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(57) Pedepar:

N306perenue OTHOCHTCS K obmactu
BBIPALMBAHMSA OINTHYECKUX MOHOKPHUCTAJUIOB U
MOXET OBITh HCIOIB30BAHO IIPU H3TOTOBJIEHUU
ruokux nonukpuctammmueckux HMK-cBeToBomOB.
BBICOKOYMCTYIO TOMOTEHHYIO OAHO(DA3HYIO LIUXTY
YUCTOTOM MO KaTMOHHBIM mpumecsiMm 0,1 ppm st
BBIpAIUBaHUs MHQPAKPaCHBIX MOHOKPUCTAIIIOB Ha
OCHOBE TBEPABIX PACTBOPOB cucTeMbl TIBr 4610 54 —
AgCl monydaroT THMAPOXUMHUYECKUM METOIOM
TEPMO30OHHOM  KPUCTAJUIM3ALUU-CUHTE3d  IIpU
JIBYKpAaTHOW MepeKpUCTAIUIM3ALMU. 3aTeM ILIUXTY

Crp.: 1

3arpyXaroT B aMITyJly U3 CTeKJa MUPEKC, KOTOPYIO
IIOMEIAIOT B YCTAaHOBKY [JIS BBIpAITUBAHUS
MOHOKPHUCTAJIJIOB BEPTUKAIIbHBIM METO/IOM
Bpumkmena, pactuiaBIsitoT U IMIPOKAIBIBAIOT PACIUIAB
B POCTOBYIO aMITyJly, TaKXKe€ WM3TOTOBJIEHHYIO W3
crexia mupekc. Ilocime 3TOro BBIAEPKUBAIOT B
TEUEHHUE JIBYX YACOB TPU TOU Ke TeMmrepaType U
TIepeMEITatoT aMITyJIbl B HUKHIOIO 30HY YCTAHOBKH,
MIPOBOAT OTHT TIpH TemmepaTtype 100 °C B aToi
K€ YCTAaHOBKE B TEUEHWE [EeCSITH 4YacoB IS
(bopMUpOBaHUS MOHOKPUCTAILIOB  KyOWYecKou

velLlZgsgcd n o

0


http://www.fips.ru/cdfi/fips.dll/ru?ty=29&docid=2821184

C1

2821184

RU

Temnepartypa, °C

cuHronum crpykrypHoro tuna NaCl. ITo nepsomy
BapUAHTY UCIIOJIB3YIOT IIUXTY, COACPIKALLYIO, MOJL.
%: TBepbIi pacTBOP TIBr( 4610 54 —90,0-98,0; X10pHI
cepebpa — 10,0-2,0. Pacruiasienue B ammyjie BeayT
npu Temreparype 430 °C, a ee mepemMellcHUE B
HW)KHIOIO 30HY YCTAHOBKM OCYIIECTBIISIIOT IIpU
temnepatype 160-180 °C co ckopoctbio 0,5-0,8 mm/
4. ITo BTOpoMy BapwaHTy HCIOIB3YIOT IIHUXTY,
coaepikaIyr, Mot %: xiaopua cepedpa — 80,0-95,0;
TBepabi - pactBop  TIBrg4elpss - 20,0-5,0.

PacriaBnenue B amiryjie BeIyT NPU TEMIlEpaType

470 °C, a ee mepeMelleHHE B HIWKHIOIO 30HY
YCTAHOBKU OCYIIECTBJISIIOT MpU Temmeparype 155-
200 °C co ckopoctsio 0,5-1,0 mm/4. TToayueHHbIC
MOHOKPHCTAJUTHI SIBIISTIOTCS PaIalliOHHO-CTOVKHUMH,
HEPACTBOPHUMBI B BOJIE, TUIACTUYHBI U TPO3PAYHBI B
muanazoHe or 0,4 no 55,0 mxm B MK-o6Gnacru.
IMomukpucramnueckue rudbkue MK-cBeToBOIBI €
pamuycom usruba 10 50,0 MM, U3TOTOBIIEHHBIE MX
3TUX MOHOKPHUCTAJUIOB METOJIOM OJKCTPY3WH, HE
pa3pymarorcs co BCJIEJICTBUE
PEeKpHCTAINTA3AINY 3epeH. 2 H.IT. ¢-JIBI, 1 WL, 6 TIp.
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npuMeHeHue KpuctainioB cucteMbl AgBr-T1Br0,4610,54. [luccepranus Ha COMCKaHHE YISHON CTENCHN KaHAUIAaTa
TEeXHUYECKHX Hayk, ExarepunOypr, 2018, c.c. 41, 57, 58, 61-69. D.D. SALIMGAREEYV et al,, Crystals of AgBr-
T1Br0,4610,54 system: Synthesis, structure, properties, and application, Mater. Today Commun., 2019, v. 20.
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(54) METHOD OF GROWING INFRARED MONOCRYSTALS BASED ON SOLID SOLUTIONS OF TIBr 44

I y54 - AgC1SYSTEM (VERSIONS)

(57) Abstract:

FIELD: growing optical monocrystals.

