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Beenenue

Kepamnueckue martepuasbl Ha OCHOBe KoMIosunuum Dys,Os3—
HfO, aBasATCA mMepPCIeKTUBHBIMY [JIs MCIIOJIb30BAHUSA B KaueCcTBe
(n, y)-moryiotuTesell B AePHBIX peakTopax. TabjieTKy JaHHOTO Ma-
Tepuaja IJIAaHUPYETCS IPUMEHATH B IOTJIOMIAIOIINX CTEPIKHAX CHU-
CTEMBI YIIPABJIEHUA U 3aIIUTHI SHEPTETUUECKUX ANEPHBIX PEaKTOPOB
TOBBIMIIEHHOM HamekHoCcTH [1; 2].

B macrodamiee BpeMs B KauecTBe HCXOJHOTO MaTepuaJa AJs
U3TOTOBJIEHUS ONBITHBIX HNAPTUI KepaMUUYECKUX TAOJIETOK KCIIOJb-
3yior mopomku raguara gucaposud (Dys,03x HfO,), momyuaemsbie
MmeTomamMu TBepaodasuoro cuuTeda [3]. IlpeacraBasioT MHTEpeC
TeXHOJIOTUYECKNEe CXeMBI, BKJIIOUAIOIVe UCIIOJIb30BaHNEe HAHOKPU-
CTAJLINYECKUX IIOPOIIKOB IJIsI U3TOTOBJIEHUA Ta0JIeTOK rapHaTa Iuc-
mposusd [4].

OgHUM U3 METOJOB IMOJYUEHUSA TAKUX MOPOIIKOB SBJIAETCS Me-
TOJ XUMHUUYECKOTO OCAKIEeHUS TMIPOKCUIOB M3 COJIEBBIX PACTBOPOB
¢ IIocJIeAVIOIIe nX KpucTalansanuei myreM repMoodpaboTku [5].

ITenpio HacTosAmIell PaboThl ABJAETCA MCCIELOBAHUE IIPoIlecca
TEPMUYECKOTO PAa3JIOKEeHUS OCAKIEHHBIX TUAPOKCUIOB radHud,
IUCHpo3usA U rapHaTa AMCIPO3Us, SBOJIONUY UX (pasoBOro cocrana,
a Tak'Ke IMPopaboTKa TeXHOJOTMYECKUX CXEM U3TOTOBJIEHUA Tabje-
TOK rad)HATa QUCIPO3UA C MCIOJIb30BAHUEM IOJYUYEHHBIX HAHOKPU-
CTAJLJINUECKUX ITOPOIITKOB.

IKCcIIepUMEHTAJIbHAT YaCTh

B kKauecTBe MCXOAHBIX KOMIIOHEHTOB WCIIOJB30BAJIU OKCHUT
puctposus ([QuO-M TV 48-4-191-72) u cTPpYKKY MeTaAJIUYECKOTO
rapHUTA.
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T'uapokcun rapHuA MOJAyUaad OcasKAeHWeM HuTparta radHHud,
KOTODBINl TOTOBUJIM pPacTBOpeHMeM TadGHHUEBON CTPYsKKH B CMeCHu
kucyor cocrasa: 5 % HF + 45 % HNO;3 + 50 % H,0. B kauecTBe oca-
nuresis npuMeHsan 25 % pacTBOpP IHAPOKCHUIA aMMOHHUA. ['MIPOK-
CUJ TUCTPO3UA T'OTOBUJIU aHAJIOTUUHBIM CITOCOO0M, 32 MCKJIIOUEHUEM
TOTO, UTO HUTPAT AUCIPO3UA MOJyUasld PAaCTBOPEHHEM ero OKCHUIA
B a30THOU KUCJIOTE.

s cuHTesa mopoIKa ragHaTa JUCIPO3Us IOCJe CTaANU OJHO-
BPEMEHHOTO CJIMBAHUS PACTBOPA CMECH METAJJIOB U OCAJUTeNsI 3Ha-
yenne pH cycnensuu mosoxuau mo0 9, TeMm caMbIM obeceunBasi 40O-
cakmeHmne TuApookcumoB aucuposusd [4]. [lomyueHHbIE OCagKu OT-
MBIBAJM OT MATOUHOTO PacTBOPAa AUCTUJIUNPOBAHHOM BOMOI, a 3aTeM
CIIIPTOM, IIOCJIe Yero ux cyiuiau npu tremiaeparype 90 °C B Teuenue
24 u, BrIcyIieHHBIE ITIOPOIIKY ITPOKAJINBAJIN HA BO3yXe B U30TEPMMU-
YeCKOM perKuMe IIpu TeMirepatypax B uuaTepBase 200—1000 °C.

