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COKOIUCTIEPCHBIX TYT'OIIVIABKUX IUPKOHATOB U T'A®HATOB
JAHTAHA U HEOJUMA JIJI1 TEPMOBAPBEPHBIX NOKPBITUI
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[{upkoHaTs! ¥ raHATHI JAHTAHA U HEOJMMA SIBJISIOTCS TIEPCIIEKTUBHBIMU MaTepUaIaMu JJIsl HaHece-
HUsL TEPMOOAPLEPHBIX MOKPbITUHH. Onucano nonmyuenue Boicokoaucnepcusix La HE O, Nd,Hf O,
La,Zr,0, n Nd,Zr,0,. CunTe3 OCYIECTRISICS METOIAMHU THAPOTEPMATILHOTO U BBICOKOTEMIIEPATYPHOTO
caMmopacrpocTpaHsomierocst cuareza. CocTaB u CTENEHb YUCTOTHI CHHTE3UPOBAHHBIX COCTUHEHHN ycTa-
HOBJICHBI METOJIOM JIa3€pHOM Macc-crekTpomeTpun. Tonorpadus MOpOIIKOB ONPEAessiach C TOMOIIBIO
OINTHYECKOM MUKPOCKOITH BBICOKOTO Pa3pelIeHus], 8 MUKPOCTPYKTYpa — METOIaMH CKaHUPYIOIIEH U Mpo-
CBEUMBAIOIICH AJICKTPOHHON MUKPOCKONTNH ¢ MUKpoaudpakuueil. Tepmuueckast cTabMIbHOCTh COeTMHE-
Huii uccnenoBana meronom TIA/JICK/ITA u uzorepmudeckum omxkurom mpu temmeparype 700 °C B
tedeHre 1-30 9 ¢ mocieayoUMM pacu€ToM pa3Mepa KpUCTALIUTOB 10 AaHHbIM PDA. BemectBa Obun
anpoOUpOBaHbl B KAUECTBE KOMIIOHEHTOB 3aIUTHBIX MOKPHITUH (¢. 50-58; ui. 6).

Knwoueswie cnosa: bapbeprvle nokpbimus, KepamuKa, KOMHO3Umbl, 31eKmpOoHHAsS MUKPOCKONUSL, NIEHKU,
HeopeanuyecKue Mamepuavl, HAaHOCMPYKMypsl, NUPOXIOP, OKCUObL, NOPOULOK, nupoaus, PDPA.

SYNTHESIS AND INVESTIGATION OF THERMAL STABILITY OF FINE-
DISPERSED REFRACTORY LANTHANUM AND NEODYMIUM
ZIRCONATES AND HAFNATES FOR THERMAL BARRIER COATINGS

V.G.Sevastyanov', E.P.Simonenko'?, N.A.Ignatov', R.G.Pavelko', N.T.Kuznetsov'
'N.S. Kurnakov Institute of General and Inorganic Chemistry Russian Academy of Sciences, Moscow,
Russia? M. V. Lomonosov Moscow State Academy of Fine Chemical Technology, Moscow, Russia

Lanthanum and neodymium zirconates and hafnates are promising materials for the production of thermal
barrier coatings. In this work we synthesized and investigated fine-dispersed La,Hf O_, Nd,Hf,O_, La,Zr,O,
and Nd,Zr,O,. Synthesis was carried out by means of hydrothermal and high-temperature self-propagating
synthesis methods. The composition and purity of the synthesized compounds were investigated by laser mass-
spectrometry method. Powders topography was investigated by means of high resolution optical microscopy;
microstructure —by meansof SEM, TEM. The thermal stability of the materials was investigated by isothermal
annealing under 700°C for 1-30 hours and by TGA/DSC/DTA analysis up to 1500°C. The substances have
been tested as components of thermal barrier coatings.

Keywordsbarrier coatings, ceramics, composites, electron microscopy, hanostructures, films, inorganic
materials, oxides, powder.

[upKoHaTHI ¥ raQHaThI JaHTAaHOKI0B ¢ 00mIeH popmyinoit A, B,O,, nMeronue KyOu4ecKy o CTpYKTypy
HPOXJIOpa, 61aroapst 0COOEHHOCTSIM CBOETO CTPOCHHUSI, XUMUUECKOM TAaCCUBHOCTH, TEPMHUECKOM CTa-
OMIBHOCTH, OTCYTCTBHUIO (Pa30BBIX MEPEXOI0B BILIOTH 10 Temreparypsl miasneHus (> 2000 °C), remne-
paTypocTaOMIbHON yAEIbHOM MOBEPXHOCTH SBJISIFOTCS EPCIEKTUBHBIMU MaTepralaMy JJIs OJTYYEHHS
3aIIUTHBIX IOKPBITHIA U CO3/IaHMS TYTOTIIABKUX OKCHIHBIX MaTpuIl. VX XuMudeckas u ¢pa3zoBas yCTOHIH-

