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Paccmompeno enuanue pexcumos mepmoodpabomxu u npoOOIHCUMENbHOCU 2UOPOMEPMATbHOL 00padomKu
npu 210°C na ghazoswlil cocmas, pasmep Kpucmaiiumos u Hanovacmuy opmodgpocghama nawmana (LaPOy).
IHokazano enuanue ycioguii Hazpesa npu cuopomepmansrnom cunmeze LaPOy na cmpykmypHuiii nepexoo
opmogochama nanmana co cmpykmypot pabooghana 6 pazy co cmpykmypoii MoHayuma, a makaice Ha Mop-
¢onoeuio yacmuy u pazmepwi kpucmaniumos. Onpedeneno, umo aza co cmpyKkmypoil MOHAYuma ¢ pasme-
pom kpucmannumos oxkono 12 um u 6e3 npumeceti paboogana oopazyemest wepes 30 mun 2uopomepmanbHoil
obpabomxu npu 210°C 6 ciyuae MUKPOBOTHOB020 HAZPesa cudpomepmanvHo2o Gaouda. IIpu ucnonvzosanuu
BHEWIHe20 Hacpesa asmMOoKIag08 NPU Mol Jce memnepanype Hympu aemokiasd cpeonue pamepvl KpUucmai-
aumos obpaszosasuieiics ¢hazvl Mmonayuma cocmagasiom 17 um.

Kiroueble ciioBa: Hanokpucmanivl; monayum, paboogan, LaPOy; cudpomepmanvhas odpabomra; MUKpo-

BOIHOBOL HA2pes; (azoewlil nepexod

DOI: 10.31857/50044461820040076

Optodocdar naHTaHa co CTPYKTypOl MOHAIUTA
(m-LaPQOg4) obnanaeT BBICOKOW TeMIIEpaTypoH IJjiaBiie-
Hus (2000 K) [1], npakTiyaecku HepacTBOPUM B Bozie [2],
o0aaeT BEICOKOH M30MOP(HON EMKOCTHIO K OOJTBITIOMY
YHUCITy JTAHTAHOWJIOB M aKTHHOWIOB [3, 4], yCTOHYMB K
paauanmonnomy nospexaeHuto [5]. [lokaszano [6], yto
HaHo4acTUIEl Ha ocHOBe LaPO4 pazmepom okoso 5 HM
coxpaHsoT 10 99.9% mpoayKTOB pacmaza B TEUCHHE
20 mueit. Heoprannyeckue HAHOYACTHUIIHI MIPEACTABIISA-

10T OOJIBIION MHTEPEC B KaueCTBE HOCHUTENeH /s Tepa-
MEeBTUYECKUX PATUOU3OTONOB U MOTYT UCIOJIB30BATHCS
IUTs1 TUarHOCTUYEeCKOM Bu3yanu3auuu [7]. HanouacTuiist
Ha ocHOBe oprodocdara TaHTaHa TEPCIICKTUBHEI B Ka-
YECTBE MOTCHIUAIBHBIX HOCUTEJICH JUIS O- U [-U3ITy-
yarejied. B xoxe nccnenoBanus HanoyacTuilbl LaPOy,
JIerupoBaHHble 225A ¢, YCHEIHO U30JUPOBAIIN PaAIH-
OHYKJIUJl U JOYEPHUE MPOAYKTHI pacrnajaa BCIEACTBUE
TOTO, YTO UMEIOT CXOIHYIO C MarpuyHOH (azoit cTpyk-
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Typy MoHauuTa [8, 9]. HanocTpykTypsl siipo—o0osouka
LnPO4 (Ln = La, Gd) ycnemHo nmponuii UCTIBITAHUS 110
ONOKMPOBKE pacpOCTpaHEHHs MPOAYKTOB pacraja mpu
o-teparnuu [10].

s maTepuanoB Ha ocHOBe opTodocdara JaHTaHa
XapaKTepeH KOMIUIEKC CBOMCTB, BCIEACTBHE KOTOPBIX
OHHM 00JTaJIAI0T ITMPOKUM CIIEKTPOM IPUMEHEHHUH B TeX-
HUKE Y TeXHOJIOTHH.

YMeHbLIeHHE Pa3MepOB YacTUL U KPUCTAJUIUTOB JI0
HAaHOMETPOBBIX 3HAYCHUH, KaK U3BECTHO, IPUBOJUT BO
MHOTHX CITy4asx K KapJHHaJIbHOMY H3MEHEHHIO CBONCTB
MaTepHuajoB. DTO OTHOCUTCS U K MaTepuaiaM Ha OCHOBE
oprodocdara nantana [11-15].

Optodocdar nanTaHa co cTpyKTypoit pabaodana
SIBJISICTCSI THpAaTHPOBaHHOM opMoii oprodocdara jgaH-
taHa (h-LaPO4-nH;0) 1 ucnone3yercst Ipu noryueHun
MOHAIMTHON KepaMuku. CHHTE3 HAaHOYACTHUI] HA OCHOBE
LaPO4 MoeT npoBOAUTECS pa3InYHBIMU METOIAMU, Ta-
KHMH Kak coocaxzaenue [16, 17], coHoxumuueckuii Me-
tox [ 18], ocask/ieHE ¢ HCTIONE30BAaHUEM MUKPOPEAKTOpa
CO CTaJKHBAarOLMMuCcs cTpysaMu [19], conbBoTepmuue-
ckuit/ruaporepmanbHbIil cuaTtes [20, 21], TBeprodazHbrit
cunres [22].

