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®A30BBIE IPEBPAIIEHUSA ITPU HAHOKPUCTAJUIN3ALIUN
AMOP®HOI'O OKCUJA INPKOHUA

C.B. I'abenxoes, P.B. Tapacos, H.C. Ilonmasues, /I.C. /lozéunxos, A.I. Muponoea
HHI] «XapbKkoseckuil puzuko-mexnuueckKuii UHCHUMYm,
2. Xapovkoe, Ykpauna

HccnenoBansl Ga3oBbie NpeBpalleHus B npouecce Hu3koremneparypHoro crekanus (200...350 °C) npu kpucramimza-
U aMOp(HOTO OKCHIa IUPKOHUS. Hu3KkoTeMIiepaTypHbIM CIIEKaHHEM JIOCTHUTHYTa OTHOCHTENbHAS TNIOTHOCTh HAHOKPH-
crajuindeckoro okcuna tupkonus 0,71. Kpucrammuzarus amMoppHOro OKCHAA LIUPKOHHS, MOJIYYEHHOTO Pas3oKEHUEM
kapOoHaTa, MPOXOJAUT C 00pa30BaHUEM IPEUMYLIECTBEHHO TeTparoHanbHoil ¢asbl (15...20 Bec.% MOHOKIMHHOIN) cO
CpeIHUM pa3MepoM 3epeH 3616 M. C 0Opa3oBaHUEM TOJBKO TETPArOHAJIBHOTO OKCHIA IIUPKOHHS CO CPEAHUM pPa3MepoM
3epeH 30+5 HM IPOXOIMT KpUcTayuIH3amums mpy Temueparype 450 °C aMopdHOTO OKCHAa MUPKOHUS, MOIyYEHHOTO Tep-
MHYECKHM Da3lIoKeHUEM TUApookcHaa. M3ydeHs! ycinoBus GopMUpoBaHHs aMOP(HBIX OKCHIOB MUPKOHMS TIPH TepMIUe-
CKOM pPa3lIoXKEHHHU ero kapOoHaTa U ruapookcuaa. TeMneparypa KpUCTAUIH3ALMU aMOP(GHOT0 OKCUA LIUPKOHUS, IOy
YEHHOT'0 TePMHUYECKUM pa3JIoKeHHeM KapOoHara, Hibke n3BecTHoi Ha 40 °C u coctaBiser 350 °C.

BBEJEHHE

s ynosierBopeHust TpeOOBaHUIA 1O TOBBIICHHUIO
HaJIeX)KHOCTH M JKOJOTMYecKoW Oe3omacHoCTH padoThl
00BEKTOB SIJICPHON IHEPTETUKH HEOOXOIMMO CO3JIaHHE
HOBBIX MaTE€pHaJIOB C NPUMEHEHHEM HAYKOEMKHX TeX-
HOJIOTHIA.

[TorpeObHOCTH B HOBEHIINX KEpaMUYECKHX MaTepua-
Jax ¢ HaOOpOM IOBBIMIEHHBIX CIYXKEOHBIX XapaKTepH-
CTHK TIOJIEP’KUBAET MOCTOSHHBIA WHTEpEC K IPOM3-
BOJICTBY HAHOPa3MEPHBIX ITOPOIIKOB M U3JICIHIA U3 HUX,
KOTOPBIC HCIIOJB3YIOTCA OT 3allUTHBIX 6apLepOB JJIA
N30JIAIUN PAaJJUOAKTHUBHBIX OTXOJO0B OO0 PEKYHICro u
(hopMo0Opa3yromero HHCTPYMEHTOB, OT MbE303JIEKTPHU-
YeCKOW KePaMHKH 10 KOHCTPYKIIMOHHBIX JIEMEHTOB Jie-
TaJIell [BUraTeseil 1 MalvH, OT OTHEYIIOPOB 110 KaTalu-
THYECKUX MaTEPHAJIOB U TTOUIOKEK.

OTOT HMHTEpec OOYCIOBIEH Ha0OPOM YHHUKAJIBHBIX
CBOMCTB, IPUCYIINX KEPaMHKE, B YaCTHOCTH, HA OCHOBE
OKCHJIa IUPKOHUS, 00JIaaI0IIero MOBHIILIEHHOW BSI3KO-
CTBIO pa3pylICHMs, BBHICOKOH MEXaHWYECKOW IPOYHO-
CTBbIO, PAaJUALMOHHON M KOPPO3MOHHOM CTOMKOCTBIO,
TBEPAOCTBIO, TEMIIEPAaTypOH ILIABICHUS, OTHEYIOPHO-
CTBIO, YIOBJICTBOPUTEIBHON 3JEKTPOIPOBOJHOCTHIO H
HU3KOH TETJIONPOBOAHOCTHIO IPH BBICOKUX TEMIIEPaTy-
pax. OcobeHHO yOeaNUTeIbHO MTPOSIBICHNUE 3THX CBOWCTB
y HaHOPa3MEPHBIX KEPAMUYECKUX MaTepPHaJIOB.