SUBSTANCE: invention relates to growing optical
monocrystals and can be used in making flexible
polycrystalline infrared light guides. High-purity
homogeneous single-phase mixture with purity of
cationic impurities 0.1 ppm for growing infrared
monocrystals based on solid solutions of the
TIBrg46lgs4 — AgCl system is obtained by

hydrochemical method of thermal zone crystallisation-
synthesis with double recrystallisation. Mixture is then
loaded into an ampoule made from Pyrex glass, which
is placed into an apparatus for growing monocrystals
using the vertical Bridgman method, melted and the
melt is instilled into a growth ampoule, also made from
Pyrex glass. After that, holding for two hours at the
same temperature and moving the ampoules into the
lower zone of the installation, annealing is carried out
at temperature of 100 °C in the same installation for
ten hours to form monocrystals of cubic system of NaCl
structure type. According to the first version, a charge

Crp.: 3

containing, mol. %: solid solution of TIBr( 46lp54 —

90.0-98.0; silver chloride — 10.0-2.0. Melting in the
ampoule is carried out at temperature of 430 °C, and
its movement to the lower zone of the installation is
carried out at temperature of 160-180 °C at rate of
0.5-0.8 mm/h. According to the second version, a
charge containing, mol.%: silver chloride — 80.0-95.0;
solid solution of TIBrg 46l 54 — 20.0-5.0. Melting in

the ampoule is carried out at temperature of 470 °C,
and its movement to the lower zone of the installation
is carried out at temperature of 155-200 °C at rate of
0.5-1.0 mm/h.

EFFECT: obtained monocrystals are radiation-
resistant, insoluble in water, plastic and transparent in
range from 0.4 to 55 mcm in the infrared region;
polycrystalline flexible infrared light guides with a bend
radius of up to 50 mm, made from these monocrystals
by extrusion, are not destructed over time as a result of
recrystallisation of grains.
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N300peTeHne OTHOCUTCS K TAJIOT€HUIHOMY KJIACCY ONTUYECKUX MOHOKPUCTAIIIOB,
00J1aJAI0IIMX MHOTO(QYHKIIMOHATIBHBIMI CBOMCTBAMH, HA OCHOBE TBEP/ABIX PACTBOPOB
raJOr€HU0B OJHOBAJIEHTHOT'O TaJIMs U cepedpa, KOHKPETHO K MH(PpaKpacHbIM KpUCTAIIIAM
corjacHO HOBOI1 (ha3oBoii nuarpammel cucteMsl TIBrg 461 54 - AgCl (ur. 1).

N3eectHbl MK kpucTauisl Ha OCHOBE TBEPIBIX PACTBOPOB OpomMua-Hoauaa
OJIHOBaJIEHTHOTO TajumMs coctaBa TIBrg 46l 54 (KPC-5). [Hayunslie Tpyns! ['upenmera.

HccnenoBanus npouecca noxyyeHus CoJIEN U BbIpaIllMBAaHUSI MOHOKPUCTAJIIIOB TaJIOTEHUI0B
ogHoBasieHTHOTO Tasummst. M.A. Onbckas v ap. - Mocksa : Meramunyprus, 1970. - T.29. -159
c.]. Kpucramnst KPC-5 npospaunst ot 0,5 10 50,0 MkM. OHU paiMaliMOHHO-CTONKUE,
HETUTPOCKOIWYHBIE, TIIACTUUHbBIE, HO MOJIMKpUcTamueckue MK cBeToBObI, MOTyUYEeHHBIE
METOJIOM 3KCTpY3uu u3 kpucramuioB KPC-5 co BpeMeHeM pas3pyiarorcs BCIeACTBUE
PEKPUCTAILIA3ALUH 3EPEH.

Hawnbosnee 01u3kuM TeXHUUECKUM perieHueM sBisitoTcsa MK MoHOKpUCTaibl CUCTEMBI
AgBr-TIBr( 46l 54 [OnTHUECKME CBONCTBA U TPUMEHEHHUE KPUCTAIIJIOB CUCTEMbI AgB1-

TIBrg 461 54- Camumrapees [[.J1. [luccepranust Ha COMCKaHUE HAYYHO! CTENEHN KaH/I. TEXH.

