u 60 mac. % Brij 76, a
Tak)Ke UTOTOBOW KOMITO3uTHOM ieHKu PZT+PVP(6,6 mac. %)/Ti0, (ALD) meTomom
OUII-POM nanotomorpadumu.

Meron ®UII-POM nHanotomorpaduu COCTOMT U3 JIBYX OCHOBHBIX JTaIlOB:
MOJlydYeHHEe HKCIEPUMEHTAIbHBIX JAHHBIX M MX 00paboTka s moctpoenus 3D-
Moznenu. Ha nepBom 3Tamne B Kamepe 3JE€KTPOHHO-HOHHOTO PACTPOBOTO MUKPOCKOMA
MOJIy4aroT HAOOPHI MOCIIEI0BATEIBHBIX N300PAKEHHM CPE30B CTPYKTYPHI C 3aJaHHBIM
IIaroM, TaK Ha3bIBAEMBIX Z-CTEKOB (Z — OCb, BJIOJIb KOTOPOH OCYIIECTBIISICTCS PE3Ka).
B nmanHoll paboTe mjis MOJy4YeHUsS SKCIEPUMEHTAIBHBIX JaHHBIX HCIOJIb30BaIH
mukpockor Scios DualBeam, ocHameHHBIH KHIKOMETALIMYCCKUM TaJTHCBBIM
MOHHBIM HCTOYHHUKOM U 3JIEKTPOHHOW MYIIKON € MOJEBOW 3MUCCHUEH. DIEKTPOHHAS
KOJIOHHA pacriojiaraeTcsi BEpTHUKAIbHO, a HOHHAS — ITOJ1 yriioM 52° k Helt (Pucynok 15).
Cuctema KoopAUHAT ObLIa BbIOpaHa CIEAYIOIIUM 00pa30oM: OCh X JIEKHUT B IJIOCKOCTH
MOJIy4aeMbIX CPE30B U MapaljiesibHa MOAJIONKKE (TOPU30HTAIbHASI OCh MOJTYy4aeMbIX
M300paXKeHuii), OCh Y PaCIOJOKEeHA MEPNEHAUKYISIPHO MOMJI0XKKE (BepTUKAIbHAS
0Cb), @ OCh Z COBIAJAECT C HAMNPABICHUEM PE3aHMS U MEPIECHIUKYISIpHA OCSIM X U Y.
st monydyeHust Z-creka oOpasell BBICTABJSUIM B IBIICHTPUYECKOE IOJIOKEHUE, B
KOTOPOM KaX/asi TOUYKa UCCIeAyeMOr 001acTH HE CMEIIAETCS U3 CBOETO MOJIOKEHUs
IIPU HAKJIOHE 00pa3lia, ¥ HAKJIOHSIM TaKUM 0O0pa3oM, 4TOOBI IIJIOCKOCTh XZ Oblia
NEPIEHIUKYJISIPHA MOHHOMY TMy4Ky. Tak, HOHHBIM ITYYKOM MOXET OCYIIECTBIATHCS
MOCJIONHAs pe3Ka «00JIaCTH UHTEPECA» C 3aIaHHBIM I11aroM, a B AJIEKTPOHHOM ITy4Ke
poBOUTCS HabmoneHne cpe3oB Xy. [Iporeaypy moydeHus: Z-CTEKOB BBITIONHSIIN C
MOMOIIbIO  creruanbHoi  mporpammbl  Slice&View,  kotopas  MMO3BOJISIET
aBTOMATUYECKH TPOBOJUTH MOCIEAOBATEIbHYIO PE3KYy U ChEMKY, a TaKkKe
OCYIIECTBIISIET KOPPEKIHio apeida m3oOpaxkenus. Cxema mporecca TMOKa3aHa Ha

pucyHke 15.
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Hanpasienue

TpaBJIeHHﬂ Cpe3bl

Pucynox 15. Cxema nonyuenusi Z-creka meronom ®UIT-POM nanotomorpaduu

Jlns mpenBapUTENbHOM MNOATOTOBKA K IIOCIIOMHOW PE3KE HOHHBIM ITyYKOM
BBIOPaHHOTO yuacTKa o0pasiia Ha ero NoBEpXHOCTh HAHOCHIIH 3alIUTHBIN ciol (Pt, W,
C u np.). Psagom ¢ BeIOpaHHO# 0071aCTHIO BBITPABIMBAIA METKY JJII aBTOMATHYECKOM
KOppEeKIuu aperida B MIIOCKOCTH XZ, peaiu3yeMoi OT cpe3a K Cpe3y B HOHHOM MYIIIKE.
Jlnst obneruenus yJnaieHusi Matepuana U yMEHBIICHHUS MEepeOoCaXkIeHUs B MpoLecce
TpaBJEHUS BOKPYT 3amuiineHHoi obnactu ¢ momoibio DUIT BeiTpaBmuBamu [1-
oOpa3nyro kaHaBKy (PucyHok 15). CpenHsis 4acTh KaHaBKH OTKPBIBACT MJIOCKOCTH XY
JUTsl HaOJIOZICHUSI B DJIEKTPOHHOM ITydKe, O3TOMY €€ TJIyOMHAa W IIUpUHA JOJIKHBI
obecrieunBaTh He0OX0aAMMbIN 0030p. [Tocieaamit FTan npeaBapuTEILHON MOATOTOBKU
— YHUCTKa TUIOCKOCTH XYy MaJblM TOKOM B HMOHHOM Iy4YKe€ [JId TOJy4YEHUS
KayeCTBEHHOTO HM300pa)KeHHsI CTPYKTypbl HHTepecymomero obObema. [lanee
3aITyCKAETCs MPOLECC MTOCIONHON PE3KU U CHEMKH.

[TonmyueHHble qaHHBIC 00padaTHIBAIH C TOMOIIBIO TpOrpamMmbl Fiji ¢ OTKpBITEIM
ucxonueiM kojgoM. B Fiji mcnonb3oBamu mmarunbel: StackReg [167] u Template

Matching [168] s BeipaBHHBaHuMs cteka; DenoiseEM [169] ¢ ucnosb3oBanuem
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¢mieTpa «non-local means» mns dunprpanmu ot mryma; Nonuniform background
removal mis BelpaBHuBaHus Qona; Trainable Weka Segmentation [170] ms
cerMenTauu u3oopakenuit u 3D ImageJ Suite [171] mist Bu3yanu3anuy U aHalu3a
nony4eHHbIX naHHbIX; Skeletonize3D u AnalyzeSkeleton st aHanm3a CBI3HOCTH TIOP
[172]. Kpome Toro, 4acTh CErMEHTALIMU M BU3YAIU3alUU POBOIWIN C IPUMCHEHUEM

nporpammsl Drishti [173].

2.3. Pentrenoga3oBblii anaaus

WnTerpanbaas uadopmarus o GazoBom coctae mwieHOk LNO Oputa momydena
C TOMOILIBIO KAadyeCTBEHHOTO PEHTIeHO(pa30BOTO aHajlu3a C HCIHOJIb30BaHUEM
HacTtoipHOTO nudpakromerpa Miniflex 600 (Rigaku, Snonus), OCHaIIEHHOTO
penterHoBckoit  TpyOkoit ¢ CuKa-mznyuenuem, Ni-GuibTpoM U KpeMHHEBBIM
BBICOKOCKOPOCTHBIM cTpuI-gerekropoM D/teX Ultra. Cwemky audpakTropramMm
npoBOAMIM B TreoMmeTpun bperra-bpenrtano B samamazone yrimoB 10-66° (20).
Nnentudukamuio ¢ha3 npoBOAUIN IpU MTOMOIIX OaHKa PeHTTeHOBCKUX AJaHHBIX [CDD
PDF2 B mporpamme HighScore Plus.

N3mepennst mpoBojauiuck corpyanukamu OHULL «Kpucramnorpadus u

dbotonuka» PAH MBanosoit A.I'. u JleBunbim D. E. mpu yuacTuu aBTopa quccepTaium.

2.4. YeTbIpex30H10BbIi MeTO/ U3MEPEHHs] CONPOTUBJICHUS

[ToBepxHoctHOe comnpotuienne MiaeHOK LNO (Owm/kBaapar) usmepsuid ¢
MOMOIIBI0  TMOJyaBTOMAaTUYECKOM  YETBIPEX30HJOBOM  CUCTEMbl  H3MEpPEHUS
MOBEPXHOCTHOTO COMPOTUBJICHUs/yaeiapbHOTO conpotuBieHuss Cresbox (Napson,

}IHOHI/IH) C UCIIOJBb30BAHUECM CTAHAAPTHOI'O YCTBIPCX30HAOBOI'O MCTOAA ITIOCTOSHHOI'O
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Toka. HecMoTps Ha TO, 4TO MOBEPXHOCTHOE COMPOTUBIIEHUE IIJICHOK SIBIIIETCS O0see
YHUBEPCAIIBHOW XapaKTEpUCTHKOM, TaK KAaK HE 3aBUCUT OT TOJIIHMHBI IJIEHOK, BO
MHOTHX paboTax MPUBOAUTCS 3HAUCHHUE YIEIbHOTO cOnpoTuBiieHUus (OM* M), TOITOMY
JUIE  CpPaBHEHUS C JIMTEPATYPHBIMM JAHHBIMH HM3MEPEHHOE TMOBEPXHOCTHOE
COMPOTHUBJICHUE TaKkKe ObLJIO MEPECYUTAHO B yACIbHOE IO PopMyIie:
p=Rs-d (7)
riae d — cpenuss TommuHa TUIeHKH [174].
N3mepenust mnpoBogmnuck cotpyauukamu DOHUL «Kpucrammorpadus u

dboronuka» PAH, Bomukossim 1.C. u [Toakyp I1.J1.

2.5. DnexTpodu3nyecKue XapaKTePpUCTHKH

CerHeTodNIeKTpUYECKUE TMETIU Tucrtepesuca mieHok PZT Obuld CHATHI Ha
npubope AIXACCT TF 2000 npu gactrote 100 I'ii. BoibT-hapaaHbie 3aBUCHMOCTH JUIS
OTIPEJICIICHHS] TUDJICKTPUUYECKON MPOHUIIAEMOCTH MIeHOK PZT Obutd mosydeHbl Ha
nameputene LCR (4284A, Agilent) mpu uactore 100xI'1. [{ns Meramindeckoro
KOHTaKTa UCTOJb30BaNICS pTyTHBIN 30H1 (Mozaenb 802-150, MDC, CIIIA) miomaasto
0,515 mm?.

Jlist usmepenust (oToBoJIbTanyecKoro 3¢(pexra B KOMIO3UTHBIX MIIeHKax PZT-
TiO2 wucnonw3zoBanmu ycranoBky Keithley 6487. JIns mpoBeaeHHs SKCIIEPUMEHTA
BEPXHME TIJIATUHOBBIE JICKTPOIbI TONMMHON 10 HM u TUI01aABI0 9- 107?cM? HaHOCHITH
METOJIOM MarHeTPOHHOTO HAITbUICHHUS.

N3mepenne ¢oTtoToKa mpoBOAWMIM cienyromuM oOpasom. CHauama B
KOpOTKO3aMKHyTOU cTpykType M/PZT/M B Teuenue 10c 3amuchIiBaics «TEMHOBOW
TOK, (YTOOBI ONIPEICTUTh YPOBEHB IMMPOTEKAIOIIETO YepPe3 CTPYKTYPY TOKA B OTCYTCTBHE
ee 00JTydeHHUsI CBETOM, T.€. ONIPEACINISICTCS HYJIEBOM TOK M3MEPUTEIIBHON CXEMBI). 3aTeM
Ha CBETOJMO]I MMOJAaBaJIOCh MUTAHUE, YTO BKJIIOYATIO OCBEIICHHUE CTPYKTYPHI CBETOM

b0 cBeToamoa «riaybokuii romyooi» Depp Blue — 2.73B, 456,8 uMm (mpumecHoe



77

BO30y>KAeHne Hocutenen 3apsaa) —nmuoo UV amon 4.59 5B, 270 am — Mex30HHOE
BO30yXJIeHHEe HocuTeNlel 3apsiaa. B MOMEHT BKIIOYEHHsS HaOMIOfancs BCILIECK
(GOTOTOKA, KOTOpBINM 3aTE€M pelaKCUpOBaJl K HEKOM CTalMOHapHOW BeIu4HHE (B
JIAHHBIX IKCIIEpUMEHTAX 3anuch Benach 10 100 cek., HO ObUIM MPOBENCHBI U3MEPEHUS
10 2000 cek, B KOTOPBIX CTAlIMOHAPHBIN TOK coxpaHsics). biaronaps cnenuanbHbIM
oTpaxaresmsiMm cBeronuoyy DB ¢opmupoBan mapamienbHBIH TMOTOK HW3TyYCHUS,
MaJAI0IIEeT0 Ha TIIOCKOCTh CTPYKTYPHI, YTO MO3BOJISIIO TP MAKCUMAJILHOM CBETOBOM
MortHOCTH 120 MBT olieHMBATh IMJIOTHOCTH HAKaYKH (POTOHOB ~ 10 Bem?c!. CeroBas
momnocts UV cBetomuona 5 MBT, oHa m3nydaercs B TenecHsli yroa 120°. Ouenka
MOLIHOCTH, aJafoIel Ha MOoJIynpo3padnbii Pt konTakT maomansio 0.3x0.3 Mm? Ha
paccrosiHuu 6-9 MM faet Benuuuny ~ 1.5-4 MxBT. B 3TOM ciyyae mioTHOCTh HaKauKu
¢gotoHOB ¢ sHeprueii 4.595B B 1 cexynay Ha exuHuULy miomany pasHa ~10 Pem?ct
TO €CTh Ha TOPANOK MEHbIIE, 4YeM i NpUMECHOro Bo30yxaeHus. B PZT
xo3(uuent nornomenus csera 4.59 5B pasen 36000 cml, cooTBeTcTBEHHO
riryouHa noroiienus ceera ~ 280 uM, To ectb UV cBeT mornomaeTcsi npakTH4eCKu
M0 BCEH TOJIIMHE IJICHKH.

OnexkTpopu3NUecKre XapaKTepUCTUKH Obn u3Mmepersl B PTY MIUPDA
KOJUIEKTUBOM  aBTOPOB 1oJa  pykoBoactBoM  BoporumoBa K.A. Ouenka
dboToBonbTanyeckoro 3ddekra B kommno3utax Obuta npoBeaeHa B OTU um. A.O.

HNodde PAH (Cankr-IlerepOypr) noa pykoBoactBom Jenumonoii JIA.
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I'naBa 3. CtpykrypHble ocodeHHocTH IIeHOK LNO u rerepocrpykryp PZT-LNO

B naHHOU T7aBe omucaHbl pe3yJibTaThl MCCIENOBAaHUSL CTPYKTYpPHI, (pazoBoro
COCTaBa M KMHETUKHU KpUCTain3auu ToHkux mieHok LNO nHa nomioxkax Si/Si10; u

kommosuiuii PZT-LNO-Si. Matepuaibt omyOiukoBanbsl B padoTtax [A1-A5].

3.1. Dpouarouus cTpykTypsl IiieHok LNO npu Bapuanuu

TeMIepaTypbl OT/KHUIa

Jlist ompeneneHusT BIMSHHUS BBICOKOTEMITEPATYPHOH CYIIKH, TEMIIEpaTyphbl
OT)KWTA a TAKXKEe U3YUCHUS IBOIOIMU MUKpOCTpYKTYphl LNO B manHoii pabote Obuta
MOArOoTOBIIeHA cepus 00pa3oB ¢ oTxkuroM npu T =550, 650 u 800 °C (o6pa3ust LNO-
pyr-550, 650 u 800, cooTBeTcTBEeHHO). [[IIEHKM HAHOCHIIHM TOCTIOWHO, C TPOBEACHUEM
Huzkotemneparypaod  cymku (T=200°C) B TedyeHHe  4YETBHIpEX  MHUHYT,
BeIcOKOTeMIieparypHoi cymku (T=450°C) B Teuenue 10 MUHYT U OT)KUTA B TCUCHHUE
OaTH  MHUHYT Uil Kaxzgoro cios. Crpykrypa ofOpasima 1mocie  3Tana

BBICOKOTEMITEPATYpHOU CYIIKHU Takke Obuia ucciaenoBana (LNO-pyr-450).

3.1.1. CTpyKTypa IIeHOK MO0CJIe BHICOKOTEMIIEPATYPHOI CyIIKH

CornacHo peHTreH0(a30BOMY aHaJIM3Y, MOCJIE BHICOKOTEMIIEPATYPHON CYILKH
IUIEHKa UMEET MPEUMYIIeCTBEHHO amopdHoe ctpoerue (Pucynok 16). IIpucyrcTeue
HECKOJIbKUX YIIMPEHHBIX THUKOB, U B OCOOCHHOCTH SIPKO BBIPAKEHHOTO IIHKAa,
COOTBETCTBYIOILET0 MEKILIOCKOCTHOMY paccTosiHuio 6,63 A, cBuperenncTByeT o

HAJIMYUKA HaHOPa3MEpHOU (a3bl, ONpesesieHne KOTOPO, OJTHAKO, PEHTIeHO(DA30BBIM
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METOJIOM B TaKOW CHCTEME 3aTpyIHUTENbHO. OCTpble TOHKHE MUKHA MPUHAIIEKAT

MOHOKpI/ICTaJIJII/I‘{eCKOI?I KpCMHHCBOﬁ IO AJIOKKC.

Counts

.

Si

6000 1

40001 6,63 A

2000 1

0 e Ly L L B L B
20 30 40 50 60

Position [°2Theta] (Copper (Cu))

Pucynox 16. ludpaxrorpamma ot mienku LNO-pyr-450

Ha pucynkax 17 m 18 mokasaHa MHKpPOCTPYKTypa M KapTbl pAacHpeNeIICHHs
aJIeMeHTOB nonepeuHoro ceuenus wieHku LNO nocie BricokoTeMnepaTypHOi CyIIKH
(LNO-pyr-450). Ha HAADF-STEM wuzo0paxennn (Pucynok 17a) HaOmromaercs
CJIOMCTasl CTPYKTYpa IJICHKU ¢ OOJIBIINM KOJIMYECTBOM IOP, KaK pacrpeieeHHbIX 110
BCEMY 00bEMYy IJICHKH, TaK U JIOKAJIW30BAHHBIX Ha rpaHule pasnena cioes. [lopsl B
TOJIILE TIOJICTIOSI UMEIOT pasmep 2—10 HM 1 00JaJat0T TPEUMYILECTBEHHO PABHOOCHOM
dbopmoii, a BOIM3U TpaHuIl HabI0Mar0TCs 0oJiee KpymHbIe MyCTOTH pazmepom 10-15
HM. EDX-kapTupoBaHue BBISBISET XUMUYECKYIO HEOJHOPOJIHOCTh, BHIPAXKEHHYIO B
pazaeneHuu Hukens W jgaHTaHa (Pucynok 1706-m). OOpamiaer Ha ceOsi BHHUMaHUE
BBICOKAsl KOHILICHTpALMs HHUKEIS B BEPXHEH YaCTH KaXKIOTO MOJCIOS, MOJ KOTOPBIM

pacnonaraercs o0OjacTh, oOoraimieHHas JaHTaHoM. Hwupke pacmonaraercss o0sacTh
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CMEIIIaHHOTO COCTaBa, Il MPUCYTCTBYIOT U JIAHTaH, U HUKEJb. Takue 0COOEHHOCTH
AJIEMEHTHOTO COCTaBa OJMHAKOBBI B KaxiaoMm mozacioe LNO. ITlpu cpaBHeHuu
3JIEMEHTHBIX KapT C TeMHOMOJbHbIM [IDM-n3zo0paxenuem (PucyHok 18a) MoxHO
BUJICTh, YTO OoraTtasi HHKeJIeM 00JlacTh mpesacTaBieHa amopdHON (a3oil (TeMHBIC
POBHBIE TMOJOCH 0€3 KaKoro-imbo KOHTpacTa), B TO BpeMs Kak Ooraras JaHTaHOM
007acTb COCTOMT W3 OTHOCHUTENIbHO KpPYMHBIX KpPUCTAIOB pasmepoMm 3-15 HM
(oT™MeueHBI OenbIMH CTpelKaMu), a 00JIACTh CMEIIAHHOTO COCTaBa JEMOHCTPHPYET
YpEe3BbIUAMHO MEIKO3EPHUCTYIO CTPYKTYpYy (pa3Mep KpUCTALTUTOB MeHee 3 HM).
Haunbomnbiue nopsl pacmnojararoTcsl Ha rpaHulle JJAHTAHOBOM M HUKEJIEBOM 00JiacTei,
YTO BEPOSITHO CBSI3aHO C HANPSHKEHUSIMU Ha JaHHOU rpanulie. Kuciaopon pacnpenenex
JIOCTATOYHO PAaBHOMEPHO, YTO O3HAYAET, UYTO 3TH (ha3bl MOTYT OBITH Okuaamu La-, Ni-
u (La, Ni) wim taxke mpeacTaBiATh coO0W OoJiee CIOKHBIC (a3bl C CoJepKaHHEeM
JIETKUX DJIEMEHTOB, HE PErHMCTPUPYEMBIX WM CIOXHO peructpupyembix EDX. Ha
antekTpoHorpamMme (PucyHok 180) Takke BHIHO COOTBETCTBHE JAHHBIM OO0JIACTSAM:
KpUCTaJUIBl pasmMepoM 3-15 HM fgaroT ciiabo pas3auduMble JYyTH, YTO TOBOPUT O
IPUCYTCTBUU IPEUMYIIECTBEHHON KpUCTaJUTMYECKOU OpHEHTAlIUH, a
BBICOKOJIMCIIEpCHAs 00JacTh — IIMPOKHE Kousblla. Hamnume mnpenmMyniecTBEHHOM
OpUEHTAllMM Yy KPUCTAIUIMTOB BUIHO TaKKe€ M HAa HM300paKEHUSX BBICOKOTO
paspemieHnss W coorBercBywoinel @Dypbe-nudpakrorpamme (Pucynox 18B,r).
CornacHo pacumudpoBke Dypbe-nudpakTorpammbl, JaHTaH-cojepxkamias ¢asa
npenacTaBieHa okcukapOoHatoMm janTaHa La,0,CO;3 (mp.rp. 14/mmm, PDF 00-023-
0320). OoOpazoBanue KapOOHATOB, OKCHIOB M OKCHKapOOHATOB B KadyeCTBE
IPOMEXYTOUHBIX (a3 B 3TOM TEMIIEPaTYypPHOM JIMANa30HEe OKUIACTCS JJil pacTBOPOB

Ha OCHOBE alleTaToB MeTa/UI0B (Harmpumep, Ba, Sr) B ykcycHoii kucnorte [38].
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° E, keV

Pucynok 17. Pacnpenenenue sineMeHTOB B MHOTOCHOWHOM miieHke LNO-pyr-

450: HAADF-STEM wu3o0paxenue (a), 0O0OOIIEHHas KapTa pacHpeeeHus

sanemeHnToB La+Ni (6), kapTel La (B) u Ni (T) M0 OTAEIBHOCTH U COOTBETCTBYIOIIMI

EDX-criektp (1)

Pucynok 18. Mukpoctpyktypa wmHorocnoiHoi mieHku LNO mocne
JIBYXATAITHOW CyHIKU: TeMHomoyibHoe [I9M n3zobpaxkenue (a), anekTpoHorpamma (0),
M300pakK€HUe BBICOKOTO  paszpemieHuss (B) ©W  cooTBeTcTBylomas Dypwe-

mudpaxktorpamMma (r). CTpeski yKa3bIBalOT Ha TEKCTYPUPOBAaHHBIE HAHOKPHUCTAILIbI

L&zOzCOg
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3.1.2. DBoonus ctpykTypbl iieHok LNO B npouecce oT:xura B uHTEepBase

Temueparyp 550-800°C

Uccnenoanus sBomoruu cTpykTypsl mieHok LNO B mpomecce orxura B
untepBaiie Temreparyp 550-800 °C npezacrasiensl B padorax [Al, A2]. O6mwuit Bua
cTpykTypsl oopasna LNO-pyr-550 (PucyHok 19) cxox co cTpykTypoii oOpasiia mocie
BbIcOKOTemnieparypHoii  cymku  LNO-pyr-450: mueHka  Takke — sSIBISETCA
IPEUMYIIECTBEHHO aMOp(HON, € NPHUCYTCTBUEM CJOEB HaHOKpHUCTaLIOB La-
cojepikamie ¢asbl ¢ NPEUMYIICCTBEHHOW opueHTanuedr Bmoab ocu  [001].
MeXI10CKOCTHBIE pacCTOSTHUS JUIs 3TOoH (ha3bl, 0AHAKO, cierka oTandatorcs or LNO-
pyr-450: nabntonaercsi ymMeHbllleHue Ha 2,5% MEXIUIOCKOCTHOTO PacCTOSHUS MEXIY
miockocTssMu 002, a coorBercTBeHHO M (004. YMEHbIIEHHE MEKIIOCKOCTHBIX
pPacCcTOSIHUN MOXET OBITh CBA3aHO C MOTEpEH yriepoja B PELIeTKE M MOCTEIEHHOM
TpaHchopmanyu (pas3el U3 OKCUKapOOHATA JJAHTAHA B OKCHJI. XMMUYECKOE pacCIOCHHE
Tak)ke HaOJII0aeTcsl B JaHHOM 00Opaslie.

B cpaBuenunu c¢ ob6pazuamu LNO-pyr-450 u LNO-pyr-550, obpazer; LNO-pyr-
650 uMeeT MOMMKPUCTAITMYECKYIO TOPUCTYIO CTPYKTYpY (Pucynok 20a). Pazmep nop
BapbHpyeTcs B quamna3zoHe 15-30 HM B HalpaBlIeHUH, NEPHIEHAUKYIISIPHOM CIIOSIM, a B
MPOAOJILHOM HAIpaBJICHUW HE orpaHuuuBaercs gaxe 200 HM, T.K., TOPBHI,
oOpa3syroluecs Ha rpaHULE TEXHOJIOTMYECKUX CJI0€B, aKTUBHO CIIMBAIOTCS B MOJIOCTH,
nepexosue no ceoemy (popm-gaxropy yxke B TpelIUHbI U pacciioeHus. Pasmep

3€pEH HaXOJUTCA B AxamnazoHe 12—-26 Hw.



83

4 6 8 10

Pucynok 19. Crpykrypa mnenku LNO-pyr-550: cBernononsrnoe I[IOM-
nzoopaxkenue (a), anekrpoHorpamma (0), TeMHomnosbHoe [IOM-uzobpaxenue (T), a
TaKKe KapThl pacipeaesieHus: Xumuaeckux 3semMeHToB: La+Ni+Si (B), O (1), Ni (e), La

(x), u EDX cnektp (3) [A2]

Pucynox 20. Ceernmononsabie [I19M-u300pakenus (a, B) U JIEKTPOHOTPAMMBI
(6, 1) ctpykrypsl wieaku LNO-pyr-650 (a, 6) u LNO-pyr-800 (B, r). 3HakoM «?»

o0o3HaueHbl pediekchl, He mpuHapiekarme LNO [Al]
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[Ipu yBenuuennn Temmepatypsl g0 T = 800 °C nabmiogaercs aanbpHeiIiee
yBenuueHue nop u 3epeH (Pucynox 208). HeGomnblme paBHOOCHBIE MOPBI pa3MepoOM
menee 30 HM, HaOmogaeMble mpu OoJiee HU3KUX TEMIIEpaTypax OTXKHUIa, 3]1eCh
MPAKTUYECKHA OTCYTCTBYIOT. Pa3sMep KpUCTATMTOB /IS TAHHOTO 00pasia COCTaBIISET
15-43 am. udpaxnmonnsie kapTuabl 00pas3iioB LNO-pyr-650 u LNO-pyr-800 cxoxu
1 UMEIOT YeTKHeE KOJIbla, KOTOpble MOryT npuHaexats dase LaNiOz (Pm3m) um
LaNiO3z (R3c), a Taxxke dase LayNiO; (14/mmm) (Pucynok 206,r). Kpome Toro,
HaOmoMaroTes peduiekcsl Oosee cnadble W eAMHUYHBIC, TI0O BCEW BUAMMOCTH, OT ¢a3
okcusoB La u Ni, o1HaKo JaHHBIX 3JIEKTPOHOTPAMMBbI HEJOCTATOUHO. B cpaBHEHHMH ¢
anekTpoHorpamMmoit ot oopasia LNO-pyr-650, B o6paszie LNO-pyr-800 nabmromaetcs
nanbHeiee MoBblIeHHE (GparMeHTUPOBAHHOCTH Kosen. B oOmactsx, rae
MPUCYTCTBOBAJIO Tayio, oOpazoBavch peduiekchl, He mpuHamiexanme LNO, uro
TOBOPUT 00 YKpyIHEHHWU 3epeH cTopoHHHX ¢a3. 3epHa LNO B ganHOW Tpymme
OCTAaIOTCS B MPEJeIiax CJIOEB, HE MPOpacTas BO BCIO MIUPUHY TJICHKUA. PopMUpPOBaAHUE
PaBHOOCHBIX 3€pEH B Mpejeliax CJI0eB HaOJoaal aBTOpbl padboThl [37], cBs3bIBas
TaKOW POCT C ATANIOM BBICOKOTEMITEPATyPHOH CYIIIKH.

Jlokanuzanus u onpeneneHue gas B oopasmax ¢ omkurom npu T = 650 u 800°C
MPOBOAWIIMCH C HCIIOJIB30BaHUEM KOMIUIEKCHOTO NOAXOAa, Birovaromero EDX-
KapTUPOBAHUE C BBICOKOM JIOKAIBHOCTHIO U MeToAbl BPOM (Pucynok 21). Crauana
Obl1a cHsITa 00IIast KapTHUHA pacIpeIeNIeHUs dJIEMEHTOB ¢ yBennueHueM 35-50kx, uto
B HalleM cliydae ObLJIO JTOCTaTOYHO JIA pa3felieHusiss 00JacTeil pa3sHOro COCTaBa.
3aTtem BbIOpaHHbBIE 00J1acTH HcciieoBain MeToioM EDX-351eMeHTHOTO KapTUPOBaHUS
npu yBennuenun 400-600 kx, rjie 4eTKo JIOKaJIU30BAIUCHh KPUCTAILIBI pazmMepoM 20
HM. [lomyueHHble [MaHHBIE O COCTaBE OTHAEIBHBIX KPHUCTAIUTOB Jaliee
HCIIOJIB30BAIMCEL JJI MCCleaoBaHUM MeTogamu BPOM, rae ¢ moMompio aHaimsa

®dypbe ObLTN onpeaeneHsbl (Paszbl.



Pucynok 21. KapTsl pacnipeneneHusi XMMUYECKIX IEMEHTOB B miieHkax LNO-
pyr-650 (a, 6) u LNO-pyr-800 (B, r). OTmeuensl oomactu coctaBa Ni-O (kpyr), La-O
(xBazapar) u La-Ni-O (mpsimoyronsauK) [A2]

Jist o6nactu, oboramieHHOM HHKeneM, Obuta onpezaenena (aza NisOq (mp. Tp.
C2/m), a nyst obmacTi, 0OOTaIICHHOW JIJAHTAaHOM, OKCHJT ObLT ompenerneH kak LayOs ¢
MOHOKJIMHHOW KpHUCTAJIIM4Yeckoil pemerkoid (mp. rp. C2/m) (Pucynok 22). Takum
obpazom, npu Temmeparype 650°C u Bbimie B oOmactsax, obOorameHHbx La u Ni
dbopmupyrotes ux okcuasl [A2].

OO6nacTy CMEIIaHHOTO COCTaBa IMPEACTaBICHbI IBYyMs (azaMu: >KeJaeMon
Kyouueckoit ¢azoit LaNiOz (Pm3m) u monoknuuHON dazoit La2Ni,Os (C2/m) ¢
nedunurom kuciopona (Pucynok 23). Ilocnenssisi sBIseTcs XOpOIIO W3BECTHOM
dazoii B cucreme La-Ni-O, a mepexon LaNiO; — LaNi,Os oOpatum B peakiusix
BOccTaHOBIIeHHS U okuciieHus [86,175]. [IpoBogumocts LNO o4YeHb 4yBCTBUTEIbHA
K HexBaTke Kkuciopona. M3BectHo, 4TO ygnanenue kuciopoaa B LNO BbI3bIBaeT

IJIOCKYI0 KBAJIPAaTHYK0 KOOpJAMHALMIO BAOJb HampabieHud [110] ¢ u3MmeHeHunem
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tpexsanentHoro Ni** u meramueckux coiicts LaNiOz Ha nByxBanenTHbii Ni%* u

u3onupytommx cBoiicts B LaNiO2 5 [86].

Pucynoxk 22. Jlokanuzanus u onpenenenue gas NizOs: a—0 — 1okanpHOe
AJIIEMEHTHOE KapTupoBaHue, B — BPOM-nu3o0paxenue odiactu A (puc. a), r—1 —

cooTBeTcTBYIOIME Dyphe-nudpakTorpaMmbl

[ToBepXxHOCTHOE  CONPOTHUBICHHE IUICHOK  YMEHBIIAETCS TMPHU  POCTE
temriepatypbl omxkura (Tabnuma 6), ogHAKO BechbMa BBICOKO ISl MCIIOJIb30BAHUS
JJAHHBIX TIJICHOK B KAyeCTBE DJIEKTPOJOB, UTO CBSI3aHO C IPUCYTCBHUEM IMOp H

nexxenatenbHbIX (a3: NisOy4, LapO3 u LaaNiyOs.



Pucynok 23. BPOM-u3o0paxenus oonactu La-Ni-O: a) paza LaNiOs

(Pm3m); B) paza LazNi,Os (C2/m) u coorBercTBytomue Oypbe-audppakTorpaMmbl
(0, 1)

Tabmuma 6. DIeKTpUdecKoe COMPOTUBIICHUE TNICHOK

T, °C 450 550 650 800
[ToBepxHocTHOE conpoTtuBienue, Om/kBagpar | 6372200,0 2145400,0 | 576,1 108,6

VenpHOE conpoTusienue (pacuetnoe) Om-cm | 331,4 110,5 2,8:10% | 5,0-10°°

3.1.3. Buusinue BbICOKOTEMIIEPATYPHOIi cymikud HA cTpyKTypy LNO

Busyanuzarusi CTpyKTyphbl IUICHOK TIOCJIE BBICOKOTEMIIEPATYpHOU CYIIKH U
OTXKUTA TIPH PA3IMYHBIX TEMIIEpaTypax MoKas3aia, YTo CTPYKTypa IUICHOK JajeKa OT
JKeJTaeMOoM CTOoJIOUaTOi: 3epHa PABHOOCHBIE M HAXOAATCSA B Mpelesiax IMOJCIIOEB,
paznencHHbIX mopamMu [Al]. Dtam BhicOKOoTeMmepaTypHOi cyiiku B ruieHkax LNO
IPHUBOJIUT K CHIIBHOMY XUMHUYECKOMY U (azoBomy paccioenuto [A2]. YVike npu 450°C
MPOUCXOJIUT AKTUBHOE B3aUMOJIEHCTBUE IJIEHOK C OKPYKAIOIIEH Cpe1oi, IPUBOASIIEE

K 00pa30BaHMIO TOJICTOTO ci10ost amopdHOit (as3sr coctaBa Ni-O Ha IOBEPXHOCTH CI0EB



88

(Pucynox 17). Iuddysus HUKeNs K MOBEPXHOCTH CO3MAET OOCIHEHHYIO 00JacTh B
HIDKeNexaleM cioe, rae npu temmnepatype T=450°C pacTtyT OpUEHTUpPOBaHHBIE
Broib ocu [001] xpucramisl okcukapOoHaTa jgaHTaHa. ITox cioeM okcukapOoHaTa
JaHTaHa HaOJIIOJAETCs CJIOM CMEIIaHHOIo cocTaBa. BHyTpu obsacteil cMenaHHOro
cocTaBa (pa3oBOT0 WM XMMUYECKOTO PACCIOCHHS Ha paHHUX dTanax KpUCTaIN3alun
HE HaOJIFOJIaeTCsA, YTO CTABHT IIOJ] BOIPOC MpeArnosiaraeMeiii B padorax [18,39]
Mexanu3Mm oOpazoBanusi LNO uepe3 nByXcTaauifHBIN MPOLIECC KPUCTAUIU3ALUU C
nepBoHavyanbHbiM (opmupoBanreM okcugoB NIO m LayOs, koTopbie 3aTeM yike
pearupyior ¢ obpazoBarrem LNO. Ilpu gampreimem omxkure nmpu T = 650-800°C
¢da3pl, oOoraiieHHbIE HUKEJIEM M JIAHTAaHOM, DPACMa/laloTCsi HAa OKCHUIbI HHUKEIS U
JIaHTaHa COOTBETCTBEHHO, a B CMellaHHOM 00actu oopaszyercs LNO [A2].

