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Cratba noctynuna B pegakuuto 10 noHa 2004 ropa

Hccnedosano enusnue o6pabomru IAeKmpoMASHUMHBIM HOJEM C8EPXBLICOKOU YACTHOMbL
(CBY) u umnynvcnoim macnumuvim nonem (MMII) amopguozo euopoxcuda yupxkonus,
NOMYHEHHO20 MEMOOOM COBMECTHO20 OCANCOEHUs, HA NPOYecc e20 NPespawieHus 6 Kpu-
cmanaudecKull OUOKCUO YupKoHus. M3yyena Kunemuka Kpucmaniuzayuy OUOKCUuoa yupko-
Hus 6 ooaacmu memnepamyp 385—415 °C. Ha ocnose gpopmanvrou meopuu Aepamu npo-
6e0eH CPAGHUMETbHBLIL AHANU3 KUHEMUKU KPUCIMATIU3AYUL Yacmuy OUOKCUOA YUPKOHUSL 8
3a8UCUMOCIIU OM 8UOA NPEOBAPUMETILHOU 00PAOOMKU SUOPOKCUOA YUPKOHUSL. Y CMAHOBEHO,
YMO UCNONL30BAHUE UMNYTILCHO-B0THOBLIX 6030€UCMBULL 68 NpoYeccax CuHmesa OUOKCUoa
YUPKOHUSL 6IUSAEM HA NAPAMEMPbl NPOYECca KPUCTHATIUZAYUY U NO3BOJISIeI CUHINE3UPO-
68amMb HAHONOPOULOK C pasmepom obracmeli kocepenmnoeo paccesnus (OKP) 8-8.5 nm.

BBenenune

B nocnenHue roapl NoMy4eHNE U UCCIEN0BaHUE HAHOCTPYKTYPHBIX MaTepHaIOB
NPOUCXOAUT BO3PACTAIOUIMMHU TEMIaMU. DTO OO0YCIIOBICHO CYIIECTBEHHBIM H3Me-
HEHUEeM (PU3NYECKUX CBOMCTB MaTE€pUANIOB NIPHU CHIKEHUHU pa3Mepa COCTaBIIAIONINX
€ro CTpyKTypbl. JIMOKCU LIMPKOHUSA SBIISIETCA KEPAMUYECKUM MATEPUAIIOM C YHHU-
KaJIbHBIM COYETaHUEM (PU3NUECKUX CBOICTB, B UKCJI€ KOTOPBIX BBICOKAs IPOYHOCTh
U TPEUMHOCTOMKOCTb, BBICOKAas MOHHAs IIPOBOAMMOCTb U KOPPO3UOHHAs CTOM-
KOCTb. B cBsi3u ¢ 3TuUM mpobiiemMa ynpaBiisieMOro CHHTE3a HAHOKPUCTAIIIMUECKUX
MOPOIIKOB TMOKCH/IA IIUPKOHUS UMEET OOJIBIION HAayYHBIH U MPUKIAJHON UHTEpecC.
ITon c10BOM «ympaBiasieMOro» CIeAyeT B JAHHOM CIIydae IIOHUMAThb BO3MOXKHOCTD
BIIMSHUS Ha (POPMHUPOBAHUE TIOPOILKA C 3aJaHHONW (OPMON YaCTHUI] ONPEETCHHBIX
(a30BOro ¥ rpaHyJIOMETPUYECKOI0 COCTaBOB B IIPOLIECCE €T0 MOTYUEHHUS.