TpaI[I/IL[I/IOHHI)IMI/I KEpaMHUYCCKUMU TEXHOJIOTHUAMU
HEBO3MOXKHO CO3JIaTh HAHOpPa3MEpHbIE MaTepualibl, 10-
CKOJIBKY OHHM IIPEATOJararoT HCIHONb30BAHUE BBICOKO-
temnepatypHbx (> 1200 °C) TeXHOJIOTHYECKHX Ipolec-
coB. B mocnenHee Bpems Ui MOIydeHHUs HaHOpa3Mep-
HOW KEpaMHKH TIOJyIHIH PAacIpPOCTPAaHEHHE HU3KOTEM-
nepatypssle (200...1200 °C) nponecchl CHHTE3a HCXOI-
HBIX HAaHOPA3MEPHBIX TOPOLIKOBEIX MaTepHanoB. K HIM
OTHOCATCA (1)1/131/11<0-ng14qu1<1/16 METOABI MMPUHYANUTEIIb-

Horo ruzaponusa [1,3], TOMOreHHOro OCaXAEHUS U3
HEOPTraHUYECKUX PacTBOpOB conedl [2,4], ruaponusa-
KOHJICHCAIIMH aJIKOOKCUIOB [5,6], mupon3a paciblieH-
HBIX pacTBOpoB coieil [7,8]. YacTe U3 HUX MO3BOJIET
MOJTy4aTh HAHOPa3MEpPHBIE KPUCTAJUINIECKHE TTOPOIIKH,
JIpyras — HaHOIIOPOIIKH B aMOP(PHOM COCTOSHUH, KOTO-
pBIE B 3aBHCHMOCTH OT CIIOCO0a MOTyYCHHS JAFOT BO3-
MOJKHOCTh YTIPABIATH (Pa30BBIMH TIPEBPAIICHUSMH B
poIiecce MOIyYCHUsT HAaHOpa3MepHOW Kepamuku. [Ipu-
MCHCHHE HU3KOTEMIICPAaTYPHBIX IMPOIECCOB IS TOIY-
YCHHUsST HAHOPAa3MEPHBIX IOPOIIKOB OOYCIIOBIICHO HE
TOJILKO JHEProcOEepeKeHUEeM, a W TJIaBHBIM 00pa3oM
CTpeMJICHHEM 00eCHeuuTh yCJOBHs (OPMHPOBAHUS H3
HUX U3JIeNUHA, MaTepual KOTOPBIX UMEET HaHOpa3Mep-
HYI0 CTPYKTYpy, OOCCICYHBAIONIYIO IPEANIOCHUIKH K
BBICOKHAM (PH3UKO-XHUMHUYECKAM CBOHCTBAM.

B nanHo# pabote mcciienoBaHbl 0COOCHHOCTH (ha3o-
BBIX IPEBpAICHUIA MPH KPUCTAJUIM3AMUN aMOp(HOTOo
OKCHJIa IIMPKOHHUS B MPOIECCe HU3KOTEMICPATYPHOTO
CHHTE3a JUIsl TIOJIYYCHUS HAHOPA3MEPHOTO KepaMuue-
cKkoro Marepuana. AMOP(HBIA OKCHI ITUPKOHHS IOIY-
YeH TEPMHUYECKUM DPAa3IOKCHHEM IOPOIIKOB KapOoHaTa
U TUAPOOKCUAA TUPKOHHS

METOJAHUKA U TEXHUKA 3KCIIEPUMEHTA

BricokoancnepcHple aMOp¢HBIE TOPOIIKHA OKCHAA
IUPKOHUS TOJTYYalld TCPMUYCCKUM Pa3IIOKECHUEM Kap-
6onara mupkonus ZrCO,[IH,O (TYV 14-10-038-2000)
u ruapookcuna nupkonust Zr(OH)s. ['mapooxcun mwp-
KOHHUS OCaWId U3 OJHOMOJIIPHOTO BOAHOIO pacTBOpa
okcuxyopuna 1wpkonus ZrOCLIBH,O 25 % BoaHbM
pactBopoM ruapookcuaa ammonust NH4sOH. [Ins nmpu-
TOTOBJICHHS PACTBOPOB HCIOJIB30BANACh OMINCTHILIN-
poBanHas Boaa. TepmooOpaboTka TpeaBaPUTEIHLHO
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c(opMOBaHHBIX Ta0JETOK MPOBOJIUIIACH B AJIEKTPOIIE-
yax Ha BO3AyXe.

M3mepeHne Kaxyuielcs W MUKHOMETPUYECKOM
IUIOTHOCTEH 00pa3IoB OCYIIECTBILLIOCH METOAAMU TH/I-
pPOCTaTHUYECKOrO B3BEIIMBAHUS U BOJHON MUKHOMETPUU
COOTBETCTBEHHO.

Unentudukaums ¢a3 IMOMyYEHHBIX MaTepuaioB
MIPOBOAMIIACH METOOM PEHTTEHOBCKOro (ha30BOro aHa-
nu3a Ha ycraHoBke JIPOH-1,5 (m3nyuenune Cu K,) npu
KOMHaTHOW TemmepaTtype. CpeaHuil pazmep HaHOMET-
PUYECKHUX 3€PEH PACCUMTHIBAIM MO YIIUPEHUIO PEHTIE-
HOBCKHX JIMHUH Ha MOJyBbIcOTE 1O dopmyie Illeppepa
C Y4ETOM HHCTPYMEHTAIILHOTO yIIupeHus, papaoro 0,2°

PE3YJIBTATDBI

st monmydenust aMmopHOT0 OKCHIa HIUPKOHHMS Obliia
npoBeneHa TepMOoOpPaboTKa ero Cou — KapOoHaTa mpu
temrniepatype 200 °C B TeueHue 5 4. YMeHbIIEHHE Beca
Ha 58,3 Bec.% COOTBETCTBOBAIO MpoIlecCy AETHapaTa-
nuu U paznoxeHus: kapbonara ZrCO.[7H,O. Ha nu-
¢pakrorpamme TepMooOpabOTaHHOTO 00Opa3ia MOJIHO-
CTBIO OTCYTCTBYIOT PEHITCHOBCKHE IMHUH, COOTBET-
CTBYIOIIIME KPUCTAJUTMUECKUM (ha3aM, a HATHIHUE «TajJo»
B HHTEpBaie yriaoB 16...30° mokas3pIBaeT, YTO MaTepuai
HaXOJHUTCS B aMOP(HOM COCTOSTHHH.