B pabote [18] Ha 0a3e PEHTIEHOCTPYKTYPHOTO aHajaM3a MOPOIIKOB aBTOPHI
nokazaiu, 4yto okcuabl La u Ni popmupyrores B uatepsaie 350-500°C, a LNO — 500-
700°C, mpu 3TOM TeMIIEpaTypbl MOTYT HEMHOTO CABUTaThCS B 3aBUCUMOCTH OT
pacTBopa mpekypcopoB. B Hamem ke cityudae, oqHako, gasa coctaBa Ni-O npu 450°C
dopMupyercss aMoppHOI U pacronaraeTcsi Ha MOBEPXHOCTH KaXA0r0 CJIOsl, TO €CTh Ha
MOBEPXHOCTH, B3aUMOJECHUCTBYIOIIEH ¢ arMocdepoil Mpu KakIOM LMKIE CYIIKU U
omxkura. [lox sroit obmacteio ipu 450-550°C HaxomuTcss OKcUKapOOHAT JaHTaHa,
kotopeii  mpu  T=650-800°C  mepexoguT B  OKcua O3  COXpaHEHUS
KpucTtayiorpadguueckoil opueHTtanuu. B 3ToM ke MHTepBane TemrmepaTyp HUKEIb-
comepkamas amopdHas ¢asza Kpucraumsyercs. Takum oOpa3om, HaOJI01aeMbIe
OKCHJbl JIaHTaHAa W HHUKEIs, MO BCEeW BUIUMOCTU, HE SBISIFOTCS PE3yJIbTaTOM
JMBYXCTAIMHHOTO MEXaHW3Ma KpUCTAJUIM3AIlMK, a BO3HHUKAIOT B PE3yJbTaTe
IIPOLIECCOB, MPOTEKAIOIINX HAa TOBEPXHOCTH CIIOEB.

B [86] moka3zano, uto B Takux cuctemMax La u Ni MOryT pearupoBaTh C
aTMocdepoit B mporiecce 00paboTKu U 00pa30BBIBATH TUIPOKCHUIBI, KOTOPHIE MOTYT
ObITh (pazaMU-TIPEANICCTBEHHUKAMHA OOpa3yIOMUXCS OKCHAOB. Takue peakiuu
W3BECTHBI IS AJIEKTPOXHUMHUYECKHX TporieccoB Ni [176], x0T eaMHOTO MHEHUS IO
3TOMY MOBOy HeT. OKCHJI JaHTaHa TaK)Ke CIIOCOOEH MPUBOANUTD K TMCCOLIMALINN BOJIBI

[177,178], [179], [180] u B3ammopeiictByer ¢ yriaepoaom [181,182]. Xumuueckas
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HEOJTHOPOJHOCTh MOKET HadaTtbcd ¢ AudPy3un HHUKENsT Ha TOBEPXHOCTh C
oOpazoBaHueM oOoraiieHHON HuKejaeM amopdHoM da3bel (Hampumep, THAPOKCHIA
HUKEJIS) Ha BEPXHEHW YacTH MOJCIOCB U JAeUIUTa HUKEIS B OOJIACTAX TOJ HUMH.
JlepunuT HUKENs CO3AaeT TPaJueHT KOHIEHTPAlUi, KOTOPBIA CIOCOOCTBYET POCTY
OPUEHTHUPOBAHHBIX KPUCTAJIOB OKCHKapOOHAaTa JiaHTaHa. PacTBOp HpeKypocopoB
BbICOKOW KoHIIeHparuu (0,6 MOJB/IT), MOXKET 3aTPyIHATH BBIXOJI MMPOAYKTOB pacrajia
IIPEKYPCOPOB, B TOM YHUCJE U YIJIEPOA-COAEPKAINX, YUYACTBYIOIIUMX B 00pa30BaHUU
OKCUKApOOHATOB. 3aTPyJAHEHHBIA BBIXOJ MPOIYKTOB PEAKIIMH TAKXKE MOXKET OBITh
OTBETCBEHEH 3a 00pa30BaHUE OOIBIIOrO KOJUYECTBA MOP B U3YyYAEMBbIX IIJIEHKAX.

[lo Bcelt BuUAMMOCTH, UWHTEHCHU(DUKAIUMS TIPOILECCOB  B3aMMOJICHCTBHUS
npekypcopoB  LNO ¢ armocdepoit nHabmomaercs BOmm3u T=450°C, uyto
MTOJATBEPKAAETCA CTPYKTYPOU IUIEHOK MOCJE BBICOKOTEMIIEPATYPHOM CYIIIKY B JAHHOU
paboTe, a TakKe PEHTCHOCTPYKTYPHBIM aHAIN30M, PETUCTPHUpYIOMUM (a3zoBoe
paccioerne B pabore [18]. B cBs3u ¢ 3TuM, OBLIO CHCIAHO MPEIAIOIOKEHUE O
MO/IaBJICHUH aKTUBHOTO B3aUMOICUCTBUS co cpenoit mpexypcopo LNO mpu 6sicTpom
MPOXOXKIEHUU JAHHOTO MHTEpPBaja TEMIEPATYP, TO €CTh MOHWKEHHH TEMIIEPATYPhI
CYILIKH 0€3 MCMIOJIb30BAHMS BTOPOTO BHICOKOTEMIIEPATYPHOIO 3Tana ¢ MOCIeAYOIEM
omkuroM. Kpome Toro, mig yOpolEHUs YAAICHHS MNPOAYKTOB pEaKIHNH
1EJIeCO00pa3HO CHIKEHHE KOHIIEHTpAllMM pacTBopa NpekypcopoB. Temmepartypa
omkura T=650°C, cormacHO MOJYYEHHBIM JIAHHBIM, JOCTAaTOYHA ISl TOJTY4YCHUS
KPUCTALUTMYECKON CTPYKTYpHI IJIEHKU. C y4eTOM BBIIIEYKAa3aHHBIX MPOMEKYTOUHBIX
BBIBOJIOB, ObLIa moAroToBieHa cepust ieHoK LNO myTem MHOTOCIIOIHOTO HaHECeHNUs
pactBopa kouieHTpanuei 0,2 momnw/i ¢ cymkoi mpu T=200°C B TeyeHHE YeThIpEX

MUHYT U OTKUTOM npu T=650°C B TeueHUE MATH MUHYT.
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3.2. Ctpykrypa u cBoiictBa kommno3uuuii PZT-LNO-Si,
PZT-LNO-SiOx-Si, LNO-PZT-LNO-Si

Jns m3yuenus miaeHok LNO, n3roroieHHbIX 0€3 3Tana BEICOKOTEMIIepaTypHOU
cymku, a Takke onpeaenenns Biusausd LNO  wHa  dopmmpoBanue
CETHETOYJICKTPHUECKOTO CJI0s1 ObLIH MOAroToBacHBI KoMmosuiinu PZT—LNO-SIiO,—SI,
PZT-LNO-SiO2(10nm)-Si wu kouaeHcaropHas crpykrypa LNO-PZT-LNO-
Si02(500nm)-Si [A3, A4]. Ocaxnenune mieHok LNO mpoBomuim Ha cTaHmIapTHBIC
KPEMHHEBBIC TOUIOKKH C ecTecTBeHHbIM okucioMm SiO»(10nm)-Si, a Takke Ha
KPEMHHUEBBIC MTOIOKKH C JIOTIOTHUTEIBLHBIM OypepHbIM citoeM SiOy, BBIMOTHSIIONIM
POJIb M3OJSIMOHHOTO U PENAKCUPYIOIIETO HAIMPSDHKEHUST B TE€TEPOCTPYKTYpE CIIOA.
[TanopamHble M300pa)k€HUsI TOMEPEUYHBIX CPE30B KOMITO3UIIMMA MPEICTAaBICHbI Ha
pucyHke 24.

Cnon PZT B o0eux KOMIO3UIHUAX XapaKTEPU3YIOTCS SPKO BBIPAKEHHBIM,
HaIlpaBJICHHBIM POCTOM 3epeH oT retepodaznoi rpanuibl LNO—PZT. Bonbemias gacts
3epeH UMEET CTOJOUATYIO CTPYKTYPY U MIPOPACTAET HA BCIO TOJIIMHY TIJICHKH, OJTHAKO
HaOJIOIAIOTCS TakKe Oosiee MEJIKUE 3epHa, He IOCTUTIINE BEpXHEH TPaHUIIbI TIICHKU
PZT. Tommuuna PZT-3epen coctasiser 3090 HM B 000ux 00pa3uax, 4To OTINYAETCS
OT KJIACCUYECKUX KOMITO3UIINM Ha MJIATHHE, XapaKTEPU3YIOITUXCS 3€pHAMU TOIIIMHON
150-200 uMm [183].

Kak Bumno u3 pucynka 24, ctpykrypa ciost LNO xote u sBisercs Oonee
IJIOTHOM U OJJHOPOJHOM, YEM MPEABIAYLINE IUIEHKU C 3TAllOM BBICOKOTEMIIEPATYPHOU
CYIIKH, HO TEM HE MCHEE MMEET MOJMKPHUCTALINYCCKYIO U MOPHUCTYIO CTPYKTYPY.
Pasmep nop cocrasisier 1020 um. Cpennuii pazmep 3epet e, 13-30 HM 1 0Opasia
c OydepnasiM cioem u 22—-39 M 11t 006pasiia 6e3 Hero. B oOpasiie ¢ OydepHbIM crioem
MOXHO OTYETJIMBO  PAa3JIMYUTh OTICIbHBIC TOJCIOW, KOTOPhIE HAHOCHIIN
MOCJIEIOBATEIHHO B Tporiecce (POopMUPOBAHUS HUKHETO JJICKTPOJa, TaK Kak 3epHa
pacroJyiararoTcs B mpejenax moJIcios WM UMEIOT MEHBIIIMHA pa3Mep, HE MPOPacTaroT B

COCCAHHUEC IIOACIOH, a IIOPbl PACIOJOXCEHBI CTPOYKaMH, IIPCHUMYIICCTBECHHO Ha
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rpanunax mozciioeB [A3]. IHTepecHO OTMETHTD, YTO, TaK Kak B oOpasiie PZT-LNO—
Si02(10nm)-Si cimoit LNO meHee mOpHUCTBINA, KPHUCTAUIUTBI UMEIOT BO3MOYKHOCTH
IpOpacTaTh 3a MPEJIENbl CBOCTO MOJICIION U B IEJIOM, KaK 3TO OBLIO MOKA3aHO BBIIIIE,

MMEIOT OOJIBIIINIA pa3mep.

_200Hm i i

il N TR

Pucynok 24. Ctpykrypa nonepeusix cpe3oB kommosuiuii PZT-LNO-SiOx-Si
(a, 6) u PZT-LNO-SiO,(10nm)-Si (B, 1): a, B — I[IDM-u3obpaxkenue, B, T —

COOTBETCTBYIOIIAs cXxeMa CTPYKTyphI [A3]

Ha nmxneit rpanuiie cinos LNO B 006pa3siie, B KOTOPOM AJIEKTPOa CPOpMUPOBaH
HEIMOCPEACTBEHHO HA KPEMHHH C €CTECTBEHHBIM OKCUAOM, IPUCYTCTBYET CTPOUKA IOP
Ha rpanuie LNO-SiO,, a npu ocaxxnennn LNO Ha OydepHbIii ¢lIo# CKOIICHHS TOp Y
rpaHullbl He HaOmoaaeTcs. BepostHo, OydepHbIi cioit o0serdyaet 3apoKIeHUE 3epeH
LNO, opnako panbpHedmas kpuctawmzauus LNO Ha HeM NOpUBOAUT K
dbopmupoBaHuIo 00Jiee MEIKO3EPHUCTON U TTIOPUCTOM CTPYKTYPBHI.

AHaJN3 3JICKTPOHOTPaMM U H300pakeHH BBICOKOTO paspemnicHus (PucyHok 25)
nokasai, 4to rmieHka PZT kpucrammusyercs ¢ oOpazoBaHueM (pa3bl MEpOBCKHUTA C

nepuoznoM pemetku a = 4.036 A (mp. rp. P4mm, PCPDFWIN v. 1.30, Ne 33-084).
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Heo0xoaumo OTMETHUTH TaKXKe OTCYTCTBHE MeTacTaOuIbHON HE
CETHETO3JICKTPHUECKON (ha3pl MUPOXJIOpa, KOTOpas OObIYHO MPHCYTCTBYET B BHIE
HAHOpPAa3MEPHBIX BKIIOUEHHM mpu Temrepatype omxkura I = 650°C, kak ObLIO
nokazaHo B paborax [183]. MeXIIOCKOCTHBIE pACCTOSHHS, HW3MEPEHHBIC TI0
anekrporHorpamme ot obmactu LNO (Pucynok 256), MOryT mpuHAIjIeKaTh Kak
Kybudeckoii dase co crexnomerpueit LaNiOz (mip. rp. Pm3m), Tak ¥ TPUTOHAIBHOM
LaNiOsz (mip. rp. R3c¢), u TeTparonansHoii paze LaNiOy (mip. rp. 14/mmm) ¢ 6ru3kumu
3HAYCHUSAMH MEXKIJIOCKOCTHBIX PACCTOSHUN. AHAIW3 W300paXeHUN BBICOKOTO
pas3pelieHus, 0JJHaKO, MOATBEPANI MPUCYTCTBUE KyOnueckoi ¢as3sl LaNiOs (mp. rp.

Pm3m) (Pucysok 258,r) [A3].

Pucynok 25. ®@azoBsiii coctaB cinoeB PZT u LNO: a — mukposnektpoHorpamma
cinost PZT; 6 — mukpoanekrponorpamma cinos LNO; B, r — BPOM-u3o0pakenue u

COOTBCTCTBYIOIIICC CDpre-npe06pa30BaHHe AJI1 BBIACJIICHHOTO YHaCTKa € OChbIO 30HbI

[001] kpuctammuta LNO (o6paszer; PZT-LNO-SiO-Si) [A3]
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Paccmotpum 6omee moapoOHO cTpyKTypy Mexdaznoit rpanunsl PZT-LNO. Ha
pHUCYHKe 26 MOKa3aHbl CBETJIONOJbHBIE U TeMHONOJIbHBIE [I9M-u300paskeHus 3epeH
Ha TpaHHIe pasfena g o0oux o0pa3moB. MOXKXHO OTMETUTh, YTO KPYIIHBIE 3€pHa
PZT, xak mnpaBuio, uUMeEOT crneuuduueckyio ¢GopMy € y3KMM OCHOBAHHEM U
pacuMpsroTCs 1Mo Mepe NPUOIIKeHUsT K BepXHel rpanuie ruieHku (PucyHok 26a).
Taxas opma obycnoBneHa 3apoxaenueM 3epeH PZT na kpuctammutax LNO mamnoro
pasmepa (PucyHnok 266), KOTOpoe MOKET IPOUCXOIUTh KaK Ha OTACIBHBIX KPUCTAIIaX
cinos (Pucynok 26a, B), Tak 1 Ha rpynie kpuctauutoB LNO ¢ 61u3koii opueHTanmei

(PucyHnox 26r).

Pucynok 26. Ctpykrypa rpanuibl paznena PZT-LNO (Oenbimu cTpenkamu
0003HayYeHa rpaHulia paszzena): a, 0 — remHonosibHoe [I9M-u3006pakeHue cToao4aThix
3eper PZT, Beipocinx Ha kpuctammuTax LNO B o6pasziie PZT-LNO-SiOxSi; B —
temHononbHOe [I9M-n3o06paxkenue crombuatoro 3epHa PZT, BeIpocmiero Ha
kpuctaute LNO B o6pasue PZT-LNO-SiO2(10nm)-Si; r — BPOM-u3obpaxenue
ocHoBaHusi 3epHa PZT, Beipocmiero Ha 3epHax LNO c¢ OGmuskoil opueHTanmein

(myHkTHpHOU JMHUEH 0003HadYeHbI 3epHa cios LNO) [A3]
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YBenuuenue pazmepa kpuctammuToB LNO B o6pasne PZT-LNO-SiO,(10nm)-
Si MPUBOIUT K YBEIMYCHUIO OPUCHTUPOBAHHOMN OIPEICIICHHBIM 00pa30M ILIOIIA KN
JUTSL 3apOXKACHUS MEepOBCKUTOBOM ¢azsl PZT. DTo, B CBOIO Ouepenib, CIOCOOCTBYET
(dbopMHpPOBaHUIO CTONOYATHIX 3€PEH MEPOBCKUTA ¢ O0Jiee MIMPOKUM OCHOBAHUEM, UTO
WUTIOCTPUPYET TEMHOIOJIbHOE n300pakenne (PucyHnok 26B). IIpsimMas 3aBUCHMOCTD
pa3mepa 3eper PZT ot pasmepa 3eper LNO Takxke Habromanace u B [19].

Hanuuune 3Ha4uTeIbHOTO KOJIMYECTBA HE MPOPOCIIHNX IO BEPXHEH rpaHHIIbI CIIOs
PZT 3epen Takke CBS3aHO C MEIKO3EPHHUCTOCTHIO M XAaOTUYHON OpPHUEHTAIMEH CIIOSI
LNO: B mporiecce HyKJe€auu 3apokKAaeTcss OOJbIIOE KOJMYECTBO KPUCTAJLTUTOB,
KOTOpBIE B JalbHEHIIEM KOHKYPUPYIOT MEXAYy CO0OOH 3a BO3MOXKHOCTh pOCTa,
MOMABJISII POCT HAMMEHEE BBITOJHBIX 3apojeiimieid. Takum o0pa3om, pasmep,
MOP(}OJIOTHSI M OPUEHTAIHSI JIIEMEHTOB CTPYKTYpPbl HIM)KHETO DJIEKTPOJa HAIPSIMYIO
BJIMSIOT Ha CTPYKTYpy mieHku PZT [A3].

Ha kaprax pacnpepeneHusi XUMHUYECKHX 3jieMeHTOB (PucyHok 27) sBHOTO

XUMHNYCCKOT'O PACCIIOCHUA HC Ha6mozxaeTc;1.

200 HM 200 uM 200 HM 200 HM
— — — —

Pucynok 27. Pactipenenenue XMMHUYECKHUX 3JIEMEHTOB B IMOMEPEUYHOM CEYCHHUU
obopasia PZT-LNO-SiOySi: TIPOM-u300paxkeHne ¢ z-KOHTpacToM (a); KapTsbl
pacnpenenenus La (0), Ni (), Pb (1), Zr (n), T1 (e), O (k) B cinosix
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Ha pucynke 28 mpencraBiieHbl 3JEKTPUYECKUE CBOMCTBA IUICHOK. 3HAYEHUE
OCTaTOYHOI MONAPU3AIMU COOTBETCTBYET 26 u —27.4 MxKn/cm? s obpasua PZT—
LNO-SiOySi 1 29.4 u —31.0 MmxKn/cm? 11 o6pasua PZT-LNO-SiO,(10nm)-Si, a
MaKCUMaJIbHOE 3HAYCHHE TUAJICKTPUYCCKOW MPOHUIIAEMOCTH COCTaBisieT 788 mis
oopasiia PZT-LNO-SIOSi u 1019 mms obpasua PZT-LNO-SiO,(10nm)-Si.
JlaHHbBIE 3HAYEHUS XapaKTepHbI 1Jis MieHoK PZT, ogHako, B OTJIMYKE OT CTPYKTYp Ha
IJIATUHOBOM 3JICKTPOJIE, TMETIN JUAICKTPHUECKOTO0 THCTEpPE3nca COJEpKaT MEHeEe
BBIPOKEHHBIN y4aCTOK HACBIIIEHUSI, OCOOEHHO B Cllyyae CTPYKTYphl 06e3 OydepHoro

CIIOSI, YTO MOXKET CBUJICTEILCTBOBATh 00 YTEUKax B MOJAOOHBIX CTPYKTypax [184].

P, MKKn/cm?

(6) 50

40

(@)

30
20

200 400
E, kB/cm

-400

-400 -300 -200 -100 O 100 200 300 400
E, kB/cm

(B) ()

T |
200 400
E, KB/cm

-400

P
-400 -300 -200 -100 0 100 200 300 400 -60 -
E, KB/cm

Pucynok 28. CernerosnekTpudeckue CBOWcCTBa 00pasroB kKommosunuii PZT—
LNO-SiOx-Si (a, 6) u PZT-LNO-SiO2(10nm)-Si (B, r): metiu rucrepesuca (a, B) u

JUAJIEKTpUYEcKasi MPOHUIIAeMOCTh (O, T)

HecMoTps Ha HaJIMYMeE Op ¥ PAaBHOOCHYIO MEJIKO3EPHUCTYIO CTPYKTYPY 3€pEH,

JaHHBIC INNICHKHW ABJIAIOTCA BCCbMa IICPCIICKTHUBHBIMU JJII MHKPOJJICKTPOHHUKH,
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MOATOMY I10 TAKOH K€ TEXHOJIOTUN ObLJIa M3rOTOBJIEHA KOHACHCATOPHAS CTPYKTypa Ha
kpeMuuH ¢ ectecTBeHHBIM OKcuaoM LNO-PZT-LNO-SiO,(500nm)-Si.

Ha pucynke 29 mnpencraBienbl [I9M-u3zo00paxeHus MOMEPEYHOTO cpesa
koHeHcatopHoil CTpyKTypbl LNO-PZT-LNO-SiO2(500nm)-Si. Huwxauii smexTpon
LNO umeet Tonmmuny 120-150 aMm, cnoit PZT — 365-390 HMm, a BepxHuii asektpo LNO
— 70-80 M. /[oBOJIBHO OOJIBIIION pa3OpOC B TOJIIMHAX Ka)XIOTO M3 CIOEB CBSI3aH C
oOpa3zoBanuem HepaBHOMepHOro mo TtommuHe ciost LNO. 3epna PZT wumeror
IPEUMYIIECTBEHHO CTOI0YaTyI0 (POopMy, XOTS TaKKe HAOIIOAA0TCS 3€pHA, PACTYIINE
ot rpanunbl pazaena PZT-LNO (bottom), Ho He gopacTaromye 10 BEpXHEH TpaHUIlbI
wieHku (Pucynoxk 2906). 3epuna PZT umerot mmpuny 53-111 HM, 4TO B cpeiHEM B J1Ba
paza MeEHbIIE MO0 CPaBHEHUIO C IUIEHKAMH Ha TPAJAUIMOHHO HCIIOJIb3yeMOM
IUTATHHOBOM 3JICKTpOjIe, Iie 3epHa uMmeroT mupuHy 150-200 am [183]. Ha rpanwuie
pasaena LNO-Si pacnonoxena rienodka nmop (Pucynok 29a), aHamorudnas oopasiry
PZT-LNO-SiO2(10nm)-Si. Kpome Toro, aHaJOTHYHYI 30HY OTMEYAIOT aBTOPEI
paboTsI [18].

HeoObluHOM siBNISIETCS CTPYKTYypa HUKHETO S3JIEKTpOjia: paHee HalOirogaemast
Hamu U apyrumu aBtopamu [37] cioucrocts LNO ¢ mopamu mo rpaHuiiaM cjioeB B
HUKHEM DJICKTPOJIe 3aMETHA HE IO BCEHl IUIOMAAM TUICHKH, & TOJIBKO B HEKOTOPBIX
yuyactkax (Pucynok 29a). IIpenumyiiieCTBEHHO 3TH MOPHUCTHIE M CIOMCTHIE YYaCTKHU
pacrnoJiaraloTcs B MeCTax IUIEHKM ¢ OoJblieil ToaumHol. B apyrux e ydactkax
IJICHKUA CTPYKTypa YIUIOTHEHA, a MOPhl MUTPUPOBAIM B BBIMIENSKaImii cion PZT.
BuaHo, 4TO HEKOTOpHIE 3€pHA B HIDKHEM DJIEKTPOJE MPOPOCIHU 3a MPeAebl OJHOTO
CJIOsI, MECTaMH JIOCTHTasi BCeH IMIMPHHBI IeHKH (PucyHok 29B).

CTpyKTypa BEpXHETO AJIEKTPOJIa CIOUCTAs U TIOPUCTAsI, CXOKast C HaOII0JaeMO
B cTpykTypax Ha ocHoBe PZT-LNO, onucannsix Beiie. ['pannia paszaena LNO(top)-
PZT noBosbHO mIoTHas1, B HEKOTOPHIX oOmacTsx 3epHa LNO pactyT opueHTHpOBaHHO
(Pucynok 290). [Ipu 5TOM CTOMT OTMETHUTH, YTO TEXHOJIOTHS MOJIyUYCHUs HIKHErO U
BEPXHET0 AJIEKTPOJa OJMHAKOBAs, 32 UCKIIOUCHUEM KOJIMYECTBA CJIOEB (HUKHUM - 7,

BEpXHUI — 4 cios).
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e-Pt
BepxHHii iexkTpox LNO

HILKHUI YiekTpoa LNO

Si

e-Pt  OpueHTHpOBAHHbI

Pucynok 29. Crpykrypa momnepeunoro cpeza kommosuiuu LNO-PZT-LNO-Si: a)
HAADF STEM wuzo0paxenue oO1ero Buaa ¢ yKkazaHUEM JIOKAIU3ALUK TIOP B CIOSIX
u Ha rpanuie paznena LNO-Si, 0) cBernononsHoe [19M n3obpaxkeHue, cTpenkamu
0003HaUCHBI OpHEHTHpOBaHHBIE 3e¢pHa LNO B BEepXHEM DJJICKTPOJAC, TOUYCUHBIM

MYHKTUPOM — I'PaHULIbl HECKOJIbKUX 3epeH PZT, B) reMmHonosnbHOe [I9M n3zobpaxenue

Paznuuue B CTpyKTypax MOXKET OBITh OOBSICHEHO CIEAYIOUM 00pa3oM.
HwxHuil 37eKTpoA ocaxIaeTcss caMmMblM NEpBbIM Ha MOIOXKKY, U TOTOMY

MOJABEPracTCs  BBIHYXKICHHONW  TEepMHUYECKOM  00paboOTKe TIpU  OCaXIACHUH
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nocneaytomux cinoeB PZT u Bepxuero LNO. Tak, Bech HWKHMI 3JEKTPOJ MOCIE
HAHECEHUs M KPUCTALTU3AIMKU OTKUTraeTcs eué pa3 npu GopmupoBanHuu cios PZT
(650°C, 10 MuH.), a TakKe eI1€ YEThIPE pasa MPU OCAXKICHUU KaXKJI0TO CJIOS BEPXHETO
aekrpoa LNO (cymka 200°C, 4 MuH., 0TXHT Kaxaoro cios 650°C, 10 mun.). Takum
obOpasom, 3epeHHas cTpykTtypa LNO B maHHBIX IJI€HKaX HE SBJISICTCS CTAOWJIBLHOM, U
MOKET MOABEPTaThCS M3MEHEHUSM C YBEIIMUECHUEM BPEMEHU OTXKUTA. (7151 m3ydeHwms
KHHETHKH CTPYKTYpHBIX u3MeHeHud 1uieHOK LNO wu omnmcanus mexaHW3Ma
KpUCTaJUIM3aluu ObUla CHUHTE3MpPOBAaHA OTJHEJbHAS CepUsl IJICHOK C Bapualuen

BPEMEHH OTKHUTA KAKIOTO CI0s OT 2 10 20 MUHYT, KOTOpasi paCCMOTPEHA HIXKE.

3.3. 3aBHCHMOCTb CTPYKTYPbI OT BpEMEHH OTHKUTA

Jlia n3ydyenust Mexanusma pocta 3epeH B cinoe LNO npoBenens! uccnenoBanus
IJICHOK C Pa3IMYHBIM BpeMeHeM oTxkura (2, 5, 7, 10 uiu 20 MUH) KaKJI0TO CJIOS IpH
NOCJIOMHOM HaHECEHUH Ha KPEMHHUEBYIO MOJJIOKKY C OKHCIOM KPEMHHMS TOJIIIUHON
500 um. [TomyueHHBIC pe3yabTaThl OMyOJIMKOBaHbBI B [A5].

Ha pucynke 30 mpencrtaBiena MukpocTpykTypa twieHkd LNO c¢ omxurom
KQXJIOTO CJIOsl B TeueHue NByX MUHYT. Tommuua mnenku coctasisieT 100-180 am u
UMEET 3aMeTHbIA penbed. B yuacTkax ¢ MUHUMAaIbHOW TOJNIIMHOW MJICHKA WMEIOT
HEOPUEHTUPOBAHHYIO TOJUKPUCTAINIMYECKYIO CTPYKTYPY CO CPEIHUM pa3MepoM
3epeH 6—22 uMm. PaBHOOCHBIE 3epHa HAOIIOJATNCH HAMH paHee MPH OTXKUTE B TCUCHHE
nsati MuHYT (1.3.2), a Takxke apyrumu aropamu [15,37,143] mpu pasiauyHbIX
ycioBusix.  KpucTraquuTel ~— HaxoAsTcs  NPEeMMYIIECTBEHHO B Ipejaenax
TEXHOJOTMUECKHUX CJIOEB, MEX]Iy KOTOPBIMH PACIIONOKEHbI MOpbl. Kpucrannmnyeckue
YYaCTKH YepeAayroTcs ¢ aMOP(PHBIMU 00J1acTAMU, (GOPMUPYIOIIUMHU BBICTYTIBI pelibeda
(Pucynok 3006) [A5]. Ha snekTpoHHOrpaMMax OT pasHbIX 00JACTel IMJICHKH BHJIHO,
4YTO OT aMOp(HOI 00JaCTH HA KapTUHE MPUCYTCTBYET xapakTepHoe rajio (PucyHok

30r), KOTOpOro HET Ha KapTHUHE OT MOJIMKpUcCTauImyeckon oomactu (Pucynok 30x).
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Hannuue pednekco Ha nudpakunu oT aMopHOI 0071aCTH MOKET OBITH CBA3aHO KaK
C IPUCYTCTBUEM B HEW CaMOii KPUCTAJUIOB, TaK M 3aXBaTOM COCETHUX 00JIacTei B 1moJie
celIeKTUBHOM nquadparMel. AMopdHbIe 001acTH 00pa3yroT peiibed MIeHKH, OTYCTIMBO
BUIHBIN Ha POM m3o0paxenusx (Pucynok 30a). Ha pucynke 30B mpemcraBieHO

CXeMaTH4eCKOe U300pakeHHe CTPYKTYPHI.

amop¢ubie obaacTi

Pucynokx 30. MukpocTpykTypa momnepeuHoro cedenus odOpasua LNO-cryst-
2min: POM-u3o0pakeHre moBepXHOCTH ToJ yriioM 52° (a); ceemiionosibHoe [IOM-
nzo0paxenue (0), CXEMaTUYECKHH PHUCYHOK CTPYKTypbl (B), a Takxke

3JIEKTPOHOTPAaMMBbI OT aMOP(HOH (T') U KpHCTALTHYECKO# (1) obmacteit [AS]

Jlns ananu3a ¢ha30BOro cocTaBa MIICHKU ObLIT OATOTOBJIEH 00pa3ell «B IIaHEY,
TO €CTh MapaJiIeIbHO TOJIJIOKKE, IIEKTPOHHAS AUGPAKIUS OT KOTOPOTO COMEPKUT
nH(OPMAITHIO OT OOJIBITIETO 00beMa TUICHKH B CPAaBHEHUH C TTOTIEPEYHBIM cpe3oM. Ha
pucynke 31a npezacraBieHo cBeTionoiasHoe [[9M-n300paxkeHue MmiIeHKH «B TUTAHE.
BunHo, 9T0 00pa3er coCTOUT U3 001aCTeH IBYX THUIIOB CTPYKTYP: aMOP(HHBIE TIOJIOCHI
YepenayoTCs C MOJMKPUCTATINICCKUMHU, YTO COOTBETCTBYET OyropkaMm W BIaJIMHAM
penbeda mieHkd. B momukpucTaummueckux o0JacTsIX MEXAy 3epHAMU BUIHBI TIOPHI.
KosbrieBast anekrponorpamma (PucyHok 310) OT KpuCTaUIMYECKOW 00JacTH
cooTBeTCTBYeT Kybudeckoit aze LaNiOs (mp.rp. Pm3m), npu 3ToM pedaekcoB oT

npyrux (a3 B JaHHOM 00paslie He 00HaPYKEHO.
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Pucynox 31. Bun B mnane oopasiia LNO-cryst-2min: CIT [I9M-u3o0paxxenue

oOpa3sria (a) 1 COOTBeTCTBYIOMIAs AiekTpoHorpamma (0) [A5]

CormacHO JaHHBIM D3JIEMEHTHOro KaptupoBaHusi (PucynHok 32), coctaB
aMmop(HBIX OYTpOB HE OTIMYAETCS OT COCTaBa OCHOBHOM IJieHKHU. OJIHAaKO, Ha KapTax
pacnpeneneHrs BUIHO HeOOJbIIoe KojieOaHWe COIep X aHMs JJaHTaHa W HUKEIS B
NEPIICHANKYJIIPHOM K TOJJIOKKE HAIpaBICHUU (CIOUCTOCTh). JlaHHBIE KoyeOaHus
KOPPEIUPYIOT C MOCIOMHBIM HAaHECEHHUEM PACTBOPOB MPEKYypcopoB. Tak, B KaKAOM
CJI0€ Ha MOBEPXHOCTU HAONIOaeTCsa 00JacTh, UyTh OoJiee oOorailleHHasl JaHTAaHOM, a
HUKE — HUKeleM. Takoll mopsaIoK MPOTHUBOMOJOXKEH TOMY, YTO HaOomancs mpu
CHJIPHOM XUMHYECKOM © (a30BOM pacclioeHMH B o0pa3iax ¢ 93TarnoMm
BhICOKOTEeMITepaTypHOU cymku (. 3.1). OgHako npupoja Takux KojieOaHuil, Mo Bcel
BUJUMOCTH, OJM3Ka — 3TO B3aMMOJEUCTBUE C OKPY>KAIOIIEH CPeoW MPH CYIIKE U
OTXKUTE.

CnocoOHOCTh HHUKENaTa JlaHTaHA M, B YaCTHOCTH, OKCHJA JIAaHTaHa
B3aMMOJICHCTBOBAThH ¢ aTMocdepoii n3BecTHa nasHo [177,178,180-182,185]. ABTopsI
[178] mnokazamm, uyto Ha mnoBepxHocTH IIeHOK LaNiOsy mocie aIuTenbHOro
npeObIBaHMs B aTMOC(epe MPUCYTCTBYIOT THUAPOKCHUIIBI KaK JJAHTaHA, TaK M HUKEIS.

[TozmHee Toi >ke TpymIoil aBTOPOB OBLIO TMOKA3aHO, YTO HArpeB 0Opasiia BHIIIEC
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TeMnepaTypsl paznoxenus rugpokcuaa Hukens (T = 230 °C) npuBoAUT K MOTEPsIM
HUKENII Ha IMOBEPXHOCTHM oOpaslia, a CTexuoMeTpuyeckoe cooTHomieHue Ni/La
u3mensercsa ot 1,02 mo 0,34 [181]. HabGmogaemple HaMu KoJicOaHHs COCTaBa TaKKe
MOXHO OOBSICHUTH MOTEPSIMU HUKEJS B PUIMIOBEPXHOCTHBIX CIIOSX B KAXKIOM IOJICTIOE
Py TEPMHUECKOM pa3JIOKEHUU THAPOKCUAA Hukens. OIHAKO CIeAyeT OTMETHUTh
OomBITyI0 pa3HuIly B cTeneHu gurykryanuid miieHok LNO, monyduenusix metogom CSD
CO CTaJue BBICOKOTEMIIEpaTypHOU Cymikd U 0e3 Hee. CUIIbHOE B3aUMOJCHCTBHE
wieHok ¢ arMmocdepoit mpu Temneparype T=450°C mnpUBOAUT K YTOJIIECHUIO
MOJU(DUIIIPOBAHHOTO CJIOS U 00pa30BaHUIO MOCJE OTXKUTa YCTOMYMBBIX OKCHIOB
La;O3 u NisOs [A2], dero He HaOMOMACTCS MPH HCIOJIB30BAHUH TOJBKO

HU3KoTeMIeparypHoil cymku mpu T=200°C.