Jis mosryyeHus: HaHOTIOPOIIKOB THUOKCHA IIMPKOHUS MOTYT OBITH HMCIHOJIB30-
BaHbl Pa3JINYHbIE METO/Ibl, HAaNOO0JIee COBPEMEHHBIM U3 KOTOPBIX celuac sBIISETCS
MEXAHOXMMHWUYECKUN CUHTE3. XMMHUYECKas peakUus MeX1y KOMIIOHEHTaMH, Ipo-
UCXOJAIIAsl B 30HE MEXaHUYECKUX HaNpsHKEHUH, IPUBOIUT K (OPMHUPOBAHUIO Ha-
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HOYACTHI] MMOPOIIKA, OJHAKO YIpPaBIECHUE UX pa3MepoM, Gopmoii u Ga3oBBIM CO-
CTaBOM OY€Hb 3aTPYAHUTENIBHO, TAK KaK BJIMATH Ha MapaMeTpbl MEXaHOXUMHUYE-
CKOM peaklMM MPaKTUYeCKH HEBO3MOKHO [1]. Mcronb3oBaHrne METOI0B THAPOIIH-
3a coJiell MpU CUHTE3€ HAHOIMOPOIIKOB IMO3BOJISIET B 0oJjiee IIHMPOKHUX Mpeaenax
YIPaBISATh pa3MEPOM YAaCTHIL 32 CUET BBEACHUS N0OABOK M U3MEHEHUs mapamMer-
poB (Bpems, TeMrneparypa, JaBleHHe) peakuuu rufponnsza. OJHaKO BO3HUKAIOT
npoOJIeMbl ¢ JOCTHXKEHUEM 3aJaHHOTO (ha30BOTO COCTaBa, K TOMY K€ YCIOBHUS
MPOBEICHUS PEAKIIMU JOPOTH U CIOKHBI JJI1 MacCOBOTO MTPOU3BOACTBA [2].
HanGonee npocTbiM M 5KOHOMHYECKH 3(PPEKTUBHBIM METOJIOM OJTYYEHHS I10-
POILIKOB JUOKCUAA IUPKOHUS MPU3HAH METOJI COBMECTHOTO OCAXKAECHUS TUAPOKCU-
JIOB ITUPKOHUS U Jerupymomeil 1o0aBku. OCHOBHBIMH HEOCTAaTKaMH JaHHOTO Me-
TOJIa CUUTAIOTCSA BBICOKHME arperupyeMocTh U arjloMepHUpyeMOCTb Ocajllka IpH Jie-
rUipaTallii ¥ CBA3aHHOE C ATHM HIMPOKOE paclpeAesieHue YacTHIl AUOKCHU]IA LIUp-
KOHUSI 10 pa3mepaM. MccienoBaHusi aBTOPOB JIaHHOM CTAaTbU MOKa3aJid, YTO HA
MPOLIECCHI arperayy 1 arjioMepaliy TiIpoKCUIa [UPKOHHUS, JIETUPOBAHHOTO UT-
TpueM, MokHO BiuATh npu nomouw CBY, MUMII u ynbprpazByka [3—5]. Takoe
yIpaBisieMOe BO3JCHCTBUE HA CTPYKTYPY arjoMepaToB T'MJIPOKCHIA LIUPKOHUS MO-
3BOJIIET CYLIECTBEHHO CHU3UThH pa3Mep HAHOUACTHII IMOPOIIKA TUOKCHUA [IUPKOHHUS
U TOJYYUTh Y3KOE pacrpeaeseHue 4acTul] mo pasmepam. OTMEUEHHOE BIUSHHE
¢bu3nyecKkux BO3JEHCTBUN Ha pa3Mep YacTUIl HAHOMOPOIIKA JAUOKCHIA IIUPKOHUS,
HECOMHEHHO, €CTh TPOSIBJIICHUE OOIIEro BIMSHUS JAHHBIX BO3JCWCTBUI HA MPOIEC-
CBI KPUCTATU3AIIMN B POCTa HAHOYACTHII TMOKCH A IIUpKOoHMs. Panee B padote [5]
ObUTa M3y4eHa KWHETHKA TPOIIECCOB ACTHAPATAIMU THAPOKCUIA IUPKOHUS IPH
KOHBEKIIMOHHOM u CBY-HarpeBe. bpuio mokazaHo, 4TO mepexoa OT KOHBEKIIMOH-
HOo k CBY-cymike ruapokcuia IUPKOHUS OOECIICUYMBAET CMEHY MEXaHW3Ma Jie-
TUApaTalyy OT JUHEHHOTO K ToMoreHHoMYy. [IpencraBnsier 6e3yClIoBHBIN HHTEpPEC
BOMPOC, KAK MOTYT OTPa3HThCS TaKue M3MEHEHHUs Ha mporecce (HOPMUPOBAHHS
YaCTHI] KPUCTAUTMYECKOTO OKCHA LHUPKOHUS. B CBs3U ¢ 3TUM 1eNblO IaHHOM pa-
OOTBI SIBIISICTCSI UCCIENOBAHHE KUHETUYSCKUX 3aKOHOMEPHOCTEH KPHCTAILTU3AINH
HAHOPAa3MEPHOI'0 OKCHJAa IUPKOHMS, (HopMuUpyeMOro mu3 amopHOro THAPOKCHUIA
IUPKOHUS, BBICYIIEHHOTO B YCIOBUSIX KOHBEKIIMOHHOTO, CBY-HarpeBa u 8 UMIL.