TepmMuueckuit aHaiu3 TpPOIlECCa PA3JIOKEHUA TUAPOKCUIOB
mpoBoauau Ha AepuBaTorpade Q-1500D mpu HarpeBanum 00Pas3IOB
10 1000 °C co cxkopocthio 10°C /mMuH. TepMo0o6paGOTKY BBITTOJTHIIN
B MyQesbHOI meun. Pas30BbIil COCTAB MOPOIIIKOB OIPEAesIn MEeTO-
nom peHtreHodasoBoro ananusa (PPA) na gudppaxromerpe [IPOH-
1,5 (CuK, usnyuenue, Ni ¢punasrp). CpegHuii pazmep HAHOMETPU-
yecKuUX KpucTajiaoB (obaacteil KorepeHTHOro paccesuusa — OKP)
paccumuThIBAIN 110 YIIUPEHUIO AN(PPAKIIMOHHLIX MaKcuMyMoB. Pas-
Mep YacTHUIl OIleHNBAJU II0 CHUMKAaM, IIOJYYeHHBIM Ha 9JIeKTPOHHOM
mukpockoie II9M-125K.

W3 cuHTe3MPOBAHHBLIX IIOPOIIKOB COBMECTHO OCAKIEHHBIX OK-
cumOB rapHUA U TUCIIPO3US U IOPOIITKOB OKcHuIa rapHUA ¢ 106aBKOT
OKCHa AUCIPO3UA IPOMBINIJIEHHOTO TPOU3BOCTBA N3TOTABINBAIN
00pasIb! B Bue TabiaeTok. CxeMbl M3TOTOBJIEHU TabJeTOK rapHaTa
IUCIIPO3US IIPeACTaBIeHbI HA puc. 1.

CoryacaHo cxeme Ne 1 IIpw MBrOTOBJIEHUM TA0JETOK HCIOJIb30-
BaJIM HAHOIIOPOIINOK rad)HaTa AUCIPO3US IIOCJE JOIMOJHUTEIbHOTO
npokanuBaausa nmpu 1250 °C, momyueHHBIH B pe3yJIbTaTe coocake-
HUS CMEeITaHHOTO I'MAPOKCcUAa TapHUA U AUCIIpo3usa. VIaroTrosiaenue
TabJIeTOK BKJIIOUAET CJIeAYIOIIre Ollepallii: U3MeJIbueHe ITOPOIIKa,
BBeJeHMe ILTacTU(PUKATOPA, MIPEeCcCCOBaHUWE U CIeKaHue TabJieToK
(puc. 1, a).

Coruracao cxeme Nt 2 B KauecTBe MCXOLHOTO IIOPOIIKA MCIOJIb-
30BaJIi CMeCh ITOPOIITKOB OKCHUA AUCIPO3USA ITPOMBIIIIICHHOTO IIPO-
M3BOJICTBA 1 HAHOMIOPOIIKA OKCHUIa Ta(pHUA, IMOJYUEHHOTO METOA0M
XUMUYECKOTO ocakaeHusa (puc. 1, 6). [lyia cuaTesa radpHaTa AMUCIPO-
3Us MOPOIIIKOBYIO CMech IIpoKaJauBau mmpu temiepatrype 1250 °C.
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Ianee ciaemoBaiu olmepanuu, aHaJdorudHbie cxeme Ne 1. MaTtepuast
TabJIETOK, UCIIOJIb3YEeMbIH B 00€UX cXeMaX, ObLI OJNHAKOBBIM 1 MMeJI
caenytomuii cocras: 63,9 % Bec. Dy,03 + 36,1 % Bec. HfO, (50 %

moui. Dyy03+ 50 % mon. HfOy).

Crpyskka MeTaJJIN4ecKoro ragpHus
M OKCHJI AMCIIPO3USI
(TIpUroTOBIIEHIIE COJIEBOTO PACTBOPA)

Crpy:xka
Oxcung Py
MeTaJJIn4ecKoro rapHus
UCIIPO3US
(Dy,05) (mpuroToByieHUE
2+'8 COJIEBOT'O pacTBOpPAa)

