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Hzyueno enusnue memnepamypwi npocpesa oo 1000°C ¢ umnepmmuoii cpede (apeowm) na
CMPYKMYpPHble XAPAKMEPUCMUKU HaHoOucnepcrho2o KoHOencama Zr0;-6,5 %Y,0;, nonyuennozo no
MEXHOI02UU DNEKMPOHHO-TYYE8020 UCNapeHus U ocadxicoenus 6 eaxyyme. Onpeodenenvt pazoewiil
cocmas, pasmep yacmuy, yoeavHas n08epPXHOCHyb, 00beM U cpedHutl paouyc nop konoencamos ZrQ; —
6,5 %Y,0;. Ycmanosenena oOunamuka azpecayuu amop@HuIX HAHOPASMEPHLIX KPUCMANIUMOS NpU
Haepese ¢ 0bpazosanuem Kyouueckoi ¢hasvl OUOKCUOa YUpKOHUsL.

BBenenue

B mHacTosmee BpeMs IIMPOKO PAa3BUBAETCS  TEXHOJOTHS 3JEKTPOHHO-TY4YEBOTO
UCTIAPEHUs W TMOCIEIYIOMIET0 OCAXKICHUS B BaKyyMe TOJCTBIX IUJICHOK (TOJIIMHON OT
HECKOJBKMX MUKPOMETPOB JI0 HECKOJIBKHX MHJUIMMETPOB) HEOPTaHUUECKUX coenuHeHwi [1, 2].
Ee oTnuuuTenbHON OCOOEHHOCTHIO SBIISIETCS BO3MOXKHOCTH IOJYYCHHS B 3aBHCHMOCTH OT
YCIIOBUH TPOBEJCHUS DSKCIEPUMEHTOB, MAaTepHalloB B pPa3IMYHOM (A30BOM COCTOSHHUU:
aMmop(hHOM (B BHJIE BRICOKOIUCIIEPCHBIX CIA00CBI3aHHBIX HAHOYACTHIL), MOJIYKPUCTAIUTHYECKOM
(OTHOBPEMEHHO TPUCYTCTBYIOT aMoOp(dHasi M KPUCTAUTHYECKHE (a3bl) WIH KPUCTAULTHICCKOM
[3] ¢ aucniepcHOM, MOPUCTOM U IPalUEHTHON CTPYKTYPaMH B IIMPOKOM JIMANla30HE pa3MEpOB.

Cpean «TOJNCTBIX» KOHAEHCATOB 0CO00€ MECTO  3aHMMaeT JAUOKCUI LHMPKOHUS,
CTaOMITM3UPOBAHHBIN OKCHIIOM HTTPUS — TPAJAULIUOHHBIA OOBEKT HAYYHBIX HCCIICOBAHHIA,
KOTOPBIA YK€ IIUPOKO MPHUMEHSETCS B TEPMOHM3OJIUPYIOMIUX TMOKPBITUAX KOHCTPYKIIMOHHBIX
MaTepuanoB [4], B KauyecTBe KEPAMHUYECKUX OKCHIHBIX DJIEKTPOJIUTOB TOIUIMBHBIX JJIEMEHTOB
[S, 6], cencopoB kucnopoja [7, 8]. OH Takxke MOXKET UCIOIb30BaThC KaK KaTanuzartop [9—-11] u
HOCHUTEh KaranuTuueckux cuctem [12—-16]. «ToncTeie» KOHAEHCATHI OO0JATAIOT XOpOIIeH
aZre3uen K MmojJIoKKe U MOTYT BXOAMTH B COCTaB KOMITO3UIIMOHHBIX METAJIJI-OKCUIHBIX CHUCTEM
C IIUKJIMYECKUM HArPEBOM U OXJIAXKICHUEM.

[[upokoe mHpUMEHEHHE HAHOMOPOIIKOB AMOKCHUIA LHMPKOHHUS IOJTYYEHHBIX METOJIOM
9NIEKTPOHHO-Ty4eBOro wucmapeHus u ocaxnaenus B Bakyyme (EB-PVD) mnpu Ttemmeparypax
skcmtyaranud 10 1000 °C, 3arpyaHeHo 0e3 IeTalbHOrO 3HaHHMsS 3aKOHOMEPHOCTEN BIIMSHUS
YCIIOBUH AKCIUTyaTallu (TEMIIepaTypbl, COCTaBa Ta30BOW Cpe/bl) HA MX (U3UKO-XHMMHUYECKHE
CBOMCTBa (MMOPHUCTOCTh, TUCIEPCHOCTh M (ha3oBbI cocTaB). M XoTs B nuTepaType uMmeercs
0oJbIIOe KOMMYecTBO MyOuKauii 00 3tom Biusaud [7, 17-20], HO OHM HETIOJHEI, TaK Kak, B
OCHOBHOM, HOCAT KAaueCTBEHHBIM XapakTep U HE OMHCHIBAIOT KOJIWYECTBEHHBIX H3MEHEHUU
(UBUKO-XMMHYECKUX ITapaMETPOB 00PA3IIOB.
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Llenpto paboThI ABISETCS UCCIENOBAHUE BIMSAHUS TeMIeparypsl nporpesa g0 1000 °C B
aTMocdepe aproHa HaHOJIUCIIEPCHOTO amopdHOro obOpasma AUOKCHIA IMUPKOHUS C JT0OaBKOU
OKCHJIa WTTPHUS HA IUHAMHKY HW3MEHEHHS €ro CTPYKTYPHBIX XapaKTEPHUCTUK, COCTOSHUE
THIPATHOTO MTOKPOBA U TEKCTYPY.

