Mamepuanvl K6aHmMOGOU 1eKMPOHUKU U HOMOHUKU

DTOopUAHBIC MUKPOMOPOILIKH JJIS JIa3¢PHOM KepaMUKH

B. A. Macaos, II. II. ®emopos, B. B. Boponos, B. B. Illep6akxos,
E. B. YepHnosa, B. B. Ocuxko

C uenblo NOArOTOBKN LUMXTbI AfSi CUHTE3a OMTUYECKON KepPaMUKM Ha OCHOBE LLEeNOYHO3eMerbHbIX
TOPUAOB, aKTMBUPOBAHHbIX PEAKO3EMENbHBIMW MOHaMK, UcCcreaoBaHa CMoHTaHHas KpucTanmnmaaumst
TBEpAbIX pacTBopoB dTopnaos Ha ocHoBe CaF, B WENOoYHbIX XNOpMaHbLIX pacTBopax-pacnnasax.
3KCrneprMMeHTbl MPOBOAMIM B NMATUHOBbLIX TUMSX Ha Bo3ayxe npu 700 — 1100°C, HacbiweHne Annnocb
no 15 — 20 vacos, nocrie 4ero pacTtBopbl oxnaxganu co ckopoctbto 20 — 500 °C/uac. MogobpaHbi
ycrioBus npoBefeHns npoleccos, obecneyvBatome nonyyeHne ogHogasHbIx o6pasLoB TBEPAbIX
pacTBOpOB B BuAE MOPOLLUKOB C M3OMETPUYECKON POPMON YacTuL, MUKPOHHBLIX pa3MepoB, a Takke —
yCTpaHeHVe CPOCTKOB W KPYMHbIX YacTuL, HenpaBuibHON opMbl.

Knodeenbie cnoea: ropuabl, ONTUHECKasi KepamuKa, pacTBop-pacnnas, (roopuT, TBEPALIN pacTBop.

In order to prepare a charge for synthesis of fluoride optical ceramics spontaneous crystallization of
CaF, doped with rare earth ions in alkaline chloride flux was investigated. The experiments were carried
out in platinum crucible under the air at 700 — 1100°C. The saturation was proceeding with 15 — 20 hours.
Then solutions were cooled by 20 — 500°C/h. The processes for preparation of single-phase solid
solutions powders with isometric habit of micron size particles were developed. The elimination of big

particles with anomalous shapes was achieved.

Keywords: fluoride, optical ceramics, flux, fluorite, solid solution.

BBenenne

OpHuM u3 HanboJee Cepbe3HBIX HHHOBAIIMOHHBIX
JOCTHKEHUH MOCIETHUX JeT B 00JacTH JIa3epHBIX
MaTepuasoB SIBISETCS Pa3pabOTKa OKCUTHON JTa3epHOI
KepaMUKH Ha OCHOBE aJIOMOHTTPHUEBOIO IpaHaTa H
OKCHJIa UTTPHS, IO CBOMM CIIEKTPabHO-TeHEePaIOH-
HBIM XapaKTCPUCTHUKaM IMMPAKTUYCCKU HE yCTYyIaromas
MoHOKpucTaiuiaMm [1, 2]. IlpeumyrnecTBamMu 1a3epHOI
KEpaMMKU SBJIAIOTCA: BO3MOKHOCTD ITOJTyYCHUA OOJBILINX
00pa31oB, paBHOMEPHOE pacIipeiesieHIe aKTHBaTopa,
YIAY4YHICHHBIC MECXaHUYCCKUEC XapaKTCPUCTHUKHU, OTHO-
CUTCJIbHAd ACHICBU3HA, BO3MOXHOCTb IMOJYUYCHUA
IMMPO3paYHBIX OINTUYCCKUX CPE€A B TEX ClIy4dasx, Korga
BBIPAIIIBAHNE MOHOKPHCTAIIJIOB 3aTPYIHEHO.

CaMOoCTOATEILHBIM HalpaBJICHUEM I/ICCJ'IQI[OBaHI/Iﬁ
SBJISIETCSI TIOJTyYECHHE JIa3epHOH (PTOPUIHON HAHOKE-
pamuku [3 — 5]. MeToaoM ropsiuero mpeccoBaHUs
MIOPOIIIKOB ITOJIYYCHBI 00PA3IIbI ONITHYECKON KePaMHUKH
CaF, BbIcOKOTrO KauecTBa ¢ KO3((GHUIMEHTOM ONTHU-
YECKOI'O IMOIVIOICHHNA Ha JJIMHE BOJIHbI 1 MM nopsaaka
1073 M~ [6—10]. Kak oxa3aoch, pemaonum (akropoM

JIOCTIYKEHHUS OITHYECKOTO Ka9eCTBa KePAMUKH SIBIISTEOTCS
KaueCTBO M CBOMCTBA IIUXTHL. BBICOKas XUMHUYECKas
YHCTOTA SABIISIETCS HEOOXOAUMBIM, HO HE JOCTATOYHBIM
YCIIOBHEM JTOCTHIKECHHUS pEe3yIIBTaTa.