MeToauka 3KCIIEPUMEHTA

[Topomiku cocraBa ZrOy—3 mol.% Y,03 nonyyanu MeTooM 00paTHOro COBMECT-
HOT'O OC&KJCHMS TUAPOKCHUJIIOB U3 a30THOKUCIBIX PACTBOPOB COJIEH, B3ATHIX B CTe-
XHOMETPUYECKOM COOTHOIIEHUH, BOJHBIM pPacTBOPOM aMMHaKa MPU BOJOPOJHOM
nokazatene 9. OcaJok MHOTOKPATHO MPOMBIBAIH [UTS YAATCHUS TOOOYHBIX MIPOIYK-
TOB peakuuH [4] v moABEpraiu CyIKe NPy Pa3INYHbIX YCIOBUIX U MTPOKATMBAHUIO.

Bbuti MPUTOTOBIIEHBI TPU MAPTUH 00PA3IIOB, PA3IHYAIONIHECS BUIOM 00padboT-
KU THAPOKCUAA HUPKOHUS. CyIIKY MOPOUIKOB MPOU3BOIWIM OTACIBHO IS Kax-
JIOM TIapTUH:

1) ma Bo3ayxe npu 120°C B Tepmotkady;

2) B CBU-neun «2nexkrponukay. Mcrounnkom CBY-konebanmii ciryxuin mar-
HETPOHHBIN reHepaTop, padotaromuii Ha yactote 2450 MHz, ¢ uznydaemoii B kKa-
Mepy MolHocTh0 600 W;
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3) B ycnoBusix BozaeictBuss UMII mpu 110—120°C B cnenuaibHOM yCTaHOBKE.
Ucnonw3oBanu cnabeie UMII ¢ ammmutynoi H = 104—105 A/m, yacToTOH Cclieno-
Bauus /= 0.5-10 Hz u HecummeTpuyHOi GOopMOI UMITYIIBCA.

Tepmuyeckyio 00pabOTKy HMOPOILIKOB T'MIPOKCHIOB IIUPKOHUS, BBICYIIEHHBIX
NpU yKa3aHHBIX YCIOBUAX, OCYHIECTBIsIM B neun conpotusinenus CHOJI npu
TeMriepatypax coorBercTBeHHO 385; 400 u 415°C. OGpa3iibl OMHAKOBOW MacChl
MOMEIIAJId B TPEABAPUTENIbHO HArpeTylo Iedb, BBIIEPKUBAIU OINPEICICHHOE
BpeMsl U U3BJICKAJI U3 TOPSYEH MeUH.

UccnenoBanme ¢azoBoro coctaBa u pazmepa OKP mOpOIIKOB M KepaMUKH
npoBoIuiIu peHTreHorpaduueckn Ha ycranoBke JIPOH-3. ChemKy BBINOJIHSIN B

otdunbTpoBaHHOM (N1) Cu K -uznyduennn. KomnuecTBo KpuCTaTHUECKON (ha3bl
onpenensuy 1o miomany muka (111) terparonansHoit das3er. Pasmep OKP pac-
cuntbiBau o Gopmyne CenskoBa—Lllepepa. CTpyKTypy HOPOIIKOB H3y4Yald Me-
TOJIOM MPOCBEYMBAIOIIEH AJIEKTPOHHOW MHUKPOCKONUU Ha 3JIEKTPOHHOM MHKPO-
ckorie JEM-200A.