Pucynok 32. HAADF STEM u3o6paxkenue (a) u kapra pacnpenencaus La u Ni
(0) obpasma LNO-cryst-2min

JUist  BBISICHEHMS TPUYMHBI O0Opa3oBaHus penbeda ObUIM  IPOBEICHBI
WCCJIEIOBAHMSI TIOBEPXHOCTH OOPA3IOB Cpa3y IMOCJIE HAHECEHUS U TOCHE CYIIKU TPH
pa3nuHbIX TeMieparypax. [lnenka nocie Hanecenus: u nociue cymku npu 200°C B
teueHue 10 MUH JEMOHCTPUPYIOT IUIOCKYHO MoBepXHOCTh (Pucynok 33a). Penned

nosiBsieTcs B pesyabrate cymku npu 300°C B Teuenne 10 mun (Pucynok 330). Takum
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obpaszoMm, (popmupoBanme penbeda MPOUCXOAUT HE NPHU HAHECEHHH, a B TMPOIECCe

CYIIKH TIPH onpeiesieHHbIX yenoBusx (cymka npu 300°C) [A5].

a) 0)

Pucynox 33. POM m300paxeHuss TOBEPXHOCTH OHOCIONWHBIX TIeHOK LNO

nociie cymku pu 200°C, 10 mun (a) u ipu 300°C, 10 mun (0)

MukpocTpyKTypa TOMEpPEeuHOro Cpe3a MHOTOCIOWHON IUIEHKH TOCTE CYIIKH
kaxaoro cmost mipu 300°C mpexacraBinena Ha pucynke 34. Ha HAADF STEM
nzoopaxennn (Pucynox 34a) 3ameTHa pa3HHIIAa B KOHTPACcTE Y4acTKOB OYTOpPKOB U
BrauH. M3BectHo, uTto koHTpacT B HAADF STEM pexume 3aBUCHT OT TOPSIKOBOTO
HOMEpa »dJIeMeHTa (Z-KOHTpacT) W IUIOTHOCTH wMarepuana. CoryiacHo KapTam
pacrnpenesieHuss XUMHYECKUX 3J1eMeHTOB (PucyHok 340,B) U 3J€KTpOHOrpaMmam OT
«BnaguHey (PucyHok 34r) m «Oyropka» (Pucynok 34), sneMeHTHBIA COCTaB W
amMop(pHOE CTpOCHHE OJMHAKOBHI B NaHHBIX oOmacTsax. Takum oOpa3om, pa3HOCTh
KOHTpacTa UMEET YHCTO TUIOTHOCTHON XapaKTep, U MJICHKA B 00JacTH OyropKoB Oosee
IUIOTHasl, YeM BO BHaAMHAaxX. Takke Ha KapTax paclpelesieHuss MOXXHO OTMETUTh
TOHKHE cJiod, obOoramieHHble Hukeinem (PucyHok 34B), YTO COOTBETCTBYET

IPEIoIOKEeHNI0 00 00pa3oBaHMU OOOraleHHOW HHUKenaeM (a3bl Ha dTanax CyIIKd

[A5].
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(a) “byropok”

SNeMeHTHbI COCTaB:
La:15.4+2.5 at.%
Ni: 13.3 +0.3 a1.%
0:71.3+2.0a1.%

SNeMeHTHbI COCTaB:
La:15.1+2.4 a1.%
Ni: 12.3 £0.2 at.%
0:72.6 £2.0 a1.%

70 nm

Pucynok 34. CtpykTypa ¥ KapThl paclpeieicHUs XUMHYECKUX DJIEMCHTOB
MHorocioHor tieHkn LNO mnocne cymku 300°C kaxaoro cios, 0e3 OTxura:
HAADF STEM wuzo0paxenue (a), kKapThl pacrpesencHus jJantana (0) u Hukens (B) u

9JICKTPOHOTPAMMBI OT 00JIaCTH «BHaIAUHBI (T) U «Oyropka» (1)

[ToBepXHOCTHOE COMPOTUBIIEHUE IJIEHOK C OT)KUTOM Ka)0TO CJIOSl B TEUCHHE
JBYX MHUHYT OY€Hb BEIMKO U cocrtaBisger 1078-2862 Om/kBagpar, 4To C y4eTOM
102
TOJIIMHBI MOXXHO TIEPEBECTH B OO0OBEMHOE COINpOTHBICHHME, paBHoe 1,8..3,8-10
Om-cMm. Takoe HexapaktepHoe i LNO comporuBiieHHe CBA3aHO C MPUCYTCTBUEM
00JBIIOr0 KOJIMYECTBA aMOp(PHOM (a3bl.
[Ipu yBennueHnn BpeMEHU OTKUTa MJICHOK C ABYX JI0 MATH MUHYT KPUCTAJIUTHI
LNO naumHaroT mpopacTtarh 3a Ipeaesibl MOACIOEB, GOpMUPYs CTOJOYAThIC 3epHA

mmprHoit 25-63 M (PucyHok 35). CronOuaThie 3epHa pacTyT MPEUMYIIECTBEHHO OT
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MOJIIOKKHU, TIPH 3TOM INPUMEPHO B PAaBHOM KOJIHMYECTBE BCTPEUAIOTCS MOJIHOCTBHIO U
YaCTUYHO Mpopocuire 3epHa. Tem He MeHee, B OOJIBIIMHCTBE OOJlacTed BcE emmé
MPUCYTCTBYIOT CIIOM C MEJIKO3EPHUCTHIMU HEOPUEHTUPOBAHHBIMU 3€pHAMU pPa3MEPOM
7—-19 am (Pucynok 35a,0). B aTHX ke 001acTSIX HaX0AATCS ¥ MOPHL. ToNIIUHA IUICHKA
coctaBisieT 100160 am. CornacHo aHanmu3y M300pa’KEHUU BBICOKOTO pa3pelieHUs
(Pucynok 35B,r) IUIGHKa KpHCTAUIM30BaHa C 0Opa3oBaHUEM KyOMUYECKOMH
nepoBckuTHOH (hasel LaNiO3 (p.rp. Pm3m), XoTs He06X0AMMO OTMETHUTB, YTO 4acTh
dypre-audppakTorpaMM MOXKET ObITh pacin@poBaHa Kak ¢ MOMOIIBIO KyOUYECKOMH,
Tak U C NOMONIBI0 TpuroHansHoit ¢assl LaNiOs (R3c). Ha HAADF STEM

H306pa>1<eH1/1;1x, JJII KOTOPBIX XapaKTCpEH Z-KOHTPACT H IUIOTHOCTHOM KOHTAcCT,

(Pucynok 350) mpociexnBaeTCsl MOJI0OCYATOCTh MapauIeIbHO MOIIOKKE.

aLNO [__| amopdubic obnact [ luopst

PO e A O

i
et @\ Oelre® 0 -0'a ,OLO @ " ililier =P

Pucynok 35. Ctpykrypa mienku LNO-cryst-5min: CIT II9M uzo6paxenue (a),
HAADF STEM wuzo6paxenue (6), BPOM uzobpaxenue (B), COOTBETCBYIOIIAS
®dypre-nudpakrorpaMma OT BBIJICICHHON 001acTH (T) 1 cCXeMaTHIeCKoe

n300paxenue cTpykrypsl (1) [A5]

JIns naHHOM IUICHKW TaKXke XapakTepeH pelbed moBepxHOCTH. [lpu sTOM B
obnacTsax «OyrpoB» dHaile BCTPEUAIOTCS MEJKHE 3€pHA, YTO COTJIacyeTcsl ¢
HaOJFOJaeMOM B ATHUX 00aCTIX 3aepKKOM KpucTau3anuu B oopasie LNO-cryst-
2min. B cBs3u ¢ TepexoioM B TOJHOCTHIO KPHCTALIMYECKOE COCTOSHHE,

MMOBCPXHOCTHOC COIIPOTHUBIICHUC INICHOK ITOCJIC OTKUT'A B TCUHCHHUC IIATU MUHYT CHJIbHO
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YMEHBIIAETCS B CpPAaBHEHUM C JBYXMHUHYTHBIM OTKHIOM H COCTaBJIseT 86+6
Om/kBagpar (yaensHoe comportusienue 1..1,1 102 Om-cMm), KOTOpoe yKe BIIOJIHE
MOJXOJUT JIJI IPUMEHEHHS TAHHBIX TICHOK B KAYECTBE JJIEKTPOJIOB M COMIOCTABUMO
C pe3yibTaTaMu Apyrux aBTopoB [37,43].

Panee, nmpu wuccnegoBanuu 1mieHOK LNO, W3roTOBIEHHBIX IO TaKOW ke
TEXHOJIOTHH, TO €CTh C OTXKUTOM Ka)KJIOTO MOJICIIOS B TCUEHHUE ITSATH MUHYT (11.3.2), MBI
Tak)Ke HaOJI01ay YaCTUYHOE MPOpacTaHUe 3€PEH 3a MPEEIibl CIOEB, OJHAKO MEHEE
BbIpakeHHoe (Pucynoxk 24). Kpome Toro, mpopactaHue MoJHOCThIO UCYE3aJI0 B ClTydae
OCaXX/ICHUS TUICHKU Ha OydepHbIii ciioid. VI3 3ToTo ciienyer, 4To BpeMsi OT>KUTa TIJICHKH
T=5 MUHYT sIBJISETCS HAYAJIBHBIM B IIEPEXO0JI€ OT PABHOOCHBIX K CTOJIOYATHIM 3E€pPHAM.
[Ipu Takom Bpemenu oTxura crpykrypa LNO kpaitHe dyBCTBUTENbHA K MaJeHIIINM
W3MCHCHHUSIM B TEXHOJOTWH, Oyab TO HEOOJbIIHEe KOJeOaHWS B KOHIICHTPAIUA
pacTBopa (0T CepUU K CEpUH), WM e TOJIJI0KKA, HA KOTOPYIO OCaXaJId PacTBOP.

[Ipu nanpHENIIEM YBETUYECHUN BPEMEHHU OTKHUTA 1O 7 MUHYT CTPYKTypa 3€peH
CTAaHOBUTCS MPEUMYIIECTBEHHO CTOJOYATON C MPUCYTCTBUEM, OJIHAKO, HEOOJBIIIOTO
KoJudecTBa Oojiee Menkux KpucramumrtoB (Pucynok 36a,0). Pasmep cronmbuartbix
3epeH B HaIpaBJICHUW BJIOJbL MOIJIOKKA B cpeaHeM coctaBiaseT 28-48 HM, a
PaBHOOCHBIE 3epHA UMEIOT pa3mep 8—18 HM, 4TO CXOXkKe € IIIEHKON C OTKIOM B TEUCHHE
nati MUHYT. TonmmHa mieHku cocTtaBisieT 90—120 HM. YMeEHbIIEHUE TOJIIHAHBI
IJICHKA TP COXPAaHCHWHM KOJUYECTBA CJIOEB MOXKET YKa3blBaTh Ha YIJIOTHCHHE
ctpykrypsl. Ha HAADF STEM u300pakeHusx Takke MpoCIeKUBaeTCs MOJI0CYATOCTh
napasuiesibHo noajioxkke (Pucynok 36B). Takoe M3MEHEHHE KOHTPACTa MOXKET OBITh
CBSI3aHO C U3MEHEHHUEM TUIOTHOCTH CTPYKTYPbI WJIM COCTaBa (Z-KOHTPACT).

CoryiacHO aHaJIM3y AJIEKTPOHOTPAMM U M300paKEHUN BBHICOKOTO Pa3peIICHHUS
(Pucynok 37), ocHoBHOU (ha3oii siBisieTcs kyOmueckuii nmepockut LaNiOsz (mmp.rp.
Pm3m), 0JHAKO Ha >JeKTPOHOrPaMMe IPUCYTCTBYIOT pedIeKchl, He MPUHAUIEKAIINE
naHHo# dase. Jlanusle pediekch (dng = 3.44, 3.15, 2.44, 1.54 A) He npunanexar Hu
IJIaTUHE (3alIUTHBIA CJIOM), HU TaJIui0 (OT HM3TOTOBJICHUS IOIMEPEYHOIO Cpe3a C
ucnojins3oBanuemM OUIT). Pediiekcsl, COOTBETCTBYOIINE MEKIUIOCKOCTHBIM Oy = 2.44,

1.54 A moryT otHOCHTBCH K okcuy Hukens NiO (mp.rp. Fm3m), Torna kak pediekchl
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i = 3.44, 3.15A moryT cBuneTenscTBOBATH 0 HanMuuy (asbl okcuaa nanrana La,03
(np.rp. P3m1, PDF 00-005-0602) unu apyrux ¢as. KoauuecTBo U MHTEHCHBHOCTB
pediekcoB cTopoHHUX (ha3 MOATBEPIKIACT, UTO ITUX (Da3 Malo, U 3aJETEKTUPOBATH UX
METOJIOM PEHTreHO(a30BOT0 aHajdu3a WM JIOKaIu30BaTh ¢ mnomoinisio EDX wnwm

BPOM uzo0paxkeHuii He yanoch.

Y - - i B

: & o, = fo OS5
BB Y BOSPEOAONCI S BIANE S 5 DB OS2 LI SO COE PO O o)

Pucynok 36. MuKpOCTpyKTypa MONEPEYHOTO cpe3a olpasia ¢ OTKUTOM
Ka)XI0r0 CJI0s B TeueHUe ceMH MHHYT. () cBeriononbHoe [1OM mn3obpaxenue, (0)

teMHonosibHoe [IOM wu3ob6paxenue, (B) HAADF STEM wuzobpaxenue u cxema

CTPYKTYPHI (T)

[ToBepxHOCTHOE COMPOTUBJICHUE TIJICHOK MOCTIE OTKUTa B TEYEHUE CEMU MUHYT
cocrasyser 90,5+4,2 Om/kBaapar (yaensHoe conporusieHne 9-9,9-10* Om-cm), uto
ené 4yTh HUXKE, YEM B MPEIbIAYIIMX IJICHKaX. YIIYYIIEHUE 3JIEKTPONPOBOJAHOCTH
MOKET OBITh CBSI3aHO C YBEITMYCHHEM KOJUYECTBA CTOIOYATHIX 3€PEH U YMEHBIIICHUEM
PaBHOOCHBIX, YTO B LIE€JIOM MPUBOJUT K YMEHBIICHUIO TPAHUILl 3€PEH, HETaTHBHO

CKa3bIBAOIHNXCA HA 3JICKTPOIIPOBOJHOCTH.
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: (220) LNO
(211) LNO
(200) LNO
(111) NiO
(002) La,0
(100) LNO

(100) La,0
(110) LNO
(111) LNO
¥ 8: (210) LNO
£ 10: (220) NiO

3

Pucynoxk 37. BPOM uzobpaxkenue (a), coorBercTBytomas dypbe-
nudpakTorpamMma oT BbIICJIICHHOU 001acTH (0) U anekTpoHorpaMma (B) AJist oOpasiia

LNO-cryst-7min

VYBenuueHne BpEMEHU OT)KHTa Kaxaoro cios mo 10 MHHYT TPUBOIHUT K
dbopMHUpPOBaHUIO CTOJNOYATHIX 3€peH pasMepoMm 22-38 HM BO Bcex OOJacTsX, 3a
UCKITIOYCHHEM «O0yropkoB» (Pucynok 38). Tonmuna muieHkn coctasisieT 65-90 um B
OTHOCHUTEJIFHO POBHBIX YYacTKax U focturaetr 160 Hm B Mectax OyropkoB. B nmanHoi
cepuu 00pa3iioB 00Jee BRIPAXKCHHBIN pesibed) MPUBENT K CKOIJICHUIO U KOAJIECIICHIIUN
nop Ha rpaHuie «OyropKoB» W TUIOCKOW IJICHKH, YTO 3aTPyIHUIIO TpOpacTaHue
CTOJIOYATHIX 3epeH HackBO3b. Ha smekrponorpamme (Pucynok 380) Bce kpymHbIC
pednekcsl npuHamnexkar dase LaNiOz Pm3m, oaHako ecTh mapa oueHb CIa0bIX
pedriekcoB, CX0kHX ¢ mOpeabyrymieil mnenkoit: 3.44 u 3.17 A. Kpome Toro,
HaOmo1aeTcs napa pediekco, cooTBeTcTByIoNMX 2.83 A. MexmnockocTHsle 3.17 u
2.83 A moryTt coorBercTBOBaTH TeTparoHansHoi aze La;NiO4 (14/mmm 00-034-
0314). TlomyveHHbIe W300paXKCHHUS BBICOKOTO pAa3pEIICHUS YKa3bIBAIOT Ha

NPEUMYIIECTBEHHOE HAIMYKME KyOndecKor epoBcKUTHOM (a3bl (PucyHok 38).
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LNO Pm3m
3 1211
1210
: 200
: 111
: 110
: 100

1 (100) La,O,
B 11: (004) La,NiO,
Sl 111: (103) LaNiO,

Pucynox 38. Muxkpoctpykrypa obOpasua LNO-cryst-10min: CII II9M
nzo0paxenue (a), ouekrpoHorpamma (0), BPOM  wuzobpaxenue (B) u

cooTBeTcTBYIOMAs Dyphe-nudpakrorpamma ot BbIJEICHHON 007acTH (T)

[ToBepXHOCTHOE CONMPOTUBIICHUE TUIEHOK IOCJE OTXKUra B TeueHue 10 MUHYT
cocrapisier 88,0 +£3,3 Om/KkBaapaT, 4TO COOTBETCTBYET YACIBHOMY CONPOTHBICHHUIO
6.8-7.3-10* OM*CM U SIBJIETCSA OUYEHD XOPOIIMM 3HAYEHHUEM JUIS IUIEHOK, TIOTyYEHHBIX
meroaoM CSD.

B of6pasne ¢ omkurom B TedeHue 20 MUHYT aHAJIOTUYHO HaOIIOAAeTCA
CKOIIJICHHE TIOp, OJHAKO B HWKHUX ciosiX (PucyHok 39). B naHHOM ciiydae pocT 3epeH
Tak)ke ObUT 3aTPyIHEH KPYIHBIMU MOPaMH, U CTOJIOYAThIC 3€pHA B TaKUX O0JIACTIX
pOCIH HE OT MOJIOKKH, a oT nop (Pucynok 39a, 6). TomnmuHa MIeHKH COCTaBIISET OT
70 HM B caMbIX TOHKHX MecTax u A0 160 uM B Oyropkax. [llupuna crondyaTeix 3epeH
cocraBisier 21-43 uM. [lomocuatocts Ha HAADF STEM wuzobpaxkenusx Takxke

coxpansiercs (Pucynok 39a). BPOM u3zo0pakeHust pacimpoBbIBAIOTCS KyOHUECKOM
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nepoBckuTHOM (aszoit LaNiO; (Pucynok 398, r). Cxema CTpYKTyphI IIPEICTaBICHa Ha
pucyske 391. B nenom, ctpykrypa 00pa3ios ¢ oTxkurom npu t=10 u 20 MUHYT MaJo

OTJIMYACTCs, 3a UCKIIIOUCHHUEM JIOKAJIU3alluH I10P.

.
_l\ =

RO

100 nm

e =

- 3épna LNO |:| nopbl

DL A
"!.V."l._\(." .,'.4‘,’». S A -""”\57:'\‘(3.5.'
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Pucynox 39. Mukpoctpykrypa obpasia LNO-cryst-20min: HAADF STEM
nzo0paxkenne (a), CII IIODM wuzobpaxenue (6), BPOM wuzobOpaxkenue (B),

cootBercTByomas Dypwe-nudpakrorpamma (r) U CXEeMaTHUYECKOE H300pakKeHHE

CTPYKTYPBI

[ToBepXHOCTHOE CONMPOTUBIICHUE IJIEHKH MOCJHE OTXKura B TeueHue 20 MUHYT
cocrapyisger 85,6 £ 5,7 Om/kBaapar (yaeasHOe CONpOTUBIIEHHE cocTasiser 9,2-10%
..1,05-10° Om-cm). JlaHHOE CONPOTHBJICHHE HEMHOTO BBIIIE, Y€M B ILUICHKAX C
OTXKUTOM B TeueHrne 10 MHHYT, 9TO MOXKET OBITh CBSI3aHO C BIMSHUEM JePEKTOB Ha

IMPOBOAUMOCTD.



110

HccnenoBanusi CTPYKTYphl U CBOMCTB cepuu OOpa3lOB C BapbUPOBAHHUEM
BpeMeHU oTxura nokaszanu, uto LNO umeeT TeHaeH1nI0 K 00pa3oBaHUIO PABHOOCHBIX
3epeH MpHU BpeMeHM oTkura t=2—5 MUHyT, a ipu oTxkure 6osee 10 MUHYT Ha KaXK/IbIi
cioit hopMupyIOTCs cTosI09aThie 3epHA. OTKUT B MHTEpBAJIC 5—/ MUHYT SBIISCTCS
NEPEXOHBIM M IMPUBOJIUT K 0OPa30BaHHMIO U PABHOOCHBIX, M CTOJIOUATHIX 3epeH [AS5].
CkoruieHHsT TOp MOTYT MPHUBOJIUTH K JIOKAJIbHBIM HApYIICHUSIM CTOJIOYATON
CTPYKTYpbl. Bo Bcex miieHkax cepuu HaOro1aeTcsa HeOOoabIoe KoJaeOaHne cocTaBa 1o
JaHTaHy W HUKEII B HaIPaBJICHUU, MNEPHEHIAUKYISIPHOM IUICHKE, BBI3BAHHOE
B3aMMOJICHCTBUEM TOBEPXHOCTH cJIoeB ¢ aTMocdepoit B mpouecce ocaxiaenus. C
LENbI0 BBIPABHUBAHUS COCTaBa M CTPYKTYpbl IUIEHKH Oblla MOATOTOBJIEHA CEpUs
0o0pa3loB C OTKUIOM Kaxaoro cioss B TedyeHue 10 MHUHYT U JONOJIHHUTEIbHBIM

TOMOI'CHU3UPYIOIIUM OTXKHUI'OM ITOCJIC ITOCICAHECTO CJIOA.

3.4. LNO ¢ 1onojHUTEeIbHBIM FOMOT€HU3UPYIOIIUM OT:KUTOM

Ha kpemHHeBO# MOTOKKE C €CTECTBEHHBIM OKHMCIIOM TOMmKUHOW 10 HM Oblia
chopmupoBana cemucioinas mieHka LNO ¢ omkurom kaxaoro ciost mpu T=650°C B
teuenue 10 muHyT. 3aTeM oOpaszelr ObLT pasfeneH Ha 4 4acTH, TPU U3 KOTOPBIX
JONOJIHUTENBHO 0TOx0KeHBI Ipu 650°C B Teuenue 30, 60 u 90 MunyT.

Pentrenogazosbiii ananu3 (Pucynok 40), a Takke aHaJIU3 3JIEKTPOHOTPaMM U
®dypbe-nudpakTorpaM OT MOMNEPEUHBIX CpPE30B IOKa3aj, 4TO OCHOBHOW (pa3oi
snsercs LaNiOz ky6uueckoit (np.rp. Pm3m) uam TpurosansHoit (np.rp. R3c)
CUHIOHWH, OJHAKO pPa3IMuvs B CTPYKTypax IOCTaTOYHO Majbl, U IO JAHHBIM HE
yaa€rcs paznuuuTh (pa3bl. Habnrogaemeplil cIBUT Ha PEHTTEHOTPAMMAaX CKOpPEe BCEro
CBSI3aH C 1€(OKYCOM U SIBJISIETCS] CUCTEMAaTUYECKON MOTPEIIHOCTHIO.

Jist Bcex TUIEHOK CEepUM XapaKTepeH creuu@UuuHbiii penbed IUIEHKH,
aHAJIOTMYHbBIN TIPEbIAYLIEN cepru, 3aMeTHBIN Kak Ha POM n300pakeHusX «B IUIAHE»

(Pucynok 41a), Tak u Ha HonepeyHbIX cpe3ax Ha [I1OM uzobpaxkenusx (PucyHok 418,
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r). Kpome Toro, Ha POM mu300pakeHrIX OTUETIMBA BUHA CETKA Ae(EKTOB, TOX0XKUX
Ha TpeuwHbl (Pucynok 4la). Onnako Ha cBemiononbHOM [IPOM m3o0pakenuu
oOpasua B mane (Pucynok 410) BMecTo TpeluH ByuHa 1ienoyka mnop. [lo-Buagumomy,
o0Opa3oBaHKe MOp MPU KPUCTATUIU3AIMH U TIOCIEYIOIee X PaCpOCTPAaHEHHE MOXKET
ObITh TPUYMHON O00pa3oBaHUsl TPEUIMHOMONOOHBIX HedekToB. Bce mnoiyueHHbIE
oOpasmpbl 3TOW CepuM WMEIOT TOMIMMUHY OKojJo 120 HM W KPUCTAUTM3YIOTCSA C

o0pa30BaHKUEM CTOJIOUATHIX 3epeH paszmMepoMm 28—72 um (PucyHnok 418) [A5].

Counts | § b4 Counts
8000 1 8000 1

6000 6000

LaNiO3 Pm3m LaNiO3 R3c

4000 4000

2000 2000

L SN I
0 . T T T T T g
10 20 30 40 50 60

I Rl | | | I
10 20 30 40 50 60

(a) Position [*2Theta] (Copper (Cu)) Position [*2Theta] (Copper (Cu)) (6)

Pucynox 40. JludpakrorpaMMbl OT 00pa3ioB ¢ OT)KUTOM B TeueHHe 30 MUHYT C
HAJIOXKEHUEM KyOrdecKoi (a) U TpUroHaabHou (0) dasbl

Ha cBetnononsaom IIOM wmzoOpakennn (PucyHok 41r) BHYTpHU OTIEIBHBIX
CTOJIOUATHIX 3€peH HaOJI0MaeTCs CHEIUPUIHBIA KOHTPACT, KOTOPHIM MOXKET OBITh
CBsI3aH C HEOOJIBIIMMU PA30PUEHTUPOBKAMHU KPHUCTALTUYECKON pemeTku (61oKaMu)
BHYTpH 3epHa. B oTinuuue or 00pas3ioB ¢ OTKUTOM Kaxaoro cios 1o 10 u 20 MuHyT
u3 npenpiaymei cepuu, mieHkd LNO 3Tol cepuu MpakTUUECKH HE MMEIOT TOp B
o0beMe U MMEIOT COBEPIICHHYIO CTOJOUYATYIO0 CTPYKTYpy. YJIyUIIEHHE CTPYKTYpPbI
MOKET OBITh CBSI3aHO C JOIOJTHUTEIBHBIM TOMOTCHU3UPYIOIITUM OTKUTOM.

st Gonee WHGOPMATHUBHOM KApTUHBI DJIEKTPOHHOW Judpakiuu  ObLI
noaroroBieH ooOpasen «B 1uiane» LNO-anneal-90min (Pucynok 410). CormacHo

MOJTYYEHHBIM DJICKTpOHOrpaMMaM, oOpasel] KpHUCTaUIM3yeTcss ¢ oOpa3oBaHUEM
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KyOuueckoit ¢passl (mp.rp. Pm3m), oHaKO Ha HECKOILKUX JIEKTPOHOrPaMMax ObLIK
0OHapy KEHbI eMHMYHbIE PEQIEKCHI, COOTBETCTBYIOMINE MEKILIOCKOCTHBIM 3.27 A,
243 A, 1.68 A, 1.46 A. Mexmnockoctuble paccrosuus 2.43 A u 1.46 A moryr
CBHJIETEILCTBOBATh O MPHCYTCTBUU OcTaTouHoro konmuectsa NiO (Fm3m, mp-
19009, d =2.43u 1.49 A), a3.27 Au 1.68 A coorsercrsytor La,0s3 (Ia3, PDF 00-
022-0369 (HighScore), d=3.27, 1.70, 1.66 A), uacto HabmonaeMsix B mieHkax LNO,

MOJTyYEHHBIX METOJIOM XMMHYECKOTO OCXICHHS U3 pacTBopoB [18,39,186].

w?? , . A A

eno4yKa nop

200 nm

Pucynok 41. CtpykTypa MI€HOK C TOTOJHUTEIbHBIM OT)KUTOM B TeueHue 30-
90 muH: POM-u300paxenue noBepxHoctu oopasiia LNO-anneal-30min (a); CIT
[TPOM u300pakenue oOpasia «B miaHe» (0) U AIEKTpOHOTpaMMa «B TUTaHE (B)
obpasia LNO-anneal-90min; ceetnononsaoe [19M n3o0paxeHne monepeyHoro

ceuenus LNO-anneal-30min (r); cxema CTpyKTYpbI 00pa3ioB (/1)
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CooTHolIEHUE JaHTaHA U HUKENS 1O JAaHHBIM 3JIEMEHTHOIO KapTUPOBaHUS
cocrapisieT 51,2:48,8 (uHTerpanbHO Mo 00y1acTh), YyTo NMpuoIM3uTENbHO 1:1. OHaxo,
Ha KapTax paclpeesieHus] XUMUYECKUX SJIEMEHTOB M MPU KOJWYECTBEHHOM aHAJIM3e
alIeMeHTHOro cocraBa mno JuHuM (Pucynox 42) mno-mpexHeMmy HaOI0gaeTcs
KoJieOaHue cojeprKaHus JaHTaHa U HuKelns. [Ipu sTom koiiebaHUs HE TaK BEIUKU:
cornacHo ganHbiM EDX aHanuza no JTMHUY U3MEHEHHE KOJIMYECTBA KaK JIaHTaHa, Tak

Y HUKEJS HaXOAUTCs B mipeaenax 5 at.%.
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Pucynox 42. HAADF STEM u3o6paxkenue (a) u kapta pacnpenencaus La u Ni
(0) B oopasiie LNO-anneal-90min

®opMupoBaHuE cTONA0YATON CTPYKTYphl HAa amopdHOoM ciioe Si0; He sBiseTcs
TPUBHAIBHOM 3ajiaueid U TpeOyeT MeTalbHOr0 HMCCISAOBaHUS CTPYKTyphl. Bo Bcex
uccienyembix mieHkax LNO nabmtrogaercst amopHBIN MOACION TOMIIMHON TPUMEPHO
5 um Ha rpanuie SiOx/LNO. Cxoxuii cioi Habmomancs B [18], omnako moapoOHOToO
UCCIIEIOBAHUSI DJIEMEHTHOTO COCTaBa JaHHOU obnactu He npoBoauiock. Ha HAADF
STEM wu300pakeHUsX OTYETIMBO BHUIHA IIEMIOYKA TMOp Ha TpaHUIE pasjela
TIEHKA/TIOUI0KKA pazMepoM 4—12 HM, a TakKe €IUHUYHBIE TTOPHI B 00BEME TIEHKH.
Kpome Toro, mpurpannyHblii CJI0i TONLUHON 2—3 HM HACBIIIECH JAHTAHOM, a HaJ HUM
HAXOIUTCs oboraieHHass HHKeleM 30Ha Ookojo 7 HM (Pucynok 4206). JlokanbHoe
KapTUPOBAHUE JIEMEHTOB MOKa3bIBaeT, uTo nuddy3un kpemaus B cioit LNO vet. Tem

HE MEHEe HeCMOTpPS Ha TO, YTO AOMOJHUTENbHBINA OTKUT B TeueHue 30—90 MuHyT He
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YCTPAHACT IIOJIHOCTBHO XHUMHUUYCCKYIHO HCOAHOPOAHOCTb, OH IIO3BOJEICT IIOJIYYHUTH

Ou3KHue K HNACAJIbHBIM, ITOJTHOCTBIO 3aKPHUCTAJNIN30BAHHBIC CTO0YATHIC 3CPHa.

B Tabnuue 7 mpencraBieHbl 000OIIEHHBIC JaHHBIC MPOBEIECHHOIO aHalN3a

cTpyKTypslI IieHOK LNO B 3aBUCHMOCTH OT yCJIOBHIA TepMOOOPaOOTKH, ONTMCAHHBIX B

mm. 3.1-3.4 [A5].

Tabnuma 7. O6o0meHHas cTpykTypHas nHpopmarums o rienkax LNO

No | O6pazen; | Ocobennoctr | OCOOEHHOCTH CTPYKTYPBI ®da3oBbIil cocTaB | p, MKOM'cM
HOJTYYCHHUS
IUICHKU
1 LNO- Cymka  mpu | AMopdHast cTpykrypa ¢ | AMopd. Ni-O | 331354400
pyr-450 | T=200°C + | xumuueckuM paccioeHuem | ¢aza, La,0,CO3
T=450°C, u ciosimu | (mp.rp. [4/mmm),
pactBop 0,6M, | OpUEHTHPOBAHHBIX amopduas  (aza
0e3 oTKHUra HaHOKpHUCTALIOB 3-15 HM cocrara La-Ni-O
2 LNO- Cymka  npu | AHamornyso | Amnanoruuno 1, vHo | 110488100
pyr-550 | T=200°C + C YMCHBIIICHUEM
T=450°C, dooz B La202CO3
pactBop 0,6M, Ha 2,5%
Torx=550°C, 5
MHUH.
3 LNO- Cymka  npu | [lonukpucraminueckas NizOs (mp. rp. | 26500
pyr-650 | T=200°C + | mopucrass  cTpykrypa ¢ | C2/m), La:Os (mp.
T=450°C, 3aKOHOMEPHBIM  (ha30BBIM | TP. C2/m),
pactBop 0,6M, | paccioennem B  Kaxaom | LaNiOs (Pm3m),
Torx=650°C, 5 | noacnoe. PaBHoocHsie 3epHa | La2NiOs (C2/m)
MUH. pazmepom 12-26 HM.
4 LNO- Cymka  npu | AHamornyHo 3. PaBHOOCHBIE | AHAOTMYHO 3 4994
pyr-800 | T=200°C + | 3epHa paszmepom 15-43 HMm.
T=450°C,
pactBop 0,6M,
Torx=800°C, 5
MUH.
5 |PZT- PactBop 0,2M, | PaBHOOCHBIE 3epua | LaNiOs (Pm3m)* | -
LNO- Teym.=200°C, pazmepom 26,4+12,9 HwM,
SiO2(10n | Tork=650°C, 5 | HaxomsAIIHECS
m)-Si MUH. MPEUMYIIIECTBEHHO B
MOJCIIOSNX WM YaCTHYHO
IPOPOCIINE 3a UX TPEEIbl.
EcTp nopsl, HO MeHbIIE, UeEM
B 00p. 1-4
6 |PZT- Amnanorudno 5, | PaBHoOCHBIE sepra | LaNiOz (Pm3m)* | -
LNO- HO ocaxaeHue | paamepom 21,1£8,5 HwM,
SiOx-Si | Ha OydepHblii | HAXOAAMIMECT TOIBKO B
cioi npeaenax mnoxcioes. Ciou
pa3zieneHbl CTPOYKaMH TIOp,
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HO MEHBIIIUMH, 4eM B 00p.1-

4.

7 LNO- Amnanornuso 5, | PaBHoocHbIe 3epHa | AMop¢uas La-Ni-
cryst- HO torx=2 MuH | pasmepom 14+8 ©wm u|O + LaNiO3
. " " = 18000-
2min amopdHbie Oyropku". | (Pm3m)* 30000
Mexny 3epHaMu
pacIoaraloTcsi Mopsbl.
8 | LNO- Awmanornano 5, | Pasroocusie 3epHa 13 + 6 | LaNiO3 (Pm3m)*
cryst- HO lorx=5 MUH | HM H cToJIOYaThie 3EpHA
5min mupunod 44 £+ 19 Hwm,
YaCTUYHO WJIM TIOJHOCTBIO
IPOPOCIINE BO BCIO IIUPUHY 970-1130
TIJICHKH. [Topsr
pacrionararrcs
NPEUMYIIECTBEHHO MEXY
PaBHOOCHBIMHU 3€pPHAMH.
9 LNO- Awnanoruyno 5, | [IpeumyIiecTBEHHO LaNiOs (Pm3m)*
cryst- HO torx =7 MUH | cTONOYaTasi CTPyKTypa C
7min 3epHamMu mpuHor 38+10
HM, c HEOOIBIITUM 900-990
KOJINYECTBOM ~ PaBHOOCHBIX
3epeH pazmepoMm 13+5 HM.
[Tops! Taxke HAOJIFOIAKOTCS.
10 | LNO- Amnanoruuno 5, | Cron6uatsie sepHa | LaNiOz (Pm3m)*
cryst- HO torx=10 | mupunoii 30 £ 8 HM BO Bcei
10min MUH IUIEHKE, KpoMe «OyropKoBy,
B KOTOPBIX MEXIY BEpXHEH 680—730
rpaHuLei TUICHKHU 5
OyropkoM  JIOKaJIM30BaHbI
TIOPBI.
11 | LNO- Amnanornuno 5, | CronGuarsie 3epra 32+11 | LaNiOs (Pm3m)*
cryst- HO torx =20 | HM MUPHUHOMN, pa3/IeICHHBIC
20min MUH JIOKAJIN30BAHHBEIMU B TOJIIIE 920-1100
MJICHKU TIOpaMHu B 00J1acTh
HEKOTOPBIX «OYTOPKOBY.
12 | LNO- Tom=650°C, WneanbHble cronbuareie | LaNiOs (Pm3m)* | 890-1010,
anneal- Torx=10 MuH, | 3epHa mupuHON 45+27 HM. 1060-1120,
(30- rocJie MecTtamu HaOJIFOIAr0TCS 1070-1190
90)min MOCIIEHETO €IMHUYHBIC TIOPHI. IS TUIEHOK C
cnos oTxur 30- TIOTI.
90 MuH. OT)KUT'OM B
tedernne 30,
60 u 90

MHH., COOTB.

*B03MO0XHO IPUCYTCTBUE HE3HAYMTEIBHOTO KoJMYecTBa pyrux ¢as, takux kak NiO, La20g,
LazNiO4, HO MX KOJIMYECTBO HACKOIBKO MaJIo, YTO JIOKATH30BaTh UX HE YIaJI0Ch.