[IpenBapurenbHbie HccneA0BaHMs OKa3au [3], uto
HEOOXOAMMBIM YCIIOBHEM ITOTYICHUSI OIITHIECKO Kepa-
MHUKH CIIO)KHOTO COCTaBa SBIISCTCS MOMYUYCHHUE OJTHO-
(ha3HBIX HCXOMHBIX MOpOIIKOB. Hamaune nByx (1 6omee)
(a3 B MCXOIHOM TOPOINKE HE MO3BOJISICT IMOIYy4YaTh
KepaMHUKy ONITUIECKOTO KadecTBa. Bo Bpems mpoBeneHus
TOPSTIETO MPECCOBAHUS MPOIECC XMMUIECKOTO CHHTE3a,
OCHOBHOM CTaJHeH KOTOPOTO SBISICTCS TBepAOQa3zHast
muddy3ns, He TOXOIUT A0 KoHIa. BenencTeue 3Toro B
00pa3iax kepaMHuKH HaOIIroIaeTCs XapakTepHasl ONTH-
YecKast HeOJJHOPOIHOCTH (CBHIIEBATOCTH ), 00YCIIOBIICH-
Has HEMOCTOSHCTBOM IOKa3aTeNs MpeloMIICHUS,
BBI3BAHHBIM M3MEHEHHUSIMH XUMHUYECKOTO COCTaBa IIO
o0BeMy obOpasma.

HccnenoBaHbl BOBMOXXHOCTH CHHTE3a TBEPIBIX
pacteopoB M, _ R F, .  (rme M = Ca, Sr, Ba, R —
penko3eMenbHEIe AeMeHTH (P33)) MeTomoM coocax-
JleHust u3 BoAHbIX pactBopoB [11 — 13]. CnoHranHas
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KpHCTaJUIH3aIis TBEPABIX PAaCTBOPOB B PacTBOpax-
paciiaBax MpECTaBISACTCS TEPCIIEKTUBHBIM albTep-
HATHBHBIM CITOCOOOM ITOJTyYeHISI ITHXTHI JJIS CHHTE3a
(bTopuaHOI onTHYecKOl Kepamukd [ 14].

Kpucrammzanus GrroopuTa U3 pacTBOpa B pacIlIaBe
HccrenoBaHa B pabdorax [15—17].

Henp paboThl — MONMy4eHUE MOPOIIKOB (propuma
KaJIbLIUsL, JISTUPOBAaHHBIX P33, METOI0M KpuCTaIUIM3aiu
U3 PacTBOPOB-pacInIaBoB. [lopomky, mpenHa3HauCHHBIC
JUTS TTOCTICTYFOIIIET O TIOTYICHUS (PTOPUIHON KepaMUKH
OINITUYECKOTO Ka4eCTBa, JTOJDKHEI 00NaiaTh (pa3oBoil 1
TPaHyJIOMETPUIECKOH OTHOPOTHOCTHIO.

Mertonuka cuHTE3a

OtpabarbIBAJIMCh CIIOCOOBI OJIYYESHHS! TOPOIIKOB
(TOPUIOB KaJIBLIUS YHCTHIX M JISTHPOBAHHBIX (PTOPUIAMH
P33, B nepByto ouepeapr HeoauMa.

VYuuteiBasg xumuueckyto npupoxay CaF,, B mepByo
oyepenb B KaueCTBE PacTBOpUTENEH OBIIM BBIOPAHEI
paciiiaBbl HU3KOIIJIABKUX TaJJOT€HUAHBIX coneﬁ, B
yactHoctu, NaF, KF, KCl, NaCl, CaCl,, LiCl, LiF u ux
cMecH. 3HaYUTENIbHBIN yIiop OBLI cieJIaH Ha OTPabOTKy
yCHOBI/Iﬁ KpUCTaJllIM3allu U3 XJIOPUAHBIX PACIIJIaBOB
BBUAY JICTKOCTH YOAJICHUA PAaCTBOPUTEIIA.

PeakTuBBI peIBapUTENIFHO BRICYILIMBAIIN OT a71COPO-
LIMOHHOW M KPUCTAJIOTUAPATHON BOABI U TIIATEIBHO
nepeMernBani. PacTBopeHrne KpUCTAUINYECKHX 00-
pasuos CaF, npooanmu npu 900 — 1000°C B Teuenue
15—20 4 B IUIATUHOBBIX CTaKAHAX EMKOCTBIO 10—20 cm>.
Penko3emernbHbIe HOHBI BBOIWIN B BHJE (TOPUIOB.