BOCTbH B IIIMPOKOM TEMIIEPATYPHOM HHTEPBAJIE, CIOCOOHOCTh 00Pa30BBIBATh TBEPABIE PACTBOPHI C OKCHU-
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JlaMU aKTUHOMJIOB, MHEPTHOCTH K JIEHCTBUIO PAJIMOAKTUBHOTO M3JIYYCHHS JAIOT BO3MOXKHOCTh MCIOJIb-
30BaTh UX JIJISl XpAHEHUS OTXO/I0B aTOMHOM 3HepreTHKU. HeBbIicoKkast TEMIONPOBOJHOCTh B KOMILJIEKCE €
HA3BaHHBIMH XapaKTEPUCTUKAMMU JITACT UX MOJAIOIIMMH HAJICHK bl KOMITOHEHTaMU JIJIs1 CO3/JaHUsI OKHUC-
JUTEILHO-CTOMKUX TepMOOaphepHBIX MOKphITHI [1—6]. Mcrnonb30BaHne MUPKOHATOB U ra)HATOB JIaH-
TAHOUJOB JIJISl ATHX I€JIei B BHICOKOIUCIIEPCHOM COCTOSIHUU UMEET Psii OUEBUIAHBIX MPEUMYIIECTB, B
YaCTHOCTH, BO3MOKHOCTh MOJTYYEHHUsI PABHOMEPHBIX CJI0EB KOHTPOIUPYEMOM TONIIMHBI U MOHUKEHUE
TEMIIepaTyp CIEKaHUsI OKCUIHOM MAaTPHUIIbI KOMITO3UTOB.

[enpro pabOTHI SBISIOTCSI CHHTE3 HAHOKPUCTAIUTUICCKUX [IMPKOHATOB U Ta(h)HATOB JTAHTAHA M HEOIH-
Ma CO CTPYKTYpOH MUPOXJIOpa METOJaMU THAPOTEPMAILHOTO CUHTE3a U C UCIOJIb30BAaHUEM MPUEMOB
BBICOKOTEMIIEPATYPHOTO CaMOPACIIPOCTPAHSIONIETOCS CHHTE3a, UX UICHTHU(PUKAIUS, U3yICHUE TePMHU-
YECKOM CTaOMJIBHOCTU U anpoOaIus B KaueCTBE KOMIIOHEHTOB 3allIUTHBIX TOKPBITUH.

3KCHepI/IMeHTaJIbHaﬂ 4acTb

B pa6ote ucnonszosanuce cueayromue peaktusbl: ZrO(NO,),2H,0 «4.», Nd(NO,),[6H,0 «41.»,
LaCl,[7H,0O «4.», HFOCI,[8H,O «oc.4.», NaOH «4.», a30THas KMcn0Ta «0C.4.», 25%-Hbli BOAHBIN
pactBop NH,H,O «oc.u.», monoruapar mumonuoi kucnorel C HO H O «4.», 3THICHIINKOIb
C,H.O, «ua.».

T'uopomepmanvnulii cunmes

Jlist TuApOTEpPMANIbHOTO CHHTE3a upKoHara nantana La,Zr O, 70 Ma pacTBopa, CofepKamero
HUTpAT MUPKOHWIA U XJOPHUJ JIaHTaHa (CyMMapHasi KOHIIEHTpaIus M0 000UM MeTaJlslaM COCTaB-
aset 1 MoJb/i), MpU MHTEHCUBHOM NepeMemunBaHuu BBoauioch B 110 M SM pacTBopa ruapo-
kcuja Hatpus. [locie BbIgeneHus ruIpaTUPOBAHHBIX OKCHI0B IPOBOIMIINCH AEKAHTALUsI paCTBO-
pa HaJ 0CaJKOM U IIPOMBIBKA €70 JUCTUIUIMPOBaHHOM Bogoi 10 pH 12—-13. [TonyueHnHas cmeck 3arpy-
kKanach B aBTOKJIaB (00MOy) ¥ mojBepragack TepMuueckoit o0padbotke mpu temreparype 350 + 50 °C,
JaBJIEHUE HE onpeaensnock. [lonydyeHHas cycneH3ust MUKPONOPOIIKA OJJHOKPATHO IPOMBbIBaIach
pa30aBIEHHBIM PACTBOPOM COJISSHOW KHCIIOTHI U Jlaliee AUCTUIUTMPOBAHHON BOJOW 10 cTabuiIn3a-
uuy 3Ha4enus pH 7-8. Bo u3bexanue arperanun yactun cycrnensus La,Zr,0. B Boxe crabunusu-
poBanacs HCI.

