2747503 Cc 1

RU

POCCUVICKAS ®EJIEPAITHS (19)

OEJNEPAJIBHAS CIIVXBA

10 UHTEJIJIEKTYAJIbHOM COBCTBEHHOCTHU

11
Ru()

(51) MIIK
C30B 11/04 (2006.01)
C30B 29/12 (2006.01)

2 747 503" C1

(12) OITMCAHUE U30BPETEHU A K ITATEHTY

(52) CIIK

C30B 11/04 (2020.08); C30B 11/002 (2020.08); C30B 11/003 (2020.08); C30B 29/12 (2020.08); Y10T 117/1092

(2020.08); COIP 2002/52 (2020.08); CO1P 2004/01 (2020.08)

(21)(22) 3asBka: 2020122772, 09.07.2020

(24) darta Hauana oTcuera Cpoka JeHCTBUS MATEHTA:
09.07.2020

Hata perucrpamyu:
05.05.2021

ITpuopurert(bl):
(22) darta mogauwm 3asiBku: 09.07.2020

(45) OnyonmkoBano: 05.05.2021 Brojt. Ne 13

AJpec TSt IepETMCKU:
123182, Mocksa, mi1. Akagemuka Kypuarosa, 1,
HMUII "Kyp4aToBCKHI HHCTUTYT", 3aM. TUPEKTOpa
- r1aBHOMY yuéHomy cekperapio Llentpa A.B.
Hukomaenko

(72) ABTOP(BI):
FOcum Banentun Anekcanaposud (RU),
CapxkucoB Crenan Opsannosud (RU)

(73) ITaTenToo6namaTEIb(1):
®enepanbHOE TOCYIaPCTBEHHOE OIOMIKETHOE
yupexpaenue "HanquoHnarbHbIH
uccuenoBatensckuit neHTp "KypuaToBckuit
uactutyT" (RU)

(56) Criucok JOKYMEHTOB, UUTUPOBAHHBIX B OTYETE
o nmoucke: CN 110760930 A, 07.02.2020. CN
110541198 A, 06.12.2019. EP 1550745 Al,
06.07.2005. XUEYUAN CHEN et al.
Upconversion color tunability and white light
generation in Yb3+/Er3+/Tm3+ tri-doped CaF2
single crystals, "Optical Materials", 2019, Vol.90,
pp. 40-45.

(54) CIIOCOB ITPUT'OTOBJIEHU A TN XTHI AJI51 BRIPAINWBAHW A MOHOKPHUCTAIJIJIIOB

OTOPUIOB
(57) Pedepar:
N3obpereHne  OTHOCHUTCA K  XUMHUYECKOM
TEXHOJIOTUHN IIPUTOTOBJICHUA ITUXTbHI IJIA

BBIpAIIUBAHUS MOHOKPUCTAIIOB (hTopuIoB. Criocod
BKJIIOYAET CMEUIMBAHUE HCXOJHBIX KOMITIOHEHTOB
MeF,-RF;-PbF,,rne Me — Ca, unu Ba, wiu Sr, R -

P33, a PbF, sBisieTcs mornoTuTeneM KUCIOPOaa, UX

Harp€B M BbBIACPXKKY, IIPU I3TOM B Kade€CTBC R

ucnonssytor Eu*t, wm Ce®*, wm Tm>*, wm Na**,
KOMIIOHEHTEl ~ OepyT B  CTeXHOMETPMUECKOM
cootHoueHnu Me - 93%, R - 2%, PbF, - 5%, unu Me

-96%, R - 2%, PbE, - 2%, wi Me - 97%, R - 1%, PbF,

- 2%, ¢ mocneayIoel UX YKIaaKoi B rpadMTOBBII
TUTENTb B JOPME «JIOJTOUKH» C KPBIIIKON U3 TOTO ke
MaTepuaa, gajaee OCyleCTBISIOT yCTAHOBKY THUIJIS
C KOMIIOHEHTaMM B  BBICOKOTEMIEPATYPHYIO
BAaKyyYMHYIO IIeYb C 'Pa(UTOBBIM TEIJIOBBIM Y3JI0M
W HarpeB B Heil mo Temmeparypsl 200-250°C B
BaKyyMe C IIOCJIeIyIoIIel BbIIEPKKOM B TeueHue 3-4
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Y, 3aTeM HarpeB TUIJIS C KOMIIOHEHTaMH B
BBICOKOTEMITEPATyPHOM OTXKHUTOBOM BaKyYMHOM IICUN
1o temrrepatypbl 700-750°C B atMocepe Bakyyma
C TIOCTIEeIYIOIIEl BBIIEP)KKOM B TeueHHue 3-4 4, HarpeB
TUTJISI C KOMIIOHEHTAMH B BBICOKOTEMIIEPATYPHOM
OT)KHATOBOM BAKyYMHOW 1euu 1o Temriepatypsl 1000-
1300°C B u30BITOYHOM aTMOchepe Bakyyma Hu
BBIICPXKKOM 6 U M TOCIHEAYIOUIEH BBIIEPKKOW B
n30sITOUHOM aTMochepe propoBomopona HF wmum
terpadpropmerana CF, B TeueHne 6-8 4 wu