Ha pucynke 43 noka3aHa 3aBUCUMOCTb yA€IbHOTO conpoTuBieHus mieHok LNO ot

BpPEMEHU oTKUTa Kaxaoro cios [AS]. Haubosee pe3koe ecITHKpaTHOE YMEHBIIICHUE
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YAEJIBHOIO CONMPOTUBIICHUS IUIEHKH IMTPOUCXOJNUT IPU U3MEHEHUN BPEMEHH OTXKUTA C
2 MuH 10 5 MuH. OU€BHUJHO, 3TO CBSA3aHO C HUCYE3HOBEHUEM aMOP(HBIX YUACTKOB U
NOJIHOW KpuUCTalu3anuell o0beMa IJICHKU. Y IEIbHOE CONPOTUBIIEHUE IMOJHOCTHIO
KPUCTAJUIMYECKUX IJIEHOK, MOJYYEHHBIX MPU OOJIbIIEN MTPOJOJKUTEIBHOCTH OTXKUTA,
MaJso pasnu4daercs. OQHaKo yBeIU4eHHe BpEMEHHU oTKura ¢ 5 10 10 MUHYT HECKOJIBKO
CHW)KAeT 3HAYEHHE YAEIbHOIO CONPOTUBIEHUS, YTO MOXKET OBITh CBS3aHO C
yIIyYIICHUEM KPUCTAUTMYECKIX XapakTepucThK tuieHku [44]. CtonbuaTasi CTpyKTypa
B IUICHKE, MOTy4eHHOH npu 10-MUHYTHOM OTXHI€, COAEPKUT MEHbILIE IPAHUL] 3€PEH,

KOTOPbIE MOTYT BJIMATH HA CBOOOAHBIN MPOOEr HOCUTENEH 3apsa.
4x10

3.5%102

3x1072

2.5%x10

2x102

+90 MuH.
£+60 MHH.
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Bpems oT:xura (MuH)

Pucynok 43. 3aBHCHMOCTH YJIETLHOTO CONPOTHUBIICHHUS TUICHKA OT BPEMEHHU
OT)KHTa Kaxkaoro ciiost. O6pasipl ¢ JOMOJHUTEIBHBIM OTXKUTOM IUICHKH B TeueHue 30,

60 1 90 muH nokaszaHsl B mo3uluu 10 MUH C yKa3aHUEM TONOJHUTENBHOTO BPEMEHHU

VYBennueHne BpEMEHH OTKUTA KaXKA0ro ¢jios 10 20 MUH WIH IOTIOTHUTEIbHBIN
OTXUT TIeHKU Ha 30—90 MHH NIPUBOJIUT K HE3HAYUTEIILHOMY YBEIUUCHUIO YICIIBHOTO

conpotuBiieHust (PucyHok 43). OmHOM #u3 BO3MOXHBIX TNPUYHUH YBEIUYCHUS
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yIIEIbHOTO COMPOTHBIICHUSI MOKET ObITh YaCTUYHAS MOTEPsl KHCIOPOIa MPH OTKHUTE.
[IneHKH  CTEXMOMETPHYECKOTO  COCTaBa  XapaKTEPU3YIOTCS  METAJUIMYCCKHM
HOBeJIcHHEM, Toria Kak mieHkn LaNiOss ¢ 1eUIuToM KHCIopoaa IEMOHCTPUPYIOT
nepexoa Metawl-m3onsarop [37]. 3aBHCMMOCTH TPOBOJUMOCTH OT JeduITa
.3+ .2+
KHCJIOpOAa O CBS3BIBAIOT C M3MCHEHUEM BaJIeHTHOCTH HUKens oT Ni®" k Ni“' ¢
yBenmaenuem o [37,88,89]. dpyroii BO3SMOXHON MPUYNHOW MOXKET OBITh YBEIIMUCHHE
MEXaHUYECKOTO HAPSIKCHUS. DTH TPEIOI0KECHUS HYKIAIOTCS B OoJiee TeTalbHOM

HN3YUYCHHUU U ABJIAIOTCA JIOTHUYHBIM IIPOAOJDKCHUCM ,HaHHOﬁ pa6OTI>I.

3.5. TerepocTpykrypnl PZT-LNO co cTo1604aToii CTPYKTYpOIii 3j1eKTpoaa

Cmoit PZT, chopmupoBanusii Ha LNO 1o gaHHON TEXHONOTHH C
JOTIOJTHUTEBHBIM OTXKUTOM MOCJIE HAHECEHUS MOCIEIHEro ciios B TeueHue 30 MUHYT
npezacraBieH Ha pucyHke 44 [A5]. BumHo, 94TO CTpyKTypa Kak 3JE€KTpolia, TaK H
camoro ciost PZT noBonbHO tuioTHas. Ha pucynke 446 npencTaBieHO TEMHOIOIBHOE
[I9M wu30o0pakeHue mapbl B3auMHOOpUEHTHpoBaHHBIX 3epeH LNO wu PZT.
DJNeKTpoHHast audpakuus OT JaHHOW oOnactd U BPOM wuzo0pakeHHe TpaHUIbI
paznena PZT/LNO (PucyHoxk 448, r) nokassiBatot, 4to miockoct (100) u (011) B PZT
u LNO opuentupoBansl onmHakoBo. Takum oOpasom, cimoii LNO oxa3zpiBaer
OpUEHTHUPYIOIIIEE ACHCTBHUE HAa pOCT 3epeH PZT.

DJIEKTPUYECKHE CBOMCTBA CETHETOAJNEKTPUUYECKUX KOoHJeHcatopoB PZT,
U3roToBJICHHBIX Ha MoIokKe Si-SiO,-LNO u3ydyeHbl B CpaBHEHUUM C aHAJIOTHYHOU
wieHkod PZT, naHeceHHO# Ha craHmaptHyto moiuioxky Si-SiO,-Ti-TiOp-Pt. Ha
pUCyHKe 45 TIOKa3aHbl 3aBUCHMOCTH TIOJISIPU3AIMN, TOKa TEPEKIIOUEHUs U
JTUAJIEKTPUYECKOW  MPOHUIAEMOCTH B 3aBUCHUMOCTH  OT  HaIpsSHKEHHOCTH
3JEKTPHYECKOro 110J1s. BbIGOpOUHO 3HaueHus npuseseHsl B Tadnuue 8, rae P, PO,
E®, EY — ocrarounas moispusalus ¥ KOIPUUTUBHOE IOJIE B TOJOKHUTEIBLHOM H

OTPULATCIIBHOM HAIPABJIICHUAX COOTBECTCTBECHHO, U3BJICUCHHBIC N3 TUDJICKTPHYCCKOIO
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ructepesuca P(E), a € mx, € max? , E®, EOY — makcumanbHble 3HaueHus
JUDIEKTPUYECKOW  NPOHMIIAEMOCTH M COOTBETCTBYIOIIME UM  3HAYEHUS
5JEKTPHYECKOTO 1108 B IOJOXKHUTEILHOM M OTPHIATEILHOM HANpaBIECHUSAX

COOTBCTCTBCHHO, U3BJICYCHHBIC U3 BOJ'IBT-(I)apaI[HBIX 3aBUCUMOCTEH.

Pucynox 44. Crpykrypa komno3umuu PZT-LNO-SiO,-Si: HAADF STEM
uzobpaxenne (a), TemHomonbHOe [IOM wm300pakenue (0), dIEKTpOHOTpaMma OT
TpaHuIbl pasfena B3auMHO opueHTHpoBaHHbIX 3epeH PZT u LNO (), BPOM
N300paKCHUE TPAHMIIBI pa3jeiia B3auMHO OpHeHTHpoBaHHBIX 3epeH PZT m LNO c
BctaBkamu — Dypbe-gudpaxrorpammamu (). Metka Ha Dypbe-audpakrorpammax

paBHa 5 Hm!
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Pucynok 45. 3aBucumoctu nossipusaiuu P (a), Toka nepekitouenus | (0) u
TUDIIEKTPUYECKON TIPOHHUIIAEMOCTH € (B) OT HANMPSHKEHHOCTH JIEKTPUYECKOro moJist E

i ieHok PZT na Pt (uepubie muaun) u LNO snextpose (KpacHbIe TUHHH)

Tabmuma 8. PesynbpTaThl dekTpudeckux m3MepeHui 1wieHok PZT wa Pt m LNO

QJICKTpPOALC
P(E) &(E)
E(-)9 Pr(_) E(+)a Pl"("’), E(-)a E(+)9
Structure C/ ' € max(-) € max(+)
kV/em | MM kviem | pClem? kV/cm kV/cm
PZT-Pt -84.4 -25.2 68.4 27.2 -54 656 30 595
PZT-LNO -65 -25.0 65 25.4 -42 668 30 669

B 1menom, PZT-LNO wu PZT-Pt koHmeHcaTopsl TOKa3bIBAIOT CXOXKHE
AIIEKTPOPU3NYECKUE XAPAKTEPUCTUKH, 32 UCKIIOUYEHUEM HEKOTOPOW aCUMMETPUHU U
HEMHOTO OO0JIBILIET0 3HAYEHUSI KO3PLUUTUBHOIO MOJIS 7S INTATUHOBOTO 3JEKTPOIa. DTH
pa3iuuus B IEPBYIO OUepelb CBA3aHbl C 0OCOOEHHOCTSAMH I'PaHUI] pa3iea «3JIeKTPOI—
CETHETOANEKTPUK». PZT-Pt rpanuiia 6;10kupyeT KUCIOPOAHBIC BAKAHCUU U TIPUBOIUT
K MX CKOIUIEHUIO BOnu3M rpanullpl, Torga kak PZT-LNO rpanuubl npomyckaror
KHCJIOpOJHbIE BakaHcUU. CKOIUIEHWE BaKaHCUN MOYKET CTUMYJIMPOBATh MHKEKLIHIO
3JIEKTPOHOB ¢ 00Opa3oBaHWEM HHIYIUPOBaHHOTO p-n mepexoxa [187]. HdedexTs B
HauOOJIBIIIEH CTETICHU OTBEYAIOT 3a AJICKTPUUECKHE CBOMCTBA IJIeHOK PZT, BKimrouast
TOKH yTEYKH, yCTAJIOCTh, yACpKaHue, otrnedatok u 1. A. [188]. Ipyras Bo3moxxHas

pUYHHA — pa3Has TOJIIMHA MEPTBOrO CJIOS Ha IpaHuIax paszaeina [189].
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3.6. Mexanu3zm kpucTauimzanum mieHok LNO

[TosrydeHHBIE CTPYKTYpHBIE JIaHHBIE MOKHO OOOOLIUTH CIEIYIOIIUM 00pa3oM
(Pucynok 46) [A5]. OTKUT KaXHOro ciiosi B TEYCHHE JABYX MHUHYT HPUBOJUT K
00pa30BaHUIO PaBHOOCHBIX 3€PEH, PACIIOIIOKEHHBIX MPEUMYIIIECTBEHHO B Mpeneax
HAHECEHHBIX CJIOEB. DTO O3HAYAET, YTO KPUCTAIUIMYECKUE 3apOJBIIIN 00pa3yloTcs B
o0beme mieHku. B pe3ynpTaTe OJHOBPEMEHHOTO 3apOKJIECHUS MHOXKECTBA 3€PEH B
o0beMe TUIEHKH MEXAY 3epHaMu o0pasyercs MHOXKecTBO mop. [lomHbiil mepexon ot
aMop(pHOM K KpPHUCTAUIMYECKOM CTPYKType MPOUCXOIUT NPU BPEMEHH OTKUTA
KaKJ0r0 ciios t=5 muH. C yBeTUYeHHUEM BPEMEHH OTKUTa KaKI0r0 cjios 10 10 MUHyT
HAOJII0JaeTCsl MOCTENEHHBIM Mepexol OT PaBHOOCHBIX K CTONOYATBIM 3€pHaM
(Pucynok 46) 3a cyeT MOTJIOUICHUS OTHHUX 3€PEH APYTMMH, IPU 3TOM CTPYKTYpa
VIUIOTHSIETCS, BBITAJKWMBass TOpHL. [lpu 3TOM BO3MOXHA KOaJeCIEHLUsS TIOp,
OPUBOASINIAS K JIOKAJbHBIM HApYLIEHUSM CTOJIOYATON CTPYKTYphl. JIIUTENbHBIM
OTKUT TUICHKH TIOCTIC HAHECEHHSI BCEX CJIOEB YIIyUIIaeT KPUCTALTUIECKYIO CTPYKTYPY.

Takum oOpazom, popmupyercs onTuMalibHas cTojiouaras cTpykrypa siexrpona LNO.
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[ sépHa LNO [ lamopdHble obnactu [ Jnopei

Pucynok 46. Cxema msmeHeHus1 cTpykTypbl mieHok LNO B 3aBucumocTd oT

BPCMCHH OTKHUT'A KAKAOT'O CJIOA
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Paccmotpum Gomnee monpoOHO »sTambl ocaxaeHus 1uieHku (Pucynokx 47). Ha
nepBoMm stane pactBop La(CH3CO2);-xH2O u (Ni(OCOCHs3)2-4H,O B ykcycHoi
kuciore  CH3COOH  ocaxnmaioT Ha  KpeMHHEBYIO — MHOJJIOXKKY.  [lpu
HU3KOoTemneparypHor cymike (200°C) nabmrogaeTcss WcmapeHue BOJBI M YKCYCHOU
KUCIOTHI (Tumenns = 118°C). Ha nanHOM 3Tarne mieHka uMeeT MI0CKYI0 MOBEPXHOCTh
0e3 kakoro-nmubo penbeda. [Ipu HU3KOTEMIEpPaTypHOM OTKHIE alleTaThl METAJIOB
LaAcz u NiAc, MOJHOCTBIO WM YACTUYHO TEPAIOT BoLy. OCHOBBIBASICh HA JAHHBIX
TEPMOTPaBUMETPUUYECKOTO aHalu3a, XycCceH coobmiaer o AByx nukax npu 130 °C u

180 °C u3-3a peakuuu aeruaparanuu LaAcs [190]:

1. LlenTtpudyrnposaHue 1 cywka (200°C)

2. ®opmupoBaHue penbeda B pe3ysbTaTe cCaMOOpraHm3auum
auyetaToB HMKensa U naHtaHa (300°C)

0611acTb BLICOKOW

06nacTb HU3KOM NOTHOCTH

NAOTHOCTH

3. Oxkur nepsoro cnosa (650°C)

TNi, 0 TNI, o)

2 MWH. >5 MuH.

4. OcaxpgeHue cneaywoulero cnos c cywkou (200°C)
U oTxurom (650°C)

o7

2 MWH. >5 MWH.

Pucynok 47. Cxema mexanusma popmupoBanus mieHku LNO
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Yactuynas peruapatanust NIAC, 1aeT B Ka4ecTBe MPOMEKYTOYHOTO MPOTYKTa
TUIPOKCU I U anteTathl Hukens [191-193]. Crnenyer oTMeTuTh, uTo cymika npu 200°C
HE TPUBOAUT K OOpa3oBaHUIO OKCHIOB METa/UIOB, KOTOPbIE MOV OBl
B3aMMOJICHCTBOBAThH M 00Pa30BBIBATH HOBBIC (ha3bl. COTIIACHO TAHHBIM PEHTT€HOBCKOM
dboTosIeKTpoHHOM criekTpockonmuu B pabore [193], comepikanume kapOoOKcuiara
HUKEJI CWJIbHO yMeHblnaetrcs nociie HarpeBaHus npu 300-350°C u ucuezaer npu
HarpeBanuu npu 450°C. Ilpu nmpoBeaeHHHM CYIIKH B 3TOM JIMAla30HE TEMIIEpaTyp
MIPOUCXOANT B3aMMOJICHCTBIE MEXAY OKCHIAMHU METAJIOB W MPU KPUCTATUTH3AINH
obpasyrorca He Tombko ¢aza LaNiOs (mp.rp. Pm3m), no u NizO4 (C2/m), La,Os
(C2/m), and La;NizOs (C2/m) [A2]. Takum 00pa3oM, HU3KOTEMIIEpATypHas CYIIKa
(~200°C) siBisieTcsT KJIFOYEBBIM 3TalioM 0O0paOOTKH, MOCKOJIbKY CYIIKa Mpu Ooliee
BBICOKOU Temreparype MPUBOIUT K 00Pa30BAHUIO PA3IMUHBIX HEXKEIATEIbHBIX (as3.

BTopeiM 3TamomM MOXHO BBIACIHTH AanbHelmmii HarpeB B obmactu 300°C,
KOTOPBIN XOTh M HE SBJISICTCS OTACITHHBIM TEXHOJOTHUECKUM 3TAIlOM, OJTHAKO OYCHb
BaXKEH JUIS BBIACHEHMS TOTO, TTOYEMY IUICHKH JEMOHCTPUPYIOT SPKO BBIPAKCHHBIM
penbed ¢ jgocTaTodHO peryisipHoi cTpyktypoit (Pucynkm 31, 33). B nmanHOM
WHTEpBaJe TEMIIEpaTyp B IJICHKE CYIIECTBYIOT KJIACTEPHI alleTaTOB HUKEJIS U JIAHTaHA
MocCJIe JIeTUApaTalii, KOTOpble MOKHO paccCMaTpUBaTh KaK HAaHOYACTHIIHI B €IIE HE
yAaJIeHHOM MOJHOCTRIO pacTBOpUTese. Mbl mpemnonaraeM, yto penabed GopmMupyercs
B pe3yJbTare CaMOCOOPKH B CHCTEME «PACTBOPUTEIb-YACTUIIB», BBI3BAHHOM
UCTIAapECHUEM PACTBOPUTENIS U B3aUMOJCHCTBUEM MEXTy YacTHIIaMH (HampuMmep, BaH-
Jep-BaajabcoBo B3ammojeilictBue) [194,195]. fBiaeHme camMocOOpKH B JHCIICPCHH
TBEPJBIX YaCTHUIl BIIEPBbIE OBUIO 3aMEUEHO TPH BBICHIXaHWH Karmesb Kode, korma
JACTHUIIBI MUTPHUPYIOT K Kparo Karid U o0pa3yroT TeMHoe KoJyiblo. C Tex mop 3To
SBJICHHE OBUIO TIOKA3aHO ISl MIMPOKOTO Kpyra IMOBEPXHOCTEH, PACTBOPUTENCH H
YJacTHI], U OBLIO MOKAa3aHO, YTO MEXaHW3M OpPTaHW3allMH BBI3BaH BHEITHUM MOTOKOM
BHYTPHM KaIlIA, KOTOPBIH OOYCIIOBJCH IOTEPEH pPACTBOPUTEIS TPH HCIAPSCHUU W
reoMeTpruuecKuMu  orpanndeHusmMu  [196,197]. Bbuto mokasaHo, YTO CHCTEMBI,
JaJeKue OT PaBHOBECHSI, MOTYT UMETh CJIOKHBIE TICPEXOIHBIE CTPYKTYPBI JaXKe MpH

paBHOBeCHBIX GurykTyanusax [194,195,198-201]. B TOHKOIJICHOYHBIX pPacTBOpPax
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METAJUIMYECKUX W  TOJYNPOBOJHUKOBBIX HAHOYACTHUI[ CaMOCOOpKa  MOXKET
OPOUCXOJUTh  MPU  HEOOpPaTUMOM  HCIIAPEHUU  PACTBOPUTENS 32  CYET
JaIbHOACHCTBYIOIICTO BaH-/Iep-BaalibcoBa B3auMoerictus [194,195].

MexaHu3Mbl caMOCOOPKH HEOPTAHMYECKUX HAHOYACTHI] B TOHKHUX TUICHKAaX MPHU
CYIIKEe TOAPOOHO HccieAoBaHbl B padoTax [194,195]. Heckosibko CXOMHBIC ¢ Hallei
KapTUHBI HaOMoaich apTropamu [194] npu M3ydeHHH IBYMEPHOTO YIIOPSIOYCHHUS
gactuil CASe B TOHKKX IUICHKAX MMPH CYyIIKe. Y TOPSI0YCHNE YACTHI] HaOJTI0aeTCsI KakK
NPy OJHOPOJHOM, TaK W INpPH HEOAHOPOJHOM HcmapeHuu pactBoputeis [195]. B
MEPBOM Ccliydae JBM)KCHHE YaCTHI[ MPOUCXOAUT 3a CYET JIJIMHHOBOJHOBBIX
GbaykTyaimii, a BO BTOpOM — 3a CUET 3apOXKJICHUS U POCTa Iy3bIPHKOB Mapa.

Hecmotpss Ha To, uto B padortax [194,195] paccmaTtpuBaeTcsi IBYMEpHOE
YIOPSTOYCHHE B OYCHDb TOHKUX CIJIOSX, MOXKHO MPEATIONOXKNTH, 9TO B TuieHKax LNO
MPOUCXOMIST aHAJIOTUYHBIE MPOIIECCHl ¢ HEKOTOPHIMHU OTIAMUMsIMU. [Ipu ocaxieHuu
LNO xmacTepsl arieTaToB HUKENS W JIAHTaHa HAMHOTO MEHBIIIE TOJIITUHBI CIO0S, U UX
OXKHJIaeMOE€ KOJIMYECTBO HaMHOTo Ooubiie, yem B [194,195], 4yto npuBOAUT K
TPEXMEPHOHN CaMOOpPTraHU3AIMH U OTIMYHBIM CTPYKTypaM. Tem He MeHee, aHaJIOTUYHO
JTBYMEPHOW OpTraHW3allid, CHCTEMY MOXKHO TMPEACTaBUTh KaK CMeCh Tpex ¢as:
pacTBOp, ra3 u HaHodactuilpl. Kak u B IByMepHOU caMOocOOpKe, MTBHKEHHUE YaCTHII
MOXXET OBITh WHUIIMUPOBAHO JIMHHOBOJIHOBBIMH (DIYKTyarMsIMd WIH (HPOHTOM
My3bIPHKOB Ta30BOH (Da3bl, B 3aBUCHMOCTH OT TapaMeTPOB HcapeHus. Tak Kak 9acTHIl
MHOTO, TO TIOJHOTO (ha30BOro pas3feliecHuss B pe3yJbTaTeé CcaMOCOOpKH B
paccMaTpuBaeMOM CHCTEME HE MPOUCXOAUT, a o0pa3yroTcss 00yiacTu ¢ Oombliei
KOHIIEHTpaIei aneratoB (Oyropku), U ¢ MEHbIIIEH KOHIIEHTpAIlMEN aleTaToB, HO C
MPUCYTCTBHEM Ta3oBoW (a3el W pacTBoputens (BmaauHbl). JlaHHas THmoresa
0O0BSICHSET TepepacnpeeiCHIE TUIOTHOCTH B IUICHKE, MIOKa3aHHOE Ha pUCYHKE 34.

dopmupoBanue penbeda TpeOyeT AaTbHEHIIEro YIIIyOJIEHHOTO H3y4YeHus,
KOTOpPOE BBIXOAWT 3a paMKH AaHHOW paboThl. B Hamem wmccriemoBanuu penbed He
OKa3bIBaeT CHJIBHOTO BJIMSHHUS Ha CBOWCTBA, MOCKOJBKY C YBEIMYCHHEM BpPEMEHU
OT)KATAa OH CTaHOBUTCS Oosee riaakuM. OJHAKO W3yYEeHHWE MEXaHU3Ma €ro

dbopMUpOBaHUSI MOXKET OKa3aThCs BeChbMa TOJIE3HBIM B 00JaCTH  CO3JaHUS
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HAHOPAa3MEPHBIX YCTPOWCTB HOBOTO TIIOKOJCHUS HAa OCHOBE CaMOCOOpKH U
UCCIIeIOBaHMs (PYHKIMOHATBHBIX MarepuanoB [202-207]. Cam pembed MoxkeT
NPEJCTaBISITh WHTEPEC IS CO3MaHHUS OCOOBIX ONTHYECKHX M (PYHKIIMOHAIBHBIX
cBoiicTB [208-210].

Tpertuii sTan —OTKUT C LETBI0 KpUcTayuM3anuu npu temmneparype 650°C. B

nporiecce HarpeBa LaAcCs m NIAC; mepexoAsT B OKCHIbI JIAHTaHA W HHKEIS

[190,193,211,212]:

2La(CH;C00)5 - La,0,C05 + 3CH;COCH; + 2C0, 9)
La,0,C0; - La,05 + CO, (10)
Ni(CH;C00), = NiCO5 + CH;COCH, (11)
NiCO; = NiO + CO, (12)

[TepoBckutHas ¢aza LNO wMoxer ObITh TMOdyYyeHAa B  pe3yJibTare
B3aMOJIENCTBUSA OKCHUIOB:

2La;03 + 4NiO + O,— 4LaNiOs (13)

[Tpu temnepatype 650°C mepoBckutHas ¢aza LaNiOz sBnsercs nHambOosee
DHEPreTHYECKU BBITOTHOM, TOT 14 KaK MPU BEICOKOTEMITEPATYPHOH CyIIIKEe B MHTEPBAJIe
300-450°C Gomnee BBITOJHBIMH SIBJISIOTCS MPOMEXYTOUHbBIE (ha3bl OKCUIOB HUKEIS U
JaHTaHa, YTO TMPUBOAMT K WX cradmwimm3anud W (GOPMUPOBAHUIO HUTOTOBOU
MHOT0(ha3HOM CHCTEMBI, Kak 1moka3zaHo B [A2].

Kpucrannmmszaius HaunHaeTcs BO BIaJAUHAX peibeda, re MEeHbIas TUIOTHOCTh
oOecrnieunBaeT OOJBINYIO TTOJIBIKHOCTD KJIACTEPOB IS MX B3aMMOJCHCTBHS M POCTa
(Pucynok 46). [Ipu yBenmnyeHUN BpeMEHH OT)KUTa HAOI0IaeTCs POCT 3€PEH MO BCe
wienke. [lpu Temmeparype OTXHra Takke HAOMIOMACTCS TOTeps HHUKEIS B
INPUIIOBEPXHOCTHBIX  CJIOSIX M3-3a  B3aUMOJEWMCTBHUS CJIOEB C  aTMmochepoit

[177,178,180-182,185], kak 310 ObLTO OTMEYeHO paHee (Pucynok 32).
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UYeTBepThIN 3TAIl — OCAKICHHE CIEAYIOUIETO cJ10s1. HOBBIM €101 HAHOCUTCS B TEX
K€ YCIOBHSX, YTO W NPEAbIAYLIIMH. YBEIUYEHUE BPEMEHH OTKUra MHPHUBOAUT K
YKPYIHEHUIO U 00pa30BaHUIO CTOJIOYATBHIX 3€PEH 3a CUET CIUSHUS KPUCTAJIUTOB.
JIBroKyIer CWJIOM IIpolecca IMOIVIONIEHHWS M PEKPUCTAJUIM3ALMM  SBISETCS
YMEHBIICHUE TOBEPXHOCTHOM W MEX(Pa3HOW HSHEPruM MOJUKPUCTAILTNYECKOM
paBHOOCHOW CcTpykTypbl [147,213]. KoaytecrieHIIMS KPHCTAUIATOB  SIBJISICTCS
IPOIIECCOM, 3aBUCAIINM OT BpeMEHH, U B ciydae rieHku LNO Tpebyer 6onee mstu
MHUHYT OTKHIa KaKJI0TO CJos. Tak KaK Ka)Iblil HOBBIN CJIOW OJABEPTAECTCS CYILIKE MPU
T=200°C u omxure npu T=650°C, obmiee BpeMms OTKHUIa HUKHUX CJIOEB OyaeT
3HAQUUTENBHO BbIIE (35 MHUH Uil MEPBOrO HAHECEHHOro cios). JlanbHelmee
(dbopMUpOBaHUE CTOJOUYATOM CTPYKTYpbl MPOMCXOAUT 3a CYET MOIJIOLICHHs Ooiiee
KPYIHBIMH 3€pHAMH B HIDKHHX CJIOSAX OoJee MEJKMX B BepxHUX ciosx. O mporecce
NOTJIOIIEHNUST W PEKPUCTAIUIM3ALUU CBUJIETEIBCTBYET HAIWYUE IPOMEXKYTOYHOIO
COCTOSIHUA [IPU BPEMEHU OTKuUra t=5-7 MUHYT, KOT/1a B BEpXHUX CIIOSIX HAOIIOAAI0TCS
PAaBHOOCHBIE 3€pHA, BBIPOCUIME B CEPEAUHE CIJIOS, HECMOTPS Ha BO3MOXHOCTH
reTepOreHHOro0 pocTa Ha HIKEJIeKaluux 3epHax. Kpome Toro, 6j104HOE CTpOEHHE
CTOJIOUATHIX 3€PEH TAK)K€ YKa3bIBAa€T HA TO, YTO OHM OOpa3zoBaHbl OOBEIUHEHUEM
MHOTHX OTJEJBHBIX Pa30PUEHTUPOBAHHBIX KPUCTAJUIUTOB.

Cuuraercs, YTO MEXaHU3M pocTa (T€TEPOreHHbI WM TOMOTEHHBIN)
ONpeeNsieTcs] pa3HULEd MOBEPXHOCTHBIX SHEPIHil MOJJIOKKH, TUIEHKA U TPAHUILIbI
pazzena, a TaKKe HaupsLDKEHUSIMU, BBI3BAHHBIMUA HECOOTBETCTBUEM KPHUCTAIIMYECKUX
pELIETOK MOUIOKKHU U MIeHKH. OTHAKO HEKOTOPbIe OKCUbI, Takue Kak CepoZro 10y,
BaTiO;, SrTiO3, ZnO, a rtaxke usydaembiii Hamu LaNiOz; mposBiasioT ocoOyro
CKJIOHHOCTb K 3apo/Iplllico0pa3oBanmio B 00beme mieHku [38,147,213]. Kak npaswuiio,
TUMAYHASL CTPYKTypa TaKUX IUJIEHOK, MoiydeHHbIX Mmeronom CSD, cocrout wu3
PaBHOOCHBIX 3epeH pazmepoM 30-50 HM U MPUBOIUT K CHUHKCHUIO (DYHKITMOHAIBHBIX
CBOMCTB. B Takux mjieHkax omnpeaensionee BIUsHUE MOUI0KKA Ha MEXaHU3M POCTa
HE CTOJIb OJTHO3HAYHO. ABTOPBI pa0boThl [214] 0oTMEHarOT, UTO AXKe MPH XUMHYECKOM

OCAXKJEHWW THUTaHaTa Oapwisi W3 pacTBOpa HA DJMHUTAKCHUATIBHBIA CIIOM TOTO K€
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matepruana BaTiOs;, MOTy4eHHOTO METOJOM MOJIEKYISIPHO-TyUYeBON AIHMTAKCHH,
MOKeT (POPMHUPOBATHCS MOJMKPUCTAITNYECKAsI IUIEHKA C PABHOOCHBIMH 3€pPHAMU.

Jlpyrast Touka 3peHus Ha MeXxaHu3M Kpucrawmmzanuu CegoZry 10,y u LaNiOs
npejcTaBieHa B pabore [147], rae aBTOPBI MOKA3bIBAIOT, YTO POCT OJHOCIOWHBIX
AMUTAKCUAIIBHBIX TUICHOK Ha MOHOKPHCTAJUIMYECKUX MOJIOKKAX MTPOUCXOIUT 3a CUET
o0pa30BaHUs MOMMKPUCTALINICCKON CTPYKTYpPBl TEX € OKCHIOB C IMOCIEIyIONIeH
pEeKpHUCTATA3AIUEH 3epeH. AHAJOTUIHBIA MEXaHNU3M OBL OMKMCAH JJIs POCTA TUICHOK
ZnO Ha crekie, mnoaydeHHbIx MeromoM CSD, B [213], rme wnabOmogacTcs
CAMHOBPEMEHHOE TOMOTEHHOE U TETEPOreHHOE 3apoXKIACHHUE 3E€peH ¢ HX
MOCJIETYIOITUM POCTOM. B TOT MOMEHT, KOT/Ja paBHOOCHBIE 36pHA HAUMHAIOT KacaThCs
JPYT JIpyra, OHU OOBEAMHSIOTCS, ABUKUMBIC pa3Hullel sHepruit ['nd6ca. B obnactu
KOHTaKTa cHadaja oOpasyercs Ieika, a 3aTeM OJHO 0oyiee KpyImHOE 3epHO 3a CUET
nuddysun atomoB. ABTOpbI [213] moguepkuBaroT, 4To GOPMUPOBAHUE CTOJI0YATOM
CTPYKTYpPhl ~ MOXXHO  CTUMYJHPOBaTh  yBEIMYCHHEM  TEMIIEpaTyphl WA
MPOJIOJKUTEILHOCTH OTXKUTA TIPU TIOCIOMHOM OCaXKJIECHUU C MOAXOASIICH TOMIIMHON
CJIOSI, YTO COTJIACYETCsl C MOJTYYEHHBIMU HAMU Pe3yJIbTaTaMHU.

B pa6orax [147,213] nmoka3aHO COCYIIECTBOBAHUE MOJUKPUCTALIMNYCCKON H
AMUTAKCUAILHON CTPYKTYp IUICHOK Ha pPaHHUX CTaJUAX, YTO CBUJIETEIHCTBYET O
omm3ocT 0aphEPOB TOMOTEHHOTO M TE€TEPOTCHHOTO 3apPOKIACHUS B TAKUX TUICHKAX. B
OTJIMYHME OT 3TUX paboT, B HAIEH pabOTe TEeTEPOTCHHOE 3apOKICHUE 3€PEH MEPBOTO
ciost LNO na momnmoxkke Si-SiO; He MOXKET ObITh peali30BaHO M3-3a CTPYKTYPHBIX
paznuunii. OTHAKO, 0KUIAEMOTO TETEPOTCHHOTO 3apPOXKIACHUS MOCIECIYIONINX CIIOEB
Ha TPEABIAYIIMX TOXKE HE HaOMrofaeTcs. JTO O3HAYaeT, YTO 3apOKICHUE 3€pEH B
o0BeMe ipeobanaet Haja reteporeHHBIM poctoM 3epeH LNO Ha yxe cyrecTByonmx
B HIDKeNexamux ciosix 3epHax LNO.

[IpuunHOM 3TOrO ABIEHUS MOTYT OBITH OOHAPY)KEHHBIE (IYKTyallMd COCTaBa
TJICHKA. JTa XUMHUYECKasi HEOHOPOIHOCTh MPUBOIUT K HCKAKCHHUIO PEIIESTKHA BOIU3N
MOBEPXHOCTH  KaXKIOr0  TOJCIOS  W3-3a  JIOKAJIBHOTO  OTKJIOHGHHS  OT
CTEXHMOMETPUIECKOTO cocTaBa. OTKJIOHEHHUS B COCTaBe W TOJIIMHA HCKAKEHHBIX

clIoeB, HaOrO1aeMble B 00pa3iiax co cToja04aroit ctpyktypoi (1m.3.3-3.4), HeBeuKH,
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no3ToMy Takue (QIyKTyaluu npu 0osiee JIMTENbHBIX BBIACPKKAX HE MPEMSITCTBYIOT
pPEKpHUCTAJUIM3AIMH, B OTIUYHE OT 00pa3lioB, M3TOTOBJIEHHBIX C ABYXATAMTHOMN CYIIKON
(m.3.1), rTme cwibHOE XUMHYeCKoe M (a30BOe PpACCIIOCHHE OKa3bIBACTCS
HENPEOJOIMMbBIM MPEMATCTBUEM 11 pocTa cTonouaThix 3epeH LNO. [lostomy B
IUICHKaX C MUPOJIM30M Ja)Ke MpU MOBBIIEHUU TemmepaTypsl pocta 3epeH LNO 3a
IpeJesbl CII0EB He HAOII0AaeTCS.

Jpyrue TpyIHOCTH NOJy4YEeHHsI CTOA04YaTON CcTpyKTYyphl IiieHok LNO naxe npu
JUTUTEIIbHOM OTXHUT€ 10 OMMCAHHOMY MEXaHU3MY MOTYT OBITh CBS3aHBI C OOJIBIIUMU
TOJIIIMHAMH OJIMHOYHBIX cJI0eB. [Ipu cauImkoM OOIBIINX TONIMIMHAX BHYTPH KaXKJOTO
CJIOSI CYLIECTBYET OO0JIbIIE KOJIMYECTBO TOMOT'€HHO 3apPOXKIECHHBIX PABHOOCHBIX 3€PEH,
KOTOpBIE 3HAUUTENBHO YKPYIHSIOTCA 3a CUET MOIJIOUIEHMs ApYyr Apyra emgé B
npezenax cBoero cios. JlanpHenmas nepeoprueHTanus KpynHbIX KPUCTAILIOB TPeOyeT
ropaszo Oosblie BpemeHu. Hamm nanHple, NoKa3bpIBaroIIKe, YTO MPU TOIILKUHE OAHOTO
ciost okojo 20 HM (s pactBopa 0,2 MOJB/I) MOXKHO TOJIYYUTH CTOJIOYATYIO
CTPYKTYpY 3a pazymuoe Bpems (10—20 muH Ha cioit), cornacyrotes ¢ [38,44,146,147]
s mostyuenus mieHok LNO, BaTiO3; u SrTiO3 Ha pa3inyHbIX TOI0KKaX. MeHbIIHE
TOJIIIMHBI TAK)KE IMTO3BOJISIFOT MOJTyYaTh CTOJIOUATHIE 3epHA, OJJHAKO MOTyYeHHUE MIICHOK
3aJaHHOW TOJIIIMHBI CTAHOBUTCS B 3TOM cilydae Ooyiee TPYJOEMKHM, IO3TOMY
YMEHBINIATh TOJIIWHY OTAEIHHOTO CJOS J0 MHUHHMAJIbHBIX 3HAYEHHUU HEBBITOJIHO.
BnusiHue TONMIMHBI €O HAa TEpexoj] OT TMOJUKPUCTAUIMYECKON CTPYKTYphl K
cronbuaroit ObIJIO TOKa3aHo paHee B [38,44,146,149,215], ogHAaKO €ro CBSI3BIBAIH C
MU3MEHEHHEM MEXaHU3Ma 3apOoAbIIIIe00pa30BaHMs OT TOMOTEHHOTO K TeTePOreHHOMY,
YTO MPHU JIOCTATOYHO OOJIBIIUX TOJIIMHAX CJIOEB (JIECATKH HAaHOMETPOB) HE JaBajo
SICHOTO TIOHUMaHUS 3TOTO SIBJICHHUS.