Jlng aHanu3a KMHETUYECKUX KPUBBIX KPUCTAIU3ALUU THIPOKCHUIA TUPKOHUS
UCTIONB30BaH (hopManbHyio Teoputo Appamu [10,11]:

a(t)=1- exp(— t"Ky ),

rae o(t) = a(t)/a(0) — OTHOCUTENBHOE KOTUYECTBO KPUCTAITNIECKOM (Da3bl B MO-
MEHT BPEMECHH f; 1 — IOKa3aTellb CTCIICHU B YPAaBHEHUU ABpPaMH, XapaKTePU3YIO-

M MEXaHW3M KpUCTaIu3anuu; K; — KOHCTAHTa CKOPOCTH MpEBpAIlCHHs

aMop¢HOI (a3bl B KPUCTATUTMUECKYIO.

Pe3yabTaThl M 00Cy:KI€HUE

[IpoBeneHHBIE pEHTTEHOCTPYKTYPHBIE UCCIIEIOBAHUS TAPTUIM ITOPOIIKOB OKCH-
JIOB LIMPKOHUS MMOKA3aJIM, YTO IPU YKa3aHHBIX TeMIepaTypax TepMUYecKoil oOpa-
OO0TKM MPOUCXOIUT KPUCTALIM3ALUS THIPOKCHA IMPKOHUS B €ro OKCHJI ¢ 00pa-
30BaHMeM TeTparoHanbHON (7) ¢a3pl (MCKaKeHHas KPHCTAIMUECKas peleTKa
tuna dumoopura — Fm3M). Beiio 00HapYKEHO CYIIECTBEHHOE BIIMSHUE UCIOIB30-
BaHHBIX BUJIOB MPEABAPUTEIBHON 0OpaOOTKH MOPOIIKOB THPOKCUIOB IUPKOHUS HA
MIPOLECC KPUCTAUIM3AaUUU AUOKcHaa nupkonus. Ha puc. 1 npuBeneHsl xapakrep-
HbIE€ PEHTTEHOIPaMMBbI ATHUX MOPOILIKOB /715 TeMepaTypsl npokanusanus 400°C.