OcaxeHue U3 pacTBOPOB, 30Jb-T€Ib METOA U MU-
KPOPEaKTOPHBIA CHHTE3 MO3BOJAIOT MOJIyYaTh Mpeu-
mymiectBeHHO /-LaPOy4 B Buae mukpo- [16, 23-26] u
HaHouactull [27-29]. 'maparuposannas Gopma opro-
(docdara nanTaHa SABISETCSA MPEKYPCOPOM AJIS TOTyYe-
Hust m-LaPO4 — oprodocdara manTaHa co CTPYyKTypoi
MOHaUMTa. B ruapoTepManbHbIX yCIOBUSAX BO3MOXKHO
MOJIy4YeHHEe HAaHOKPUCTAJUNIMYECKUX YACTHI[ C pa3HOU
CTPYKTYpO# 1 Mopdornorueli B 3aBucumocts ot pH cpe-
Jbl, TIPOJIOJKUTEIBHOCTH U TEMIIEPATyPHOTO PEXUMa
cunrtesa [30-33]. TemnepaTypHblil pe:)XuM Harpera u
OXJIK/ICHHS aBTOKJIaBa B OOJIBIIION CTETIEHU 3aBHCHUT
OT HCIIOJIb3yEeMBIX TEXHHUECKUX cpeacTB. Hampumep,
HCIIOIb30BaHHE MHUKPOBOJIHOBOTO HAarpeBa MO3BOJISET
OBICTpee HarpeBaTh peakuoHHY0 cpeny [34-40], yem
B CJIy4ae MCIOIb30BAHNS PAa3HBIX CITOCOOOB BHEITHETO
HarpeBa aBTOKJaBa. Tak Kak He TOJBKO TeMIleparypa
HM30TEPMUYECKOM BBIICPIKKH, HO M yCIOBHUSI HarpeBa—
OXJIAKACHUS PEaKLMOHHOTO MPOCTPAHCTBA MOTYT CY-
IIIECTBEHHO M3MEHUTH MPOIECC XUMHUECKHX U (ha30BBIX
MpeBpalieHnid B IUAPOTEpMAIbHBIX CpeJax, TO aKTy-
AJbHBIM SIBIISIETCS OINPENIeJICHUE BIUAHUSA CIIOCOOOB U
TEXHUYECKHUX CPEACTB THAPOTEPMAIbHOW 00paboTKu
Ha (a3oBbIi cocTas, pazMep u GOpPMYy KPUCTAILIUTOB U
yacTull HOPMHUPYIOLIUXCS POAYKTOB.

Lenbto paboTHI SIBISIIOCH ONPEEICHUE BIUSHUS pe-
JKUMOB ¥ YCIIOBUH THAPOTEpMalibHOI 00paboTku Ha
CcTpyKTypHBIN niepexon #-LaPO4 — m-LaPOy, a Tak-
e Ha MOP(OJIOTHIO YacTHUIl U pa3Mepbl KPHCTAIIIN-

Enukeesa M. O. u op.

TOB, YTO MO3BOJINT BECTU HAIPaBICHHBIH CUHTE3 Ha-
HOKPHUCTAJUIMYECKUX YacTul oprodocdara naHTaHa,
00MaarommX CTPYKTYpOil MOHAIINTA, a CIIEI0BATEIbHO,
SIBJISTIOIINXCS CTAOMIBHBIMU B IIMPOKOM MHTEpPBAJe TEM-

neparyp.

3KCHepHMeHTaJ’[BHaﬂ 4acTb

B kadyecTBe MCXOMHBIX BEMIECTB JJISi CHHTE3a OPTO-
(docdara TaHTaHa UCTIOIH30BATN YKBUMOJISIPHBIE PACTBO-
pot La(NO3)3-6H,0 (x.4.) u NH4H,PO4 (x.4.). PacTBOp
¢docdara aMMOHHS TPH TOCTOSHHOM TE€peMEIINBAaHUH
oOaBISITN K pacTBOpY HHUTpara jJaHTaHa. [lomydeHnyro
CYCTICH3HIO TIepeMENINBaIIN B TeueHne 10 MUH pu KOM-
HaTHOU Temmepatype, pH aucnepcroHHON cpenbl OblT
paBeH okoito 1. Cycniensust noasepraiach ruApoTepMalb-
HOI 00pa0oTKe B pa3HBIX yCIOBUSIX. COOTBETCTBYIOIINE
PEXKUMBI THAPOTEpMaTbHOU 00padboTkn (1-3) ommcansl
HUXKE.

1. McxonHas cycrnieH3usl oMeIanach B CTaJIbHON aB-
TOKJIaB C Te()IOHOBHIM BKJIQ/IBIIIIEM, KOTOPBIN HarpeBall-
Cs B IIEYH C YCTaHOBJICHHOHN Temmeparypou 7 = 210°C.
ABTOKJIaBbI BBIJIEPKUBAINCH NP JAaHHOM Temreparype
neyn ot 30 muH g0 20 4. [ocne TepmooOpadoTKH aBTO-
KJIaBBI BBIHUMAJIHCh U3 TI€YH U CAMOTIPOU3BOIBHO OCTHI-
BaJIM 0 KOMHATHOHN TeMIIEpaTyphl.

2. 'maportepmanbHas 00paboTKa HCXOAHOTO TIpe-
Kypcopa nposoauiachk B ycraHoBke KM-250 (Kemxko
WHXWHUPHUHT) CO BCTPOSHHOW TepMomnapoi u oborpe-
BOM CTEHOK aBTOKJaBa. [IpomomKuTeIsHOCTh H30TEp-
MUYECKOW BBIICPKKU (GUKCHPOBAIU TIO JOCTHIKECHUIO
TeMIeparypsl BHyTpu aBToknaBa ' =210°C. IIpu stom
TeMIiepaTypa Hapy>KHOIH CTEHKH aBTOKJIaBa ObLIa OKOJIO
225°C. N3otepmudeckas BIEpKKa coctapisiia 30, 60,
120 u 240 mun. [Tocne BBIKIIIOYCHUST HArPEBa aBTOKIIAB
CaMOIIPOU3BOJIBHO OXJIAXKJIAJICS 1O KOMHATHOM TeMIle-
parypsl.