Hayk. ExaTepunOypr, 2018, 155 crp.]. M3yueHa u mocrpoeHa ¢a3oBasi iuarpaMma CUCTEMBI
AgBr-TIBr( 46l 54. OnipenieneHbl KOHUEHTPALMOHHBIE COCTABBI IBYX TOMOT€HHBIX 00J1acTen

JUIS1 BBIpAIIMBAHWS KpUCTAILIOB. [ [peacTaBiieHa TeXHOIOT Y BIPAIIMBAHUS MOHOKPUCTAIIIIOB,
BKJTIOYAIOINAS HA TIEPBOM 3Tarle MOJIyYeHHUE BBICOKOUMCTOM OAHO(A3HOM IUXTHI METO0OM
TepMO30HHOM Kpuctauzanuei-cuate3oM (T3KC), ¢ mocnenyonmm npokanbIBAHUEM
pacIUIaBJIEHHOM IIMXTHI B POCTOBYIO AMITYJLy U POCT MOHOKPHUCTAJIOB BEPTUKATIbHBIM METOJIOM
bpumxmena.

Ho mys monmyuenust UK cBeTOBOAOB METOI0M 3KCTPY3UU HEOOXOIMMbBI MOHOKPUCTAILIIBI
KyOW4yecKoN CUHIOHUM cTPYKTypHOTO TUIa NaCl, BBICOKOIUIACTUYHBIE, YUCTOTOM 1O
KaTUOHHBIM npuMecsM 110 0,1 ppm U Npo3payHbIe B IIMPOKOM CIIEKTPAJIbHOM JUana3oHe.

CyiecTByeT TeXHUYECKAs 3aJaua Mo pa3padboTke crnocoda BbIpallluBAHUS PAIUALIMOHHO-
CTOMKHX, HE PACTBOPUMBIX B BOJIE, TIOBBILIEHHOMN CTENEHN YUCTOTHI IO KATUOHHBIM ITPUMECAIM
10 0,1 ppm, BBICOKOIIPO3PAYHBIX B PACIIMPEHHOM CIIEKTPAJIBHOM JMANIA30HE OT BUAMMOM -
0,4 MxM 110 gajbHew - 55,0 MKM HHGpPaKpacHOM 001aCcTH, a TaKKe O0JIee TUTAaCTUIHBIX, UeM
B IIPOTOTHUIIE, MOHOKPUCTAIIJIOB KYOUYECKON CUHTOHUU CTPYKTypHOTO Tuma NaCl Ha ocHOBe
cucreMsbl TIBr( 461 54 - AgCl. OHn npeiHa3HAYEHBI, B OCHOBHOM, JIJ151 U3TOTOBJIEHHUSI METOJIOM

9KCTPY3HU TMOKUX ¢ paauycoM u3ruoda go 50,0 mm nommkpucrammueckux MK cBetoBoaoB,
KOTOPBIE HE Pa3pyLIAIOTCs BCIEACTBUE PEKpUCTAIIIM3anmMK 3epeH, kak MK cBeToBoIbI Ha
OCHOBE KPHUCTAJIJIOB TBEPABIX pacTBOPOB cUcTeMBI T1Br( 461 54 (KPC-5).

TexHuueckas 3ajjaua pelieHa 3a c4eT TOro, UTO pa3paboTaH:
1. Crtoco6 BeIpanmBaHust MHPPAKPACHBIX MOHOKPHUCTAJIOB HA OCHOBE TBEPIBIX PACTBOPOB
cucteMbl TIBr 46l 54 - AgCl, BKITIOUAIOIIMI TOTYyYEHHE BBICOKOYUCTON OTHO(DAZHON HIUXTHI

TUAPOXUMHUYECKUM METOAOM TEPMO30HHON KPUCTAIUIU3ALUEH-CUHTE30M, POCT KPUCTAILIOB
BEPTUKAJIBHBIM METOIOM bpumkMeHa B amMITynax U3 CTEKJIa MUPEKC C MPEABAPUTEIBHBIM
IIPOKaIbIBAHUEM PACIUIABIEHHOM LIKMXThI B POCTOBYIO aMITYJ1y, OTJIMYAIOLIUICS TEM, YTO
TOMOTEHHYIO OJTHO(DA3HYIO IIUXTY YACTOTOM MO KATHOHHBIM ITpuMecsiM 0,1 ppm mosry4aror
JBYXKPAaTHOH MEPEKPUCTATUIM3ALUEN METOAOM TEPMO30HHON KPUCTAIIIN3ALMEN-CUHTE30M
Ha OCHOBE TBEpAOTO pacTtBopa cocrasa TIBry 46l 54 ZONOIHUTETBHO CONEPKALIETO XITOPUL

cepebpa IpH CIIeIYIOIIeM COOTHOIIIEHUE HHTPEAUEHTOB, MOJI. %:

TBepabli pactBop TIBrg 46l 54 90,0-98,0
XJIopuz cepedpa 10,0-2,0,
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3aTeM IIMXTY 3arpy’KaroT B aMIlyly, paciabisitoT ipu teMneparype 430 °C u
IIPOKAIIBIBAIOT PACILIAB B POCTOBYIO AMITYJIY, BBIAEPKUBAIOT B TCUEHHUE IBYX YACOB IIPY TON
Ke TeMIlepaType U IEPEMELAIOT aMITYJIbI CO CKOPOCThIO 00,5-0,8 MM B 4ac B HUKHIOIO 30HY
ycraHoBKHY Iipu Temrnepatype 160-180 °C, 3aTtem npoBoaaT oTxur npu temrnepartype 100 °C
B 9TOM K€ YCTAaHOBKE B TEYEHUE JECSITH YaCcOB I (POPMUPOBAHUS MOHOKPUCTAIIIOB
KyOW4YecKOW CUHTOHUU CTPpYKTypHOTO TUma NaCl.