JKCNepUMeHTATbHAs YaCTh

Konnencar nomy4danu npsMbIM 3JIEKTPOHHO-JIYYEBBIM UCIIAPEHUEM CIIHUTKA (IIPECCOBKU
muametpoM 49MM) NIHOKCHIIa IHMPKOHMSI, CTAaOMIM3UpPOBAHHOTO 6,5 % OKcuma WUTTpUs, H
OCaXICHUEM IIApOBOI0 MOTOKA HA CTAlMOHAPHYI0 MEIHYI BOJOOXJIAXIAEMYIO MOJUIOXKKY B
BaKyyMHOW 3JIEKTPOHHO-ITy4eBoW ycTtaHoBke [2]. Ilommoxka pasmepom 490%490*6 mm
pacnionaranack Ha paccrosHud 450 MM HaJ WcHapuTesieM, TeMIlepaTypa MOAJIOXKKHU
coctaBisuia 40-50 °C. HMcnapenne marepuana OCYIIECTBISIM U3 MEIHOTO OXJIAXIaeMOro
kpuctaim3atopa. CkopocTh KOHAGHcamuu cocTaBimsuia  2,5-3,0 MKM/MHH,  TOJIIUHA
koHmeHcara 170-210 mxm. ['panynbl oOpas3na misd JaIbHEHIIMX HCCIIEIOBAHUMA TOTYyYaH
U3MEJIBbYEHUEM OT/IEJIEHHOIO OT MOAJI0KKH KOHJEHCATA.

DJeMEeHTHBIN COCTaB U CTPYKTYPY KOHJEHCATOB MCCIEA0BAIN C MOMOIIBIO PaCTPOBOTO
ANEeKTpOHHOrOo MuKpockorna CamScan ¢ peHTreHoBckoil mpuctaBkoil INCA-200 Energy, a
TaKKe MCTOB3ys peHTreHo-(myopecuenTHbii ananu3atop X Unique I dupmer Philips.

UccnenoBanue  TOHKOW ~ CTPYKTYphl ~ KOHACHCATOB  BBIMIOJHSUIM  METOJAMH
MPOCBEUMBAIONICH AJIEKTpOHHOW MuKpockonuu Ha wMukpockorne HITACHI H-800 npu
yckopsitoiieM Hamnpsbkenuu 200 kB.

Judpakrorpammsl 00pa3iioB peructpupoBaiu Ha audpakromerpe JJPOH-4-07 B
m3nyuenuu Cu-K, nmuaum anona ¢ Ni puiisTpoM B OTpakeHHOM Iy4Ke TIPU T€OMETPHH ChEMKHU
no bparry-bpenrtano B yrinoBom unteppaiie 10—80 rpagycos ¢ marom 0,05. 3anucs npoBOAMIN
B mdpoBoM Brze B popmare 20 (rpax) -I(uHTEHCHBHOCTS, ¢ ) [21].

CTpyKTypHBIE XapaKTEPUCTUKHA KOHICHCATOB ONPENEISUTN 3 U30TEPM aJCcOpOIUH a30Ta,
MOJYYEHHBIX Ha BBICOKOCKOPOCTHOM TIa30BOM copOIroHHOM aHaimu3atope NOVA 2200e
Qvantachrome instruments mpu TemrepaTtype kuakoro azora. C 3Toi I1ebl0 00pas3el; Maccoi
0,4 T mpenBapuUTENLHO BaKyyMupoBand B TeueHue 12 4. mpu temmeparype 150 °C. Pacuer
CTPYKTYPHBIX XapaKTepUCTHUK (ylelbHas MOBEPXHOCTh, MOPUCTasl CTPYKTypa oOpasua, o0beM
MUKPOIIOp U CPEAHUN pajnyc MOp) MPOBOIWIM MO CTAHIAPTHBIM METOJMKaM, IpUIaraéMbIM K
npudopy.

Tepmudeckuii aHamu3 KOHACHCATOB MpoBoAwin Ha aepuBatorpade TGA-7 dupmsl
Perkin Elmer. HarpeB o0pasia Ha BO3ayXe OCYLIECTBISIH €O cKopocThio 10 °C/Mun B
temmneparypHoM uHTepBaie 20—650 °C. st uccnemoBaHnuid UCIOJIB30BAIN HABECKH 00Pa3IoB
maccoit 100 mr. [Ipu mpoBeeHWM LMKIMYECKUX HCHBITAHWNA TOCie HarpeBa oOpaslia ero
OXJIAXKJIalIK 1 Jieaanu 24 - 4acOBYIO BBIACP)KKY Ha BO3IyX€ NMPYU KOMHATHOW TeMIIEpaType.

HK-cnextpsl 00pa3noB nomydanu Ha crekrpoporomerpe SPECORD M80 B obnactu
4004000 cm™' B Tabnetkax KBr.