3. JIms MUKpPOBOJTHOBOTO HArpeBa MCIOJIb30BAJICH
peaktop Monowave 400 (Anton Paar). OcymiecTBisuioch
MepeMeIINBaHNEe COAEP)KUMOro aBTOKJIaBa CO CKOPO-
CTBIO BpallleHUus] MarHUTHOM Mermanku 1000 o6 -Mun1.
Temmeparypa 210°C duxcupoBanmach BHyTPH aBTOKIaBa
M3 KBapIeBOT0 CTEeKJa MPU MOMOIIU MOTPYKHOM Tep-
momapsl (ruby thermometer). Temneparypa aBTOKNIaBa,
koTopyto ¢pukcuposan BHemHui MK-repmomerp (IR
thermometer), cocrapmsia 200°C. M3orepmmaeckast BbI-
JIep>KKa OCyIIecTBIsUIach B TeueHue 3—210 mun. Peaktop
Monowave 400 oxJIaKJaeT couepKUMOE aBTOKJIaBa J10
T="70°C 3a 10 MuH.

Bce nomydennbie 00pasiisl IPOMBIBAIN TUCTHILIAPO-
BaHHOI Bojo# 110 pH 7, ocaxknanu ueHTpudyrupoBaHm-
eM 1 BeicymmBany npu 7'= 8§0°C B Teuenue 24 u.
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Penrtrenoda3oBblii ananu3 o0pas3moB MPOBOAMIN MO
MOPOIIKOBBIM IU(PAKTOrpaMMaM, MOJIyYEHHBIM C HC-
MOJTb30BAHNEM PEHTTEHOBCKOTO nudpakromerpa Rigaku
SmartLab 3 (Cug,-u3ny4eHue) B JAuanasoHe yrioB
20 = 10-60° ¢ arom 0.01° 1 CKOPOCTHIO CKAHWPOBAHUS
2 rpag-mun—!. ®a3pl HACHTHOUINPOBAIH C UCIIONB30-
BanueM 0a3wl gaHHBIX PDF 2. KonmuecTBeHHBIH peHT-
reHo(a3oBbIl aHAINU3 00PA3IIOB TPOU3BOIUIA METOIOM
Purdenbna.

C menplo onpeaeneHns: CPEAHNX Pa3sMEpPOB KPUCTal-
JUTOB U WX pacupenencHus 1 h-LaPO4 u m-LaPOy
ObUTH BBHIOpAHBI HE HAKJIaJbIBAIOIIUECs IPYT HA JpY-
ra B cmecu (a3 nuku ¢ uHaekcamu Mumepa (£00):
IUISL CTPYKTYpBI padnodana — nuk ¢ uaaekcoM (100),
JUISL CTPYKTYPBI MOHAIUTa — MUK ¢ uHAekcoM (200).
PasMepbl KpUCTANIMTOB OMPEEISUIA ¢ TIOMOIIBIO TTPO-
rpammbl SmartLab Studio I ot Rigaku no ykazanHbsiM
HeHaK/IaapIBaromumMcs pediexcam. B Toil sxe nmporpamme
SmartLab Obl10 TOCTPOCHO JOrHOPMAILHOE pacpe/ie-
JICHWE KPUCTAJLTUTOB IO pa3Mepam U OTpeliesieHbI Cpe/l-
HEB3BEIICHHBIE pa3Mepbl KPUCTAJITUTOB 110 00bEMHOMY
pacrpeneneHuio.

Mopdosnoruueckue 0COOEHHOCTH U AIEMEHTHBIN CO-
cTaB 00pa3LoB ONpEEIIsUIN C UCTTOIB30BaHUEM CKaHUPY-
rorero aMekTpoHHoro Mukpockona (COM) FEI Quanta
200 ¢ npucTaBKOH 7151 PEHTIC€HOCIIEKTPAILHOTO MUKPO-
ananmu3a EDAX. O6paborky COM-CHUMKOB BBITIOTHSIIH
C oMoIIbI0 TporpaMMHoro obecrniedenust Imagel. Jlist

w‘w«—
(=

OMpEICNCHUsI CPEIHEN JUIMHBI U TUaMeTpa YacTHl] aHa-
JIU3UPOBAIOCH 0KOJIO0 150 OTAENBHBIX YaCTHULL.

O0cyxnenne pe3yJbTaToOB

AHanu3 3J€MEHTHOro cocTaBa 00pasloB, M10JIyUYeH-
HBIX TI0CJIC TIPOMBIBaHUS U CYIIKH COCTABOB IOCTE THU-
OpoTepManbHON 00pabOTKH, MOKa3all, YTO COOTHOIIE-
Hue 31eMeHToB La:P coctaBnsger 50:50 (£1-2%), T. e.
B IIpeJieNiax MOrPEUIHOCTH METO/a MOKHO CUUTATh €ro
otBevatomuM crexuomeTpun LaPOy.

PesynbraTsl peHTreHONU(PAKIIMOHHOTO UCCIIeI0Ba-
Hus (puc. 1) MOKa3bIBaIOT, 9TO UCXOAHBIN 00paser], mo-
Jy4eHHBIN MeToJIoM ocaxkaeHus ipu pH 1 u komHaTHOU
TeMIlepaType, UMeeT CTPYKTYypy pabmodana. [Tepexon
U3 CTPYKTYpHl pabnodaHa B CTPYKTypy MOHAIIUTA 3a-
BHCHT OT peXUMa THAPOTepMalbHONH 00paboTKHU (CM.
TaonuIy).

[Tpu pexume 1 rugporepmanbHOl 00pabOTKH Ie-
pexon LaPOy4 u3 cTpykTypsl pabnodana B CTPYyKTypy
MOHanuTa npu temmneparype B neuu 210°C npoucxoaut
3HAYUTEJIBHO I103XKE [0 CPABHEHUIO C JPYTUMHU PEXKU-
Mamu (cM. Tabnuiy). JlaHHblld GakT MOXKeT ObITh 00b-
SICHEH pa3InyveM MEXIy 3HauCHUSIMH TeMIIEPaTypbl B
ABTOKJIaBE U B II€YH, CBSI3aHHBIM C HHEPLUOHHOCTbHIO
polecca HarpeBa aBTOKJIaBa B II€UH, IPUUEM pasiiu-
ype B TeMIlepaTypax MOXET COCTaBIATh okojo 20° u
Oosiee. BenencTBre MHEPUMOHHOCTH Tpoliecca Harpesa

® ]
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“".\—JL\—;\—M__,AA.JLM
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Puc. 1. PertrenoBckue audpakTorpaMMbl 00pas3ioB, MOTYUYCHHBIX [IPH Pa3HOM BPEMEHH M30TEPMUYCCKOHN BBIICPKKU
U TIpU Pa3HBIX YCIOBUAX Harpesa.

a — HarpeBaHue aBTokjiasa B neuu npu 210°C, 6 — temneparypa BHyTpu aBrokiasa 210°C, 6 — MUKPOBOJIHOBOI Harpes,
TeMmneparypa BHyTpu aBroksasa 210°C.
1 — daza LaPOy4 co cTpykrypoii pabnodana — h-LaPOy4 (PDF 4-635), 2 — ¢aza LaPO4 co cTpykTypoii Mmonarura — m-LaPOy4
(PDF 32-493).
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JlucriepcHblil cocTaB 00pasIoB B 3aBUCUMOCTH OT YCJIOBUN THAPOTEPMAaIbHON 00paboTKH

Enukeesa M. O. u op.