W3 ananmm3a NaHHBIX PEHTIE€HOCTPYKTYPHOTO aHAIM3a CIENYET, YTO HE3aBHCHUMO
OT BEJIMYUH TEMIIEPATYPHI U BpEMEHH TEPMUUECKON 00pabOTKH, pacCMaTPUBAEMBIX
B JaHHOU padote, pazmep OKP mopomkoB okcuaa MUpKoHUs B mapTusx 2 u 3 (8.0—
8.5 nm) B 1.5 pa3za mensie, yem B maptuu 1 (12.5 nm). Cnexyer oTMeTUTH, YTO
pu TepmMoodpadoTke mpu 385°C mporecchl KPUCTAIUTH3AIMN B TIOPOIITKAX THIAPO-
KCHJIa LIMPKOHMS, NpeaBapuTensHo oopadoranusix CBY u UMII, unyt uaTeHCHB-
Hee, YeM IMPU UCHOJIb30BAHWM KOHBEKIIMOHHOW cymiku. [Ipym nmpokamuBanuu npu
400°C nporuecchl KpUCTAUIM3ALMU B NMapTUAX 2 U 3 MO CpaBHEHMIO ¢ maprtuei |
MPOTEKAIOT ONEPEKAIOIUMHI TEMIIAaMH TPU MaJIbIX 3HAYEHUSX BPEMEHH TEpPMOOO-
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32 31 30 29 28
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Puc. 1. PeHTreHorpaMMsl MOpPOILIKOB AMOKCHIA
LUPKOHUS, TPOKAJEHHOIO MpPU PA3IUUHBIX
temriepatypax: / — 385°C, 30 min (amopdHas
CTpyKTypa); 2, 3, 4 — 400°C, 20 min (amopd-
HO-KpHCTaJUTHYecKast CTpykTypa) mocie MMII
(2), CBY (3), KOHBEKIITMOHHOW CYIIKH IpH
120°C (4); 5 — 500°C, 60 min (100% T-¢a3sr)
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pabotku (mo 30 min). OmHako Ha
3aBEpILUAIOLICH CTaauu 0N Kpu-
CTAUIMYECKON (a3l B  TOPOIIKE
naptuu 1 okaspiBaercsi OoJbIIIe, YeM
B TIopomkax maptuii 2 u 3 (puc. 2).
IIpu Temmeparype NpOKAIUBAHUSA
415°C mnporecc KpHUCTaUIM3ALMKA B
MOPOIIKE MapTu | WAET HACTOIBKO
MHTEHCHUBHO, YTO UCCJEIOBAaHHUE KU-
HETUKW KPUCTAIM3ALMU B HAIIUX
YCTIOBUSIX BECbMa 3aTPYyIHUTEIHHO.
ITopomiku nmaptuii 2 u 3 npu Jas-
HOM TemmepaType JAEMOHCTPUPYIOT
TPAJAUIIUOHHYIO «CUTMOHIATHHYIO»
dhopmy KuHeTHUYeCKON KpuBoi. Ciie-
JIOBaTEJIbHO, MCIOJIb30BAaHUE HM-
MyJIbCHO-BOJTHOBBIX 0OpabOTOK TIO-
3BOJISIET PACIIUPUTH TEMIIEpaTyp-
HBIM JMana3oH KpUCTAIIM3AlUU B
CTOPOHY HHU3KHX TEMIeparyp H
CHM3UTh Pa3Mep KpUCTAJUIMYECKON
YacTUIBl JWOKCHIA LHUPKOHHUS B
1.5-2 pa3a no CpaBHEHHIO C TpaIu-
IIMOHHON 00paboTkoil. OmnucaHHbIE
pa3nuuusl OTpaXaloTcss M B Mapa-
Merpax ABpamu (TaOm. 1), KOTOpbIe
CBHUJIETEIBCTBYIOT 00 M3MEHEHHU HE
TOJIBKO CKOPOCTH, HO U MEXaHH3Ma
npoliecca KpUCTayUIN3alHu.
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Puc. 2. KuneTrka KpUCTALTU3AIUN THAPOKCHIA IUPKOHUS, IpoKalieHHOTo 1pH 385 (@) n
400°C (0): m — xouBeknuonHas cymka mpu 120°C, e — CBY, A — IMII
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Tabauma 1
KI/IHeTI/IKa ancra.]mmamm IUOKCHIA III/I[)KOHI/ISI B 3AaBUCHUMOCTH
0T BU/IA MpPeABAPUTEILHOMH 00padoTKHU

n InK

Temmepatypa npokanuBanus, °C
385 400 415 385 400 415

Ne nmapTuu Bun o6paboTku

Konsexnnonnas
: cymika ripu 120°C 44 - - -18.7 | -18.1 -
2 CBY 33 4.1 23 | -138 | 129 | -5.8

