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nUpKoHAT TUTaHaThl, PZT >Kyka KaObIKIIagapbl WMITYJIbCTI Ja3epii KOHABIPY
omiciMeH anbiaabl Ni Teceniminae, Tocenim oamemi 10x10mmM.

Anpiaran kyka PZT kaOblkimanapabiH O€TTepiH aTOMJIBIK KYIITIK MUKPOCKOIHUS
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AHHOTAIUA

Junnomuas pabora coctout wu3 39 crpanun, 26 pucyHkos, 21
WCIIOJIb30BAaHHBIX HCTOYHUKOB JIUTEPAaTyphl, paboTa COCTOMT W3 BBEIACHUS U
YeThIpeX IJ1aB.

OOBEKT HUCCIIEeNOBAHMS: YCTAaHOBKAa HMMITYJIbCHOTO JIA3€PHOTO OCAKJICHUS
(PLD) u tonkue mienku Pb (Z1y 5, Tiy4g) O3 (PZT).

Lenp pa®OTBI: METOAOM HMMITYJIBCHOTO JIA3EPHOTO OCAKICHHS MOJIy4YCHUE
ToHKHe TuieHku PZT pana ¢QorokaTaluTHdecKoe pacllelUieHHe BOABI IS
MIPOM3BOICTBA BOJOPOA

AKTYyaJgbHOCTB PabOThl. JHEPTETUUECKUN KPU3HC SIBISETCS OAHONU U3 CaMbIX
BOXHBIX TpoOjeM coBpeMeHHoro obmectBo B XXI Beke. Iloatomy
pacMaTpuBalOTCs aJbTEPHATUBHBIE MCTOYHUKHU DHEPTUU HAMPUMEDP BOJOPO.
HeiHenHuii mHTEpEC K UCMOIB30BaHUIO BOJOPOA, KaK HOBOTO M YUCTOTO TOIUIMBA
JUISL  DTEKTPU(GUKAIIMN  CTAHOBUTHCS MOIIHBIM TOJYKOM JIJII TIOMCKAa HOBBIX
CIIOCOOOB €ro MPOU3BOJICTBA M3 TIIABHOTO MCTOYHMKA - BONbl. OAMHUM M3 HHUX
aBisgeTcsl (OTOKATAIUTUYECKOE PACIICINIEHUE BOJIBI JIJIsi TPOU3BOACTBA BOAOPOIa
C UCIOJb30BaHUEM (POTOPEPPOINEKTPUKOB, HAMPUMEpP TOHKHE TUIeHKu PZT.
Kepamuueckuii marepuan mupkoHara-tutanata cBUHIA (Pb (Zry5,Tig4g) O3),
oOnamaer KPUCTAJNIMYECKYIO CTPYKTYPY MIEPOBCKUTA. SIBnsieThes
CETHETOAJIEKTPUKOM, OO0JaJat0T BBICOKOW YYBCTBUTEIBHOCTHIO (DOTOOTKIIMKA B
BUJIMMOM  CHEKTpe. MeTOJ0M HMIYJIbCHOTO JIA3€PHOTO OCAXKJCHUS ObUIN
OCaKIE€HbI TOHKHWE IUICHKU HupKoHara-tuTaHata cBuHia (PZT) na Ni mommoxky
pazmepom 10x10mm. TToBepxHOCTH TOHKHMX TUIEHOK PZT momydeHHBIX 00pasiioB
OBLIIM MUCCJIEIOBAHbI C TTOMOIIbIO ATOMHO-CHUJIOBOM MUKPOCKOTIMH ¥ CKAaHUPYIOIITUM
AJNIEKTPOHHBIM ~ MUKpPOCKONOM. CTpPYKTYpy ©  CBOMCTBO TOHKHX IUICHOK
ncciaeqoBaiay ¢ nomoiso XRD.



ABSTRACT

Thesis consists of 4 chapters, 39 pages, includes 26 figures, 21 used
literature sources.

Research object: installation of pulsed laser deposition (PLD) and thin films
of Pb (Z79.52Tip.48) O3 (PZT).

Project aim: pulsed laser deposition method to obtain thin PZT films for
photocatalytic water splitting for hydrogen production

Actuality of the work. The energy crisis is one of the most important
problems of modern society in the XXI century. Therefore, alternative energy
sources are considered, for example hydrogen. The current interest in the use of
hydrogen as a new and clean fuel for electrification is becoming a powerful
impetus for the search for new ways of its production from the main source -
water. One of them is the photocatalytic splitting of water for hydrogen production
using ferroelectric PZT films. Ceramic material of lead zirconate titanate (Pb
(Zry52Tip 4g) O3), has a perovskite crystal structure. It is a ferroelectric, has a high
sensitivity of photoresponse in the visible spectrum. Method Pulsed laser
deposition deposited thin films of lead zirconate titanate (PZT) on a Ni substrate
with a size of 10x10 mm. The surfaces of thin PZT films of the obtained samples
were examined using atomic force microscopy and a scanning electron
microscope. The structure and property of thin films were investigated using XRD.
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BBEJAEHUE

DHEpPreTUYeCKui KPU3HC SBISIETCS OJHOM M3 CaMbIX BAXXHBIX MNpoOJIEM
coBpemerHoro oomiecTBo B XXI| Beke. MccnenoBanus B 3T0i 00J1aCTH B OCHOBHOM
COCPEJIOTOYEHbl Ha  pa3pabOTKEe HEJOPOTMX U  JKOJOTMYECKH  YHCTBIX
BO30OOHOBJISIEMBIX ~ MCTOYHUKOB  JHEpruu. EcCTh  HECKONBKO  JOCTYIHBIX
BO30OHOBJISIEMBIX PECYPCOB, B TOM YHUCJE BOJIOPOJ, COJTHEUHBIH CBET, BETEp U
reoTepMajibHOE TEIUIO, KOTOPOE€ OTHOCUTEIBHO Oe3omacHee M 4uie 0e3
3arpsi3HEHHUs] W PEMOHTOINPUTOJHBI IO CPaBHEHUIO C HCKOMAeMOE TOILUIUBO,
BpeIHOE [JIsi OKpYy»Karomied cpeabl. HbIHemHMit MHTEpec K MCHOJIb30BAHUIO
BOJOPO/Ia, KaK HOBOT'O M YHUCTOrO TOIUIMBA JJISl JEKTPU(DHUKALUU CTAHOBHUTHCS
MOIIIHBIM TOJYKOM JJIsl TIOMCKA HOBBIX CIIOCOOOB €ro MpPOM3BOJCTBA M3 IJIABHOTO
UCTOYHHUKA - BOAbl. OIMM M3 3TUX CHOCOOOB SBIAECTCA (POTOKATAIU3 BOBIL.
doTokaranu3 BOAbI — 3TO PA3JIOKEHHE BOJBI C BBIJACJICHHEM BOAOPOJA IPHU
OCBEIICHUH BOJHOW CYCIEH3MM KaTajau3aTropa, BUAMMBIM CBETOM, B TOM YHCIE U
comHeuHbIM. Kartanuzatopamu nans  Qorokaranuza BOJIbI Ha JaHHOM JTarle
SBJIIOTCS CJIOKHBIE, MHOTOKOMITOHEHTHBIE OKCUIHBIE MaTepuaibl. TeM HE MEHee,
UMEETCsl elle OJUH Ki1acc (POTOAKTUBHBIX BEIIECTB YCTOMYMBBIX B BOJHOU cperne,
(oTOKaTaIMTUYECKUE CBOMCTBA KOTOPBIX €Il€ HE ObLIN MOJIHOCTHIO U3YUEHBI - 3TO
dorodepposniekTpuku. Mcnonb30BamuM  TOHKHE IUIEHKH  (EeppOdJIEKTPUKOB
nupkoHata-tutanata cBuHna Pb(Ti, Zr) O3, PZT ¢ mepoBCKUTHON TEKCTYpPOH.
ToHKHE IJICHKH TOyYald METOJIOM HMITYJIbCHOTO J1azepHoro ocaxacuus (PLD).

Jlazepa ObL1 BriepBbie npojeMoHcTpupoBaH B 1960 roay[1]. C Tex mop oH
NpEeBpaTHIICA B MOUIHBIM MHCTPYMEHT BO MHOTHMX MPHIOKEHHUSIX. ITO OCOOEHHO
MoJIE3HO Tpu 00paboTke MarepuasnoB. Jlazep oGnagaeT MHOTMMH YHUKaJIbHBIMU
CBOMCTBAMH, TaKMMU KaK Yy3Kas I0JIOCA YacCTOT, KOIE€PEHTHOCTb M BBICOKAS
IUIOTHOCTh MOLIHOCTU. YacTo CBETOBOW Jiyd AOCTATOYHO HMHTEHCHUBEH, UYTOOBI
UCIIApATh CaMble TBEpPAbIE M CaMble >KapoCToWkue Marepuansl. Kpome Toro,
Onmarogapss CBOEH BBICOKOM TOYHOCTH, HAAECKHOCTHM M MPOCTPAHCTBEHHOMY
pa3peleHuIo, OH HIMPOKO HCHOJb3yeTCsl B IMPOMBIIUIEHHOCTH 11 00paboTKU
TOHKUX TUICHOK, MOJU(HUKAIUA MaTEepPHaIOB, TEPMOOOPAOOTKH TMOBEPXHOCTU
matepuanoB. [loMUMO 3TOro, MHOTOKOMIIOHEHTHBIE MAaTEpHUaNIbl MOTYT OBITh
yIaJIEHbl 1 HAHECEHbI HA MOJIJIOKKHU ¢ 00pa30BaHUEM CTEXMOMETPUUYECKUX TOHKHX
MJICHOK.

NMnynbCHBIM J1a3epHbIA Jyd (POKycHpyeTcsi Ha TMOBEPXHOCTH TBEPIOM
mumieHd. CHIIbHOE TIOTJIOIIEHUE AJIEKTPOMATHUTHOTO M3JIYYEHHS] TBEPIOH
MOBEPXHOCTHIO MPUBOJUT K OBICTPOMY MCHAPEHHIO MAaTEPUAIOB MHILIEHHU.
HcnapeHHbpie MaTepuaibl COCTOAT U3 BBICOKO BO30YKIEHHBIX U MOHU3UPOBAHHBIX
YacTHII.

B metonme PLD Bo Bpems mporiecca HE0OX0IUMO KOHTPOJIUPOBATH TOJIBKO
HECKOJIbKO IMapaMeTpOB, TaKUX KaK IUIOTHOCTh JHEPTUM Ja3epa M 4YacroTa
NOBTOPEHHUS UMITYJIbCOB. Muiienu, ucnoiyibdyemsle B PLD, manbl no cpaBHeHuHIo ¢
OONBPIIMMHU  pa3MepaMy, HEOOXOAUMBIMHU JUIsl JPYIMX METOJIOB OCAKICHUS.