Pexum Pasmep, um
T us—— Bpewms, KommyectBo (’garsm
06paboTKH MIH m-LaPOg4, % dxpucr™ f— l d d
(h-LaPOy) (m-LaPOy) acr aer acr
1 30 9+1 — — — —
60 13+1 — — — —
180 14+1 — 1790 + 150 127 + 38 15+2
240 65 16+2 9+1 — — —
300 75 15+£2 12+1 1340 + 180 74 £ 55 213
360 86 14+1 12+1 — — —
420 90 — 14+1 1360 += 95 55+45 30£2
480 95 — 15+£2 — — —
960 100 — 16+2 — — —
1200 100 — 17+2 — — —
2 30 100 — 17+2 1260 + 185 95+ 35 11+£3
60 100 — 18+2 — — —
120 100 — 18+2 — — —
240 100 — 19+£2 — — —
3 3 0 9+1 — — — —
5 0 10£1 — 710 + 180 62 +28 1243
10 30 11+£1 8+ 1 — — —
15 80 8+ 1 10+ 1 470 £210 37+25 15+1.5
20 90 7+1 11+1 — — —
30 100 — 12+1 920 + 135 55+15 17+2
90 100 — 14+1 1560 £ 205 113 £35 14+ 4
210 100 — 15+2

* PacueT pa3Mepa KpUCTaNIMTOB C MOMOIIBI0 TiporpammMel SmartLab Studio 1.

ABTOKJIABOB OyIyT pa3iuuaTbcsi 3HAYCHUS] HOMUHAIBHO-
IO U PEaJbHOI0 BPEMEHH W30TEPMHUUYECKON BBIICPKKU
(puc. 2). IIpu rugpoTepMabHON 00paObOTKE B PEIKUME
2 mocse U30TepMUIECKO BBIACPKKHU B TeueHne 30 MuH
oprodocdar 1aHTana HaOIIOAAETCS TOIBKO B CTPYKType
MoHaruta (puc. 1). [Ipu ucrnonb30BaHUM MUKPOBOJIHO-
BOTO HarpeBa rupoTepMantbHOTO (ronna (pexuM 3)
cTpykrypHas Tpanchopmanus h-LaPOy4 B m-LaPO4 Ha-
Omronaetcst yxxe nocne 10 MUH H30TepMUYECKON BBIICPIK-
KH (CM. TabIuILy).

Tpanchopmanms oprodocdara JaHTaHa CO CTPYK-
Typo# pabgodana B CTPYKTYpPY MOHAI[UTA COMPOBOXK-
JlaeTCsl BBIJIEJIEHUEM BOABI U3 CTPYKTYpHI [16, 41-43].
Crnenyer OTMETHUTh, YTO CTAOMIM3aLMs HEPAaBHOBEC-
HBIX CTPYKTYPHBIX COCTOSIHUH BCIICIICTBHE BXOXKICHUS
B CTPYKTYpPY KPHCTAJUIOB HEOOJBIIOr0 KOJIMYECTBA BO-
Il XapaKTepHa JUIsl MHOTUX OKCHIHBIX HAaHOYACTHULI,
CHUHTE3UPYEMBIX METOAAMHU «MOKpOU xumumn» [44, 45].

Kax ormeuanocs B [46, 47], cTpyKTypHOE MpeBpalie-
Hue h-LaPO4 — m-LaPO4 mpoucXoauT ¢ HEKOTOPEIM
OTCTaBaHUEM I10 OTHOIIECHUIO K IPOLIECCY BBIICICHUS
BOJIbI, YTO HAOIIONACTCS U MPH CTPYKTYPHBIX TpaHC(Op-
MalMAX OPYTUX OKCUAHBIX HAaHOCTPYKTYp, CTaOMIN3H-
POBaHHBIX BXOKJICHUEM B HUX HEOOJIBIIOrO KOJIMUYECTBA
BozIbl. CpaBHEHUE PE3yNIbTaTOB [0 U3MEHEHUIO (Pa30BOr0O
cocraBa oprodocdara JaHTaHa MPU THAPOTEPMATHLHON
00paboTKe B pa3NUYHBIX PEKUMAX, 00ECIIEYNBAEMBIX
HCIIOJIb30BAHUEM Pa3HBIX CIIOCOOOB HarpeBa ruapoTep-
MaJTbHOTO ()ITIOWIA, TOKA3hIBAET, YTO AKTUBHAS CTPYKTYP-
Has Tpancopmanust h-LaPOy4 — m-LaPOy4 Habmromaercst
TOJIBKO MPH JTOCTHKEHUU TEMIIEPaTyphbl B aBTOKJIaBe
210°C. Jaxke HE3HAUUTEIBbHOE CHU>KEHUE TEMIIEPATyphl
PEAKLMOHHOM Cpelibl IPUBOAUT K IIPAKTUYECKHU [IOJTHOMY
MIPEeKpalleHUI0 CTPYKTYpPHOro npeBpainenus. [loatomy
OYEHb BaKHBIM SIBIISIETCS MPELIU3MOHHBII KOHTPOJIb TEM-
reparypsl B aBTOKJIaBe B npoliecce nonyueHus m-LaPOy
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Puc. 2. KpuBble HarpeBa aBTOKJIaBa [10 PEXKUMY 2.

