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BBepneHue

TuTtaHaT gMcnpo3uns aBnsieTcAa NornowaroLwmm MmaTepmanom opraHoB perynmpoBaHus
peakTopa BBOP-1000.

Ha cerogHaWwHMin eHb paspaboTaHo BornbLLoe KONMYecTBO MeTOA0B CUHTE3a
CINOXXHOKUCITOPOAHbIX COEANHEHUI Ha OCHOBE AUCNPO3US, CPean KOTopbIX Hanbonbllee
NMPUMEHeHNEe B NPOMbILLNEHHOCTU NMOMYYUIIN:

* TBep,D,O(ba3Hbll7l CUHTES, peanwsyeMbM npun BblICOKOTEMNEPATYPHOM HarpesaHu
MEXaHUYECKMUX CMECEN OKCMOOB TUTAHa U ONCIPOo3nA,

° mMeTod MHAOAYKUMOHHOIO MniiaBiieHnd CMecen OKCUOO0B B XONOAHOM MeOHOM Turne
BbICOKOYAaCTOTHbIX reHepaTopoOB.

TeM He MeHee, B nocneaHee BpeMs akTUBU3NpoBanucb paboTbl U UCcnenoBaHns B
obnacTtu pa3paboTkn HU3KOTEMMNEPATYPHbIX METOAOB CUMHTE3a HENTPOHOMOIMOLLIAILLINX
MaTepuanoB Ha OCHOBE peaKo3eMerlbHbIX 3NIEMEHTOB, Cpean KOTopbIX Hanbonbluee
pacnpocTpaHeHne Nnony4Yunm:

° MEXaHOXMMNYECKNN CUHTES B nJ1iaHeTapHbIX MerbHULAX,

e  METOAbl, OCHOBaHHbIE Ha Pa3noXXeHUN CONen N BbICOKOMOMNEKYNSAPHbBIX OpraHNYecKmnx
MNONMMMEPOB N XUMUYECKOTO OCaXAEHUSA TMOPOKCUAO0B U3 CONEBbIX PacTBOPOB C
nocrneayLwmm OTXXUIOM.



Lenb paboTbl:

Llenbto HacTosiwen paboTbl ABNAETCS UCCegoBaHUE npoLlecca

TEPMUYECKOIO pasnoXeHust u dgasoobpas3oBaHnsa TUTaHaTa AMCNpPo3us,
a Takke ero KOMNOHEHTOB MO OTAENbHOCTM - OKCUAOB TUTaHa U
ANCNPO3UnsA Npyu TepMoodbpaboTke NX MMapPOKCUAO0B, NMONMyYeHHbIX
METOAO0M XMMWYECKOIo OCaXKAEHUS, a TakKe oTpaboTka pexxMmoB
nony4yeHns TabneTok TMTaHaTa ANCNPo3uns U UccriegoBaHme nx

XapaKTEPUCTUK.



1. UcxoaHble maTepuanbl U MeTOAMKa 3KCNepuMeHTa U MeToAbl uccregoBaHUM

CuHTE3 TuTaHata ONCTpo3nd npoBognicd aJjid coctaBa C paBHbIM MOJIAPHbIM

cogepxaHmem okcmgos TutaHa un ancnposuns: 50% mon.TiO2 +50% mon.Dy203
(17,6% macc.TiO2 +82,4% macc.Dy203).

t."C Yemon.
Yomon.
2400 % +50% MO, g + % mon.
B kadecTBe MCXo4HbIX KOMMNOHEHTOB '{ Sse ‘
NCMnonb30Banu: “"‘*-»..,‘_\ L
- Okena ancnposua Dy203 (China Rare 200n e
Metal Material, Co. Ltd, unctotaTREO - CoF Ea s
99%min, Dy203/TREO 99,9%min). ool | — —
/(‘ C ; P?ﬂ
- CTPY>XKY MEeTannmMyecKkoro TMTaHa Mapku . | TR
BT1, e Cra | pra
- 15%-HbI pacTBOP TPEXXNOPUCTOrO _ 2 -l
TUTaHa (T|C|3) Dy,0, Dy, TiO, Dy, T1,0, 1O,
Mol.%
- B Ka4ecTBe oCaauUTens UCMoMb30Bany Pucynok 1 — {uacpamme ¢ghazoswix pasnosecuii