I

| Coocasxnenne ammuaxom (NH,OH) |
[

| IIpoMBIBKA U CYIIKA OCAJKOB |
|

| IIporkanusauue npu 1250 °C |
|

| W3menbueHune Mopourka |
[

| Beegnenue niactuduraropa |
[

|HpeCCOBaHMe radserox npu 200 Ml'[a|

| Cmeranue tabierox npu 1650 °C |

a

Puc. 1. CxeMbI U3TOTOBJIEHUS Ta0JIETOK
radHaTa AUCIIPO3US:
a — cxema Ne 1; 6 — cxema Ne 2

| Ocasxknenne ammuakom (NH,OH) |
I

| IIpoMBIBKA U CYIIKA OCAKOB |
I

| ITporanusanue npu 600 °C |

.|
|
CwmemiuBaHue / u3MeJbueHue
IIOPOIIKa
I

| ITporkanuBauue npu 1250 °C |
I
| VsmenbueHne IOPOLIKa |

I
Beegenue miaactudukaropa
I
| IIpeccoBauue Tabnerok mpu 200 MITa |
I
| Cnexanue Tabaerok npu 1650 °C |

6

Cnekanue TabyieToKk radHaTa AUCIPO3US OCYIIECTBIAIU IIPU
1650°C B BBIcOKOTeMmepaTrypHoii meuu VP 17/04 B armocoepe
Bo3ayxa. MUKPOCTPYKTYPY MaTepuaja TabIeTOK UCCIeT0BAIN C UC-
moJb30BaHmeM MeTamorpaduueckoro komiaekca LECO. ITaoTHOCTD
TabJIeTOK OIIpe/eisajach IMAPOCTATUIECKUM MeTogoM. MUKpOTBep-
IOCTh II0 BuKepcy ompenensaau mo OTIeYaTKy aJIMa3HON MUpPaMULbI
Ha IIOJNPOBAHHLIX HIndax TabJIeToK.

Pe3yabpTaThl 1 UX 00CyKIeHUE

TepMmuueckuii aHa U3 pPal3JIOKEHUA TUAPOKCHUAA Ta(HUA TIO0-
KasaJj, 4TO HArpeB ero ocajJKa COIPOBOKIAETCS yIaJeHueM MoJie-
KYJAPHO# BoAwI (sHAOTEpMUUYecKUuil apderT npu 150 °C) u Havasiom
mpoliecca KpUCTaLIm3anuu okcujga radHus (9K30TepMUUYECKUe
adpdexTrl mpu 320, 380 u 460 °C) (puc. 2, a). ITomHOCTHIO ITPOITECC
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Puc. 3. udpaxTorpaMMbl IPOJYKTOB TEPMUYECKO-
T'0 Pa3IoXKeHUA THAPOKcuaa radHuA (@) ¥ THAPOK-
cuja gucnposusd (6) B ucxoqHoM coctosaHuu (1)
mocJie IPOKaJuBaHUA B TeueHue 1 u
upu 400 °C (2), 600°C (3) u 1000°C (4)

pasyIoKeHUsA 3aBepIllaeT-
ca npu 630°C ¢ obpaso-
BanueMm HfO,, mocJie uero
N3MeHeHHIs MacCchl 0O6pas-
II0B HEe IPOUCXOJUT.

ITpu TepMuueckom
PasJIoKeHUU TUIPOKCHU-
na nucuposus (puc. 2, 0)
TakXe HabJgogaeTcsd
Ha TepBOM OdTalle ynaa-
JeHue MOJeKYyJIApHOH
Bombl (9HAOB(GdEKT mpuU
150°C), a 3aTeM ruapoK-
CUJBHBIX TPYIII (9HI09(-
dexTs! ipu 375 u 550 °C),
0 YeM CBUJETEJHCTBYET
yOBLIb Macchl Ha KPUBOH
TT. IlomHOCTBHIO TpOIlECC
pasJIoKeHUusA 3aBepIia-
eTcA MpU TeMIlepaType
600 °C, uTo moATBEPIKIA-
eTCsA OTCYTCTBUEM H3Me-
HEHUA MacChl 00pPasIoB.

AnajormuHsle IIpo-
Imeccbl MMEIT MeCTO
U IIPU TEPMUUYECKOM pas-
JIOKEHUY COOCAKIEHHBIX
TUAPOKCUAOB radHUA
u gucuposusd (puc. 2, 8):
ynajseHue MOJEKYJIAP-
HO#T BOABI (MaKCHMyM
CKOPOCTH peaKIuu IIPHu
150°C), ymanenue ru-
IPOKCUIBHBIX I'PYIII (9H-
noadpperxr mpu 390 °C),
Kpucraaausanua raHa-
Ta OUCTPO3UA (9K30TEp-
Muueckue s(pdexTsl n1pu
340 u 580 °C).