HarpeB o0pa3unoB nepBoHauyanbHOM Maccoi 10 T MpOBOAMIN B KBAapIIEBOM DPEAKTOPE,
MOMEIIEHHOM B TpyOuaryio meuyb. Yepe3 HaBecKy oOpasla MOCTOSHHO MPOAYBAJICS WHEPTHBIN
ra3 (aprot) co ckopocTbio nmotoka 50 mi/muH. Temneparypy B MUY 33JaBajl KOHTPOJJIEPOM
temriepatypbl TZN4S-14S (Kopes). BpeMs BbIxoa rmeun Ha 3aJlaHHBIA TeMIIEPaTypPHBIA PEKUM
cocraBisio 10 MUH. M TpuHUManock B pacueT. OOpaslbl BbIIEPKUBAIA TPU  3aJaHHON
TEMIEpaType B TEUYeHHE | 4., Mociie 4ero BHIHUMAIM M3 MEYM U OXJaXKJAlIU 10 KOMHATHOU
TEMIepaTypbl B TMOTOKEe HMHEpTHOro rasza. Ilocime orbGopa yacTv mepBOHAYaIbHOTO 00Opasia,
MPONIEAIIET0 Harpes, ISl MCCIEAOBAHUM OCTaBIIYIOCS ~ MAacCy IMOJBEprajivd JajdbHEHIen
TEPMUYECKOI 00paboTKe MpH JpyToil 3aJaHHOI TeMnepaType.
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Pe3yabTaThl M 00Cy:KIEHHE

N3yyeHne XMMHYECKOTO COCTaBa  M3YYEHHOrO0 KOHJEHCaTa II0Ka3ajlo, 4YTO €ro
OCHOBHOI KOMIIOHEHT JHOKCHJ LHUPKOHUS (0K0JIO 93 %), COMyTCTBYIOMNN €My XUMHUYECKHUI
anasior — nuokcua rapuus (0,475%), a Taxke okcug UTTpus (6,5 %), 106aBIsIeMblil B KauecTBe
crabmin3aTopa Kpuctauimaeckoil ¢aspl. OctanbHble 3MeMeHThl, Takue kak Al,Os3, Si0,, CuO
u Sum-La npucyTtcTBylomye B 00pasiie, HaxoAaTcs B cieloBbIX KonnyecTBax (MeHee 0,01 %).

! Topm

Puc. 1. CHuMOK noBepxHOCTH cKkoJia KoHJieHcaTa ZrO»- 6,5%Y,0;.

Ha puc.1 mnokasaH mosydeHHBI METOAOM HPOCBEUMBAIOIIEH  AJIEKTPOHHON
MUKPOCKOIIMH CHUMOK, XapaKTEpHONH MUKPOCTPYKTYpPbl KOHAECHCATa JUOKCH 1A IUPKOHHUS B €TO
nornepeyHoM  ceyeHud.  HaOmioneHue  CTPYKTypbl — KOHJEHcaTa B IUIOCKOCTH,
HNEPHEHNKYIIPHOM €ro IOBEPXHOCTH IOKa3bIBAE€T, 4YTO OOpasel NpeACTaBiIseT CcoOoi
YACTUYHO YHOPSIOYEHHBIE CTOJIOYaThle arjaoMepaTbl KPYIMHBIX OJIOKOB  NEPBUYHBIX
KpUCTATUTOB ZrO,, aHAIOTUYHBIE CTOJIOYATBIE CTPYKTYPHlI OBUIH TOJy4eHBI paHee [22] mms
MOJJOOHBIX CUCTEM.

bonee neranbHOE HCCIENOBAaHME IEPBHUYHONW CTPYKTYpbl HCXOAHOTO KOHJEHCATa
METOJIOM NMPOCBEUUBAIOIICH 3JEKTPOHHON MHKpPOCKOMMHU (pUC. 2 @) MOKa3bIBaeT, YTo o0paser]
COCTOUT U3 BBICOKOAMCIIEPCHBIX XAaOTUYHO OPUEHTHUPOBAHHBIX KPUCTAIIIUTOB pa3MepoM 3—5 HM.

wWh

Puc. 2. CtpykTypa Ha mpOCBET KOH/AEHCATa TUOKCHA IMPKOHUS (@) U AJIEKTPOHOIPaMMa OT
Hero B pexxume audpakuuu (0).

H3-3a manbix pasMepoB obnacreit KOTCpCHTHOI'O pacCCiHrd JSJICKTPOHOI'paMma,
MMOoJIyd€HHass OT HHX B PCKUMC I[I/I(l)paKHI/II/I, HMECT CHWJIIBHO pPAa3MBITBIC KOJIbIIA, YTO
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MOJATBEPXK/IaeT HAHOPAa3MEPHYIO CTPYKTypy KoHJIeHcaTa (puc.2 6). Pa3mbITOoCcTh KOJIEIl Ha
pPEHTIeHOTpaMMax 3aTpyaHseT uaeHTH(UKauo (a3, a CHIBHBINA (OH Ha AIIEKTPOHOTpaMMax
CBHUJIETEIILCTBYET O MPUCYTCTBUH aMOphHOHU (a3bl AMOKCUAA IIUPKOHHSL.

JudpakrorpaMmma M3yueHHOTO oOpasiia m3o0paxeHa Ha puc. 3 a. CHeKTp UCXOAHOTO
o0pasua COCTOUT U3 ABYX BHYIIUTENbHBIX AU(PPYy3n0oHHBIX MHKOB B obmactu 20 paBHom 30 u
55 rpan., 9TO CBUAETENBCTBYET O PEHTIeHOAMOP(GHOCTH o0pasIia.
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Puc. 3. ludpakrorpammer o6pasnos ZrO; — 5,8% Y,0s3: @ — ucxonublit oOpaszen u mporpeTbix
1 4 B aprone: 6 - 200°C, 6 - 400°C, 2 - 800°C.