1 — TeMmeparypa THAPOTEpMaILHOTO (IIION/A,
2 — TemmepaTypa Hapy»KHOW CTEHKH aBTOKJIaBa.

B THAPOTEpMAIIbHBIX ycIoBusX. CpaBHEHUE TeMIepary-
pet nepexona h-LaPO4 — m-LaPO4 B rugpoTepmans-
HOM cpenie U Ha BO3IyXe, ONpPEACIICHHOM, HapuMep, B
[16], moKa3BIBaET, UTO IMEPEXO] CTPYKTYPHI pabnodana B
m-LaPQO4 Ha BO3MyXe MPOUCXOAUT MPHU 00Jiee BHICOKOI
Temreparype. OToT (akt, popManbHO MPOTUBOPEHALLUHA
3aKOHY JIEHCTBYIOIIMX Macc, IOKa3bIBAET, YTO, HECMO-
TPsl HA HEOOXOAUMOCTh yIaJIeHUs! BOJbI U3 CTPYKTYPHI
pabaodana st Tpanchopmaruu oprodocdara JaHTaHa
B CTPYKTYpy MOHAIMTA, TUMHTHPYIOLIUM MPOLECCOM
s iepexona h-LaPOy4 — m-LaPQy4 aBnsercs, mo-Bu-
IUMOMY, caMa CTPYKTYpHas IepecTpoiika, KoTopas B
TUAPOTEPMAJIbHBIX YCIOBUAX MPOXOJUT ObIcTpee Oia-
rozjapsi o0OJIEr4eHUIO MpoLecca MaccornepeHoca yepes
rugporepManbHbli Quitona. KoHTpons TemepaTypHOro
peXuMa B 30HE CTPYKTYPHOH TpaHChOopMaIii opTodoc-
¢ara 1aHTaHA OCOOCHHO aKTyalleH B CIIydasx, Korja He-
00X0AMMO TOJTy4aTh MaTepuajbl C MUHUMAaJIbHO BO3MOXK-
HBIMU pa3MepaMH KPUCTaJUINTOB, TaK KaK IOBBILICHUE
TEMIIEPaTypbl U IPOAOIDKUTEIbHOCTH IHAPOTEPMAIbHON
00paboTKH, KaK MpaBHIIO, MPUBOAUT K POCTY KPUCTAILIN-
TOB M HAHOYACTHII.

[Ipu rugporepmanbHOil 00paboTke 1Mo pexumy 1 110
(hazoBoro nepexona HabIIOMACTCS AKTUBHBIN POCT Cpel-
HUX 3HAYCHHH pa3MepoB KPUCTAIMUTOB pabmodaHa oT
~3 1o 16 um (puc. 3). [Tocne Hauana Tpanchopmauu
h-LaPO4 — m-LaPOy4 cpennmii pa3mep KpUCTAJUIUTOB
CO CTPYKTypoii pabmodana ymeHbmaercs. BHOBE cdop-
MHUPOBABIIMECS KPUCTAIUIUTHI CO CTPYKTYPOH MOHAIUTA
numeroT cpenHue pasmepsl 8—9 um. [lo mepe yBennyenus
nonu dasel m-LaPOy B cucteme cpeHne pa3Mepsl ee
KPHUCTAJUIUTOB Taloke pacTyT. IlosryueHHble pe3yibraTsl
MO3BOJISAIOT ClIeaTh 3aKII0YE€HNE O TOM, YTO B TIEPBYIO
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Puc. 3. 3aBucumocts pazmepoB kpuctamuto LaPOy, mo-

JTyYEHHBIX MIPU THAPOTEPMAIBHONH 00paboTKe B PEIKUME

1, u nonmu daser m-LaPO4 oT BpeMeHH M30TEepMHUECKON
BBIJICPIKKH.

1 — pa3Mep KpHUCTAJUITMTOB CTPYKTYPHI padbaodaH, onpe/eseH-
He1 10 pedrekcy (100); /' — cpeaHeB3BEeIICHHOS 3HAUCHHE
pa3Mepa KpUCTaJUTUTOB CTPYKTYpPbI padrodaH, onpeneneHHoe
110 00BEMHOMY PACIIPEICIICHUIO PA3MEPOB KPUCTAJUIUTOB T10
pedrexcy (100); 2 — pa3Mep KpUCTAJUTUTOB CTPYKTYPbI MOHa-
LUT, oTpe/ieeHHbII 110 peduiekcy (200); 2’ — cpemHeB3BelcH-
HOE 3Ha4YeHHE pa3Mepa KPHCTALUIUTOB CTPYKTYyphl MOHAIIUT,
OIpeNeJICHHOE M0 00BEMHOMY PacHpeelICHUI0 pa3MepoB
KpUCTaILIATOB 10 pediekcy (200).

odepeb TPaHC(HOPMHUPYIOTCS B CTPYKTYPY MOHAITUTA Ya-
ctuibl #-LaPO4, nMerommue He caMble OOJBITIIE Pa3MephI.
CorocrapiieHre H3MEHEHNH CPETHUX pa3MEpOB KPUCTaI-
JUTOB CTPYKTYPHBIX Moaudukanuii oprodocdara inaH-
TaHa u A01H (a3 ¢ MPOJOIIKUATEIHHOCTHIO TEPMOOOpa-
OOTKH TMOKA3bIBAET, YTO PEUIAIONIYIO POJIh B MEXaHU3ME
tparcopmanuu s-LaPOy4 — m-LaPOy4 urpaet nporecc
MIEPEKPUCTAIUTU3AINN YePe3 THAPOTEPMAITbHBIN (ITFOH]T.
BrnusiHue coctaBa u TemrepaTyphl THAPOTEPMATbHON
CpeBl Ha CKOPOCTh TpaHC(HOPMAIOHHOTO TIpoliecca 1
U3MEHEHHUE CPETHUX Pa3MEPOB KPHCTAIUIOB COCYILIECTBY-
fomuX (a3 mpu 3ToM OyIeT UMETh pelarolee 3Ha4eHHe.
Crnemyer OTMETUTH HAJTMYUE HEOOBIYHO JUTUTENLHOTO JIIIS
(ha30BBIX MEPEX00B MHAYKIIMOHHOTO ITEPHOa 10 Havdasa
tpanchopmaiuu h-LaPOy4 — m-LaPO4, 4ro MOXeT OBbITh
CBSI3aHO KaK C JUTMTEIBHOCTBHIO BBIXO/IA TUAPOTEPMAIIb-
HOH cpeJbl Ha TeMIEpaTypy, OTBEYAIONIYIO yIaTCHUIO
BOJBI M3 CTPYKTYPHI padbmodana, Tak U ¢ BO3MOKHOM
HEOOXOMMMOCTBIO JOCTIDKEeHUS Kpuctamnamu h-LaPOgy
pa3MepoB, MPU KOTOPBIX YCTOWYHMBON cTaHOBUTCS (haza
m-LaPOg.