MHorocolHbIe MIEHKU U3 Pa3INYHbIX MaTEPUATIOB IOBOJIBHO JIETKO MPOU3BOIUTH
NocCJIeIOBaTeIbHOM a0suel pa3nuuHblx MunieHeil. Kpome Toro, KOHTpoupys
KOJIMYECTBO UMITYJIbCOB, MOKHO JIOOMTHCS TOYHOTO KOHTPOJISI TOJIIUHBI MJICHKU
BILJIOTH JIO aTOMHOTO MOHOcJ0s. Haubonee BaxkHoit ocobennocteio PLD siBnsiercs
TO, YTO CTEXUOMETPHSI MUILIEHU MOKET COXPAHITHCS B HAHECEHHBIX IJICHKaX. JTO
SBIJIIETCSI PE3YJIbTATOM YPE3BBIUAMHO BBICOKOM CKOPOCTH HarpeBa MOBEPXHOCTU
mumeHu (K/c) u3-3a UMIyJIbCHOTO J1a3€pHOTO M3IY4YEHUs. DTO TPUBOAUT K
VCIIAPEHUIO0 MUIIEHU HE3aBUCUMO OT TOUYKH UCHAPEHMS COCTABIIIOIINX 3JIEMEHTOB
WA COCIMHEHWM MHUIIEHH. A M3-32 BBICOKOM CKOPOCTHM HAarpeBa MaTepUaliOB
Ja3epHOE OCAXJICHUE KPUCTAJUIMYECKON TUICHKU TpeOyeT ropasao Oojee HU3KOU
TEeMIEPATypPhl MOJI0KKH, YEM JIPYTrUe METO bl BhIpAIIUBAHUS TUICHKHU[2 .
EcrectBenno, y PLD ecTp HEKOTOpBIE HEJOCTATKU B MCIIOJIB30BAaHUN 3TOTO
MeToaa ocaxaeHus. OMHON U3 OCHOBHBIX MPOOJIEM SABIISIETCS pa30pbI3rUBaHUE WU
OCaXJICHUE YacTUL Ha IUIeHKaX. DOU3NYECKHEe MEXaHU3Mbl, MPUBOIAIINE K
pa3OpBI3TUBAHUIO, BKIIOYAIOT MOANOBEPXHOCTHOE KUIIEHHE, BBITAIKHUBAHUE
YKUJIKOTO CJIOSl MOJ JaBJICHHUEM OTJAa4yu yAApHOW BOJHBI M paccioeHue. Pazmep
YacTHUI] MOKET JOCTUraTh HECKOJbKMX MHUKPOMETpoB. Takue dYacTipl OymyT
CWJIBHO BJMATh Ha POCT MOCIEAYIONIMX CJIOEB, a TAaKXKE€ Ha DIECKTPUYECKHE
cBoiictBa 1UIeHOK. Jlpyroit mpoGiemoit PLD sBiserca y3koe YIJIOBOE
pacnpeneneHue aONALMOHHBIX 4YacTUL, KOTOPOE TEHEpUpyeTcs 3a CYeT
annabaTUYeCcKOro paclIMpeHus Ja3epa, CO3JaBaeMOro IUIA3MEHHOTo (Qakena H
TOYEYHON KOPPO3UU HA MOBEPXHOCTH MHILEHH. DTH OCOOEHHOCTH OTPAaHUYUBAIOT
noie3Hoctb PLD mpu mpou3BOACTBE OJHOPOJHBIX TOHKHUX IUICHOK OOJBIION
wiowaan, 1 PLD He Obl1 MONHOCTHIO pa3BepHYT B MPOMBIILIEHHOCTH. HenaBHo
OBLIM MPEIOAKEHBI MEPHI 110 UCIPABJICHUIO TOJI0KEHHsI. BcTaBka TeHEBOW MacKu
addexTrBHA 119 OJIOKMPOBAHUS KPYIHBIX YacTHUll. Bpalenue kak MUIICHH, TaK U
MO/IJTOKKH MOKET ITOMOYb MOJTYYUTh 00Jiee KPYIMHbIE OTHOPOIHbIE TUICHKH|3].



1 OcHaBHBIe XapaKTePUCTHKH MMITYJIbCHOIO JIA3€PHOr0 OCAXKICHUS
OKCHIHBIX MaTepPHAJIOB

1.1 MeToa uMIyJibCHOTO Jia3epHOro ocaxkaeHus (PLD)

Texunka PLD Obula wucnonb3oBaHa [Uisi TOJYYEHHS TOHKUX IUICHOK
OKCHUJIHOTO Marepuayia. TexXHUKa HCIOJIb3YET MOILHbBIEC Ja3€pHbIC UMITYJIbChI IS
IJIABJICHUS, WCHApeHuss Marepuana ¢ noBepxHoctd muiieHu. Ot 20 mo 30
HAHOCEKYHIHBIN JIa3epHBIA UMITYJIbC (DOKYCUPYETCS 10 MJIOTHOCTU dHEPTruu oT 1
10 5 JIx/CM? BHYTpPH BaKyyMHOH KaMmepbl, YTOOBI IOPa3HMTh LElb MaTepuana,
KOTOPBIN JOJIKEH OBITh HAHECEH. DTOT MaTepraj UCMAPSIETCs ¢ MUIIIEHU, KOTOPBIN
HAHOCUT €ro B BHJIE TOHKOW IUICHKM Ha MOMJIOXKKY. OTOT MPOLECC MOXKET
MPOUCXOJIUTh B CBEPXBBHICOKOM BAaKyyMe€ WJIM B NPUCYTCTBUU (DOHOBOTO rasa,
TaKOTO KaK KUCIOPOJ, KOTOPBIM OOBIYHO MCIOJIB3YETCS MPU OCAXKJICHUH OKCHUJIOB
JUIS1 TIOJTHOTO HACBIIIEHUSI KUCIOPOAOM OCAKICHHBIX IIJIEHOK.

[TpuHiunuanpHas cxema CHUCTEMbl UMITYJIBCHOTO Jja3epHoro ocaxzaeHusi (PLD)
MoKa3aHa Ha pucyHke 1.1.

[Ipu ocaxaeHUil U3 MOBEPXHOCTU MaTepuaia BbICBOOOKIAIOTHCS YACTHUIIBI
(HeWTpadbHBIE aTOMBI, MOJOXKUTEIbHBIE W OTPHUIATEIbHBIE HOHBI, AJIEKTPOHBI,
MOJIEKYJII M MOJICKYJISIPHbIE HWOHBI, CBOOOJIHBIE paJUKaibl). OTH YACTUIIBI
MCITYCKAIOT M3Jy4eHUE U NPHOOPETAIOT KMHETUYECKYIO sHepruto oT 1 10 S 3B u
JBIKYTCSI B HaIpaBJCHUU, MEPIECHIUKYJSIpHO MaTepuany. OO0mias cymMMa Bcex
YaCTUI[ COOTBETCTBYET XMMHYECKOMY COCTaBy Marepuaja. JHEpPrus Ja3epHOro
Jy4a TMOTJIOMIAETCS TBEPAOW MOBEPXHOCTHIO, UYTO MNPUBOJIUT K IJIEKTPOHHOMY
BO30YxeHuro[3].
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Pucynok 1.1 — IIpuHnunuanbHas cxema CUCTEMbI HMITYJIBCHOTO JIa3€PHOTO
ocaxaeHust (PLD) 2- 3epkaina; 3- arTeHoaTop; 4- 00bEKTUB; 5- JTa3ePHOE OKHO; O-
MOJJIOXKKA ; 7- 11eJib; 8- 1eJIeBOM MOBOPOT BpalieHus; 9- 3atBop; 10-x —y —z
CUCTEMA JABWXEHUS NOJJI0XKKH; 11- Macc-cnekTpomeTp



Y PLD ecTb HECKOJIBKO XapaKTEPUCTHK, KOTOPBIC OTIWYAIOT €0 OT APYTUX
METOJIOB U 00ECIIEUUBAIOT OCOOBIE MPEUMYIIIECTBA JJISI POCTa OKCHUIHBIX IIJICHOK.
Buemnnii Bua ycranoBku PLD nokasan Ha pucyHke 1.2

— CrexuoMeTpruyecKkuil TmepeHoc martepuanoB. Ilpu mpaBmibHOM BBIOOpE
Jazepa IUICHKHM HUMEIOT TOT K€ COCTaB, YTO M MHUIIECHb. JDTO oTiaumyaer PLD ot
METOJIOB HE CTEXMOMETPUUECKOI0 IEPEHOCA, TAKUE KaK TEPMUUYECKOE UCTIApEHUE U
pacIbUICHUE;

— CmocoOHOCTh K PEAaKTMBHOMY OC@XKICHUIO B OKDPYXKAIONUX Trasax.
[TockonpKy Kamepa OCakIeHHsS HE TpeOyeT JJIEKTPOHHOTO TMy4yKa WM Topsyei
HUTH, MOTYT HMCITOJIB30BaThCs ra3bl OKPYKAIOWIEH cpeapl. HacTUbl pearupyror ¢
MOJIEKYJIAMU OKPYKarOIIErO rasza OCaXJICHUS MHOTOKOMIIOHEHTHBIX
KEPaMHUUYECKHX MaTEpPUAJIOB;

— IInenku PLD Hen3aMEeHHO MMEIOT YacTHUIIbl B [Uana3oHe guameTpos ot 0,1
a0 10 MM (mpu OoibImuHCTBE <l MKM). DTH YacTHIIBI HEXEJaTeIbHbI IS
MHOT'OCJIOMHBIE CTPYKTYpPBI, TI€ OHU IPUBOAAT K HEIPHUEMIIEMOMY MEXaHU3MY
paccesiHus ¥ MIEPOXOBATOCTh MOBEPXHOCTHU TUICHOK [2];

— PaBHOMepHas tommuHa meHku. [Inenku PLD ¢ ynanenHsiM nuieiidom
UMEIOT OJIMHAKOBYIO TOJIIIMHY TOJBKO B Y3KO# 00macTu. UTOOBI MPEOI0NeTh ATy
npo0semMy, Bce TUICHKU B 3TOM paboTe ObUIM BBIpAIIEHbI HA HEOOJIBIION TIJIOIIAIN
(lem x 1cM) MOAJIOKKH, HA KOTOPBIX OBLIU JOCTUTHYTHI OJTHOPOJAHBIC TOJIIIUHBI;

Pucynoxk — 1.2 Buemnwuii Bua yctanoBku PLD

CranpaptHbsie xapaktepucTuku ais PLD:
1) MakcumanbHbIN pazMep nzoopakenus coctasisieT 0,5-12 B quametpe;
2) MaxkcumanbHast Temreparypa mokpbitus: 950 °C a1 kpeMHHs (B KUCIIOPOIHOM
cpene), 850 °C mig apyrux maTepuaioB ( HUKENIb U T. [I1.);
3) Temniepatypa MoBEpXHOCTH paBHOMEpHO * 8 ° C;
4) Pa6ouee nasnenue: 5 x 1077 Topp B cTaHAapTHOM KOMIUIEKTalmu 1 5 X 1077
Topp B KaMmepe 1III03a U CUCTEME HAarpeBa BAKyYMHBIX 3JIEMEHTOB;



5) Paccrostaue ot nenu 1o nenmu: 50-100 MM KOHTpOJIUpPYETCS;
6) Yron HaBeneHus 1a3epHOro Jiyda Ha 1eib: 60 rpaaycos;
7) CranmaptHas JyiMHA BOJHBI Jiazepa: 280 um (KrF).

Pucynoxk — 1.3 BHyTpenHee uzo0paxeHue KaMephbl

OO0mre xapakTepUCTUKHA BAKYYMHON KaMephbl:
1) Pa3zmep: B 3aBUCUMOCTH OT cielIU(pUKALIMK KIHEHTA;
2) Marepuan: 6a30BbIi 351eMeHT U3 Hepxkaetomen ctanu AISI 304 unu 316L nns
BBICOKOU 3()(PEeKTUBHOCTH;
3) CneuuanbHblii ChEMHBIM 3KpaH ISl BHYTPEHHETO IPOCTPAHCTBA KaMEpBI,
3AIMIIAOIMNA KaMepy OT IbUIH;
4) Kamepa ¢ BBICOKMM (IaHLIEM OCHAII€Ha 3JIEKTPOIPUBOJIOM Uil yn00CTBa
HKCILTyaTallMi BHYTPEHHETO IPOCTPAHCTBA.
5) Kamepa ocHaiieHa OKHOM JIJisi KOHTPOJIS TPOIECCa PaCIbUICHUS U KaMepOoul Jis
nepemenieHust  obpasna. Kpome Toro, kamepa OcCHalleHa BHYTPEHHUM
ocsenieHueM. Kamepa ochamieHa ¢raHueM (IUIOCKUM KOJBIIOM HWJIM JIUCKOM)
craggapra Conflat (CF) wu ynnmotHeHa mnocepeOpeHHbIM cepebpoM. Bce
BCTPOCHHBIE HCTOYHUKHN UMEIOT 3aIlUTHYIO KPBILIKY;
6) BakyymHas kamepa crnocoOHa pacHIMPUTh CUCTEMY BCEMHU HEOOXOAUMBIMU
NPUHAJICKHOCTSIMU  JUisl  OJIoOKa TMpOAYKTa, OJOKa YNpaBlIeHUs U JAPYTHUX
AHATTUTHYECKUX MHCTPYMEHTOB [2].