Ha puc. 4 npusenens! nannsie MK-cnekTpockonuy NoBEpXHOCTH KOHJEHCATa AUOKCHIA
LUPKOHHUSA TIOCJIE €ro yJaJeHUs U3 BaKyyMHOM KaMepbl U KOHTaKTa ¢ Bo3ayxoM. Kak u3BecTHo,
nocjie BBITPY3KH oOpa3la U3 BaKyyMHOH KaMmepbl, IJe NPOMCXOAMT CHHTE3, Ha BO3AYX,
HaOJII0JaeTCsl YBETTMYEHUE €r0 MacChl, YTO MOXKET OBITh CBSI3aHO € a[copOnueil mapoB BOIBI Ha
noBepxHocTu oOpasia. B MK-cnekrpe mpucyTCTBYIOT MONOCH ¢ MAKCUMYyMaMHU TOTJIOLICHHUS
550 cm™', orHocsmmecss Kk komeGammsm ZrO,, 1600 cm”, 3amaromme medopMamHOHHBIC
KONeOaH s afCOPOUPOBAHHOM BOBL, M MONOCH ¢ MakcHMyMoM 3600 cm™', ykaswIBarolmie Ha
NPUCYTCTBUE IJICHKH (pU3HUYECKH acopOnpoBaHHOMN BObI. HecHMMETpUYHBINA BU STON TOJIOCHI

¢ TouKoit mepern6a B o6mactr 3680 cM™' yKka3bIBaeT Ha IPHCYTCTBHE B 00pa3ie THAPOKCHIBHBIX
rpynn [10, 23].
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Puc. 5. 3aBUCHUMOCTh OTHOCHUTENBHOTO M3MEHEHHUs Macchl KoHaeHcaToB ZrO, — Y,0; mpu
HarpeBe Ha Bo3zayxe co ckopocthio 10 °C/muna (M/M, - OTHOIIEHHE Macchl oOpasia

nocne HarpeBa (M) k macce UCXOIHOTO oOpas3na M,): 1 — HUKINYecKue HarpeBbl 10
200 °C, 2 — no 650 °C..

Ha puc.5 mnpuBeneHsl pe3ynpTaThl TEPMOTPABUMETPUUYECKOTO aHaiaW3a o0pasia.
BunHo, 4to nmepBuuHbIM Harpes obpasia a0 temmeparypbl 600°C compoBoXKIaeTcs morepei
15% ero Macchl, najbHEillice MOBBIMICHHE TeMmepaTypsl g0 650°C He OPHUBOAHMT K
M3MEHEHHUIO0 MacChl 00pasia.

[TpoBeeHne NUKINYECKUX HArpeBoB oOpaslia Mokasajo cieayrouiee. [Ipu nepsBuyHOM
Harpese o0Opasia 10 200 °C ymenblieHue macchl oopasia cocrasiser 10,5 % (puc. 5). Ipu
MOCTEIYIOIEM OXJIAXKIEHHUH o0pa3la M BBIACP)KKE €ro Ha BO3AyXe B TeueHue 24 4. uMeer
MECTO BOCCTAHOBJIEHME Macchl 00pa3lla, OYEBUAHO BCIIEJCTBUE IOBTOPHONU (U3NUYECKOI
aacopOIMK BOABI HAa TOBEPXHOCTH. Bo BpeMs BTOpPOro IMKIa HarpeBa MPOUCXOIHT
yMEHbIIIEHHE TOTepH Macchl o0pasna Ha 3,5 %, 4To CBUAETEILCTBYET O MEHBIIEM COJEP>KaHUU
BOABI B OOpa3le W MOXET YKa3plBaTh HAa NPOTEKAHUE arperanuu KpuctaumroB ZrO, a,
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CJIEZIOBATENILHO, M Ha TpaHC(HOpPMAalLHIO CTPYKTYpbl oOpasiia npu MepBUYHOM HarpeBe. Mexmy
BTOPbIM M TPETUM IMKJIAMH HarpeBa MPOUCXOJUT BOCCTAaHOBJIEHHE Macchl obOpasua (c
To9HOCTHIO 110 0,5 %) 10 ypOBHS Macchl 00pasia nepes BTOpbIM HUKIoM. O01iee KoITu4ecTBO
a71copOMpPOBaHHOI BOJIBL, IO pacueraM, COCTaBIsieT 0KoJIo 7 % OT MepBUYHOI Macchl 00pasia.

Harpes o6pasia 10 Temreparypbl 650°C CONPOBOKIACTCS YMEHBIICHHEM €0 MAacChl
Ha 15 %. Ilukiuyeckre HarpeBbl KoHzeHcaTta 1o Temmeparypbl 650 °C (puc. 5 xpusas 2)
MoKa3ajld, 4TO TIOCJIe HarpeBa 1O OSTOW TeMIepaTypbl BOCCTAHOBIEHHE Macchl oOpasia
MIPOUCXOIUT TosbKO Ha 1,5 % (mocne Broporo nukna) u 1,2 % mocie TpeTbero U 4eTBEpTOro
IIUKJIOB. DTO MOXET YKa3blBaTh HA TO, YTO NMPOUCXOAMUT YAAJCHHE TMAPOKCUIBHBIX TPYII C
noBepxHocTh ZrO, UM CBUAETEILCTBYET O HEOOpaTUMOCTH MPOLECCOB MPEBpAIICHUS
CTPYKTYpbI 00pasiia, mpoTeKaromux mpu nporpese 10 650 °C.