IIpogomKUTETLHOCTE MOJHON TpaHchopManuu
h-LaPO4 — m-LaPO4 npu MUKpOBOJITHOBOM Harpese I'-
JPOTEpMaJILHON CPEJbl TI0 PEKUMY 3 COCTABIISIET OKOJIO
20 MuH.
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Puc. 4. 3aBucumocts pazmepoB kpuctamuutos LaPOy, no-
JY4YCHHBIX MPU THIPOTEPMaATbHON 00paboTKe B pexuMe
3, u gomu as3sl m-LaPOy4 oT BpeMeHU H30TepMUUECKOI
BBIICPKKU.
1 — pa3Mep KpUCTAUTITOB CTPYKTYPHI padbmodaH, ompeaencH-
HeIi 110 pedaexcy (100); /' — cpeaHeB3BeNlIEeHHOE 3HAUCHUE
pasMepa KpUCTAJUIUTOB CTPYKTYphI pabnodaH, onpeneaeHHoe
10 00BEMHOMY pPacIpeleICHUIO Pa3MepOB KPUCTAIUIUTOB IO
peduekcy (100); 2 — pa3Mep KPUCTAILUTUTOB CTPYKTYpPBI MOHa-
LIUT, OTIpeIeNIeHHbIH 10 pedurekcy (200); 2’ — cpemHeB3BEIICH-
HOE 3Ha4YCHHE pa3Mepa KPUCTAUIUTOB CTPYKTYypbl MOHAIIUT,
OTIpeJIeJIEHHOE 110 00BEMHOMY paclpeiesIeHuI0 pa3MepoB
KPUCTATUTOB 110 peduiekcy (200).

Crenyer OTMETHTh, YTO, HECMOTPS Ha TO YTO CKO-
POCTb pOCTa U MAKCUMAJIbHBIC 3HAYCHUSI CPEITHUX PazMe-
POB KpUCTAIUTUTOB OpTodocdara TaHTaHA CO CTPYKTYPOi
pabnodana 1o Hauana ux TpaHcPOpMalUHH B CTPYK-
Typy MOHAIUTA, a TAK)KE CKOPOCTh TpaHchopMaluu
h-LaPO4 — m-LaPO4 3HaUUTETHEHO 3aBUCAT OT peXKUMa
HarpeBa PeakIMOHHOMN Cpepl, CPETHUIN pa3mMep oopasy-

[, a.u.
0.012F
I 300 mun
- 2 420 MmuH
1 3 960 mun
0.008
0.004

50

d, am

Puc. 5. Pacnpenenenue kpuctamutos m-LaPO4 no pas-
MepaM JJ1s1 00pa3LoB, MOIyUYEeHHBIX IPY THAPOTEPMATIbHOM
o0OpaboTke B pexxume 1.

Enukeesa M. O. u op.

foumxcs KpuctainuToB ¢assl m-LaPO4 Ha HavamsHOM
sTare TpaHcGOopMaIuu B 000UX CITydasX OCTACTCS OfIU-
HaKOBBIM, paBHBEIM 8—9 HM (puc. 3, 4). [lo-BunuMomy,
3Ta BEJINYMHA COOTBETCTBYET MUHUMAIBHO BO3MOKHOMY
3HAUCHHIO 00pa3yIoUINXCcs MPH CTPYKTYPHOM Iepexojie
h-LaPO4 — m-LaPO4 xpucramnos m-LaPO4 [48].

Kak cremyer u3 aHanm3a JaHHBIX O paclpeieieHUH
no pasMmepam kpuctamiutoB LaPO4, monyuenHoro c
UCIIONIb30BaHuEM pexuma 1 (puc. 5), ¢ yBeanueHuEeM
BpPEMEHH M30TEPMHUYECKON BBIICPKKHU MpU (Pa3oBoit
tpanchopmaruu h-LaPOs4 — m-LaPO4 nabmromaercs
YBEIIMYCHHUE JTOJIH KpuCTaLIUTOB m-LaPO4 06ipmux
pa3mepoB. IIpu a3ToM pacnpenenenne KpUCTaLIUTOB 110
pa3mepam CTaHOBUTCS Oosiee mUpoKuM. Takoi xapakrep
M3MEHEHHS PACIIpeeNIeH s KpUCTAIIIUTOB 110 pa3Mepam
CBUJIETENBCTBYET O TOM, YTO YBEIHUCHHUE J0NH (a3bl
m-LaPOy4 nipu 1aHHOM peXuMe THAPOTEpPMaIbHON 00-
pabOTKH CBSI3aHO MTPEUMYIIIECTBEHHO C MacCOIIEPEHOCOM
ot yactuil #-LaPO4 k wactutiam m-LaPO4 gepes rumapo-
TEepPMaJIbHBIN (ITFOU]T.

s pexuma 2, korna ¢asa m-LaPO4 oOpasyercs Ha
O4YEeHb PAaHHEM 3Talle THAPOTEPMATHHON 00pabOTKH (CM.
TabIuIy), HAOMIOMAeTC s IPYTOH XapakTep M3MCHCHUS
pacmpenesaeHus] KpUCTAUIUTOB 10 pazMepam (puc. 6).