Jns Toro 4toOBl JOCTOBEPHO HIACHTH()UIIMPOBATH
HOJ'Iy‘-ICHHLIﬁ mMarepual U OUCHUTHL BO3MOXHOCTH €TI0
HCIIOJIB30BaHUA JJId MOJIYYCHUSL paBH03epeHH0171 HaHO-
CTPYKTYPHOH KepaMUKH, OblJIa TepMOOOpaboTaHa cepus
TabJIeTOK, C(OPMOBAHHBIX M3 TOIYYEHHOTO IMOPOIIKA,
IIPOBEJCH PEHTI€HOBCKUII (ha30BBIA aHAIN3 U H3Mepe-
HBI X KQXYIIAsCsl U MHKHOMETPUIECKAs! IIIOTHOCTH.

YuuThIBas, 4TO 1O JUTEPATYPHBIM JAHHBIM amopd-
HBIH OKCHJ LIMPKOHHUS KPUCTAJUIU3YETCs MPU TeMIlepa-
type 390 °C [9], Obun BBIOpaHBI TEMIEpaTypbl TEPMO-
obpaborok 350 u 450 °C, COOTBETCTBEHHO HHXKE H
BBIIIIE U3BECTHOM TEMIIEPATYPBI KpUCTATLUIU3aI[UH.

C LECIbIO BBIACHEHHA TOTO, YTO B CUHTE3UPOBAHHBIX
aMOp(HBIX M KPUCTANIMIECKUX MaTepHantax HHUKAKHX
opyrux (a3, kpome (a3 OKCHAa LMUPKOHHS HET, ObLIa
IpoBeJeHa TepMoodpaboTka npu remneparype 1150 °C
JUTSL TIOJTyYeHUST MOHO(A3HOTO TETParoHaJIbLHOTO OKCHIA
C TMOCIEAYIOIUM IIEPEX0A0M B MOHOKIMHHBIA IIpH
OXJIKICHUH 0 KOMHATHOH TeMIepaTyphl.

W3 nopoiika, NOJIy4eHHOTO B pe3yJbTaTe TepMOOO-
paboTKH KapOOHATa IIUPKOHUS, METOIOM OCEBOIO Mpec-
COBaHHMS IPU KOMHATHOI TemmepaTtype (GOopMOBaIH Ta-
Osietkn muameTpom 12 MM mipu gaBnenuu 160 MIla. 3a-
TEeM TPOBOIWIN HX TepMoobOpabotky mpu 350, 450 u
1150 °C B Teuenne 1...5 9 B BO3AYIIHOI cpere.

Ha mudpakrorpamme obpasna amopdHOro Oxcuia
LUPKOHUS, TEPMOOOPAOOTAHHOTO TIPH TEMIEparype
350 °C, oOHapy>KEeHbI JTHHUU COOTBETCTBYIOIIUE TETpa-
rOHaJIbHOMY, MOHOKJIMHHOMY M KyOHUECKOMY OKCHJIaM
nupkoHus. OCHOBHOM (ha3oil sBIsETCS TETparoHaIbHBIH
OKCHJI IMPKOHUS. MOHOKIIMHHBIA OKCHUJ LIUPKOHUS CO-

nepxkurcsa B xonmuectse [15...20 Bec.%. Conepxanue
KyOHM4ecKOro OKCHJa IMPKOHHMs He npeBblmaer [D..3
Bec.%. JlnppakunoHHBIE NaHHBIC: YTJIBI OTpPaXKCHUS,
WHTCHCUBHOCTU W MIMPUHA PCHTICHOBCKUX JIMHUM Ha
MTOJTYBBICOTE W MEKIUIOCKOCTHBIE PACCTOSIHUS TPUBEIE-
HBI B Ta0MI. 1.

[[luprHa PEHTTeHOBCKHUX JMHWHA OKCHIA ITHPKOHUS
Ha moxyBeicoTe (cM. Tabm. 2) cocraBuser (0,3...1,0°),
YTO TaK )K€, KaK U B Ta0J. | yka3pIBaeT Ha HAHOMETPHU-
yeckuil pasmep 3epeH. C y4eToM HHCTPYMEHTAJILHOTO
ymupenus (0,2°) cpeHne pa3Mepbl 3epeH TeTparoHallb-
HOTO ¥ MOHOKJIMHHOTO OKCHZA IUPKOHUS, COCTABIISIOT
41+7 HM.

Taéauua 1
JAudpakuuoHHbIe JaHHbIE OKCHIA HUPKOHUS, N10JY-
YEeHHOT0 U3 KapOoHaTa (TepMoodpadorka 350 °C)

20, rpax | I, Mm | €, rpan d, A Dasza

22,45 6 0,40 3,9571 HEUACHTHU(Q.
28,2 12 0,70 3,1620 m-Zr0,
30,2 75 0,45 2,9570 t-Z1r0,/c-Zr0,"
314 11 0,4 2,8466 m-ZrO,
34,1 6 0,40 2,6272 t-Z1r0,
34,7 14 0,40 2,5831 t-Z1r0,

35,2 15 0,40 2,5475 m-Zr0,
49,3 9 1,0 1,8469 t-ZrO,
50,35 56 1,0 1,8108 | t-ZrO,/m-ZrO,"
60,0 32 1,2 1,5406 | t-ZrO,/m-ZrO,”
61,7 7 0,5 1,5022 t-Z1rO»
62,8 13 0,8 1,4785 t-Zr0,
74,64 9 1,0 1,2706 m-ZrO,

[Ipumeuanue: m, t, ¢ -ZrO, — MOHOKIIMHHBIH, TETParoHAJIbHBIN 1
KyOWYEeCKHH OKCHJ| IUPKOHHUSI COOTBETCTBEHHO; * — HAJIOKCHUE
ciaboii iuanY ¢-Zr0,; ** — cimsHue 4-X TUHUMA.