Hupxonar neomuma Nd,Zr, O, u raduar naurana La Hf O, monyuanu no ananoruvHoi METOMKE.

DONEMEHTHBIN aHAIU3 MOJYYEHHBIX COEIUHEHUH BBIMOJHSAJICS C UCIIOJIb30BAHUEM JIA3€PHOTO Macc-
cnektpomerpa IMAIJI-2, pe3ynbraTsl moka3ansl B Ta0. 1. Kak BUIHO, OTKJIOHEHHE OT CTEXHUOMETPHYE-
ckoro cootHomienus Ln:Zr(Hf) ne npessimaer 2,5%, T.€. HOIy4eHHBIE COCTABBI HAXOJSATCS BHYTPH 00J1a-
CTHM TOMOTE€HHOCTH (a3 co CTpyKTypoi mupoxyopa Ln,Zr,0, n La,Hf O, [7-9]. OcHoBHbIME IpUMECAME
SBIISUTUCH MOHBI XJIOPA, TaK KaK COJISTHAsI KUCJIOTa CTAOMIM3UPYET MOMyYeHHbIE CYCIICH3UH, 1 HATPHSL.
Cpenu npuMecel KaTHOHOB METAJIOB CYIIECTBEHHO KOJIMYECTBO Keje3a, IOCTYUBLIET0 U3 Marepuaa
obopynosanus; B 00pasue Nd,Zr,O, onpeneneno nanuuue taxxe 0,13% ar. kpemuus. Comepxanue oc-
TaJabHBIX MUKponpuMecei menee 0,1% at.

[Tony4eHHbIe CycleH3UU BBICYIIMBAINCH U HCCIIEA0BATHCH MeToZioM PDA (peHTrenoda3oBblil aHa-
nu3). PeHTreHorpaMmel 3anuceiBanuchk B kamepe ['mabe G670 dupmer Huber (nerekrop Imaging Plate,
repMaHueBbIi MOHOXpoMartop, CuKd -usnydenue). Mccnenosanue noarsepanno oopazoBaHue Helne-
BbIx (as: La,Zr,0, — cubic F, a = 10,727(1) A, V = 1234,5(2) A%; La Hf,0, — cubic F, a = 10,726(3) A,
V = 1234,1(6) A, Nd,Zr,0, — cubic F, a = 10,533 (1) A, V =1168,7(2) A*.
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Taoauna 1
Pe3yabTaThl 3JIEeMEHTHOTO aHAJIH3a HAHOKPUCTAJIMYECKUX OKCH/IOB, MOJYYe€HHBIX
METOJ0M T'HJAPOTEPMAJILHOTO CHHTE3a

) OcHoBHBIE TpuMecH, % aT.
Coenunenue | Ln:Zr(Hf) Cl Na Fe
LayZr,07 0,990 5,4195| 0,1060 0,093p
La,Hf,0, 1,015 9,7111| 0,3680 0,122p
Nd,Zr,0; 1,024 6,2695| 0,1100 0,1418

|H fam 1

Puc. 1. Muxpogpomozpagpuu cunmesuposannvix La,Hf,0, (a), La,Zr,0, (0), Nd Zr,0, ()
u ouppaxyusa rnekmponos na kpucmanne La Zr,0, (2), 0na ocmanvHblx 6eujecms
KAPMUHbL AHATO2UHHbLE
Microphotographs of the synthesized La,Hf,0, (a), La,Zr,0, (0), Nd Zr,0, (6) and electron
diffraction on La,Zr,0, crystal (2), for other substances the pictures are similar

JucnepcHocts 1 MOp(hoorus 00pa30BaBIIMXCS YACTHUI] UCCIE0BAIACH METOJIOM MPOCBEUMBAIOIICH
AIIEKTPOHHOI MUKpOckonuu ¢ Mukpoaudpaxuueit (JEM-100CX). [TokazaHo, 4To OITy4eHbI TOMOHCIIEPC-
HBIE TIOPOIIKH, MOP(HOIOTHS YacTHIl OHM3Ka K chepruueckoi, pasMep HaXoauTcs B uHTepBaie ot 4 10 30 HM,
cpennuii pazmep 12—17 M (puc. 1). Pacu€rHoe 3HaueHHE Y/IEIbHOM TUIONIAIN TIOBEPXHOCTH B TIPUOIIIIKE-
HUU cpeprdeckux gactur] 60—70 m/r.