Ha puc. 3 npexcras-
JeHbl TUu(pParKTOrpaMMbl
TIOPOIIIKOB, TMOJYUYEHHBIX
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B pe3yJbTaTe IPOKAJTUBAHUA
TUAPOKCUIOB TadHUA U TUC-
MpO3Us IIPU PABHBIX TeMIIe-
parypax.

B mopomke rugpoxcuma
radHUSA, TMOJYUEHHOM B pe-
3yJabTaTe CYIIKH OCAIKOB
upu 90 °C B reuenue 24 u (uc-
XOJHOE COCTOAHUE), TIPUCYT-
CTBYeT B OCHOBHOM pPEHTTe-
"HoamopdHasa ¢asa. [Iporaiu-
Bauue npu 400°C mpuBoguT
K HavaJly KPUCTAJLIU3AIUN
okcuza raduaua (HfO,). C yBe-
JUYEeHuEeM TeMIlepaTypsl
mo 600 °C u BBIIIIE TMEeT Me-
CTO TIOJIHAA KPUCTAJIIN3AIINA
okcuga raHUA C MOHOKJIMH-
HOM CTpPyKTypoi (puc. 3, a).

OcasKIeHHBI U BBICY-
MIeHHBIN TUIPOKCHUI OUC-
IPO3UsA TaK’Ke COLEPIKUT
00JIBIIIOE KOJIMUECTBO PEHTTE-
HOaMOP(MHOU COCTABIAIONIEH.
ITocnenylomnias TepmoobGpa-
00TKa IPUBOAUT K KPUCTAJI-
JIU3aNUU OKCHUJA MUCIIPO3US
(Dy503) B KyOMUECKO# CTPYK-
Type npu 600 °C (puc. 3, 0).

CpenHue pasMepbl KpH-
CTaAJJIUTOB OKCHAOB rad-
HUA U AUCIPO3US, COTJIACHO
oneuxkam OKP, cocrasismoT
20—60 uMm. OHu oObBemuue-
HBI B arjioMepaTbl pasMepoM
150—300 uwm (puc. 4, a, 6).

B mporiecce coBmecTHOTO
XUMUYECKOT'0 OCAMKAEHUA TT-
JPOKCUIOB 13 a30THOKMCJIIBIX
coJieii ra)HUSA U JUCIIPO3UA
obpasyercsa peHTreHoaMopd-
HBIU ocasiok (puc. 5).

100KV
13

X30000

Spet lpn

No

e

100nm

3 2000

100KV
e, Ll e

x40000

S Lt

6

x50000
Spot pm

Ne:

1572

100nm

2us 2010

Puc. 4. 91eKTPOHHOMUKPOCKOIINIECKOe
usobpaskerue nopoikos HfOy (a), Dy,03 (6),
HfO, x Dy,03 (8) mocJie mpoKaJnBaHUs
npu 650 °C B reuenue 1 u
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Puc. 5. ludpakrorpaMMbl IPOLYKTOB TEPMUIECKOTO DABIOKEHUS
ruapokcuzia raQyHaTa AUCIPO3Us B UCXOAHOM cocrosiHui (1),
mocJye npoxkanuBaHus B redenne 1 1 mpu 700 °C (2) u 1000 °C (3)

IIpoxanuBaumue npu Temmneparype 700 °C npuBoauT K o6pa3oBa-
HUIio rad)HaTa QUCHPO3UA ¢ KyOMUYeCKOll peleTKoil Tuna (iroopura
¢ napamerpamu pemretku 0,518+ 0,001 HM ¢ pasmMepamMu KpHUCTAaJI-
autoB 20—40 uam. IToBeImieHre TeMIepaTypbl Ipokaaku 10 1000 °C
IIPUBOIUT K YBEJIUYEHUIO PasMepoB KpucTtajaautoB o0 40—60 mm
(puc. 4, 8).

ITocne popmoBaHUA TabyseTok radgHAaTa JUCTPO3UA U CIIEKAHUA
ux Ha Bos3ayxe mpu temiepatrype 1650 °C B Teuenue 6 1 He3aBUCUMO
OT MCIOJIB3YeMOH cxXeMbI (cM. puc. 1) TabieTKu UMeT OJIu3KMe Xa-
pakTepucTuKu. VX IJIOTHOCTHL cocTaBisgeT 7,6—7,8 r/cm3, MUKpO-
TBepmocTh paBHa 14,9—17,3 I'lla. MukpocTpykTypa TabJeTOK
XapakTepusyeTcsi PaBHOMEDPHBIM pacIipefeieHrueM I[op B o0beme
MaTpPUIILI, UMEIOIuX (opMy OJIUBKYIO K chepuUecKoil ¢ pasMepamMu
2,0—2,4 MM (puc. 6).

