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AHHoTanusi. B crartee mpejcraBieHbl pPe3yJbTaThl HCCIEAO0BaHHS CTPYKTYPhl W (ha30BOro cocrasa
TOHKHX IUICHOK BbICOKO3HTponmitHOoro okcuma (HfZrMgCeY)O,, TMOMY4eHHBIX METOIOM
MarHeTpOHHOTO HAMBUICHUS, B HCXOIHOM COCTOSIHUM W IIOCJE BO3IACUCTBHS KOMIIPECCHOHHBIMH
1a3MEeHHBIMH [TOTOKaMH. [Toka3aHa BbICOKasi CTAOMIBHOCT C(HOPMUPOBAHHOI B ITPOLIECCE HATTBUICHHS

CTPYKTYPHL.
KiroueBble cjioBa. BBICOKOOHTPONMUUHBIN  OKCHJA, KOMIIPECCUOHHBIE IJIA3MEHHBIE IOTOKH,

MHOTOKOMITIOHEHTHBIHN TBep,HLIﬁ pacTBop.

1. BBenenue

B mocnennune rompl OONbIIOE BHUMAHHME YACISICTCS pa3pabOTKE M HUCCICIOBAHUIO TAaKOTO
OTJIEJILHOTO KJIACCa BBICKOAHTPONMMHBIX MAaTEpHUAJIOB, KaK BBICOKOIHTPOIUMHBIE METAJITUYECKUE
cTekya. B ux uucimo BXomsaT KapOWIbl, OKCHABI, Oopuabl, HUTpUAHI [1, 2]. Kpome Toro, Hapsmy c
00BEMHBIMU BBICOKOOHTPONUIHBIMUA MaTepHUaliaMy, BaXXHYIO POJIb B TEXHUKE WUTPAIOT IUICHOYHBIC
cTpyKTyphl. K HacTosiiiemy BpeMEHH OCTaeTCs HEpENICHHBIM JI0 KOHIIA BOMPOC O BO3MOXKHOCTH
CUHTE3a BBICOKOHTPONUNHBIX OKCUAO0B (BDO) B BUI€ TOHKUX MJICHOK, U HE U3yYEHO B MTOJIHON MEpe
UX CTPYKTYPHO (ha30BO€ COCTOSTHUE.

2. MarepuaJjbl 1 METOAbI HCCJIETOBAHMMH.

[Inenku BeicokodHTponuitHOTO okcuna (HfZrMgCeY)O, Obl HaHECEHBI HA JIBE CUTAIIOBbIC
TIJIACTUHBI METOJIOM, TTPUBEACHHBIM B padote [3]. [InacTuHam ObuH prCBOEHBI 0003HaYeHUs Z-1 1
Z-2 cootBercTBeHHO. Kaknmas mactuHa Obiia mozgeneHa Ha 10 paBHbix dacteit 10x10 MM?,
npoHymepoBaHHbIX OoT 1 g0 10.

Nzyuenne Tonorpaduu moBepXHOCTH HCCIETyEMBIX 00pa3loB OCYIIECTBISIIOCh HA paCTPOBOM
MeKTpoHHOM Mukpockorne Mapku LEO1455VP dupmer «Kapn Ileiiccy. PeHTreHocnekTpanbHbIi
MHUKpOaHaJIN3 IPOBOIUIICA C UCIIOJIb30BaHUEM SHEProJUCIIEPCUOHHOTO criekTpoMeTpa Atzec Energy.

PenTreHocTpyKkTypHBIH aHain3 00pa3loB MPOBOAWICS Ha PEHTTEHOBCKOM IU(paKTOMETpe
Rigaku Ultima IV ¢ ucnonbp3oBaHreM MeTHOTO M3Iy4YeHHs NMPU Manbix yriax (yron 1°) mageHus
PEHTTEHOBCKOT'0 My4YKa.