Tepmuueckast crabminbHOCTh MaTepuanoB onpenenena metogom TTA/JICK/JITA (Tepmoananuzarop
SDT Q600, CIIIA) B uaTepBaie ot 25 no 1500 °C: ckopocth HarpeBa 20°/mMuH, B Toke aprona 10 mur/MuH.
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Temperatare, °C Ha puc. 2 B xaduecTBe mpumepa mokazaHa
‘ ‘ TepMorpamMma M KpuBas MOTEPH MaCChl JJs
BpicymeHHoro npu 70-100 °C nupkonata
JIJaHTaHa LaZZrZOT Kak BungHO, B HCCIIEJOBAaHHOM
TeMIIepaTypHOM HHTEpBalie He HaliogaeTcs
TepMUYeCKuX 3P (HEKTOB, CBA3AHHBIX C (Ha30BBEIMU
NpeBpallCHUSIMU, U3MEHEHUSI TEIIJIOBOTO MOTOKA
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Puc. 2 K'pueble DSC(a)/TGA(ﬁ) ost OJICMCHTHI MMOJIYUYCHUS I'ClIsA, COACPKAIICTO PABHO-
YUpPKOHAmMA J1AHMAHA LaZZr207’ MCpPHO pacnpej:[enéHHHe ATOMbI MCTAJIJIOB ITPU BBC-

CUHmME3UPOBAHHO20 Memooom zu()pomepmaﬂbuozo JACHUHU B PCAKIIMOHHYIO CUCTEMY BCUICCTB, 3aTPYy/-

cunmesa HAIOLIMX KPUCTAIN3ALINI0, HAallpUMeEp IIMIEPUHA,
DSC(@)/TGA(6)-patterns for the lanthanum sTriieHruKons [10] u Ap., B TO BpeMsl Kak pexuM

zirconate La,Zr,0, synthesized by hydrothermal .
TEPMOOOPAOOTKH MPECTABISAET COOOH OJTMH U3 Ba-

method
PUAHTOB CaMOPaCIPOCTPAHSIOIIETOCS BHICOKOTEM-
neparypHoro cuHTesa [11], korna okucnuTenaem sIBISAIOTCS. HUTPATHbIE TPYIIbI (a30THAS KUCIOTA, HUT-

paTbl aMMOHUS, JTaHTaHA, IMPKOHMJIA), @ BOCCTAHOBUTEIEM — (pparMeHTHl OPraHMYECKUX JIUTAH/I0B U
JIOTIOJTHUTENIBHO TOOABICHHBI OPraHUYECKUIN PEarcHT.

Jlist monmyvenust nupkonara jantana La,Zr,0, B BOXHBIA pacTBOP, COAEPHKAIMA HUTPAT LIMPKOHUIIA
u xjopuj nantana (n(La):n(Zr) = 1:1), BBoaugach KOHIIEHTPUPOBAHHAS a30THAsI KUCJIOTA AJIs1 OKUCIIH-
TETHPHO-BOCCTAHOBUTEIHLHOTO TIEpeBOa XJopuaa antana B HUTpaAT (30%-HbI M30BITOK), ganee pa-
CTBOp HarpeBajsics BIUIOTh J0 MPEKPAIEHUs BbIIECICHUS OKCHIOB a30Ta; MOCIE OXJIAKICHHS B PEAKIIH-
OHHYIO cHCTeMY BBOAMIIOCH ellé 40 MJI KOHIIEHTPUPOBAHHOW a30THOM KUCJIOTHI, KOTOpas HEUTpaIU30-
Banachk 5%-HBIM pacTBOpPOM ruapara ammuaka 10 pH = 5. [lonydyeHHbli pacTBOp ynapuBajics A0 MOIy-
YEeHHUs BA3KOW KHUJIKOCTH, 3aT€M B HETO MPH MEePEeMEIINBAHNY J100aBIsUIaCh JIMMOHHAS KUCIIOTA B OKBH-
MOJIIPHOM KOJIMYECTBE 110 OTHOLIEHHUIO K CYMMapHOMY COZIEP>KaHHIO KATHOHOB METAJIJIOB U ATHJICHIIN-
koitb (n(C,H,0,):n(M) = 1,5), KOTOpbIii 0O/IHOBPEMEHHO MEIIAET KPUCTAIIIU3AINH HEOPTAHUYECKUX COIIEH
¥ BBITIOJTHSACT (DYHKIIMIO BOCCTAHOBUTEIIS MIPH AaJbHEHUIIIEM CUHTE3€ TyrormiaBkux ¢as. Jlanee mpoBoau-
JIOCh yHmapuBaHHE PEaKIMOHHOW cMecH mpu Temmepatype He Bbime 70 °C mo obpa3zoBaHusi TBEPAOM
cyOcraniun, ipu HarpeBanuu 10 140-200 °C obOpaserr 4epHen u TUTABUIICS, a 3aT€M TPU TeMIepaType
~250 °C akTuBUpOBAJICS MPOIECC CUHTEe3a TopeHreM. Kak BuHO u3 puc. 3,a, B pe3yabrare 00pa3oBbIBa-
JMCh ACHAPUTOTIONO0HBIE CTPYKTYPHBL. 151 yaneHust u30bITOYHOTO YIIIepOAa MPOBOAMICS MO CIIETY FOIITUIA
OTXKUT 00pa3noB Ha Bo3ayxe mpu temmneparype 600 °C B Teuenue 1 4.
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Puc. 3. Buewnuit 6ud o6paszuoe yupKkonamos u 2aghnamos 1aHmana U Heooumd, CUHME3UPOBAHHBIX 6
pe3ynrbmame RUPOIU3A CONEll OP2anuYecKux Kucaom (a), u monozpagus ux noeepxnocmu (La,Hf,0),
UCCNIe008AHHASA € UCHOIB306AHUEM ONMUYECKOU MUKPOCKOnuu (6)