Onucannpiit mporiecc GOpMUPOBAHUS CTOIOUATHIX 3€PEH MyTEM KOAJECIICHIINN
MEJKUX 3€peH B MPOIECCe MHOTOCIOWHOTO OCaXJCHUS W OTXKUTa YHUKaJeH U

MO3BOJISIET BBIPAIIUBATH IJIEHKH CO CTOJIOYATON CTPYKTYpPOH Ha JHOOBIX MOJJIOKKAX.
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3.7. Ddusunueckue cpoiicrea miaeHok LNO

Kak u oxxunanoce, cronouaras ctpykrypa 3eped LNO uaeanbHO mogXoauT st
pocta PZT. Ha rpanune LNO/PZT nabiromaeTcss OpUeHTHPOBAHHBIN pocT 3epen PZT
0e3 kakon-nm6o nepexoaHoi 30HbI (Pucynok 44). Cronbuaras cTpykTypa mienku PZT
Ha ctos6yaTtom cioe LNO ropazno 6onee ognoponna, uem Ha LNO ¢ paBHOOCHO#
cTpyKTypoit 3epeH [A3, Ad], koraa O0JBIIOE KOJUIECTBO MEIKUX W OSCHOPSI0IHO
opueHTHpoBaHHBIX kpuctauiutoB LNO  BbI3BIBaeT 3apoxkaeHHE  OOJIBIIOTO
KoJmuecTBa 3epeH PZT, KoHKypUpyIOITUX APYT ¢ ApyroM. B pe3ynbrate MHOTHE 3epHa
MPOpacTalOT JIMIIh YaCTHYHO, HE HA BCIO TOJIIMHY IUICHKHA. TakuM oOpas3om,
ctonouaras crpykrypa ciosi LNO npennoururensHee st mojrydeHus 00Jjiee BHICOKUX
XapaKTepUCTUK TIeHKH PZT,

BaxxapIM BompocoM sBIseTCS BiIMSHHE CTPYKTypbl TwieHKH LNO Ha ee
yaenbHOoe conpoTuBieHue. Ha pucynke 48 mnpenactaBieHO CpaBHEHHE 3HAUYCHHIM
conpoTuBieHui meHok LNO Ha ocHOBE muTepaTypHBIX JaHHBIX. [laHHBIC pa3iecHbI
B COOTBETCTBHM C UX MHUKPOCTPYKTYpPOil: OOBEMHBIE O0Opa3ilbl, IUICHKH C
MOHOKPHUCTAILTHYECKOM, CTOJNOYAaTOM W  PABHOOCHOM  MOJUKPUCTATUIMYECKON
CTPYKTypoil. B 1emom, MOXHO 3aKitOuWTh, 4TO yneiabHoe compoTtuBieHue LNO
YBEJIMYUBAETCS 10 CICAYIONIEH JIMHUN: 00BbEMHBIE 00pa3Ibl, SITUTAKCHAIBHBIC TNICHKH
< IUIEHKH CO CTOJIOYATOW CTPYKTYpOW < IJIEHKH C PAaBHOOCHOW CTPYKTYpOW 3€pEeH.
3HadeHHs YACIBHOTO COTPOTUBJICHUS I OOBEMHBIX MAaTEpUAIOB MPU KOMHATHOM
TemrepaType coctaBisiroT p~90 MkOM:cM st MmoHokpuctaiia LNO [216] u p = 380
MKOM'CM JUIsl  TIOPOIIKOBOro oOpasma [217], 4TO cpaBHMMO C YJICJIBbHBIM
CONPOTUBJIIEHUEM HEKOTOPBIX METAIIOB (Hampumep, p = 47,8 MkOM'cM sl TUTaHA)
WIM CHJIMIIMIOB METAJUIOB U MOXET OBITh MCIIOJIb30BAHO B KaU€CTBE KOHTAKTHBIX H
OapbepHBIX CIIOEB. DNMUTAKCHAJILHBIC TOHKHUE TUICHKU UMEIOT MPUOIM3UTEIHHO TaKHUe
K€ 3HA4YeHUs yJeiabHOro comnpotusiieHus: oT p=<100 mMxOm-cm mma merona PLD
[34,218] no p =340 mxOm-cm mma metoga CSD [145]. Omnako s SIUTaKCHH

TpeOyeTcs MOMJIOKKA C OJIM3KUMHU mapaMmerpamu pemietkd. K coxanenuto, mnpu
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UCIIOJIb30BaHUU B KAauyeCTBE TMOMJIOKKHM KPEMHHEBOM IJIACTUHBI COMPOTUBIICHHE
yBennuuBaercs 3-4 pasa: p = 420 MmxOm-cm st PLD [33] u p = 840 MxOm-cm utst
merona CSD, nonydyeHHble B HacTosieil padote. [IneHku ¢ paBHOOCHBIMU 3€pHAMHU
UMEIOT HECKOJIbKO Ootiee Bricokoe 3HaueHue p = 900—1050 mxOwm-cm muist metomga CSD
[37,43], monayuyeHHble Tak:ke W B HacTosmeii pabore. Takum oOpa3om, CTPyKTypa
IUIGHKH CUJIbHO BiusieT Ha ynenbHoe conpotuBieHue LNO. IMockonsky meton PLD
HE TMOJXOAMT JUIsl HAHECEHUS! Ha CTaHJApTHYIO0 KPEMHHEBYIO miacTuHy, metoq CSD
11t noarotToBku LNO co cTonbuatoit cTpyKTypo# Jiydiile MOJX0IUT JUIsl Pa3IndHbIX

IIPUJIOKEHUH B DIIEKTPOHUKE.
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Pucynox 48. VYnenpHoe nsnexktpuueckoe comnpoTuieHne LNO pazmuunoi

CTPYKTYPBbI

Crienyer OTMETHTh, YTO B JaHHOW pabOTe HE OOCYXIAlOTCs TPAHCIOPTHBIC
mexanu3Mbl B 1uieHkax LNO. M3BectHo, uto LNO B cTeXxuoMeTpuueckoM COCTaBe
JICMOHCTPUPYET METATMUECKYI0 TpoBoauMOcTh, a Ni mMeer BaneHTHOCTH 3+ [87].
Hedunut kucaopoaa B LaNiO3.s MpUBOIUT K YaCTHYHOMY U3MEHCHHIO BaJICHTHOCTH

nukens Ha Ni%*, KoTopble 3HAYNTENHEHO CHIKAIOT NpoBOAUMOCTS [87,219]. Hanpumep,
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yAETBHOE COMPOTUBIICHUE U3MEHSETCS Ha MOPSAIOK U OoJiee nmpu u3meHeHuu o ot 0 110
0,1 [219]. C ymenbmenuem otHomenus Ni¥*/Ni?*, LNO mnpossnser
TIOJTYTTPOBOIHUKOBBIE cBO¥cTBa [220]. KpoMme Toro, yaensHOE CONPOTUBIICHUE TIICHKH
CHJIbHO 3aBUCUT M OT paccesHusi HOCHUTENeH 3apsAga Ha TpaHMIAaX 3epeH (IAJIMHa
cBOGoIHOrO Mpobera HocuTenei 3apsana B LNO cocrapiser oxono 30-40 A [221]).
W3ydeHne naHHBIX MEXaHU3MOB TPEOYeT CIEIHUANbHBIX dKCIEPUMEHTOB U METO/I0B
xapakrepusanuu (Hampumep, [44,87,181,219-221]) u BBIXOAUT 3a paMKH JTaHHOU

paboThI.

3akJIoueHue mo riaase 3

B pabGore wuccnenoBaHbl CTPYKTypa, (ha30BbId COCTaB M  KHHETHKA
kpucTau3anui ToHkuX mieHoK LNO ma mommokkax Si/SIO; u xoMmmo3unmii Ha
ocHoBe PZT-LNO, moryd4eHHBIX METOIOM XHMHYECKOTO OCAKICHUS U3 PaCTBOPA.

N3y4yeHo BiMsSHHUE ABYXATAITHOW CYIIKH, COCTOSILIEH U3 HU3KOTEMIIEPAaTypPHOU
cymku npu T=200°C u BeicokoTemnepaTypHou cymku rpu T=450°C, Ha CTpyKTypy H
coiictBa 1ieHOK LNO. JlanHble 1IeHKH O00JaTaf0T TOJUKPHUCTAITMYCCKOM,
CJIOUCTOM, TTOPUCTOM CTPYKTYPOH C XUMUYECKUM U (Pa30BBIM pacCIOEHUEM YXKEe Ha
JTale BBICOKOTEMIIEPATYPHOM CYIIKHA, YCTOMYMBBIM IIPU JAJIbHEHIIEM OTKHUTE.
AHaM3 CTPYKTYpbl TUICHKH TMO3BOJISIET CHEJIaTh 3aKIOUYeHUsT 00 HWHTEHCUBHOM
B3aumozeiicteun npekypcopoB LNO ¢ armocdepoit mpu temmneparype T=450°C u
CTAOMJIM3AIMKM TTPOMEXYTOUYHBIX (a3, U MOTOMY OIpPEJETUTh ABYXATANHYIO CYIIKY
Henoaxo e 1t LNO.

Cepun TMJIEHOK C CYIMIKOW 0€3 BBICOKOTEMIEPATYPHOW CYIIKA TIOKa3alu
BO3MOYKHOCTh ToJiydeHusi ctosioyatoid ctpykTypbl B LNO. Ilpu sTomM ycraHoBieHo,
YTO BpPEMs OTXKWTA KaXKIOTO CJIOS HMMEET KII0YeBOE 3HaueHUE B (POpMUPOBAHUH
ctosiouaToit CTpyKTypbl KpuctaummToB. Ilmenkn LNO wuMerT TeHACHIUIO K

00pa30BaHUIO PABHOOCHBIX 3€PEH MPHU OTKUTE KAXKJIOTO CJIOS B TEYEHUE 2-5 MUHYT, a
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IIpU yBEJIMYCHUH BpeMeHH OoTkura O6osiee 10 MUHYT 00pa3yroTcs cToaOuYaThie 3epHa.
OTxur B TeyeHUE 5-7 MHHYT HOCUT MPEXOAUIUMN XapakTep W MPUBOAMUT K
00pa30BaHUIO KaK PABHOOCHBIX, TaK U CTOJIOYATHIX 3€PEH.

[lokazaHO, YTO IONOJHUTENBHBIM OTKHI IIOCJIE HAHECEHHMS BCEX CJIOEB
MO3BOJISIET MOJYYUTh TUIOTHYIO CTONIOUATYI0 CTPYKTYpy. Croit PZT, HaHeceHHbIN Ha
TaKko#l 31eKTpo, pacter opueHTHpoBaHHO HAa LNO. CdopmupoBaHHbBIE CTPYKTYpHI
PZT/LNO xapaktepu3yloTcsi BBICOKMMH JJICKTPHUYECKUMH TIapaMeTpamH, B
YACTHOCTH, OCTATOYHAs MOJSAPU3ALMs HOCTUraeT ~25 MKKI/cM?, a [udIeKTpuuecKkas
nporuaeMoctb ~690. ITneaku LNO co cronbuaToil CTpyKTypoi MMEIOT YIAeIhbHOE
conpoTtuBieHue p =~ 700 MKOM'CM U SIBISIOTCS MPUBIEKATEIBHBIMU IS MHOTHX
IPUMEHEHUN B KDEMHHEBOW AJIEKTPOHHUKE.

Briepsrle mokaszano, uyto mexanu3m kpuctammm3anuu LNO Ha momnoxkax Si-
SiO; nmMeeT TOMOTCHHBIN XapaKTep 3apOKACHUS 3epeH OJHOH (a3bl ¢ MOCIeayoIeH
craguen pexkpuctaumzanuu. IIpeoOnagaHre TOMOTeHHOW HyKJI€allMd JaXke B
MHOTOCJIOTHOM TPOLECCE MOXKET OBITh CBS3aHO C JIOKAJIbHBIMH MCKa)XKEHUSAMU
KPUCTAJUIMUYECKON PpEIIETKH, BBI3BAHHBIMHU (IIYKTyallUsIMH XHUMHUYECKOI'O COCTaBa
MJICHOK Ha TIOBEPXHOCTH CJIOeB m3-3a B3ammojeicTBus cioeB LNO ¢ armocdepoii.
[Ipu aTOM, B oTimume ot Tepmuyeckoi oopadbotku LNO ¢ nByxctyrneHyaToil Cynkoi,
UCTIOJIb30BaHUE TOJHKO HU3KOTEMIIEPATYPHOH CYIIKM HE MPHUBOIUT K 00pa30BaHUIO
YCTOWYHMBBIX BTOPUYHBIX (Pa3 U, CIIeT0BATENBHO, HE MMPEAOTBPAIIAET POCT CTOI0YATHIX
3epeH MpH AOCTATOYHO JUIUTEIBHOM OTXKUTE. DTU (PaKThl MOTYT MMO3BOJIUTH MOJTYUYUTh
IUIEHKH CO CTOJIOYATOM CTPYKTYpOil ONITUMAaIHHON TOIIUHBI TPH ONITUMAJILHOM YHUCIIe
LIUKJIOB HAHECEHUSI.

Ha mmenkax LNO, mnomydennbix wmetomom CSD, BmepBbie 0OOHapyx eH
peryisipHbIi penbed MoBEpXHOCTH. MBI CBSI3BIBAEM TOSBIEHUE 3TOTO peibeda ¢
nporeccaMy caMOCOOpKHM  alleTaTOB HHUKeNs M JlaHTaHa IpU CYIIKE IJICHOK ¢
ucrnonb3zoBanueM HarpeBa ot 300 °C. Dto sBieHue TpeOyeT AalbHEHIIEro

yIIIyOJIE€HHOTO PACCMOTPEHUS.
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I'naBa 4. llopucrteie niénku PZT 1 HAHOKOMIIO3UTBI

CoznmaHue MOPHUCTHIX CErHETOAIEKTPUKOB TMPUBIEKAET BHUMaHUE YUYEHBIX TI0
MHOTUM TIpUYUHAM, CPEIH KOTOPBIX BO3MOXKHOCTH CO3JaHHS TOJICTHIX TUIEHOK 0e3
pacTpecKuBaHUs 3a CUET penakcanuu HanpsokeHuin [49,51], ynpasnenue cTpyKTypoit
U CCTHETODJICKTPHMYCCKUMHU CcBoicTBamu MarepuanoB [50,118], monydenwue
HAHOCTPYKTYP B nporecce camocoopku [53,119], n3yuenue GpyHnameHTaIbHBIX OCHOB
nedekTHRIX cerHeTodiekTpukoB [106,222] u ap. [A18].

B nanHoil paboTte B kauecTBe 0ObEKTOB HCCIIECIOBAHUS PACCMOTPEHBI TOPUCTHIE
mwi€HKkn PZT, momydeHHbIE METOAOM XUMHYECKOTO OCaXJICHHUSI U3 PaCTBOPOB C
n00aBJIICHUEM B PacTBOPBl MPEKYPCOPOB PA3IUYHBIX CTPYKTYPOOOpPa3yIOUuX
KOMIIOHEHTOB — TOPOT€HOB, TaKUX Kak mnojuBuHUINUpponuaoH (PVP) u 6Gnok-
COITOJIMMEPHBIC TIOBEPXHOCTHO-akTHBHBIC BemectBa (Brij 30, Brij 76), a Ttaxke
komro3uThl PZT-TiO, Ha UX OCHOBE, MOJy4YEeHHBIC 3alIOJHCHUEM TOPHUCTBIX TJICHOK

metonoM ALD.

4.1. AHA/IU3 CTPYKTYPbI NOPUCTHIX TWIeHOK PZT merogamu POM un I19M

Pesynbrarhl aHanmza CTpyKTypbl MOPUCTHIX TeHOK PZT meromamu I[I1OM u
POM omnyonukoBansl B padore [A6]. Ha pucynke 49 mokazaHa MHKPOCTPYKTypa
nopucthix wieHok PZT ¢ nodasnenueMm 1 mac. % PVP. Cornacao POM-u3o00paxkenuto
B mnane (Pucynox 49a), mienka ¢ 1 mac. % PVP uMeer OTHOCHTENBHO TJIANIKYIO
MOBEPXHOCTh C HEOOBIYHO OoybIIMMHU 3epHamMu PZT, nocturarommmu 2 MKM, U
nopamu pazmepoM ot 20 1o 100 am. Ha IIDM-n300pakeHNHN MOMEPEYHOTO CCUYSHHUS
ieHkH ¢ godasienueM 1 mac. % PVP Buano, uTo TOMIIIMHA IUIEHKH cocTaBiisieT ~ 470
HM, a TIOpBI BBITSHYTHI BJI0JIb T010KKH (PucyHok 490). Ha monepeyHsIX ceueHHsIX
nopbl uMeroT mmpuHy 10-20 M m qmHy 100 HM. C yyeToM ABYX NpOEKUIUU

cTpykTyphl (PucyHok 49a, 6) MOXKHO MPEAIOJIOKUTH, YTO TIOPBI UMEIOT POpPMY JHCKa
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U COCpPENOTOYEHbl B OCHOBHOM Ha TpaHMIAX pas3jena cloeB, (OpMHUPYEMBIX B
npoliecce HaHECCHUs IUICHKH. TemHomonbHoe [ID9M-uzobpaxkenue (PucyHok 49B)
MOKa3bIBaeT, 4To 3epHa PZT BbIpacTatoT BO BCIO TOJIIMHY TUICHKH U UMEIOT CIIOKHYIO
U30THYTYIO (hopMy. AHaAIN3 IEKTPOHOTPAMM MOKa3al, uyto tienka PZT ¢ 1 mac. %
PVP coctout u3 nepoBCKUTHBIX 3epeH (mp. rp. P4mm), npu 3Tom nupoxiopHas (asza

He oOHapy:keHa. CxeMa CTPYKTYphl IOKa3aHa Ha PUCYHKE 49rT.

400 nm

Pucynox 49. Muxkpoctpykrypa nopucroit ienku PZT ¢ 1 mac. % PVP: (a)
POM-uzobpaxxenne B 1uiaHe, (0) cBeronoiasHoe [IDM-uzobpaxkenue, (B)

TeMHonoJibHOe [I9M-n300paxenue u (r) cxema CTpYKTYphbI

[Ipu yBenuyenun koHueHTtpamuu PVP 1o 6.6 wmac. %, HaOmomaercs
3HAYUTEIbHOE W3MeHeHHue CTpyKTypbl [A6]. Pasmep m dopma mop craHoBsATCS
HEOJTHOPOJHBIMHM, Ha TpaHUIAX CJOEB BBITSHYTHIX MOp Oojee He HaOIIOIaeTCs
(Pucynok 50). Ha PDM-uzo0pakeHHMH B IUIaHE BHJIHA IIEpOXOBaTas pa3BUTas
MTOBEPXHOCTh, OJTHAKO TPaHUIlBI 3epeH He BUAHBI (PucyHnok 50a). [IDM-u3zo0pakenus

IMOMCPCUYHBIX CEUYCHUM TaKKe IMOKa3bIBAIOT ITOBBIINICHHUE H3BUJIMCTOCTHU CTPYKTYPBI.
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AHanmM3 CBETJIOMOJIBHBIX M TeMHONONBHBIX [I9M m300paxenuit (Pucynok 508, 1), a
TaKke dJEKTPOHHOU AU(paKIMU MOKa3all, YTO 3€pHA UMEIOT CTOJIOUATyIO CTPYKTYpY

U TIpeJCTaBIICHbI IEPOBCKUTHOM (hazoit (P4mm).

Pucynox 50. Mukpoctpykrypa nopucroii mwienku PZT ¢ 6.6 mac. % PVP: (a)
POM wuzobpaxenue B miane, (0) cxema ctpykrypsl, (B) CII IIDM uzobpaxenue u (T)
TII IT9M uzobpakeHue

B uenom, ananmusz ctpykTypbl 1ieHok ¢ PVP moxkazan, uyto oOpasubl ¢
nobasiienueM kak 1, Tak u 6,6 mac. % PVP coctosT n3 HEOOBIKHOBEHHO KPYITHBIX
IIEPOBCKHUTHBIX 3epeH pazmepoM 0,8-1,6 Mkm (PucyHok 51) ¢ BBICOKO W3BHIIMCTBIMU
rpaHuliaMu 3epeH. Mbl npeznoaaraeM, uTo JBa (pakTopa MOTyT OKa3bIBaTh BIHUSHUE
Ha TaKyr0 MOP(OJIOTHIO 3epEH: HATMYHUE TTOP M OCTATKOB MPOTYKTOB pasnoxkenus PVP,
rJIaBHBIM 00pa3zom — yriepoza [A6]. Hamuuue mycToT BOJIM3M TpaHHUIlbl paznena Pt—
PZT npensTcTByeT MaccCONEpEHOCY, YCIOXKHSSA 3apoJbllieo0pa3oBaHUE U POCT
NepOBCKUTHBIX 3epeH. Ilpu stom ropenue PVP (420-600°C) [154] m mporeccsl
kpuctauusanun (HaurHas ¢ 550°C) [223] npoucxoasiT OAHOBPEMEHHO, YTO 03HAYALT,
YTO MpPH Mepexoae OT aMOpP(HOTO COCTOSIHUS K KPUCTAIUIMUECKOMY B MOpax MOXKET

emé ocraBarbcsi NMOporeH. Poct kpucrammueckoil ¢asbl 3amemisercss mopamu u



135

ocrarkamu PVP, B TO BpeMs Kak pOCT B JpPYTHX HaNpaBJICHHUSX IpoJopKaercs. B
pe3ysbTare rpaHyiibl KpUCTANIOB UMEIOT HENTPABWIIbHYIO (POPMY, U 3Ta U3BUIMCTOCTD

YBEJIMUMBAETCS C yBeIU4YeHueM cojiepxkanus PVP.

. | 5 20.0%
15.0%
10.0%

Sahen R RGeS

0.0%
5 MKM 025 050 075 100 125 150 175 200 225
L ee—— Pa3smep 3&peH, MKM

Pucynok 51. POM wuzo0paxenue noBepxHocTu oopasua ¢ 1 mac. % PVP (a) u

TUCTOTpaMMa pachpeiesIieHus pa3MepoB 3epeH (0)

Heckobko oTIHYHAS CTPYKTYpa HaOJI0AaeTCst y 00pa3iioB ¢ MOPOTreHaMH TUIIA
Brij. B ciyuae Brij 76 HaOromaeTcst tucrnepcHas CTpyKTypa ¢ paamepamu mop 22 + 9
HM, 27 = 9 uM 1 20 = 5 uM 1151 00pas1oB ¢ coneprxkanunem noporeHos 30, 40 u 60 mac.
%, cootBeTcTBeHHO (Pucynku 52-54) [A6]. CTOUT OTMETHUTb, YTO ISt TIOP CIIOKHOM
(GopMbI, Kak B JaHHOM Cilydae, pasMep IMOp SBISETCS TPYAHOONPEACTUMbIM
napamMeTpoM IMpU HCCIETOBAHUU TOJIBKO ABYXMEPHBIX M300paxeHuil. B »To#l riase
UCIIOJIb3YFOTCSl 3HAUCHHS, OIPEICICHHBIC KaK AUaMETPhl Y KPYIJIbIX CEUCHHI TOp B
MIOMEPEYHBIX CPe3ax, M KakK IMUPUHA KAHAIOB Y BBITIHYTHIX CeUCHUU. JlaHHBINH METO
HOJXOJUT JJIsi CPaBHUTEIBHOTO aHalu3a 0o0pa3lloB, OJHAKO MPU HEOOXOIUMOCTH
TOYHOTO OMPEICICHUSI pa3Mepa Mop MOXKHO HCIOJIb30BaTh METOJUKY OMPEICICHUS
yepe3 PeKOHCTPYKIMIO TPEXMEPHOTo 00beMa, KoTopasi HOAPOOHO MpeCTaB/IcHa B 11.

4.2,
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Pucynok 52. Mukpoctpykrypa nopucthix mienok PZT ¢ 30 mac. % Brij 76: (a)
ceetnonoasHoe [IOM n3obpaxkenue; (6) MUKPOIEKTPOHOTpaMMA; (B) TEMHOTIOILHOE

[19M wu3o0paxeHnue; (r) cxema CTPyKTYpbl

4 .
001 101

.

noacJIomu

Si0,

Pucynoxk 53. MukpocTtpykTypa nmopuctbix mieHok PZT ¢ 40 mac. % Brij 76: (a)

ceemiononbHoe I[IOM  wu3oOpaxenue; (06) MHUKpOdJIEKTpOoHOrpamma; (B) cxema

CTPYKTYPBI

Ananornyno miaeHkam ¢ PVP, npu ¢pukcupoBaHHOM KOJIMYECTBE HAHECEHHBIX
CJI0€B Mbl HaOJII0]aeM yBEIMUEHUE TONIUHBI IieHKH ¢ 420 HM 1u1g oOpasua ¢ 30 mac.
% mnoporena no 440 u 820 um g obpasnoB ¢ 40 u 60 mac. % mnoporeHa,
cooTBeTCTBeHHO. OIHAKO, B OTJIWYHE OT INICHOK Ha ocHOBe PVP, B m¢HKax Ha OCHOBE
Brij 76 pa3mep mop NpakTHYECKH HE HM3MCHSCTCS C YBEIMYCHHUEM COJCPIKAHUS
noporena. [Topsl B tuieHkax ¢ Brij 76 pacnpeeneHsl B OCHOBHOM paBHOMEPHO, OJTHAKO

B oOpasmax ¢ 30 u 40 mac. % NpPUCYTCTBYET MPEANOYTUTEITHLHOE PACIIOJIOKEHUE Ha
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rpaHMLAX pasjena MexJay HaHeceHHbIMH ciosiMu (Pucynku 52, 53). Ilopucras
CTpYyKTypa obpasia ¢ 60 mac. % Brij 76 xapakrepu3yercsi KaHaJI000pa3HBIMH [TOPAMH,
PaBHOMEPHO pacTpeIeTICHHBIMU 110 BCEH TONIIMHE TUICHKH, 0€3 BUUMOMN CIIOMCTOCTH,
YTO OCOOCHHO 3aMETHO Ha COOTBETCTByIOHMX u3zoOpaxenusx HAADF STEM
(Pucynok 546). Ha rpanunax 3epen HaOmromaercs ciusaue mop. CorimacHo POM u
[13M un3o0pakeHusIM, pa3Mep MEPOBCKUTHBIX 3€PEH B IUICHKAxX ¢ Brij 76 emg Gonee
HEOJHOPOJHBIN W KpPYIHBINA, yeM B mieHkax ¢ PVP, m cocraBmser 1,5-3,9 mxm

(Pucynoxk 55) [A6].

Pucynox 54. MukpoctpykTypa nopuctbix mieHok PZT ¢ 60 mac. % Brij 76: (a)
POM-u3o06paxenue B miane; (6) HAADF STEM wuzo0paxkenue; (B) TEMHOMOILHOE
[IDM  wuzobpaxenue; (r)  cBemiononbHoe  [IOM  um3oOpaxenue; (1)

MUKPOAJIEKTPOHOTPAMMa; (€) cXeMa CTPYKTYPbI



138

. 17.5% | (6)

| 15.0%
L ns%
| oo
75%
5.0%

25%

0.0% -

2 3 B 5 7
Pasmep 3épeH, MKM

Pucynok 55. POM uzobpaxkenue nmopepxuoctu oopasmua ¢ 30 mac. % Brij 76 (a)

1 TUCTOTpaMMa pacrpeiesIeHus pa3MepoB 3epeH (0)

[TogoOHasi cTpykTypa B3aMMOCBS3aHHBIX MOp HaOIOMaeTcs B ieHkax PZT,
noy4eHHbIX 13 pacTBopoB ¢ Brij 30 (Pucynku 56, 57) [A6]. AHanmorudHo BceM paHee
oOcyXIeHHbIM oOpa3uam, PZT kpucramimsyercs ¢ 0oO0pa3oBaHUEM CTOJIOYATHIX
NEPOBCKUTHBIX 3epeH (P4mm) Oe3 BkIOYECHHH NHHpOXJIOpHOH (as3el. [lmeHku ¢
comepkanrem moporeHa 30 um 60 mac. % wumeror TommmHy 213 u 320 HM
cooTrBeTcTBeHHO. Kak u B oOpasiax ¢ Brij 76, B maHHBIX IUICHKaX pa3Mep Iop He
IpeTepIieBacT 3aMETHBIX U3MEHEHHM C YBEIMUYEHUEM COJIEP KaHUs MTOPOTreHa, OJTHAKO
MPUMEPHO B JiBa pa3a MeHbie: 1444 uam s 30 mac. % U 13+4 um gy 60 mac. %.
Taroke B JaHHBIX TJICHKAX HAOJIFO1aeTCs CKOTUICHHE TIOP Ha IpaHuIax 3epeH (PucyHnku
56a, 578). Ilpu nobasiaenun 60 mac. % Brij 30 HaOmonaeTcs yIjIoTHEHUE HUKHEH
YacTH IJICHKU BOJIM3M rpaHulbl pasaena ¢ Pt (Pucynok 578). [lepoBckuTHBIC 3epHA
CYIIIECTBEHHO MEHbIIIE, YeM B IJICHKaX ¢ qo0aBienuem Brij 76 u PVP, u umerot pasmep
280—680 uM (Pucynok 58). Tem He MeHee TH 3HAYCHUS TaKXKE MPEBBIMIAIOT pa3Mep

3epeH B TUMMMYHBIX IIOTHBIX TuieHkax PZT (80-250 um) [153,223,224].
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Pucynox 56. MukpoctpykTypa nopuctbix mieHok PZT ¢ 30 mac. % Brij 30: (a)
ceerionoiasHoe [I19M n3o0paxenue; (0) MUKpO3JIEKTPOHOTpamMma; (B) TEMHOIIOIBHOE

[19M uzo0paxeHnue; (r) cxema CTpyKTypbl

YIUTIOTHEHHBIE

CPXHHC ¢JTOH HHKHHE C.TOH

NMOPHCTBIC

N o BE
A
|

wd
o0

Pucynox 57. MukpoctpykTypa nopuctbix mieHok PZT ¢ 60 mac. % Brij 30: (a)
ceerionoiabHoe [IOM wu3oOpaxkenue; (6) mukposnekrpoHorpamma; (B) HAADF-
STEM wuzo6paxenue; (1) TemHonoabHoe [I19M u3zobpakenue; (1) cxema CTPYKTYPHI.

Crpenku noKa3bIBaOT YIJIOTHEHHBIE CIIOU CTPYKTYPBI
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Pucynok 58. POM unzob6paxenue nmosepxuoctu odpasma ¢ 30 mac. % Brij 30 (a)

¥ TUCTOTpaMMa pacipeiesICHUs pa3MepoB 3epeH (0)

Brij ¢ pasnoii monekymispraoit maccoit (CnHzn+1[EO]nOH) ucnons3oBaics B
KauyeCTBE CTPYKTYPHUPYIOLIETO areHTa pu caMocOOpKe CUIIMKATOB, TUOKCH/Ia TUTAHA,
JTVOKCUAA IUPKOHUS WM JPYTUX OKCHJIOB IEpexoqHbIXx MetawioB [156-159].
[ToBepxHOCTHO-aKTHBHBIC BellecTBa Brij mpeactaBisior cobOoil THIAPO(HILHBIC
HEUOHHbIE  OJIOK-CONMOJMMEpPHBIE  TOBEPXHOCTHO-aKTUBHBIE  BEIECTBA  C
THIPOKCWIbHBIME Tpynmamu [157]. Mcnapenue pacTBOpuTeds TPU HAHECECHHH
MOKPBITHS 3aIlyCKaeT caMOCcOOPKY MOJIEKYJI TOBEPXHOCTHO-aKTUBHOIO BELIECTBA (T.€.
CHOHTaHHYIO OpPraHU3alMI0 B CTPYKTYPbI pa3IuuHoOM (hOpMbI) CHauasa B chpepuyeckue
MUIEIIIBI, 3aTEM B MWIMHIPHUUECKUE MUIIEIIIBI TIOCPEICTBOM BaH-/IE€P-BAAIbCOBBIX U
JIPYTUX MEXUYaCTHUYHBIX B3ammopercTBuii [225]. Heopranuueckas ¢asza Moxer
npeTepreBaTh KOHICHCAIIUIO BOKPYT OpraHMYecKoi (a3bl 0e3 B3aumoaericTBus [226]
WIA C HEKOTOPHIM B3aUMOJICHCTBUEM MEXIYy HUMH (T.€. MOJENb KOONEpaTUBHOU
camocOopkw) [227].

[Tonyuenne mieHok ¢ Brij anamormuno nonydyenuto tieHok ¢ PVP, 3a
UCKITFOUECHHEM OoJiee HU3KOW TemmepaTypbl pasznoxkenust Brij (250°C—350°C) [156—
159,228], a Takke MEHBIICH MOJIGKYJISIPHOH MacChl, KOPPEIUpPYIOUICH ¢
bopMHUpYyEMBIM pa3MEPOM TMOpP. DTO pa3jiudyve MOXKET ObITh MPUYMHOU OoJiee
JUHEHHOUW (hOPMBI TPaHUITHl (B OCHOBHOM BEPTHKAIHLHOW WJIM HAKJIOHHOW) B TUICHKAX
Brij. 3epHa mepoBckuTa B IIEJIOM KpyIHEe, YeM B IUIOTHBIX IUIeHKax PZT, omHako

paznuyarotes no pasmepy: 280-580 um mns miaenok ¢ Brij 30 u 1,5-3,9 mMxM s
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wieHok ¢ Brij 76. Ilo-BumumoMy, pasimuue pa3Mepa 3epeH CBS3aHO C MEHBIINAM
pa3MepoM U MOJICKYJISIpHO# Maccoit Brij 30, 4to mpuBoaMT K O0J1ee c1aboMy BIUSHHIO
Ha 3apoxaeHue 3epeH [A6].

[To cpaBuenmro c¢ pactBopamu PVP, pactBopsl Brij oGecrneunBaror Ooiiee
OJTHOPOJTHYIO ME30IMOPUCTYIO CTPYKTYPY C MEHBIIMM pa3sMepoM TOp BBUAY
B3aMMOJICHCTBHSI MOJIEKYJI TIOBEPXHOCTHO-aKTUBHOTO BemiectBa [A6]. Kpome Toro,
BCE IJICHKY ¢ JT00aBJICHUEM ITOPOTEHOB TUTIA Brij IO3BOJISAIOT MOTYYUTH OTHOCUTEIILHO
IJIOCKYIO MMOBEPXHOCTD TUICHKHU B OTJIMYHUE OT IUIEHKH ¢ Io0aBienueM 6,6 mac. % PVP,
YTO MOXKET OBITh YAOOHO JUIsi WHTETPAllMd TIOPUCTHIX IUICHOK B Pa3IUIHBIC
ycTpoicTBa. Pazmep mop koppenupyeT ¢ MOJEKYJSPHONM Maccoil MOBEPXHOCTHO-
aKTHUBHOTO BemiecTBa: Brij 76 maer pasmep mop 20-27 um, Torma kak Brij 30 maer
pasmep mop 10-19 M. DTu auameTpsl MOp HAMHOTO OOJbIIE, YeM OOBIYHO
HaOJII01aeMble B MOPHUCTBIX CHJIMKATHBIX IUICHKaX (mpumepHo 2—-5 HM) [124,229].
bonee kpymnHbIil pazmep mop B rieHKax PZT moxeT ObITh 0OBSICHEH MEPECTPOCHUEM
MOPUCTOM CTPYKTYPHI B MpoIiecce KpUcTaun3anuu. ToammHa IOTHBIX MiieHoK PZT
MocJe KpHUCTauIh3auuu ymeHblnaercss npuMepHo Ha 20-30%. CTeHku mop MOryT
pazpymiaroTcs ¢ o0pa3oBaHreM 0oJiee KPYIMHBIX IMOP B MPOIIECCe KPUCTATUTA3ZAINH, YTO
COTJIACYeTCs C MOBEICHUEM, OIMCAHHBIM I Pa3IndHbIX MaTepuanos [158,230].