ITocie HachIIeHNUS pacIUIaBbl OXJIAXK AN C Pa3IMIHBIMU
CKOPOCTSIMH JI0 KOMHATHOH TEeMITepaTypsl, YTO MIPUBO-
JUAJIO K CLIOHTaHHOU KpucTayumsaimu CaF,. Perymiposky
TEMITEPaTypbl OCYLIECTBIISUIN C TIOMOIIBIO TEPMOPETY-
asitopoB PUD —101.

MUKpPOKpHCTAIUTBI OTMBIBAIN OT CJIEIOB PacTBO-
pUTENs B JUCTHILIMPOBAHHOM BOJIE 1 BHICYILIMBAIIH.

MeToauKu uccJ1e10BaHui

Jlnst xapakTepu3auy MOPOIIKOB HCIIONIH30BaIN
MeTofibl peHTreHodazoBoro ananusa (PMA), ontraeckoit
U CKaHMPYIOIIEeH 3JIeKTPOHHOW MuUKpockonuu (COM)
(mpubop JEOL 5910).

XUMHUYECKUM aHAIN3 IIPOBOIMIIN METOAOM SHEPTO-
nucnepcuonHoro aHannsza (EDAX) Ha anekTpoHHOM
mukpockore JEOL 5910.

®Da30BbIi COCTAB IIOPOILKOB ONPEIEIISIIA METOIOM
peHTreHoBckoil nudpakuuu. POA nmpoBoamim Ha
nudpaxromerpax JPOH-4 u YPI-63. ITapamerpsl
PEHTIeHOBCKHUX IMHKOB — TIOJIOKEHHE MaKCHMyMa,
ompezesieHNe TUIOIAAN M IIHPHHBI — OIICHUBAIHU C
UCIIOJIb30BaHHeM porpamMmsl “Microcal Origin”.

OnTHYecKyl0 MHUKPOCKOTIMIO OCYIIECTBIISIN Ha
MHKpoBu3ope | Vizo-103.

Pe3yabraTtsl u 00cy:Kk1eHne

B pabote uccnenosanu: BIUSHHE PACTBOPUTEILS,
HM3MEHEHHE TEeMIIepaTyphl Mpolecca, BpeMEHH TOMO-
TeHH3alLUH PacIuIaBa, CKOPOCTH OXJIAXKIICHUI paciulaBa

Taonuma 1

CrioHTaHHast KpucCTajin3anusa CHFQ B Pa3JIMYHBIX pAaCTBOPaXx-paciljiaBax

Ne Cocras TemnepaTypHBIi CxopocTh Pasmep, Ta6uryc
pexum, °C, Bpems, u | oxnaxieHus, K/a MM

1 CaCl,-KF 900, 15 20 0,05 - 0,2 (100)*

2 CaCl,-NaF 900, 15 20 0,02 - 0,05 (100), (111) cpocTku

3 CaCl,-NaF-NaCl 900, 15 20 0,05 - 0,5 (111) 3akpyrneHusie pedpa,

CKeJIeTHbIE (OPMBI

4 CaCl,-KF-NaCl 900, 15 20 0,03 — 0,05 (111) 3akpyrneHHbie pedpa

5 CaCl,-KF 960, 13 100 0,1 -0,3 (111) cxenerHsie hopmBbI

6 CaCl,-KF 1020, 16 100 0,04 - 0,1 (111) 3akpyrineHHble pedpa

7 CaCl,-KF 1200, 5 >100 0,1 -0,3 (100), (111) cpoctxw,
3aKpyIJeHHbIE pebpa

8 CaCl,-NaF 900, 15 20 0,1 - 0,5 (100), (111) 3akpyrneHnHsie pebpa

9 CaCl,-NaF 950, 15 100 0,05 - 0,5 (111) cxenerHsie HOPMBI, CPOCTKH

10  CaCl,-NaF 1000, 5 100 0,03 - 0,5 (111) ckenetHble U UrONBYaThIE (GOPMBI

11 CaCl,-KF 750, 18 >100 0,01 — 0,02 (111)? arperatsl ClOKHBIE

12 CaCl,-KF 900, 2 100 0,01 — 0,05 (111)

13 CaCl,-KF 900, 8 10 0,02 - 0,1 (111) 3akpyrieHHble pedpa

14  CaCl,-KF 1000, 0,5 100 0,02 - 0,5 (111) 3akpyrineHHble pedpa

15 CaCl,-KF 1000, 5 >100 0,05 - 0,6 (111) 3akpyrieHHsle pebpa, CpOCTKH

16  CaCl,-KF 1040, 40 mun 100 0,03 - 0,05 (111) ects cTpocTKH

17  CaCl,-NaF 900, 2 100 0,02 - 0,1 (111) 3akpyrneHHsie pedpa,

pelKue CKeJIeTHbIE (OPMEI

(100) — kyOuueckwuii raduryc; (111) — oxrasgpuueckuii radburyc.
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Puc. 1. Onrnyeckass MUKpocKomust MUKpokpucTawios CaF,.
Pasmep kampa mo ropusonTamun — 270 MKM.