Carl Zeiss Axio Imager Al. An external view of the samples of lanthanum and neodymium Zirconates
and hafnates, synthesized by organic acids salts pyrolysis (a) and morphology of their surface
(La,Hf,0.), investigated by optical microscopy (6), Carl Zeiss Axio Imager Al

Taoanma 2
Pe3yabTaThl 271eMEHTHOI0 aHAJM3a HAHOKPHUCTAJINYECKHX IUPKOHATOB
Hu raHATOB JAHTAHA U HEOJAUMA, NMOJYYEHHBLIX METOI0M
CaMOpPACNpPOCTPAHSIIONIEr0CH BbHICOKOTEMIIEPATYPHOI0 CHHTE3a

. OcHoBHBIE MpuMecH, % aT.
Coeaunenne | Ln:Zr(Hf) C Na Si Fo
LayZr,0; 0,995 0,160 0,354 0,401 0,021
LayHf,0; 1,015 0,152 0,435 0,040 0,006
Nd,Zr,0; 0,998 0,178 0,361 0,204 0,013
Nd,Hf,0; 0,908 3,297 0,370 0,038 0,00%

Hupkonar neomuma Nd, Zr,O, u rapnarer nanrana La, Hf O, n neonuma Nd,Hf O, monmyqanu no ana-
JIOTUYHON METOJUKE.

JlazepHblil Macc-criekTpasbHbIi ananu3 (AMAJI-2) mo3Bomawm onpeaenuts cootHomeHus Ln:Zr(Hf)
U MUKpPOIIPUMECH B CUHTE3UPOBAHHBIX BellecTBax (Tadim. 2).

Kax MOXHO BUIETh M3 TaOMUIBI, Jaxe Ais radHaTa HEOAUMa, KOTOPHI MMeeT MaKCUMallbHOE
oTkioHeHue cooTHomeHus Nd/Hf oT enuHuIbl, TOMyYeHHBIH COCTAB HAXOIUTCA BHYTPU 00JIacTH
romorennoctu aset Nd, Hf O, [8, 9]. OueBnano, uto B 06pasue ragnara Heoquma B PE3ybTaTe
OTKJIOHEHHS OT 1a00paTOPHON METOAMKH MPEBPAIIEHUE XJIOPUIHBIX HOHOB B HUTPATHBIE OBLIO MPO-
BEJICHO HEJIOCTATOYHO MOJIHO. B JaHHOM citydae XJIop SBIsSETCA BaXXHOM MEIIAIOIIe TPUMECHIO, TaK
Kak 00pa3zyeT B OCHOBHOM MAacCCHBE BEIIECTBA YCTOMYHMBYIO U CIIOCOOHYIO K Mapo0oOpa3oBaHUIO MPU
BbIcOKHX Temneparypax a3y NdOCI. Kpome Toro, B 06pasmax umeercs ~0,075-0,28% ar. yrnepona,
KOTOPBIH JIETKO yJaisieTcs 6ojee IIUTEIbHBIM IpOKaIuBaHUEM Ha BO3AyXe. OcTanbHble MUKPOTIPH-
MECH, B TOM YHCJIE U KEeJI€30, COJEPKATCS B HEBBICOKUX KonuyecTBax <0,1% ar.
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Pentrenoda3oBblii aHanu3 00pa3oB HMPKOHATOB U Ta(h)HATOB JIAHTAHA M IUPKOHUS TOITBEPAMI 00-
pa3oBanue (a3 co CTPYKTYpOi MUpoxJiopa, pasmep KpuctaumToB L onpenensuics mo meroxy Illepepa:
La,Zr,0,—cubic F,a=10,799(2) A, V = 1259.4(4) A*, L = 10,19(30) um; La,Hf, O, — cubic F, 10,730(2) A,
V =1235,5(4) A, L =7,97(1,00) um; Nd,Zr,0., - cubic F, a=10,567(6) A, V = 1179,8(11) A?,
L =3,67(18) um; Nd,Hf,O, — cubic F, a = 10,536(5) A,V =1169,7(10) A3, L = 3,69(9) um. B pentreno-
rpamme obpasua La,Zr,0O, naGmonanach He3HaYMTENbHAS NPUMECh (Basbl TeTparoHansHoro ZrO,, B
o6pasue Nd,Hf,0, - NdOCL