O0paboTka 00pa3oB KOMIpecCHOHHbIMU TIa3MeHHbIMEU TToTokamu (KIIIT) ocymecTrisiiace ¢
MOMOIIbI0 MArHUTOILIIA3MEHHOTO KOMIIpeccopa KOMIAKTHOM T€OMETPUU TPeMs MO CIIe10BaTeIbHBIMU
HUMITYJIbCaMH IIPH CJAEAYIOUIUX YCIOBUAX: IPEABAPUTEIILHOE OCTATOYHOE 1aBJICHUE BO3/1yXa B KaMepe
Poem = 1.33 I1a, naBnenue padouero raza (a3ot) pn2 = 399.97 Ia, nnanazoH Ha4aILHOTO HATIPSDKEHUS
Ha HakonuTenbHOW Oartapee Up=(2.0-3.0) kB, dYTo COOTBETCTBYeT YypOBHIO 3amacaeMoil B
Hakonutene sHepruu E = (2.4-5.4) xJ[>x. OOpa3zel ycTaHaBIUBAJICS 110 OCH Pa3psAIHOTO YCTPOMCTBA
Ha paccTossHUU 10 cM OT cpe3a HEHTPAIBHOTO IEKTPO/IA.

3. Pe3yabTarsl 1 00CyKaeHHE

3.1 Hccnedosanue cmpykmypol u (pazoeo2o cocmasa moHKUX NIEHOK GbLCOKOIHMPONUIHO20
oxcuoa (HfZrMgCeY)O: 6 ucxoonom cocmosiHuu
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C.I1. 3eskuH U 1ap.

HccnenoBanue TOpIIEBOM TMOBEPXHOCTH TMOMYYEHHBIX OOpa3lloB METOAOM CKaHUPYIOIIEH
ANMEKTPOHHOM MuKpockornuu (COM) mokasano, 4To TONIIMHA CHOPMHUPOBAHHOTO B pE3yJbTare
MarHeTPOHHOT'O HANbUICHUS HA CUTAJUIOBYIO MOANOXKKY ciiod BOO He npeBbIaeT 2 MKM.

VHi= 20
o=

Hays 50023

; EHT- 2
Mias SRR oo trmm e - 13050

c
Puc. 1. COM-u3006pakeHust TIOBEPXHOCTH IMOBEPXHOCTH 00Pa3L0B B HCXOJHOM COCTOSIHUU:
a—2-1-9; b—Z-2-9; ¢ — Z-1-10; d — Z-2—10.

Ha ¢ororpadusx moBepxHOCTH 00pa3IOB CO CTOPOHBI HaHECEHHOTO MOKpbITHS (Puc. la—d)
BUJHO, YTO IPU HAIMBUICHUU C(HOPMHUPOBATIACH HEOAHOPOJHAS] MUKPOKPUCTAIUIMYECKAs! CTPYKTYpa.
Pasmep kpucTaiuTos coctasiseT ot 6 10 0.5 mxm. @opMHupoBaHUE OA0OHOM CTPYKTYPHI HOKPHITUS
MOXXET OBITh OOYCJIOBIICHO TPAHY/ISIPHOM CTPYKTYpPOH CUTAJIOBOM TTOIJIOKKH.

10 12 14 16

Puc. 2. Pacnipenenenne 311€MEHTOB TOKPBITHS BIOJIb THHUHM cKaHupoBaHusg npu PCMA.

Pentrenocniekrpaneubiii - MukpoaHamm3 (PCMA) mpoBogwicss B HENAX  ONPEACIICHHS
AIIEMEHTHOTO COCTaBa MCCIENYEMbIX TIOKPBITHIA U XapaKTepa pacipeaesieHUs JIEMEHTOB, BXOISIINX
B COCTaB TIOKPBITUS. DBBUIO TONTBEPXKIEHO HAIUYME BCEX JJIEMEHTOB, COCTaBisIomux B2O
nokpeiTue. Pactipenenenue snementoB (Puc. 2) mpu ckaHUpPOBaHWUU BIIOJb TUHUU OJHOPOTHOE, UTO
CBUJICTEIILCTBYET O  (OpMUpOBAaHMM  MHOTOKOMIIOHEHTHOTO  TBEpPAOTO  pacTBopa  —
BBICOKOOHTpOMNHMHOTO okcuga. OO0  ogHOpogHOCTH  CHOPMHUPOBAHHON  CHCTEMBI  TaKke
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C.I1. 3eHkuH U Ap.

cBuneTenbCTBYIOT nanapie COM. Ha COM-uzo6paxkenusx nmosepxHoctu (Puc. 1a—d) orcyrcTByer
IEMEHTHBIA KOHTPACT.