1 COOTHOIICHUSI KOMIIOHEHTOB pacIuiaBa. TH (haKTopbl
CYIIECTBEHHO BJIMSIOT Ha MOP(OIOTHIO HPOIYKTOB
KpHCTaJUIM3auy (pIroopuTa U3 pacTBOpa B paciuiaBe
[14-17].

IlepBoHaYanbHO ONpEAENNUIN BIUSHHUE YCIOBHUH
CIIOHTaHHOHN KpHCTaUIM3alui Ha MOPQOIOTHIO I10-
POIIIKOB HEJIETHPOBAaHHOTO (PTOPHIA KANIBLIHS.

PesynbraThl 5KCTIEpUMEHTOB IPe/ICTaBIICHBI B TA0M. 1
1 Ha puc. 1. YCTaHOBIEHO, YTO CHOHTAHHBIE KPUCTAILIbI
CaF, oOpa3yrorcst BO BceX pacTBOpax-paciuiaBax Ha
OCHOBE IIEJIOYHBIX (PTOPHIIOB U XJIOPHIOB. YIoOHee
HCIONB30BaTh MIEIIOYHBIE TAJIOTEHUIBI, JIETKO PacTBO-
PHUMBIE B BOZIE JUIS OTJEJICHUS] 00pa30BaBIINXCSl MOHO-
kpucramios CaF,. B pacTBopax-pacmninaBax Ha OCHOBE
NaCl, KCl, KF u NaF nony4eHsI CIOHTaHHBIE KPHUCTAILTBI
CaF, okrasgpuueckoro raburyca pasmepom 1o 1 mm. B
3aBUCHMOCTH OT TEMIIEPATyPhI U CKOPOCTH OXJIAXKICHUS
HaChIIIEHHBIX PACTBOPOB-PACILIABOB Pa3Mep U rabHUTyC
MHKPOKPHCTAJJIOB MEHSETCA. 3aKpyriIeHue rpaHei
MHUKPOKPHCTAIIIIMKOB, HEoOXomuMoe aisi fosiee KoM-
MAaKTHOM MX YIAaKOBKH B KEpaMHUECKON Macce, TOCTH-
raercs 3a c4eT KpaTKOBPEMEHHOTO ITOBBIIICHUS TEMIIE-
patypsl pacTBopoB-pacmiaaBoB Ha 50 — 100 rpagycos o
OKOHYAHUH CIOHTAHHOW KPHCTaIITH3aIUH.

®mopudHble MUKPONOpOWKU Orsi 1a3epHOU KepaMuku

CpaBHUBas pa3IMYHbIC MIETOYHBIC (PTOPUABI, MBI
MPUXOJIUM K BBIBOAY, YTO Hanboliee MOAXOISIIUM
pacmiaBoM ATl MOJyYEHHs CIIOHTAaHHBIX KPHUCTAJLIIOB
CaF, siserca KF, MmeHee TyroriaBkuii 10 CpaBHEHUIO,
B yactHOCTH, ¢ NaF.

MonuduupoBaHHEIM pacTBOP-PACIIaBHEIM CIIO-
co00OM MOXHO cyMTaTh crnocod monyuenus CaF, B
ycnoBusX 3amecturensHoro ¢ropuposanus CaCl, B
pacIuiaBe IeJIOYHOTO PTOpHIa 0 yPaBHEHHIO

CaCl, +2KF « CaF,+2KCl. )

B cayuae ucnonbp3oBaHus pacmiaasa CaCl, u
PpacIIaBoB MIEJIOYHBIX METAIIIOB IPOLecC 00pa30BaHUs
CIIOHTaHHBIX KpucTamioB CaF, uner 3Ha4uTEIBHO
ObIcTpee, 4eM B BOJIHBIX PaCTBOPAX.