C NOMOIIBIO ONITHYECKON MUKPOCKOIIUU BBICOKOTO paspereHusi, Mukpockorn Carl Zeiss Axio Imager
A1, ycTaHOBJIEHO, UTO 00pa3Lbl UMEIOT CTPYKTYPY NeHHI (puc. 3,6), ueM 1 00yCIOBICHO KpaiiHe HU3KOe
3HaUEHKME HACBIITHOMN TIOTHOCTH mopoikoB (<0,5 r/cm?®). bosee rybokoe uzydenue MOpQOIOTHU C HC-
MOJIb30BaHUEM CKaHUPYIOMIETOo MeKTpoHHOro Mukpockorna FEI Quanta 600 (puc. 4) moaTBep IO TOT

Puc. 4. COM gpomozpagpuu La Zr,0, (a) u Nd Zr,0, (6), nonyuennvix ¢ pesynromame
CAMOPACRPOCMPAHAIOU,E20CA 6bICOKOMEMNEPAMYPHO20 CUHME3d.
Mopgonocus La,Hf,0, u Nd Hf,0, ananocuuna
SEM pictures of La Zr,0, (a) and Nd Zr,0, (0), synthesized by self-propagating synthesis.
La Hf,0, and Nd,Hf,0, have similar morphology
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Puc. 5. Penmeenozpammul ona oopazyos
Nd Zr,0, u Nd Hf,0, cunmesuposannolx
MEMOOOM CAMOPACHPOCMPAHAIOULE20CA CUHmE3d,
HenocpeoCcmeeHHo nocie nojyueHus (a) u nocie
uzomepmuueckozo omcuza npu 700 °C ¢
meuenue 1 (6), 6 (8), 18 (2) u 30 (0) u
XRD-patterns for the Nd Hf,0, sample,
synthesized by self-propagating synthesis — just
after the synthesis (a) and after isothermal
treatment under 700 °C during 1 (6), 6 (8), 18 (2)
and 30 (0) hours

daxT, 9To 00pa3IBl MPEACTABISIFOT COO0H MOPHUCTHIN
Kapkac co creHkamu TonmuHoi 10-20 HM, KoTopsie,
B CBOIO OUYE€PE/b, COCTOST U3 CPOCIINXCS MPAKTHU-
YEeCKU CPEPUICCKUX YACTHII.

Jliis 0Opa3ioB mupKoHara u radyHara HEONMa,
JUTSL KOTOPBIX U3 PEHTI€HOBCKHUX JIAHHBIX YCTaHOBJIE-
HBl HAUMEHBIIHNE 3HAYEHUS pa3MEPOB KPUCTAIUIUTOB
L —Nd,Zr,0, n Nd Hf 0., usyuanace ux repmude-
CKasi CTaOMIIBHOCTh C HCTOJIb30BAHUEM HM30TEPMU-
yeckoro orxkura npu temneparype 700 °C B TeueHue
1-30 u ¢ POA o6pa3ioB Ha 1udpakToMeTpe BHICO-
koro pazpemerus Siemens D5000 (puc. 5). O6pador-
Ka Pe3yNbTaToB M pacuéT pa3Mepa KPHUCTAJUIUTOB IPO-
BOIMITHCH 10 Metoty Lllepepa, cpenusis onrrOka Bbl-
yucnenuit 5%. Kak Bunno, nocne 30-yacoBoii Tep-
muueckoi o6paborku Nd Hf O, pasmep kpucrasm-
TOB JUISl ATOTO COCMHEHMS YBEIMYHIICS MEHEE YeM
Ha l um ¢ 3,69(9) 10 4,39(10) am. Jlna Nd,Zr, O, mpu
TEPMHYECKOM 00Pa0OTKE B BHIINICHA3BAHHBIX YCIIOBH-
X TPOMCXOIUT POCT KPUCTAJUIUTOB OT 3HAUCHUS
3,67(18) o 5,09(90) um. Takoe nmoBeeHue A€t BO3-
MOXHOCTB CJIETIaTh BBIBOJ O JTOCTaTOYHON CTaOMIIb-
HOCTH CHHTE3MPOBAHHBIX BBICOKOAMCIIEPCHBIX (a3
TIPU TTOBBIIICHHBIX TEMIIEpaTypax.

