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1. BBenenme. Bgenenme nopucroctu wiam JIpy-
rUX MaTepPUAJIOB B JUIJEKTPUKUA M IOJIYIIPOBOJIHUKH
MOXKET IPHUBECTH K YCUJIEHUIO HEJUHEHHO-OITUIECKHUX
adbdekTos [1-3], yMEHbIIEHUIO IUIIEKTPUIECKOI TOCTO-
auHoit k (low-k amssekrpukn) [4,5]|, remepamuu BTO-
poii rapMOHUKH [6, 7|, BOSHUKHOBEHUIO IbE303JIEKTPHUIe-
CKUX CBOICTB B IIOPUCTOM KpeMHUH [8], u3mMeHeHuio ce-
PHETORJIEKTPUIECKUX U CETHETOMATHETHIECKUX CBOMCTB
[9,10] u Ap., U MOTOMY AKTHBHO HCCIexyeTcs. B ciry-
yae IIbe303JIEKTPUKOB, I10100HOe HAHOCTPYKTYPHUPOBa-
HUE TI03BOJISIET PErYJINPOBATH HE3ABUCUMO B HEKOTOPOM
JMana30oHe TaKue CBI3aHHBbIE CBOWCTBA, KAK IIPOJIOJIb-
HBIIl W IIOIEPEYHBIA [Tbe303JIeKTPUIECKe d(PMEKTHI, a
TaKKe MMOBBIMATH KOIDDUIHEHT THE303IEKTPUIECKOTO
HAIPSIXKEHUS JJisl TPUMEHEHUH B 00JIACTU YJIbTPa3By-
KOBBIX IIpeobpas3oBaTesieil 1 HI3KOYaCTOTHBIX CEHCOPOB
[11-13|. ITupkonar-turanar csuana (Pb(Zr;Tii—;)0s,
PZT) pmemoHCTpPHUpYET NPEBOCXOIHBIE CEIHETO-, IHE30-
U IUPO3JIEKTPUYECKUE CBOHCTBA M IIO3TOMY CO3JIaHUE
[MOPUCTHIX TIJIEHOK HA WX OCHOBE IIPEJICTABIIAET 0OOJIb-
IO MHTEepeC s PAa3JINYHBIX HPUMEHEHWI, HCIIOJIb-
3yonmx 3T 3P@EKTH, B YACTHOCTU JJIs CO3IAHUSI
HAKOIUTE Il SHEPIUHU, TUPOIJIEKTPUIECKUX TEIIJIOBU3H-
OHHBIX YCTPOMCTB, PA3JUIHBIX aKTIOATOPOB U Peodpa-
sosaresieit [11]. IIupokoe moTeHIMAIBHOE TPUMEHEHUE
nopucThiX mwieHok PZT obyciasimBaeT ocoboe BHUMA-
HUE YYEeHbIX K JTAHHOMY MATEDUAITY.

OHUM U3 METOJIOB IOJIyYEHUs] MOPHUCTHIX IIJIEHOK
PZT aBasercs MeTom XUMHUIECKOTO OCAXKICHUS U3 PAC-

De-mail: atanova.a@crys.ras.ru

TBOpOB. s dbopMupoBaHUS CTPYKTYPBI B PACTBOPBI
[IPEKYPCOPOB J00ABJISIOT IIOPOr'eHbl — OPraHUIECKIe Be-
IEeCTBa, CayzKalnme (hopMooOpa3yonuM areHTOM JIJIst
[IOP W BIIOCJIE[CTBUN yJAaJseMble U3 MaTePHaJja B IIPO-
Iecce TEPMUIECKOit 00paboTku. Bu i ncmoab3yemMbIx mo-
POTE€HOB OKa3bIBAET HEITOCPEICTBEHHOE BJIMSTHIE Ha 0CO-
6eHHOCTH IOPUCTOM CTPYKTYpbI. OHAKO HE TOJBKO BUJ,
IIOPOTeHa OIPE/IEIsieT KOHEUHYIO0 CTPYKTYpy. Kak ObI-
JIO TIOKa3aHO Hamu paHee [14], mcmosb3oBanue GII0K-
COIIOJINMEPHBIX I0BEPXHOCTHO-aKTUBHBIX BEIECTB B Ka-
gecTBe oporenoB B PZT mpuBoauT K GOpMHPOBAHUIO
Pa3BUTOIl ME30IIOPUCTOIl CTPYKTYPHI, pa3Mep IOp B KO-
Topoit B 5—10 pa3 mpeBbIIaeT pa3Mep Iop, GopMUpy-
€MBbIX ITHMH K€ [TOPOr€HAMM B CHJIMKATHBIX ILIEHKAX
[15,16]. Kpome pasmepa, BblIeJseTCs TAKXKe U HEOObIY-
Hast (pOopMa IOP U OTHOCUTEJIBHO OJHOPOIHOE pacipe-
JleJIEHUE 10D, BUAUMBIE HA MOIEPEYHBIX CPE3aX IIPU UC-
caenoBannn Merogamu [I9M. Ilnenkn Takoit cTpykTy-
Pbl MOTYT OBITH KpaiiHe IEePCIIeKTUBHBIMU JJIsi CO3J1a-
HUsI KOMIIO3UTOB HA WX OCHOBE IIyTEM 3aIlOJIHEHUS IOP.
OjiHako CBOMCTBAa KaK CAMHUX TOPHUCTBIX ILJICHOK, TaK
U KOMIIO3UTOB Ha UX OCHOBE OIIPEIEJISAIOTCS IIPOCTPaH-
CTBEHHOI CTPYKTypoil op u (a3, uccjaeoBaHus KOTO-
POi#i CKY/IHO TIPE/ICTaBJ/IEHBI B JINTEPATYPE, & IJIsl IIJICHOK
PZT me uzBecTHBI COBCEM.