Takum 00pa3oM, yMEHBIIIEHHE MacChl 00pa3IoB MPHU HATPEBAHUHM MOYKET OBITh CBS3aHO
¢ ynanenueM (usmdecku afacopoupoBanHoil BoabI (0 Temmepatypsl 150-200°C). Ipu Gonee
BeICOKUX TemrepaTtypax (1o 600 °C) ¢ moBepxHOCTH 00pasla yAalsioTcs THAPOKCUIILHEIE
IPyIIBbl, YTO XOPOILO COOTBETCTBYET JIUTEPATYpPHBIM JaHHBIM [23-25].

Panee [3] Opu10 OKa3aHo, uTo Ha KpuBoH JITA 3TOro obpasma B 00JacTH TeMreparyp
405 — 430 °C nabmomaercst 3K30TEPMUIECKHI MUK ¢ MakcuMyMoM Tipu Temreparype 418°C. B
COOTBETCTBUHU C JIMTEPATYPHBIMHU JaHHBIMU [20] ATOT MUK yKa3bIBAET HA MPOTEKAHUE MPH ITUX
TeMIepaTypax CTPYKTypHO-XUMUYECKOH MepecTpoiiku o0pasiia BCIeACTBUE KPUCTATH3AINN C
oOpazoBanneM Kyondeckoit gazbl ZrO,, 94To MOATBEPKIACTCS TaHHBIMU PEHTTeHOTrpaduu.

Wzyuenne  audpakrorpamm  o0Opas3loB, TOABEPrHYTHIX  HarpeBy  (puc. 3 6-2
COOTBETCTBEHHO), MOKa3ajuo, 4ro obOpaser mporperbii mpu 200 °C, umeer audpaxTorpammy,
aHAJIOTUYHYIO TU(paKTOrpaMMe UCXOAHOT0 00pasia, T.e. ocTaeTcs peHTreHoamopHbIM. [locie
nporpesa mpu 400 °C (puc. 3 6), Ha AupPAKTOrpaMMe MOSBJISIOTCS IIHKU, CBUAETENLCTBYIOIIUE
0 KpHCTAIM3alMu oOpasia — oOpa3oBaHum Kyoudeckoit (aspl quokcuaa mupkonus ( JCPDS
No 81-1550) co cpemaum pasmepoMm KpuctaumutoB 10— 12 HM (pa3Mep KpUCTaUTMTOB
paccuuTan 110 ypasHenuto Illeppepa). JlanbHelimmii mporpes oOpasia npu Temmeparype 800°C
(puc. 4T) TPUBOOUT K YBEIWYCHUIO WMHTEHCHBHOCTH W YMEHBIICHHIO MOJYIIHPUHBI
TUGPAKIIMOHHBIX IMHKOB, YTO CBHUICTENBCTBYET O COBEPIICHCTBOBAHUHU KPUCTATLTUYECKOU
CTPYKTYpBI KyOmueckoii ¢azbl ZrO, CpemHuil pazmep KPUCTAILUIUTOB IPH STOM YBEIHYUBACTCS
no 15-17 am.

Ha puc. 6 npuBeneHsl W30TepMbI ajcopOumu asora mpu Ttemmeparype — 196 °C,
U3MEpEHHbIE HAa MCXOAHOM KOHJIEHcaTe W 00pasliax, MPOrpeThIX MPHU pPa3HbIX TeMIepaTypax.
N3oTepma ncxomgHoro odpasia npeacTaBiseT codoil S-00pa3HyIo KPUBYIO C YETKO BBIPAYKEHHBIM
THUCTEPE3UCOM, YTO CBUIETEIHLCTBYET O MpeodIaaarolieM Halnuuy Me30Top B 00pa3iax Ha GoHe
MHUKPONIOPHCTOCTH. M30TepMBI TPOrpeThix 00pa3moB Ha pHC. 6 PACIONOKEHBI HIDKE, YeM
U30TepMa HCXOJHOTO O0pasila, YTO yKa3blBaeT Ha yMeHbIleHHe oOuiero odbema mMop H, B
NepBYIO OYepe/ib, PE3KOM YMEHBIICHUH 00beMa MUKPOIIOp 00pa3IoB MPU OTXKHUTE. Y TMPOTPEThIX
o0pasioB npu temneparypax 800 — 1000 °C S-00pa3HbIii XapakTep KPHBBIX HPOSBIAETCS MPH
OTHOCHTEINIbHBIX JaBlIeHHUsIX cBbimie (0,7, 94TO IMO3BOJISIET CHIENATh BBIBOJ O HApacTaHUM JOJIA
ME30M0p ¥ MaKpOmop.