PeHTreHoCTpyKTYpHBIH aHalin3 00pa3lioB B HMCXOIHOM COCTOSHUM ObUT MPOBENEH Kak CO
CTOPOHBI HAHECEHHOTO TOKPBITHS, TaK U C MPOTHBOIOJIOKHON CTOPOHBI, B LESAX ONpEACTICHHUS
Marepuana NOMIOKKH. AHanu3 TudpakTorpaMM HCCIEAyeMbIX 00paslioB B MCXOIHOM COCTOSIHUH
MOATBEPAWI pe3ynbTarbl, monydeHHele COM. Ha Bcex audpakTorpamMmax perucTpupyroTCs
WHTEHCUBHBIC JIMHUM, TPUHAAISKAIIUE OKCHIY alIOMUHUSA, KOTOPBIM SBISETCA OCHOBHBIM
KOMIIOHEHTOM CHTa/lla, T.€. TNPH 3aJaHHBIX YCJIOBUSAX CBEMKH JU(PpPAKTOrpaMM IIIyOHHA
MIPOHUKHOBEHUSI PEHTT€HOBCKOTO M3JTy4EHUS OOJbIIE TONIUHBI TOKPBITHUSI.

Kpome nudpakuvOHHBIX JIMHUM, OTHOCALIMXCS K TOMJIOXKKE, Ha AudpaxTorpammax
PETUCTPHUPYIOTCS MTUKHU, OTHOCSIINECS K OKcuy mupkoHus (ZrO) w/unm okcuny radpuaus (HfO2) B
KyOumdeckoil Momudukanuu ¢ rpaHeneHTpupoBanHoi KyoOmdeckoir (I'LIK) xpucrammmueckoi
pemetkoir Thma ¢urooputa. Ha Bcex mudpakrorpammax npucyrcrByeT auHus (111) 'K dassr
(Puc. 3a, 3b), kpome Toro, Ha AudpakTorpammax npucyrcTBytot uauu (220) u (311) (Puc. 3a).
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A (220) " ‘
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Puc. 3. JTudpakrorpaMMbl HCCIEAOBAHHEIX 00PA3IOB B CPABHEHUH C AH(PPAKTOrPAMMAMHU TIOIOKKH.

Cnenyer OTMETHTb, UYTO OTHAEIbHBbIE MUGPAKIMOHHBIE JIMHUKM KyOMYECKHX MOAu(pUKALUN
JaHHBIX OKCHJOB COBMAJAIOT C AU(PPAKIMOHHBIMU JIMHUSMHU TIOMJIOKKHA M HE TOIjIexar
UJIEeHTU(DUKAITIH.

Ha ocHOBaHuM MONTY4YEHHBIX PE3YIBTATOB MOXHO CAENATh BBIBOJ, YTO B IPOLIECCE MOIYYECHHUS
TOHKHX TuIeHOK BDO cdopMupoBaics MHOTOKOMIIOHEHTHBIH TBEPIBIH pPacTBOp 3aMEIICHUS C
rpaHEelIeHTPUPOBAHHON KyOWYEeCKON KPUCTAJUIMYECKOM pemieTkoi Tuma (aroopura ¢ mapameTpoM
anemeHTapHou stuerku a = (0.512+0.004) am.

3.2 Uccnedosanue cmpykmypvl u ¢azo8020 cocmasa moHKUX NIEHOK 6blCOKOIHMPONULHO20
oxcuoa (HfZrMgCeY)O: nocne 06pabomku KomMnpeccuoHHbIMU NAA3MEHHLIMU HOMOKAMU

[Tocne o6paboTku 06pasos KIITT COM-n306paskeHHs MOBEPXHOCTH MOKA3aJIH, YTO IPOU3OIILIO
IMMOJIHOC PACIlIaBJICHUC IMOKPBITHA W BCPXHHUX CJIOCB IMOIAJIOXKKH. Pacnias MaTtepuajia MOKPBITHA
nepepacnpeneNiuics MO0 MOBEPXHOCTH C YACTHYHBIM MPOSBICHHEM oOJacTeld pacruiaBIeHHOM
nonnoxku (Puc. 4a—d). IlomoGHOE mepepacmpeneneHne 00yCIOBICHO CTPEMIICHUEM KUAKOU (Da3bl
NPUHATH POPMY KaIuld, YTO MOXKET CBHIECTEIHCTBOBATH O JOCTATOYHO BBICOKOM TOBEPXHOCTHOM
HaTSHKCHUW TIpUCYIIeM paciuiaBy. [loMumo mepepacrpenesieHus Marepuana MOBEPXHOCTHas
CTPYKTypa XapaKTepU3yeTCsl HATMYUEM TPEUIHH | 1MOp. TPemrHbBI CBUICTEIBCTBYIOT O IPOTCKAHUT
MPOIIECCOB  CBEPXOBICTPO 3aKallKW paciuiaBa, KOrJga TMPOIECChl TEPMHUYECKOTO OTITYCKa,
KOMIICHCHPYIOIIME HANpsHKEHUS, BOZHUKAIONIME TPU KPHCTAUTU3AIMH, HE YCIIEBAIOT MPOW3OUTH.
[TopucTsie 006JaCTH CBUETENHCTBYIOT O KUIICHUU MaTeprasa mokpeitus mpu oopadorke KIIIT.
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C.I1. 3eskuH U 1ap.