CytecTByeT 60BIIOE KOJHIECTBO KOCBEHHBIX METO-
JIOB OIIEHKM Pa3/IMYHbIX [1apaMeTPOB IIOPUCTHIX CTPYK-
TYp, OJHAKO BCE OHHU IIOCTPOEHBI HA IIPHUOJINKEHHBIX
MOJIEJISIX U He TO3BOJIAIOT U3yvaTh JOKAIbHBIE 0CODEH-
HOCTH MATEpPHAJIOB, KOTOPBIE, B CBOIO OYEPE/lb, OKA3bI-
BAIOT 3HAYUTE/ILHOE BJINSAHNE HA CBOMNCTBA MUKPO- U Ha-
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HoCTPYKTyp. Hanbosee Touno 0xapakTepu30BaTh MOPHU-
CTYIO CTPYKTYPY MOXKHO TOMOI'PadUUIECKUMH MeTO/1a-
vu. OUIT-POM manoTomorpadust mpejgHasHAYEHA J1JIsT
U3ydeHnsI CTPYKTYP C XapaKTEPUCTUIECKUM DPA3MEPOM
B JIMana30He OT JECATKOB JI0 COT€H HAHOMETDOB, 3a-
HUMasl, TAKIM 00Opa30M, HUIILY MKy KJIACCUYeCKUMU
roMorpaduIecKuMu MeToJaMu (HaIpUMED, PEHTI€HOB-
ckas), ¢ paspemterreM 10 0.1 mxm, u II9M romorpadu-
eii, obecIieauBaoIeil pa3pereHne 10 eJIMHUIL HAaHOMEeT-
POB, OJHAKO IIOJIXOJISIIEl TOJIBKO JjIsl TOHKUX 00pa3IoB.

Kpome oCHOBHBIX CTPYKTYPHBIX XapPAKTEPUCTUK I10-
PHUCTBIX MaTEPHUAJIOB, TAKUX KAK ILJIONIA b IIOBEPXHOCTH,
o0rmasi mopucTocTh u pazmep mop, merox PUIT-POM
HAHOTOMOTpadUN MO3BOJISIET OIEHUTH CBSI3HOCTD IO U
ux pacupeeiienne. CBA3HOCTb (Pa3 ABJISIETCS OJHUM U3
OCHOBHBIX ITaPAMETPOB, XaPAKTEPHU3YIONNX TPAHCIOPT-
HBbIE CBOIICTBaA cpen. B ciydyae MOPUCTBHIX IJIEHOK CBsI3-
HOCTB IIOp XapPaKTEPU3yeT BOSMOXKHOCTD 3aII0JIHEHUS] X
JIDYTUMHU MaTepHhajiaMy JJjis CO3JaHUs HaHOKOMIIO3U-
TOB, TPAHCIOPT KUJKAX U TA30BBIX CPEJ /I MeMOpaH
U KaTajJu3aTOpPOB U JIP., & TAKKe OIPeJesisieT 3JIeKTPH-
JecKkue, MEXaHUYEeCKHe U TEPMUYECKHE CBOWCTBA ITOPU-
CTBIX IUIEHOK M KOMIIO3UTOB Ha uX ocHose [11,17,18].

B mannO# pabore MBI IIPOBEJIM UCCJIEI0BAHNE TTOPH-
cToii cTpyKTyphI cjioeB merogoM OUII-POM marnoromo-
rpadun ¢ OIEHKO! CBA3HOCTH W PACIIPEIEJICHUS IOP B
CErHETORJIEKTPUIECKUX TMEPOBCKUTHBIX TIeHkax PZT ¢
nobasiieHneM noporexna Brij76.

2. Marepuaabl u Metonbl. [lopucroie mmieHKH
PZT nosyuaiam MeTomoM XUMUYECKOTO OCAXKIEHWS U3
PaCTBOPOB IIyTeM J00aBJIeHUsI B PACTBOP IIPEKYPCOPOB
nosmokcudtuied (10) creapwiiobiii a3up ¢ MoOJEKy-
ssipHOit Maccoii 711 (Brij76, Sigma-Aldrich) B kagecrse
[IOPOreHa. JTO IOBEPXHOCTHO-AKTUBHOE BEIECTBO HUC-
[TOJTB3YETCs I CO3JAHUST PA3IUIHBIX ME30MOPHUCTHIX
MaTepUaJIOB B IIPOIECCE CAMOCOODPKHU: CHJIMKATOB, OK-
CUJIOB THUTAHA, IUPKOHUSI U TUOPUIHBIX OPraHUYECKO-
HEOpraHUIeCcKuX MarTepuaJios [19-23|, oaHako, HACKOJIb-
KO HAM HM3BECTHO, BIIEPBBIE HCIIOJIH3YETCs [IPU CUHTE3E
MMOpUCTHIX 11eHOK PZT.

Ilnenku mosydanum MeTOIOM IEHTPU(DYTUPOBAHUS
Ha IJIATUHUPOBAHHBIE KpPEMHUEBbIE IIOJJIOKKU Sl
(690 MmrM)—SiO2 (300 EM)-TiO2 (10EHM)-Pt (160 M)
(Inostek, Kopest). PacTBopbl npekypcopoB HaHOCHIA
[TOCJIONHO, JI0 TOJIydYeHUs 3aJaHHON TosmuHbl. Kax-
JIBII  CJION TOJBEprajid JBYXCTYIEHYATOU CyIIKEe IIPU
200°C u mpum 400° B Tedenme 10MuH misd yIajieHust
OPraHUYeCKUX OCTATKOB. Kpucrasumzamnuio Beeil mieH-
KU IIPOBOJIUJIN IIOC/I€ HAHECEHUsI IIOCJIeHEro CJIosl IPU
T = 650 °C B Teuenune 15 Mun B MydeJbHON HIeUn.