Ha mudpakrorpamme obpasma amoppHOTO OKCHAa
IUPKOHUS, TEPMOOOPaOOTAHHOTO TIPH TEMIIEpaType
450 °C, Taxxe IpUCYTCTBYIOT JINHUU TETPAaroHaIbHOTO,
MOHOKJIMHHOTO M KyOudeckoro okcujga. OcHOBHOM (a-
30# SIBIISIETCSl TE€TPAroHAIBHBIN OKCHJ IMPKOHHS. JTa
JudpakTorpaMma IpuMedaTesbHa TE€M, YTO XOTS IpHU-
CYTCTBYIOT JIMHHM MOHOKJIMHHOTO OKCHJIa LIMPKOHHS,
ero ocHoBHas nunus (d=3,162 A) orcyrcTrByer. Mbl mo-
JaraeM, Mo aHAJIOTHM ¢ Tabn. 1, 9TO comepkaHME MO-
HOKJIMHHOTO OKCHJa IHMPKOHUS coctaBiser [15...20
Bec.%. ConeprkaHne KyOHMUECKOTO OKCH/Ia IUPKOHMS He
npessimaer [2...3 Bec.%. [AudpakinnoHHbIE XaHHbBIC
IIpUBE/ICHBI B Ta0II. 2.

Tabauna 2
JAndpaknoHHbie TaHHBbIE OKCHIA IHPKOHMS, TTOJTY-
YEeHHOT0 U3 KapooHaTa (TepMoodpadoTka 450°C)

20, |I,mM | € rpax d, A daza
rpaj
21,0 11 1,00 4,2270 HEHICHTHU.
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237 | 10 | 0,30 3,7512 m-ZrO,
302 | 52 | 0,42 2,9570 t-Zr0; /c-Z10,"
35,3 10 0,5 2,5406 m-ZrO,
50,3 27 1,0 1,8125 t-ZrO»/m-Zr0,"”
59,6 9 0,6 1,5500 t-ZrO,
60,2 | 32 0,6 1,5360 t-Zr0,"
62,8 | 13 0,8 1,4785 t-ZrO,
7464 | 9 1,0 1,2706 m-ZrO,
822 | 13 1,0 1,1718 m-ZrO,

IMpumeuanue: cM. Tabm. 1.

Ha mudpaxrorpamme obpasua, TepMooOpaboTaHHO-
ro mpu temmeparype 1150 °C, npencraBieHbl JHHUH
TOJIBKO MOHOKJIMHHOI'O OKCHJa HITHUPKOHUA. HJI/IpI/IHa
PEHTTEHOBCKUX JIMHAN Ha TOITyBBICOTE cocTaBisieT 0,3°,
YTO CBHJCTENBCTBYET O HAHOMETPHUYECKHX pa3Mepax
3epeH. CpeaHue pa3Mepsl 3¢peH MOHOKIMHHOTO OKCHIa
LUPKOHUS COCTABISIIOT 92423 HM.

Kaxymasics 1 nmuKHOMeTpUYecKasl IUIOTHOCTH 00-
pa3noB aMOp(HOr0 M HAHOKPUCTALIMYECKOTO OKCHA
LUPKOHUS U PEXKUMBI TEPMOOOPaOOTOK MPEICTABICHBI B
Tal1. 3, U3 TaHHBIX KOTOPOW BHIHO, YTO C YBEIWYCHH-
eM TeMIlepaTypsl O0paOOTKH KaXyIIascs IUIOTHOCTD
00pasioB Bo3pacTaet. OnHako npu Temmepatype 450°C
HaOIr01aeTCsl HE3HAYUTENBHOE CHIKEHHIE 3HAaUCHUH Ka-
JKyILENCsl TUIOTHOCTH.

YunTeIBast TaHHBIE IO (ha30BOMY cOCTaBy (cM. TabdII.
1 m 2) n xaxymielcst wioTHocTH (cM. Tabn. 3), Obla
paccunTaHa OTHOCUTCJIbHAsA IUIOTHOCTH IIOJTYUYCHHBIX
00pa3IoB oKcHIa IMPKOHMA. B pesynbrare TepmooOpa-
OOTKM OTHOCHUTENbHASI INIOTHOCTH yBeanuuiack ot 0,5 y
o0pasmoB amopduoro okcumaa m0 0,85...0,93 y umcro
MOHOKJIMHHOTO OKCHAA. YK€ TepMooOpaboTKa IpH

350 °C npuBOJMT K POCTY OTHOCHTEJBHOH MIOTHOCTH,
YTO CBHJETEIBCTBYET O IMPOXOXKIEHUU HHTEHCHBHOIO
nporecca HU3KOTEMIIEPaTypHOTO CIICKaHHs aMOP(HOTo
OKCHJIa JI0 U BO BpeMsI KpHCTaTU3AIIH.