rmapokcuaa aMmmoHust NH4OH mapku xu. Dy,0; -TiO, ¢ ykazanuem unmepsana

KOHYEHmMpayuti OKCUO008 MumaHa u OUCnpo3ust o
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1. UcxoaHble MaTepuasibl 1 MeToOAUKa IKCnepnMmeHTa n MetToaAbl uccnegoBaHun

pacteopeHue Ti B HNO; +
HF

pactsopeHue Dy,0; B HNO,

Cmecb a30THOKUCAbIX conei pacTeop
TWTaHa 1 AUCNPO3MA = canuTent

NH40OH

¢unbTpaums obpasosasLluerocs
0CafKa CMecH r’MAPOKCHA0B
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NPOMbIBAHUE OCaZKa CMECK
MMAPOKCMA0B

J

CylLKa OcajKa CMecH
ruapokeuaos npu T=100°C

MpokanueaHWe ocagka cmecu
rMAPOKCUA0B B UHTEPBaNE
TemnepaTtyp 200-1000°C

Pucynok 2 —Cxema 0bpamHno2o coemMecmno20o 0caxicoeHus OJisl
NOJYYEeHUs MUMAaHama OUCHpPO3UsL. 5



1. UcxoaHble maTepuanbl U MeTOAMKa 3KCNepuMeHTa U MeToAbl uccregoBaHUM

[fpouecc TepMMYECKOro  pasfnoXeHud rMapoKCMOOB  uUccregoBany  METOAO0M
TepMorpasuTaLMoHHOHO/AnddepeHumansHoro TepmMmudeckoro adHanusa (TI/OTA) Ha
nepviBatorpadpe Q-1500 D cuctemsbl lNaynuk-llaynuk-Opaen nyteMm HarpeBaHus obpasLuos
Ao 1000 °C co ckopocTbio 12 °C/MUH.

da30BbIN COCTAB MPOAYKTOB TEPMWUYECKOro pPasfioKEHUs U CreyYeHHbIX TabreTok
NpoBOAMNM C UCMNOMb30BaHNEM pPeHTreHoBckux Audpakrometpos [OPOH-2.0 (Co-Ka
nanyyeHne) wn [OPOH-4-07 (Cu-Ka wuanyyeHune). WccrnegoBaHne CyOCTPYKTYPHbIX
XapakTepucTuk (pasmep obnacten KorepeHTHoro paccesHma - OKP) obpasuos
OCYLLEeCTBMANCSA N0 UHTErpasibHOW WUpUHe NnMHUn metogom BunbsamcoHa-Xonna.

MwuKpOCTPYKTYypYy 06pa3LoB uccrenoBanu ¢ UCMonb3oBaHMEM MeTansnorpadonyeckoro
komnnekca LECO (CLUA) n pactpoBoro (CKaHMpYHOLLEero) anekTpoOHHOro Mukpockona JSM-
7001F (JEOL, AnoHwus). [na BbIABEHUS XMMWUYECKOM HEOOHOPOAHOCTU U Tornorpadun
NOBEPXHOCTU NPUMEHSANN OATYMK OTPaXKEHHbIX ANIEKTPOHOB C paspeLueHnem ~ 20 HM.

AHanms anemMeHTHOro cocrtasa obpasuoB NPoBEAEH METOOOM 3HEProgmncrnepCUOHHOMo
(BOC) peHTreHOBCKOro MuKpoaHanusa npu nomown aHanmsatopa INCA Penta FETX3
(Oxford Instruments, BenukobputaHus) ¢ npegenom obHapyxeHnsa He Hxe 0,1 Bec %.

CpegHuin pasmep 3epeH onpenensinu MeTtogomM CEKYLLMX .
[MnoTHoCTb TabneTtok namepanu cornacHo NOCT 2409-95 .