Muxkpoxpucramsl CaF, okrasnprdeckoro raburyca
¢ 3akpyneHHbIMU pedpamu 10 — 100 MkM oOpasyrorcst
Bocnpoussoaumo B paciasax CaCl, — KF B 6nuskoM k
CTEXHOMETPUIECKOMY COOTHOILIEHHIO (JIOIyCKaJIOCh
5—7 % OTKIIOHEHHE OT CTEXHOMETPHH) ITPH TEMITEpAType
700—1100 °C, crkopoctsax oxnaxnerus 20— 500 K/4. omst
MHKPOKPHUCTAIJIOB C HECTAHAAPTHBIM TaOUTyCcOM
(cpocTkH, cKeneTHbIE 00pa30BaHMsI) 0OBIYHO COCTaBIISIET
MEHee MPOLIEHTA.

Pe3ynbTaTsl ONBITOB 10 CUHTE3Y JIETHPOBAHHBIX
KPHCTAIOB (DIII0OOPUTA CYMMHPOBAHBI B Ta0I. 2.

[Ipu aHanmM3e peHTreHOrpaMM IOPOIIKOB (hTOpHIA
KaJblIMs, JETHPOBAHHOIO HEOAUMOM, BBIPAIIICHHBIX U3
pacTBOpa B paciiaBe, IPUBJIEKAE€T BHUMAHUE TO
00CTOATENBCTBO, YTO YacTO HabonaeTcst Habop oTpa-
JKEHUH OT IBYX (a3 QIrroopruToBOH CTpYKTYpHI. [lepBas
dasa umeeT mapameTp pemeTku a = 5,465 — 5475 A —
HECKOJIBKO MIOBBIIIEHHBIH 10 CPABHEHUIO C IAPaMETPOM
pemetkn dmooputa (5,463 A) 1, oueBnHO, oTBeUaCT
TBEpAOMY pacTBOpy Ha ocHoBe CaF,. Bropas dasa, Tarke
(hITFOOPUTOBOH CTPYKTYPBI, IMEET OOJIBIINIA ITapaMeTp
pemretkn — okono 5,61 — 5,63 A. Ipumep Takoit
PEHTreHOrpaMMBbI IIPUBEZICH Ha PUC. 2a.

B cucreme CaF, — NdF; oOpa3syrorcs TBepabli
pactBop Ca, _,Nd,F, | . c mpenenbHON KOHLIIEHTpanueH
44 momn. % (x = 0,44) [18]. 3aBucuMOCTh NapameTpa
PELIETKH a OT COCTaBa AJISl 3TOrO TBEPAOro pacTBOpa
OIHCBIBAETCS] ypaBHEHUEM

a=5463+0455x—0,132x2. Q)

Ecam BOCIONB30BaThCS 3THM ypaBHCHUEM IS
OIICHKH KOHIICHTPAIMH HEOIUMAa, BOILICIIIIIETO B TBEPIIBII
pacTBOp Ha OCHOBE (PIFOOpPUTA, TO TMONYYACTCS, UTO
nepBasi aza COOTBETCTBYET TBEPAOMY PacTBOPY
HeOombImoi KoHIeHTpanuu (10 2%), a BTopas —
TBEPIIOMY PacTBOPY C KOHIGHTpamuel, ONM3KoH K
npeaenbHOU. [Ipr 3TOM COBEpIICHHO HEMOHSATHBIM
OCTaeTCsl KOHIECHTPAIIOHHBIN Pa3phlB MEXIY 3TUMH
(dazamu. Takke aHOMaJTbHO HHU3KHM IIOJYy4acTCs
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Taonuna 2