I'maBHas 0coOEHHOCTH BakKyyMHOW cucTembl. CucteMa oOCHaleHa
BaKyyMHOI 3JeKTporHeBMaTHueckoit apmarypoit VAT(LlBetinapus). Oerlikon
Leybold Vacum(I'epmaHusi) HUCHONB30BaJICSI B KayeCTBE BBICOKOBAKYYMHOTO
Hacoca 10 3000 i/ 4.

XOTs METOJ JIa3€pHOT0 OCAKIAEHUS HCIIOJIB30BAJICS IS CO3JaHUsS IUIEHOK
naxe B 1960-x ropax, YCHEIIHOE W3rOTOBJICHUE SIUTAKCUAIBHBIX IJIEHOK
YBa,Cuz;0, (YBCO) B konne 1987 u nauane 1988 roma mpuBeno xk ObICTpOMY
pasButuro 3toro Meroga. C tex mop PLD mmpoko wucnosb3oBaics i
U3FOTOBJIGHUSI ~ SIUTAKCHAIBHBIX  IJIEHOK W [ CBEPXIPOBOMSIIHUX,
METaJUIMYECKUX, CETHETOANEKTPUUECKUX, (EPPOMArHUTHBIX OKCHUIOB M HX
MHOTOCJOMHBIX TWIEHOK. PLD sBisiercss monyJisipHbIM METOJIOM UCCIIENOBAHUSA W3-
32 ero TMoTeHIuanga JOOUThCA BBICOKOTO KayecTBa IUIEHOK MpPU HHU3KHUX
TEMIlepaTypax, Jake @pU KOMHATHOW TeMmIleparype, a Takxke Iepeaada
CTEXHMOMETPUHU MEXy MaTepuasia MuuieHu u mieHku.[3] Takke PLD npennaraer



OCAXKJIEHNE B PEAKTUBHBIX M B WHEPTHHIX (POHOBBIX Ta3zaxX, YTO IMO3BOJSET
KOHTPOJIMPOBATh COCTAB M CBOMCTBA IJICHOK [4].

1.2 PocT NJIeHKHM HA MOBEPXHOCTH MOJJI0KKH

['1aBHBIMU TEXHOJIOTMYECKUMH MapaMeTpamMu, BO3JICUCTBYIOIIMMH KakK Ha
pocT, Tak U B (UBHKO-MEXAHMUYECKHME W XMUMHUYECKHME KadecTBa IUICHOK IIpH
HAHECEHHMH UCIIOJIb30BAHHOTO MaTepralia B OJIOKKY CUUTAOTCS:

[TapameTrpbl 7na3epa: IUIOTHOCTh SHEPIWH, JIMHA BOJIHBI, JJIUTEIBHOCTH
MMITYJIbCA, YACTOTa MOBTOPEHUSI UMITYIbCOB. CTENEHb MOHU3ALMK a0JISIIIUOHHOTO
WCMOJIb30BAHHOTO MaTepUalla W CTEXUOMETPUSl IUIEHKH, a TakKXe CKOPOCTH
OCAXJCHHS U POCTA INICHKH UMEIOT 3aBUCUMOCTh C YKa3aHHBIX apaMETPOB.

— Temneparypa MOBEPXHOCTH MPOSIBISIET CYUIECTBEHHOE BO3/ICMCTBUE HA
IUIOTHOCTb. B OCHOBHOM IIIOTHOCTH CHHJKAETCA C IOBBILIEHUEM TEMIIEPATYPhI
nojyoxkku. IllepoxoBaTocTh €031aBAEMOrO IIOKPBITUS TaK K€ HAaXOOUTCS B
3aBUCUMOCTH C TEMIIEPATYPbI I1OIIOKKH;

— OT cOCTOSIHUSA TMOBEPXHOCTU MOJIOKKH, TO €CTh €€ IMPEIBAPUTEIBHOU
00paboTKN (XUMHUYECKas OYMINCHHE, HaJU4He WM KE OTCYTCTBHUE OKCHIHOM
IJICHKK), MOP(OJOTHH, MIEPOXOBATOCTU OyAET 3aBUCEThb 3apOXKIACHUE U POCT
OyIyIIero MOKPHITHUS;

— PaccrosiHue OT OJIOKKHY 10 MUILIEHH;

— JlaBieHre B BAKyyMHOM KaMepe — OT HETO 3aBUCHUT IUNIOTHOCTh HYKJICAIUH,
W, CJeJoBaTeIbHO MOP(OJIOTHS U IIEPOXOBATOCTh MOKPHITUS, CTEXHOMETPUS
MMOBEPXHOCTH 3apOKIACHUE U POCT KPUCTAUINYECKUX TJIEHOK 3aBUCUT OT MHOTHX
(dakTOpoB, TaKMX KaK TIUIOTHOCTb, DJHEPrusi, CTENECHb HWOHU3AIMU U THII
KOHJICHCUPYIOIIIETOCS MaTepuajia, a Takke OT TeMmmeparypel U (U3UKO-
XMMHUUYECKUX CBOMCTB;

B PLD, orpomMHOE€ mnepeHAChIIEHUE COBEPLIAETCA HA IMOIJIOXKKE, 3TO
MPOUCXOMUT U3-3a JJIMTENBHOCTH uMNylbca. Wmmynbe mpmutces okomo 10-40
MUKPOCEKYHJT B 3aBUCMMOCTH OT MapamMeTpoB Ja3zepa. OITO BBICOKOE
IIEPEHACHIICHUE BBI3bIBACT BECHMA 3HAYUTEIIbHYIO ILJIOTHOCTD
3apoIbIIIe00pa30BaHUs B MOBEPXHOCTU IO CPABHEHHUIO C MOJEKYJISIPHO-TTy4eBOU
SMUTAKCUEW WM  HambUIGHWEM  pa3Opei3ruBanueM. JlaHHas  TJIOTHOCTH
YBEIIMYMBAET TJIAJIKOCTh HAHECECHHOM TIJICHKH.

B PLD B03MOXHBI TpH pexXuMa pocra:

— CryneH4aThli POCT - y BCEX IMOJJIOKEK €CTh OIIUOKH, CBSI3aHBIE C
KPUCTAIOM. OTH OIIMOKHU Jal0T aTOMHBIE CTYNEHHW Ha IMOBEPXHOCTAX. B sToM
ClIydyae CYIIECTBYET BEpPOATHOCTh TOrO, UTO TMOSBUTCS IIAHC 3apOAUTH
MOBEPXHOCTHBIA OCTPOB. DTO PEXKHUM IMOJIYyYAETCd MNPU NPUMEHEHUH BBICOKHX
TEeMIIeparyp;

— TlocnoMHBIA POCT - B 3TOM PEXUME POCTa OCTPOBKHU 3aAPOKIAKOTCS HA
MOBEPXHOCTH, MOKAa HE OYJET MOCTUTHYTa KPUTHYECKAas TUIOTHOCTH OCTPOBKOB.
[TockonbKy Ooibilie MaTepuaia M00aBJICHO, OCTPOBA MPOJOJDKAIOT PACTH, TOKa
OCTpOBa HE HAUYMHAIOT CTAJKUBATHCS APYT C APYroM. ITO U3BECTHO KaK CIIHSHUE.
DTOT mpo1iecc NOBTOPSAETCA ISl KaXKI0r0 MOCIEYIOIEro CJIos;



—3D-pocT. DTOT pekuM aHATOTUYEH MOCIOWHOMY POCTY, 32 UCKIIOYEHHUEM
TOTO, YTO TOcje 00pa30BaHUsI OCTPOBA JAOMOJHUTEIBHBIN OCTPOBOK 3apOAMTCS HA
BepiinHe l-ro octpoBa. CleOBaTeNbHO, POCT HE COXPAHSAETCS IOCIONMHO, U
MIOBEPXHOCTH IIEPOX0OBaTas MPH KaKJIOM J100aBIeHHH MaTepuana.[5],

1.3 OxcuaHble MaTepUAJIbI

OxkcuaHble MaTepuaibl - MPEICTABISIOT COOOM XMMHYECKOE COEIHHEHHE,
KOTOPOE€ COJEPKHUT KHCIOPOJ M IO MEHBIIEH Mepe JABa JPYrux >3JIEMEHTA.
CnoxHble OKCHUJHBIE MaTepUaibl OTIMYAOTCS MIMPOKUM CHEKTPOM MarHUTHBIX H
AIIGKTPOHHBIX CBOWCTB, TaKUX KaK ()eppOMArHETHU3M, CErHETORIEKTPUYECTBO U
BBICOKOTEMIIEpATYpHAas CBEPXIPOBOANMOCTb. Oxcuynbie MaTepHuabl
WCIIONB3YIOTCA B Pa3jIMYHbIX KOMMEPYECKMX NpUMEHEHMAX.[6] Hampumep:
IBE303JIEKTPUUECKHE IMPEoO0pa3oBaTeN U HUCHOJHUTENIbHbIE MEXaHU3MBbl YacToO
U3TOTaBIMBAIOTCA U3 CIIOKHOTO okcuaa PZT (Tutanara - nupkoHaTa CBUHIA). DTH
npeoOpa3oBaTely HUCHOJB3YIOTCS B TaKUX MPWIOKEHUAX, KAaK YJIbTPa3ByKOBas
BU3yalu3alus U HEeKOTopble MUKpOGoHbl PZT Takxke MHOTOA MCIONb3YyeTcs s
IIbE30I0KHUIa B 3AKUTaJIKax, Fa30BbIX TPUIISIX U B aKyCTUYECKHUX JaTUMKAX.

PZT npencraBnsger coOol MNHhE30RJIEKTPUUECKUII MaTepuag Ha OCHOBE
OKCHJIa MeTajlla, pa3pa0OTaHHBIM y4yeHbIMU U3 TOKHMHCKOIO TEXHOJIOTMYECKOTO
uHCTUTYTa B 1952 roxmy. B cpaBHEHHMHM C NBbE302IEKTPUUECKUM MaTEPUATIOM Ha
OCHOBE OKCHJOB MeTaia, TuTaHatoM Oapust (BaTiO3), wmarepuansr PZT
oOnafaroT OOJNbIIEH YYBCTBUTEIBHOCTBIO U MMEIOT 00Jiee BBICOKYIO pPadOouyro
temmeparypy [7].

Cno>xHble OKCUIHBIE MaTE€pUaibl SBISIOTCS AUIEKTPUUECKUM MATEpUATIOM
B KepaMUYecKuX KoHAeHcaTopax. OKOJO OJHOro TPWILIMOHA KEPaMUYECKUX
KOHJIEHCATOPOB MPOU3BOJANUTCS KaXKIbI TOJ ISl UCIIOJIb30BAHUS B JJIEKTPOHHOM
oOopynoBaHuu. TBepIO OKCHIHBIE TOIUIMBHBIE 3JEMEHTHl 4YacTO HCHOJIb3YIOT
CIIOXKHBIE OKCHJIHBIE MaTepuajibl B KAadeCTBE CBOMX JJIEKTPOJIUTOB, AHOJAOB H
KaToi0B. Xopouuit npumep tutanat O0apus BaTiO3[8] Takxke TuTaHaTa CTPOHIUS
0apus BaSrTi0;5[9].