PaccunTanHble W3 HM30TEpM aACOPOIMM a30Ta IMapaMeTpbl IOPHCTOW CTPYKTYPHI
o0pa31oB TMpHUBEACHb B Ta0nHile, U3 KOTOPOM BUIHO, YTO HMCXOAHBIN oOpaszelr obiagaet
pa3BUTON YJENbHOM MOBEPXHOCTHIO, OOJBIIMM OOBEMOM COpPOIMOHHOTO MPOCTPAHCTBA U
HAJIMYUEM MUKPONOpUCTOCTH. ETo ynenbHas MOBEpXHOCTh M OOMIH 00beM MOp MaKCHMAaIbHBI
Cpea W3yYeHHBIX O0pas3IoB, YTO MOXET yKa3blBaTh HA PBIXJIOCTh MEPBHYHOU CTPYKTYPHI
pacmnonoxkeHus: KpuctammuToB ZrO, B 3TOM 00pasiie U MOATBEPKAAET PEHTTCHOBCKHE JaHHbBIE
00 amop(HOCTH KOHJICHCATA.
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Puc. 6. Uzotepmbl ancopbuuun azora ZrO,—Y,0s3: 1 — ucxoanslii obpazen, 2 — obpaser,
nporpetsiii npu remneparype 200 °C, 3 —400°C, 4 — 600°C, 5 — 800 °C, 6 — 1000 °C.

Tabauna. XapakTepuCTHUKU MOPUCTOU CTPYKTYpbI 00pa3loB KOHACHCATAa TUOKCH 1A IINPKOHUS,
CTaOMITU3UPOBAHHOTO OKCUIOM UTTPHUS

Ne | Bpems*, | Temmepatypa | Sger, Viots V mics Vmie/ Sexts Shics Cpenn.
n/a CYT. nporpesa, °C M>/r eM’/r | eM’/r Viot M>/r M>/r paauyc mnop,
HM
1 20 257 0,233 | 0,048 | 0,20 147 110 1,81
2 160 207 0.204 | 0.0332 | 0,16 134 74 1,98
3 386 211 0.207 | 0.0313 | 0,15 137 74 1,96
4 35 200 202.0 | 0.211 | 0.025 | 0,12 | 143.6 | 584 2,1
5 35 400 109.6 | 0.161 0 0 109.6 0 2,9
6 35 600 81.56 | 0.147 0 0 81.56 0 3,6
7 35 800 36.01 | 0.114 0 0 36.01 0 6,3
8 35 1000 13,18 | 0,078 0 0 12,35 0 11,9

*- Bpemst mpoBelieHHUs U3MEPEHMS, IPOLIEIee MOCIe CHHTEe3a o0pa3na

[Ipu mpokanmuBanuu oOpasma Habmomaercs (CM. TaOJMIly), MPAKTHYECKH JIMHEHHOE
YMCHBIICHHE yIEIbHON TOBEPXHOCTH co 257 M/T y HCXOHOro 0bpasua 10 13 MY/r y oGpasia
nocie mporpeBa mpu 1000 °C  (ymenbmienue Ha 94,9 %), 4TO XOpOIIO COIJIACYETCS C
auTepaTypHeIMU JaHHbIMHE [13]. O0umii 060beM nop u3MeHseTcsl B MeHbllel crenenu (66,5 %
OT MEPBOHAYAIBHOI0), YeM yZelbHasl MoBepXHOCTh. C yBENTUUYEHHEM TeMIIepaTypbl MporpeBa
HaOJIoaeTCsl yBEIMUYCHHUE CpEeTHEero paanyca mop B oopasuax ¢ 1,8 um B oopasue Nel mo 11,9
M B o0pasue Ne 8, nporperom mpu 1000 °C, nmpudeM Takoe yBEIUUEHUE CPEIHErO paguyca
nop npu temrepatypax mnporpesa ot 600 u 10 1000°C HOCUT SKCIIOHEHIIHATBHbINA XapakKTep.

HNHTepecHO COMOCTaBUThL M3MEHEHHE YJEIbHOW MOBEPXHOCTH (Tabjd.) M TMOPHCTOTO
nmpoctpancTBa KoHaeHcara ZrO; — 6,5 % Y,0s3;, B 3aBUCMMOCTH OT TEMIIEpaTyphl HPOrpeBa
(puc.7). Pacnipenenenue mop mo pamuycam, paccuutanHoe merogom TOII, mokaspiBaer, 4To
MCXOJHBIA 00pa3zer mpeacTaBisieT coO00il OMITOPUCTYIO CTPYKTYpYy ¢ paauycamu mop 1,8 —
2,4 HM. DTOT 00paszel MMeeT MaKCUMAaJbHYIO YIEIbHYI0 MOBEepXHOCTh. [Ipu Temmeparype
nporpesa 200 °C B 00pasiie HabI0[aeTCs Pa3BUTHE MUKPOCTPYKTYPhI M BOSHUKHOBCHHUE TIOP C
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pamuycamu 1,3—1,5 HM, KOTOpbIe Yy HCXOAHOTO o00pasla OTCYTCTBYIOT. OTO SIBJICHHUE
HabmoaeTcss Ha (oHe MajieHus yJeabHON moBepxHocTH (Ha 21 %) m oOmiero o6bema mop
obpasua Ha (10%). OOBICHUTH 3TO SIBIIEHUE MO>KHO, COTIOCTABUB IOJyUYEHHBIE PE3yJIbTAaThI C
JAHHBIMH 110 CTApEHUIO ATOro oOpaszna (tabnuia). [lpakThyeckw TOJIHOE COBMAJCHHE
napaMeTpoB TEKCTYpbl 00pa3loB (B mpeaenax OIMOKH AKCIEPUMEHTA) CBUAETEIBCTBYET O
NPOTEKAHUH OJMHAKOBBIX IPOLIECCOB, a MMEHHO, Ipu mporpese 10 200 °C u mpu crapeHun
MPOUCXOIUT arperanusi MepBUYHBIX KpUCTAUIUTOB ZrO, BO BTOpUYHBIE 00pa3oBaHus Ooiiee
IJIOTHOW CTPYKTYPBI, HO erle 0e3 00pa3oBaHus KpucTaindeckon (aszel. 3 nudpakrorpammer
NpUBE/ICHHOM Ha puc. 4 6 crienyer, yro npu nporpese 200 °C obpaser; ocTaeTcsi aMOPQHBIM.
Kongencar, cocrapeHHbIi B TE€UEHHWE OAHOTO rojla, UMEET MPAKTHUECKHU T€ K€ IMapamMeTpbl
CTPYKTYPBI, UTO H MOCTIE MOTYTOI0OBOM BBIACPIKKH.