CrioHTaHHast KpuUCTaa3anuAd JIerupoBaHHbIX KPUCTAJLJIOB CaF2

No Cocras AKTnBaoTop, Temnegal.'ypa CxopocTh Pasmep, Ta6utyc
Bec. % Haceimenus, °C; Bpems, 4 | oxiaxaeHus, K/a MM
1 CaCl,-KF NdF;, 10 1000; 0,5 100 0,03 — 0,06 (111)
2 CaCl,-KF NdF;, 15 1000; 0,5 100 0,02 — 0,05 (111)
3aKpyIJeHHbIE pebpa
3 CaCl,-KF NdF;, 20 1000; 0,5 100 0,01 — 0,03 (111), (100)
3aKpyIJeHHbIE pebpa
4  CaCl,-NaF NdF;, 20 1000; 0,5 100 0,02 - 0,05 (111) 3akpyrienHsie pebpa,
€CTh CPOCTKH
5  CaCl,-KF NdF;, 25 1040; 0,5 >100 0,02 - 0,1 (111) 3akpyrineHHsie pedpa,
CKeJIeTHbIE (OPMBI
6  CaCl,-NaF YbF;, 10 1000; 0,5 100 0,03 — 0,1 (111), (100)
3aKpyIJIeHHBIE pedpa,
CKeJIeTHBIE (OPMBI
7  CaCl,-NaF YbF;, 30 1000; 0,5 75 0,02 — 0,1 (111), (100)
3aKpyIJIeHHBIE pedpa,
CKeJIeTHBIE (OPMBI
8  CaCl,-KF NdF;, 2 1080; 16 100 0,03 - 0,1 (100), (111) cpocTku
9  CaCl,-KF NdF;, 4 1030; 15 80 0,02 - 0,1 (111) 3akpyrineHHsie pedpa,
CKeJIeTHBIE (OPMBI
10 CaCl,-KF NdF;, 6 925; 15 100 0,02 — 0,2 (111), (100) ckeneTHbie GOPMBI
11 CaCl,-KF NdF;, 6 968; 13 100 0,05 - 0,3 (111), (100) ckeneTHbie GOpPMBI
12 CaCl,-KF NdF;, 6 1020; 16 100 0,05 - 0,2 (111) cpoctku
13  CaCl,-KF NdF;, 8 1000; 15 100 0,03 - 0,3 (111) cpoctku
14 CaCl,-NaF NdF;, 9 950; 0,5 >100 0,02 — 0,04 (111) 3akpyrienHsie pebpa,
JIeHIPUTHBIE (HOPMBI
15 CaCl,-NaF NdF;, 9 950; 0,5 >100 (111) 3akpyrieHnHsie pebdpa,
JNEHIPUTHBIE (HOPMBL
16 CaCl,-NaF NdF;, 9 950; 0,5 >100 (111) 3akpyrneHHbie pedpa
17 CaCl,-NaF NdF;, 5 950; 0,5 >100 (111) 3akpyrneHHbie pedpa

K03(UIMEHT paclpele]ieHns] HeouMa MEeXIy pac-
TUTaBOM M TBEPABIM pacTBOpoM Ha ocHoBe CaF,.

3TO NPOTUBOPEYHE Pa3penIaeTcs ¢ y4eTOM CKIIOH-
HOCTH K THIponn3y Gpropuna Heonuma. [lepBoit pa3oid,
obOpasyromeiica npu rugponuse NdF;, aBuasercs
okcopropun Heoguma NAOF. Oxkcodropua Heomuma
HMEET CTPYKTYPY, TPOM3BOIHYIO OT CTPYKTYPBI (II00-
pura. BeicokoTemmeparypHasi MOAU(HUKALIUS SBISETCS
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KyOHUYeCKoii, XapakTepu3yeTcs CTaTHCTHYSCKUM pac-
MpeeIeHUeM aHHOHOB 10 KPUCTALUIOTpapuIecKuM
no3unusaM cTpykrypsl CaF,. HuskoremneparypHas
Moau(UKaIMS XapaKTepU3yeTcs TPUT OHATBHBIM HCKa-
JKEeHHEM peleTky Tuna ¢urrooputa. Temreparypa nepe-
xona coctaisier 515 — 527 °C. Onucana euie terpa-
TOHaNIbHAs MOAM(HUKALHNS, YCTOHYUBOCTh KOTOPOH
CBSI3BIBACTCS C OTKJIIOHEHHEM COCTaBa oKcoropuaa oT
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Puc. 2. PenrrenorpaMmbl 06pasiioB (GTopuga Kajablus, JerHPOBAHHOTO: @ — HEOAUMOM, oribiT D-8-5, mapamerpsl Bas HaoopuToBoii
CTPYKTYPBI a; = 5,466 A, a, = 5,609 A; 6 — urrepbuem, onbir D-11, a; = 5,462 A, a, = 5,344 A. Cnionrannas kpucranimsaims

U3 paCTBOpPa B pacIljaBe.
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Puc. 3. Pentrenorpamma o6pasiua NAdOF. CuK -usiyuenue.

crexuoMeTpudeckoro. [Tapamerp pemieTku KyOHUECKO
moaudukanuu NdOF, npuBeneHHbIil K HOpMaIbHOM
Temmeparype, coctapser 5,636 A [19-21].

B pabote
HEOoAUMa IIpHU

[22] onucan nuporuaponus dropusa
HarpeBaHuu Ha Bo3ayxe mpu 800°C.