Taéauna 3

Il1oTHOCTH 00PA31I0B HAHOKPHUCTALIUYECKOT 0

H aMOP(HOT0 OKCH/IA HUPKOHHS, OJTY4eHHOT0
u3 KapOoHarta

T,°C| 1,4 OCHOBHASA | Py, Puik » Por
(baza* r/em’ r/em’

- - a-Zr0, 2,80 4,62 0,50

- - a-Zr0, 2,63 4,53 0,47
350 5 t-ZrO, 4,27 4,59 0,71
450 1 t-Zr0, 3,99 3,99 0,66
450 1 t-ZrO; 4,01 3,94 0,67
1150 1 m-Zr0O, 5,20 5,60 0,93
1150 1 m-ZrO, 4,75 5,49 0,85

[Ipumeuanns: abconroTHas MOTPEIIHOCTH IUIOTHOCTEH +0,02
r/em’, a, t u m-ZrO, — aMop(HBIA, TEeTparoHaIbHBI M MO-
HOKJIMHHBIH ZrO; COOTBETCTBEHHO; * — IPU KOMHATHOH TeMIle-

parype.

Bonee Bbicokue 3HaueHHs KaxylleHcs, MMKHOMET-
pHUYECKO M OTHOCHUTENBEHOW TIOTHOCTH 00pasIoB, Tep-
Moo0OpaboTanusix mpu 350 °C, yem TepMooOpaboTaH-
HBIX T1pu 450 °C, mo-BUANMOMY CBSI3aHO C TEM, YTO TIPU
350 °C Bpemsi criekanus amopHOro marepuana Mpu
TepMooOpaboTke Obiio Oombmre. Ilpum 3TOM TpHpOCT
IUTOTHOCTH 00pa3nioB ObLT OOJIBIIE BCIEACTBUE ITPOIOTI-
KUTEIIBHOCTH CIIEKaHHs, XOTsl €ro CKOpOCTh Oblia
MeHblIe. [Ipy 5TOM CHIDKeHHE 3HaYeHUH MUKHOMETpPH-
yeckoi wiotHocty mpu 450 °C o0yciioBiieHO 0ojiee UH-
TCHCHUBHBLIM ITPOLECCOM KpUCTAJUIM3AlUH, NPHUBCAIINM
K YBEIMYCHHUIO KaK pa3Mepa 3epeH OKCHJa LUPKOHUS,
TaK W 3aKPBITON OPUCTOCTH.

O0pa3upl OKCcHa NUPKOHMS, MPOLIEIIINE TEPMOOO-
pabotky mpu 1150 °C, UMEIOT BBICOKYIO KaXXyIIyIOCS U
OTHOCHTEJIFHYIO IUIOTHOCTB. DTO CBSI3aHO C TEM, YTO 3a
BpeMsi HarpeBa W TEPMOOOPAOOTKH IPOIUIO CIEKAHHUE
Marepuaia U IMepexo]] ero B MOHOKIMHHYIO (a3y mpu
OXJIQKICHUH, U MKHOMETpPHUECKas IUIOTHOCTh 00pas3-
OB Tocie TepMoodpadoTku 1150 °C Gnm3ka K MIOTHO-
CTH MOHOKJIMHHOM (ha3bl okcuaa upkoHus. [Tockonbky
3HAYEHHUA MUKHOMETPHIECKOH IUIOTHOCTH MaTEpPHalIOB
00pa3moB (cM. Tadi. 3, obpasis! 1...5) HIDKe, YeM IIIoT-
HOCTH cllaralomux ux (a3, Bo Bcex oOpasmax mmeercs
3aKpBITasl IOPUCTOCTb.

Jnist uccnenoBanust 0COOCHHOCTEH (ha30BBIX MPEBpa-
LIEHUH NPU KPUCTAIIM3ALUH OKCHUAA [TUPKOHUSI, MOIY-
YEHHOTO B aMOP()HOM COCTOSIHUM TEPMHUYECKHM pPa3io-
JKEHHUEM HHbIX COCI[PIHCHPIFI IIUPKOHMUA, OBbLT KCIOJIB30-
BaH Tuapookcua. Ero tepmooOpaboTka Obuta mpoBene-
Ha ripu temneparype 200 °C B teuenue 5 4. [lomyuen-
HBI MaTepHal NPeJCTaBIsI co00i MOpomoK 06exoro
nBera. YMeHbIIeHne Beca Ha 22,6 Bec.% COOTBETCTBO-
BaJio mporeccy aerunparanuu ruapookcuna Zr(OH)s.
Ha nmudpaxrorpamme TtepmooOpaboraHHOoro obpasia
IMOJHOCTBIO OTCYTCTBYIOT PEHTITCHOBCKHE JIMHHUH, a B
uHTepBaie yrinos 16...30° umeercs «rano». JTo cBUjE-
TEJBCTBYET O TOM, YTO MaTepHal HaXOAUTCS B aMopd-
HOM COCTOSIHUH.

W3 ompiTa nomy4eHust aMopHOTO OKCHA IIMPKOHMS
n3 KapOoHaTa M3BECTHO, YTO IPH TEMIIEPATYpEe TEPMO-
o0pabotkn 450 °C B TeueHue 1 4 yBEepeHHO NMPOXOIUT
KPHCTAJUIN3AINS C MPEHMYIIECTBEHHBIM 00pa3oBaHNuEeM
TeTparoHajdbHOW (a3bl. [loaToMy At MIECHTUDHUKALH
MOJY4YEHHOr0 MaTepHaia Kak aMop(HOro okcupaa Iup-
KOHHUS OblJIa TIpOBEIeHa TepMooOpaboTka IpeaBapu-
TENBPHO CPOPMOBAHHBIX TAaOJETOK M3 IIOPOLIKA, MOY-
YEeHHOTO Ha OCHOBE I'MJPOOKCH/A IUPKOHUS, TIPH BbIIIE
Ha3BaHHBIX MapaMeTpax. Bec TabmeTok B pesynbrare
TepMOOOPaOOTKH HE N3MEHMIICS.