3 WMIT npu 110-120°C| 3.5 3.9 24 -14.7 | 122 | 6.2

DKCrepuMEHTAIbHBIE 3HAUEHUSI KOJIMYECTBA KPUCTAIIINUYECKON (a3bl B Hcce-
JyeMbIX MOPOILIKaxX MpeACTaBlIeHbl TOYKaMU Ha pHUC. 2. AHaNIU3 KUHETUKH KpHU-
CTaJIM3alMU MPU MTOMOIIU TEOPUU ABpaMU MPOBOAMIA HA JIMHEUHBIX ydacTKax
KPUBBIX, BEJINYMHA KOTOPBIX HECKOJIBKO MEHsJIach B 3aBUCMMOCTH OT BUAa oOpa-
6otku u B nuamnazone ot (10 = 5) no (80 + 5)% kpucramnnueckoit ¢asbl. YdacTku
KHHETUYECKUX KPHUBBIX, IEPECTPOCHHBIE B KOOpAUHATaX ABpaMH, MPEIACTaBICHBI
Ha puc. 3. IlpsmMble, coenHAIONINE SKCIIEPUMEHTAIbHBIE 3HAUYEHUS, TIPOBOIUIN
METOJIOM HaUMEHBIIUX KBaJpaToB. AHAIN3 MPOJEMOHCTPUPOBAJ, YTO U IOKa3a-
TEJIb CTENEHU, U KOHCTaHTa CKOPOCTU B YPaBHEHUH ABpaMu, OMHUCHIBAIOIINE KPU-
CTAJTM3AIUIO B MAPTUSAX TUAPOKCUIOB IUPKOHUS 2 U 3, CYIIECTBEHHO OTJINYAIOT-
cs OT mapTud 1. DTO TOBOPUT O TOM, UTO dJIEKTpoMarHuTHbIe Bo3aehcTus (CBY
u VIMII) BBI3BIBaIOT B CTPYKTYPHOM COCTOSIHUM THAPOKCHIA LIUPKOHUS HEKOTO-
pble U3MEHEHUs, CIIOCOOCTBYIOIINE U3MEHEHUIO KaK MEXaHU3Ma, TaK U CKOPOCTHU
KPUCTAIIIM3AUH THAPOKCHIa IUPKOHUS. Paznuuns ykazaHHBIX MapamMeTpoB MpH-
BOAAT K cHUkeHHIo pazmepoB OKP mopomkoB quokcuaa HUPKOHUS, IPEABApU-
tensHO oOpaboranubix CBY u UMII (Tab:. 2).
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Puc. 3. Knnetnka KpuCTaUTH3AIIUH THIPOKCUAA IIUPKOHUS, IPOKaICHHOTO 1ipH 385 (a) u
400°C (6), B koopauHaTax In[—In(1 — a)]-Inz. O6o3HaueHHS Kak HA pHC. 2
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Tabmuma 2
KoanuectBo 7-¢a3sl u pazmep OKP-nopomkoB okcuaa HUPKOHMS,
npoxkajgenHoro npu 400°C, B 3aBUCMMOCTH OT BU/IA NMPeABAPUTEILHONH 00padoTKHU

Bpows | \OHBEKLHMOHHAA CyIia CBY VIMIT ripu 110-120°C
00paboTKH, npu 120°C
min KOJIMYECTBO| pa3Mep |KOJIMYECTBO| pasMep |KOJIMYECTBO| pasMmep
¢daspl, % | OKP,nm | daser, % | OKP,nm | a3, % | OKP, nm
10 1 - 2 - 1 -
15 - - 15 - 4 -
17 - - - - 23 -
20 14 12.5 37.6 7.2 36 8.2
22 22 12.5 - - - -
25 53 12.5 72 8.0 69 8.2
30 74 12.5 78 8.1 74 8.4
35 93 12.5 - - - -
40 94 12.5 87 8.1 89 8.4
50 95 12.5 92 8.1 90 8.4
60 96 13.0 94 8.1 92 8.4

OnucaHHbIEC pa3Iuyus B KUHETUKE KpucTaum3anuu u pazmepe OKP nopom-
KOBOW CHCTEMBI Ha OCHOBE JIMOKCHJIa LIMPKOHUS CBSI3aHBI C OCOOCHHOCTSIMU TIpe-
BpaleHus: aMop(HOTo TUAPOKCUAA IUPKOHHS B €70 KPUCTAITUYCCKUHI THOKCUL.