Puc. 4. COM-u300paxkeHus1 TOBEPXHOCTH 00pa31oB nocie oopadorku KIIIT:
a—272-1-9; b—Z-2-9; ¢ — Z-1-10; d — Z-2—-10.

Ha Puc. 5 Buano, uto B pesynsrare Bo3zaeiictsust KIIII npousonuio 3arekanne yacTu paciuiaBa
Ha TOPLEBYIO IOBEPXHOCTh 00pabOTaHHOTr0 00pasLia, 4To CBA3aHO C BEITECHEHUEM YaCTH PacIljiaBa C
MOBEPXHOCTH 00pa3iia moj JeCcTBUEM JIaBICHUS B IJIa3MEHHOM IIOTOKE [4], @ TaK)Ke ¢ pacTeKaHUEM
pacmuiaBa. Pasmep um ¢dopma 3arexaHus CBHIETEIbCTBYIOT O JOCTaTOYHO BBICOKOH BSI3KOCTH
Marepualia paciuiaBa. TpenyHsel, CBSI3aHHbBIE C CYLIECTBOBAHME BBICOKMX I'PaJMEHTOB TEMIIEPATYp,
IIPUCYTCTBYIOT U HA TOPLIEBOM ITIOBEPXHOCTH.

EHT =20.00kV SignalA=BSD Date :25 Mar 2024
WD= 13mm  Photo No. = 18827 Time :13:40:23

Mag= 1.00KX
Puc. 5. 3M-1/1306pa>i<1/1;1 Tp].[B HBerOCI/I rocie 06a601<n H.

Janueie PCMA CcBUIETENBCTBYIOT, YTO CBETJIBIE OOJACTH COOTBETCTBYIOT MPEHMYIIECTBEHHO
Matepuany BOO, B To BpeMsi Kak TEMHBIE — PEUMYIIIECTBEHHO MaTeprary noaioxku (Puc. 6). [1pu
3TOM CTOUT OTMETHTh, YTO B Mpefesiax KakIoW 00JacTu pacrhperesieHHEe 3JIEMEHTOB OCTaeTcs
ofqHopoAHbIM. [lomydeHHBIN pe3yabTaT CBHIETENbCTBYET O BBICOKOM CTAOMJIBHOCTH HCXOJHO-
c(hOopMHPOBAHHOTO MHOTOKOMITOHEHTHOTO TBEPJIOTO pacTBopa 3amemieHus, moa aeiicteuem KIIIT ¢
3aJJaHHBIMU [TapaMeTpaMHu.

Ha mudpaxrorpammax nocne KIIII B cpaBHeHNH ¢ Au@paKkTOrpaMMamMu, CHITBIMU B HCXOJTHOM
COCTOSIHUM, HaOmiomaercs poct auHuH, npuHamnexamumx [TK pemerke BOO (Puc. 7). Cnenyer
OTMETHUTh, UYTO Ha AUQpaKTOrpaMmMax 00pasloB, Y KOTOPHIX B MCXOJHOM COCTOSHUM KPOME JIMHUU
(111), wHBIC TMHUKM HE pPETUCTpUpOBANHCH, TTocie Bo3aeicTBus KIIIT npossunuce muaun (220) u
(311), a muams (111) crana cymecTBeHHO MHTEHCHBHEE. TakuM 00pa3oM, MOXKHO YTBEp:KIaTbh, UYTO
chopMupoBaHHBIH TIpH TONydYeHUH BDO-NOKpBITHI, MHOTOKOMIIOHEHTHBIN TBEPIBI pPacTBOP
3amerienus ¢ ['IIK pemeTkoit Tuna ¢aroopura sBiseTcss CTaOMIBHBIM M COXPAHSAETCS Jake MOcCIe
pacruiaBiIeHUsT M CBEpXOBICTPOrO 3aTBepiAcBaHUs paciuiaBa B ycioBusx o0padorku KIIIT mpu
yKa3aHHBIX paHee napamerpax. PaccunranHblil mapamerp sneMmentapHoi siueriku ['LIK pemerku,
nocie BoznerictBus KIIII, cocraBmser a = (0.508+0.004) HM, 4TO TIO CpPaBHEHUIO C HCXOIHBIM
COCTOSIHUEM HaXOAUTCS B IIPEJENax MOTPEIIHOCTH.
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Puc. 6. PCMA-cniekTp pacnpeeneHus 3IeMEeHTOB BJI0JIb JIMHUK CKaHupoBaHus nocie Bo3aericteus KIIII.