Jl7is OATBEpIKICHUST M3MEHEHHUs pa3Mepa Mop B MPOIECCe KPUCTATM3AINN
OBLT M3rOTOBJICH MOIEPEYHBIA Cpe3 OJHOCIOMHON TieHKu PZT+40 mac. % Brij 76
nocie cymku npu 200°C u nuponuza nipu 400°C, Ho 10 kpuctamum3aunn. Ha nanaom
JTame TMIIEHKa elle HaXOAWTCA B aMOpP(GHOM COCTOSIHHMHM, HO MOPOTEH YXKe yJajleH
(Pucynok 59). Pasmep mop B amop¢HOW IUICHKE COCTaBIISET Bcero 2-6 HM, YTO
KOPPEIUpPYEeT C MaHHBIMH JUIS CHJIMKATHBIX IUICHOK [124,229] u moaTBepikmacT

BIIMSIHUE KPUCTAIUIM3AIMU HA CTPYKTYPY IOP.
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Pucynok 59. Mukpocrpykrypa ienku PZT+40 mac. % Brij 76 mocie omxkura

nipu 400°C: HAADF STEM wu3zo6paxenue (a) u 25iekTpoHorpamma (0)

Tak kak Temnepatypa pasznoxenuss PVP coBmagaer ¢ uHTEpBaioM
Kpuctaym3auuu PZT, 1uid IUIGHOK C JaHHBIM HOPOTE€HOM OKUJAETCSI MEHbIIIEe
BJIMSIHUE KPUCTAJUIM3ALMH Ha CTPYKTYpy nop. PVP, yactuuno copepxaiuiics B mopax
NpY KPUCTAIUIM3AIMY, MOXKET 3allUINaTh UX OT pa3pylieHus u arinomeparuu [A6].
JlaHHOE TPEIOI0KEHNE MOXKET OOBSICHUTh OTCYTCTBHE B IJIeHKax ¢ PVP ckorenus
MOp Ha TPaHMIAX 3€PEH M 3HAUYUTEIHHO MEHbIIEEe TpeOyeMoe KOJIMYECTBO MOPOreHa
st ux noiydenus (1-6,6 mac. % PVP mpotus 30-60 mac. % Brij). HaoGopor, Huzkast
temneparypa roperus Brij (250°C-350°C) [156-159,228] u Hu3kas pa3MepHOCTb
OpraHWYECKOro Kapkaca JejaeT IOPUCTYI0 CTPYKTYpy MEHee YCTOWYMBOU K
YIUIOTHEHUIO BO BPEMsI OCaXICHUS U KPUCTAJUIU3ALNH.

Onextpuyeckue u3Mepenus (Pucynku 60, 61) mnokaspiBaloT, 4TO
UCCJIEIOBAHHbIE TIOPUCThIE IIEeHKH PZT AEMOHCTPUPYIOT CETHETO3JIEKTPUUYECKHE
CBOWCTBA, HECMOTPs Ha UX MmopuctocTh [A6]. Hekotopsie oopasiisl (30 mac. % Brij 30,
60 mac. % Brij 30 u 6,6 mac. % PVP) neMOHCTpUpPYIOT 3HAYE€HHE OCTATOYHOU
nonspusauun (Pr ~ 35 mxKn/cm?) Belllie 00MHO HAGIIOIAEMOTO B INIOTHBIX IJIEHKAX
PZT (Pr = 25 -30 mxKn/cm?). OgHako B 5TOM clydae IETIM THUCTEPE3UCA HE
MOKA3bIBAIOT SIPKO BBIPAKEHHOUN OOJIACTH HACBIIIEHUS, YTO MOXET OBITh CBS3aHO C
HOBBIIICHHBIMU TOKaM¥ yTeuku [231-233]. lns apyrux nopucThix mieHok PZT metmu
TUCTEepEe3nca aHATIOTUYHBI TIETIISIM /IS TUIOTHBIX MJICHOK. 3HAUEHUS TUAICKTPUICCKON

MPOHUIIAEMOCTH MOPUCTHIX MIeHOK PZT mpumepHo B aBa pasza Menblie (450 < g <
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630), yem B mroTHBIX mieHKax PZT (800 < ¢ < 1300) [6,223,234]. OcHoBHbBIC

CTPYKTYPHBIC ITAHHBIC, ITOJYYCHHBIC C ITIOMOIIBIO HpOCBeqHBaIOHIGﬁ 3JI€KTpOHHOﬁ

MUKPOCKOIIMH, U SJICKTPHYCCKHC CBOMCTBA IMOPUCTBIX IIJICHOK PZT IMPUBCACHLI B

Tabmuue 9.
_____ 19 PVP P, nC/cm? o
——6.6% PVP 40
~ - -30% Brij76
40% Brij76
~ - -30% Brij30

60% Brij30

-400 200 E, kV/cm

Pucynok 60. I[letnm rucrepesuca MONApU3alUMU MOPUCTHIX MIeHOK PZT ¢

Pa3JIMYHBIMHU ITOPOTICHAMHA

- - -1%PVP

——6.6% PVP
~ - -30% Brij76
40% Brij76

€00

a)
LAY T

-350 -250 -150 -50 50 150 250 E, kV/cm

Pucynox 61. 3aBUCHMMOCTb  AMDJIEKTPUYECKOHM  MPOHUIAEMOCTH  OT
IIPUJIOKEHHOTO DJIEKTPUUYECKOIO TOJIS JJIs MOPUCTBIX IUieHOK PZT ¢ pasnuuHbiMu

MMOpOreHaMH
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Tabnuma 9. OcHOBHBIE CTPYKTYpHBIE M DJIEKTPUYECKHE CBOWCTBA MOPUCTHIX

IINICHOK PZT, IMOJIYYCHHBIX 30JIb-I'CIIb-MCTOOOM C HCIIOJIB30BAHHUCM PpPa3JIMYHbIX

IIOPOTCHOB
Copnepxanue | Kon- | Jannsie [IIDM OnexTpodusmuec
MIOpOTEHa, BO KHE CBOWCTBA
Mmac. % cioeB | d, um | Pa3mep mop, Hm Kpucrannuueckas | Pr, Emax
CTPYKTypa MKKi/c
M2
1% PVP 11 470 100 x (10-20) um, Pe (mp.rp. P4mm), | 15.3— 584
Iloper B  dopme | Gombiune 16
TIMCKOB, cToJI0UaThie 3epHa
M30JIMPOBaHHbIE, (052 wmxm) c
NPEUMYIIECTBEHHO | M3BHJIMCTBIMU
JOKaJM30BaHHBIC HA | PaHUIIAMHA
IpaHMIAX CIOEB
6.6% PVP 7 500 10-110 am Pe (np.rp. PAmm), | 24.2— | 474
Heongnoponnsie 10 | Ooybine 24.3
pa3mepy MopsI cTon0yvareie 3epHa
(0.5-2 wmxm) ¢
W3BUJICTHIMA
rpaHuIlAMU
30%Brij76 |6 420 22 £ 9 HMm Pe (mp.rp. P4mm), | 11.8— 519
[Topwr OombIINe 17.2
KaHaJIOMOJOOHOM cToyI0uaTeie 3epHa
bopmsl, (0.6-6.2 wmxm) c
HabmogaeTcs BEPTHKATBHBIMH,
HeOoJbIIas HAKJIOHHBIMH  WJIN
CIIONCTOCTh B | U3BHJIMCTHIMA
pacripesieIeHuu op | rpaHUllaMU
40% Brij 76 | 6 440 27+ 9 um Pe (mp.rp. P4mm), | 13.4— | 454
[Topwr OombITHe 18.2
KaHaJIoOMOo00HOMH cTon04aTele 3epHa
bopmsl, (0.6-6.2 wmxm) c
HabmogaeTcs BEPTHKATBHBIMH,
HeOoJbIIas HAKJIOHHBIMH  WJIN
CIIOMCTOCTh B | M3BMIIUCTHIMU
pacrpeieNieHuH op | TpaHUIlaMU
60% Brij76 |6 820 20+ 5 HM Pe (mp.rp. PAmm), | Beicokue  TOKHM
PaBHOMEpHO OonbIne YTEUKH
pacripesielieHHbIe 10 | cToJ0uaThle 3epHa
o0beMy nopsl | (0.6-6.2 MkMm) ¢
KaHaJIOMO00HOMH BEPTHKATBHBIMH,
bopmbI HAKJIOHHBIMHU  FTH
U3BUIIMCTHIMU
TpaHUIAMHA
30%Brij30 |6 213 14+4 um Pe (mp.rp. P4mm), | 34.4— 541
PaBHOMEpHO cronbvareie 3epHa | 36.2
pacnpenenennbie 1o | (90-800 HM)
o0beMy MOPBI | BEPTUKAIBHBIMH,
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KaHaJIOMOA00HOM HAKJIOHHBIMH HJTH
(bopMmbl U3BUIIMCTBIMU
rpaHHIIAMHU
60% Brij30 |6 320 13+4 um Pe (np.rp. P4mm), | 31.0— 631
[Topst cronbyareie 3epHa | 32.6
KaHAJIOMOA00HOM (90-800 wum) ¢
¢bopmsl, BEPTUKAJIbHBIMU,
YIUIOTHEHHbIE y | HAKJIOHHBIMU WJIX
oAJI0KKH (~50 HM) | U3BUIIUCTBIMU
rpaHuLIaMu

4.2. 3D-Bu3yanu3aumsi NOPUCTOM CTPYKTYPHI IJIeHOK PZT

Kak mokazano B mpeapiaylied TiaBe, MOJy4YeHHBbIE MOPUCTBIE TIEHKUM PZT
o0JaaroT  CIIOKHOW  TOPUCTOM  CTPYKTYpOH, TMEpPCHEeKTHMBHOM  Kak A
CaMOCTOSITEJIbHOTO MPUMEHEHUS, TaK U JUIS CO3JAHUsI KOMIIO3UTOB HAa HMX OCHOBE.
Onnako, 171 pa3BUTHSI 000UX HAIMPaBJICHUI HEOOX0IMMO HanboJIee MOJTHOE ONMCAHUE
MOPUCTOM CTPYKTYphI. OOI1as MOPUCTOCTD, pEaIbHBIN pa3Mep Mop, UX pacipeiesieHre
U CBSI3BHOCTh — MMapaMeTphl, onpenesstonme Gu3nyeckue CBOMCTBA TJICHOK, a TaKXKe
TEXHOJIOTUYECKHE BO3MOKHOCTH UX 3alIOJTHEHUS.

CymecTByeT OOJBIIOE KOJMYECTBO KOCBEHHBIX METOJOB OIICHKW JaHHBIX
napaMeTpoB, OJHAKO BCE OHHU TOCTPOCHBI HA MPUOITUKEHHBIX MOJACISIX U HE
MO3BOJISIIOT HM3y4YaTh JIOKAJbHBIE OCOOEHHOCTH MAaTepHalioB, KOTOPhIE, B CBOIO
ouepellb, OKa3bIBAIOT 3HAYUTEIBHOE BIIMSHUE HA CBOMCTBA MUKPO- U HAaHOCTPYKTYD.
Haunbonee TOYHO 0XapaKTEpU30BaTh MOPUCTYIO CTPYKTYpY MOKHO
TOMOTpa(UISCKIMH METOJIaMH, B YaCTHOCTH, ¢ wucnonb3oBanueM OUIT-POM
HaHoTOMOTpaduu. JlaHHBI METOJ OTKPHIBAET HOBBIC BO3MOXHOCTH ISl aHau3a
CTPYKTYp, a CJIEIOBATEJIbHO, IMO3BOJISIET OCYIIECTBISATH O0Jiee KOHTPOJIUPYEMBIM
cuHTe3 MartepuaioB. Hecmorpss Ha mupokoe wucnoias3oBanue OUII-POM
HAaHOTOMOTpauu, MPU HUCCIACAOBAHUU TOPUCTHIX JUDJICKTPUKOB BO3HHUKACT P

CIIOKHOCTEH, TpeOyoIMX 0TpabOTKKM HHANBH Y adbHOTO moaxoaa [A8, Al8].
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Kpome ckoruteHns 3apsina Ha NMOBEPXHOCTH CETHETONIEKTPUKOB B IIPOLIECCE
peanuzanuu OUI-POM nanoTomorpaduu, BO3MOKHOTO MEPENbUICHUS MaTepuaia B
MOpbI, a Takke apTedaKkToB, BBHI3BAHHBIX HEOJHOPOJHBIM TPABIECHUEM MOPUCTOIO
oOpasIia, ucciemyemMbie MIEHKH C XapaKTePUCTUICCKUM Pa3MepoM Top BILIOTH 110 10—
20 HM SIBJIAIOTCS BBI3OBOM 110 paspernicHuto st GUIT-POM Tomorpaduu [A7]. [pu
3TOM, IPHU HMCHOJb30BAaHUM METOAOB C 00Jiee BBICOKMM pa3peuieHueM (Harpumep,
[I9M-tomMorpadun) cCTaHET HEBO3MOXKHBIM UCCIIETOBaHUE (DOPMBI U CBSA3HOCTH TIOD,
TaK KaK pEKOHCTPYUPYEMbIil 00beM OyAET CIUIITKOM MaJl.

Ha ocHoBe nipoBenenHoro B 1. 4.1. aHanuza, HauOosee NOAXOISAIMIMMU C TOUKU
3peHus pazMepa u MOpQOJIOTUH TIOP JIJISl CO3/IaHUs KOMIIO3UTOB OKA3aJIMCh TUICHKH C
nobasienuem noporenoB PVP (6,6 mac. %) u Brij 76 (30-60 mac. %) (Pucynku 50,
52, 54). B nmanHOUW TJaBe MpHUBEICHBI UCCIEAOBAHHS CTPYKTYphI IUICHOK PZT u

kommo3uToB PZT-TiO, metomom ®UIT-POM HanoToMorpadum.

4.2.1. OnTuMH3anMs NAPAMETPOB HOHHOM U JIEKTPOHHOM MylIeK 1JIs

peamuzaunu OUIT-PIM nanoromorpadum nopucTsix miéHok PZT

[TonpoGHO ocobenHocTn Bu3yanusanuu 3D cTpykrypsl mneHok PZT metogom
®UIT-POM  nHanotomorpaduu ocBemieHbl B pabote [A7]. Busyanuzanus
Me30MOpUCTBIX CTPYKTYp MeTtogom DUII-POM Tomorpaduu tpedyer obecrneueHus
MaJjioro Imara pesa Jyuisi TMOJIy4eHHs JOCTaTOYHOTO KOJMYECTBAa CPE30B HA KAXKAYIO
nopy. B memom cuumtaercs ontuMmanbHbIM 10 ceueHWH Ha OOBEKT, OJHAKO
MUHHAMAJIHBIN JOCTYITHBIN Iar B aBTOMAaTHU3UPOBAHHBIX MpOrpaMMax (Harpumep,
Auto Slice & View) cocraiser 3 um. [lopsl B HcciaeaIyeMbIX B JaHHOW paboTe
IJICHKAX MOTYT OBITh BH3YyaJM3WPOBAHBI C TAKUM IIArOM, HO HaXOIATCS Ha Mpejese
paspemierus. [lonyduTs NaHHBIE ¢ MEHBIIUM IAaroM MOKHO BPYYHYIO, OJHAKO B
TakOM ciydae He OyJeT aBTOMaTU4YeCKOW KOppeKIuu napeida n3o00pakeHHs, 4To

NPUBEAET K MOJTYYEHUIO HECTAOWJIBHOTO Iara pe3aHus. B aBTOMaTH3MpOBaHHBIX
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nporpamMMax KOppeKnus apeiida mo riryOuHe pe3ku (B HANpaBICHUU OCH Z)
OCYIIECTBIISIETCS MOCIIEe KAXKIOTO Cpe3a ¢ TIOMOIIIBIO CIIeIMaTbHO HAHECEHHOW METKH
(Mapkepa), cpaBHUBAs IMOJIO)KEHHE KOTOPOHW MporpamMma KOMIICHCHPYET CIOBUTH. B
CBSI3U C OJIM3KUM K MPEACIbHOMY JJIsl TAaHHOTO METO/Ia pa3MepoM 0OBEKTOB HHTEPECa,
KpaifHe Ba)KHO TOJyYHTh Ka4eCTBEHHBIM HAOOp JaHHBIX. B CBOIO odepesn, KauecTBO
Z-cTeKa OMpeAeNseTcss MOoJ00pPOM ONTUMAIbHBIX MapaMeTpoB pe3aHus (MOHHOMN
MYIIKHA) ¥ CbeMKH (JICEKTpOHHOU mymikn) [A7].

[TapameTpsl TpaBicHUS (HAIPSHKEHNUE U TOK MOHHOTO ITyYKa) HAMPSMYO BIUSIOT
Ha Ka4eCTBO MOJIYyYaeMOro Cpe3a, a COOTBETCTBEHHO, U PEKOHCTPYKIMH. OCHOBHBIMH
npobsieMaMu MpU TPaBJICHUM MOPUCTHIX OOPA3l0B MOHHBIM IyYKOM (B YaCTHOCTH,
MOHAMHU Talus) SBISIIOTCS IMEPEOCaXACHUE MaTephalla U IOSBICHHE TPEKOB O]
nopamu  (3pdexr «3aHaBecok») [166,235,236]. JlaHHBIE TpPEKHM NPHBOIAT K
TPYJHOCTSM IPU CErMEHTalluu 00beMa, TaK KaK MUMEIOT OTUETJIMBBIA KOHTPACT Ha
M300paXKeHUHM, a TakXKe BHOCAT HCKaxeHHe B (OpMy TIOp, BBITSATHMBas HX B
BEPTUKAJIILHOM HamNpaBJIeHUH. TpeKu MOryT OBITh YMEHBIIICHBI NMPU YBEIHMUYCHUU
YCKOPSIOILEr0 HaNpsHKEHUS MOHHOTO IydYKa, OJIHAKO MEePEeOCaKICHHE MaTepuaia U
HETaTUBHOE BO3JCHCTBHME HA pealbHYI0 CTPYKTYpy MaTepuana, Hao0opoT,
yBEJIMYUBAIOTCA. B CBs3U B 3THM, ObljIa IpOBEJEHA Cepusl CPE30B sl ONITUMHU3ALINN
napameTpoB pesanus [A7].

J1st oTpaboTKH pekuMOB ObLT ToAroTOBIIEeH 00pazer; PZT ¢ 60 mac. % nmoporena
Brij 76. Ha moBepXxHOCTh 00J1aCTH pe3aHus ObUT OCAX/ICH 3aIUTHBIN CJIOH MJIATUHBI C
ucrnonb3oBanueM GIS B kamepe pacTpoOBOTO 3JICKTPOHHO-UOHHOTO MHKPOCKOTIA.
Bokpyr o6mactu pesaHus ObUIM HW3TOTOBJIEHBI YIUIyOJNEHUS ISl yMEHbBIIECHUS
nepeocaxeHuss marepuana. CaMo TpaBlIeHHE MOHHBIM IYYKOM OCYILIECTBISUIOCH C
MOMOIIBI0 BCTPOSCHHOW MPOrpaMMBbl IAASIIETO pe3aHus AJs MOJydeHHs HauOolee
NpUOJIMKEHHOW K PeaJbHOCTH CTPYKType momnepedHoro cpesa («cleaning cross
sectiony). Beir M3roToBIIEHBI Cpe3bl B muana3one ot 16 kB o 30 kB [AT7].

Ha pucynke 62 mnpeacTaBieHbl TMOJYYEHHBIE CpPE3bl MPHU  Pa3IHYHBIX
HampspkeHusix. Bumno, yto mpu 16-20kB otuérinmBo HaOmomaeTcs MOpHCTas

CTPYKTYypa, HO TIPH 3TOM HapyIIaeTCs reOMETPpHUs U3-3a pa3HOM CKOPOCTH TPaBJICHMUS,
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BUJIHBI TPEKU 10A nopamu (0603HaueHbl uepHbiMU cTpenkamu). [Ipu 30kB «addekr
3aHaBECOK» MOJIHOCTBIO OTCYTCTBYET, OJJHAKO MATEPHUAII BBITJISIIUT MEHEE TOPUCTHIM.
Ha camom pnerne, gaHHBIA y4acTOK oOpas3la HE SIBISETCS YIUIOTHEHHBIM, a TOpPbI
3aKyIIOPUBAIOTCS B PE3YJbTATE€ BO3JECUCTBUS BBICOKOOIHEPTETUYHOIO ITy4Ka HOHOB.
Uto0bI Mmokazatk 310, cpazy nocie 30kB ObuT caenaH HOBBIN TOHKUH cpe3 mpu 16kB,
Ha KOTOPOM NPOSBWINCH HE3aMETHBIE paHEE B PE3yJbTaTe IEPENbUICHUS IOPBHI.
JlaHHbIe Cpe3bl MOKa3aHbl BHU3Y Ha pUCYHKE 62. ONTUMAaJIbHBIM C TOYKH 3PEHHSA
COXpPAaHEHHSI CTPYKTYpbl M MUHUMH3ALHH HEPABHOMEPHOTO PACTPABIUBAHUS IS
JAHHOTO o0pasla sBjIsieTcsa HanpsbkeHue 22kB, koTopoe B jJaibHEHIIEM U
UCIIOJIb30BAJIOCh  TIPU  TOJYYEHUH CTeKa HM300paKeHUW I TPEXMEpPHOU
pekoHcTpyKiuu [AT].

Kpome yckopsitolero HanpsKeHHsl, Ha Ka4eCTBO Z-CTEKa BIUSET U TOK HOHHOTO
nyuka [166]. Uem MeHbIIIe TOK, TEM BBIIIE TOYHOCTh U BOCIHPOU3BOJAUMOCTh CPE30B,
YTO KpalHE BAXKHO MPU TAaKOM MaJIOM IIare pes3a, kak 3 HM. OIHAKO, P CIMIIKOM
MaJjbIX TOKaX BPEMs TPABJICHUS CTAHOBUTCS HEPALMOHAIBHO OOJIBIIIMM, a TaKXKe
CHI)KACTCS KOHTPAcT U300paKEHHS B HMOHHOM TMYIIKE, YTO MPENATCTBYET
BBINIOJIHEHUIO KOppEeKUUU jAperia mo HaHeceHHOMY Mapkepy. B cBs3u ¢ 3TuMm, B
paboTe MCTHOoNB30BANICA TOK ~6,6 A, COOTBETCTBYIOIIUNA BTOPON MHHHMAJIBHOU TIO
pasMepy auadparme B HCIIOJIB3yeMOM MHUKpockore [A7].

JlanpHeliliee TOJyYE€HHE KadeCTBEHHOr0 Habopa MaHHBIX OMNpeIeseTcs
napaMeTpaMl ChEMKH B JJIEKTPOHHOM ITyuyke. CII0XKHOCTBIO CBHEMKH MMOPHUCTHIX
CErHETOAJIEKTPUKOB SIBJIAECTCS IIOXash MPOBOAUMOCTH OOpasloB, YTO MPUBOAMT K
CKOIUICHHIO 3aps/I0B HAa MOBEPXHOCTU (B OCOOEHHOCTH BOJM3U CTEHOK IOP), a TaK¥kKe
Majblii  pa3Mep MHTEPECYImux Oo0BeKTOB. [Ipu yBEeTWYEHHH YCKOPSIOIIETO
HaIpPsHKEHUS AJIEKTPOHHOTO MydYKa TITyOrHA MPOHUKHOBEHHUSI SJIEKTPOHOB B MaTepHall
YBEIUYHMBACTCSI, YTO TPUBOJUT K YBEIUYCHHUIO O0JACTH TEHEpallud CHUTHAla U
«TIPOCBEYMBAHUIO» HWKEIEKAIIUX CJIOEB, a TaKXkKe YXYIWEHHUIO pPa3pelICHHUS.
[TonaBnenue CKOIUIEHMS 3apsja Ha MOBEPXHOCTH OOpa3la JOCTUraeTcs MogoopoM
ONTUMAJILHOTO HAIPSKEHUS, KOT/Ia KOJTMYECTBO MAJAOIINX AJIEKTPOHOB CTAHOBUTCA

PaBHBIM KOJUYCCTBY YXOAAIINUX, HUCIIOJIBb30BAHUCM MOAXOAAIINX ACTCKTOPOB /Ui
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JIOTTOJTHUTEIBHOIO HampsDKeHUs cMelneHuss Ha Hux [166]. Takum oOpa3om, MOMCK
ONTUMAJIBHOTO PEKUMA CHEMKHU MPOBOJWIM B JIMANA30HE MajbIX HampspkeHud (1-5
kB). lnsa ob6pazua PZT+60 mac. % Brij 76 onTUMalbHBIMU OKa3aJIMCh MapaMETPhI:
HanpspkeHue 2 kB, nanpsbkenue cmenienns 20 B, Tok 25 nA, netextop ETD [A7]. Hus
BU3yalIM3allMM  CTPYKTYphl ~ KOMIIO3UTOB  Oojiee  MOJIXOIAIIMM  OKa3alocCh
WCITOJIb30BAaHUE JCTEKTOpa 00paTHO-PACCESHHBIX JEKTPOHOB 11, Tak Kak MpH 3TOM

YCHIIMBACTCS XUMUYECKHI KOHTpacT mexay marpuneid (PZT) u vamomautenem (Ti-

0).

Pucynox 62. Cepus cpe3oB NpH pa3HBIX HaIpPsSKEHUSAX. UepHbIC CTPEIKU
YKa3bIBAIOT Ha TPEKH (<« EKT 3aHaBECOK»), a OeIble — Ha YYACTKH C 3aKyTIOPEHHBIMH

B pe3yJsibTaTe TPABIEHUS TOPAMHU
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4.2.2. O0paboTKa MOJTy4eHHBIX CTEKOB

[lepen  HenmocpenCTBEHHOM  PEKOHCTPYKIMEH  TpeXMEpHOro  olObema

HOJIYYCHHBIH Z-CTeK TpeOyeT JAOMOJHUTEIbHON 00paboTku [A7]. Cpenn MHOXKECTBA

BO3MOXKHBIX KOppeKHI/Iﬁ MOXHO BBIACIINUTD.

1)

2)

BripaBHuBaHMe cTeka. B moy4eHHBIX TaHHBIX, KaK MPABUIIO, HAOIIOAAI0TCS
HEOOJIBIITHE CABUTH B TTOCJICIOBATEIHHBIX H300PaKEHUSIX, KOTOPHIC JOHKHBI
OBbITh BBIPOBHEHBI 1O PEKOHCTPYKIMH oObeMa. B nganHHO#l pabote
BhIPAaBHUBAHKE CTEKA MPOBOMIOCH C TOMOIIIBIO TiaruHoB StackReg [167] u
Template Matching [168] B mnporpamme Fiji. Ilocine BbIpaBHUBaHUS
BBIJICNIAETCS 00JIaCTh UHTEpPECca U 00pe3aeTcs JUIIHEE.

Koppekiuto pasmepHoctd mo TpeM ocsiM. [loidydeHHBI Z-CTek HMeeT
pasHble Pa3MEPHOCTH BO BCEX TpeX HampaBieHHsIX. Pa3mep Bokcens B
HaIpaBJICHUN X OIpPENeNseTCS BBHIOPAHHBIM pPa3pelIeHHEM IPU ChEMKE,
OJTHAKO B HANpPAaBICHWU ) JaHHOE pa3pelICHHE MCKaKaeTcs 3a CYeT
reometpun cheMku B OUII-POM nHanortomorpaduu: Tak Kak HOHHAs U
AJNIEKTPOHHASI KOJIOHHBI PACIOJIOKEHBI TMOJA YIJIOM 52° B HCHOJb3yeMOM

MHKPOCKOIIE, PEATIbHBIN pa3Mep BOKCENS B HANPABJICHUU Y COCTABIISCT:

A
sin52°’

!

y = (14)

rae Yy’ — pasmep nuKcesst Ha u3o0paxeHusx. B HanpaBieHun Z pazMep BOKCEs

OyJIeT COOTBETCTBOBAThH 3aJaHHOMY IIIary pesa.

3)

BripaBHuBanue myma. Hamuuue 3HaAUMTENBHOTO IIyMa Ha M300paKEHUSIX
MPENATCTBYET KA4€CTBEHHOW CErMEHTAllUM, PEKOHCTPYKIUM W aHAIU3Y
TpeXMepHbIX Mojenel. B ganHOU pabore duiubTparus mpoBOIWIACH C
UCIOJIb30BaHueM (uibTpa «non-local meansy», peaim30BaHHOTO B IIATHHE
DenoiseEM [169] B Fiji. [auHblii GUIBTP MO3BOJAET 3HAYHTEIHHO

YMEHBIINUTH IIyM MPA COXPAHEHUH YETKUX I'PAHUL, YTO KPANHE Ba)XHO IPHU
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BU3yaJIM3allui 00BEKTOB Ha Ipeselie paspenienus. [Ipumep u3o0paxenus 10

U noclie (pUIbTpaIuu NpeICTaBlIeH Ha PUCYHKE 63.

Ao ¢dunbeTpayun MNocne ¢gpuneTpayun

Pucynok 63. [Ipumenenue puiptpa "non local means" mist ymeHbIeHus TirymMa

i oopasua PZT+60 mac. % Brij

4) BreipaBHuBanue (ona. YacTo B TOIYYCHHBIX Z-CTeKax HaOIOmaeTcs
HEPaBHOMEPHBIH B IPE/IeNIax OJHOTO Cpe3a WK MEXy OCIe10BaTEIbHBIMU
cpe3amu (OH, KOTOPBIM MPU TMOCIEAYIONEH CEerMEeHTallud MOXXET CTaTh
ceppe3Hoil moMexoil. B ganHHOM paboTe OBLT HCMOJIB30BaH IUJIATUH
Nonuniform background removal B Fiji ayis1 periieHnst 1aHHOM IPOOJIEMBI.

[Tocme mpoBeneHWs BceX HEOOXOMUMBIX KOPPEKIWH, TMOITYYEHHBIH CTEK

CEIrMEHTUPYIOT — TO €CTh BBIAEISAIOT OOBEKTHI, NPUHAJJICKAIIME TOM WM UHOU
KaTeropuu. B mopuCTHIX MIEHKaX BBIACIsAEMbIE KATETOPUH — 3TO MOPHI K MAaTPHIIA, a B
KOMIIO3UTaX — MaTpHIa, HAIMOJHUTENIb U HE3amoJHEHHbIE ydyacTku. CermMeHTaluio
U300paKeHUsI MOKHO MPOBOAMTH TMPOCTHIM CIIOCOOOM — C HCIOJIb30BAaHUEM
noporoBeIx 3HaueHui mukcener («thresholding»). Ognako maHHBIM CrIOCOOOM HE
BCEI/la y/IaeTcsl KOPPEKTHO BBIJICIUTDH KETaeMble OOBEKThl, 0COOCHHO MPHU HAJTUYUU
OCTaTOYHOTO ITyMa Ha M300paKeHUH, OJIM3KOTO KOHTpPAcTa B HEKOTOPHIX 00IACTIX
pasnuuHbIX (a3, «3aHABECOK» TOJ TOpamH, OOJacTel CKOIUICHHS 3apsja,

HepaBHOMEpPHOTO (GoHa. B manHOM paboTe MOpUCTHIE TUICHKU OB CETMEHTHPOBAHBI
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¢ mcronb3oBaHreM IiarnHa Trainable Weka Segmentation [170] B Fiji, B ocHOBe
KOTOPOTO JIGKHUT UCIONIb30BaHue Heipocetu [A7, A8]. [ cerMeHTaIi KOMITO3UTOB
JI0OCTaTOYHBIM OKa3aJ0Ch MCIIOIh30BaHNE TTOPOTOBBIX 3HAUYCHUN. B pe3ynbraTe ObLH
MIOJTY9CHBI OT/ICTBLHBIC Z-CTCKHU JIJIS1 KAKIO0W KATErOpUH OOBEKTOB, MIPEICTABIISIOIIHEC
coboli Habop OMHAPU30BAHHBIX HM300PAKEHHM, TJe BBIJICJICHHBIE OOBEKTHI HWMEIH
OTIIMYHOE OT HYJIS 3HAYEHUS, a BCE OCTAIIbHBIC TPUPABHUBAIUCH K (poHy (3HaueHwme ().
Jlanee maHHbBIE CTEKH BU3yaJTM3UPOBAIN M aHATU3WPOBAIU C MOMOIIbI0 MiaruHa 3D

ImageJ Suite [171] B Fiji u B mporpamme Drishti [173].

4.2.3. KoanyecTBeHHbIN U Ka4eCTBEHHbII aHAJIU3 TPEXMEPHOil MO1e/IH

4.2.3.1. Konuuecmeennvie napamempsvt NOPUCMOU CIMPYKMYPbl

OCHOBHBIMH CTPYKTYPHBIMH XapaKTEPUCTHKAMHU MOPUCTHIX IUICHOK SIBJISIOTCS
IUIOMIAa/lb TIOBEPXHOCTH, 0Omas TOpPUCTOCTh, pasMmep 1mop. llepBeie 1Be
XapaKTEPUCTUKHU JTIOCTATOYHO MPOCTO M3BJICKAOTCS U3 JHOOOH TPEXMEPHON MOMIECIH.
[Inomaasr MOBEPXHOCTH B JaHHOM paboTe ObLTa MoJiyuyeHa ¢ moMolbio Moayis 3D
ImageJ Suite B Fiji [A7]. OO1iass MOPUCTOCTh PACCUUTHIBACTCS KaK COOTHOILICHHE
o0bemMa mop K o01ieMy 00beMy, MPUBEACHHOE K MPOIIEHTAM:

_ Vpores

-100% (15)

Vtotal

[TorpemHocTh 3HaYEHUM IUIOIIAM MMOBEPXHOCTH M 00BbEMa MOpP MOKET OBbITh
BbI3BaHa LENBIM PSAOM (HaKTOPOB, OAHAKO TIJIABHBIM HCTOYHHKOM IOTPEUIHOCTU
SBIISIETCS] cerMEeHTaIMs n300paxkeHuil. Ha peanbHbIX H300pakeHUSIX TpaHULA pa3iesa
(a3 He ABIAETCS PE3KOM, a MPEICTaBIICHA MEPEXOAHON 30HOM C IMUPUHOMN, 3aBUCSIIICH
OT KauecTBa TOJy4YeHHOro crteka [166]. B mporecce cermeHTanuu BbIOpaHHAs
rpaHuIla MeXIy (GazaMu HaXOAWTCS B Mpenesax dTOM MepexoaHon 30Hbl. B manHOU
paboTe MOorpenHoCcTh 3HaYeHU 00beMa Mop OMpPeAeIAIach MO0 KpaitHUM BO3MOXHBIM

3HAYCHUAM TpU cermeHTtaiuu [A7].
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Pasmep mop siBisiercst 6ojiee HEOJAHO3HAYHOW XapaKTEPUCTUKOW CTPYKTYPHI.
YacTo B TpeXMEpHBIX MOACIAX ananTupytoT Metoa bOT, ncnons3yemslii mpu pacueTe
CpeIHETo pa3Mepa Mmop B aJACOPOIMOHHBIX METOAAX Yepe3 IJIONaab MOBEPXHOCTH U
o0neM (ha3, kak HanboJiee MPOCTOM IS OTIPEICTICHUS pa3Mepa Mop W/WiH Ipyrux ¢as
[237,238]. OnHako, naHHBIN pacyeT mpeanoiaraet chepudeckyro GopMmy YacTHII/TIOP,
¥ TIOTOMY B OOIIIEM CITydae He 0TOOpaXKkaeT TaHHBIE O PEATbHOU CTPYKTYPE U OIXOIUT
TONBKO  JUISI  YCJIIOBHOTO  CpaBHEHWS. B paccMaTpuBaeMbIX  IMOPUCTHIX
CETHETO3JIEKTpHKax (hopMa mop KpaitHe fganeka oT chepruieckoi, a UICTUHHBINA pa3Mep
TIOp UMEET OOJIBIIOE 3HAYCHHUE ITPH CO3/IaHUU KOMIIO3UTOB Ha OCHOBE JIAHHBIX IIJICHOK
[A7]. B cBs3u ¢ 0COOCHHOCTSIMH CTPOCHHS TIOP, pa3Mep MOp OICHUBAIHU 110 METO.LY
OTIpE/ICTICHUS JIOKATBHONH TOJIIUHBI JUISI TPEXMEPHBIX OOBEKTOB, OINHUCAHHOMY
Xunneopanaom u Pyecrcerrepom [239], e 3a JOKaJIbHYIO TOJIIWHY B TOYKE P
NPUHUMACTCS MAaKCHMAJIbHBIM JuaMeTp cdepbl, coaepkamieil P W TOJHOCTHIO
BITMCAHHOM B CTPYKTYpYy. JlaHHbIi MeToa peann3oBan B moxayse Local Thickness [240]
B Fiji.