Ha mudpakrorpamme 3Toro oOpasma oOHApYKEHBI
JIMHUYM, COOTBETCTBYIOIIME TOJBKO TETPAroHAILHOMY
oKcuay nUpKoHus. [IudpakimoOHHbIE JaHHBIE NTPUBEe-
HBI B Ta0. 4.

Ta6auua 4
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JudpaknuoHHble TaHHbIE OKCHIA IHPKOHUS, Oy~
YEeHHOT0 U3 rHApPooKcHaIa (TepMoodpadoTka 450 °C)

20, pax | L mm | € rpag d, A daza
30,20 54 0,5 2,9570 t-ZrO,
35,16 8 0,6 2,5504 t-Zr0,’
50,50 20 1,0 1,8058 t-Zr0,’
60,25 10 1,15 1,5348 t-Zr0,™
[Mpumeuanus: t — TeTparoHaNbHbl ZrO; ; « — CIUAHUE 2-X JIH-
HUU; + — CIUSTHUE 3-X JTMHUU.

[TupuHa Bcex peHTTCHOBCKUX JIMHHUI Ha IOJTYBBICO-
te (cM. Tabun. 4) cocrasisier 0,5...1,15°, uro yka3siBaer
HA HaHOMETPUYECKHE Pa3Mephl 36pEH TETParoHaaIbHOTO
okcuaa 1upkoHus. VX cpeaHue pasMepbl, pacCudTaH-
Hele 1o hopmyute Llleppepa, paBubl 30£5 HM.

OBCYKJIEHUE

B Hacrosimiee Bpemss B MHUpE MIYT UHTCHCHBHBIE
9KCTIIEPUMEHTAIHBIE MCCIICAOBAHUS TI0 CO3JAHHUIO Pa3-
JUYHBIX METOJOB HONYyYCHHS aMOP(HBIX HOPOMIKO00-
Pa3HBIX MaTepHaJIOB IS MOCIEAYIONETO CHHTE3a HAaHO-
pa3MepHoii kepaMuKH. [Ipy 3TOM OTCyTCTBYET MaTepua-
JIOBeYECKasi KOHIETIHS, OOBsICHAIOMmas BIUsiHUE (u-
3MKO-XMMHYECKHX YCJIIOBHH MOJIYy4eHHs aMOP(HBIX OK-
CHJIOB Ha OCOOCHHOCTH MX KPHCTAJUTU3ALMH: 3HAYCHUEC
TEeMIIepaTyp Havajla KPUCTAIUTM3ALUH, 3HAYEHUI CKOPO-
CTei 00pa3oBaHHMA M POCTa 3apOJBIIICH, MOCIIeHOBa-
TeNBHOCTH 00Opa3oBaHUs (a3 W UX TpaHchopManud B
3aBUCHMOCTH OT TEMIIEpaTyphl BO BpeMs TEpMO0Opado-
TOK.

B paGote [1] mpuBeneHsl pe3ynabTaThl MOIYYECHHUS
HaHOPA3MEPHBIX MOPOIIKOB OKCHJIA LIMPKOHHS pa3iiny-
HBIMH MeTOJZIaMH. Tak B Cllyyae HCIOJIb30BaHUS METO/A
NPUHYIUTENBHOIO THUAPOIN3a, XapaKTEepU3YIOLIETOCs
OYEHb MAJIOW CKOPOCTBIO OCAXKIACHHS YaCTHIL, TOIyICH-
HBIIl IOPOILOK NpU KOMHATHOM TeMIlepaType MpeacTaB-
nsieT co00i HaHOPa3MEPHBIH MOJTHOCTHI0O MOHOKIIMHHBIN
oxcup nupkoHus. [Ipy MCTIONb30BaHUN METOJOB T'OMO-
TEHHOTO OCaXKJICHUSI U3 BBOJIHO-CIIMPTOBBIX PACTBOPOB
HEOPraHWYeCcKUX COJICH M T'MIpOJIM3a/KOHJICHCAIINU all-
KOOKCHJIOB HHUPKOHUA IMOJTYUCHHBIC OCAaAKHU IMPECIACTaB-
nsut coboii amopdHble nopoiuku. [1o pesynbraram Tep-
MOTPaBHTAIIOHHOTO U TU(PepeHIHaTHHOTO TepMIYe-
ckoro aHamu3oB (TT'A/ZITA) aBTOpsI mpenrnoaraor,
YTO MMOPOIIKH IPEICTABIISIN COO0H THIPOOKCH/T INPKO-
HUSL W JETHAPATAlisl IPOAOIDKAIACH OT KOMHATHOM
TemIiepaTypsl BIutoTh 10 450 °C, rae HaOmoaancs 3K30-
TEpMHYECKUH THK, OOYCIIOBICHHBIH KpHCTaUTU3alueH
TeTparoHanbHON (asel. B pabote [2] momydenue mo-
POHIKOB OKCHJAa HUPKOHHA NPOBCACHO TpaaAWUIHNOHHBIM
THIPOJIM30M BOAHOTO pacTBopa. IIpum 3TOM, OcaxkaeH-
HBIE TIOPOLIKH ObUTH aMopdHBIMU BILIOTH 10 200 °C, HO
mpu Temmeparype 400 °C KpuCTaIIM30BaINCh B MO-
HOKJIMHHYIO M TeTparoHajgpHYyI0 ¢a3el ZrO, mpu ux co-
aepxannu 82 u 18 Bec.% cooTBeTCTBEHHO. Tepmuue-

CKHMM PpasJIOKCHUEM OKCHUXJIOpHUAa HUPKOHHUA B UHTCP-
Bate Temneparyp 100...400 °C [1] Obul mnosmyueH
aMOp(GHBIN TOPOMIOK, KOTOPBIA KPHCTALTU30BAJCS B
TETparoHalbHbBIN OKCU IIUPKOHUSL.