JIOTIOTHUTENEHO TPOBOIMINCH SKCIIEPUMEHTHI
no U3y4eHuo (Ha3oBoil CTaOMIBHOCTH TaHHBIX
COCIMHECHHI B 00Jiee MHUPOKOM TEeMIIepaTypHOM
HHTEpBale METOJI0M TTrA/ACK/ATA
(repmoananuzatop SDT Q600, CHIA) 1o 1500 °C,
Harpes 20°/muH B Toke Ar 10 mi/muH. [Togpobuoe
UcclieloOBaHUE TIOBEJCHHS IMPKOHATA JIAaHTaHA
La,Zr,0,, KaK 1 B Clly4ae TaHHOTO COEIMHEHUS,
THAPOTEPMAIbHBIM METOJOM HE TMOKa3alo
Hanuuus ¢a3oBBIX TepexonoB. Bo Bcém
uHtepBaie temmneparyp 25-1500 °C uzmeHnenus
TEIIOBOTO MOTOKa coctaBunu 6,5 Jlx/(rld),
norepst maccel — menee 1% (puc. 6).

Onpoovieanue cunme3upoBanHvIX 6eU{ECE 8
Kayecnee KOMNOHEHNO8 3au{UMHbBIX NOKPbIMUIL

B mnienmom o pesynsraraM HCCIeI0BaHUN YCTAHOBJICHO, YTO TYTOIJIAaBKHUE IIMPKOHATHI U radyHATHI JIaH-
TaHa U HCOAMMA, CUHTC3UPOBAHHLIC KaK HYTéM TUAPOTCPMAJIBHOI'O CHUHTE34d, TaK U C UCIIOJIb30BAHUCM
METO/Ia CAaMOPACTIPOCTPAHSIOIIETOCS BEICOKOTEMIIEPATYPHOTO CHHTE3a, SIBIISIOTCS BHICOKOUCTICPCHBIMU
U HAHOKPUCTAJUIMYCCKUMMU. Hx BBICOKAs TCPMHUYCCKas YCTOﬁqHBOCTb IIO3BOJIACT UCIIOJIb30BaTh 1aHHBIC
BEIIECTBA JIs1 MOJU(PHUKAIINH 3alIATHBIX TOKPBITHI. OJJHAKO BO BTOPOM CITydae IPU CTPOTOM COOTIOICHUN
METOJIMKH CHHTE3a 00pa3yloTcs 00Jee XMMUYECKH YUCThIE COSTMHEHHS; KPOME TOT0, CaM CIOCco0 moiyye-
HUS CJIOHBIX BEIECTB B Tporiecce ropeHus (temmeparypa B miamenu ~ 1600 °C) npenmnonaraer ¢op-
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Puc. 6. Kpuevie DSC(a)/TGA(6) ona uyupxonama
nanmana La Zr,0 , cunmezupoeaniozo memooom
6bICOKOMEMNEPAMYPHO20
CaAMOpaAcCnPOCMPAHAIOWE20CA CUHMEe3d
DSC(a)/TGA(6)-patterns for the lanthanum
girconate La Zr 0, synthesized by self-
propagating synthesis