Jj1st moATBEPKACHNS M3MEHEHUsI CTPYKTYPBI IIOP B
[IpoIlecce KPUCTAJIA3AIMK 10 aHAJIOIUYIHON METOIMKE
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ObLTa CHHTE3WPOBAHA OJIHOCJIONHAA IJIEHKA 0e3 drama
KpucTajIm3anuu, ToJbko ¢ cymkoil mpu 200 °C u mu-
ponuzom 1pu 400°C. OgmocioiiHas mjeHKa ObliIa 13-
TOTOBJICHA C MEJIbI0 UCKJIIOUeHus 3ddeKTa B3anMHOIO
BJIMSTHUS CJIOEB IIPU MHOT'OCJIOHOM IIPOIIECCE.

TpexMepHy0 CTPYKTYPY IIOP UCCJIEI0BAIN METOIOM
OUII-POM nanoromorpaduu. JIaHHBI METO, 3aKJIIO-
9aeTcd B IIOCJIEIOBATEJLHON pe3Ke UM CheMKe HHTEepe-
cyrorero oobema obpasiia ¢ 3aJaHHBIM IIIAarOoM B KaMe-
pe 3JIEKTPOHHO-MOHHOI'O PACTPOBOI0 MHKPOCKOIIA, TJIe
pesaHue OCYMIECTBIISIETCsT ¢ TOMOIIBI0 MOHHOTO ITyJKa,
a I[ocJIe TOJIyYeHUs KaXKJ0ro cpe3a 0o0JIaCTh MHTEPEeca
dororpadupyoT B 3JIeKTPOHHOM IrydKe. [lojrydeHHBIH
Ha0OP I0CJIEI0BATEIbHBIX N300ParKEHUN CPE30B CTPYK-
TYDbI HA3BIBAIOT 2-CTEKOM (2 0603HAYAET OCh, BJOJIb KO-
TOpOii ocyIecTBisieTcs: pe3ka). [Iponenypy mosyeHust
Z-CTeKa IPOBOIIJIN B KOJIOHHE PacTPOBOI'O 3JIEKTPOHHO-
nonHoro Mukpockona Scios DualBeam (Thermo Fisher
Scientific, CIITA) ¢ nmoMoImpio creruaabHOR IPOrpaMMbl
Slice&View, Koropasi O3BOJISIET aBTOMATUYECKHU IIPO-
BOJUTH MOCJEIOBATE/BHYIO PE3KYy U CbEMKY, a TaK¥Ke
OCYIIECTBJIAET KOPPeKIuio apeficha n3obpazkenus. [lar
PEe3KU JIJIsl UCCJIEYEeMbIX MOPUCTHIX IIJIEHOK COCTABJISLI
3 um. IlostyueHHble qaHHBIE TPEOYIOT 3aTEM IIPOIPAMM-
HO# 00pabOTKU, BKIIIOYAIONIEH B ceOs BEIDABHUBAHUE U
KOPPEKIINIO CTEKa, er0 CErMEHTAINIO — pa3JesieHrne 00b-
€KTa Ha MHTEPEeCYIOINe IPYIIIbI, PEKOHCTPYKIINIO U KO-
JIMYECTBEHHBIN aHAJINS.

[Tosmygenmpie mamabie 00PAOATHIBAJIN C HCIIOJIb30BA~
HueM nporpammbl Fiji, B yacTHOCTH, ttarusHos StackReg
[24] u Template Matching [25] st BbIpaBHMBaHUs
creka, DenoiseEM [26] mius dwibrpamuu or mryma,
Nonuniform background removal misi BeipaBHUBaHMS
dona, Trainable Weka Segmentation [27] nyst cermen-
raruu uzobpaxkenuii u 3D ImageJ Suite [28] mia Busy-
aJIM3aIii U AHAJIN3a Oy I€HHBIX JAHHBIX.

Hammabie 06 00IIIEl MTOPUCTOCTH U ILIOIIAIN TOBEPX-
HOCTHU ITOP OBLIM IIOJIYYEHBI C IIOMOINBIO IiaruHa 3D
ImageJ Suite. [lorpemnocTs 3Hadennit 061IEH TOPUCTO-
CTU MOKeT ObITH BbI3BAHA IEJIBIM PSIIOM (DAKTOPOB, O/
HAKO IJIABHBIM UCTOYHUKOM IOTPEITHOCTH SIBJISIETCSI CET'-
MeHTaIus n306parkenuii. Ha peasibHbIX H300paskKeHUsIX
rpanuna paszmaena da3 He SBISIETCS DPE3KOil, a Ipej-
CTaBJICHa IIEPEXOJHON 30HON C MUPUHON, 3aBUCAIIECH OT
KadecTBa IMoJIydeHHOro creka [29]. B mporecce cermen-
TaIUK BHIOpAHHAS T'PAHUIA MEXKIy (azaMu HAXOJAUTCS
B IIpejiesiaxX dTOH Imepexo/iHoi 30HbI. B jgaHHOI pabore
[IOTPEITHOCTDh 3HAYeHMiI 00'beMa IOP OIpeeisiach 10
KpaiHIM BO3MOYKHBIM 3HAYEHUSM [IPU CETMEHTAINH.

Pasmep mop oreHuBascs mo MeTOAy OIpeesIeHust
JIOKAJILHOMN TOJIIIUAHBI JJIsi TPEXMEPHBIX 00BEKTOB, OIIH-
carHoMy XwigebpanioMm u Pyecrcerrepom [30], e 3a
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JIOKAJIbHYIO TOJIIIUHY B TOYKE P IMPUHUMAETCS MAKCHU-
MaJIBHBIN JHaMeTp cdepbl, COIEePKAIIEH P U TOJHOCTHIO
BIIMCAHHOW B CTPYKTYpy. TakuM oOpa3oM, OIpe/iesIeH-
HBIA pa3Mep IOp B HCCJIeLyeMOl CTPYKType — 3TO Ha-
060p AraMeTpOB BIIMCAHHBIX cep, ComepKaIuX BCe TOU-
Ky BHyTpu 1op. JlaHHBIN MeTOJ[ peajii30BaH B MOJLyJie
Local Thickness [31] 8 uporpamme Fiji.