2. Crtoco0 BeIpaimBaHust THPPAKPACHBIX MOHOKPHUCTAJIOB HA OCHOBE TBEPIBIX pACTBOPOB
cucteMbl TIBrg 4] 54 - AgCl, BKITIOUaIOIIMI MOTYYEHHUE BBICOKOYUCTON OTHO(DAZHON HIMXTHI

TUIPOXUMHUYECKUM METOJIOM TEPMO3OHHON KPUCTATUIM3ALUEN-CUHTE30M, POCT KPUCTAIIIIOB
BEPTUKAIIBHBIM METOAOM bpHUIKMeHa B aMITyax U3 CTEKIIa MMUPEKC C IPEABAPUTEIIbHBIM
IIPOKaIbIBAHUEM PACILIABICHHOM IIMUXTHI B POCTOBYIO aMITyJ1y, OTJIMYAIOLIUICS TEM, YTO
FOMOTEHHYI0 OJHO(A3HYIO IIUXTY YACTOTOM 110 KATUOHHBIM ITpuMecsiM 0,1 ppm nosaydaror
JBYXKpaTHOM NEpEKpUCTAIIIM3AUUEN METOLOM TEPMO30HHON KPUCTAIIIIN3AUUEN-CUHTE30M
Ha OCHOBE XJIOpHJIa cepedpa JOMOIHUTEIBHO COIEPHKALLET0 TBEPABIN PACTBOP COCTaBA
T1Br( 46l 54 IPY CIEYIOEM COOTHOLIEHUU UHTPEIUEHTOB, MOJL. %:

XJI0pu1I cepedpa 80,0-95,0
TBepablit pacTBop TIBrg 46l 54 20,0-5,0,

3aTEM LIMXTY 3arpyKaroT B aMITyJly, paciulaBisitoT npu teMnepatype 470 °C u
IIPOKAIIBIBAIOT PACILIAB B POCTOBYIO AMITYJIy, BBIAEPKUBAIOT B TCUEHHUE IBYX YACOB IIPY TON
YK€ TEMIIEpAType U MEPEMELIAIOT aAMITYJIbI CO CKOPOCTHIO 0,5-1,0 MM B 4ac B HUKHIOKO 30HY
yCTAHOBKH Tipu TeMrnepatype 155-200 °C, nanee nmpoBoasT oTxur mipu 100 °C B 3TOM Ke
YCTaHOBKE B T€UEHHUE JECATU 4acoB JJIs1 GOPMUPOBAHUS MOHOKPHUCTAIIIOB KyOHUUeCKoM
CUHIOHMM CTpyKTypHOTro Tuna NaCl.

CymHoCTb H300pETEHHSI COCTOUT B TOM, UTO pa3pabOTaHbl MHOTO(QYHKIMOHAIbHBIE
MOHOKPHUCTAJIJIBI HA OCHOBE KOHLEHTPALMOHHBIX COCTABOB U TEXHOJIOTMYECKUX PEKUMOB
BBIPAIIMBAHUS COTJIACHO JIBYM TOMOT€HHBIM 00J1aCTsIM HOBOM (ha30BOM AUATPAMMBbI CUCTEMBI
TIBrg 461 54 - AgCl (¢ur.1). Kpucranisl pagualoHHO-CTONKHUE U HE pACTBOPUMBI B BOJE,

TaK KaK I1OJIy4€Hbl HA OCHOBE YCTOWYMBBIX K PaIMALUU FAJIOTEHUI0B OAHOBAJIECHTHOTO TaJLIMS
u HerurpockonuuHbIX AgCl u T1Br 46l 54. Hannume xstopuaa cepeOpa B CTpyKType TBEPIOTO

pactBopa TIBr( 461 54 TOBBIIAET IIJTACTUIHOCTH MOHOKPUCTAILIOB B 1,5-2 pasa, 110 CpaBHEHUIO
¢ kpuctaimamu T1Br 46l 54 (KPC-5) u kpucramiamu cucreMsl AgBr-TIBr 4610 54-

Ha nepBom starne cnoco6a noyyatoT metogoMm T3KC nByxkpaTHOM NepeKpUCTAILIU3AlMEN
TOMOTEHHYIO OJTHO(DA3HYIO IIIUXTY YACTOTOM MO KaTUHOHHBIM TTpuMecsiM 0,1 ppm, 4TO Ha
MOPSIIOK BBIIIE IO YUACTOTE, ueM B npoTtoTure. Kpome Toro, ximopua cepedpa B cucteme
TIBrg 4610 54 - AgCl crtocoOCTBYET MepecTpanBaHUIO KPUCTAIIMUECKON KyOUUIECKOM pEIIeTKH

crpykrypHoro tuna CsCl B kyouueckyro pemeTky cTpyktypHoro tin NaCl. M3 muxtsl
BBIPALIMBAIOT BEPTUKAJIBHBIM METOIOM bpUIkMEHa MOHOKPUCTAJLIIBI.