WHEPLUUOHHOE OXJIAXKJAECHUE MTOJIyYEHHOTO CIieKa J10
KOMHATHOM TeMIIEpaTypbl, TP 3TOM HCIOJIB3YIOT
MeYb ¥ TUTEIb, HE COJIEPIKAIIME B COCTABE CBOETO
Marepuana MOJIEKY1 Kucimoponaa. KM3zoOperenue
MO3BOJISIET TOJIYy4aTh TBEP/AbIE CIIEKH BBICOKOTO
KadecTBa 0e3 MPUCYTCTBUS IOCTOPOHHUX ITPUMECEH,
TBEp/bIE CIIEKM HEOOXOIUMOW Macchl U pa3MepoB
JUISL  3aIlOJIHEHUSI BCEro 00beMa  H3JTOKHHUIBI
rpauTOBOTO THUIJIS TIPU CHUHTE3e M3 HETO
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MOHOKDPHUCTaJUIa (YBEIWYCHHE HACBIITHOIO Beca
UCXOJHBIX KOMIIOHEHTOB), TBEPABIC CIIEKH, IIPU
CUHTE3€ KOTOPBIX B MOHOKPUCTAJUIE OTCYTCTBYET
ycagka MaTepual (To eCTb 00bEM HUCXOIHOTO CIIeKa
paBeH 00beMy CUHTE3UPOBAaHHOI'O MOHOKPHUCTAIIIA),
n30exaTh HapyLIEHUs CTEXHOMETPHH paciliaBa, TakK
Kak [IOJIy4aeMbIldl TBEPAbIA CIEK IOJHOCTHIO

Crp.: 2

HCIIOJIB3YIOTCA IIPpU HaAIJIaBJICHUM B TUICIIb, a
CJIIEAOBATEIIBHO, ITOJIy4YaTh OJHOPOAHBIC ITO CBOEMY
CoCTaBy MOHOKPHUCTAJIIIBI, n30eKaTh BOSHUKHOBEHUE
KKUITAIICTO CJIOsA» M, KaK CJICACTBUC, HMCKIIIOYHUTDH
nomnagaHHue MeHKOHHCHepCHOﬁ IIUXThI B
IMPOCTPAHCTBO TEIIJIOBOT'O y3JIa. 3 ui.
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(54) METHOD FOR PREPARING A CHARGE FOR GROWING FLUORIDE SINGLE CRYSTALS

(57) Abstract:

FIELD: chemical industry.

SUBSTANCE: invention relates to a chemical
technology for preparing a charge for growing fluoride
single crystals. The method includes mixing the starting
components MeF,-RF3-PbF, where Me is Ca, or Ba,

or Sr, R is REE, and PbF, is an oxygen absorber,

heating and holding them, while Eu3+, or Ce’ * or Tm3+,

or Nd** is used as R. The components are taken in a
stoichiometric ratio: Me - 93%, R - 2%, PbF; - 5%, or

Me - 96%, R - 2%, PbF, - 2%, or Me - 97%, R - 1% ,
PbF, - 2%, followed by their placement in a graphite

crucible in the form of a "boat" with a cover made of
the same material, then the crucible with the
components is installed in a high-temperature vacuum
furnace with a graphite heating unit and heated in it to
a temperature of 200-250°C in vacuum, followed by
holding for 3-4 hours, then heating the crucible with
the components in a high-temperature annealing vacuum
furnace to a temperature of 700-750°C in a vacuum