BaTiO3- 9T0 muanekTpuyeckas KepaMuka, UCIoiib3yeMasi B KOHACHCATOpaXx,
CO 3HAYEHUSAMM JUAIEKTpHYecKod mpoHuuaemoctd a0 7000 B y3koM nuama3oHe
temriepaTyp Bo3MmokHbl 3HaueHus a0 15000. (BTO) nanocunmuch MeTomoM
UMITYJIbCHOTO J1azepHoro ocaxzaeHus Ha TiNb, Pt / TiNb, Si (100) u nnaBneHslit
KBapleBOM TMOMJIOXKKH C HCIOJb30BAHUEM PA3JIUYHBIX YCIOBUM OCAXKIEHUA.
[Homukpucrammuueckuit BTO ¢ pazmepamu kpuctaimuToB B auana3one ot 90 HM
10 160 HM ObUIO TOJIYYEHO MPHU MOBBIIIEHHBIX TeMIlepaTypax NoaJIoKku (600—
700°C). C yBenuueHueM ocaxaeHus npu temmneparype Boiiie 700°C obpazoBanue
HEeXenaTeqbHON (a3bl MPEmnsTCTBOBAJIO POCTY MEPOBCKUTA CETHETORIEKTPHUKA
BTO. OnHOBpeMEHHO € YMEHBIIEHHWEM TeMIlepaTtypbl NOmIOKKH Huxke S500°C
dbopmupytoTcs amopdHbie TeHKU. [locnenyronuii OTRUT aMOPPHBIX OTIOKECHHMA
MO3BOJIWII OTYYUTh NEpPOBCKUT BTO.[8]

Taxke oxcun Bucmyra BiyOz sBIsfeTcs MHTEPECHBIM MAaTEepUaIoM B
TBEPAOTENBHBIX TEXHOJIOTHSX, B (POTOKATAM3€ W B TOIUIMBHBIX 3jeMeHTax. Ero



YHUKaJIbHAS CTPYKTypa U (PU3NIECKre CBONCTBA, TAKHE KaK IMMUPUHA 3alPEIICHHON
30HbI (2-3,96) 5B wu BbicOKMII TOKa3zaTenb mpenomieHus. OKCUJ BHCMYTa
CyIIeCTBYET B MsATU noJuMopPHbIX Gopmax.dopmer a-Bi, 053 (MOHOKIMHHBI), [3-
Bi,0; (rerparonanwubiii), v-Bi,0; (kyOmdeckuii meHTp Tenma), 0-Bi,03
(xkyOnueckuii) u €-Bi, 05 (TpuknuHHBI), cpean Bcex ¢da3z o - Bi,O;u 6-Bi, 04
cTabuiabHbI, Torna Kak (asel B-Bi, 05, y-Bi,0; u €-Bi,0; meracTaOuiabHBL -
Bi,0; ObuT M3y4eH paHee M3-3a ero ctadbmibHOCTH. [Ipu HU3KON TemmepaType. o-
Bi,0; cuuTaercs OAHUM U3 JyYIIUX MPOBOJHUKOB HMOHOB Kkuciopoja. Ho on
Tonbko crabuiieH ot 729 °C mo 825 °C, uto TpymHO paGoTaTh HpH TaKOil BBICOKOM
TeMmreparype, IOATOMY OH MOKET ObIThb CTaOWJIM3UPOBAH 1O KOMHATHOM
TEMIEpaTypbl JETMPOBAHUEM OKCHUIAMU PEIKO3EMEIbHBIX METAJJIOB  WJIU
OKCUJAaMH TMEPEXOJHbIX METAJUIOB, HEJABHO OKCHJI BHCMYyTa HCIIOJIb30BAJICS B
KA4eCTBE MATepHalla p-TUIA B COJHEYHBIX JJIeMEHTax. ToHkue IuieHKu Bi,0;
OBLIIM MOJTY4YEHbI METOJIOM UMITYJILCHOTO JazepHoro ocaxaeHus (PLD).[10]

1.4 CBoiicTBO U NpUMeHeHHe TOHKUX IIeHOK PZT

TOHKME MJIEHKH CETHETONIEKTPUUECKUX MaTepuajoB, ¢ Hadana 90-X rofos
IPOLIEAIIEr0 CTOJETUS BO3HUKIO AKTHMBHOE H3YyY€HHUE KEPaMHUYECKUX TOHKHUX
IIeHOK. B Hame BpeMs, HIMPOKO HCHOJB3YIOTCS B OBICTPOAECUCTBYIOIIHMX
AJIIEMEHTaX CTATHYECKOW M JUHAMUYECKON MaMsITH, B MHKPO-3JIEKTPUUYECKUX-
Mexanudeckux cucremax (MEMS), undpakpacnoit texuuke (MK), B CBY-
ANEKTPOHUKE, THE30TEXHUKE W MHBIX HBIHEIIHUX BBICOKOTEXHOJOTUYECKUX
npudopax[1]. [ 'maBHBIMU CErHETODJICKTPUYECKUMU MarepuagaMy,
UCIOJIb3YEMbIMU B OOJIBIIMHCTBE MHUKPOCXEM M YCTPOMNCTB, CUMTAIOTCS TBEPAbIE
pacTBOpbl  nMpKoHaTa-tuTaHata cBuHIAa Pb(Ti, Zr)0;. PZT o6nanaer
KPUCTAJUIMYECKYIO CTPYKTYPY MEPOBCKUTA, KaXAasi €AMHUIA KOTOPOTO COCTOUT M3
HEOOJILLIOr0 MOHA YETHIPEXBAJICHTHOIO METajula B pPEHIeTKE M3 OOJbIIMX HOHOB
JBYXBAJICHTHOT'O METaJla.

B cnywae PZT w™anblii HMOH 4YETBIPEXBAJIEHTHOIO MeTajla OOBIYHO
npeanojaraer co00 TUTaH JUOO HUPKOHHWM. BOdbIION HOH ABYXBAJIEHTHOTO
MeTauia OOBIYHO SIBJISIETCS CBUHIIOM. B yCIOBHSIX, KOTOpbIE JAIOT KpUCTaJIaM
PZT TerparoHanbHyl0 JIMOO pOMOO3IPUUECKYI0 CUMMETPHUIO, KAXKIbIM KPUCTAILI
o0aiaeT IUIOJIbHBII MOMEHT.

Marepuansl PZT u mbe30dneKTpuyeckue MaTepuaiabl B II€JIOM 001adaroT
YHUKQJIbHBIM HAa0OpOM KauecTB. B OCHOBHOM cMbICIe, B Cly4ae €cid
NBE30JIEKTPUUECKUIT ~ MaTepuan  aAeQopMHUpyeTcs,  DJICKTPUUECKHH  3apsin
TeHEPUPYETCs TaK HA3bIBAEMBIM Mbe303JeKTpuueckuM 3pdextom. CormocraBieHue
JAHHOMY SIBJICHHUIO KPOME TOTO HMMEET pOJib: €CIM JIIEKTPHUUYECKOE II0JIe
OPUWIOKEHO K  MbE303JIEKTPUYECKOMY  HKCIOJIb30BAHHOMY  MaTepuaiy,
nedopMupoBanue MIPOUCXOJUT B TaK Ha3bIBAEMOM oOpaTHOM
nbe30dIeKTpudeckoM  dddexkre  OOUMIMPHOE  HCMOJB30BAHUE  COCAMHEHUMN
LIMPKOHATA-TUTAHATA CBUHIA CBS3aHO C TEM, TO UYTO KEpaMHUYECKHUE
CETHETOYJICKTPUKH, M3TrOTOBJCHHBIE B OCHOBe coemuHeHuit Pb(Ti, Zr)O; (PZT)
a1u00 TBEPABIX PACTBOPOB JAHHBIX BEIIECTB C pa3HBIMU JT00aBKamMu, 00JalaroT



psAoOM, BECbMa 3HAYUMMBIX JIOCTOMHCTB  COIJIACHO  COIIOCTaBJICHHIO €
CErHETORIEKTPUUECKUMH HCIOJb30BAHHBIMA MaTe€pUallaMi MHBIX BHJAOB. Takum
o0pa3oM, K MpuMepy, NepeKIIOYeHe MOJIIpU3alii B IJIeHKax ToimuHon 5-500
HM, M3roToBJICHHBIX B 0a3e Pb(Ti, Zr) O3, momycTUMO OCYIIECTBUTH KpaiHe
MaJIbIMHA, 110 CPAaBHEHHID C HWHBIMU CETHETOXJICKTPUKAMM, DIEKTPUYECKUMU
nonsiMu. Ilmenkn PZT MOXHO HAHOCHTH B NOJIYIIPOBOAHUKOBBIE ITOJJIOKKHU
pasHBIMU, TIPH 3TOM KpaitHe Hegoporumu cnocobamu. Coeaunenus Pb(Ti,Zr) O,
KaK MMPaBUJIO, HUKaK HE YTPAUMBaIOT CBOUX

CETHETORIEKTPUUECKUX CBOMCTB, IIPU X HAHECEHUH, KaK B KPUCTAJUIMYECKUE, TAK
Y Ha KEPAMUYECKHUE TOJIOKKH.

[TonoGHbIe CErHETORJIEKTPUUECKHE napaMeTpbl IIJIEHOK KaK
JUAJIEKTpUYECKass NPOHULIAEMOCTh, NOJIApU3alMs, KOIPUUTHBHOE IOJE€ U JAp, B
IIEPBYIO OYEpElb, OIPEACISAIOTCS TEXHOJOTMYECKUMH KPUTEPHUSIMU CHHTE3a
IJIEHOK W TPUPOJION MaTepuana momioxku. Kpucraminorpaduueckas mpupoa,
(UBUKO-XMMHUYECKHME W MEXAHMYECKHME OCOOCHHOCTH TMOJUIOKKH MPOSBIISIIOT
3HAUUTENBHOE BO3JCUCTBUE HA CTPYKTYPY H, B COOTBETCTBHM C 3THM, B
CErHETORIEKTPUUECKHE CBONCTBA IIJICHOK. Texnonorus ITOJTYyYEHHUS
CErHETOIEKTPUUECKUX IIeHOK PZT, Ha moanokkax, mapameTpsl KOTOPbIX HUKAK
HE COBMAJAIOT C NapaMeTpamH IUICHKH, COJEPKUT B ceO€ HECKOJbKO 3TAaIlOB.
[lepBbIM 3TamoM CHHTE3a CErHETORJIEKTPUYECKUX IUIEHOK PZT sBisercs
noJiyueHue aMmop(HOro, HEYHopsAOYEHHOTO €05, COCTOSIIET0 U3 KOHCUCTEHIUU
okcunoB. Ilocneayrommm 3TanoM CUYUTAETCS OTKUT BBIPAILICHHOTO aMOpP(HOTO
CJIOS. C LEIBI0 IPEBPALIEHUS €r0 B CErHETONIEKTPUYECKYIO KPUCTALINYECKYIO
¢dazy. JlanHblii npomecc HaubOosiee HECET OTBETCTBEHHOCTh B TEXHOJOTUHU
IIPOM3BOJICTBA CETHETODJIEKTPUKOB. VIMEHHO Ha JaHHOM 3Tane COBEPILIAOTCS
OCHOBHBIE CTPYKTYPHBIE M XUMHUYECKHE IPEBPALICHHUS, 3aTParvuBaOIIME LENYIO
OCHOBY NIEpBOHAYAJIbHON TIJIEHKU CErHETORIIEKTPHUKA. Ha JTare
BBICOKOTEMIIEPATYPHOTO OTXKWIra TIOHadany aMmop(dHas CTPYKTypa IUICHOK,
COCTOSIIIINX U3 CMECU OKCHUJIOB, NOJ BO3JICHCTBUEM TEMIIEPATypPbl, MEXaHUYECKUX
HaMNpsDKEHWM, BO3HUKAIOIIMX MEXAY MOMJIOKKON UM IUICHKOM, XUMHYECKHX
peakuMii MEXAy BHEIIHEW KHUCIOPOJCOJEpIKAIIEH Cpenol W IUIEHKOM,
npeoOpazyeTcsi B CETHETORJIEKTPUUECKYI0 MEPOBCKUTOBYIO (hazy, MMEIOIIYIO
HY>XHBIMU CETHETORJIEKTPHUUECKUMH XapaKTepUCTHUKaMHU U napamerpamu. Cragus
npeBpaiieHuss amophHOil (a3l B TEPOBCKUTOBYIO (ha3y MPENCTaBIACT KaK C
byHIaMEHTAIBHON, TaK M C MPAKTUYECKON TOUYEK 3peHUsi 0oJiee MHTEPECHBIA U
3HauMMBIH 9Tan ¢dazoBol TpaHchopmanmu. Ha dTo cTaguu COBEPIIAOTCS
POLECCHl TBEPAO(DA3HOTO MPEBPALLEHUSI MHOTOKOMIIOHEHTHON HEYNOPSA0YEHHON
da3pl OKCHJOB CBUHIIA, THTaHA W [HUPKOHUS B TOJUKPUCTAIUTHYECKYIO
CErHETOANEKTPUUECKYI0 (a3y HOBEWILEro COENMHEHHsS LHUPKOHATa-TUTAaHATa
cBuHLa. KomruiekcHoe u3zydyeHue (ha3oBbIX MPEBpaAIEHUl B HACTOJIBKO CIIOKHBIX
CUCTEMaX, B KOTOPBIX HApAy C XUMUYECKUMH TMPEBPALICHUSIMU C JOMYCTUMBIM
W3MEHEHHEM BAJICHTHOCTH aTOMOB, COCTABJISIIOIINX OCHOBY IUIEHKH, IIPOUCXOIUT
U pEJIAKCAlNsI MEXAHUYECKON YyNPYroil SHEPTUH, BILUIOTh 0 HACTOSILETO BPEMEHH
HUKAaK He npoBogwioch [12]. B cBa3u ¢ 3TUM, LEIbI0 HacTosIel padOThI
CUMTAETCS] BCECTOPOHHEE HCCIIEJIOBAHME, COAEpKallee B ceOsl MCCIEeTOBaHUS Kak