Taxum 00pa3zom, XUMHUUYECKUN COCTAB, CTPYKTYpPa U BBICOKAsI YUCTOTA MOHOKPUCTAIIIOB
obecreunBaroT paIualoOHHYI0 YCTOMYMBOCTb, HETUTPOCKOIIMYHOCTD M LIMPOKUI AUana3oH
npomyckaHust oT Buaumoit 1o nanpHert MK obmacreit (cMm. mpumepsr). M3 Takux
MOHOKPHCTAJJZIOB METOJIOM 9KCTPY3UH NOIY4aloT MOJIMKpUCcTAIIMYeckue ruokue MK
CBETOBO/IbI C pagnycoM u3ruda n1o 50,0 MM, KOTOpbIE HE PA3PYIIAIOTCS CO BPEMEHEM
BCJIEJICTBUE PEKPUCTATUIU3ALNYN 3€PEH.

ITpumep 1.1 IlepBas romorenHast oo61acth (¢ur.1)

I'maopoxumuueckum metooM T3KC npu AByXKpaTHON NMEPEKPUCTAILIMZALMM TTOTYYUIINA
FOMOT€HHYIO OJIHO(A3HYIO IKUXTY YACTOTOM IO KATUOHHBIM IIpuMecsM 0,1 ppm Ha OCHOBe

Crp.: 6



10

5

20

25

30

35

40

45

RU 2821184 C1

TBepAOTO pacTtBopa coctaBa TIBr( 46l 54 AOMOIHUTENBHO COACPKALIETO XJIOPU]L cepedpa

MPU CIIEIYIOIIEM COOTHOIIEHUU UHTPEAUEHTOB, MOJI. %:

TBepablit pactBop TIBrg 460 54 90,0

XJIOpUz cepedpa 10,0

IIIuxTy 3arpy3wiv B aMI1yJly U3 CTEKJIA IIMPEKC C OTBEPCTUEM B KOHMUECKOM JIHE, 3aTEM
aMITyJIy IIOMECTUIIA HaJ POCTOBOM aMITyJIOW U Pa3MECTUJIM UX B YCTAHOBKE, PEAIM3YIOLIEH
BepTuKaabHbIil MeToa bpumikmena. Iuxty pacraBuim npu temnepatype 430 °C u
IIPOKAIIBIBAIOT PACILIAB B POCTOBYIO AMITYJIY, BBIAEPKUBAIOT B TEUEHHUE ABYX 4acOB Ipu 430
°C ¥ nepeMenaloT aMITyJIbl CO CKOPOCThIO 0,5 MM B Yac B HU)KHIOIO 30HY YCTAHOBKHM IMPU
temnepatype 160 °C. Jlanee npoBoasAT OTKUT B 3TOM ke yctaHoBke mipu 100 °C B TeueHue
JIECSITU YACOB C LETTbI0 (POPMUPOBAHUS MOHOKPUCTAIIIA KYOMUECKON CHHTOHUM CTPYKTYPHOTO
tuna NaCl, 4To moATBepkKAAeTCsl PEHTIeHO(ha30BbIM aHAIU30M.

XUMHUYECKHI COCTAB U COJICPIKAHUE ITPUMECEHN B IIIMXTE U KPUCTAILIE AHAJIM3UPOBAIIH
PEHTTeHO(pITYOPECIIEHTHBIM METOI0M U ATOMHO-3MUCCUOHHOM CIIEKTPOCKOITUEN C UHTYKTUBHO
cBs13aHHOM m1azmoit. CoepkaHue KAaTUOHHBIX TpuMecei (11 HaMMeHOBaHuUI) B IIMXTE NTOCIIE
JByXKpaTHo nepekpuctaumzanuu metogoMm T3KC cocrasuna 0,1 ppm. XUMUYeCKHli COCTaB
KPUCTAJJIA COOTBETCTBYET COCTABY IIMXTHI.

J1i1st u3MepeHns paIMallMOHHO ONTUYECKUX CBOWCTB U3rOTOBUIIM METOJIOM TOPSYErO
MIPECCOBAHMUS ITTOCKOTIAPAIIIENIbHBIE TNTACTUHBI TOJIMHOM 2,0 MM ¢ ONITHUECKH 00paboTaHHOM
IMOBEPXHOCTHI0. MI3Mepuim crieKTpel mpoIyCKkaHuss MOHOKpucTauia B BuaumoM u MK
nuana3oHax. OH npoiryckaeT 6e3 okoH morjoleHus oT 0,45 10 53,0 MKM.