Crp.: 3

atmosphere, followed by holding for 3-4 hours, heating
the crucible with the components in a high-temperature
annealing vacuum furnaces up to a temperature of 1000-
1300°C in an excess vacuum atmosphere and holding
for 6 h and holding in an excess atmosphere of hydrogen
fluoride HF or tetrafluoromethane CF, for 6-8 hours

and inertial cooling of the resulting cake to room
temperature, while using a furnace and crucible that do
not contain oxygen molecules in their material.
EFFECT: invention makes it possible to obtain high-
quality solid cakes without the presence of impurities,
solid cakes of the required mass and size to fill the entire
volume of a graphite crucible mold during the synthesis
of a single crystal from it (an increase in the bulk
density of the initial components), solid cakes, during
the synthesis of which there is no material shrinkage in
the single crystal ( that is, the volume of the initial sinter
is equal to the volume of the synthesized single crystal),
to avoid violation of the stoichiometry of the melt, since
the resulting solid sinter is completely used when

€0S.LVvL.Ld n o

1 O


http://www.fips.ru/cdfi/fips.dll/en?ty=29&docid=2747503

2747503 Cc 1

RU

melting into the crucible, and therefore, to obtain single
crystals of uniform composition, to avoid the formation
of a "fluidized layer" and, as a consequence, to exclude

Crp.: 4

the entry of a finely dispersed mixture into the space
of the heating unit.
1cl, 3 dwg
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OO0nacTh TEXHUKH

MN300peTeHne OTHOCKUTCS K XUMUYECKOM TEXHOJIOTUH, 2 UMEHHO K CIIOCOOAM ITPUTOTOBJICHUS
IIMXTHI JJIs1 BBIPALIMBAHUSI MOHOKPUCTAIIOB (DTOPUIOB.

YPOBEHb TEXHUKU

M3BecTHBI pa3nuyuHbIe METOAbI MOATOTOBKH IIUXTHI JJIS1 BBIPAIIIUBAHUS TYTOILTABKUX
MOHOKPHUCTAJJIOB HA OCHOBE 3JIEMEHTOB OKCUJIOB.

Tak, HarpuMep, U3BECTEH CIIOCOO MOJTYYSHUS IIIMXTHI JJ151 BIPAIIMBAHUS MOHOKPUCTAJIJIOB
JIaHTAHTAJJIMEBOTO cuiiukaTa (mateHT P Ne2126063), B KOTOPpOM, 151 MOJTyYEHUS
MOHOKPHUCTAJIJIOB JIJAHTAHTAJUJIMEBOTO CUJIMKATA CTEXMOMETPUUECKOTO COCTaBa K CMECH
OKMCJIOB JIJAHTaHA, FAJIJIUSl U KPEMHUS JOOABIISIOT METAJUIMUECKUN TaJUIUN B 3a5BJIGHHOM
JIMAMa30He KOHUEHTpaLUid. 3aTeM MPOBOJSAT HATPEB B KUCIIOPOICOAEPKALIEHN CPEIE JIOKATIBHO
Y KPAaTKOBPEMEHHO 10 Hauaja MpOoTEeKaHUs peaKIud CAaMOIIPOU3BOJILHOTO
BBICOKOTEMIIEPATYPHOT'O CUHTE3a B PEXKUME TOPEHUSI.

Taxoke u3BecTeH crioco6 TBepA0(ha3HOTO CHHTE3a IMUXTHI IS BEIpAIIUBAHUS
MOHOKPHCTAILIOB JIAHTaHIrajmmeBoro nuobara (LazGas sNb sO14), BKIFOYAIOIMHA CMEIIMBAHKE

OKCHU/IOB JIAHTAHA, TAJUIUS U OKCUIa HUOOUS B OTIPE/IEJICHHOM COOTHOIIEHUHU U TIOCIIEAYIOIIUN
MX HArpeB 0 TEMIIEpaTypbl CUHTE3a U CIIEKaHUE B TeueHUe 6 yacoB (mateHT P Ne2160796)
Y aHAJIOTUYHBIN METO/1 C MPUMEHEHUEM HAJIOKEHHUS BUOPALIMOHHBIX KOJIeOaHUM ¢ YaCTOTOM
50-100 I'y 1 ammumuTyaoi 3-5 MM (mateHT PD Ne2296824).

HenocraTtkamu Bcex BbILIEYTIOMSIHYTBIX CITIOCOOOB SBJISIETCSI TO, UTO OHU HE IIPUTOJIHBI B
TEXHOJIOTMU TOATOTOBKM LIUXTHI B CIIy4ae €€ UCIIOJIb30BAHUS JIS1 BBIPAIIMBAHUS
dbTopconepKamx MOHOKPUCTAIIIIOB.