O6paboTka criekTpa :
TInkoB He MponyeHo

TTapametpsl 06paboTku : Bee anementsi (Hopmanusopan)
KonuuectBo utepaumii = 5

Oranon :
F MgF2
Ca  Wollastonite
Nd NdF3

Onement | BecoBoii % AtomHblii%
FK
CaK

NdL

58.21
38.87
2.92

75.58
23.92
0.50

Htoru 100.00

0

100 MrM
Ca Coexrp 20
Nd
LN
2 4 6 8 10 12 14 16 18 B

®mopudHble MUKPONOpOWKU Orsi 1a3epHOU KepaMuku

Tabnuna 3

Wuaunuposanue pentreHorpammbl o6pasia NdOF,
cuHTe3upoBaHHOro U3 pacrsopa NdF;
B pacmiase KCI (onpir @-10-13). Iapamerpsi
MHIUIUPOBAHUS: F€KCArOHATbHAST CHHTOHMSI,
a = 3962(2), c = 19,72(1) A, V = 268,2(2) A3

N9|2® (3Kcn.)|d, A (3Kcn.)|Q (3KCI‘I.)| hkl |Q (pacq.)l AQ

1 26,970 3,3033 916,44 006 925,42 -8,98
2 27,350 3,2583 941,93 012 952,08 -10,15
3 31,630 2,8265 1251,71 104 1260,56 8,85
4 34,540 2,5947 1485,34 He unpunupyercs (KCI)
5 41,420 2,1782 2107,68 107 2108,86 —-1,18
6 45,190 2,0049 2487,79 018 2494,45 -6,65
7 45,700 1,9837 2541,25 110 2547,78 -6,52
8 53,500 1,7114 3414,26 1 0 10 3419,87 -5.,60
9 54,020 1,6962 3475,73 116 3473,19 2,54

10 56,760 1,6206 3807,57 024 3808,33 -0,76
11 57,950 1,5901 3955,04 01 11 3959,69 —4.,65
12 63,180 1,4705 4624,56 119 4629,97 -5,41

13 66,340 1,4079 5044,94 208 5042,22 2,72

14 67,540 1,3858 5207,14 1 0 13 5193,58 13,55
15 73,100 1,2935 5976,78 211 5970,52 6,26

0 = 104d2, A2

OGpaboTka crekTpa :

TInkoB He NpoIyIEeHO

Oraion :
F MgF2
Ca  Wollastonite
Nd NdF3

Tlapametpsr o6paboTkn : Bee anementsr (Hopmanusosan)
Konuuectso ureparmii = 6

Onement | Becosoit %
FK

CaK
NdL

63.09
33.01
3.90

Wrorun 100.00

ATomHBIIHY

79.61
19.75
0.65

40 MKM
& Cuextp 3

3

I\{d
c Nl

Nd

4 Meofd

1 2 3 4 5 6 7 8 9B

Puc. 4. Pe3y/ibTaThl aHa/IM30B U CKAHUPYIOLIask 3JeKTPOHHAs MUKpockonust nopomka CaFy — Nd3" s cepun o6pasios.
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B. A. Macnos, I1. I'1. ®edopos, B. B. BopoHos, B. B. Lljepbakos u dp.

OOHapy»XeHo, YTO IIPY HarpeBaHWHU B TEUEHHUE 8 YacoB
obpasyercs TeTparoHajabHas MOAH(HUKAIHSI OKCO-
¢dropuna, 20 4 — kyOudeckas, 24 4 — TPUTOHATbHASL.

AmHanorn4sasi KapTiHa — OJHOBPEMEHHAs KpHC-
TaJUTN3aIMs ABYX ()IIIOOPUTOBBIX (a3 ¢ pa3iInYHBIMHU
rapaMeTpaMy pereTKH — HaOII0AaeTCs ¥ PU CHHTE3¢
13 XJIOPUIHOTO paciiiaBa (II0OOPUTa, JIETHPOBAHHOTO
urrepouem (puc. 20).

Jns noaTBep K ICHNS IPOTEKaHUs THAPOIN3a TPHU-
¢dTOpNIOB OBII MPOBE/IEH SKCIEPHUMEHT 10 KpHCTall-
T3aimu GTopHIa HeoanMa 13 pactsopa B paciuiase KCl
B HaIMX ycnoBusax. Kpucrammaeckoii ha3oit okazanach
HU3KOTEMIIepaTypHasi TPUTOHAJIbHAS MOIU(PUKALIMS
okcodTopuaa Heoauma (puc. 3, Tadm. 3).

[Ipomnecc rugposnnsa ¢propuga UTTPUS TAKKE
3a(MKCUPOBAH NP KPUCTANTU3ALMHI UTTPHS U3 PacTBOpa
B paciuiase KCl. Ha pertrenorpamme o6pasia npucyT-
CTBYIOT JINHUHY TPUTOHAJIBHOI HU3KOTEMIIEpaTy pHOI MO-
mu¢ukanmn Y OF ¢ mapamerpamu peruetku: @ =3,810(2),
c=18,96(1)A.