N3BecTHO, YTO OOBOJHEHHBIN T'ellb THAPOKCHIA IUPKOHUS [6—8] monumepu3y-
€TCs 3a CYET B3aUMOJACUCTBUS MEXKAY I'MAPOKCWIBHBIMU I'pynnamu U Boaou. I[lpu
HarpeBe, ¢ yxogom Bonabl M1 OH-rpynmn, naHHas moJMMepu30BaHHas CTPYKTYpa,
COCJMHEHHas] BOJOPOAHBIMU CBSI3IMH, BHUJOU3MEHSETCA, (OPMHPYs NPEAKpU-
cTaJTM3alnnoHHble o0mactu. Takum oOpa3om, Mpoliecchl, POUCXOISIINE MPH T0-
JUMEpU3alMM U JErHJpaTallii, BIUSIOT Ha CTPYKTYpY T'MAPOKCHAA LHUPKOHUS.
[IpoBenennsie B pabote [5] uccrmenoBaHusT KMHETUKH TpoOIecca JeruapaTaluu
TUAPOKCUAA LIUPKOHUS NpU KOHBEKIMOHHOM Harpee U B CBY-mone noxazanm,
YTO MEXAHU3MbI U CKOPOCTH JErMApPAaTallU THAPOKCUAA LIUPKOHUS IIPU KOHBEK-
oHHOM U CBU-HarpeBe CyIecTBeHHO OTIIMYAIOTCA. DTO MPUBOJUT K POPMHUPO-
BAHUIO PA3JIMYHBIX CTPYKTYP TMIAPOKCHAA LHUPKOHHUS, YTO, BEPOSITHO, CBA3AHO C
pa3yiMuueM B3aUMOJACUCTBUS 3JIEKTPOMAarHUTHOM U TEIJIOBOM DHEPIUM C BEILECT-
BOM (BoJ0i1). Hanpumep, Hanmuuue rpajinueHTa TemMrnepaTypsl IpU KOHBEKIIMOHHOM
HarpeBe MOXKET BbI3bIBATh HANPaBICHHOE (OPMHUPOBAHUE OTHOCHUTENIBHO OOJIb-
KX KpUCTAJUIOrpaduyecKu OJUHAKOBO OPUEHTHUPOBAHHBIX O0JacTeH, CleACTBU-
eM uero Oyzaer oOpa3oBaHHE YACTHIl OKCHAA LUPKOHUS C OOJNBLIMM pa3zMepoM
OKP. M30TpOonHOCTh U OHOPOJHOCTH HarpeBa BEIIECTBA, BBI3BAHHOTO MOTJIONIE-
HUEM JIEKTPOMArHUTHOTO MOJIS B KaXKJOW €ro TOUYKE, BEPOATHO, IPUBOAUT K pas-
PYILIEHUIO MOJUMEPHBIX slueeK U 00pa30BaHUIO OOJBIIOTO KOJIMYECTBA PA30PUEH-
TUPOBAHHBIX objacteil (puc. 4), KpUCTAJUIM3ALUS B KOTOPBIX BBI3BIBACT (POPMHU-
pOBaHUE YaCTHUIl OKCUIA IUPKOHMS ¢ MajbiM pazmepom OKP.

CrnenoBarenbHO, 110 HalIEMy MHEHHUIO, JJIEKTPOMArHuTHOE BO3/ICHCTBHE HA 00-
BOJHEHHBIN 0CAI0K THAPOKCUAA HUPKOHUS U3MEHSAET CKOPOCTh yJaJeHUs BOJbI U
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Puc. 4. DIeKTpOHHO-MUKPOCKOITUYECKOE M300paKEHUE CTPYKTYPBI TUAPOKCHIA IIUPKO-
HUS, BRICYIIIEHHOTO: @, 6 — ipu 120°C; 6, 2 — pu 120°C B UMII u mpokaieHHOT0 Mmpu
500°C