HaubGomnee 011u3kuM 10 TEXHUYECKOMN CYIITHOCTH SIBJISIETCS JIa3epHbBINM KpUcTaul propuaa
LIEJIOYHO3EMEIBHOIO METAJIJIA JIETUPOBAHHbBIA HECKOJIBKMMHU TPEXBAJIEHTHBIMU HOHAMU U
crioco6 mourydyenus tazepHoro kpucramia (CN 110760930 (A)). JlanHoe uzoOpeTeHue
OTHOCHUTCS K JIA3€PHOMY KPUCTAJUTY (PTOPH/IA IIETIOUHO3EMEIbHOT0 METAIIIA, ISTUPOBAHHOMY
MHO’KE€CTBEHHBIMH TPEXBAJIEHTHBIMU PACIPEIEIAIOIIUMUA HOHAMHU, U K CIIOCOOY MOITYyYEHUS
JIa3epHOr0 KpUcTailjia. XuMudeckasi opMylia Jia3epHOro Kpucramuia ¢propuaa
LIEJIOYHO3EMENBHOIO METAJLJIA, JIETMPOBAHHOIO MHOKECTBEHHBIMU TPEXBAJIEHTHBIMU

pacnpeaensonMMI HOHAMM, TTPEICTABIISIET COOOMH Nd>* , R3*: MeF,, rne Me npeacrasisier

coboit omHo u3 Ca, Sru Ba, a R >* npeicrabisier coboit 1o kpaiineit mepe ma u3 Yo, La>*

 Gdt Lt uset.

HemocTaTKkaMy U3BECTHBIX CIIOCOOOB SBISIETCS TO, YTO IIPUMEHEHHE MEJIKOIUCIIEPCHOM
IIMXTHI TIPY BBIPAIIMBAHIN MOHOKPHCTAIIIOB CIIOCOOCTBYET BO3HUKHOBEHUIO «KUIISIIETO
CJI0SI» B MOMEHT ITO/Iauy I'a3a WM OTKAUKH aTMOC(EPhI B KPUCTAIUTH3AMOHHON YCTAHOBKH,
YTO MPUBOIHT K BEIOPOCAM MEJIKOIMCIIEPCHOM IIMXTHI U3 TUTIIS B OKPYKAIOIIEe TPOCTPAHCTBO
BHYTPH TEIIOBOTO Y3712 KPUCTAIUIM3AIMOHHON YCTAHOBKH, 2 IPUMEHEHHE TTPO(HITMPOBAHHBIX
Ta6JIETOK B TUIIISX CIIOKHON TeOMeTpHIEcKOl (DOPMBI SIBIISIETCS HELEIeCOOOpa3HO U3-3a
06pa3oBaHye MyCTOT U KaK CIEACTBHE JabHEMIIeN yca ki PACTYIIETO KPUCTAILIA.

TexHUUeCKOI TPOOIEMON, Ha pellleHre KOTOPOii HAaIPaBJIeHO JaHHOE U300 peTeH e
SBJISIETCS YCTPAHEHHE BEIOPOCA METKOMMCIIEPCHOM IIMXTHI M3 THITIS B OKPYKAIOIIee
IPOCTPAHCTBO BHYTPH TEIIOBOTO Y314 KPUCTAILTM3ALMOHHON YyCTAHOBKH, 4 TAKJKe ITOTyueHHe
rOTOBOTO CIIeKa MPH CHHTE3e KOTOPOTO B MOHOKPHCTAILIE Oy/IeT OTCYTCTBOBATH yCaaKa
MaTepuaia (yBelMdeHre HACBIITHOTO BECa HCXOJHBIX KOMIIOHEHTOB).

PackpbITHE CYLHOCTH U300pETEHNUS

TeXHUUECKUM Pe3yTbTATOM 3asBISEMOTO N300pETEHN SBIISETCS MONyUeHHe TBEPOTO
CIieKa IS TTOCIEAYIONIero CHHTE3a MOHOKPUCTAILIOB (DTOPHUIOB.