AHayn3 CBSI3HOCTH MTPOBOJHIICS IYTEM “CKeJIETOHU-
poBanus’ CTPYKTYpPBI, T.€. IPEICTABJICHUS €€ B BUJE
rpada TOJIIHUHON B OJWH IUKCE/b, IPOXOJIAIIETO Yepe3
nenTp ¢aspl [32-34]. Ckeseronnposanue Gha3 BO3MOKHO
C UCIIOJIb30BAHMEM PA3JINYHBIX ITPOTUPAMM, HAIIPUMED, C
momortbio MogyJisi ITKThickness3D na si3pike python
win mwiarnaa Skeletonize3D [35] B nporpamme Fiji. Pea-
smzoBanublilt B Mojysie ITKThickness3D (ITK — Insight
Toolkit) dunasrp MedialThicknessImageFilter3D, ocuo-
BaH Ha IIOCTPOEHUU MEIUAJIBHOW OCH U BBIYHCJIEHUU
JIBOWHOTO PACCTOSHUS OT OCH JI0 HMOBEPXHOCTU OOBEK-
Ta, T.€. [AaMeTPa MaKCHMAJbHON BIMCAHHONI ChEPHI B
nanHO# obsiactu. Takoil ajropurM obeclieunBaeT Mu-
HUMAJIbHOE KOJIMIeCTBO TOYEK CKEJETOHA I IOJIHO-
ro ommcanusi 0obekTa [36]. AHasus pacupeseneHus nop
OBLII OCYIIECTBJICH IIyTEM IOJICYETa IIOPUCTOCTU B KaXK-
JIOM cpese B JII000M MHTEpPECyIOIieM HalpasjeHuu [32].
Kpome mosmyaaemoro creka B HAITPABIEHUN OCH 2, MOXK-
HO IIOJIyYUTh CTEKU B HAIIPABJIEHUU X U Y IIPU UCIIOJIb30-
BaHIM KOMaH bl reslise B Fiji nim aHAJOrHIHBIX KOMAH/
B JIPyT'UX IIPOTPaMMAaX.

JonomHuTeIbHBIE CTPYKTYPHBIE UCCIEOBAHUS IIPO-
BOJIUJIU METO/IAMU IIPOCBEYNBAOIIEN 3JIEKTPOHHON MUK-
pockoru  (II9M), B 4YACTHOCTH, C WCIIOJH30BAHUEM
IIIITPOKOYTJIOBOTO KOJIBIIEBOTO JIETEKTOPA TEMHOI'O TOJIsT
B PEXKHMMe IIPOCBEUYMBAIONIEH PaCTPOBON 3JIEKTPOHHON
mukpockormu (HAADF STEM) ma mukpockomne Tecnai
Osiris (Thermo Fisher Scientific, CIITA) upu yckopsito-
mem Hanpsikeanu 200 kB. [lomepedunsie cedenuss Kom-
MO3UIHUH JIJIsT UCCIIEIOBAHNS B IPOCBEYNBAIONIEM JIEK-
TPOHHOM MUKPOCKOIIE TOTOBIJIA C TIOMOIIBI0 (DOKYCHPO-
BAHHBIX MOHHBIX I[yYKOB B KOJIOHHE PACTPOBOTO IJIEK-
TpoHHOro Mukpockona Scios Dual Beam (Thermo Fisher
Scientific, CIITA).

3. Pesynbrarel u obcyxkaenme. Ha pucynxke 1
MpeJ/ICTaBJIeH OOIMUil BUJ TOJYyYEHHON TpPEeXMEepPHO
CTPYKTYPBI. AHAJIN3 1IOJIyYeHHON MOJIe/IH [T0Ka3aJl, 9TO
obmas nmopuctocTh cocrapisger 23.3 + 3%, a ynenbHas
mwiomaab nosepxuocta 0.03747 nm? /a3, Pasmep mop
cocrapJjisieT 27 £ 6 HM.

JLJ1si OLEHKU CBSI3HOCTH IIOPUCTOI CUCTEMBI CEIMEH-
TUPOBAHHBIN 2-CTEK C BBIJIEJIEHHBIMU ITOPAMU IIOBEP-
raju ckejeronupoBanuio B nuporpamme Fiji [35]. Crout
OTMETHUTDb, UTO CKEJETOHHPOBAHUE MOXKET OBITH BECh-
Ma YyBCTBUTEJbHBIM K IIIYMY, U IIOTOMY PEKOMEHLy-

Puc. 1. (Isernoit onmaiin) O6muit Bug TpeXMepHOH Mozie-
JIM TIOPUCTO# CTPYKTYpbI 1ieHku PZT

eTcsl JOMOJHUTEIBHO OT(MUIBTPOBATH yKEe OMHAPU3O-
BaHHBIN CTeK Tepel nocrpoerneM. Ha pucyrnke 2 mpe-
CTaBJIeH OOIUIT BUJ CKEJIETOHA IOCJIE JIOTOTHUTEIHHOMN
duiIbTpaIy CTeKa U CeUeHNs HAJOKEHUI CKeJIeTOHA Ha
KOHTYPBI TIOP OT HEMUILTPOBAHHOTO U JIOTIOJTHUTEIHHO
GUIBTPOBAHHOTO cTeKa m300pakennii. Busno, 1ro nmpu
HCIIOJIb30BAHUN CTEeKa 0e3 JIONMOJHUTEbHON (huabTpa-
U HepoBHAast (DOPMa MOp, BBI3BAHHAS IIIYMOM, ITPUBO-
JINT K PA3BETBJIEHUIO CKEJIETOHA U MOSIBJICHUIO JIUIITHUX
TOUEK, MEIAIONINX JaJbHEAIIeMy aHaan3y rpados.