MEXaHUYECKUX, TaK M (U3UYECKUX IMPOIECCOB, MPOTEKAMMMX Npu (Ha30BOM
MpEeBpallleHU TUPOXJIOPHOW (a3bl B MEPOBCKUTOBYIO CETHETOMIEKTPUUYECKYIO

dbazy.
1.4.1 JIlpyrue MmeToabl H3rOTOBJIEHUS CETHETOIJIEKTPUYECKUX IJICHOK

N3BecTHO, UTO (pU3MUECKHE CBOMCTBA TOHKHMX TUICHOK CHJIBHO 3aBHCST OT
TEXHUKHA WX U3TOTOBIICHUS. B maHHOM maparpade mpuBeIeHBl OCHOBHBIC METOIBI
MIOJTYYCHUS TOHKUX IJICHOK ITUPKOHATA-TUTaHATa CBUHIIA.

MosnekynsapHO-TydeBasi SMUTAKCUS — 93TO TEXHHKA POCTa KPHUCTAILIOB,
KOTOpasi TO3BOJISIET (POPMUPOBATH KPUCTALIMIECKYIO CTPYKTYPY TOHKOW TUICHKH
MOCIIOMHO ¢ TOYHOCTBHIO 0 OAHOTO CIIOS Oiaronapsi KOHTPOJIO MOTOKOB ITYYKOB
TEPMUYCCKA HCMAPEHHBIX HA KPHUCTAUIMYCCKUE TOMJIOKKHU, TIE IPOUCXOIUT
dbopMHpoBaHUE IJIEHKU HYXKHOTO COCTaBa 3a CYET PEAKIUN U KPUCTAIA3AIUU.
KitoueBbIM ~ MPEUMyIIECTBOM  STOTO  METOJa  SBJISETCS  BO3MOXKHOCTH
KOHTPOJIUPOBaTh (OPMUPOBAHUE TPAHUI[ pasfierna B TETEPOCTPYKTypax C
TOYHOCTBIO 110 aTomMHOoro ciosi [13].Haubonee »e cyiiecTBeHHOW MpoOIeMOit
texuuku MBE, ocobenHo mnpu ¢dopmupoBaHue CTPYKTYyp THIIA IEPOBCKUTA,
SBJIIETCSI KOHTPOJIb CTEXHMOMETPHUH, TAKKE K HEJOCTATKaM 3TOT0 METOJia CIeAyeT
OTHECTH €T0 BBICOKYIO CTOUMOCTR[14].

Hambuienre TUIGHOK — 3TO TpOIecC YAAJICHHS aTOMOB C TOBEPXHOCTH
MUIIIEHU TyTeM Tepeladyd WM KHHETHYCCKOW DSHEPTHUH BXOJAIIETO ITOTOKA
BbICOKORHepreTrueckux dvactuir [13]. s aToro mMerona XapakTepHa BBICOKAs
CKOPOCTh OC@KICHHUS, PABHOMEPHOCTh TOJIIMHBI W COCTaBa Ha OOJBIION
TJIOMIAN, HU3Kas KOHIeHTpamnus npumeceid [12]. Haubomee pacmpocTpaHeHHBIM
CIIOCOOOM PACTIBIJICHUS SBJIIETCS] BRICOKOYACTOTHOE MarHETPOHHOE pacibuicHue. B
KaueCcTBE HEJOCTATKOB, CJEIYET OTMETUTh CIOKHOCTh KOHTPOJS KOJUYECTBA
ucrapsieMoro Martepuayna. B cBs3u ¢ Bbicokod Jjerydecthio Pb u PbO mpwu
NMOJIy4eHUH TUleHOK PZT  MeTomoM  BBICOKOYACTOTHOTO  MAarHETPOHHOTO
pachbUICHUs COCTABHYIO KEPAMUYECKYI0 MUIICHb W3TOTABIMBAIOT M3 TMOPOIIKOB
PbO, u ZrO, TiO, npu u3dsiTke nopomikoB PbO 10 — 20 mon.% [15,16] wu
UCIIOJIB3YIOT JOTMOJHUTENbHbIE IpaHynsl PbO Ha kepammueckod mumenu PZT
[17,18,19] nns xommencarmu moreph Pb m PbO B mporecce ocaxaeHus u
MOCIIEAYIOIIETO OTXKHUT.



2 IlosyueHune Bogopoaa ¢ noMoubI0 GpoTokaTanusa
2.1Poroxummnyeckas u GoToIIEKTPOXUMHUYECAS] PeaAKIHS

doTokaranu3 — 3TO U3MEHEHUE CKOPOCTU WM BO30YXKIECHUE XMMHUYECKUX
peakiuuii moja NeWcTBHEM CBETa B MPUCYTCTBUHU BellecTB ((OTOKaTaIU3aTOPOB),
KOTOpBIE TMOTJIONIAIOT KBAHThI CBETA U YYACTBYIOT B XMMHUYECKUX MPEBPALICHUIX
YYaCTHUKOB pEaKIU{d, MHOTOKPAaTHO BCTyMas C HHUMHU B TPOMEKYTOUYHBIC
B3aMMOJICHCTBUS U PErEHEPUPYsI CBOM XUMHUYECKHM COCTAB IMOCJE KAXKIOTO IIUKJIA
Takux B3anmoerictuii [20].

doToKaTanu3 BOJBI — 3TO PA3JI0KEHUE BOABI C BBIACICHUEM BOJIOPOAA MPH
OCBEIICHUH BOJAHOW CYCIEH3WU KaTajau3aropa BUJIMMBIM CBETOM, B TOM YHCIIE U
comHeuHbIM. Kartanuzatopamu s Qorokaranuza BOJIbI Ha JIaHHOM JTare
SBIIAIOTCS  CJIOXKHBIE, MHOTOKOMIIOHEHTHBIE€ OKCHIHBIE IOJIYINPOBOAHUKH. OTH
BelIecTBa CTaOWJIbHBI B Ipolecce paboThl, HE TEPSIOT CBOMX MEPBOHAYAJIbHBIX
KaTaJIMTUYECKUX CBOMCTB U HE HACHIIAIOTCS.

CxemaTtnueckoe wu3o0pakeHne (OTOXMMHUECKOIO PpACLICIUIEHUS BOJbI
noka3aHo Ha pucyHke 2.1. Jlns qaHHOrO npouecca TpedyeTcst Tpu KOMIOHEHTA AJis
doroxumuueckoro (PC) u dotosnekrpoxumudeckoro (PEC) paciierienue Bojpl:
(1) xaranuzarop, (2) MOrJIOTUTENs BUAUMOTO cBeTa U (3) JOHOpP 3JEKTpOHOB. B
(OTOXMMHUYECKOM paCLIEIIIEHUH BOJbI PEAKIIMHU, PACUIENIIIEHUE BOJbI IPOUCXOIUT
B IMOJYINPOBOJHUKOBOM 3JeKkTposute. Kpome TOro, Ha rpaHUIEe MEXIY
MOJYTIPOBOJHUK U KHUAKOCTH MOTYT OBITh MOJTYYeHBI HEOOXOAMMBIA MOTECHIIHAMT
JUIs pacuieruieHus: BoJAbl. [loaynmpoBOAHMK JOJKEH OBbITh (DOTOCTAOMIBLHBIM B
BOJHBIX PAacTBOpax pPa3HbIX 3JEKTPOJIUTOB, YTOOBI H30€kKaTh (POTO KOPPO3HUU.
OCHOBBIBasICh Ha PACMHOJOKEHUH Kpasli MOJIOCH NOJIYIPOBOJHUKOBBIE MaTEPHAIbI,
OHM MOTYT OBITh SHEPTrUYHBIMH B IPOU3BOJICTBE BOAOPOJA M KHCIOpOJAA IS
3aBepIleHUs BojaojaeacHus peakius [21]. [ns Toro, 4roObl B MOJIYIPOBOIHUKAX
HOSIBUWIOCH JIOCTATOYHOE KOJMYECTBO 3JIEKTPOHOB IMPOBOJUMOCTH, HEOOXOAMMO
nepeOpOCUTh AJIEKTPOHBI U3 3aIl0JHEHHOMN 30HBI B 30HY IPOBOAUMOCTH. {115t 3TOTO
AJIEKTPOHBI JOJKHBI TOJTYYUTH JONOJHUTEIBHYIO SHEPTHUI0 M MPEOAOJeTh TaK
Ha3bIBAEMYIO LIMPHUHY 3aIIPEIIEHHOM 30HbI. DTy J00ABOUHYIO SHEPIHIO KPUCTAILIBI
MOJYIPOBOJHUKOB TIOJMYy4YalOT 3a CYET JHEPruu CBeTa. lorga 3JeKTpPOH B
pe3yibTaTe CBETOBOIO BO30YXKICHUSI MEPEXOIUT M3 3aMOJHEHHON 3JEKTPOHHOU
30HBI B 30HY MPOBOAUMOCTHU (pHUC. 3.2). A B JIIEKTPOHHOI 30HE BMECTO YIIEIIIETO
AIIEKTPOHA TOSBISETCS OOpPa3HO TOBOPS «IIYCTOE MECTO», KOTOPOE YCIOBHO
Ha3BIBAIOT «IBIPKOI», a 0ojiee HAyuyHOE Ha3BaHUE KOTOPOW Ma3oH. JIBIpKH B CBOIO
ouepe/lb Y4acTBYIOT B (POTOKATAIIMTUYECKOM TMPOLECCE, U BO3HHKAET Kak Obl
sctadeTHas  mepenaya  AJIEKTPOHOB,  KAaKOW-TMOO  DJIEKTPOH  3aHUMAaeT
0CBOOOIUBIIEECS] MECTO, €M0 MECTO 3aHUMAET APYToil 3JEKTPOH U T.1.