2. Pe3ynbTrathbl UccregoBaHnmn
2.1 TepMn4yeckoe pasrioxXeHne rmapokcuaoB TUTaHa, UCMPO3nNsa N TUTaHaTa AUCnpo3ns
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Pucynox 3 — JITA/TI” kpuevie npoyecca paznodxcenus 2uo0pokcuoo8 mumana (a), oucnposus (6) u 7
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2. Pe3ynbTrathbl UccregoBaHum

2.2 PeHTreHOCprKTyprIIZ aHalrin3 rnpoaykToB TEPMNYECKOIO Pa3ytoXXeHUA - MCXOO4HbIX
KOMMNOHEHTOB MO OTAEJIbHOCTHU
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Pucynok 4 — Jlugppaxmoepammol nopowka ouoxcuoa mumana (T10,) nocre omarcuea npu 300 °C (a)
u oxcuoa oucnposus (Dy,03) nocre omacuea 600 °C (6)
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2.3 ®azoobpasoBaHue TUTaHaTa AUCNPO3us

2. Pe3ynbTrathbl UccregoBaHnmn
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Noobpa3siia ®daza cozepka ITapameTps! pemeTku, NM OKP
0 D,nm
Hue, %owt
TiDy1 y
(100°C) aMop(HBIH - - -
TiDy2 a = 0,6448;
(200°C) DyFs 100 b~ 0,6902:c = 0,4381 el
TiDy3 a =0,6452; b = 0,6908;
(400°C) DYFs 100 ¢ =0,4384 228
a=0,6447,
, DyFy 55,0 b = 0,6904:c = 0,4391 4.4
TiDy4
(600°C) Dy, Ti,0, 425 a=1,0117 94,2
Dy, TiOz-0 2,5 a=1,029;b=1,113;c= 0,371 =
a=0,6449; b =0,6909;
DyF, 24,4 ¢ = 0,4392 234 .4
TiDy5 Dszi207 56,9 a=1,0121 257,6
(800°C) | py,TiOz0 53 a=1,029;b =1,113; ¢ = 0,371 -
Dy,F.O, 13,4 a= O'ifg; 5b5272’781; 318,8
Dy, Ti,0, 65,7 a=1,0120 647,7
TiDy6 Dy, TiOz-0 3,2 a=1,030;b=1,113;¢c=10,371 =
(1000°C) _ k- .
DY.F,0, at1 a=0,5451; b = 2,780; 4823

¢ =0,5562

Pucynok 5 — [{ughpaxmoepammul npodykmoe mepmuyecko20 paznoiceHus cuopokcuoa mumanama

oucnposus: cywxa (1), 200 °C (2), 600 °C (3), 1000 °C (4)
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2. Pe3ynbTrathbl UccregoBaHnmn

2.4 Poct OKP npu noBbileHnn TemnepaTtypbl TepMoobpaboTku

OcHoBHas npobnema:

TpyoHopeanM3yemMoCcTb COXpaHeHus
HaHOCTPYKTYPHOIO COCTOSIHUS MaTepuarna B nsgenum
(TabneTkax) cne4eHHOM NpU BbICOKUX TeMnepaTypax.

Tabnuna da3oBslii coctas, pazmep OKP D uccnenyemsix 06pasion

Becosoe
Neobpazn [Tapamerpsr OKP
da3za cozaepka
a peLIeTKH, A D,nm
Hue, Y%oWt
TiO,-1 300 TiO,-an 100 a=3,782;c=9,482 | 13,2
TiO,-2 900 TiO,-ru 100 a=4,591; c=2,959 -
TiDyO-3 900 DroopuT 100 a=5142 22,4
) a=10,360;
Dy,TiOs-0 65,0 -
) b =11,205; c = 3,720
TiDyO-4 1250 -
Dy,TiO:-h 13,3 a=3,628;c=11,_870 -
Dy, Ti,O--p 21,7 10,134 -
) Dy,TiO:-h 81,4 a=3,631;c=11,869 -
TiDyO-5 1450 -
Dy, Ti,O--p 18,6 10,136 -
) 1650 Dy,TiO:-h 81,1 a=3,631;c=11_857 -
TiDyO-6 ]
(nopowok) | Dy,Ti,O,-p 18,9 10,165 -
1650 Dy, TiOg-h 82,1 a=3,631;c=11,852 -
TiDyO-7 | (Tabnetka) )
Dy, Ti,O;-p 17,9 10,177 -

700 -
600 -
500 -
400 -
300 -
200 -
100 -

Pasmep OKP, Hm

0 200 400 600 800 1000
TemnepaTtypa oTKura nopoLukos, °C

C yBennyeHneM Temneparypa oTXxura npomcxoanT
pocT kpuctannutos (OKP) n obpasoBaHue XecTKnx
(MpoYHbIX) arromMepaToB N3 CUENEHHbIX
CYOMUKPOHHBIX YacTul,