AHanu3 TNpHBEICHHBIX JaHHBIX O00OCHOBAJ BBIOOD
3HAYEHMS TEMIIEPaTypbl TEPMHUUECKOH 00paboTKM THj-
pOOKCHAA UPKOHUS B Hammx skcrepumentax 450 °C.
HecMoTps Ha TO, 4TO MBI HCIIOJIB30BAIH TPAIULUOHHOE
OCaXKJICHUE U3 PACTBOPA OKCUXJIOPU/A, IPH TepMOOOpa-
00TKe aMOP(HOI0 MOPOIIIKA, MOJTyYSHHOIO U3 THIPOOK-
cuza npu temneparype 200°C, KpUCTaUTH30BAJICS MO-
HOGA3HBIN TETParoHATbHBIA OKCHJ ITUPKOHUS TPU TEM-
nepatype 450 °C, 4To npennoYTUTENbHEE IS CO3AaHHS
KEpaMHUYECKOTO MaTepHaia, 9YeM MHOTO(a3HBINA MOpo-
mok. B Toxke Bpems B pabote [2] UCTIONB30BaHUE ITOTO
K€ METO/la M PEearcHTOB NPHUBEJO K MOJIYyYEHHIO Mpe-
MMYIIECTBEHHO MOHOKJIMHHOW (ha3bl. Tak e Kak U B
Hame paboTe, MOHO(A3HBIH TETparoHAJIBHBIH OKCHJL
LIUPKOHUS, KPUCTAIUTM3YIOMIMHACA TIPH Oojiee BBICOKOI
temneparype 600 °C, aBrops! [1] mojy4wsinm W3 ruji-
POOKCHAA, CHHTE3UPOBAHHOTO CIIOKHBIM METOJIOM TH]I-
ponn3a / KOHASHCAINN aTKOOKCHAOB IUPKOHNS.

PaccmoTrpenne pas3noxeHus KapOOHaTa LUPKOHUS,
MIPOBEJICHHOE B HaIleil padote, menecooOpa3Ho MpoBe-
CTH B CPaBHEHHH C TEPMHUYECKHM DPa3I0KEHHEM OKCH-
xmopuna mupkoHus [1]. OcHOBHAs MOTepsi Macchl MPHU
PAa3JIOKEHUH ITHX COJIEH MPOUCXOIUT IIPU TEMIIeparype
10 200 °C. XoTs mpu KpUCTAIUIH3AIMKA aMOP(HOTO TOo-
POIIIKa, TOJYYSHHOTO HPHU Pa3JI0KEHUU OKCUXJIOPHUJA,
o0pazyercst TOJIbKO HAHOMETPHYECKUI TeTparoHaIbHbIH
OKCHJ| IMPKOHHMS, a NMPHU KPHUCTAIUIU3ALHUU aMOpP(HHOTO
MOPOIIKa, MOJIYYEHHOTO INPH Pa3oKeHWH KapOoHara,
o0pasyercsi HAHOMETPHUYECKUI TETParoHaJIbHBIH OKCH
mupkoHus ¢ 15...20 Bec. % MOHOKJIMHHOTO, HAIll METOJ
IpeArnoYTHTeNeH. Pasnoxkenre okcuxiopuaa IMpUBOIUT
K 00pa30BaHHUIO HKOJOTUYECKH BPEIHBIX ra3000pa3HBIX
npoaykros xyopa [10]. YcraHoBi€HO, YTO TeMmmeparypa
KpPHCTAJUIM3AllMd aMOP(GHOT0 TIOPOIIKA, IMOJTYYEHHOTO
NpU pas3iiokeHuH kapOoHara cocrasisier 350 °C, Torga
KakK 3Ta Temreparypa sl aMop(pHOro MOpoIIKa, MoIy-
YEHHOTO NPH Pa3I0KEHUN OKCHXJIOPHIA CYIIECTBCHHO
Boiie — 600 °C.

Crenyer OTMETHTH, YTO B Hamleld paboTe MpH KpH-
CTAJUTM3aIUU aMOP(HOTO IMOPOIIKA, MOITyYEHHOTO ITPH
Pa3IoKEHUH THIPOOKCHIA WK KapOoHara, oOpasyercs
HaHOMETPUYECKUH TEeTparoHaJbHBIH OKCHJ IMPKOHHS
WM TeTparoHaibHbII ¢ 15...20 Bec. % MOHOKIMHHOTO
OKCHJIa IIUPKOHUSL CO CPEAHUM pa3MmepoM 3epeH 30+5
wim 366 HM COOTBETCTBEHHO. AHanmu3 AuppakTo-
rpaMM 00pa3loB OKCHJA LMPKOHHUS, MMOJYYEHHOTO pas-
JIOKEHHEM KapOOHaTa M MPOIIEAIIET0 TepMooOpadboTKy
npu 350 °C, nokasan, 4To TeMIiieparypa Hadajia Kpu-
CTAJUTM3alnU aMOP(HOTO OKCHJa UPKOHHS HaXOIAHUTCS
Hmwke 350 °C. Dro menecooOpa3HO ONpeneNnenTh B II0-
CIIEAYIOIIUX 3KCIIEPUMEHTaX.
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BbIBO/1bI

1. UccrnenoBansl ycnoBus (OpMUPOBaHHS aMOP(HBIX
OKCHIOB IIUPKOHUS IPU TEPMUIECKOM Pa3JIOKEHUH €TO0
KapOoHaTa ¥ THAPOOKCHIA.