AHayin3 moydYeHHBIX B PE3YJIbTaTe CKEJIETOHUPOBA-
HUsl TpadOB MO3BOJIAET TPOAHATIM3NPOBATH PsIJT XAPaK-
TepucTuk cucrteMbl. Kak/iplif rpad COCTOUT U3 y3JI0B
(nodes) u Berseii (branches), KOJMIECTBO KOTOPBIX PaB-
#Ho N u B coorBercrBenHo. Anajm3 ckejmerona B Fiji
(AnalyzeSkeleton [35]) mo3BoJiseT MOIyYIUTH TAKHE MO~
JIE3HBIE XaPAKTEPUCTUKN CETH, KAK KOJMIECTBO OTIEIIb-
HbIX IpadoB (B MHTEPHIPETAIME PACCMATPUBAEMON CH-
CTEMBI — CBSI3aHHBIX OD), KOJHIeCTBO y3i0B (N;) u
BeTBell B KaxkJo0M u3 Hux (B;), JJIMHBI BeTBeil 110 OT-
JIeJIGHOCTH, CPEeHME JIJIMHBI BETBE JJTsi KayKJO0r0 Irpa-
da, a Takke cymMmMapHbie nHbL rpados. Kpome Toro,
aHaJIM3 TIO3BOJISIET Y3HATH KOJUYIECTBO TPONHBIX U U€T-
BEPHBIX Y3JI0B, T.€. TeX y3JI0B, U3 KOTOPBIX BBIXOJIUT 110
3 n 4 BeTBU, COOTBETCTBEHHO.

B kauecTBe OCHOBHOrO IapaMerpa OIEHKHU CBS3HO-
CTH MOXKHO WCIIOJIb30BATh CTElNeHb HEePKOJIu (p).
DTOT mapaMmerp COIEPKUT WHAMOPMAIUIO O JI0JEe CKe-
JIETOHA, KOTOpas B3AUMOCBSI3aHA, W OMUCHIBACT TPAHC-
noprHble cBoiicTBa (daspl. MeTouka pacuera crerneHn
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Puc. 2. (L[BeTHoﬁ 0Hna17IH) OO6muit BUJ, CKEJIETOHA IOCJIE JOMOJHUTETBHON (DUIBTPAIUU CTEKA (a) U CeYeHUsI HAJIOXKEHU

CKeJIETOHA Ha KOHTYDBI op oT HedusbsrpoBarHoro (b) un gonosHuTessHO GUIBTPOBAHHOIO (C) CTeKa n300parkeHu

nepKoJsiiuu xoporno onucana B [32]. Ckeseron mo6oii
dazpr (¢ obmedt numHoit L u cpeaHeil TONOIOrUIecKoit
JUmHON L) COCTOMT M3 KOHEYHOTO HYHCIa OT/ETbHBLIX
rpados (¢ mmmuamu L;). Eciu dasza caabo cesizana,
TO ee CKEeJIETOH COCTOUT M3 OOJIBINOTO YHCJIa HeOOIb-
mux rpados. Ecim ke dhasza mosHOCTBIO CBS3aHA, TO
€e CKeJIETOH IIPeJICTABJISETCs OJHIUM OOJIBIIUM I'PadOM.
B pabote [32] npegiozken crnocob onpeeeHus crere-
HU epKOJIAmu (p) KAK OTHOLIEHUE KyMYJIATUBHON (Ha-
KoIUTeHHOH) jummHbl (L) K ObIIeil JyinHe CKeJeTOHa B
TOYKE, IPU KOTOPOH KyMYJISITUBHASI JJIMHA CETH W3Me-
Hsiercst menee dem Ha 1 %. Jlns ee HAXOXKIEHUST WHIW-
BHIyaJIbHbIe Ipadbl ¢ JyIMHAMA L; COPTUPYIOT B OPSIJI-
Ke yObIBaHMSA U JJIs KarKJI0TO rpada BLIYHUC/SIIOT COOT-
BETCTBYIOINIYIO KYMYJISTHBHYIO JJIMHY BCEeX rpadoB JI0
TEKYIIEro BKIIOYNTEIbHO. Ecan ob1mas IjimHa cKeIeTo-
Ha pasHa L, To p oupenessiercst Kak oTHornenue L./L
B TOYKeE, IJIe MOCJIeIYIONee YBeJInIeHre KyMyJIsiTUBHOMN
JUIMHBL IPUBOJUT K ee u3MeHenuio (AL.) Ha MeHee, UeM
1%. Takum obpaszom:

Z Ln Ln+1
=%~ " mpu —— < 1%. (1)
L L
SHauenue p, 6JIM3KOe K eJUHUIIE, COOTBETCTBYET I10JI-
HOCTBIO CBSI3aHHOI (haze.

p

Ornenky cBsizHocTu nop B mwirenke PZT ¢ nobasienu-
em 60 Bec. % Brij 76 nposoauau Ha 06J1ACTH Pa3MEPOM
2078 x 660 x 500 am. CrerneHb EPKOJISIMN, PACCINTAH-
nag no dopmyse (1), cocrasuger 0.75. Ilpu sTom Ky-
MYJIATUBHAS [JINHA CETHU MpeICTaBjeHa Tpems rpada-
MU, OJIUH U3 KOTOPBIX cocTapister 48.4 % ot obmieii ce-

IIucbma B 2K9TP Tom 116 BHm.9-10 2022

T, BTOpOit — 25.2 %, a Tperuii — 1.4 %. O6mee xkoiude-
CTBO BeTBell B ckesieToHe paBHO 1086, 927 m3 KOTOPBIX
cocToAaT bosiee, UeM U3 OJHOTO nwmkcessi. Ha pucynke 3
[IPEeJICTABJIEH I'PAMUK IPUPAIIEHUS] KYMYJIATUBHON JIjI1-
HBI JJIS ONpeJieJieHusl cTerneHu mepkojsimun. OTHore-
HIe KyMYJISTABHON JJIMHBI K OOINeil [UInHe CeTH B TOY-
Ke, TJie IpUpalieHne cocrasiger Meree 1 % onpenesnser
crereHb mepkoJsiiuu. B tabsure 1 npuBeeHsl JaHHBIE
sTux Tpex rpados, cocraBasgomux 75 % ckenerona, a
B TabJ1. 2 — HauboJjlee BaKHbIE ODINNE XapaKTEPUCTUKN
CKeJIETOHA B IIEJIOM. BBICOKas CBSI3HOCTH MOP MOKA3bI-
BAET, 9TO JIAHHBbIE IVIEHKN ABJISIOTCS IePCIEKTUBHBIMA
MaTepuaJiaMU JIJIsi CO3/IaHusI KOMIIO3UTOB Ha MX OCHOBE.