B cBs3n ¢ atum TpebyeTtcsa paspaboTka npoueccos
KOMNaKTUPOBaHMS NOPOLLKOBbLIX MaTepuanos
OCHOBaHHbIX Ha BbICOKOCKOPOCTHOM CMEKaHUKN Nnog,
AaBneHneM (ropsiiee n3octatmyeckoe npeccoBaHme)
npun HM3Kknx (~1000 °C) Temnepartypax.

[Mpwn 3TOM CTOMT BOMPOC O NpeaoTBpaLLEHNM
B3aUMOAENCTBUS KOHTaAKTUPYIOWMX MaTepmnanos:
rpadoMTOBOM NPECcc-OCHACTKN U obpabaTbiBaeMbIX
mMaTtepunanos
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2. Pe3ynbTrathl UccrnengoBaHuUmn

2.5 Xapaktepuctukm TabneTok TutaHata ancnposus

[ns nonyvyeHna TabneTtok TMTaHaTa AMCNpPo3uns NOPOoLLOK npokaneHHbi npyu T=1000 °C

[learnomepupoBarcs B NiaHeTapHOM MenbHWLE, BBOAUNCS nnactudmkaTop (NonMaTUNeHrnmkonb B

konunyectee 3%macc), npeccoBanucb Tabnetkn npu P=200 MIMa n cnekanuce npyn T=1650 °C 3 yaca.

TabneTku TUTaHaTa AMCnpo3us,

M3roToBJ1IEHHbIE NMPUN OAaHHbLIX peXnmMax

XapakTepu3syTcs NIOTHOCTbLIO
6,6 r/cms.

BbINo BbIsIBNEHO Hanuyme Tpex dgas

TutaHata gucnposus: Dy, TiO-f,
Dy, TiO¢-h, Dy, TiO.-0 ¢ BECOBbIM
cogepxaHuem 27,0% macc., 39,8%

mMacc. n 33,2% macc CoOOTBETCTBEHHO.

CnepnyeTt OTMETUTb, YTO TabneTku,
crevyeHHble npu 6onee HU3KNX
Temnepatypax (1450 °C n 1550 °C)
nverT dasy guTuTaHaTa gUCnpo3ns
CTPYKTYpbI nupoxnopa. Dy, Ti,O.-p.

CopgepxaHue, Y%oMacc.

Tabnetka B
MEHT Cnektp 3 | CnekTtp 4 Lenom
Dy 62,9 72,2 69,2
Ti 15,0 8,3 10,2
O 21,6 18,0 19,42
Fe 0,23 0,28 0,29
Si 0,22 1,17 0,91

BMEM 1 anexTpoHHOE M3f0 Y EHME |

PucyHOK 8- KOHueHmpauuﬂ OCHOBHbIX U NPUMECHDbLX JJ1EMEHM OB
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3AKINIOYEHUE

1. W3yyeHbl npoLecchbl TEPMUYECKOrO PasnoXeHus rmapokcmaa TutTaHaTta aucnposus, a
Takke COCTaBMSALMX ero KOMNOHEHTOB MO OTAENbHOCTU — TMAPOKCUAA TUTaHa U
rmapokcuaa aucnposusi. OnpeaeneHbl TeMnepaTypbl a3oBbIX NPeBPaLLEHUN U
KpucTannmaaumm paBHOBECHbIX ha3 okcnaoB TUTaHa, AMCNPO3ns U TUTaHaTa

ANCTIPO3UA.

2. WccnepoBaHa CTPYKTYypa “ d)a3OBbIIZ cocTaB TabneTtok TuTaHaTa ONCIMNPOo3nNd Ha
Pa3HbIX CTaANAX OTXWUra.

3. YcTaHOBMNEHO, YTO METOA XUMUYECKOrO OCaXXAEHUS ABNSAETCS NepCcrneKkTnBHbIM AO51A
noJtydeHnA HaHOMOPOLWKOB TUTaHaTa ANCNpo3nd U OKCuga TUTaHa.
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Cnacmnbo 3a BHUMaHue!
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