Kpucrann ycroituus x Y @-131y4eHNUIO TPU INIOTHOCTH MOIIIHOCTH 1 Br/cM® B uamasoHe
JiH BoJTH 260-370 HM B TeueHue 600 MUHYT M K OeTa-o0ryueHunto. Mi3MepeHust TpoBOAWIH
Ha JIMHEHHOM ycKopuTelie 351eKTpoHOB YIJIP-10-10C ¢ noaranHbiM Habopom 10361 oT 100
1o 1000 xI'p u 6oree.

ITpumep 1.2.

UccnenoBanue GpU3NKO-XUMUUECKHUX CBOMCTB U POCT MOHOKPHUCTAJIIA TPOBOAMIIN KaK B
npumepe 1.1. JIByxkpaTHoi nepekpuctamnuzanueit metoaoMm T3KC moayuninu ogHoha3Hyo
UXTY YucTOTOM 0,1 ppm IpH CIEAYIOMEM COOTHOLIEHNU UHTPEAUEHTOB, MOJL. %:

TBepablit pacTBop TIBrg 461 54 98,0
XJIopuz cepedpa 2,0

[IuxTy 3arpy3uiu B aMITyJ1y, paciiaBuiiv pu temrnepatype 430 °C, paciiaB MpoKaIbIBalOT
B POCTOBYIO aMIyJly U CO CKOPOCTHIO 0,8 MM B 4ac MEPEMECTUIIM AMITYJIbl B HUKHIOIO 30HY
ycranoBku ipu Temrnepatype 180 °C. [TpoBenu oTxur mpu temriepatype 100 °C. Xumuueckui
COCTaB KpHUCTAJIJIa COOTBETCTBYET COCTaBY MMXThI. OH ITpo3payeH 6e3 OKOH MOTJIOIIECHUS B
CrieKTpajabHOM nuanaszoHe ot 0,48 10 55,0 MkM u ycroiuuB K Y D- 1 6eTa-u31yueHUsIM.

ITpumep 1.3.

DKCHEPUMEHT U UCCIIEIOBAHUS CBOWCTB MPOBOAWIM Kak B mpuMmepe 1.1. [Tomyuunu
BBICOKOUYHCTYIO IIUXTY COCTaBa, MOJI. %:

TBepAbIi pacTBop TIBry 4610 54 94,0
XJI0pU1 cepedpa 6,0

BbIpacTuim MOHOKPUCTAIT COCTaBa, CTPYKTYPbI M YUCTOTOM KAK B IIIMXTE IIPU TEMIIEPATYPE
ee pacmiasiienus 430 °C, temnepatype kpucraauzanuu 170 °C u ckopoctu pocta 0,6 MM B
yac. MoHOKpucTasu1 mpo3paueH 06e3 okoH norjoieHus ot 0,46 10 54,0 MKM, yCTOMYUB K
V®- u 6eTa-u3nydeHusIM, HETUT'POCKOTIMYEH U TutacTuueH. I103ToMy U3 MOHOKPHCTAIIOB U3
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MEPBOM U BTOPOI rTOMOTeHHbIX 00acTelt cucteMbl T1Brg 461 54 - AgCl U3roTaBIMBAIOT HE

TOJIBKO ONTUYECKHUE U3JENHsI (JIMH3bI, OKHA, IPU3MBI, IUIEHKH) C YHUKAJIbHBIMUA CBOICTBAMM,
HO Y noJiukpucTtainueckue ruokue MK cBeToBobI, Tonyckaroiiye paauyc uzruoa g0 50,0
MM 0€3 U3MEHEHUS ONITUUECKUX CBOMCTB.

[Tpumep 2.1. Bropas romorenHast o6iactb (¢ur.1)

Meronom T3KC nByxkpaTHOM epeKpucTai3aiyed ojlyuyuiii TOMOT€HHYIO OJJTHO(DA3HYIO
[IUXTY YACTOTOM MO KaTHOHHBIM TipuMecsiM 0,1 ppm Ha ocHOBe XJjiopuaa cepedpa,
JIOTIOJTHUTEIBHO COJIEPKALIETO TBEPAbIN pacTBOp cocraBa T1Br 46l 54 IpH crreqyromem

COOTHOIIECHUH MHI'PCAUCHTOB, MOJI. %:

XJIOpUJ cepedpa 80,0
TBepAblit pacTBop TIBry 4610 54 20,0

PocTt MoHOKpHCTaNIa M3 KUXTHI TPOBOAWIM KaK B mpumepe 1.1, HO IUXTY pacruiaBiIsiiin
npu temnepatype 470 °C, paciuiaB mpoKaIbIBaJId B pOCTOBYIO aMITyJly, BBIAEPKUBAJIM 1B
yaca nipu 470 °C u nepemeriaam aMmnyJsibl co CKOpocTbhio 0,5 MM B yac B 00Jjiee XOJIOIHYIO
30HY ycTaHOBKMY ipu TeMnepatype 155 °C. ITocne omxura nipu 100 °C onpeaensiyiy CBOMCTBa
MOHOKPHUCTAJIJIa, KOTOPBIN UMEET KYOUUYECKYIO CHHTOHUIO CTpyKTypHOro tura NaCl, uyto
MOATBEPKICHO PEHTI€HO(})A30BbIM AHAJIM30M. X UMUUECKUI COCTaB MOHOKPHUCTAILJIA U CTETIEHb
YUCTOTHI COOTBETCTBYET COCTABY M YUCTOTE MIMXTHI. MOHOKPHUCTAJIT TPOITyCKaeT 0e3 OKOH
TOTJIONIEHUS B CrieKTpaibHOM auarasoHe oT 0,4 1o 50,0 mkMm. OH poTO- ¥ paguamoOHHO-
YCTONYMB Kak B mpumepe 1.1.

ITpumep 2.2.

[Toayunsy BBICOKOUYHUCTYIO IIMXTY Kak B puMepe 2.1, Ha ocHoBe AgCl ¥ TBEpI0TO pacTBOpa
T1Br( 46l 54 IPY CIIEYIOIEM COOTHOLIEHUU UHTPEIUEHTOB, MOJL. %:

XJIOpUI cepedpa 95,0
TBepablit pactBop TIBrg 46l 54 5,0

N3 mmxThl BBIPACTUIIM MOHOKPUCTAJUT TAKOM K€ YACTOTHI, COCTABA U CTPYKTYPHBI IPU
ckopoctH pocta 1,0 MM B yac, Temnepartype pacruiabiienus muxtol 470 °C u temnepatype
kpuctammmzanuu 200 °C. Kpucraia npo3pauex ot 0,46 10 55,0 MKM 0e3 OKOH MOTJIONICHUS,
ycroiuuB K Y@ U paiuauimoHHOMY OeTa-U31y4eHUIO.

ITpumep 2.3.

W3 muxThl yncToToM 1o kKatuoHHbIM IpumecsM 0,1 ppm u cocraBa Ha ocHOBe AgCl u
tBEpaoro pacrsopa TIBrg 46l 54 IpH crIeayrOMEM COOTHOIIEHUU UHTPEAUEHTOB, MOJL. %:

XJIopuz cepedbpa 88,0
TBepAbIN pacTBOp TIBry 4610 54 12,0

BerpacTuinm MoHOKpUCTAIT KyOU4ecKon CHHTOHUU CTpYKTYpHOTO THIta NaCl ripu ckopoctu
pocra 0,8 MM B yac, TemriepaType pacriaBieHHol muxTel 470 °C u TemnepaTtype
kpuctaumsaguu 170 °C ¢ nocneayommm oTxuroM npu 100 °C B TeueHHe 1ecATH YacoB.
Monoxkpuctam npo3pauet ot 0,43 10 54,0 MkM 0e3 OKOH MOTJIoIIeHuUs, (POTO- U
paaManoHHo-ycToiumB g030i 10 1000 kI'p 6eTa-obmydyeHueM, HETUTPOCKOIIMYECH,
BBICOKOIUIACTUYEH, ITO3TOMY U3 HET'O METOJIOM 3KCTPY3UU U3TOTABIMBAIOT
MOJIMKPUCTAIUIMYECKUE TUOKHE ¢ paauycoM u3ruda 50,0 MM, 6€3 U3MEHEHHUsT ONTTUYECKUX
CBOWCTB, MH(ppaKpacHbie CBeTOBOABI OT 2,0 10 26,0 MKM.

Takum 0Opazom, NpuBeJIcHHAS! B ONTMCAHUM U TPUMEPAX TEXHOJIOT U, pa3padboTaHa U
000CHOBaHA Ha OCHOBE BIIEPBbIE N3yueHHOM (pa3oBoit quarpaMmsl cucteMsl TIBrg 4610 54 -
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AgCl (dwur. 1), B KOTOpOH YCTAHOBJIEHBI JIBE€ TOMOTEHHBIE OOJIACTH COTJIACHO
KOHIIEHTPAMOHHBIM COCTABAM U TEMIIEPATYPHBIM PEKUMAM KOTOPBIX BBIPAIMBAIOT HOBBIE
C YHUKQJIbHBIMU CBOMCTBAMU MOHOKPUCTAILIBI IIMPOKOTO MPUMEHEHUSI.