MHUpOBAHHE YaCTHILl, CBOOOAHBIX OT BJIar, B OTJIU-
YK€ OT CHHTE3UPOBAHHbIX MMIPOTEPMAILHBIM METO-
JIOM, YTO CYILIECTBEHHO ISl UCTIOJIb30BAHUS UX B TEX-
HOJIOTMH KOMIIO3MIIMOHHBIX MarepuajoB U BbICOKO-
TeMIIepaTypHBIX TOKpbITHii. [loaToMy 11 Mo H-
Kalli¥ CTEKJIOBUIHOT'O 3aIlIUTHOTO IMTOKPHITHS Ha MO-
BepxHoctu C/SiC-xommo3uTa, yBEIUYEeHUS €T pa-
0odeil TeMIepaTrypbl UCTIOIH30BAINCH BELIECTBA,
NoJTy4eHHBIE B nporiecce ropenus [12]. st atoro k
MOPOILKY TYTOIIABKOTO CTEKIa 100aBisuiock 20%
macc. Ln,Zr(Hf),0,, mopormok TmaresnbHo nepetupai-
Csl B 3TAHOJIE U HAHOCUJICA HA TIOBEPXHOCTh KOMIIO-
3MTa C UCIIOJIb30BAHUEM OPIaHUYECKOTO CBA3YIOIIE-
ro. BzaumopnencTeue KOMIIOHEHTOB ITPOUCXOAUIIO
yKe TPH CTyTIeHYaToi 00paboTke oOpasiia B 103BY-
KOBOHM CTpy€ BBICOKOIHTAJBIIMWHON BO3AYIIHOU
IUIa3Mbl BBICOKOYACTOTHOI'O MHYKIIMOHHOTO I1jIa3-
MoTpoHa BI'Y-4 (MHcTUTYT npoOiaeM MEXaHUKHU
PAH). 3mepsiemast spkoCTHasI TEMIIEpATypa MOBEPX-
HOCTHU 00PA3I{0B SBISETCS HHTETPATbHBIM ITOKa3aTe-
JIEM, CYMMHUPYIOIINM H3JTy4yaTelbHble CBONCTBA U Ka-
TINTUYHOCTH CIOEB. AHAIIN3 MTOJyYEHHbIX 3aBUCH-
MOCTEeH SPKOCTHON TeMIepaTrypbl OBEPXHOCTH 00-
pa3LoB OT MOIIHOCTHA aHOJHOTO MTUTAHUS [1a3MOT-

POHA IOKa3aJl HECYLIECTBEHHOE YBEIMUEHUE U3MeE-
psieMoil cpermHel Temmeparypsl MOAU(HUIMPOBAHHBIX MOKPBITHHA, HECMOTPSI HA TO, YTO WHAWBUIYaJIBHO
BBICOKOIMCIIEPCHBIE Ta(HATHI M IMPKOHATHI JJAHTAHA M HEOAMMA BBICOKO KAaTaJTUTUYECKU aKTUBHBI.

Takum 00pa3oM, CUHTE3MPOBAaHBI TYTOIJIABKME IIUPKOHATH M TaHATHl JaHTaHA U HEoxuMa C WC-
MIOJIb30BaHUEM METO/IOB THAPOTEPMATBHOTO (BOIHBIE CycTieH3uH, crabunnznpoBanusie HCI) u BeicOKO-
TEMIEPATYPHOIO CAaMOPACIIPOCTPAHSIOLIETOCS CUHTE30B (MaJIOIUIOTHBIE TOPOLIKHK). 11 BCEX MOIyUeH-
HBIX BEIIECTB YCTAHOBJICHO COOTHOIICHUE 3NeMeHTOB Ln:Zr(Hf), koTopoe HaXoauI0Ch BHYTPH 00IacTH
TOMOTEHHOCTH (ha3 co cTpykTypoi nupoxiopa Ln Zr O, u Ln, Hf O, a Taxxke conepranue MuUKponpume-
cell C UCIOIb30BaHUEM JIa3epHOTO Macc-criekTpomeTpa DMAJI-2. Da30BbIi COCTAB BEIIECTB OXapaKTe-
puzoBan POA, Mmopdonorus 1 MEKpOCTPYKTYpa — METOIaMHU CKaHUPYIOIIEH U MPOCBEYHMBAIOIICH AIeK-
TPOHHON MUKPOCKONHHU ¢ MUKpoaudpakuueil. TepMuueckas cTaOMIbHOCTh COSAMHEHUH MCCIIeI0BaHa
metonoMm TITA/ICK/ITA n u3otepMudeckuM OTRKHTOM B TedeHne 1-30 4 ¢ mocieayomuM pacuéToM
pasMepa KpUCTAJUTUTOB MO JaHHBIM PDA.

ITo cymme xapakTepuCTHK it MOAU(DUIMPOBAHHS CBOWCTB CTEKIOBUIHBIX 3aIIUTHBIX TTOKPBITHH Ha
noBepxHocTy kKommno3uta C/SiC npuMeHsIMCh UPKOHATHI U TaHATHI JaHTaHA U HEOIuMa, MOTy4eH-
HBIE€ C MCIIOJIb30BaHUEM NPUEMOB BBICOKOTEMIIEPATYPHOIO CaMOPACIpOCTPAHSIOIIErOCs CUHTe3a. All-
pobarys 3TUX BEUIECTB B COCTaBEe OTHECTOMKOTO MOKPBITHS TIOKa3ajia UX MEePCIeKTUBHOCTD C TOYKH 3pe-
HUSI MHTETPATbHOM XapaKTePUCTUKH, 0O BEANHAIONICH KaTATUTUYHOCTD U N3Ty4aTeIbHYI0 CTIOCOOHOCTh
IIOBEPXHOCTH.
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