OH-rpynm u3 CTpyKTYpbl THIPOKCHIA [IUPKOHUS U TEM CaMbIM BIIMSET HA KMHETH-
Ky KPUCTAJUIM3AIlUU U pa3Mep YacTHIl OKCHIA UPKOHUS. BeposaTHbIM 00bSICHEHH-
€M H3MEHEHHsI CKOPOCTM M MeXaHH3Ma KPHUCTAUTM3aluM MOKET OBITh BIIUSHHE
CBY u UMII Ha nporiecchl AeruapaTalii U NOJIMMEPHU3aUi THAPOKCUIA LIUPKO-
HUS ¥ CBSI3aHHBIE C 3TUM Pa3JIMYHbIe HaYaJbHbIE YCIOBUS KPUCTATUIN3ALMU OKCHUIA
HUpKOHMS. PaspyllieHne MoauMMepHBIX BOJOPOAHBIX CBSI3€H MEXIY YacTHIIAMU
(TeTpamepaMu) IMPKOHUS BBI3BIBAET CHHKEHHE pa3Mepa o0acTeid, B KOTOPBIX Oy-
JIET MPOUCXOANTH KPUCTATUIM3AIMS. 3a CUET CTAOUIM3UPYIOIIEro BIUSHHUS TIOBEPX-
HOCTU Ha (ha30BbIC MPEBpaIICHU [9], B TOM YKCIIE€ ¥ HA KPUCTALTU3AIINIO, TaHHBIC
BO3/ICUCTBHS CIIOCOOHBI BIMATH HA MEXaHW3M KPUCTAIUIM3AIUN OKCUIA [IUPKOHUS.

3akaroueHue

B pabote nokaszaHo, uto snekrpoMarutHsie BozaeicTBus (CBY u UMII) na
THPOKCH]] IIUPKOHUS BBI3BIBAIOT N3MEHEHHE CKOPOCTH M MEXaHNW3Ma KPHCTaJUIU-
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3allMM AMOKCHJA LIMPKOHUSA NPU AAJbHEHIIeM Harpese. M3MeHeHne mexaHm3ma
KPUCTATU3AIMH ¢ 00BEMHOI0 Ha TIOBEPXHOCTHBIHN, BEPOSITHO, CBA3aHO C CYIIIECT-
BEHHBIM U3MEHEHUEM CTPYKTYPBI THAPOKCUA IUPKOHHUSA 3a CUET MOBBIIIECHUS €r0
yIeNbHOW OBEpXHOCTHU. [laHHBIE BO3ICHCTBUS TIO3BOJISIOT PACIIMPUTH 001acTh pea-
JM3YeMbIX Pa3MEpOB HAHOYACTHIL JUOKCH/IA LIMPKOHUS B CTOPOHY MaibIX (7—8 nm)
U YIpaBJIATh GOPMHUPOBAHUEM CTPYKTYPHI U pa3MEepPOM HAHOYACTHUIl OKCUIA ITUP-
KOHUS.
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L A. Danilenko, T.E. Konstantinova, G.K. Volkova, V.A. Glazunova, A.S. Doroshkevich

EFFECT OF MICROWAVE AND PULSED MAGNETIC FIELD
ON CRYSTALLIZATION OF ZIRCONIA

The influence of microwave and pulsed magnetic field (PMF) on transformation of amor-
phous zirconium hydroxide, obtained by coprecipitation technique, to crystal zirconia was
investigated. The crystallization kinetics of zirconia at 385—415°C was studied. Basing on
Avrami equation a relative analysis of crystallization kinetics of zirconia particles de-
pending on type of pretreatment was carried out. The using of pulse-wave methods in
zirconia synthesis procedure effects crystallization parameters and allows to synthesize
zirconia nanopowders with the coherent scattering area (CSA) size of 8—8.5 nm.

Fig. 1. XRD patterns of zirconia powders calcined at different temperatures: / — 385°C,
30 min (amorphous structure); 2, 3, 4 — 400°C, 20 min (amorphous-crystalline structure)
after PMF (2), microwave (3), convection drying at 120°C (4); 5 — 500°C, 60 min (100%
T-phase)
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Fig. 2. Crystallization kinetics for zirconium hydroxide calcined at 385 (a) and 400°C
(6): m — convection drying at 120°C, @ — microwave, A — PMF

Fig. 3. Crystallization kinetics for zirconium hydroxide calcined at 385 (a) and 400°C (6)
in In[-In(1 — o)]-Inz coordinates. Symbols are identical to those of Fig. 2

Fig. 4. TEM image of zirconium hydroxide dried at: a, 6 — 120°C; 6, 2 — 120°C at PMF
and calcined at 500°C
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