Crp.: 5
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JIJIsl JOCTHXKEHUS TEXHUUECKOTO Pe3yJIbTaTa MPEeAIoKeH CIIOCOO MPUTOTOBIICHHS IIIUXThI
JUTSL BBIPAIIIMBAHUSI MOHOKPUCTAIUIOB (DTOPUAOB, BKITIOUYAIOIINN CMEIIMBAHUE UCXOTHBIX
koMmroHeHTOoB MeF,-RF3-PbF, rine Me - Ca unu Ba uinu Sr, R - P33, a PbF, sBnsiercs

IIOTJIOTUTCIIEM KUCTIOpPOda, UX HAI'PCB U BBIICPKKY, ITPHU 3TOM, B KA4YCCTBC R HCITIOJIB3YIOT

Eu’*, wm Ce®*, wm Tm>* | wimm Nd®* | koMIoHeHTBI GepyT B CTEXHOMETPHIECKOM
cootHomieHuu Me - 93%, R - 2%, PbF, - 5%, unu Me - 96%, R - 2%, PbF, - 2%, unu Me - 97%,

R - 1%, PbF, - 2%, ¢ nocneayoien Ux yKiIaaKoi B rpadUTOBBIN TUTETb B OPME «JIOTOUKU»

C KPBILIKOM U3 TOT0 XK€ MaTepuralia, JaJiee OCYILLIECTBIISIOT YCTAHOBKY TUIJI C KOMIIOHEHTAMU
B BBICOKOTEMITEPATYPHYIO BAKYYMHYIO TIeYb C Tpa(UTOBBIM TEIJIOBBIM Y3JIOM U HArpeB B
Heti 1o TemrepaTypbl 200-250°C B BakyyMe ¢ MOCIIeyIolel BbIIep>KKOM B TeueHuu 3-4 4,
3aTE€M HArpeB TUIJIA C KOMIIOHEHTAMU B BBICOKOTEMIIEPATYPHOMN OT)KUTOBOW BAKYYMHOM
rreun 110 Temriepatypbl 700-750°C B aTMocdepe BaKyyMa ¢ TTOCIIEIYIONIEH BBIIEPIKKOM B
TEUYEHUM 3-4 4, HArpEeB TUIJISI C KOMIIOHEHTAMH B BBICOKOTEMIIEPATYPHOMR OTKUTOBOW
BakyyMHoM nieuu 10 Temnepatypsl 1000-1300°C B u36b6ITOUHOM aTMOC]epe BaKkyyma U
BBIJIEPKKOM 6 U U MOCIeayIolled BhIACPKKON B U30bITOUHON aTMOoc(hepe pTopoBogopoaa
HF wnu tetpadgropmerana CF4 B TeueHuu 6-8 4 1 MHEPIMOHHOE OXJIAXKIEHUE ITOJTYYEHHOTO
CIIeKa O KOMHATHOM TeMIIEPATYPbI, IPX 3TOM MCIOIB3YIOT [1€Yb U TUT€Ilb, HE COAEPKALINUX
B COCTABE CBOEr0 MaTeprasia MOJIEKYJI KUCIIOPOAA.

Kpatkoe onucanue yeprexeit

Ha ®wur. 1 nokaszana ¢oTorpadusi roTOBOro TBEPAOTO ClleKa UCXOAHBIX KOMIIOHEHTOB

CaFZ:Eu3 * 118 cuHTe3a MOHOKpUCTALIOB (hTopuaos (crek ans Meroga THK).

Ha ®wr. 2 nokazana ¢poTorpadusi TOTOBOTO TBEPAOTO CIIeKa UCXOTHBIX KOMIIOHEHTOB
CanzEu3 " nomemenHoro B rpaduToBbIi TUreNns (Metoa IHK) U1s cMHTE3a MOHOKpHUCTAILIa

dbropuaa.
Ha ®wr. 3 nokazana ¢poTorpadusi, IeMOHCTPUPYIOIIAST OTCYTCTBUE YCAKH (pa3Mepbl

TOTOBOI'O CIIEKA UCXOIHBIX KOMIIOHEHTOB Can:Eu3+ IIPAKTUYECKUA UACHTUYHBI pa3zMepam
+
CUHTE3MPOBAHHOI'O MOHOKPUCTAIIA Can:Eu3) TOTOBOT'O MOHOKpPHUCTAJIA CaFZ:Eu3

CUHTE3UPOBAHHOI'O U3 TBEPAOTO CIIEKA UCXOIHBIX KOMIIOHEHTOB Can]Eu3+ .