Uewm Oosbllie MIMpUHA 3alPEIICHHON 30HBI, TEM MEHEE BEPOSTCH Iepedpoc
DJIIEKTPOHA W3 JJIEKTPOHHOM 30HBI B BAJCHTHYIO 30HY. lllupmHa 3ampemieHHON
30HBI (paBHAsi SHEPTUM AKTUBALMU SJIEKTPONPOBOJHOCTH) 3aBUCUT OT MPHUPOIBI
TBEPAOro Tena (MOTYNPOBOAHUK WM HU30JIATOP) M MOXKET HMETh pa3jHyHbIe
3HAYCHUS — OT JeCATHIX JoJiei 1o 8-10 3B [20].
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Pucynok 2.1 — Cxemaruueckoe uzo0paxeHmue GoTOXUMMUIECKOTO
pacIlEIICHNs BOJbI

DOTOANEKTPOXUMHUUECKHE DPEAKINH (HOTOKATATM3aTOPOB HA PHUCYHKE 2.2
puBEeJcHA TPUHIMIIHATbHAS cxeMa pacmierieHuss Boael PEC. OOGwkaHO mpum
pacmeriennn  Boabl  PEC  (dorokaranuTuyeckuii  marepuand  OCBEHIAETCA
yIbTPaUOJIETOBBIM H3JIIYYEHUEM C SHEPrueil BbIIIEC WM PABHOM €ro 30HHBIN.
DOTOKATATUTUYECKUN TOJYNPOBOAHUK 3aTeM OyJeT IMOIJIONaTh pa3/ieiieHue
SHEPIrUM CBETa U 3apsijia MPOUCXOIUT HAa MHTEP(dENC BaJCHTHBIX U MPOBOISIINX
30H. OTBepcTUs U (POTOBO30OYX AEHHBIE SJIEKTPOHBI 00Pa3yOTCs B BAJICHTHON 30HE
(VB) u B 30He mpoBomumoctd (CB). Ha mosepxnoctu CB, mnpowusBeacHHbIC
OTBEpPCTUSI TMPEMATCTBYIOT OKHUCIECHHIO BOAbl. IlpuHMMas BO BHHUMaHUE
(GOTOMHUIIMMPOBAHWE  AJIEKTPOHBI B 30HE  NPOBOJUMOCTH  TOPMO3ST
npeodpazoBanue nonos HY Bras H,.
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PucyHok 2.2 — ®OTO3AEKTPOXUMUYECKUE PEAKLIMS PACIIECTUIEHUS BOBI

I'maBubiM oOpazom B PEC pacuiersieHun BOJBI, MOTYNPOBOJHUKOBBIC
MaTepuabl HCIONB3YIOTCS B KadecTBe (POTOKATOMOB WM (DOTOAHOABI B



3aBUCUMOCTH OT TuMa (oToKaTaaTuTU4IecKoi peakiuu. Kpome Toro, mnpu
pacieriennn Bojibl PEC, M3roToBIEH 3JEKTPOJ ¢ MOMOIIBI0 (poToKaTanm3aropa
B3aMMOJICHCTBYET C PACTBOPOM JJICKTPOJIUTA, KOTOPHIN COAEPIKUT OKHCIUTEIIHHO-
BOCCTAHOBHUTEIBHYIO Tapy. B Takux cucremax mojHas KaTaJIUTHYECKas peakius
MPOUCXOJIUT Ha JIBYX Pa3HOPOIHBIX AMekTpoaax. CiaegoBaTeabHO, OHM (KaToJ WIn
aHOJd) CO3Jajdu CYIISCTBEHHBIM TOTEHIMAJ JJid paclielUieHue BOJBI MpHU
ocBeleHuu ceeToM [21].



3 IIpoBenenue mnpeaBapUTEJbHBIX HCOBLITAHUNA 000PYyAOBAHMS [JIs1
CHHTe3a KaTaJIu3aTopa B BH/e IUIeHOK (poTodeppo3/1eKTPUKOB

3.1 M3roroBJjieHue MulleHn Pzt ropayuM npeccoBaHueM

[Ipon3BOACTBO  MHMILIEHEH C  LEIbK0  HAHECEHUA  TOHKHX  CJIOEB
dbeppoaniektpukoB PZT ¢ TEepoBCKUTHOM TEKCTYpOM, OCaXAaeMbIX CIIOCOOOM
UMITYJIbCHOW JIa3epHOW aOisiiMyM M3roTaBiMBaeTcss ¢ KoHcucTeHiui OCY
MOPOIIKOB OKCHUJIOB CBMHIIA, TUTaHA U IUPKOHUS. B Hamux paboTax mpuMeHSIUCH
nopomku PbO, u ZrO, TiO,pupmer Aldrich Chemistry akkypaTtHoCcTBIO 99.99%.

BrluncieHne TNOPOMIKOBOIO COCTaBa BEJCS € LEIAbI0  M3BJICUYCHUS
CTeXHOMETPUIECKOTo cocTaBa Pb (215, Tij 45) O3 Bencs ¢ ypaBaenuit 1.1-1.5

C 1eaplo JaHHOTO:

PaccunThiBaeM CTEXHOMETPUUYECKUE CTPYKTYpPbl TMOCPEACTBOM E€IMHUYHBIX
AJIIEMEHTOB:

Pby (Zrg 52 * Tig.15)O3; (3.1)
1*Pb 455 t0.52*Zr 1 0ssF 0.48*Ti 066 +3% 0 pass
Hns 1 monsa PZT:
1 mole of PZT=1*207.2+0.52*91.224+0.48*47.887+3*15.99=
=207.2 + 47.43648 + 22.98576 + 47.997 (3.2)
Pb Zr Ti 0

Jns naBecku B 80 rpamMm

B 808=X_,  %=0.245686 (3.3)

325.61924-1

Z mole=0.245686

Macca kaxaoro nopounka:

PbO0—223.2 g/mole (3.4)
1*223.2*z mole=54.8371g

Zr0,—123.2228gr/mole (3.5)
0.52*123.2228*z mole=15.74254g

Ti0,—79.8658g/mole (3.6)

0.48*79.8658* z mole =9.41852g
PbOmass +Zr0, mass+TiO,mass; (3.7)

54.8371g + 15.74254g + 9.41852g = 79.99815¢



[IpuHuMas BO BHUMaHUE XapaKTEPUCTUKH mpecc (HOpMBI TOPSYETO Tpecca, a
KpOME TOro JepxaTesisi MUILIEHUW KaMepbl Oblia mojoOpaHa HaBecka 80 rp ¢
nopomikoB PbO, TiO, u ZrO, c 1enbi0 H3BJICUEHHUS] HECKOJIbKHX TabJIeTOK
MUIIIEHU. B3BemmBaHWe BEIOCh HA AHAIWTUYECKUX Becax 3HAYUTEIBHOU
touHocTu. [IproOpeTreHHas HaBecka 3apaHee MepeMEIINBaIach U MPOMAaJIbIBANIaCh
B araToBOM cTynke (pucyHok 3.1).

Pucynok 3.1 — AraToBas cTynka AJisi CMEIIMBAaHUS U IIPEIBAPUTEIBLHOTO epeMoJia
MOPOIIKOB

Jlanee cocTaB TOPOIIKOB DSJIEKTPOJIUTA 3achlaiach B IIJIUHAPUYICCKYIO
EMKOCTh CIellaHHas W3 KapOuaa BoJdb(ppaMa W HaAIMOJHSIACH IMIapaMH U3 KapOuaa
Bosb(ppama ¢ nuamerpom Smm. Kapbun Boib(ppaMoOBBIM IMIMHAP C IIapamMu U
MOPOIIKOM CTaBWjcsS B mmapoBuaHyto MenbHully «SPEX8000» ¢ Talimepom
npobnenus (pucyHok 3.2). CoctaB MOPOIIKOB MPOMaJIbIBajgack B mpoTsikeHue 20
MUH.

Pucynok 3.2 — IllapoBunnas menbpaua «SPEX8000» ¢ muIuHIpOM 1 IapuKaMu ¢
KapOuia BoJib(ppama.

Onpeneneno, 1o uyro 20 MuHYyTHas oOpaOaThiBaHUE cCUHMTaeTcs Oosee
MOJIXOJAIICH B IENsAX aOCONIOTHOTO CMEIICHHsS W APOOJIEHUS TOPOIIKOB C



nucnepcHocThio MeHee | mukpoHna. [lpucyrcTBue Hambonee MPOAOHKUTEIHLHOM
BPEMEHHU JIpOOJICHUS KOHCHUCTEHIIMM MOPOIIKOB BO3PACTaeT MX MOBEPXHOCTHAs
DHEPrUs, YTO MPUBOAUT K KOATYJISIUU SJIEMEHTOB IMOPOLIKa U (HOPMUPOBAHUIO
KPYITHOQUCIIEPCHBIX KOMOYKOB.

Pasmenbuennas cmech nopomkoB PbO, TiO, u ZrO, pacnonaraercs B
MAIAHAPUYICCKYI0 rpaduToByro mpecchopmy (pucyHok 3.3). 3aTeM B IHJIMHJIP
pacmosaraeTcsi rpaUTHBIA CTEepKEHb-TIAJIEl], YTO 3aKuMaeT mopomok. IIpecc
¢dbopMa ¢ TOPOIIKOM OMEIIANACh B KAMEPY C LIENBI0 TOPSYETO MPECCOBaHMS J1ajee
BEJIOCh OTKayKa Kamepbl BIUIOTH 10 Bakyyma 10-6 Topp. HarpeBanue kamepsl
BEJICSl PUCYTCTBUE MOJJIEPKKH BOJIB(MPAMOBOM CETKH HAXOJISAIIEHCS OKOJIO MPECC
dbopmbl. B KauecTBe TEMIOU30JIALUOHHOTO €105 ObUIM YCTAHOBJIECHBI OTpaXKaroIIHe
HKpAaHUPOBAHHBIC MIUTHI U3 MOJMOJEHA. J[OMOIHUTETFHOE OCThIBAHUE BHEIIHETO
KOpITyCa BEJIOCh 3a CUET BOJHBIX KAHAJIOB.

CBEpXBBICOKOTEMIIEPATYPHOE HArpeBaHUE KaMephbl BEJICS MPU MHOIJIEPKKH
MPOrPaMMHUPYEMOT0 TEPMOKOHTPOJUIEpA UHTETPUPOBAHHOTO B OJIOK yIpaBJICHHUS.
Harpes ocymiecTBiusiics B 3 sramna:

1- marpesanue 10 1250 °C co cxopocTsio 25 rpagycoB B MUHYTY (B LIEJIOM
40MuUHYT);

1- marpes 10 1250 °C co ckopocThio 25 rpamycoB B MUHYTY (Bcero 40MUHYT);

2-ynepxusanue remnepatypsl 1250 °C (B npoTskenne 4 uacos)

3-oxmaxaenue 5 °C B cexyHy (10 KOMHATHOM TEMIIEPATYPHI)

Pucynok 3.3 — Kamepa 17151 ropsiuero npeccoBaHusi ¥ rpaduToBasi mpece
dbopma

[ens nupkonara - Tutanara ceunua (PZT) cnekanack moj qaBjieHUeM mpecca
5 tonn, Temneparype 1250 °C u Bpemenu 4 yaca.

[Monydyennas ropsiuuM  mpeccoBanuem neiab PZT  (pucynok  3.4)
yCTaHaBJIMBAJacCh Ha JepKarellb MUIIEHM B KaMepe HMIYJbCHOTO JIa3€pHOTO
ocaxnaenus PLD.



Pucynoxk 3.4 — llens PZT nonyuyeHHas TopsiuuM NMpecCOBAaHUEM MOPOIIKOB
PbO, TIOz u Zr02

Ha pucyHnke 3.5 npencraBiieH peHTTE€HOCTPYKTYPHBIM aHAIU3 KEPaMHUECKON
muinenu PZT cunresupoBanHoi mpu temueparype 1250°C Ha KOTOPOI BO3MOKHO
CIIEIUTh OJHO(A30BBIM MCIOJIB30BAaHHBIMH MaTepHal C ICEBIOKYyOUUYECKOM
TNEPOBCKUTHOI  TekcTypoil. Ilapamerp pemerkn a=4,16A, coorsercTByer

MEXIYHApOIHON 0a3e JaHHBIX AUPPAKTOTPAMM.
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PucyHok 3.5 — PEeHTreHOCTpYKTYpHBIN aHAJIN3 KepaMuieckor muiiienu PZT
OJIy4eHHOM TopsunM npeccoanueM npu 1250°C B Teuennu 4 yacos

3.2 IloaroroBka o0pa3uoB Ajs HanbLieHust PZT Ha ycranoBke PLD

Jlis Haneuienus PZT wa ycranoBke PLD ncnonb3oBamuce moanoxxku Ni 100
pasmepoB 10x10mMm. Koropble ObulM MOTy4YEHBI MPU MOMOIIM HAPE3KH HMX HA
ycranoBke Laser Scribing machine Model: BXM-50. IIpomuecc Hape3ku 00pa3ioB

MOKa3aH Ha pUCYHKE 3.6



PHcyHo 3.6 — YcraHoBKa na3epHo peH xomrannu BX 111 Laser
Scribing machine (Model: BXM-50).