[Tocne obpazoBanus Hanouactun m-LaPOy4 yepes
30 MuH TUApoTEepMaNEHON 00padoTku nipu 210°C mpy-
TUX KPUCTAJUITMIECKUX (a3 B CHCTEME HE HaOII0HacTCs
(puc. 1). Bmecte ¢ TeM mocie ruapoTepManbHOi 00-
paboTku B TeueHue 60 MUH MPH TOM Ke TemIleparype
YBEJIMYNBAETCS OTHOCHTENbHAS JIOJIT HAHOKPUCTAIIIOB
MEHBIITNX pa3MepoB (puc. 6). IToT (HaKT MOXKET OBITH
00BSICHEH KPUCTAIIIM3AIMEH YaCTUYHO COXPAHHUBILICHCS
B PEAKIIMOHHOH cpenie aMopdHOI (a3bl, 00pasyroIeics

I, au
0.014F 1 30 mun
2 60 muH

i 3 120 mun
0010k 4 240 muH

L 3 Ji

2 4
0006k % -
0.002F
10 20 30 40

d, Hm

Puc. 6. Pacnpenenenue kpucramautos m-LaPOy4 mo pas-
MepaM 117151 00pas1oB, MOIyYEHHbBIX IPU THAPOTEPMAIIbHON
00paboTke B pexume 2.
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1, a.u.
0.020F
5 1 15 muH
2 30 muH
0.016F 3 90 MuH
0.012
0.008
0.004
10 30 50

d, uMm

Puc. 7. Pacnpenenenue kpuctamnutoB m-LaPO4 mo pas-
MepaM /17151 00pasIoB, MOTyYeHHBIX IPU THAPOTEPMAIbHON
00paboTKe B pexxume 3.

MpH Aeruaparanuu oprodocdara JaHTaHa CO CTPYKTY-
poti pabnodana [16]. JlanpHeliiee yBeTMIeHUE MPOLIOII-
JKUTEJILHOCTH THAPOTEPMAIIbHON 00paboTKH MPUBOAUT K
YBEJIUUCHUIO 10JIM HaHOKpUcTauioB m-LaPOy4 60mpmmx
pa3sMepoB U yHIMPEHUIO pacIpeesIeHUs] KPUCTaIN-
TOB I10 pazMepam, 4TO XapaKTEePHO IS Mpoliecca pocTa
KpUCTAJJIOB BCJIEACTBHE MEPEKPUCTAIIIN3AINH Yepe3
THIPOTEPMATBHBIN (PIFOUI.

Heckonbko OTJIMYHBIN OT OMMCAHHOTO BBIIIE XapaKTep
W3MEHEHUsI pacIpeieNIeHHsI KPHCTAIUTUTOB 110 pa3MepaM
HaOmoaeTcs A Cirydasi THIpOTepManbHON 00paboTKu
HCXOJHOTO TPEKypcopa Mpu MUKPOBOJHOBOM Harpe-
Be. Ecnu ¢ yBennyueHneM MpoAOKATEIbHOCTH THIPO-
TepMaibHOi 00paborku ¢ 15 mo 30 MuH HabIrONACTCS
YBEJIWYCHUE JTOTM KPUCTAJUIUTOB, UMCIOIIUX OOJIbIINE
pasMepsl, TO MIUPUHA paclpee’eHNus KPUCTAITUTOB
0 pa3MepaM OCTaeTCs Ha OTHOM ypoBHE (pHc. 7). DTOT
Mpolecc 0TBEYaeT NePEeKPUCTaUTH3AIMH HOHOYACTHUIL
¢azbl 1-LaPO4 B HanouacTuibl dasel m-LaPOy (puc. 4).
JlanpHelre n3MEHEeHHsI B paclpeie]IeHUN KPUCTAILIH-
TOB TI0 pasMepam (TuapoTepManbHas o0padoTka ot 30
1o 90 MUH) XapaKTEPHU3YIOTCS CYIIECTBEHHO MEHBITNM
TEMIIOM M3MEHEHUS CPEeTHUX Pa3MEpOB KPHUCTAJIINTOB
(puc. 4, 7), HO HabMOHAeTCS 3HAYUTEIBHOE YIIUPEHUE
pacrpeneneHusi KpUCTAITUTOB 0 pa3mepaM (puc. 7).
Takoe n3MeHeHUE paclpe/ieeHUs KPUCTAITUTOB 110
pasMepam XapakTepHO AJisl MePeKpUCTAIIIU3AlNN Ya-
CTHUII OJTHOHM (pa3bl, UTO W MOATBEPKIAETCS JaHHBIMH,
npuBeleHHBIMU Ha puc. 4. CleayeT OTMETUTh, YTO HC-
MOJIb30BaHNE MUKPOBOITHOBOTO CIIOCO0a HarpeBa rujpo-
TepMabHOW Cpe/bl MPUBOAMUT HE TOJIBKO K yBEIUYC-
HUIO ckopoctu Tpanchopmanuu s-LaPOys — m-LaPOy
Y YMEHBIIIEHHUIO CPETHUX Pa3MepOB KPUCTAIUTUTOB (hazbl

Puc. 8. Mukpodororpaduu HanocrepxkHei LaPOy, moiy-
YEHHBIX TPU THIPOTEPMATBHON 00paboTKe 1Mo pekumy 3,
n30TepMUYecKas BbiAepxKka 90 MuH.

CO CTPYKTYPOI MOHAIMTA, HO ¥ K IIOJy4YEHHUIO HAHOKpPU-
CTaJIJIOB C CYIIECTBEHHO O0Jiee y3KUM pacIpeaesieHueM
0 pazMepam.