JlpyruM KpaifHe BaXHBIM TapaMETPOM IS TOPHUCTHIX CTPYKTYp SIBISICTCS
OJTHOPOJHOCTh pacripejieiieHuss nop. JlaHHBIM aHamu3 MOXKET OBITh OCYIIECTBIICH
yTEM IOJICYETa MOPUCTOCTH B KAKIOM Cpe3e B JIFOOOM HHTEPECYIOIIEM HaIlPaBICHHH
[237]. Kpome monmyyaemMoro cTeka B HApaBICHUUA OCU Z, MOXXHO TIOJYYHTH CTCKHU B
HanpaBiieHuu X 1 Y B Fiji wim qpyrux nporpammax.

CBs3HOCTH (pa3 sIBISETCS OJHUM U3 OCHOBHBIX TAPAMETPOB, XaPAKTEPU3YIOIINX
TPAHCIIOPTHBIC CBOWCTBa cpea. B ciaydyae TOPHCTHIX IUICHOK CBSI3HOCTH IIOP
XapaKTepU3yeT BO3MOXKHOCTh 3aIlOJIHEHUSI UX JIPYTUMH MaTepHallaMy JJIsS CO3IaHHUS
HAaHOKOMITO3UTOB, TPAHCIIOPT KUIKUX U TA30BBIX CPe AT MeMOpaH 1 KaTalln3aTopoB
u gap. Kak mnpaBwio, aHamn3 CBS3HOCTH MPOBOMST IYyTEM «CKEJICTHPOBAHUS)
CTPYKTYpBI, TO €CTh IpeICTaBIeHUs e€ B BUaE rpada TOIIMUHON B OJUH MUKCEID,
npoxojsamiero depe3 meHtp ¢asel [237,241,242]. Peanu3oBaHHBIE B MOJYJIE
ITKThickness3D (ITK — Insight Toolkit) ¢unstp MedialThicknessimageFilter3D,
OCHOBAH Ha MOCTPOCHUHN METUAILHOW OCH M BBIYHCICHUU JBOMHOTO PAaCCTOSHUS OT

OCH JI0 IOBEPXHOCTU 00BEKTA, TO €CTh IMaMETPa MAaKCUMAJIbHOM BIIUCAHHOM C(ephl B
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naHHOM oOnactu. Takoil anroputm oOecrnedynBaeT MUHUMAIIBHOE KOJUYECTBO TOYEK
CKeJIETOHA JIJIs MOJIHOro onucanus oobekra [243]. LleHTpsl JaHHBIX chep U ABISIOTCSA
TOYKaMHU CKejeToHa. Kpome Toro, Moaynu JUisl CKEIeTUPOBaHUS Takxke ecTb B Fiji
(rmaruH Skeletonize3D). CTOUT OTMETUTH, YTO CKEJIETUPOBAHNE MOYKET OBITH BEChbMa
qyBCTBUTEIHHBIM K IITYMY, U TOTOMY PEKOMEHTyETCS TOTOTHUTEIHLHO OT(PHILTPOBATH
ye OMHapU30BaHHbBIN CTEK Mepes noctpoeHueM. Ha pucynke 64 npeacTtaBieH o0
BUJI CKEJICTOHA TIOCJIC JOTMOTHUTEIbHON (QUIBTPAIIMA CTEKAa W CECYCHHS HAIOKCHHM
CKeJIeTOHAa Ha KOHTYpbl TIOp OT HE(UIBTPOBAHHOTO W  JOMOJHUTEIHHO
(GMIBTPOBAaHHOTO CTEeKa n300pakeHuit [A8].

AHanu3 TOJy4YeHHBIX TpadoB TMO3BOJSET TOJYYUTH PSAJ  TOJE3HBIX
XapaKTePUCTHK cucTeMbl. Kaxmplid rpad coctouT u3 y3i10B («N0des») u BeTBei
(«branchesy), komudecTBo KoTOpBIX paBHO N 1 B, COOTBETCTBEHHO. AHAIH3 CKEIETOHA
B Fiji (AnalyzeSkeleton [172]) mo3BosisieT MoJIyunTh TAKKE TOJIC3HBIC XapaKTECPUCTUKH
CETH, KaK KOJWYECTBO OTHAEIBHBIX TpadoB (B WHTEPHPETAUHA pPacCMAaTPHUBACMOUN
CHCTEMBI — CBA3aHHBIX TOP), KonmuyecTBO y3i10B (Nj) 1 BeTBel B kaxaoMm u3 Hux (Bj),
JUTMHBI BETBEH M0 OTJEIHHOCTH, CPETHUE JUTMHBI BETBEH JIJIs1 KaXkA0r0 rpada, a Takxke
cyMMapHble JMHBI rpadoB. Kpome Toro, aHaau3 MO3BOJSET y3HATh KOJIHYECTBO
TPOMHBIX U YETBEPHBIX Y3JIOB, TO €CTh TE€X Y3JIOB, U3 KOTOPHIX BEIXOAUT 1O 3 U 4 BETBH,
cooTBeTcTBeHHO [A8].

[Tone3HbIM pacyeTHBIM MAPAMETPOM SIBIISICTCS CPEAHSSA TOMOJIOTHYECKAS ITTHA
(L), xoTopas ompenenseT cpeJHee PacCTOSHUE MO CETH MeXIy y3naMu. Pusudecku
3TO CBOMCTBO MOKHO MHTEPIIPETUPOBATH KaK CBOETO PO/Jia ITTMHY CBOOOAHOTO IIpodera
yacTHIl, nepeMemaromuxcs no cetu [235]. L paccunThIBaeTCs KaK OTHOIIEHHE CYMMEI

JUIMH Beex BeTBei B cetH (li) k konmmuecTBy Beex y3ioB N:

- Xl
L_N

(16)
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Pucynok 64. OOumii BUJ CKeJleTOHA MOCe JOMOTHUTEIbHON (DUIbTpaIiuu
CTeKa (a) U CCUCHMS HAJOKCHUH CKEJIETOHA Ha KOHTYPHI IMOP OT HEPUIHTPOBAHHOTO

(0) m nonoNHUTENHbHO (GUIBTPOBAHHOIO (B) CTEKAa M300paKeHUI

JIpyruMm mapamMeTpoM SIBJISIETCS CTENeHb CBSI3HOCTH (P). DTOT mapamerp
COJEPKUT MH(OPMALIMIO O JI0JIE CKEJIETOHA, KOTOpasi B3aMMOCBSI3aHa, U ONHCHIBAET
TpaHCHOpPTHBbIE cBOMCTBa (ha3bl. MeToauka pacyera CTENEHHU CBA3HOCTH XOPOILIO
omucana B [237]. Ckenmeron mo0oit ¢dasel (¢ obOmed mmHOM L W cpeaHei
TOMONIOTHYECKOM JUIMHOM L) COCTOMT KOHEYHOTO YMCIa OTAENbHBIX Ipados (¢
mHamu Li). Ecim dasa cabo cBsizaHa, To €€ CKeIeTOH COCTOMUT M3 OOJIBIIONO YHCIIa
HeOonmpmmx rpadoB. Ecim ke (a3za MNOTHOCTHIO CBSI3aHA, TO €€ CKEJNETOH
npejcTaBiaseTcs oAHuM OousbiiM rpadom. B pabote [237] mpemnokeH crocod
OTIPEICIICHHUS CTETICHHU CBS3HOCTH (P) KaK OTHOIICHUE KyMYJISITUBHOM (HAKOTIJICHHOM )
bl (Lxym) K 00I1IeH IJTMHE CKeJIEeTOHA B TOUYKE, TPU KOTOPOH KyMYJISITUBHAS JIJTMHA
CeTH U3MeHseTcs MeHee ueM Ha 1%. [yt e€ HaxoXIeHus: MHIUBHUAyaIbHbIe Tpadbl C
JUTMHAMHU LI COPTUPYIOT B MOPSIKE YOBIBAHUSI M JJIs1 KQXKJ0TO Tpada ObLIa BBIYUCIISIFOT
COOTBETCTBYIOILYIO KYMYJISITUBHYIO JJIMHY BCeX TpadoB O TEKYIIEr0 BKIOUUTEIHHO.

Ecnu o0mas nivHa ckenerona paBHa L, To p onpenensiercs kak otHomeHue Lxym/L B
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TOYKE, TIJI€ MOCIEIyIOIEEe YBEINYECHHE KyMYJSITUBHOM JUIMHBI INPUBOJIWAT K €€

u3MmeHeHuto (ALxym) na menee, yeM 1%. Takum oOpazom:
— Z Ln — Ln+1
L P

3HaueHue P, 6JIU3K0e K €AMHUIIE, COOTBETCTBYET MOJHOCTHIO CBA3aHHOM (a3e.

p < 1% (17)

4.2.3.2. Ananuz mpexmepnou cmpykmypuot nop 6 PZT

Ha pucynke 65 npencraBieHa TpexMepHas peKOHCTpykuusa IuieHku PZT c
nobaeienuem 6,6 wmac. % PVP [A7]. [Ilnenka mnpencraBiser — coOoit
BBICOKOM3BHIIMCTYIO KOPAJLIONOJOOHYIO CTPYKTYpy. BBUIY CHIBHON M3BUIMCTOCTH
CTPYKTYpbl, TpU ONpPEIEICHUH pa3Mepa IMOp 4Yepe3 METOJ JIOKAJbHOW TONIIUHBI
BEpPXHSSl TpaHUIA IJICHKH ObLIa OMpe/elieHa KakK IJIOCKOCTh YYTh HHUXKE CaMbIX
BBICTYITAIONINX BepIIMH 3epeH. Pasmep mop cocraBnsier 44—110 am (PucyHok 66).
N3mepeHHas o MOArOTOBIEHHOMY IO TaKOMY MPHUHIUILY CTEKY OO0IIasi OPUCTOCTb
coctaBuina 48%. VYnaenbHas IUIONIAb ITOBEPXHOCTH, OTHECEHHas K O0BEMY,

cocrasnser 0,01321 am?/nme [AT].

Pucynox 65. TpexmepHast pekoHCTpyKIus ruieHku PZT ¢ nobasieHuem 6,6 mMac.

% PVP: oOmuit Buj (a) u Bug cepxy (0)
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I 020000000
4 Paamep nop, HM 195,673

Pucynok 66. Ananu3 pa3mepa nop B rienke PZT+6,6 mac. % PVP, onpenenennsiii mo

METO/Y JIOKAJIBHOM TOMIIHHBI [A7]

Ha pucynke 67 npencraBieHa TpexMepHas peKOHCTpykuusa rieHku PZT c
nobasienuem 60 mac. % Brij 76 B oobeme 0,5%0,5%0,5 Mxm. CpeiHss MOPUCTOCTh
ieHKkd cocraBiaer 23,3+3%. Jlnsg cpaBHEHHs, TOPUCTOCTh, OMNpPEICIICHHAA IO
JBYMEPHOMY M300pakeHut0, osiydeHHOMY B [IOM 0T 3TOif e MIEHKH, COCTaBIsET
35% (Pucynok 68). CylIeCTBEHHOE 3aBBIIICHUE MOPUCTOCTH IMPH H3MEPEHUH TI0
JBYMEPHOMY H300paX€HUI0 CBsA3aHO C¢ TeMm, uto B I[IOM B dopmupoBanumu
U300paKeHMs y4aCTBYET OJJHOBPEMEHHO BECh OOBEKT, U XOTs JaMellb OUeHb TOHKasl,
OHA BCE € MMEET KOHEYHYIO TOJIIMHY, TO €CTh BCE MOPbI B HCCIEIYEMON JIaMenn
HAKJIQJBIBAIOTCA JIPYT Ha Jpyra M TakKuM O0pa3oM CYMMHPYIOTCS TMpHU MOJACUETE
utorosoi nopucroctu [A7]. Ha pucyrke 676 moka3aHbl BbIICJICHHbIC TIOPHI B JAHHOM
ooneme. Kak BHIHO Ha pUCyHKE, TOPHI MPEACTABIIAIOT OO0 MeperuieTéHHbIe KaHabl
MIEPEMEHHON TONIIUHBIL. Pe3ysibTaTel U3MEpEeHUN pa3Mepa rnop no MeTo1y JIOKaJIbHOU
touHbl (PucyHok 69) mokassiBaroT, 4T0 pasmep mop cocrasiser 21-33 um [AT7].
OCHOBHBIC XapaKTEPUCTUKU CTPYKTYpbl MmieHok ¢ PVP u Brij mpencrasieHsl B

tadymue 10.
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Pucynox 67. O01miuii B MOPUCTOM CTPYKTYPHI (2) U OTEIBHOM MOPHI (0) TIICHKU

PZT+ 60 mac. % Brij 76 [A7]

LA SR A S
. 'v?“,
radl L AR

L4 ";“}__ﬂb

300 nm

Pucynok 68. Onpenenenne nopucroctu B mienke PZT+60 mac. % Brij 76 no
nsymepHomy uzoopaxkenuto: HAADF STEM wuzo6paxkenue (a) u OMHaApU30BaHHOE

uzoopaxenue (0) [A7]
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Pasmep rop, Hm 48,497

Pucynok 69. Anamu3 pasmepa mop B mieHke PZT+60 mac. % Brij 76,

OHpeIIeJIGHHLIfI I10 MCTOAY JIOKaJbHOM TOJIITNHBI

Tab6nuna 10. OcHOBHBIE CTPYKTYPHBIEC XapaKTEPUCTUKU MOPUCTHIX MJICHOK

O6pazen OOmasn V nenpHas nomans | Pazmep nop, um
MOPUCTOCTh, % | TOBEPXHOCTH Top,
HM%/HM®
PZT + PVP 4843 0,01321 77+£33
PZT + Brij 76 23,343 0,03747 27+6

Ha pucynke 70a mpencraBieH pe3yiabTaT CyMMHUPOBAHUA MOCIIEI0BATEIbHBIX
cpe3oB 1o ocH Z (1o riaybune) oT obmactu uHTepeca pasmepom 2156x740x600 M
[A8]. Buano, uTo mopsl pacupeeiieHbl He OJHOPOIHO, a 1Mo cltosiM. KostrndecTBeHHbIH
aHaJgu3 TMOPUCTOCTHU B CJIOSX, Napa/UIeNbHBIX MOJJIOKKE, TMOKa3aH Ha TIpaduke
(Pucynok 700). BuaHo, 9TO CIOMCTOCTD ITOP COBIAAACT C KOJIMYSCTBOM HAHECEHHBIX
cioeB (6 c0eB ISl JaHHOTO o0pasiia), MEXAY CJIOSIMH MOPUCTOCTh cocTaiseT 13,0-
16,0%, a BHYTpHU CJI0€B HaOJIOAAETCS MO 2 MUKA: B BEPXHEHU YaCTH CJIOSI KOJIMYECTBO
nop coctaBisieT 22,2-28,4%, B cepeaune 20,4 — 28,0%, a B HUXKHEH 4aCTH TOPUCTOCTh
MaKCHUMaJIbHasg M cocTaBigeT 26,9 — 36,8%. B HmkHell yacTH MJIEHKH HaXOJUTCS

IPAKTHYECKH OECIIOPHUTHIIN CI0M TOMIIMHON 0K010 40 HM ¢ mopucTocThio 10 2% [A8].
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Pucynox 70. Pacmpeneneame mnop B tuienke PZT+60 mac. % Brij 76:
cymmupoBaHue uoopaxenuit Ha riryoune 600 M (a) 1 rpaduk pacnpeseneHus nop B

CJI0SIX, MapaJIIEIBHBIX MOJJI0XKKE (0)

Takoe HeoObIYHOE pacnpeereHre Nop, Kak U X GopMa U pa3Mep, MOTYT OBITh
copMupoBaHbl B mpoliecce kpuctammusaiuu 1ieHkn [A8]. Mccneayembie muieHKH
ObUIM TOJTyYEHBI MTyTEM MOCIOMHOIO HAHECEHUS C MPOBEIECHUEM CYUIKH U MHUPOJIN3a
[IOCJIE KaKIOTO0 CJOSI M €IMHOBPEMEHHOM KPHUCTAJUIM3AalUU II0CJIE HAHECECHHUS
nociaenHero ciuos. Kak Obuio nmokasano meropgamu IIOM, B npolecce HaHeceHUs U
CYIIKH C THUPOJIM30M 00pasyroTcs mepBblie Meikue mopel (Pucynok 59). Brnomne
BEPOSATHO, YTO OTKPBITHIE MOPHI HA MOBEPXHOCTH CJIOEB YACTUYHO 3AIMOJHSAIOTCS B

MpoIleCCe HAHECEHHs CIEAYIONMIET0 CJIoS, 4YTO MPUBOAUT K (OpMUpOBAHUIO
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YIUIOTHEHHE Ha TpaHuIle cioeB. OHAKO, €CIU CYUTATh, YTO 3aMOJTHEHNE IPOUCXOAUT
Tonbko PZT-pacTBopoM (HE MOPOT€HOM), TO HaJl YIUIOTHEHHOW 30HOW JOJDKEH
CKaIJTUBATbCSI MOPOTEH. DTO BIIOJIHE BEPOSTHO, TaK KaK MPU CHUHTE3E€ MOPHUCTHIX
IUICHOK METO/IOM XMMHUYECKOTO OCaKJIEHHS U3 PAacTBOPOB pa3Mep MOp cpasy IMocie
yAaJIeHUs MOPOoreHa COOTBETCTBYET pa3MepaM arperatoB caMoro noporexa. B ciyuae
noporeHa Brij76, pasmep arperatoB W, COOTBETCTBCHHO, OOpa30BaHHBIX ITOP
HaxXOJUTCS B Y3KOM Juana3zoHe 4—/ HM. B TakoMm cilyyae momajaHue arperarta u3
HAaHOCHUMOTO PacTBOpPA B MOPY B yke CHOPMHUPOBAHHOM CJIO€ KpaitHe 3aTPpyIHUTEIBHO
1 0e3 JIONOJTHUTEILHOTIO BO3JEHCTBUS (HAapuMep, JaBJIeHUs), HEBO3MOXKHO. Jlanee
MIPOUCXOIUT 3aPOKICHUE U POCT MEPOBCKUTHBIX 3epeH. Kak Ob110 moKazaHo B paboTax
[183,223], nmpu aHAIOrMYHOM CHHTE3¢ IUIOTHBIX IUICHOK PZT Ha TMJIATHHOBBIX
anekTpoaax 3epHa PZT 3apoxkparoTcsi reTeporeHHO Ha rpanule pasnaena PZT-Pt u
pacTyT ¢ oOpa3oBaHHEM CTOJOUYATHIX 3epeH. B cilyyae cMHTE3a MOPHUCTHIX IJICHOK,
(GpPOHT KPUCTAUTM3AINK, ABUTAIONTUNCS OT IMOJJIOXKKH, BCTPEUaeT HAa CBOEM IyTH
HaHOpPa3MEPHbBIC TTOPHI U TPUBOJIUT K UX JBMIKEHUIO U TIEpEepacIipeielIeHUI0 B 00beMe.
KomnektuBHOE NBUYKEHUE MTOP HAauOoJee BEPOSITHO, €CIIH, KAK OXKHUIACTCS, TOPOTCHbI
tuna Brij u3HayampHO 00pa3yloT IMWIMHIAPHYECKHUE CTPYKTYphl. [Ipu KpHUTHYECKOM
CKOIUICHUH TIOPHI CTAaHOBSITCS HEMOABUXHBIMH, OOBEIMHSIIOTCS U 00pa3yroT Ooliee
KPYIHBIE — 3TOT MUK Mbl HAOIIOJAEM B IEPBOM CJI0€ BOJIM3U NMOMIOXKKU. CTEHKHU MOp
MOTYT pa3pyliaThCsi B MPOLIECCE KOATECHEHIIMU BO BPEMsI KPHUCTAUIM3AIMUA, YTO
COTJIaCyeTCsl ¢ MOBEICHHEM, OIMMCAHHBIM JUIS pa3indHbIX MarepuanoB [158,230].
YIUIOTHeHHAss K€ YacTh B TEPBOM CIIO€ — pe3yJbTaT IBMKEHHS TMOp (POHTOM
KpucTayum3anuu. Jlampine GpoHT KpUCTaUIU3AIMU ABUTACT YKE CIETYIOIINE TOPBI,
Ha4YMHAs 3aHOBO, MO3TOMY IMOPHUCTOCTh «IPOCEMAeT» B cepeauHe ciosi. OaHaKo 1o
Mepe TPUOIMKCHHS K TPaHWIEC IOJCIOCB, JBUTAIONIUECS TIOPHI YIHUPAIOTCS B
YIUTOTHEHHBIH CJIOM, MX IBMXKEHHE TIPEKPAIAETCsI, TIOPBI ABUTATHCS OOJIBIIIE HE MOTYT,
U 00BEIUHSAIOTCS TPSAMO TIEpel HUM — 3TO W eCcTh BTOpou muk. [lociae 3Toro msr
HaOMOjaeM  YIJIOTHEHHYIO 30HY MEXAy CIOSMH, HaJ KOTOPBIMH, KaK MBI
mpeanojaraeéM, MOXKET CKalJIuBaTbCsl TMOPOTEH B PE3yibTaTe MPOMUTKU

HIDKEJIEkKAIIEro CJI0s TOJIbKO pacTBOpoM PZT, 6e3 kpymHbIX MOJIeKyJ nmoporeHa. Eciu
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MOpOreHa I0CTATOYHO MHOTO, TO TIOPHI YK€ CJ1a00 MOIBUKHBI U POPMUPYIOT HUKHUNA
MUK MOPUCTOCTH B CJOAX. AHAJOTUYHBIEC MPOIECCHl MPOUCXOAAT AANIbIIE B KaXJIOM
cioe [A8].

CornacHo ommcaHHOMY MexaHu3My [A8], BenMuYWHA JIOKAIBLHOW MOPHUCTOCTH
OTIpeIeIIsIeTCS:

— B mepBoM cioe — KPUTHYECKUM CKOIUIEHHEM TIOp, KOTOpBIE HalIbIIe JIETKO
JBUTATHCS HE MOTYT — 3TO HAOJI0JaeMbIil HIDKHHM TTHK.

— B kaxaom cioe cBepXy —KOJIMYECTBOM MOP, KOTOPbIE YAAIOCH MOABUHYTH B TOJIIIIE
CJIOS IO CTOJIKHOBEHUS C YIUIOTHEHHBIM cioeM. J[aHHBIN MUK MOXET OBITh MEHBIIIE
WM PaBEH MHUKY B HIDKHEHW 4acTH CJIOEB.

— B xaxgom ciioe cHU3Y, KpOME NEPBOTO — KOJUYECTBOM IMOPOTeHa, KOTOPBIHA
CKOIUJICS M3-3a JIOKAJIBHOTO yXoja pacTBopa PZT B HI>KHUIA CIOM.

JlaHHbI MexaHu3M OOBACHSET 3aKOHOMEPHOE pacmlpelieiieHue Iop u
yBEIMUEHUE UX pa3Mepa Mpu Kpuctamiu3anui. Kpome Toro npmxeHue nop GppoHTOM
KPUCTAJUIM3AIlMU  TIOATBEPXKIACTCS W CKOIUICHMEM TIOp Ha TpaHHUIaX 3€peH,
Ha0JTI01aeMbIM HAMH B Pa3JIMYHBIX IUICHKAX ¢ moporeHamu tumna Brij (Pucynku 54, 56,
57) [A6]. Huskas temneparypa ropenus Brij (250°C-350°C) u Hu3Kast pa3MepHOCTh
OpPraHMYEeCKOT0 Kapkaca JelaeT TMOPUCTYI0 CTPYKTYypy MeEHee YCTOMYMBOM K
YIUIOTHEHHIO BO BPEMs OCaXICHUS U KpucTayuu3auu [A8].

O1eHKY CBSI3HOCTH CTPYKTYphI tuieHku PZT ¢ modasnenuem 60 mac. % Brij 76
npoBoawiid Ha obsactu pazmepom 2078x660x500 um [A8]. CtemeHb CBSI3HOCTH,
paccuutanHas mo gopmyie (17), cocranser 0,75. Ilpu 3TOM KyMyJIsSTHBHAS JTMHA
CETH TIpeJ/icTaBlieHa TpeMs rpadaMu, OANH U3 KOTOPBIX cocTaBisieT 48,4 % ot obmei
cetd, BTopor — 25,2 %, a tpetuit — 1,4 %. OOIiee KOIUISCTBO BETBEH B CKEJICTOHE
paBHoO 1086, 927 U3 KOTOPBIX COCTOAT OoJiee, ueM u3 ogHoro nukcens. Ha pucynke 71
MIPE/ICTABIICH TPapUK MPUPAIICHUS KyMYJISSTUBHON JUTMHBI JJISI ONIPEICIICHUS CTCTICHU
cBs3HOCTH. OTHOIICHHE KYMYJISTUBHOHM JITMHBI K OOIIEH JUIMHE CETH B TOYKE, TJIC
npupaiieHue coctapiser MeHee 1% ompenenser creneHb cBsA3HOCTH. B Tabnuie 11
IPUBENICHBI TaHHBIE 3TUX TPEX rpadoB, cocTaBIAOMUX 75% CKeneToHa, a B Tabiuie

12 — wnaumbosiee BakHbIE OOIIME XapaKTEPUCTUKU CKEJIETOHA B II€JIOM. Takas
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BBICOKOCBA3HAsA CUCTCMaA IIOP AO0JI’KHA IMO3BOJINTH IIOJYYWUTH KOMIIO3UTHI ITYyTCM HX

3aI0JIHEHHS METOIOM aTOMHO-CI0eBoro ocaxkacuus (ALD).
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Pucynok 71. I'paduk mpupamieHusi KyMyJITUBHOW JUIMHBI JJIsi ONPEIEICHUS

CTCIICHU CBsA3HOCTHU

CTOUT OTMETHUTH, UTO OTPE/ICTICHHBIC BBIIIE KOJUICCTBEHHBIC XapaKTEPHUCTUKH
MOPUCTON CHUCTEMBI SIBIIIOTCS OYE€Hb YYBCTBUTEIBHBIMU K METOAMKE IOTYUYEHUS
JAHHBIX U UX PEKOHCTPYKIMHU. B yacTHOCTH, rpadbl, COCTOAIINE U3 OJHOTO IMUKCES,
C OOJIBIION BEpPOSATHOCTBIO SBJSIOTCS PE3YyIbTATOM OCTATOYHOTO IITymMa Ha
M300pKEHUSIX, OJHAKO TAKXKE€ MOTYT IMOSBIATHCS HAa TpaHUIIE BRIOpAaHHOTO 00BbeMa
13-32 00PE3KH TIOP WIIA CBHUICTEIHLCTBOBATH O IPUCYTCTBUH STUHUIHBIX CHEPHICSCKIX
3aKpBITEIX TIOp. KpoMe Toro, duimbTparus U cerMeHTaIusl MOTYT Tak)Ke BJIMATH Ha
MOJIy9aeMbIid pa3Mep TMop, OOIIYI0 MOPUCTOCTh U CBI3HOCTh. OHAKO, KaK MOKa3ala
MIPaKTHKA, TP JTOJDKHOM aKKypPaTHOM OTHOIIEHUH K KaXKJOMY 3Taly PEKOHCTPYKIIHH,

Ha dTarne 00pabOTKU JaHHBIX MOTPEITHOCTU PEAKO COCTABISIOT Oosee 3%.
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Tabnuma 11. Hekotopsie mapameTpsl rpadoB B ckeieToHe s mieHku PZT+60

mac. % Brij 76

I'pad | Betn, | Y3m5l, Cpennsis | 3-uble | 4-upie | MAX Jmaa Liya Liyn/L
B, mT | N;j, wt JUTMHA y31bl | y37IBl | JUIMHA rpada, HM
BETBE, BETBU,
HM HM

1 4046 1964 36,395 1733 208 | 249,83 | 147254,17 | 147254,17 0,48

2 1900 904 40,331 816 81| 249,29 76628,9 | 223883,07 0,74

3 96 45 43,328 40 5| 151,11 4159,488 | 228042,56 0,75

Tabnuua 12. XapakTeprcTUKU CKeseToHa s miieHku PZT+60 mac. % Brij 76

Konnuectso O6mas Oomiee Oomiee Cpennsist Crenenb

rpados mmmHa (L) KOJINIECTBO KOJINIECTBO TOITOJIOTHYECKAS cs3HOCTH (P)
y3108 (N) BeTBeii (B) anuHa (L)

1086 304364,64 3611 8399 84,29 0,75

NHTepec BbI3BIBAET CTENEHB BIUSIHUS CAMUX [TAPAMETPOB PE3KU HA MOJTy4aeMbIe
KOJIMYECTBEHHbIC AaHHBIC. JIJisi cpaBHEHMS ObUI JTOMOJHUTEIBHO MPOBEJEH aHAIINU3
cTeka n3oopaxxenuit mieHku PZT+60 mac. % Brij 76, noay4eHHOT0 NP HAPSHKSHUH
nonHoro nyuka 30kB [A7]. Kak Obu10 mokasano panee (PucyHok 62), npu JaHHOM
HaIpsHKEHUH YacTh TIOP CTAHOBUTCS HE BUJIHA U3-3a NIEPENBUICHUS] MaTepurara.

[IpoBeneHHBI aHAM3 MOKA3al OXUJAEMbIE CHUKEHHSI KOJIMYECTBEHHBIX
XapaKTepUCTHUK: OOIIas MOPUCTOCTh IJiI JTAHHOTO CTeKka cocTtaBisieT 15,6% (mpu
23,3% nns creka npu 22kB), a 1uiomaabs MOBEPXHOCTH yMEHbIIaercss Ha 26,7%.
Cpennuii pazmep mop IpUM TaKOM Ioaxojae cocramisier 23,1+7,3 HM, a CTemneHb
ceszHOCTH — 0,71, OmHAKO, KOHTPOJIMPYEMOE UCIIOJIb30BAaHUE BHICOKUX HAMPSIKEHUN
MO>KET OBITH TIOJIC3HBIM TIPH PEIICHUH OTIPEIeTICHHBIX 3a7a4. CriakuBaHNEe TTOPUCTOM
CTPYKTYpPbl B PE3yJbTaTe€ BHICOKOT'O HANPSKEHWS MOHHOTO IMy4YKa MPH TMOIYUYECHUU
CTeKa MOKHO HCIIOJIb30BaTh JJI BU3yaJIU3allMU TPAHUIl 3€PEH, KOTOPbIE, COTJIACHO
[19M wuccnenoBaHusIM MOTIEPEUHBIX CPE30B, SBISIOTCS CKOIUICHUsIMU Tiop. [Ipu Gonee
HU3KHUX HAMPSHKEHUSX, UCIOIB3YEMbIX ISl BU3yaIM3allUd TPEXMEPHOU CTPYKTYPHI

MOp, BBICOKAsi MOPUCTOCTh 3€PEH, CIOKHOCTh (POPMBI caMHX TIOp, a TaKXKe HX
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CBSI3HOCTh MEIIAIOT YE€TKO BBIJAEIUTh CKOIUICHUS] Mop Ha rpanunax. OmHaKo mOpu
HanpsbkeHur 30kB mopbl BHYTpH 3€peH, KOTOPhIE UMEIOT KaHAJIONO0100HY10 hopMy U
pacCIoONOKEHbl MPEUMYIIECTBEHHO BIOJb IMOJJIOKKH, YacTO IOMNAJal0T TOHKUM
CE€YCHHEM B 00JIaCTh Cpe3a W 3aKyMOPUBAIOTCS, TOTJa KaK KPYMHBIE MyCTOTHI Ha
IpaHMIIAX 3€PEeH yKe OTUETIIMBO BUIHBI Ha cpe3ax. Takod moaxo/1 ObLT UCTIOIb30BaH
JUTS. BU3yaJTU3alliy TpaHuIl 3epeH B tuieHke PZT+60 mac. % Brij 76 [A7].

Ha pucynke 72 mpeacTtaBieHbl TPEXMEpPHbIE MOJIETU MOP B JIBYX paKypcax C
BBIJICJICHHOM I'paHMIIEH 3epeH M IpaHuIa OTAEILHO B 00beme 1458x744x702 mme.
Buano, 4To mopsl Ha rpaHuUIIe 3€pPEH CIMBAIOTCS B €IMHYIO MOBEPXHOCTH (ITOKa3aHa
3eyieHbIM). JlaHHbIe 00JIaCTM MpU CO3JaHUM HAHOKOMIIO3UTOB OYIyT 3arOJHEHBI

HanOoJIee TOJICTHIM CJIOEM BTOPOH (ha3bl.

r1opbl Ha
2paHuye 3epeH

Pucynok 72. Busyanuszamusi CKOIUICHHS TOp Ha TpPaHUIE 3€peH B IIJICHKE
PZT+60 mac. % Brij 76 ¢ mOMOIIbIO HCTIOIB30BAHMSI BHICOKOTO HAIPSKEHUSI HOHHOTO
nyudka B mipouecce OUII-POM nanotomorpadguu, B B ABYX paKypcax BCeX IMOp U

OT/ICJIbHO TPaHUIIbI 3€PEH
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4.3. KoMno3uThl Ha OCHOBE MOPHUCTHIX IJIEHOK

IIpoBeneHHbIN aHAIU3 CTPYKTYPHI ITIEHOK MeTogamu POM, IIOM u ®UII-POM
HaHOTOMOTpauK TMO3BONHMI BBIJICIUTh HECKOJBKO TIUICHOK, MEPCTICKTUBHBIX IS
CO3JaHMs Ha UX OCHOBE HAHOKOMIIO3UTOB. K 3THM 1ienkam otHocstes: PZT+PVP (6,6
mac. %), PZT+Brij 76 (30-60 mac. %). JlaHHble aHamW3a TPEXMEPHON CTPYKTYPBI
MJICHOK TIOKA3aJiv, YTO JaHHBIC IUICHKH MMEIOT CBS3HYIO CUCTEMY TIOp, YTO JOJIKHO
MO3BOJIUTh 3allOJTHUTHh JIaHHBIE ITUICHKA METOJOM AaTOMHO-CJIIOEBOTO OCAXKICHHS
(ALD), obecrieunBasi 1OCTyI Cpejibl B camble YJaJICHHBIE OT MOBEPXHOCTH YYaCTKH
nop. [loxyueHHble KOMIIO3UTHI UccienoBanu Meroaamu I119OM, a komno3ut ¢ Goiee
KPYITHBIM XapaKTepUCTHUECKUM paszmepoM (a3 PZT+PVP(6,6 mac. %)/TiO, (ALD)

ObLT Takxke BuzyaauzupoBaH metojiomM OUIT-POM nanoromorpaduu.

4.3.1. Komno3uTsl Ha OcHOBe IJIeHOK PZT ¢ no6aBiaenunem noporena PVP

Ha pucyHke 73 mpencrtaBieHa CTPYKTypa INONEPEYHOTO Cpe3a KOMIIO3ULUHU
PZT+PVP(6,6 mac. %)/TiO,. KoMmo3uT mpeactaBiseT co0o0it mopucTyto mieHky PZT
tonmuHoN 320-360 HM M CIIJIONTHOTO €O OKCHA TUTAHA HAa MMOBEPXHOCTH IIJICHKHU U
BHYTpH 1op. TomuHa cI0si OKCHIa TUTaHa cocTaBiseT 45-75 HM Ha TOBEPXHOCTH U
10-20 aM Ha CTeHKaX MOp, HE 3aMOJTHSS IO KOHIIA CEPEANHBI HEKOTOPBIX KPYIHBIX TOP.
OcTaHOBKa 3aI0JIHEHHUS], IO BCEH BUIMMOCTH, 00YCIIOBJIEHA 3aKyTOPUBAHUEM KaHAJIOB
IOp Ha MOBEPXHOCTH IUICHKH W/WJM B 0oJiee TOHKUX ydacTKax mop. JlefcTBuTenbHo,
Kak ObUIO OKA3aHO MPU aHAJIU3€e TpeXMEpHOU Mozienu 3To muenku PZT, pazmep nop
B cpeaHem coctarisieT 44—-110 HM, 1 MUHUMAIBHOE U3 JAHHOTO MHTEpBaIa 3HAUCHHE
pa3mepa OJIM3KO K yIBOCHHOU TouuHe ciiosi 110, BHYTpH TOD.

CornacHo JaHHBIM M300paXEHUN BBICOKOTO PAa3pelieHHs] U aHAIU3y KapTHH

AJIEKTPOHHON MU(PaKINK, OKCUJ] TUTaHA B JIAHHOM KOMIIO3UTE KPHUCTAIIU3YETCS C
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oOpazoBanueMm (asbl Opykura (mp.rp. Pbca). 3epHa OpykuTa OpUEeHTUPOBAHHO PACTYT

Ha PZT, rpanuna pasaena ¢ PZT mothas, 6e3 nop (Pucynok 74).