Jls onpesienieHyst Toro, BXOIWT JIM KUCIIOPOJ] BMECTE
C HEOJJMMOM B MUKPOKPHCTAJUTBI TBEPIOTO PACTBOPA Ha
ocHOBe (ropuaa KambIMs, OBUIM MPOBEIEHBI XMMH-
qeckue aHan3bl MeToioM EDAX.

Pesynbrarel anam3oB 1 COM noponika CaF,— Nd**
JUTsI cepry 00pasIioB NpHBeieHBI Ha puc. 4. Conepxanne
¢dTopa B 00pasnax 3aBBILICHO H3-3a HETOYHOCTH KaJIHO-
poBkn. O4eHb CYIIECTBEHHO, YTO HE 3a(hMKCHPOBAHO
HaJmuue npumecu kuciopona. Copepxanue HeoauMa
(2 — 3 % or xanpuus), ONPENEICHHOE B pe3ylIbTaTe
aHaJIM3a, COOTBETCTBYET TOMY, KOTOPOE MOIy4aeTCs U3
JAHHBIX TI0 TapaMeTpy PEIIETKH C WCIIOJIb30BaHUEM
KOHIICHTPAIIMOHHON 3aBUCHMOCTH, OTIPEeIICHHON JJIs
TBepuoro pacrsopa Ca,; _,Nd,F, , , oOpa3syrowerocs B
cucreme CaF,—NdF;.

[NomyueHHbIe pe3ynbTaThl CBUIETEIBCTBYIOT O TOM,
YTO THUAPOJIM30BAHHBIA (TOpHI HEOIUMa HE pacTBO-
psieTcsi BO UIIOOpHTE, a BHINIAJAcT B BHJIE OTACIHbHON
(asbl. DTOT pe3ynbTaT UMeeT OOJIBIIIOE TOJIOKUTEIILHOE
3HaYEHUE C TOYKH 3PEHHS HCIIOJIB30BAHUS IPUTO-
TOBJICHHOM TakUM OOpa3oM IIUXTHI JUIS ITOJTyYEHUS
ONTHYECKOH (PTOPHUIHOM KepaMUKH. DTHM OTIpeIeIIIeTCs
¥ HU3KHH (POpMaTbHEIN KOA(QPHUIUEHT pacpeIeIcHUs
HEO/IMMa MEXTy PAaCTBOPOM-PACIUIABOM H KPUCTAJIIIOM.

B xozme oTpaboTKM yCIOBHH CHHTE3a IOpPOIIKa
CaF,:Nd>" u3 pacTBOpa B XJIOpPHIHOM PacCILIaBe MOCIIe
psiia HeynauHbIX OIBITOB, AABABIIMX YACTHIBI HETIpa-
BIIIBHOW (DOPMBI, OOJBIINX PasMEpPOB U MPEICTABIS-
FOIIX cO00¥ cMech (ha3, mogo0paHbI yCIOBHS KPUCTAN-
JIM3a1AH, 00€CIIeYNBAIOIIIE IOy YCHUE TPaHyIIOMETPH-
YEeCKH OIHOPOAHOTO Iopouika. YacTHIlbl UIMEIOT pa3-
Mepbl 0kosio 10 — 50 MKM co criTakeHHBIMU (OpMaMHU
OTPaHKH M XapaKTePU3YIOTCS YIOBJIECTBOPUTEIBHOM

($a30BOH M TPaHYIOMETPHYCCKOH OJHOPOIHOCTHIO.
lNabutyc kpucramTgeckux o0pasmos kyomdeckuii { 100}
WM OKTadapuaeckmid {111},

BuiBoabI

B pesynprare skcriepruMeHTOB MOJ00paHbl YCIOBUS
nony4yeHus kpuctawioB CaF,, mernpoBaHHBIX HEOAU-
MOM, XapaKTePU3YIOIINXCS 0MHO(DA3HOCTHIO 110 JAHHBIM
P®A u mopdonorndeckoir 0AHOPOAHOCTHIO. MHKpO-
kpuctauisl CaF, okTasapuyaeckoro raburyca ¢ 3akpyr-
neHHbIME pedpamu 10 — 100 MkM 00pa3yroTCst BOCIIPO-
uzBogumo B pacmiasax CaCl, — KF B Gmu3kom k
CTEXHOMETPUUYECKOMY COOTHOIIEHHUIO (OMYCKaJOCh
5—7 % OTKJIOHEHHE OT CTEXUOMETPHH ) IPH TEMITEpaType
700—1100 °C, cropoctsix oxnaxkaenust 20 — 500 rpa./4.

Paboma svinonnena 6 pamxax @LII “Hayunvie u
HayuHo-nedozazuieckue Kaopvl UHHOBAYUOHHOU
Poccuu”, TK Ne14.740.11.0017 om 01.09.2010 e.
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