[TomydeHHbie 0Opa3ilbl MPOXOMWJIW IHMKJI OYWIICHUS OT 3arps3HEHHS
MOJyYEHHBIEC B TPOLECCE HAPE3KU. JJIsi OUMILEHUs OT 3arpsi3HEHUS MOJYYCHHBIE B
IpoIeCCe HApe3KH Mbl MCIOJIb30BAIM IJIAaBUKOBYIO KucioTy. Jlns Ooinee
IyOOKOTO OYMILIEHHS TIOJYYEHHOro o0pas3lia CMeCh IIJIaBUKOBOM KHUCIOTHI U
o0pas3iia moMenanoch B ylIbTPa3ByKOBYIO BAaHHY Ha | MUHYTY pUCYHOK 3.7.

Pucynox 3.7 — mporiecc ouncTku 00pasia oT 3arps3HEHUS B yIbTPA3BYKOBOM
BaHHE.

B panbHelimem Ui ynajieHWsT € IOBEPXHOCTH IOJYYEHHOIro oOpasma
OCTAaTKOB IUIABUKOBOM KHCJIOTBI M YXHUPOB HCHOJIb30BajiCs aueToH. KoHeuHbIM
9TariOM OTYHMCTKH OOpPA3LOB SIBISETCS CMBITUE OCTATKOB alleTOHA IIPHU MOMOIIU
JTUCTUWITUPOBAHHOM BOJIBI M TAJIbHEHIIIAs CyIliKa 00pa3IoB.

OunieHHble 00pa3bl NOMEIANINCh HA CIELMAIbHBIA JAepkKaTeab 00pa3loB
JUIs TajbHeiIIero HambuieHus cinost PZT Ha ycTaHOBKE MMITYJIbCHOTO JIa3€PHOTO
ocaxaeHus Pucynok 3.8.
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Pucynok 3.8 — nepxaresnb 06pa3oB yCTaHOBKM UMITYJIBCHOTO JIa3€pHOTO
OCaXKACHHS C YCTAaHOBJIICHHBIMHU 00pa3liaMHy.

3.3 OcaxneHue TOHKMX IUJIeHOK PZT wmeTogoM HMIYJbLCHOIO
JIA3ePHOI0 OCAMKIACHUS

BricokoTeMIiepaTypHbIil HarpeBaHUE KaMmepbl BeIETCA NpPH MOIIEpKKax
IPOrpaMMHUPYEMOT0 TEPMOKOHTPOJIJIEpa UHTETPUPOBAHHOTO B OJIOK yIpPaBIICHUS.
[TpuoOperennass ropsuuM mnpeccoBaHueMm wuiieHb PZT ycranaBnuBaercs B
JiepKaTelb MALIEHU B KaMepe UMITYJIbCHOTO JIA3epHOTo ocaxaeHus PLD

[Imenxkn PZT ocaxngamuce B MyJIbTH MHUIIEHHOW BAaKyYyMHOW Kamepe.
B kadecTBe HCTOYHMKA JIA3EPHOIO U3JIyYEHUS UCIIOJIb30BAJICS SKCUMEPHBIN  JIa3ep
Lambda Physik KrF ¢ A =248 HM 1 1iuTenbHOCTBIO My bca okoiio 20-30 He.

['maBHBIMH TIapaMeTpaMyd B MEPUOJ OCAXKICHHUS OCAKACHUS SIBISUIUCH
JABJICHUE Ta3a, TeMIleparypa MOMJIOKKH, IUIOTHOCTb 3HEPrMM HAa MHILIEHb.
[TapameTrpsl ocaxaeHus IieHOK B kamepe PLD mnokasanel Ha Tabmuue 1.
Jlepxarenb MHILIEHH HMMENI BO3MOXXHOCTh €€ BpalleHUs TMpU  [OMOIIHU
AIEKTPUYECKOro NMpuBoaa. OCHOBOW OCa)XAAEMOTO CJIOS SABJISUIACH KEpaMHUECKas
muiieHb PZT nuametp 6 cM nony4yeHHasi TOPSAYMM MpPeCCOBaHMEM NOpOoKoB Zr0,
PbO u Ti0,. Iloxnoxka ¢ukcupoBasach Ha METATMYECKOM TMOJJIOKKaAepKaTEINE,
KOTOPBbIM YCTAaHABIMBAJICA HANpOTUB MulleHU. HarpeBaHue MNOMJIOKKHA BeJCS
MPUCYTCTBHE MOJIJEPKKU PAa30rpPeBATEIbHOIO KOMIIOHEHTa U3 KapOuia KpeMHUS U
KOHTPOJMPOBAJICS NMPOrpaMMHUPYEMBIM KOHTpoJuiepoM. [IporpamMma 3agaBanach B
3-x ypoBHsX 1-HarpeBanue, 2-coxpaHenuwe, 3- oxuaxzaeHue. HarpeBanue
TEPMOCTOJIMKA TMPOTEKaJ COIJIACHO cXxeme H300pakeHHOW B pucyHke 3.9. Ilpu
JOCTH)KEHHHM YCTAHOBJIEHHOM TeMIepaTypbl MPOXOAWIO MEPEKIIOYEHHE Ha
IporpamMmy yAEp>KUBaHUS TEMIEPATYPhbl B MPOLECCE OCAKICHUSA. 3HAUUTEIBHOE
OTPOMHOE BpeMs TPaTHJIOCh Ha CHIKEHUE TEMIIEpaTyphl 11eJI0i cucTeMbl o0pasiia.
OxJ1a)xieHUe BEIOCh B T€UEHUU 4-5 4acoB.

TeMneparypa mNOJIOXKKM u3Mepsiiack Tepmonapoit Buma “K”. Ilepen
OCaXIEHHEM MPOBOAMIACH OTKa4Ka KaMephl BILIOTh 10 Bakyyma 10 Topp, manee
B KaMmepy 3amyckaics noTok O;. DHeprus mazepa M 4YacToTa 3a/1aBajach
nporpaMmoil ¢ mynbTa yrnpaiaeHus. JlazepHsiii nyd (okycupoBaics JIMH30U €
HEIbI0 MOJIYYeHUS] My4yKa JuaMeTp 1MM, 4To ObLI HallelieH 4epe3 ONTUYECKOe



OKOIIIKO B IIEHTP BpalllaOLIEHCs MUILIEHU. JHEPrus Jiazepa BO3JACICTBOBAJIa Ha
noBepxHOCTh PZT mumenu ¢ yactotoi ¢ 5 BioTh 10 2001, 06pa3oBbiBas (aken
U3 MCHAPEHHBIX 3JIEMEHTOB MHUIIEHH KOTOPBIE OCAXIAINCh B IMOAOTPETYIO
MTOBEPXHOCTH MOJIOKKH.
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Pucynok 3.9 — I'padux mporpammupyemMoro HarpeBa TEpMOCTOIMKA

[Tnenkn PZT ocaxnmanuch B MOIOKKe XuMuuecku pacuuinennoro Ni 100
COTJIaCHO XapaKTEPUCTHKAM, OTMEUYCHHBIM B Ta0wmie 3.1.
Ta6nuna 3.1- [TapameTpsl ocaxkaeHus meHOK B kamepe PLD

Oo6pa3er Ne 1 2 3 4 5
MutiieHb PZT PZT PZT PZT PZT
Pasmep mommoxku | Ni Ni Ni Ni Ni
Ixlem

Hasnenue MmTopp 2x10° | 2x10°® |2x10° |2x10® |2x10°
Temmneparypa 500 550 600 650 700
ocaxnenus, °C

Yacrora nazepa, ['m |5 3) 3) 3) 3)
JaBnenne B motoke | 200 200 200 200 200
dbopmupyOIIEro

raza, MTopp

Bpewms, Mun 60 60 60 60 60
DHeprusi nasepa, | 370 370 370 370 370
m/JIx

MormHocTs  71a3epa, | 23 23 23 23 23
kB




4 UccaenoBanue Mopdo10ruu NoBepxXHOCTH MJIeHoK PZT

UccnenoBanmu Mopdosiaoruo moBepxHOCTH IuieHOK PZT mnpoBogumu ¢
MOMOIIBI0 METOJIa aTOMHO-CHUJIOBOM Mukpockonuu (ACM). ATOMHBIM CHIIOBOM
MuKpockot «Solver M» komnanuu MT-MDT npumeHsuics ¢ 1elibl0 YCTaHOBIICHUS
MUKpopenibeda TOBEpXHOCTH IUIeHOK PZT, kpoMe TOro ¢ ero moJaepKKou
HAOJMIOAQIUCh Pa3lIMYHbIE HECOBEPIICHCTBA TEKCTYpbI, JIOKAJM30BAHHBIC B
uccieayemMbix MmoBepxHOCTAX. Merogq ACM  1o3BOJSIT  BBISIBUTH  TPAHUIIBI
pa3nu4HBIX 0J0KOB B Kpucrtamuie. Metoq ACM mo3Bosmi 0OHApYKUTh TPAHUIIBI
pPa3HBIX KOHCTPYKIUH B kpucTasuie. [Ipu npoBeneHN CKaHUPOBaHUS IOBEPXHOCTU
MPUMEHSUICS MTOJYKOHTAKTHBIN PEXXUM CKaHUPOBaHMS. B oT/iMuMe OT KOHTAKTHOTO
pexuMa paboThl, T/I€ KOHEIl MIJIbl KaHTUJIEBEpA pacriojaraeTcsi B HEMpPEepPbIBHOM
KOHTAKTE€ C MOBEPXHOCTHIO, B TIOJIYKOHTAKTHOM PEKUME OH CO3J]a€T MPEPHIBUCTHIN
KOHTAKT C IOBEPXHOCThIO. B pexnme NOIYyKOHTAaKTHOIO CKaHHPOBAHUS CHIIA
JIaBJICHHSI B TIOBEPXHOCTh KAHTWJIEBEpA MEHEE, TO, 4YTO JAeT BO3MOXHOCTh
paboTaTh ¢ MATKUMU U JIETKO MOBPEXKIa€MbIMU MCIOJb30BAaHHBIMU MaTEpHATIaAMH.
[ToyKOHTaKTHBIA PEXUM TakKe HauOoJiee BOCIIPUMMYHUBHI K B3aUMOJIEHCTBUIO C
MOBEPXHOCTHIO, TO YTO MPEIOCTABIIAET BO3MOKHOCTh Pl ONPEACIICHUS JaHHBIX
MTOBEPXHOCTH - PACIPEICIICHUE IEKTPUUECKNX U MATHUTHBIX JOMEHOB, YIIPYTOCTh
U BSI3KOCTh MOBEPXHOCTH. CpaBHUTENHHO CIAOBIA CABUT YaCTOTHI KoOJIieOaHUI C
OTTAJIKUBAIOUIUX CUJI 3HAYUT, TO YTO KOHTAKT 30HJa C MOBEPXHOCThIO 00Opa3lia B
nporecce KojaeOaHui HUKAK HE CUMUTAETCS HENmpepbIBHBIM. B 0cOOEHHOCTH 3TO
KacaeTcsl KojaeOaHuii ¢ 0oybIIoi aMIIuTy10i. JlaHHBIA (pa30BbINA CABUT 3aBUCUT
OT XapaKTEPUCTUK KCIOJIb30BAHHOTO MaTepuaina. PeructpupoBaHue (a3oBbIX
CABUTOB B TMPOLIECCE CKAHUPOBAHUS BEChMa MOXET OBbITh TIOJI€3HA B
HCCIIEIOBAHUSIX HAHOCTPYKTYPHBIX JINOO T€TEPOreHHbIX MaTepuaiax.

Ha pucynke 4.1 nokazana ACM noBepxHOCTH ocaxaeHHOH ieHku PZT npu
temnepatype 500 °C u sneprun naszepa 370 M/ u gactore 5 I'i. CkanupoBanue
npoBoguiaoch B obOmactu 1x1 mkMm. Penbed mMOBEpXHOCTH JIEMOHCTPUPYET
dbopMupoBaHUE TOIYKPYTIBIX CHEpoOOpasHbIX KPUCTALIUTOB C CPEAHHUM
nuametpoM ¢ 100 mo 200 um. Ilepmon ocaxnaenuss paBHsiercss 60 MUH..
MakcuMainibHasi BBICOTa KPUCTAJUIMTOB HE TmpeBocxoaur 6 HM. B 1menom
MOBEPXHOCTh ABJISIETCS JIOCTATOYHO 0JIHOO0Opa3HOU c JIOBOJIBHO
OPUEHTUPOBAHHLIMKU 00pa3oBaHusAMU. IIpu moBblIeHUH TemepaTypsl 10 600 °C
(pucyHOK 4.3) Ipu CXOXKHX MMapaMeTpax BPEeMEHU U SHEPTUU Jlazepa HaOII0Aal0TCs
HauOosiee HeOOJbIINEe 00pa30BaHKs KPUCTAUTUTOB ¢ auameTpoM oT 20 1o 80 HM.
Ho coctaB o0pa3oBaHuii coaepKUT Haubojee OPUEHTUPOBAHHYIO TEKCTYpYy C
OCTpbIMU NMHUKaMH. BeicoTa kpucTamuToB siByisgercs 30 HM.