Pucynok 73. Ctpykrypa momepedHoro cpe3a tuieHku PZT+PVP(6,6 wmac.
%)/Ti0,: HAADF STEM wu3zo0paxkenue (a) u kapta pacrnpeaeneuus Ti u Pb (0)

L R // 7

Pucynok 74. CtpykTypa mnomnepedHoro cpesa mieHku PZT+PVP(6,6 wmac.

%)/TiO2: TemuonoasHOe [19M u3obpaxenue (a), BPOM-uzobpaxenue (0) u Pypne-
nudpakrorpamMmel ot ooactu T10; (B) u PZT (r). Mertka Ha @ypre -nudakrorpaMmax

COOTBETCBYET 5 HM™
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Ha pucynke 75 npencraBieHa TpexMmepHas CTPYKTypa  KOMIIO3UTa
PZT+PVP(6,6 mac. %)/TiO,. CoriacHo MOJY4YCHHON MoJeu, KOMIO3uT Ha 51,3%
cocrout u3 PZT u Ha 47,3% w3 6pykuta TiO2, a He3aMOJIHEHHBIC YYaCTKH COCTABJISIOT
Bcero 1,4% ot Bcero o0breMa KoMro3uta. J[aHHbIC TTyCTOTHI B CPETHEM UMEIOT pa3Mep

19-43 uM B COOTBETCTBHH C PA3MEPOM 3AIOTHIEMBIX TOP.

Pucynox 75. TpexmepHas Mojenu CTpyKTypbl kommno3uta PZT+PVP(6,6 mac.
%)/Ti0; (a). 'onyosiM noka3ana tienka PZT (0), opamxkeBbiM — T1O2 (B), 00p10BBIM

— He3anoJIHeHHbIC y4acTKu nop (T)

4.3.2. KoMmno3uthbl Ha ocHOBe IIeHOK PZT ¢ no6aBienueM noporexa Brij 76

Komnosut cocrout u3 mienku PZT ¢ nobasiaenuem noporena Brij 76 (30 mac.
%) Tommmuoi 450-500 HM, Ha MOBEPXHOCTH KOTOPOH HAOIIOAETCS CIUIONTHON CIION

OKCHJIa TUTaHa TOJMIMIMHON 15-25 HM, a Ha BHYTPEHHUX IIOBEPXHOCTSAX MOp —
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TOJMIMHON Bcero 5-7 HM (PucyHok 76). CoracHo TeMHOMONbHBIM (PrucyHOK 76T) 1
BPOM (PucyHok 77) u300pakeHUsIM, CJIOW OKCH/Ia TUTAHA Ha MIOBEPXHOCTH SIBJISETCS
KPUCTAUTMYECKUM, TOTJA KaK Ha BHYTPEHHUX IIOBEPXHOCTAX MOP OKCUJI TATAHA UMEET
amop(HOE CTpOoeHHWE, BBI3BAaHHOE, MO BCEH BUAMMOCTH, MAJIOW TOJIIUHON CIOS U
00pa3yromuMHCs HAPSDKEHUSIMU B TJICHKE U3-32 HECOOTBETCTBUA PZT 1 pa3inuuHbIX
noJIMMOPGHBIX MOAU(PUKAIMA OKCcHla TUTaHA. KpucTaimudeckas CTpyKTypa OKcuaa
TUTaHAa HE COOTBETCTBYET TUIMYHBIM TPUPOJHBIM (a3aM pyTuia, aHaTasza WM
Opykuta u Tpedyer OoJiee MOAPOOHBIX CTPYKTYPHBIX HccienoBanuid. Cioil okcuaa

TUTaHa Ha MOBCPXHOCTH COCTOUT M3 CTOJIOYATHIX 3CPCH.

PZT+TiO

KPHUCTAJIHYEeCKHH
TiO2

/

amopdubiii TiO2

Pucynok 76. Muxkpoctpyktypa kommno3uta PZT+Brij 76(30mac%)/TiO;:
HAADF STEM wu3o6paxenue (a), kapta pacnpenenenus Ti u Pb (6), CIT (8B) u TII (1)
[19M uzo0OpaxeHus
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amoppHbIi
Ti0O2

Pucynox 77. BPOM wusoOpaxenus (a, B) u Dypbe-nudpakrorpamMmbl OT
obmactelt kpucraumydeckoro (0) m amopdHOro (r) OKCHAa THUTaHAa B KOMITO3HTE

PZT+Brij 76(30mac%)/Ti0O,

Tak KaK TOJIIMHBI CIIOEB OKCHJIa TUTAHA CHJIBHO PA3HATCS HA TTOBEPXHOCTH H
BHYTPH TIOp, MO Bced BUAMMOCTU, MUKIBI ALD mocne 3akynmopku mop MmpUBOAST
TOJIBKO K OCQXICHHIO Ha TOBEPXHOCTH IUICHKHA. B CBS3M C 3THM, panydoHAIBHO
MPUMEHEHUE MEHBIIEr0 KOJIMYECTBA IIUKJIOB MPU CO3JaHUU KOMIO3UTOB. Tak, Obuia
noyiydeHa emié ojHa KOMIIO3WIIMOHHAs ITUIeHKa Ha ocHoBe PZT ¢ mobGamnenunem
noporeHna Brij 76 (30 mac. %), 3amoiHeHHass OKCHIOM TUTaHa. KOJIMYECTBO IMKIIOB,
MPUBOJISIIINX K 3aKYTIOPKE TOP, OMPEACIISIIH METOIOM aJICOPOLIMOHHOM MOPOMETPHUH C
WCITOJIb30BAaHUEM a30Ta B KA4eCTBE Ta3a-HOCUTENS M HW3OIMPOIMIOBOTO CIHUPTa B
KauecTBe azcopOata. [|mst amcopOIMOHHBIX METOJIOB BO3MOXHO W3MEPEHHE TOJIBKO
OTKPBITOHM MOPHUCTOCTH, TO €CTh TEX MOP, KOTOPBIC JOCTYIHBI s ajcopbara. Takum
o0pa3oMm, HyJieBoe 3HaueHue TmopucTocT Tmocie 300 IUKIOB 3amoJIHCHUS,
OTIpe/IeJICHHOM TAKUM METOJIOM, TOBOPHUT O MOJTHOM 3aKyMOPKE MOP B JAHHBIX TUICHKAX
[Al14].

Kak u B paccmarpuBaemoM panee komnosute ¢ 500 mukiIaMu 3amoiHEHHS,
nocie 300 qUKIIOB JJIs TUIEHKHU XapaKTEPHO HAJIMUME TOHKOTO CJIOS OKCHUIa TUTaHa Ha

MOBEPXHOCTH UIeHKH ¥ BHyTpH Top (Pucynox 78). ITopsl 3amosiHeHbl Kak BOJU3H
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noBepxHocTu mieHkU (Pucynok 780), Tak ¥ y TpaHHIIbI C JIATUHOBBIM 3JIEKTPOAOM
(PucyHok 78B), 4TO BO3MOYKHO TOJILKO MIPU CHCTEME TIOP BBICOKOM CBSA3HOCTH, KaK U
ObUTO TIOKa3aHO B 1.4.2.3.2 JJIA MOPUCTHIX IUICHOK ¢ moporeHoM Brij 76. Crnoii Ha
MOBEPXHOCTH MMeEET ToJuHy 11-17 HM, a ero Kpuctammyeckasi CTpyKTypa TaKxke
CHJIBHO HCKa)K€HA U HE COOTBETCTBYET THIIMYHBIM IPUPOJHBIM PAaBHOBECHBIM (ha3am
pyTwIiIa, aHata3a wiu Opykuta (pucyHok 790). BHyTpu nop cioit 6oiee TOHKHIA 1, KaK
U B IIpEIbIOyIIeM citydae, coctaBisieT 4-7 HM (Pucynok 796, B). Ha TeMHONOIBHBIX
U300paXEHUsIX BUAHO, YTO B HEKOTOPBIX OO0JACTAX BHYTPU IOP MPUCYTCTBYIOT
PaBHOOCHBIE 3€pHA OKCHJa THTaHA, OJHAKO B OOJBIIMHCTBE TMOP OKCHJA aMOp(HBIHI
(Pucynok 79a). PaBHOOCHBIC 3epHa HaOIIOAAIOTCS B 0OJee MIMPOKHUX KaHalax, Kak
IIpaBUJIO, PACHOJIOKEHHBIX HA TIpaHUmax 3epeH. lIpuunHON  HMCKakeHHs
KPUCTAJUIMYECKOW CTPYKTYpbl OKCHJA TUTaHAa HAa MOBEPXHOCTH IUIEHKH, MO BCEH
BUJIUMOCTH, SIBIIIETCS HECOOTBETCTBHUE I1apaMETPOB KPUCTALNIMYECKHUX PEIIETOK
pasnuYHBIX MONMUMOpP(HBIX Moaudukanuii oxcupa TtutaHa ¢ PZT. JlanHbie

HaIIPAKCHUA, BEPOATHO, IIPUBOIAT K HCKAKCHUIO PCIICTKHY B TOHKHX CJIOAX OKCHIA.

100 nm

Pucynox 78. Mukpoctpykrypa mienku PZT+Brij 76(30mac%)/TiO2 (300 cn):
ceemiononbHoe [IPOM wm3obpaxkenue (a) u kaptel pacmpenenenus Ti+Pb ot

BhIZIeTIeHHON A(0) u B(B) obnacteit
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Tak, ONHMCAaHHBIM BBIIE METOJOM MOXHO TOJYYUTh KOMIIO3UT C
KOHTPOJUPYEMON CTPYKTYpOMH, cocTosiuuil u3 matpuiibl PZT, ToHkoro amopdnoro
CJI0S OKCHJa TUTaHa U KPUCTAJUIMYECKOTO OKCH/IA TUTAHA HA MOBEPXHOCTH TUICHKHU U

Ha TPaHMIIAX 3EPEH.

(a) amop@. Ti-O
&Lt o o /

kpuct. Ti-O .
. -

.

Pucynok 79. Temuononsaoe [19M uzobpaxenne (a) u BPOM uzobpaxenus Ti-

O 6mu3ko k moBepxHocTH kommno3uta PZT+Brij 76(30mac%)/Ti-O (300 ci) (6) u
BHYTpPH NOPHI (B)

Hns  xommosuta PZT+Brij 76(30mac%)/TiO, (300 cm) oOHapykeHbI
ctarmoHapueie ¢pototoku. Ha pucynke 80 mpencraBiieHO CpaBHEHUE CBOMCTB JaHHOU
MJIEHKH, 0003HAYeHHOW Ha puUCyHKe Kak Brl, a Takxe MIEHOK ¢ MEHbBIINM
KoandecTBOM MukjoB 3anmojHeHus: Brlil — 100 muxmos, Brill — 200 mukios, u
MaTpUYHOM MIeHKH Oe3 3anoaHeHus — BriV. Buano, yTo craiioHapHbie TOKM CBS3aHBbI
C MPUCYTCTBUEM OKCHJIa THTaHA: 4eM OOJbIlIe Macca OKCHJA TUTaHa, TeM OOoJblle

BennurHa (otoToka (PucyHok 80a). B miieHkax ¢ mycThIMH MOpPaMH BCTPOECHHOTO
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1oJist He oOHapykeHo. [Ipu Mex30HHOM BO30YKIEHUU HOCUTEIIEH CTAIIHOHAPHBIA TOK
HAMHOT'O MEHBIIIE U3-3a UX CHIbHOW pekomOuHaiuu (PucyHok 800). Bo30yxneHue
HOCHUTEJIEW B KOPOTKO3aMKHYTBIX CTPYKTYpax C IMYCTHIMH IMOpPamMH KakK BUIUMbBIM
CBETOM [jIsi mpuMecHoro Bo30yxaeHus (Pucynox 80B), Tak m UV cBetom s
Mex30HHOTO BO30yxkJeHus (Pucynox 80r), BbI3bIBaeT BCIUIECK (OTOTOKA U
JNAJbHEUIIYI0 pElakCaluilo K HYyJIK0, 4YTO YKa3blBa€T HA OTCYTCTBHE B HHUX
CTAI[MOHAPHOTO (POTOTATHBAHMYECKOTO TOKA M BHYTPEHHETO TOJIs. TOKM M3MEpPEHBI

I TPEX COCTOSIHMH HpGI[B&pPITfDJILHOﬁ IMOJIAPHU3alINH.

(a) PZT+Brij+TiO, LED 2.7 eV, 457 nm 80
®)
Br IV: PZT+Brij

4
_____________..-——-—-—'—"""——3 LED 2.7 eV, 457 nm

A W“
200 | / 2 pre-poling, Iph (100s)
| 1+ depoled -8 pA
1 40 - 24— Pr,

0 bt

g

& i -7 pA
< 400f |/ /‘/ 3 : Sme=eby, 2P
P 7 . dep Iph (100s) £ \
£ 1+~ Brl, -320pA s 20
- .00} 4 2+ Brlil, 144 pA 1N
J 3-«—Bril, -62pA [ha2~2
M B ',
.' 4-+—Briv, 8pA 0 (e {‘s\"\. M
800} | R ae—
-1000 . . : : : 20 20 40 80 80 100
0 20 40 60 80 100
" Time, s
Time, s
(0) 0.25

Brij I: PZT+Brij +TiO,
0.0 preeen 2 : BrIV PZT+Brij (1)

/—’—"’"’—__— 0.20f ’ UV LED 4.59 eV, 270 nm

04 /——-*—“"“_'T ‘ pre-poling, Iph (100s)
015} '

1+ — depoled, 1 pA
< ¥/ | s
€ o8l | depiph, LED S [I 2 ol
£ £ 1+~ 2.7eV, 457 nm = 010} i} 3=-—+Pr, 25pA
s 2+ 495,270 nm s [
fil2
A2k 0.05} '.'_ A\
i
A6} 0.00 s ¥
0 20 40 60 80 100 v L L > -
) 0 20 40 60 80 100
Time, s
Time, s

Pucynok 80. ®otoranpBaHnYeCKUE TOKU, U3MEPEHHBIE B JIEMOJISIPU30BAHHOM
coctostHuU CTpYKTYp (a) Br I — Br IV ¢ pa3Hoii cTenensto 3anoaHenus mop $azoit TiO;
py BO30YKICHUH MPUMECHBIM cBeTOM | (0) B cTpykType Br I amsa npumecnoro (1) u
MEXK30HHOTO (2) BO3OYXKACHUS; W JUIS Pa3HBIX MPEIBAPUTEIILHBIX MOJSPU3ALNUN B
crpykrype Br IV ¢ mycteiMu mopamu B city4ae MpUMECHOTO (B) U MEX30HHOTO (T)

BO30YKJICHUSI HOCUTENEH
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3akJiroueHue mo riase 4

HccnenoBana MUKPOCTPYKTYpa HOPUCTHIX MIIEHOK PZT, moTy4eHHBIX 3071b-T€Ih
MeTo oM Ha moaaokkax Si—SiO,—TiO,—Pt, npu 1o0aBiIeHNN pa3IMYHbIX ITOPOTCHOB:
PVP ¢ monekynsapuoit maccoit 360 000, KOTOpBII 4acTO MCHOJIB3YETCS MIPU CUHTE3E
NOpUCThIX TUIEHOK PZT, a Takke MOBEPXHOCTHO-aKTUBHBIX BEIIECTB HAa OCHOBE
corrosimmMepa Brij ¢ pasHoit mosiekysipHor maccoit (711 s Brij 76 u 362 mia Brij 30),
BIIEPBBIC MCIOJIb3YEMbIX B CHHTE3€ MOPUCTHIX IIIeHOK PZT.

[19M wuccrnenoBanus MOKa3ald 3HAUUTEIbHBIE CTPYKTYPHbBIC Pa3INUUsl TUICHOK.
[Inenku ¢ nobGasnenueM PVP nemMoHCTpupyeT cToa04aTyro 3€pEeHHYIO0 CTPYKTYPY C
KPYIHBIMH TI€pOBCKUTHBIMU 3epHamMu (0,5-2 MKM) U BBICOKO W3BUIUCTHIMU
IpaHUIIAMH 3€PEH, YTO HEOOBIYHO JUIS IUIOTHBIX MIIEHKOK PZT, 0OBIYHO MMEIONUX
pazmep 80-200 HM U BepTUKaAJIbHBIEC TpaHUIGI. [I1eHKHU ¢ J0OaBIeHHEM TOpOreHa TUIa
Brij taxke xapakrepusyrorcs (HOPMHUPOBAHMEM HEOOBIKHOBEHHO KPYITHBIX 3€pEH,
pa3Mep KOTOPBIX, OJHAKO, CBSI3aH C MOJICKYJSIPHON MacCOi MOPOTEHA: IS TUICHOK C
Brij 30 pa3smep 3epen coctariser 280-580 um, a as mwieHok ¢ Brij 76 1,5-3,9 Mkm.
@opMUpPOBAHUE TaKOM KPYIHO3EPHU3CTOW CTPYKTYpPbI, a TaKXe HW3BUWIHCTBIX U
HAKJIOHHBIX TPAHUIl 3€pEH MOXKET OBbITh CBS3aHO C JIOKAIBHBIMU TPETSATCTBUSIMH B
BUJIE TIOP ¥ BO3MOXHBIX yTJEPOJHBIX OCTAaTKOB JUJII MAacCONEpeHoca, a
COOTBETCTBCHHO M HYKJICAIIMHM M POCTAa KPUCTALINYECKOH (as3pl. Pazmmume paszmepa
3epeH B IUICHKAxX ¢ nobamieHueM Brij 76 u Brij 30 cBsi3aHO ¢ MEHBITUM pa3MepOM H
MoJIeKysipHoii Maccoit Brij 30, uto mpuBoguT kK 0Oojee caaboMy BIHSHHIO Ha
3apOKJICHHUE 3EPCH.

Pacnpenenenne mop B oObeme I1uieHOK ¢ pgobOanenmeM 1 mac. %. PVP
HEOJHOPOJIHO: OHM 00pa3yIOTCs MPEUMYIIECTBEHHO Ha TpaHHIaX pasjeia CIOeB B
MPOIIECCE MHOTOCIIOMHOTO OcaKaeHUs. [1opbl BRITSHYTHI BJOJIb TOBEPXHOCTH TIICHKA
MO/ ICUCTBUEM ILEHTPOCTPEMUTEIBHBIX CHJI, IEHCTBYIOMIMX Ha IJICHKY B MPOIIECCe
OCXJIEHUS METOJIOM HeHTpudyrupoBanus, u gocturaroT 100 aM B q1uHy. Beicokas

koHueHnTpaus PVP (6,6 mac. %) npuBoauT k emi€ 00JbplIeMy UCKPUBIICHUIO TPAaHULL



175

3epeH, HapYILIECHUIO CIIOMCTOCTH CTPYKTYPBI U HEOJHOpPOAHOMY paszmepy nop (10-110
HM).

[Tnenku ¢ Brij neMoHCTpupyIOT 00JIee OAHOPOJIHYIO ME30IIOPUCTYIO CTPYKTYPY
C MEJKMMHU KaHaJI000pa3HbIMH MOpaMH, 0OPa30BaHHBIMU B PE3yJIbTaTe CaMOCOOPKHU
MOBEPXHOCTHO-aKTUBHOIO BemlecTBa. B oTimume oT mieHok Ha ocHoBe PVP, B
TUIEHKaX Ha OCHOBE Brij 76 pa3mep mop npakTHYeCKy HE H3MEHSETCS C YBEIHUECHHEM
coAepKaHhsl moporeHa. Pasmep mnop KOpPpenupyeT C MOJIEKYJAPHOW Maccou
MOBEPXHOCTHO-aKTUBHOTO BeriecTBa: Brij 76 maet pasmep mop 20-27 HM, TorJa Kak
Brij 30 naet pasmep mop 10—19 HM. DT 1HaMeTpPBI TOP HAMHOTO OOJIBIIIE, YeM OOBITHO
Ha0JII01aeMble B MOPUCTHIX CUIIMKATHBIX ITJICHKAX (MMPUMEPHO 2—5 HM), a TakkKe, Kak
MOKa3aHo B JaHHOW pabote, MOpUCTHIX TieHKax PZT no kpucrammzanuu. [lopsl B
IIeHKax ¢ Brij 76 pacmnpeaeneHbl B OCHOBHOM PaBHOMEPHO, OJTHAKO OOHApPYKEHO
MPEANOYTUTENBHOE PACIIONIOKEHUE Ha TpaHUIaX paszjelia MEXIy HaHECEHHBIMU
CIHOSIMH, KOTOPOE€ KOJIMYECTBEHHO MpoaHaIn3upoBaHo wMerogom OUII-POM
HaHOTOMOTpaduu. VYBenuyeHue pa3mMepa TOp B HTOrOBBIX IUIEHKaX U HX
3aKOHOMEPHOE pPACTIPE/ICIICHHE B BEPXHEW M HIKHEW YacTU KaXKJOTO CJIOfA, & TAKKe
CKOIUIEHHME Ha TPaHULAX 3€pEH CBA3aHO C MX MUrpaluell moja JercTBUEM (PpoHTa
KPUCTAJUTM3AIMH TUICHOK M YaCTUYHBIM 3aII0JIHEHUEM TOP paCTBOPOM MPEKYPCOPOB B
paMKax MHOIOCIIOMHOro HaHeceHus. Tak kak Temneparypa pasnoxenus PVP
COBIIAJIa€T ¢ UHTEPBAIOM KpucTaum3auuu PZT, s NeHOK ¢ JJaHHBIM MMOPOTEHOM
OKHJIA€TCS MEHbINIEE BIMSIHUE KPUCTALIU3AIMKM HA CTPYKTYpy Mop, Tak kak PVP,
YACTUYHO COJIEpKALIUKCS B MOpax MpH KPUCTAUIM3ALUM, MOXET 3allMINATh UX OT
paspylieHuss W ariiomepanuu. J[aHHoe MpeArnoyiokeHne OOBICHSIET OTCYTCTBUE B
mieHkax ¢ PVP ckomieHusi mop Ha TrpaHUIAX 3€pEeH W 3HAYUTEIBHO MEHbIIEEe
TpedyemMoe KOJIMYeCTBO MoporeHa s ux noiaydenus (1-6,6 mac.% PVP npotus 30-
60 mac.% Brij). Hao6opot, Huskas temmepartypa ropenus Brij (250°C-350°C) u
HU3Kash pa3MEpHOCTh OPraHUYECKOro Kapkaca JelaeT MOPUCTYI0 CTPYKTYpY MEHee
YCTOMYMBOM K YIJIOTHEHUIO BO BPEMSI OCAXKCHUS M KPUCTATITU3AIINH.

HecmoTpss Ha mopucTyl0 CTPYKTypy IUICHOK, BCE€ IUICHKA 00JagaroT

CErHETORIEKTPUUECKUMHU CBOMCTBAMU: IUJIEHKH JEMOHCTPUPYIOT MOJSPU3ALMOHHBIN
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rucrepesuc P(E) u 3HaueHuss ocrtaTouHoi mosgpusamuu (14-35 mxKin/cm?),
XapakTepHble s 1ieHoK PZT. boiee BbICOKHME 3HAYEHUS MOJISIpU3AIUMN IS
HekoTophix 00pasios (30% Brij 30, 60% Brij 30 u 6,6% PVP) u uckaxeHue nerenib
TUCTEPE3UCa MOTYT OBITh CBSI3aHBI C MTOBHINICHHBIM TOKOM yTEUKH. JlM3IeKTpryecKas
MPOHUIIAEMOCTD IJICHOK YMEHBIIIAETCS C YBETUYECHUEM TTOPUCTOCTH.

Takum oOpazom, 0JIOK-cormomMepsl THITa Brij MOTyT OBITH MCIIOJIB30BAHBI IS
noiyyeHus: IieHok PZT ¢ paBHOMEpPHO paclpeleieHHbIMH ME30M0paMH U
CTOJIOUATON MEPOBCKUTHOM CTPYKTYpoH. I3-3a GoJibIlIel TOIIMHBI TUICHKU U 0oJee
HU3KOW JMAJICKTPUUECKON MPOHMUIIAEMOCTH IO CPAaBHEHUIO C IUIOTHBIMH IICHKAMHU
PZT 5Tu nieHKH MMEIOT MOTEHIMAIbHOE MPUMEHEHHUE B DIJIEKTPOHUKE, BKIHOYAs
MOMC, nuposneKTpUIeCcKue JaTUUKH, TaTYNKU ra3a U KOMIIO3UTHBIE CTPYKTYPBHI.

AHanmm3 TpexMepHOU CTPYKTypbl TieHok PZT ¢ noGasnennem PVP u Brij 76
TaK)Ke MOKa3all MX BO3MOXXHOE MPUMEHEHHE B KaueCTBE MAaTPUI] KOMITIO3UIIMOHHBIX
IUICHOK, 3amoiasgeMbix T1-O meromom ALD. IlpoBeneHa oneHka o0MIeH MOPUCTOCTH,
pealbHOTO pa3Mmepa IMop U uxX cBs3HOCTH. I[lnmenku ¢ mobamiaeHuem 6,6 mac.% PVP
UMEIOT U3BUJIMCTYIO KOPAJUIONOJ0OHYIO CTPYKTYpPY € MOpUCTOCThIO 48%, pazMepoM
nop 44-110 uM u yaensHol muomansio nosepxnoct 0,01321 am?/mm. s Brij 76
oOmasi mopuctocth coctamisier 23,3%, pasmep mop — 21-33 HM, a U ynaenbHas
nnomans nosepxuoctu 0,03747 um?/mme. OueHka CBA3HOCTH MOP B IUIeHKe ¢ Brij 76
mokasaja, 4TO TOPHUCTas CHCTEMa SIBJISETCS BBICOKOCBSI3HOM, CTENEHb CBSI3HOCTH
cocrapset 0,75. JlaHHbIE TIJICHKH IMOAXOAT JJIs 3aroaHeHus metogom ALD.

[Tomyuennbie koMro3uTel PZT-TiO, UMEIOT paBHOMEpPHOE 3alOJIHEHUE BCEX
MOp B IJIGHKaX BIUIOTH J0 OJIOKKHU. B ciydae ucnons3oanus noporena PVP, 6omee
TOJICTBIE CJIOM OKCHJa TUTaHa B (pase Opykuta chopMupoBaHbl Kak BHYTPH, TaK U HA
MOBEPXHOCTH TUICHOK. Hes3amomHeHHBIE IyCTOTHI B IIEHTpPax TOp CBS3aHBI C
3aKyTMOPUBAHUEM KAaHAJIOB B TPOIECCE OCAKICHUS, HO MX KOJUYECTBO COCTABIISCT
Bcero 1,4% ot oObema komro3uTa. B ciydae mcnosb3oBanus ieHku ¢ Brij 76, Ha
CTEHKax 1mop GopMHUPYIOTCS OoJiee TOHKHUE CJIOU OKCHAa TUTaHa TOJIIMHON Bcero 4-7
HM, KOTOPBIE€ B CBSI3U CO CTPYKTYPHBIMH HECOOTBETCTBUSIMU MATEPUATIOB OCTAIOTCS

aMmopdHbIMU. JlaHHbIE KOMITO3UTHI 00J1a7aI0T (POTOBOJIBTAMYECKUMH CBONCTBAMU.
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BoiBOABI

1)  Meronamu [19M, POM, AIEKTPOHHOMN mudpakiuu,
sHeproaucnepcuonHoro  ananuza, OUII-POM  nHanoTOMOrpaguu  u3y4yeHbI
3akoHomepHoCcTH (hopmupoBarus cinoeB LNO u PZT-LNO nHa momtoxkax SiO»-Si,
nopucTeiX TIeHoK PZT, cdopmupoBanHeix wmetomoM CSD mnpu poOapineHun
noporenoB PVP u Brij ¢ pa3noit monekymsipaoit maccoii (711 nust Brij 76 u 362 ans
Brij 30), a rtaxke kommo3utoB PZT/Ti-O, monydeHHBIX 3alOJHEHUEM MOPHUCTHIX
wieHok metosiom ALD.

2) [ToxazaHo, 9TO 3Tam BBICOKOTEMIEpaTypHOU cymku B TieHKax LNO-
SiO,-Si mpUBOAWT K CHJIBHOMY XHMHYECKOMY M (Da30BOMY pacCIOCHHUIO H3-3a
B3aMMOJICUCTBUS IUICHOK C OKpyXaromeid cpefoil. Fcmonb3oBaHue TOJBKO
HU3KkoTemiieparypHoii cymku (T=200°C) mo3BossieT n30ekaTh pacCIOCHHUS.

3)  VYcCTaHOBIIEHO, YTO BpeMs OTKHMra Ka)JIOTO CJIOS MMEET KIHYeBOE
3HaYeHUe B (OPMUPOBAHUU CTOJOYATOM CTPYKTYyphl 3epeH. I[lokazaHo, 4TO
cronouareie 3epHa LNO MoryT ObITH MOJy4YEHBI C HCIIOJIB30BAHUEM CIEAYIOIIEH
TEpPMUYECKON 00paboTKU: HU3KoTemmeparypHas cymka (T=200°C) kaxmoro cios B
TEYEHHUE YETBIPEX MUHYT; OTKUT Kaxaoro cios npu T=650°C B teuenune 10 MuHyT;
JOTIOTHUTENBHBIA TOMOTCHU3UPYIOMIMN OTKUT TIOC/IE HAHECEHUs BCEX CJIOECB B
TeueHne 30 MUHYT.

4) BrniepBrie moka3ano, 4yto Mmexaan3Mm kpuctamiunsannn LNO Ha moamoskkax
Si-SiO, uMeeT TOMOTeHHBIH XapakTep 3apoxaeHus 3epeH ¢aspl LaNiOz (mp.rp.
ngm) C MoCJIeNyIONeN cranue pekpuctamzanuu. [Ipeobnananue roMoreHHoON
HYKJICAI[uu Jake B MHOTOCJIOMHOM IPOIIECCE CBA3AHO ¢ OOHAPY)KEHHBIMHU B padoTe
GIyKTyalsiMi  XHUMHAYECKOTO COCTaBa IUICHOK Ha TOBEPXHOCTH CJIOCB H3-3a
B3aumoericteust LNO ¢ atmocdepoii.

5)  Iloka3aHo, 4To pa3mep 3epeH B MOPUCTHIX MIeHKaX PZT 3naunTeabHO (OT

4 no 20 pa3 B 3aBHCHMMOCTH OT IMOPOreHa) MPEBBIIAET pa3Mep 3€peH B IJIOTHBIX
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wieHkax PZT. ®opmupoBaHHe TakoW CTPYKTYpbl M H3BUJIMCTBIX TPaHHULl 3€pEH
CBS3aHO C BO3JICVICTBHUEM MOP U YTIIEPOJHBIX OCTATKOB HAa HYKJIEALIUIO U POCT 3€PEH.

6) HUccnenoBaHa  BO3MOXHOCTH  IpuMeHeHuss Metomga  OUIT-POM
HanoToMorpaduu s 3D xapakTepusanuu TaKuX CIOKHBIX 00BEKTOB, KaK ITOPUCTHIC
CErHETORIEKTPUUECKHUE IUIEHKH C pa3MepoM mop oT 20 HM. YCTaHOBIIEHO, YTO
ONTUMAJIbHBIMU MTapaMeTpamMu MOHHOTO My4dka ABisitoTcss U=22kB, 1~6,6n1A. /laHHbIe
napaMeTpbl pe3aHnst 00BEKTa HCKITI0YAIOT apTedaKThl (TepenbUIeHre, HEPaBHOMEPHOE
TpaBieHue). CKOIUICHUS TOp Ha TpaHULAX 3€peH CIEIyeT BU3YaJIU3UpOBaTh NpPU
HanpsbkeHun U=30xB.

7)  IlpoBemeHa oreHKa OOIIEH MOPHUCTOCTH, PEaJbHOIO pasMmepa Iop, HX
pacopeneiaeHusi U CBSA3HOCTM  MOPUCTHIX  IIEHOK  merogoM  OUIT-POM
HaHoTtomorpaduu. [lnenku ¢ nob6asnenuem 6,6 mac. % PVP umeror nopucrocts 48%,
pasmep nop: 44—110 HM u yaenpHyI0 miomans nosepxnocta 0,01321 am?/uam®. s
Brij 76 o6mas mopuctocth coctaBisieT 23,3%, pazmep mop — 21-33 HM, a 1 yaenbHas
momaap nosepxHoctu 0,03747. Crenenb cBsizHoctu miisg Brij 76 cocrabiser 0,75.
VYBenuueHnue paszMepa Mop B IUICHKaX ¢ JgobOaBieHreM Brij U uxX 3aKOHOMEpHOE
pacripe/ieJieHue CBSI3aHO C MHOTOCJIOMHBIM HaHECEHHEM M JIBI)KeHueM (poHTa
KpUcTaJn3anuu. JlaHHbIe TJIEHKU NOAXOAAT AJiA 3arnoiaHeHus MetoaoM ALD.

8)  Ilokasano, yTo npu co3manuu kommo3utoB PZT+PVP(6,6 mac. %)/TiO, u
PZT+Brij 76(30 mac. %)/ TiO, myTeM 3amoJIHEHHUS MOP OKCHJIOM THUTaHa METOJIOM
ALD na6monaeTcsi paBHOMEpPHOE 3aroJHEHUE BCEX MOP B TUICHKAX ¢ 00pa30BaHUEM
cioeB ToimHoi 10-20 uM (moporer PVP), 5-7 uM (moporen Brij 76) Ha cTreHkax mop
u 17-75 BHM Ha NOBEpPXHOCTH IUICHOK. OIHOPOIHOE 3arojaHeHHe OOYCIOBICHO
BBICOKOM CBSI3HOCTBIO TIOp, OOHapy>KeHHOW MeTtojgoMm TpexmepHoit OUII-POM
HaHoTOMOTrpaduu.  JlaHHBIE  KOMIO3UTHI ~ OOJAAalOT  (POTOBOJBTAMYECKUMHU

CBOWCTBaMH, BEJIMYMHA KOTOPOT'O 3aBUCHUT OT KosmuecTsa T10,.
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Cnmcok cokpaneHuii ¥ yCJI0BHBIX 0003HaYeHU I

BPOM — npocBeunBaronias 3J1eKTpOHHAsT MUKPOCKOIUSI BBICOKOTO pa3pelieHus

UK — undpakpacHoe uznyueHue

MOTI" — MmopdoTpornHas pazoBasi TpaHUIIA

MOMC — MUKPOIJIEKTPOMEXaHUYECKAs] CHCTEMa

[TPOM — npocBeunBaromas pacTpoBas 3JIEKTPOHHAST MUKPOCKOIHS

[ISM — m§pocBeuMBarOIIas JJIEKTPOHHAsT MHKPOCKONMS, IPOCBEUYHMBAOIIMIMA
ANEKTPOHHBIN MUKPOCKOM

1190 — monu THIIEHOKCH T

POM — pactpoBas 3JIeKTpOHHAsI MUKPOCKOIHUS, PACTPOBBIN 3JIEKTPOHHBIA MUKPOCKOIT
CII (u306paskeHue) — CBETIIONOIbHOE (M300paKeHHE)

TO - TepmooOpadboTKa

TII (u300paxeHue) — TEeMHOMOJIbHOE (M300paxKeHue)

OUIT-POM  (manotomorpadus) —  HaHOTOMOrpaduss C  HCIOJIb30BaHUEM
(OKyCHUpPOBAaHHOTO MOHHOT'O MMy4YKa B PACTPOBOM 3JIEKTPOHHO-MOHHOM MHKPOCKOIIE
OUII — choxycupoBaHHBIN HOHHBIN MTyYOK

Brij 30 — mOaMATHICHIIIMKOJIb JOACIIMIIOBBIH d(hUp

Brij 76 — nonmmokcustriiex (10) creapuioBslii a¢up

CSD — xumudeckoe ocakJieHIE U3 paCTBOPOB

EDX — sHeproaucnepcruoHHas pEeHTT€HOBCKAasi CIEKTPOCKOMHS

EISA — evaporation induced self-assembly — npormecc camocOopku, BbI3BaHHOM
UCIIapeHUEM

FRAM — cerHeTosnekTpuuecKoe 3alOMUHAIONIEE YCTPOMCTBO C MPOU3BOJIBHBIM
JOCTYIIOM

GIS — razoBast HHXEKIIMOHHAs CUCTEMa

HAADF STEM - mnpocBeumBaromias pacTpoBasi AJIEKTPOHHAsT MHUKPOCKOMHS C

IMUPOKOYTIOBBIM ACTCKTOPOM TEMHOTI'O I1IOJIA

LAO - LaAIlO;
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LNO — aukenat nmantana LaNiO3

LSAT - (LaAlIO3)03(Sr2AlTa0s)o7

Pe — nepoBckuTHas daza PZT

PLD — uMmnynbsCcHOE J1a3epHOE HAbLIEHUE

PVP — noMBUHUITUPPOIHIOH

Py — mupoxiiopnas ¢aza PZT

PZT - nuupxoHaT-TUTaHaT CBHHIA, Pb(ZrkTi1.4)O3
STO - SrTiO3
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