0,007

0,006

0,005

0 2 4 6 8 10
Paguyc nop, Hm

Puc. 7. Pactipenenenue nop no paauycam, paccuutannoe metonom TOII, obpasma ZrO, — 6.5
Y,03 B 3aBUCHUMOCTH OT TeMIepaTypbl nporpesa: 1- ucxoausiit oopaszen, 2 — 200 °C,
3-400°C, 4 -800°C, 5-1000 °C.

[MoBbinieHre Temieparypsl nporpesa 10 400 °C NpUBOIHUT K MOABICHUIO KyOHYECKOM
¢dazpr ZrO,. YactuuHas KpuCTaIIM3alus o0pas3la COMPOBOXKIACTCS CXKATHEM MEPBUYHBIX
aMOp(HBIX YaCTHIl, YMCHBIICHHEM, TPAKTHUYECKH BJBOE, YICIHbHOW TOBEPXHOCTH,
MCYE3HOBEHHEM MHKPOIIOPUCTOCTU U TOsABIEHUEM Top ¢ paguycamu 0,8 u 1,2 HM, KOTOpBIE
OTCYTCTBYIOT y HCXOJHOTO oOpasmna. [Ipu 3ToM mcue3aroT mopel ¢ paguycoM 1,8 HM, a 00beM
mop ¢ pamguycoM 2.4 HM pe3ko ymeHblaeTcsa. [lo Hamemy MHEHHMIO, 3TO MOXET
CBUJETEIBCTBOBATh O TOM, YTO B IPOLIECC KPUCTAJUIM3AIMH B IEPBYIO OUEPE/b BOBJIEKAIOTCS
oonmee Menkue yactunbl ZrO,. Ilpu nanpHEHIIEM TOBBIIMICHUH TEMIEPATyphl MPOTPEBa
MCYE3al0T MAKCUMYMBI I TIOp paanycoM 1,8 HM M yMEHbIIAeTCsl KOJIMYECTBO HIOP PajnyCcoM
2,4um. Tlpu Harpese oGpasua mo temmeparypsl 800 °C Bce MakCUMyMbl Ha KPUBBIX
pacnpeneneHus Mop HCYe3ar0T, OCTAETCs HE3HAYMTENbHAs IOpUCTasl CTPYKTypa C IOpamMu
paauycom 2,4 um u Gonee. Ilpu sToM B 00pasie octaetcst Tonbko 14 % OT mepBoHaYalIbHOM
YAETbHOIN MOBEPXHOCTH. DTO CBUAETEIBLCTBYET 00 YKPYIHEHUH KPUCTAILUTUTOB NIPU YKa3aHHOU
TeMIlepaType HarpeBa, Ha YTO JOIOJIHUTEIbHO YKa3blBAlOT JIaHHBIE PEHTIeHO(a30BOTO
uccrenoBanuss o0pasioB. IlporpeB obOpasima npu Ttemneparype 1000 °C  mpuBogur K
nanpHeneMy (OpMHUPOBAHHUIO KPUCTAJUIMYECKON CTPYKTYpBI, YTO BHUIHO IO YBEIUYECHHUIO
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cpenuero paawmyca mop ZrO; ¥ pe3koMy yMEHbBIIECHUIO YIEIbHON MOBEPXHOCTH U OOIIEro
oObeMa mop oopasia.

BriBOaBI

1. MeToaoM 3JIEKTPOHHO-JIy4€BOIO HCHApEHUs U MOCIENyIoIed KOHACHCAlUn
nmapoBoil (a3l B BaKyyMe TOJyYeH PEHTreHOoaMOp(HBI MaTepuaq ¢ HaHOPa3MEpHOM
CTPYKTYpPO# U3 BBICOKOJUCIIEPCHBIX Xa0TUYHO OPUEHTUPOBAHHBIX KPUCTAIIIMTOB Pa3MEpPOM 3—
5 am. OH o0mamaer yaenbHOM MOBEPXHOCTHIO 257 M2/1", obmuM o6semom mop 0,233 cM/T 1
CpeIHuM paguycoMm nop 1,8 HM.

2. Tlocne xoHTakTa oOpaslia ¢ MapaMu BOJAbI, HAaXOSAIMIMMUCA B BO3AyXe, Ha €ro
MOBEPXHOCTH (HOPMHUPYETCS THUAPATHBIA MOKPOB, COCTOSIINA W3 THAPOKCHIBHBIX TPYNN H
IJICHKH a/ICOPOUPOBAHHOM BOIBI.