Ha pucynke 4 npezicraBieH pe3yiabTaT CyMMUPOBa-
HUsI [IOCJIEJIOBATENBHBIX CPE30B 10 ocu z (1o riaybuHe)
oT objactu mHTepeca paszmepom 2156 x 740 x 600 mM.
Buano, uro mopsl pacrpejiesieHbl HE OJHOPOJIHO, & IO
ciosiM. KosmiaecTBEeHHBINH aHaN3 TOPUCTOCTA B CJIO-
AX, TMapaJyeSbHBIX IOJJIOXKKe, MMOKa3aH Ha rpaduke
(puc. 4b). BuuHo, 9410 CJI0MCTOCTD [IOP COBHAJAET C KO-
JITYECTBOM HAHECEHHBIX €J10eB (6 CJIOEB I JAHHOIO
ofpasia), MeXK/Iy CJIOSIMH IIOPUCTOCTD cocTanisier 13.0—
16.0%, a BHyTpH c/10€B HaAOIIOJAETCA MO JBA THKA: B
BEpXHEH YaCTH CJI0S KOJMIECTBO IOP COCTABJAET 22.2—
28.4%, B cepenune 20.4-28.0%, a B HMKHE YaCTH I10-
pHCTOCTh MakcuMmaabHass u gocturaer 26.9-36.8%. B
HIZKHEN JaCTH IUIEHKN HAXO/IUTCS MPAKTUIECKHU CILIOII-
HO# €J10i1 ToJImUHOI 0K0J10 40 HM ¢ TopucToCcThIO J0 2 %.

Takoe HeoOBIYHOE pacIpeie/ieHre IOp, KaK U UX
dopma 1 paszmep, MOTYyT ObITH C(ODOPMHUPOBAHBI B IIPO-
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AL, (%)
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Puc. 3. (IIsernoit onnaiin) I'paduk npupamenunss KyMyJIsaTUBHON JJTMHBL JJTs ONPE/ICICHNAs] CTEIEHU EPKOIAIIH

Tabuauna 1. Hekoropsle mapaMerpsl rpacdoB B CKeJIETOHE [IJIsI IOPUCTOM 1ieHku PZT

I'pad Bersu, V3L, Cpenuss Tpoiiubre YerBepHble Honuna L¢, am Lc/L
B;, mr Nj;, mT JUTAHA Y3J7Ib1 Y3J7Ib1 rpada L;, um
BETBEH, HM
4046 1964 36.395 1733 208 147254.2 147254.2 0.48
2 1900 904 40.331 816 81 76628.9 223883.1 0.74
96 45 43.328 40 5 4159.5 228042.6 0.75
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Puc. 4. (Lsernoii onnaiin) Pacupeznenenune mop B mopu-

croit mnenake PZT: cymmupoBanne m3obpazkeHuit Ha TIIy-

6une 600 aM (a) u rpaduK pacupesieseHns Iop B CJIOSX,

napaJsuIeIbHbIX mozIoKKe (b)

Iecce KPUCTAIM3ANuu 1ieHkn. i cpaBHeHus ObLI

MCCJIEJIOBAH TIOMEPEYHBIH CPe3 OJIHOCJOWHON IJIEHKHU C

CYIIKO#l M IUPOJIU30M, HO JIO KpucTasjmsanuu (puc.5).
CorslacHO JaHHBIM 3JIEKTpOHOrpaMMbl (puc. 5b), Ha
JIAHHOM 3Tale (10 KPUCTAJUIM3AINE) [JIEHKA eIlle HaXo-
IUTCH B OJIM3KOM K aMOPQHOMY COCTOSHUM, HO IOPOTE€H
y2Ke yIaJeH B poIecce CyIIKU U mupoJiu3a. Pazmep mop
B aMOP(HOII IIJIeHKe COCTaBJIsSIeT BCEro 2—6 HM, ITO KOP-
peJIUpYeT C JIAHHBIMY JJisl CUJIMKATHBIX [JIeHOK [15, 16].

Uccoemyembre mieHKH ObLIM TOJIYYIEHBI IIyTEM II0-
CJIOMHOI'O HAHECEHUsI C IIPOBEJIEHUEM CYIIKUA U [TAPOJIH-
3a I0CJIe KasKJI0T'0 CJI0s U €JIMHOBPEMEHHON KPUCTAJIIIH-
3aIUy [I0C/Ie HAHECEHWs IOCJIEIHEro cjiosd. Brosime Be-
POSITHO, YTO OTKPBIThIE IIOPBI Ha ITOBEPXHOCTHU CJIOEB
YACTUYHO 3AITOJIHSIFOTCSI B IIPOIECCEe HAHECEHUSI CJIeILy-
IOIETO CJIOS, 9TO HIPUBOAUT K YIJOTHEHWIO HA TDAHU-
e CJI0eB, Kak BUJAHO u3 puc. 4. OIHAKO, €CU CIUTATD,
9TO 3amloJIHEHUEe TPOUCXOuT ToJbKo PZT-pacTtBopoMm
(He MOPOreHOM), TO HAJ[ YIJIOTHEHHON 30HON JIOJIZKEH
CKAIINBATHCS MIOPOTEH. JTO BIIOJIHE BEPOSITHO, TAK KaK
[IPU CHHTE3€ IMOPHUCTBHIX ILJIEHOK METOJOM XHUMHUYECKO-
ro OCaXKJeHWsI U3 PACTBOPOB pasMep IOp cpasy IocJie
yIaJIeHus TOPOreHa COOTBETCTBYET PA3MepaM arperaTon
camoro moporena. B ciiygae moporena Brij76, pasmep
arperaToB M, COOTBETCTBEHHO, OOpa30BAaHHBIX IIOD Ha-
XOIUTCS B y3KOM juarna3one 4-7uMm. B Ttakom ciydae
[IOTIaIAHNE arperara n3 HAHOCHMOIO PACTBOPA B IODY
B y2Ke c(pOPMUPOBAHHOM CJIOE KpaiiHe 3aTPyIHUTEHHO
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Tabuuna 2. XapakTEepUCTUKHU CKEJIETOHA JJjIsi HopucToil mienku PZT