Ocy1ecTBiIeHHE U300PETEHUS

OnHUM U3 OCHOBHBIX TPEOOBAHUM, TPEABSBIISIEMBIX K KAUECTBY CHHTE3UPYEMBIX KPUCTAIIIIOB
(bTOPHUIOB, SBISETCS TTOJIHOE OTCYTCTBUE HEXKETATEIbHbBIX TPUMECEH.

B 3asBisieMoM n300peTeHNN OTCYTCTBHE HEXKEIATEITbHBIX IPUMECEH B IPUTOTABIMBAEMOM
CIIeKE OCYILIECTBIISIETCS ITyTEM HCIIOJIb30BAHUS MATEPUAIIOB [I€UX U TUTJIEH, HE COJePIKAIIINX
MOJIEKYJI KUCIIOPO/Ia B CBOEN CTPYKTYPE, a TAK)KE CKOPOCTHIO HATPEBA U BBIIEPIKKH C
UCIIOIH30BAHUEM MTOAXOISIIEH aTMOC]EPHIL.

Hamnpumep, ucrionb3yercst rpaUToOBbIN TUTENlb, B KOTOPOM HE ITPOUCXOIUT A/ITE3UH CO
CTIIEKaeMbIM MaTepUaIOM, TO €CTh UCTIOJIb3yEMBbIil MaTepUall TUTJISl CIIOCOOCTBYET JIETKOMY
U3BJICUEHUIO TOTOBOTO CeKa U3 TUTIIL. DopMa U3IT0KHULBI TUTIIS IPOEKTUPYETCS TAK YTOOBI
TOTOBBIN CIIEK U3BJIEKAEMbIN U3 Hee MOBTOPSUT (DOPMY M3ITONKHUIBI TUTIIS ISl CHHTE3a
KpHUCTaIIA.

Crioco6 nmoyueHus TBEpAOTO CIieKa, BKIIOYAET B Ce0sI CMEIIEHHE UCXOTHBIX KOMITOHEHTOB

Hanpumep: MeF,-RF;-PbF, (rae Me - Ca wim Ba wm S, a R - Eu** wm Ce* wim Tm*>* wim

Nd** ) ipu 3TOM PbF, SIBII€TCS MOTJIOTUTENIEM KUCIIOPOA, B3SITHIX B CTEXMOMETPUUECKOM

Crp.: 6
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COOTHOUIEHUH, HAIIPUMED, B CUCTEMAX UCXOAHBIX KOMIIOHEHTOB MeF,-RF;-PbF,, rae Me -

Ca,Ba,Sr,aR- Eu>* , IPOLIEHTHOE COOTHOIIeHue 0yeT Me - 93%, R - 2%, PbF, - 5%, unu
Me - 96%, R - 2%, PbF, - 2%, v Me - 97%, R - 1%, PbF, - 2% v T.1. B CTEXUOMETPUUECKOM

COOTHOIIIEHUH, C TIOCIIEAYIOIIEH UX YKJIAKON B TpaUTOBBIN TUTEb B (POPME «JIOTOUKU» C
KPBIIIKON U3 TOTO XK€ MaTepuaa.

Jlajiee TUIIIb C KOMIIOHEHTAMM YCTAHABIIMBAIOT B BBICOKOTEMIIEPATYPHYIO BAKYYMHYIO
neYb ¢ TPaUTOBBIM TEITIOBBIM Y3JIOM M MMPOU3BOIST HATPEB B Hell 0 TeMrepatypsl 200-
250°C B BakyyMe C TTOCIeAYIOIIEH BBIAEPKKON B T€UEHUH 3-4 4acoB.

Jlasiee TpOBOJAT HATPEB TUIJISI C KOMIIOHEHTAMH B BBICOKOTEMIIEPATYPHON OTKUI OBOA
BaKyyMHOU nieuu 10 temnepatypsl 700-750°C B aTMocepe Bakyyma c nmociaeayromien
BBIJIEPKKOW B TeueHUH 3-4 yacoB. [1ocie aToro, npoBOIAT HATPEB TUIJISI C KOMIIOHEHTAMU
B BBICOKOTEMIIEPATYPHOM OTKUTOBOM BaKyyMHOM reuu 10 temrepatypsl 1000-1300°C B
U30bITOYHOM aTMOCc(hepe BaKyyMa U BbIIEPKUBAIOT 6 YACOB C MTOCIIEAYIONIEH BbIIEPKKOM B
u30bpITOuHOM atMochepe propoBogopoaa (HF) umu rerpadropmerana (CF,) ¢ B TeueHun 6-8

yacoB. [Tocre 3Toro npoBoAsAT MHEPLMOHHOE OXJIAXKACHHE ITOJTyYEHHOT O CIIeKa 10 KOMHATHOMN
TEMIIEPATYPBHI.