JlaHHbBIE CKaHUPYIOIIEH IEKTPOHHOW MUKPOCKOITUU
(CBOM) mokazanm, 9To 4acTuIlbl optrodocdara TaHTaHa B
OCHOBHOM TIpEJICTaBIIEHBI aryioMepaTaMy HaHOCTEPKHEH
(m1st mpuMepa Ha puc. 8 mpuBeneHa MUKpodoTorpadus
HaHovacTul m-LaPOy4, Mony4eHHBIX THAPOTEPMATBHON
obpabotkoit mpu 210°C B Teuernne 90 MUH C MUKPO-
BOJTHOBBIM HarpeBOM BOJHOM AUCIIEPCHH MCXOTHOTO
oOpa3sia). AHaJIM3 JaHHBIX O JJIMHE U TOJIIUHE YaCTHUI]
oprodocdara naHTaHa, a TAK)KE O BEJIMYNHE UX ACHEKT-
HOTO OTHONIEHUS (CM. TabNUIly) MOKa3bIBAET, YTO €C-
nu B mporecce Tpanchopmammu h-LaPOs — m-LaPOy
HaOmrogaercst 3QPeKT ApoOIeHUs YacTHIl, TO MOCTe
dhopmupoBanus ¢assl m-LaPO4 mpoucxoaur Torbko
YBEJIMYEHUE UX PAa3MEPOB. DTO MO3BOJISIET 3aKIIOYHTD,
9TO M1 ToimydeHus yactui m-LaPO4 ¢ HanMeHbITUMHU
3HAUEHUSIMH JJIMHBI ¥ TOJINIMHBI CTEPKHEH U UX ariome-
paroB clieAyeT 3aKaHYMBaTh MPOLECC THAPOTEPMAIbHOM
00paboTKy cpasy mocie OKoOHYaHus (a30BOTO TpeBpa-
menust. AHannu3 gaHaeix COM oOHapyKUBaeT ompe-
JIeJIEHHYI0 3aKOHOMEPHOCTh B XapakTepe M3MEHEHHs
pa3MepHBIX MapaMeTpoB YacTUl. Tak, eciau IJIuHa U
tonuuHa yactul m-LaPO4 B 3aBUCUMOCTH OT yCJIOBUH
TUAPOTEPMATHLHON 00pabOTKN BapUPYETCS B IIHPOKOM
JMara3oHe, TO aCIIeKTHOE OTHOIIEHHE M3MEHSeTCs B
3HaYUTENbHO 0o0Jiee Y3KOM HMHTEpBasle 3HaYeHUU. DTO
CBHIECTEJILCTBYET, I0-BUAUMOMY, O TOM, YTO POCT YaCTHUI]
m-LaPO,4 mpoucxonuT 3a c4eT cpacTaHus HAaHOCTEP)KHEH
KaK B HANpPaBJICHUW WX JJIMHBI, TaK U B HAIPABICHUSIX,
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NepHNEeHIUKYISPHBIX AnrHe. O TOM, YTO POCT YaCTHI]
MIPOUCXOIUT B OCHOBHOM 32 CUET CpacTaHUsl CTEP KHEH, a
HE BCJIC/ICTBHE TIEPEKPUCTAILTH3AINHT, MOKHO CYIHTH, CO-
MOCTABJIAA 3HAYCHUS Pa3sMepoB KpUCTAIIUTOB m-LaPOy
Y 4acTHUL, KOTOpbIe OHU (POPMHUPYIOT.

BriBoabI

[IpoBenenHoe Mccea0BaHNE MOKA3ao0, 4To AJisi 00e-
cneuenus tpanchopmaruu h-LaPO4 — m-LaPOy B ru-
JIPOTEPMAITLHBIX YCIOBHSIX HEOOXOAUMO TPOBOAUTH 00-
paboTky nipu Temrieparype He MmeHee 210°C. CHmkeHne
TeMIiepaTyphl qaxe Ha ~20° MPUBOAUT K MPAKTHUCCKU
MOJTHOMY TIpeKpalieHuto $hazoBoro mepexona. IToT 3¢-
(hexT MOXKET OBITH CBsI3aH C TOPMOXKEHHEM TIpoIiecca Jie-
THJIpaTalyy py 0ojiee HU3KOW TeMIeparype, 4To B CBOIO
ouepenb crabunusupyeT Bhasy h-LaPOy4. dopmupoBanue
HaHOKpucTaioB m-LaPO4 ¢ MUHUMaTbHBIMU pa3Me-
paMu OKoJIO 7—8 HM HE3aBHCHMO OT croco0a Tuapo-
TepMaIbHON 00pabOTKH CBHACTEILCTBYET O TOM, UTO
9THUM 3HAQYCHHUAM OTBCUYAIOT MUHHUMAJIBbHO BO3MOXHBIC B
JaHHBIX YCIOBHSAX pa3Mepbl KpUCTAIUIOB opTodocdara
JaHTaHa CO CTPYKTypoit MoHanwmTa. [lokazaHo, 9To mpo-
[IECCOM, OTPEIEISIONINM CTPYKTYPHYIO TpaHchopMaImio
h-LaPO4 — m-LaPO4 B runpoTepMalibHBIX yCIOBHUAX
nocye o0pazoBaHus 3apopiiieii ¢assl m-LaPOy, sBiser-
sl MaccoriepeHoc BemecTsa ot yactuil #-LaPO4 n amop-
(dbHOTO OopTOodocdara anTaHa K KpucTtamiam m-LaPOgy
HE3aBHCHMO OT Croco0a M YCIOBUU THIAPOTEpMabHOM
00paboTKH.

l'maporepmanbras 00paboTKa P MUKPOBOITHOBOM
HarpeBe THUAPOTEpPMAILHOTO (prronma obecrednBacT
noJiydyeHrne HaHokpuctamndeckoro m-LaPOy4 ¢ Han-
OoJibIIeH CKOPOCTHIO, HAMMEHBITUMH pa3MepaMu KpHc-
TaJUIMTOB U YAaCTHI[ TI0 CPABHEHUIO C THIPOTEPMATBHOMN
00pabOTKOM TP BHEIITHEM CIIOCOOE HarpeBa aBTOKJIaBa.

BaarogapuocTn

PenTrenomudpakinoHHble UCCIEI0BAHUS, CKAHUPY-
IOIIIas1 SJIEKTPOHHAS. MHUKPOCKOITHUS, DIICMEHTHBIH aHaH3
00pa3IioB BITIOIHEHBI Ha MPUOOpax VHKUHUPUHTOBOTO
nentpa Cankr-IleTepOyprckoro rocyaapcTBEeHHOTO TEX-
HOJIOTUYECKOTO0 MHCTUTYTA (TEXHUYECKOTO YHUBEPCHU-
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