(111)

(11) ﬂ

I

A (220) |
.l Z-1-9 KM
.Mwm“ﬂffwj \-J\vxwﬂ\vﬁwV\,wMJWvx_vfwffljzwﬂﬁf\Av~W~,.,W,‘M. \ (220)
‘ k G11) Z-2-10 KMn
(111 ﬂ SV WP SRR . WS L Oe———
A (220) Z-1-9 vex.
T, U (P R 913_“ & ‘(111)” . , Z-2-10 ucx.
[ULK }t [ MNMoanoxka Mognoxka
) ; \w/w» _N,¢\Jkywj fLNA,JLA¥H,4/wJ\\~

T T T T T
20 25 30 35 40 45 50 55 60 65 70 75 80 20 25 30 35

2-theta (deg) 2-theta (deg)
a b
Puc. 7. ludpaxrorpammsl uccieaoBaHHbIX 00pa3ioB nocie oopadorku KIIIT B cpaBHeHnH ¢ AndpakrorpaMmaMmu
HCXOIHOTO COCTOSTHUS M IOIJIOKKH: @ — oOpasent Z-1-9; b — obpazer Z-2—10.
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4. 3akaoueHue

HOJ'IY‘IGHHOG MarueTpOHHbBIM HaIlbIJICHHUC TOHKOIIJICHOYHOC IMOKPBITUC HUMECT

MUKPOKPHUCTAITMUECKYI0 MOP(OJIOTHIO TIOBEPXHOCTH C PABHOMEPHBIM paclpeesIeHUEM BXOASIINX
B HEro 3JIEMEHTOB U TPEICTABISACT CO00W OMHOGA3HBII MHOTOKOMIIOHCHTHBIN TBEpPABIH PacTBOP
3aMEIICHUS] C TPAHCICHTPUPOBAHHON KyOMUYECKOW peIeTKoW Tuma (QUIIoopuTa ¢ MapaMeTpoM
anementapHou siueriku a = (0.512+0.004) am.

O6paboTka TIOBEPXHOCTH OOpAa3IOB KOMIIPECCHOHHBIMH TUIa3MEHHBIMH TIOTOKaMH C
yKa3aHHBIMHM T1apaMeTpaMH BbI3Baja IOJHOE pacIIaBlICHHE IMOKPHITHA C IepepacipeaesieHueM
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paciuiaBa 1Mo MOBEPXHOCTH, YTO BEPOSTHO CBSI3aHO C BBICOKOW BSI3KOCTBIO PACIIaBa M BBICOKUM
K03((HUITMEHTOM TTOBEPXHOCTHOTO HATSKEHUS JKUAKOH (asbl.

[Tocie Bo3zmeiicTBUS Ha 0Opa3Ibl KOMIPECCHOHHBIMHU IUIA3MEHHBIMH MOTOKaMH ITPOU3OILIO
YBEJIMYEHUE WHTEHCUBHOCTU IU(PPAKIMOHHBIX JHHUH, MPUHAAJICKAIIUX MHOTOKOMIIOHEHTHOMY
TBEPAOMY pacTBOPY, YTO CBHICTEIBCTBYET O BBICOKOM CTAOMIBHOCTH C(OPMHPOBAHHOHN IIpH

MOJYy4eHUU CTPYKTyphl. Ilapamerp snemeHTapHo#l sueiiku mocie oOpabotku obpasmos KIIIT
a =(0.50840.004) am.
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