Kommuectrso O6mas Ob6miee Ob6miee Cpennsist Crernennb
rpacdos mana (L), am KOJINIECTBO KOJIMIECTBO TOIOJIOTTYIECKas nepkossAnyun (p)
yanos (N) Berseii (B) nuna (L), mm
1086 304364.64 3611 8399 84.29 0.75

Puc. 5. MukpoctpyKTypa oxH0oCa0iHO# mopuctoi mienku PZT nocse orzkura npu 400 °C: HAADF STEM wusobpakenue (a)

u snekrpororpamma (b)

u 6e3 JOIOJHUTEIHHOrO Bo3uelicTBus (HanpuMep, JaB-
JIeHWsI) HEBO3MOXKHO. Jlajiee IPOUCXOIUT 3aPOKIeHAE I
POCT IEPOBCKUTHBIX 3epeH. Kak ObLIo IOKa3aHO B pa-
6orax [37, 38|, Hpu aHAJIOrUYIHOM CHUHTE3€ IIOTHBIX ILIe-
HoK PZT Ha miatuHOBBIX 3jieKTpojax 3epHa PZT 3a-
POKJIAIOTCsI TeTEPOreHHO Ha rpanuile pasneia PZT-Pt
u pacTyT ¢ 00pa30BaHUEM CTOJIOYATHIX 3epeH. B ciry-
Yae CHHTEe3a MOPUCTHIX IUIEHOK, (DPOHT KPUCTAJIIN3a-
AU, JBUTAIOIIMAIACS OT ITOJJIOXKKK, BCTPEYAeT Ha CBOEM
MyTH HAHOPA3MEPHBIE MOPHI ¥ MPUBOJUT K UX JIBHYKE-
HUIO U Tepepacupeseiennio B obobeme. KosiekTuBaoe
JIBUKEHHE 0P Hambojiee BEPOSITHO, €CJIM, KaK OXKHIa-
eTcs, TOpOoreHbl Tuia Brij msnavajabHO 006pa3yioT In-
JIMHJPUYECKUe CTPYKTYPhI. [Ipr KpUTUIECKOM CKOILIe-
HUU [IOPhI CTAHOBSATCS HEIOIBUXKHBIMU, 00'beTMHAIOTCS
1 06pa3yroT 6oJiee KPYIHbIE — 9TOT MUK MbI HAOJIIOIaeM
B IEPBOM cJioe BOm3u momyiokKu. CTEHKH IOpP MOTYT
Pa3pyIIaThCS B IMIPOIECCe KOAJIECIEHIINN BO BPEMsT KpU-
CTAJITM3AIUU, YTO COIJIACYETCS C IOBEIEHUEM, OIMCAH-
HBIM I Pa3JMYHbIX Marepuasion [21,39]. Viuornen-
Hasl YK€ 9aCTh B IEPBOM CJIOE — PE3YIIbTAT JIBUKEHUS TIOP
dpouTOoM Kpucrasinzanuu. Jlaabine (GppoHT KpucraJ-
JIN3AIIUN JIBUTAET Y3Ke CJIEYIONIHE TOPbI, HAYNHAS 3aHO-
BO, IIO9TOMY IIOPUCTOCTD “Ipoceaer”’ B CEPEIUHE CJIOS.
OpHako 1Mo Mepe HPUOJIMIKEHUsI K IPAHUIIE IIOIC/IOEB,
JIBUTAIOIIUECS [IOPhI YIIUPAKTCs B YIJIOTHEHHBIN CJIOH,
WX JBUYKEHUE MPEKPAIIACTCs, TOPDI JIBUTATHCA HOJIBIIIE
HE MOIYT, U OObEIUHSIIOTCS MIPSIMO Iepes; HUM — 9TO U
ectb BrOpoil mukK. ITocse 3Toro Mbl HabJIIOMAEM YILIOT-
HEHHYIO 30HY MEXKJy CJIOSIMH, HaJ[ KOTOPBIMU, KAK MbI
MPEJIOJIATAeM, MOXKET CKAIIUBATHCS TIOPOTEH B PE3YJIb-
TaTe HPOIUTKHU HAXKEJIEXKAIIErO CJIOsI TOJIBKO PACTBOPOM
PZT, 6e3 kpynubix Mosekys1 noporena. Kcim moporena
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JIOCTATOYHO MHOI'O, TO TOPBI YK€ CJIa00 MOJBUKHBI U
GOPMUDYIOT HUXKHUI MUK IIOPUCTOCTU B CJI0sIX. AHaJio-
FUYHBIE IIPOIECCHI IIPOUCXOJIAT JAJIbIIIE B KAXKJIOM CJIOE.

CorjiacHO OIMCAHHOMY MEXaHU3MY, BEJIUYHHA JIO-
KaJIBHOI IIOPUCTOCTU OIIPEJIETISIETCS:

o B mepBoM cjioe — KPpUTHYECKUM CKOILJIEHHEM 110D,
KOTODBIE JIAJIBIIE JIETKO IBUTAThCA HE MOTYT — 9TO Ha-
OJIIOIAEMBIIA HUXKHUM UK.

o B kaxkom ciioe cBepxy — KOJIMIECTBOM IIOP, KOTO-
pble yIaJ0Ch HMOJIBUHYTH B TOJIIIE CJIOS JI0 CTOJKHOBE-
HUsl C YIUIOTHEHHBIM cjioeM. JIaHHBIA UK MOXKET OBITH
MEHDBIIIE U/ PABEH UKy B HUYKHEH YaCTU CJIOEB.

o B kaxkom cjioe cHu3y, KpOMe HepBOro — KOJIIve-
CTBOM ITOPOT€HA, KOTOPBII CKOMUJICHA U3-3a JIOKAJIHHOTO
yxozna pactBopa PZT B mmxkuMIt C10ii.