3. Ilpu xpaneHun oOpa3lia Ha BO3AyXe MPH KOMHATHOW TeMIlepaType MPOUCXOAUT
MPOLIECC CaMOIPOU3BOJILHOTO AarperupoBaHusl MEPBUYHBIX HAHOYACTHI] C YMEHbIICHHUEM
[IapaMeTpoOB MOPUCTOM CTPYKTYpPHI U YIAeIbHON noBepXHOCTH Ha 20 %.

4. Tepmuueckass oOpaboTka amopdHOro obpasma B uHTepBasie Temmeparyp 200 —
1000 °C mpuBoaut k ¢GopMUpPOBaHHIO 0OoJiee PaBHOBECHON CTPYKTYphl C OrpyOleHHeM eé
snemenToB. IIpu Temneparype okoso 400 °C mpoucXoauT KpUCTaUIM3alusa ¢ 00pa3oBaHUEM
Kyouueckorr ¢azpl ZrO, co cpemHuMm pasMepoMm KpuctammutoB ZrO, 10— 12 am. Ilocne
Harpesa 10 temmeparypsl 800°C cpeauuii pasMep KpUCTAILIMTOB Bo3pacrtaer 10 15— 17 um.
JlanbHeliee HarpeBaHue oOpaslia NPUBOAUT K TpaHCc(HOpMAIMK HAHOPa3MEPHOU CTPYKTYPHI
koHzaeHcata ZrO; — 6,5 % Y,03 B MUKpOpa3MepHYIO.

ABTOpBI BBIpaXaroT OJarogapHOCTh coTpyAaHukaMm HHcTHTyTa copOrmu u mpobiem
sunoskonorun HAH Vkpaunsr H.H. L{pi6e u JI.C. Ky3HeroBoii 3a momoip, oOKa3aHHYIO NpH
MPOBEJICHUH UCCIIETOBAHMI.
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TPAHCO®OPMALIA CTPYKTYPU AMOP®HOI'O KOHAEHCATY Zr0,-6,5% Y,03,
OTPUMAHOI'O EJIEKTPOHHO-TPOMEHEBHUM BUITAPOBYBAHHSAM I
OCAJI)KEHHSIM Y BAKYYMI, [TPU TEPMIYHOI OBPOBIII

FO.11. 3a171ue132, b.O. MOB'—IaHl, O.1. OpaHCLKa3 ,I.I. I[iz[ilciﬂl,
C.E. Jluteun', C.M. Pomanenxo’

IIHcmumym anekmposzeaproganns im. €.0. [lamona Hayionanvnoi akademii nayx Yxpainu
eyn. boocenxo 11, Kuig 03680 MCII, Yxpaina
? Inemumym cop6yii ma npoénem endoexonozii Hayionansnoi axademii nayk Ypainu
eyn. I'enepana Haymosa 13, Kuis 03164 Ykpaina
I ITnemumym xumii nosepxni im. O.0. Yyiika Hayionanvnoi akademii nayx Yxpainu
eyn. I'enepana Haymosa 17, Kuie 03164 Ykpaina

Buesueno enmue memnepamypu npoepiey oo 1000°C ¢ inepmmuomy cepedosuwi (apeowm) na
CMPYKMYPHI  XApakmepucmuKky HanooucnepcrHoeo xouoencamy Zr02-6,5%Y,0; ompumanozo 3a
00NOMO2010 MEXHON02IT eIeKMPOHHO-NPOMEHEB020 BUNAPOBYBaHHs I ocaddicenns 6 eakyymi (EB-PVD).
Jlocriooceno ¢hazosuti cknao, po3mip uYACMOK, NUMOM)Y NOBepPXHIO, 00’cm i cepedHill padiyc nop
xonoencamie ZrQ, - 6,5%Y,0;. [lokazano ounamixy azpezayii amop@hHUx HAHOPOIMIPDHUX KPUCTALIMIE
npU HA2Pi6AHHT 3 YMBOPEHHAM KYOIuHOl (hazu 0iokcudy YyupKoHiio.

TRANSFORMATION OF THE STRUCTURE OF AMORPHOUS CONDENSATE
Zr0;- 6, 5% Y03, PRODUCED BY EB-PVD, DURING HEAT TREATMENT

Yu.P. Zaitsev’, B.A. Movchan', G.G. Didikin', Ye.I. Oranska®,
S.E. Litvinl, S.M. Romanenko'

"The E.O. Paton Electric Welding Institute National Academy of Sciences of Ukraine
11, Bozhenko Str., Kyiv, 03680, Ukraine
*Institute for Sorption and Endoecology Problems National Academy of Sciences of Ukraine
13, Generala Naumova Str., Kyiv 03164, Ukraine
I Chuiko Institute of Surface Chemistry National Academy of Sciences of Ukraine
17, Generala Naumova Str., Kyiv 03164, Ukraine

The effect of heating temperature on the structural characteristics of nanosized condensate
Zr0; - 6, 5% Y,0; was studied. The condensate was obtained using the EB-PVD technology. The upper
limit of heating temperature was 1000°C. The phase composition, particle size, surface area, volume
and average pore radius of condensates ZrO, - 6,5% Y03 were studied. The dynamics of aggregation
of amorphous nanosized crystallites upon heating to form the cubic phase of ZrO, was shown.
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