2. YCTaHOBIIEHO, YTO JUIA aMOP(HOrO OKCHJa LHPKO-
HUSI, TIOJYYEHHOTO TEPMHUYECKUM pa3iIoKEeHHEM KapOo-
Hara, TemIeparypa Kpucraumsanun menee 350 °C, B
OTJIMYKME OT U3BECTHOro MHTepBajia Temnepatyp 400...
600 °C mist aMmopdhHOT0 OKCHIA IUPKOHHMS, TOJYYCHHO-
TO IPyTUMH METOJJaMH.

3. Kpucramnmsanus aMoppHOTO OKCHIa IIUPKOHMUSA, T10-
JTy4E€HHOTO Da3I0KEHHEM KapOOHaTa, MPOXOIUT IPH
350 °C ¢ oOpaszoBaHHEM MPEUMYIIECCTBEHHO TETparo-
HaspHOH (a3l (15...20 Bec.% MOHOKIMHHOMN) CO cpen-
HUM pa3MepoM 3epeH 36+6 HM, a U3 THAPOOKCHIA MPO-
xomut mipu 450 °C ¢ obpa3oBaHEeM MOHO(A3HOTO TET-
paroHaJbHOrO OKCHJA CO CPEIHUM pa3MepoM 3epeH 30+
5 HM.

4. U3 amopdHOro mopouka, Mojy4eHHOro TepMHUue-
CKUM pAa3JIOKCHHEM KapOoHaTa IMPKOHUS, 3a BpeMs
CHHTE3a MPEUMYIIECTBEHHO TETParoHaIbHOTO OKCHA B
npolecce HU3KOTEMIIEPaTypHOTo CIEKaHUsI U KpHCTall-
mm3amn (200...350 °C) mocTurHyTa OTHOCHTENBHAS
IUIOTHOCTh HAHOPa3MEPHOTO KEPaMHUYECKOTO MaTepHa-
na 0,71.
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®A30BI IEPETBOPEHHS ITPA KPUCTAJI3ZAIII AMOP®HOI'O OKCHJTY IIUPKOHIIO
3 YTBOPEHHAM HAHOCTPYKTYPH

C.B. I'abenxos, P.B. Tapacoe, M.C. Ilonmasues, /1.C. Jlozéinkoe, A.I. Muponoesa

Hocnimkeno ¢a3oBi mepeTBopeHHs B Imporeci Hu3bkoTemmepatrypHoro cmikanas (200...350°C) npu kpucramizamil
aMop(HOT0 OKCUIY IUPKOHiI0. HU3pKOTEMIepaTypHUM CIIKaHHSM JOCSTHYTO BiJHOCHY T'YCTHHY HaHOKPHCTAJIIYHOTO OKCHIY
nupkoniro 0,71. Kpucramizamis aMopQHOT0 OKCHIY IHPKOHIIO, OJEpKaHOTO PO3KIAAaHHAM KapOOHATy, NPOXOAWUTH 3
YTBOPEHHSM HEpeBaXXHO TeTparoHanbHoi (asu (15..20 % Bar. MOHOKIIHHOI) 3 cepeaHiM po3MipoM 3epeH 36+6 Hm. 3
YTBOPECHHSM TUIBKH TETPArOHAJIBHOTO OKCHAY LUPKOHIIO 3 cepelHiM po3MipoM 3epeH 30+5 HM MPOXOAUTH KpUCTalli3amis NpH
temmeparypi 450 °C aMopHOro OKCHAY IHMPKOHII0, OJCPIKAHOIO TEPMIYHHM PO3KIAIaHHAM TiPOOKCHAY. BHBYCHO yMOBH
(hopmyBaHHS aMOpP(PHHX OKCHUIIB IUPKOHIIO NPH TEPMIYHOMY pPO3KJIaJaHHI Horo kapOoHaty Ta rifpookcuay. Temmeparypa
KpHUCTali3alii aMoOppHOTO OKCHIY IUPKOHIIO, OJEPKAHOTO TEPMIUHMM PO3KIaTaHHAM KapOoHaTy, Hikde Bimomoi Ha 40 °C Ta
cknagae 350 °C.

PHASE TRANSFORMATIONS AT CRYSTALLIZATION OF AMORPHOUS ZIRCONIA
WITH FORMATION OF NANOSTRUCTURE
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S.V. Gabelkov, R.V .Tarasov, N.S. Poltavtsev, D.S. Logvinkov, A.G. Mironova

Phase transformations into process low-temperature sintering (200...350°C) are investigated at crystallization amorphous zir-
conia. Relative density of nanocrystal zirconia 0,71 is achieved by low-temperature sintering. Crystallization amorphous zirconia
received by decomposition of a carbonate, passes with formation of mainly tetragonal phase (15...20 % wt. monoclinic) with the
average size of grains 366 nm. Crystallization amorphous zirconia received by thermal decomposition of hydroxide with forma-
tion only tetragonal zirconia with the average size of grains 30+5 nm is passing at temperature 450 °C. Conditions of formation
amorphous zirconia are investigated at thermal decomposition of its carbonate and hydroxides. The temperature of crystallization
amorphous zirconia received by thermal decomposition of a carbonate, below known on 40 °C also makes 350 °C.
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