Taxum 00pa3zom, onMcaHHAsE TEXHOJIOTHS TPUTOTOBIICHHUS IITUXTHI /TSI BEIPAITUBAHUS

MOHOKPHUCTAJIJIOB (DTOPHIOB, UMEET LENb - IOBBIIICHUE HACBIITHOTO BeCca UCXOTHOTO CHIPhS
U151 BBIPAIIMBAHMSI MOHOKPHUCTAJUIA M TPAKTUUECKU UCKITFOUEHHS YCAIKU PA3MEPOB PACTYILIETO
KpHcTasuia 3a cueT (hOPMBI U3JTOKHUIIBI TUTIISI, CTPOEKTUPOBAHHOM TaK UTOOBI TOTOBBIN,
CIIEK U3BJIEKAEMBIH U3 Hee MOBTOPSUT (POPMY U3TTOKHUIIBI TUTIIS 111 CUHTE3a KPUCTAJLIA.
BBuny 0coOOEHHOCTH TEXHOJIOTUU BhIPAILIMBAHUSI MOHOKPUCTAJIIIOB B YACTHOCTH METOIOM
I'HK (60ap11as miomaas OTKPITON MOBEPXHOCTH UCTIONIB3YEMBIX TUTIICH) U3
MEJIKOJIUCIIEPCHOT'O UCXOTHOTO TTOPOIIIKA - IUXTHI (pa3mep 3epeH He Oosee 0,001 mm),
1o/ 100HOe OPUKETUPOBAHUE IIIUXTHI, B OTJIMYKME OT UCIIOJIH30BAHUS MEJIKOIUCIIEPCHOTO
MOPOILIKOOOPA3HOI0 UCXOTHOTO MaTepuasa MpeaoTBpallaeT BOSHUKHOBEHUE «KUITSIIIETO
CIIOSI» 3a CUET ero 00e3BOKUBAHUS ITPU IIEPBOHAUAIBHOM BAKYYMHUPOBAHUH, B COOTBETCTBUU
C IPUMEHSIEMOW TEXHOJIOTUEN BBIPAIIIMBAHUS KPUCTAILIA.

Ha ®wr. 1 nokaszana goTorpadusi roTOBOT0 TBEPAOTO CIIeKa UCXOIHBIX KOMIIOHEHTOB

Can:Eu3 * 1S cuHTE3a MOHOKpPHUCTAJIIIOB (Topu1oB (crek a1 metoga ' HK).
Ha ®ur. 2 nokaszana ororpadus roToBOro TBEPJOro Crieka UCXOHBIX KOMIIOHEHTOB
CanzEu3 " nomereHHOro B rpaduToBbIi THrens (Metoa I'HK) 171 cuHTe3a MOHOKpHUCTaILIa

dbropuna.
Ha ®wur. 3 nokazana ¢poTorpadusi, IeMOHCTPUPYIOIIAsT OTCYTCTBUE YCAKH (pa3Mepbl

TOTOBOI'O CIIEKA UCXOIHBIX KOMIIOHEHTOB CaFZ:Eu3+ IIPAKTUYECKUA UACHTUYHBI pa3Mepam
CUHTE3UPOBAHHOTO MOHOKpHcTasia CaF, 1Eu3+) rOTOBOI'0O MOHOKpUCTAJLIIA Can:Eu3 *

CUHTE3UPOBAHHOI'O U3 TBECPJOI'O CIICKA UCXOAHBIX KOMIIOHCHTOB CaF21.Eu3+ .

Taxkum 00pazom, MPeAIOKEHHbIN CIOCOO MPUTOTOBJICHUSI LIMXTHI J1s1 BbIPAIIMBAHUS
MOHOKPUCTAIIIOB (PTOPHUIOB MTO3BOJISIET:

- IOJIy4aTh TBEP/IbIE CIIEKH BBICOKOT'O KaUeCcTBa 0€3 MPUCYTCTBUS TIOCTOPOHHUX ITPUMECEH;