Mopdonorus ¢ KparepHOHW CTpyKTypoil HaOmomaercss B 1uieHke PZT
ocaxaenHoi npu 700°C suepruu nazepa 370m/Ix 1 gyactote 5 't (prcyHOK 4.4).

[IpoBeneHHBIE ~ pacyeThl  MIEPOXOBATOCTH  IMOBEPXHOCTU  COTJIACHO
mogo0paHHBIM MaKCUMAaJIbHBIM BBICOTAM M BITaJIMHAM TUICHOK PZT ocakIeHHBIX
IpH pa3HBIX Temieparypax cocTasuwin: 4.84um-500, 0.36uM-600, 1.82aM-700 °C.
[TocTosSsHHBIMH TIapaMETpaMU OCAXKICHUSI CUMTAIIMCh BpPEMsl, SHEPTHsl U 4YacTOTa
nasepa.



Pucynoxk 4.1 — ATOMHO-CUI0Basi MUKPOCKOIIUSI TOBEPXHOCTH IIEHKU PZT
ocaxaennoi na nomtoxke Ni(100) mpu temneparypax 500°C, sHeprunm nazepa
370 m/Ix 1 gactoTe 51’y

PucyHnok 4.2 — ATOMHO-CHIJIOBasi MUKPOCKOIIHSI TOBEPXHOCTH IIeHKH PZT
ocaxnennoi Ha momoxkke Ni (100) npu Temneparypax 550°C, sHepruu nasepa
370 m/Ix n gactote 1011y
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Pucynok 4.3 — ATOMHO-CHJIOBast MUKPOCKOTIHSI IOBEPXHOCTH TIeHKU PZT
ocaxnennoi Ha noaoxke Ni(100) npu Temneparypax 600°C, sueprun naszepa
370 mJIx 1 gactoTe 51’y



Pucynoxk 4.4 — ATOMHO-CUJI0Basi MUKPOCKOTIHSI TOBEPXHOCTH TIeHKH PZT
ocaxnennoi Ha momtokke Ni (100) npu Temneparypax 700°C, sHepruu nasepa
370 mJIx u yactote 5111

Ha pucynkax 4.5, 4.6 mnokazansl ACM mnoBepxHOCTH IUIeHOK PZT
ocaxneHHbIX pu Temneparype 600 °C, wactore 7 'y u sHeprusx nasepa 270m/Ix
u 600m/Ix. Mopdonorus miueHok PZT ocakaeHHBIX PU HEBBICOKUX 3HAYEHUSIX
sHepruid 270-370 MJIK COIEpPKUT OCTATOYHO OJHOPOIHYIO TOBEPXHOCTH C
HeOONbIIUMU  3epHaMU. HoO 1pu  JOBOJBHO MNPOJOHKUTEILHOM BpPEMEHU
ocaxzaeHuss 60 MuH. co3gaercs ol TonmuHou MeHbiie 100 Hm.

[Inenka PZT ocaxnennas mnpu sHeprun 600m/x comepkuT HauOolee
rpyOyI0 MOBEPXHOCTh C JIOCTATOYHO OOJIBIIMMH pazMepaMu KpucTawuToB. Ho
CKOpPOCTb OCaXIEHUS MPY 3HAYMTEIbHBIX SHEPTUAX BO3pACTAET B 3 pasa.

Pucynok 4.5 — ATOMHO-CHJIOBast MUKPOCKOTIHSI IOBEPXHOCTHU TIeHKU PZT
ocaxxnennoi Ha mognoxke Ni (100) mpu temneparypax 600°C, sneprum naszepa
270 mJIx u gactoTe 511y



Pucynoxk 4.6 — ATOMHO-CUII0Basi MUKPOCKOTIHUSI TOBEPXHOCTH TIeHKH PZT
ocaxaennoi na nomoxke Ni (100) npu Temneparypax 600 °C, seprum nazepa
600 m/[x 1 gactote 5 I'l

COM wuzobpaxenue (pucyHke 4.7) MOBEpXHOCTH IUIEHOK PZT ocaxaeHHBIX
npu temmeparype 600 °C u sueprusx (a) 600 mIx u (b) 270 m/Ix.

25kV  X2,500 10ym 0000 1250 SEI 25KV X5,000 Sum 0000 11 50 SEI

Pucynok 4.7 — COM uzo0paxeHre noBepXHOCTH MIeHOK PZT ocaxkIeHHBIX
npu temneparype 600°C u sneprusx (a) 600m/Ix u (b) 270m)[x.
N3 ananuza COM ckaHupOBaHUS TOBEPXHOCTH OCAXKICHHBIX TUICHOK ObLIO
OTIPEJIEIICHO TO UYTO OCAXKCHUE C HAMMEHBIIICH SHEpPTHeil Jlazepa co3/1aeT
Haubosee OAHOPOIHYIO TOBEPXHOCTb .

30kV ~ X5,000 Spm 0000 1150 SEI
Pucynok 4.8 — COM uzo0paxeHne noBepxXHOCTH MIeHOK PZT ocakIeHHBIX
npu Temrneparype 500 °C u suepruii naszepa 370m/Ix




Pucynox 4.9 — COM uzo0OpaxkeHre NOBEpXHOCTH MIeHOK PZT ocaxkieHHBIX
npu Temneparype 550 °C u suepruii nazepa 370m/Ix

30kV  X13,000 1pm 0000 1050 SEI

Pucynox 4.10 — COM uzo0pakeHne nmoBepxXHOCTH TIeHOK PZT ocaxxaeHHbIX
npu Temneparypax 600°C mpu suepruii 370m]1x

30kV  X7,500 = 2um 0000 10 50 SEI

Pucynok 4.11 — COM uzo6pakeHne MmoBepxXHOCTH TIeHOK PZT ocakIeHHBIX
npu temneparypax 650 °C npu suepruii 370m/Ix



30kV  X13,000 1um 0000 1150 SEI

Pucynok 4.12 — COM u3obpakeHne MoBepXHOCTH TIeHOK PZT ocakIeHHBIX
npu temneparypax 700°C mpu suerun 370m/Ix

N3 ananuza COM cKaHMpPOBaHUS MOBEPXHOCTH OCAXKIAEHHBIX IJIEHOK OBLIO
YCTaHOBJICHO UYTO OCaXICHHWE TMPU MEHbIIEH TeMmieparype obpasma dopmupyer
0oJiee paBHOMEPHYIO MTOBEPXHOCTh. CpenHss BbicOTa HambuisieMoro ciiosi PZT Ha
KPEMHEBOM MOJI0KKE COCTABIIAET 2MKp
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Pucynok 4.13 — PeHTreHOCTpYKTYpHBIN aHAJIU3 MOJIYYEHHbIX TOHKHX IUIEHOK PZT
Ha Ni noanoxke

XRD mnnenok PZT HaHeCeHHYHO Ha HHUKEIEBYK) IIOMIOKKY, C
ucnonp3zoBanueM TexHonorun PLD. Crpykrypa meHok PZT npu pasHbix
TeMIlepaTypax OCaXJACHHUS UMEET OJMHAKOBYIO MOJIUKPUCTAILNTMYECKYIO CTPYKTYPY
C NMUKOBBIM 3HaYeHueM 31,3, cooTBeTcTByIOMICH T10cKOoCTH (110), 1 emie ouH MUK
npu 44,4, uro coorBeTcTBYeT MIockocTsM (200) mist Bcex tuieHOK. bwuio
OOHApY>KEHO, YTO MEXKIUIOCKOCTHOE pAaCCTOSHUE, COOTBETCTBYIOIIEE CAMOMY
BBICOKOMY TIHKY, cocTapiager 2,8904 A. Koncranta pemerkn PZT-nneHok
paccuuthiBanach Kak 4.0876 A, 4to GmM3KO K COOTBETCTBYIOLIEMY OOBEMHOMY
sHavennio (4,054 A), uto ykasblBaeT Ha HaIMUMe MHHHMMAILHOTO MeX(pazHOro
HATSDKEHUS B OCAXKJICHHOM TIJICHKE.



3AK/IIOYEHUE

B nanHOlt paboTe METOJOM HMMIYJILCHOTO JIa3€PHOr0 OCAXACHHUS ObLIH
CHUHTE3MPOBaHbl TOHKHME IUICHKH IMpKoHaTa-TuTaHaTa cBuHIa (PbOTIOZrO;
PZT) na Ni momnoxky pasmepom 10x10mMm B kamepe PLD npu temmeparype ot
500 o 700 ° C. I1nenka PZT Oblia cuHTE3MpOBaHa MPU MOCTOSIHHBIX TTapaMeTpax
JABJICHHUS], YACTOTHI, SHEPTHUH JIa3€pa U BPEMEMH OCAXKIICHUS.

[ToBepxHOCTH TOHKMX TIeHOK PZT  momydeHHBIX 00pas3noB  ObuIH
UCCIIEIOBAHbl C TOMOIIBIO aTOMHO-CUJIOBOM MHKPOCKOINUU, CHUMKH MOKa3alu
dbopMHupoOBaHUE TOIYKPYTIBIX CHEpPOOOpa3HBIX KPUCTALUIUTOB C  CPEAHUM
nuametpoM ¢ 100 mo 200 HM. B 1enomM MNOBEpPXHOCTH SIBISIETCS JOCTATOYHO
0JIHOOOpa3HOM C 10BOJIBHO OPUEHTUPOBAHHBIMU 00Pa30BAHUSIMHU.

CkaHupyIOIIMA  3NEKTPOHHBIA  MHKPOCKON  MOKa3al  oOpa3oBaHHE
JIOCTaTOYHO OJHOOOPa3HOM MOBEPXHOCTH, KOTOPAst 3aBUCUT OT SHEPIUH Jia3epa.

CTpyKTypy M CBOMCTBO TOHKHMX IUICHOK HCCIEAOBald ¢ MoMoliblo XRD
PEHTIC€HOBCKOM  JAU(PPAKTOMETPUM,  HUCCICAOBAHME  IOKAa3ajo0  BBICOKYIO
WHTEHCUBHOCTH IHKA, YTO CBUJIETEIIbCTBYET O BBICOKOM KPHUCTAILUIMYHOCTU U CO
OPUEHTUPOBAHHOCTU KPUCTAJLUIUTOB BJOJb MPEUMYLIECTBEHHOTO HAaIpPaBICHUS
pocta. IlapameTp pemeTku a=4,16 A, cooTBeTcTByeT MeKIyHApOJHOH Oase
JAHHBIX TU(PAKTOTPAMM.



INEPEYEHb COKPAILIEHUN

PZT — lead zirconate-titante (HPKOHAT -TUTAHAT CBUHIIA)

PLD — Pulsed Laser Deposition (MMITyJIbCHOE JIa3€pHOE OCAXKJICHHE )
XRD — X-ray diffraction (peHTreHo U paKIIMOHHBIN aHATU3)

AFM — Atomic-force microscope (aTOMHO-CHIIOBOH MUKPOCKOIT )
SEM — Scanning Electron Microscope (CKaHHPYIOIINI DJIEKTPOHHBIA MHUKPOCKOIT
VB — BanenTHas 30Ha

CB — 30Ha TPOBOAMMOCTH

PEC — ¢poTosnexTpoxumus

H — Boopon

MEMS — MUKpO3TIEKTPOMEXaHHUECKHUE CUCTEMBI

CBUY — cBepXxBBICOKOYACTOTHOE
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