JaHupiit MeXaHn3M OObsICHSIET 3aKOHOMEPHOE pPac-
IpejieJieHne TIOp U yYBEJIMYeHne WX pas3Mepa IPU KpH-
crajummsanuu. Kpome Toro, jpuxkeHue 1op (HPOHTOM
KPUCTAJIIM3AINN [TOITBEPKIACTCS U CKOILUIEHUEM IIOD
Ha TPAHUIAX 3€PEH, HAO/IIOMAEMbIM HAMU B PA3JINIHBIX
IUIeHKax ¢ noporeHamu tuna Brij panee [14]. Huskas
remreparypa ropeanst Brij (250°C-350°C) u Huskast
Pa3MepPHOCTb OPTAHMIECKOTO KAPKACa JI€JIAET IIOPUCTYIO
CTPYKTYPY MeHee YCTONYNBOil K YILJIOTHEHUIO BO BPEMsl
OCaKJIEHNUST U KPUCTAJLINBAIMHN.

4. 3akroueHue. Brepsbie meToom 3D-anasmza B
PaACTPOBOM 3JIEKTPOHHOM MHMKPOCKOIIE BU3YAJIM3UPOBa-
Ha CTPYKTypa MOPUCTHIX IJIEHOK TUTAHATA-ITUPKOHATA,
CcBUHIIA ¢ jobaBieHueM moporena Brij76. Ilposemena
OIIeHKa ODIIEN [IOPUCTOCTH, YIEJIbHOM ILJIOIIA N [I0BEPX-
HOCTH, PACIPEIEJEHUs OP, X PEAJHHOIO pa3Mepa u
cBasHocTu. s wmcciemyeMpix IIJIEHOK OOIast MOpH-
crocth cocrapiger 23.3 %, pasmep mop — 27 £ 6HwM,
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a ynembHas miomaas nosepxuocta 0.03747 am?/mmd.
OneHka CBSI3HOCTH IIOp B ILIeHKe ¢ Brij76 mokasaga,
YTO IIOPUCTAS CUCTEMA SIBJISIETCSI BBICOKOCBSI3HOM, CTe-
meHb nepkoJsuu cocrasisier 0.75. Takum obpasowm,
pe3yIbTaThl AaHAJN3a TPEXMEPHOH CTPYKTYDPBI IMOPHU-
CTBIX IIJIEHOK BBISIBUJIA WX BBICOKYIO IIEPCIIEKTHBHOCTH
[PUMEHEHUs] B Ka4eCTBE MATPWIL JJIsI CO3AHUST MUK-
PO/HAHOKOMIIO3UTOB IIyTEM 3aIl0JHEHUsI [OP.

Tlokazano, 9T0 B CeveHUs X, TAPAJIICTBHBIX [TO/JI0XK-
Ke, IOPhI PACIIOJIAral0TCsl 3aKOHOMEDHO: Ha I'DAHUIAX
cioeB nopucrocth cocrasiser 13.0-16.0%, a BryTpu
CJIOEB HADJIIONAETCS M0 JIBA MaKCUMyMa: B BepxHeil da-
CTU KaXKJOT'O CJIOSI KOJUYECTBO IIOP COCTAaBJIAET 22.2—
28.4%, B cepenune 20.4-28.0 %, a B HUKHEH YacTH 10-
cruraer 26.9-36.8%. B mmrkmeii wacTu mieHKm Haxo-
JOUATCA MPAKTUYECKHN CIJIOMIHON CJION TOJIIUHONA OKO-
g0 40mM ¢ mopucroctbio g0 2 %. YcraHOBJIEHO, UTO
yBeaudeHne pasmepa mop ot 2-5uM 10 20-30 HM mpo-
HUCXONWUT HA CTAJIUM KPUCTAJUIM3AINHN IUIEHOK. Takoe
crieruryeckoe pacipejieieHne op, KakK U UX YBeJu-
YEHHBI pa3Mep, [0 CPABHEHWIO C aMOPMOHBIM COCTO-
AHUEM 10 KPUCTAJIJIM3AINN, MIO-BUIUMOMY, CBA3aHO C
nX Murpanueil mox jgeiicreueM (pPOHTa KPUCTAJIIH3a-
UM U 9aCTUYHBIM 3AI0JIHEHHEM PaCTBOPOM IIPEKYPCO-
POB B IPOIleCcCe MHOTOCJIOWHOIO HaHeceHus. Pesyabra-
ThI PAbOTHI HAIVISJHO WULIIOCTPUPYIOT HEOOXOIMMOCTH
nposejieHnst 3D-aHa/M3a B KOMILIEKCE C TPAJIUIIMOHHbI-
mu II9M-uccieoBanusamu 2D-n306paskennii [14] Tako-
o poja 0O0bHEKTOB.

Pabora Bemosnena npu nmogmep:xke Munucrepcrsa
HAYKU U BBICIIEr0 00pa30BaHUsl B paMKaX BbBIIIOJTHEHUST
pabor mo TlocymapcrBennomy zamanmio OHUIL “Kpn-
crasutorpadus u ¢poronnka’ PAH B wactu mpobomoaro-
TOBKM U HUCCJegoBanHuii Mmerogamu [I9M, a Takxke npu
dunaHCOBOIT noOIEPKKe Poccuiickoro donma dyHma-
MEHTAJbHBIX WCCIEIOBAHUNA B PAMKaX HAYIHOTO IIPO-
ekTa # 20-32-90056 B obJacTH MCCIeIOBAHUI METOIOM
OUII-POM nanoromorpaduu.
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