- IOJIy4YaTh TBEP/IbIE CIIEKM HEOOXOIMMOI MacChl M pa3MepOB ISl 3aI10JIHEHMSI BCErO
00BbeMa U3JT0KHUIIBI TPA(UTOBOTO TUTIISI TPU CUHTE3€ U3 HETO MOHOKPUCTAIIIA (YBETTUUCHHUE
HACBIITHOTO BECA UCXOIHBIX KOMIIOHEHTOB);

- II0JIy4aTh TBEP/IbIE CIIEKM IIPU CUHTE3€ KOTOPBIX B MOHOKPUCTAJIIT OTCYTCTBYET yCAAKA
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MaTepual (TO eCTh 00BbEM UCXOIHOTO CIIeKa paBeH 00beMY CUHTE3UPOBAHHOTO
MOHOKpPHUCTAJLIA);

- U30eXaTh HapYIICHUS] CTEXHOMETPHUM pacIljiaBa, TaK KaK MOJIydaeMblii TBEPABIN CIIeK
MOJIHOCTBIO UCITOJIB3YIOTCS IIPU HATUIABIICHUU B TUTEJIb, 4, CIIEAOBATEIILHO, IOJy4YaTh
OJTHOPOJIHBIE TIO CBOEMY COCTABY MOHOKPHUCTAJLJIBI.

- 130€KaTh BOBHUKHOBEHHUE «KUIISIIETO CIOSI» U KaK CJIEJICTBUE UCKIIOUUTD IONagaHue
MEJIKOAUCTIEPCHOM IIMXThI B MPOCTPAHCTBO TEILUIOBOTO y3JIa.

(57) ®opmyna uzobpeTeHus
Crioco0 MpUroToBIICHMS IIMXTHI IS BhIPAIIMBAHUS MOHOKPUCTAIIOB (PTOPUIOB,
BKJIIOYAIOILIMI CMEIIMBAHUE UCXOIHBIX KOMIIOHEHTOB MeF,-RF3-PbF,, rne Me — Ca, unu Ba,

wi St, R - P33, a PbF, sBseTcs MOriIoTUTENEM KUCIIOPO/Ia, UX HATPEB U BBIIEPKKY,

OTIIMYAIOLIHHACS TeM, 4TO B KauecTse R ucronsayior Eu’t, wmm Ce*™, wmm Tm>*, wmm Nd**,
KOMIIOHEHTBI O€pYT B CTEXUOMETPUUYECKOM COOTHOIIEHUU Me - 93%, R - 2%, PbF, - 5%, nunu

Me - 96%, R - 2%, PbF, - 2%, wiu Me - 97%, R - 1%, PbF, - 2%, c nocnenyouien ux yKIaaKkon

B rpaUTOBBIN TUTENTb B (POPME «JIOJTOUYKU» C KPBIIIKOM U3 TOTO K€ MaTepualia, gajiee
OCYIIECTBIISIIOT YCTAHOBKY THUIJISI C KOMIIOHEHTAMU B BBICOKOTEMIIEPATYPHYIO BAKYYMHYIO
1eyb ¢ rpaUTOBBIM TETUIOBBIM Y3JI0M U HaTrpeB B Hell 10 TemriepaTypbl 200-250°C B Bakyyme
C TIOCJIEIYIOLIEN BBIACPKKOW B T€UEHHUE 3-4 4, 3aT€M HATPEB TUIJISI C KOMIIOHEHTAMHU B
BBICOKOTEMITEpATyPHOM OT)KUI'OBOM BaKyyMHOM Teuu 10 Temiepatypsl 700-750°C B
aTMoc(epe BakyyMa ¢ OCIIEAYIOLIEH BhIACPKKOM B TeUeHUE 3-4 4, HATPEB TUTJIS C
KOMITOHEHTAMH B BBICOKOTEMIIEPATYPHOU OTKUT'OBON BAKYYMHOM MEYM 10 TEMIEPATYPhI
1000-1300°C B u36BITOUHOM aTMOC(hEPE BAKyyMa U BBIIEPKKOM 6 4 U MOCIeayIole
BBIZICPKKOI B M30bITOUHOM aTMOchepe propoBomopoaa HF wmu terpadropmerana CFy B

TE€YEHUE 6-8 4 M THEPUMOHHOE OXJIAXKICHUE ITOTYYEHHOTO CIIEKA JJO KOMHATHOM TEMIIEPATYPHI,
IIPY 9TOM MCIOJIB3YIOT [1€Ub U TUTEJIb, HE COAEPKALME B COCTABE CBOEIO MaTEpUalla MOJIEKYJI
KHUCIIOPOAA.
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