(57) ®opmyna uzoopeTeHus
1. Crtoco0 BeIpamuBaHus UHGPaAKPACHBIX MOHOKPUCTAIIOB HA OCHOBE TBEP/IBIX PACTBOPOB
cucrembl TIBrg 46l 54 — AgCl, BKIIIOUaIOIMIA MOy YEHUE BHICOKOYMCTOM OHO(PA3HOM IIMXThI

TUAPOXUMUYECKMM METOAOM TEPMO30HHOW KPUCTAIIN3ALUU-CUHTE3A, POCT KPUCTAIIIOB
BEPTUKAJIBHBIM METOIOM bpukMeHa B amITyax U3 CTEKIIa IMUPEKC C IPEABAPUTEIbHBIM
MIPOKAITbIBAHUEM PACIUIABIEHHOMN IUXTHI B POCTOBYIO aMITYJly, OTJIMYAIOLIMUIACS TEM, UTO
TOMOTEHHYIO OJTHO(DA3HYIO IIUXTY YACTOTOM MO KaTUOHHBIM ITpumMecsiM 0,1 ppm nosrydaror
JIBYKPATHOW MEPEKPUCTATUIM3ALMENR METOIOM TEPMO30HHON KPUCTATUIN3ALMU-CUHTE3A HA
OCHOBE TBepAOoro pactsopa cocrasa TIBrg 46l 54, JOMOIHUTETBLHO COMEPHKALLETO XITOPULL

cepe6pa, IIpH CJICAYIOMCM COOTHOICHUN HHI'PCAUCHTOB, MOJI. %-

TBepabit pactBop TIBrg 46l 54 90,0-98.,0
XJiopuj cepedpa 10,0-2,0,

3aTeM IIMXTY 3arpyKaloT B aMIlyly, paciuiaBisitoT ipu temnepartype 430 °C u
IIPOKAIIBIBAIOT PACILIAB B POCTOBYIO AMITYJIY, BBIAEPKUBAIOT B TCUEHHUE IBYX YACOB IIPY TON
YK€ TEMIIEpAType U MEPEMELIAIOT aAMITYJIbI CO CKOPOCTHIO 0,5-0,8 MM/4 B HUKHIOIO 30HY
ycraHoBKHY Iipu Temmnepatype 160-180 °C, 3aTtem mpoBoaaT oTkur npu temnepatype 100 °C
B 9TOM K€ YCTAHOBKE B TEUEHUE JECATH YACOB 7151 (GOPMUPOBAHUS MOHOKPUCTAIIJIOB
KyOMuecKor CMHToHMU cTpyKTypHOTO Tuna NaCl.

2. Crioco6 BeIpalMBaHust MHQPAKPACHBIX MOHOKPUCTAIIJIOB HA OCHOBE TBEP/IbIX PACTBOPOB
cuctembl TIBrg 461 54 — AgCl, BKIFOYarOMuiA 10Ty YEHHUE BBICOKOYUCTOH OHO(A3HOM IIMXTHI

TUAPOXUMHUYECKUM METOAOM TEPMO30HHOW KPUCTAIUIN3ALUUN-CUHTE3A, POCT KPUCTAIUIOB
BEPTUKAJIBHBIM METOI0M bpumkMeHa B amITynax U3 CTeKsa MUPEKC C MPEABAPUTEIBHBIM
IIPOKaIbIBAHUEM PACIUIABIEHHOM IMXTHI B POCTOBYIO aMITYJ1y, OTJIMYAIOLIUICS TEM, YTO
TOMOTEHHYIO OJTHO(DA3HYIO IIUXTY YACTOTOM MO KATHOHHBIM IIpuMecsiM 0,1 ppm mosryqaror
JBYKPATHOW NEPEKPUCTAILIN3ALMUENA METOOM TEPMO30HHON KPUCTATUIM3ALMU-CUHTE3A HA
OCHOBE XJIOpHJia cepedpa, TOMOIHUTENIBHO COAEepKAIIEro TBEPAbIA pacTBOP COCTaBa

TIBr( 461,54, TPX CIIETYIONIEM COOTHOIIEHUM MHI DEIMEHTOB, MOJI. %:

XJTopuz cepedbpa 80,0-95,0
TBepbli pactBop TIBrg 46l 54 20,0-5,0,

3aTeM IIMXTY 3arpyKaloT B aMIlyly, paciuiaBisitoT ipu temnepartype 470 °C u
IIPOKAaNbIBAIOT PACILIAB B POCTOBYIO AMITYJIY, BBLACPKUBAIOT B TEUEHUE JBYX YACOB IIPU TOU
e TEMIIEpAType U MEPEMEIAIOT aMITYJIbI CO CKOPOCTBIO 0,5-1,0 MM/4 B HUKHIOIO 30HY
yCTAHOBKH ITpu TeMrepatype 155-200 °C, nanee nmpoBoasT oTxur ripu 100 °C B aTOM ke
YCTAHOBKE B T€UEHHUE JECATU 4acoB JIJIs1 GOPMUPOBAHUSI MOHOKPHUCTAIIIOB KyOUUeCKOM
CUHTOHMM CTpyKTypHOTrO THIa NaCl.
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