ITpoBemeHHBINI B AaHHOII paboTe TePMUUYECKHI aHaan3 pas-
JIOKEHUA TUAPOOKCUAOB radHUsA, AUCIPO3Uus, radHaTa JUCIPO3UA
TIOATBEPUJI YCTAHOBJIEHHBIE PaHee MPOIECCHl, TPOUCXOAIINE IPU
IIPOM3BOJICTBE TIOPOIIKOB [4; 5], COTIIACHO KOTOPHIM HA IIEPBOM 3Ta-
IIe IPOUCXOAUT yAaJIeHNe MOJEKYJIAPHON BOABI (9HI03(D(HEKTH Ipu
~150°C), saTeM TMUAPOKCUJILHBIX I'PYII (B MHTEPBAJIE TEMIEPATYD
370—550°C) u saTem obOpa3oBaHNe KPUCTAIINYECKUX IIPOAYKTOB
HaHOMeTpHuUecKoro pasmepa [4; 6]. IIpomecc Kpucraaamsamuu
OKCHIOB raHUA U AUCHPO3UA WHTEHCUBHO IPOWCXOJUT IIOCJIE
600°C, a obpasoBanue radgHaTa AUCIPO3US CO CTAOMIbHOI (PJII0O-
PHUTOBOI CTPYKTYPOU MMeeT MeCcTO B MHTepBaje Temmepatyp 00—
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1000°C. IIpu stom, co-
raacuo omenkam OKP
u pe3yabTaTaM 3JeK-
TPOHHO! MUKPOCKOIINMU,
opoucxonuT (GPOpPMUPO-
BaHME arjoMepaToOB Be-
aununuHor 150—300 mM,
BKJIIOYAIOIIUX KPUCTAJ-
JAUThl pasmepom 20—
60 aM. BBegeHue B OKCU
OUCIPO3USA TIPOMBIII-
JEHHOTO IIPOM3BOJCTBA
HaHOKPUCTAJJINYECKOTO
OKcuaa rapHUS TO3BOJIA-
eT CHUBUTH TeMIepaTypy
TBepLo(da3HOTO CHUHTE-
3a ra)HaTta IUCIIPO3Ud
¢ 1450°C [7] mo 1250°C
3a CcUeT MHTeHcu(pUuKa-
nun npoiiecca 1uddysun
OUCIIPO3US U3 ero OK-
cuia B YaCTHUIIHI OKCHJA
raduaUA [8].

oty

BriBoasl
Puc. 6. MukpocTpyKTypa TabaeTok rapHara
1. Hpoueccm KpH- NUCIIPO3Us, U3TOTOBJIEHHBIX 1I0 cxeme Ne 1 (a)

u cxeme Ne 2 (6)
cTaJl;in3dalli OKCHIOOB

radpHUSA W AUCHPO3UA, IMOJYUEHHBIX METOAOM OCaKIEHUSA coJell
U MPOKaAJUBAHUS MHOJYUEHHBIX TUAPOKCUIOB, MHTEHCUBHO IIPO-
TekaoT mpu Temieparypax Boire 600 °C, a o6pasoBaHue rapuara
IUCIIPO3US CO CTAOMIBHOMN (DIIOOPUTHOMN CTPYKTYPOIi — IIPU TeMIIe-
parypax B uaTepBajse 700—1000 °C.

2. TlonyueHHBIE TOPOINKU (POPMUPYIOT arjioMepaThl PasMepoM
150—300 uM, cocTosIe U3 KPUCTAILINTOB pasmepoMm 20—60 aM.

3. BBemenue B OKCHI JUCIIPO3US IIPOMBIIIIIEHHOT'O IIPOU3BOICTBA
HAHOKPUCTAJLIMNYECKOT0 OKCHUIa ra)Hus II03BOJISIET CHU3UTh TeMIIe-
patypy TBepaodasHoro cuHTe3a rapuaTa qucuposus go 1250 °C.

4. PaspaboTraHbl cXxeMbl U3TOTOBJIeHUS TabjeTok radgHara auc-
Ipo3usA ILIOTHOCTBIO 7,6—7,8 r/cM3, 4To ymoBIeTBOpseT TpeboBa-
HUSAM K IOTJIOIIAIONMM MaTepuaiaM AJIsA IOTJIOIAOINX CTepPIKHell
ANEePHBIX PEAKTOPOB.
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