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Kpickaua myneszgeme: lllenouryk-ramorenayy kpuctamnaapnasl (ILTK) Ttazamoo sxaHa ectypyy
nporneccn KCl:Li kprcTauIBIHBIH MECATBIHIA SKCTICPUMEHTAIBIK KPUCTAIIT 6CTYPYYIY TY3YaymTe (Across
International, AKI) kepceTynay. [Ipomecc TOMOHKY bIpaaTTyy TanTapAbl KAMTHIIBL: (1) YUIKH 32T calbIHTaH
KBapIl aMITyJIaChl )KalTralITHIPHUITaH KBapIl pEaKTOPYHA TepeH CTaTUKaIbIK BakyyMay (1073 [1a xe 107¢ Topp)
Ty3Yy; (i) arpeccuBmyy rajoreHayy OyymapAsiH OyyllaHyy TaacHpuH OacaHIaTyy MakcaTblHIa 0eiMe
TeMIepaTypachblHAa )KOTOPKY Ta3aiubIkTarel aprouay 0,3+0,5 Oap aeHraaiuHe ueduH kuprusyy. byn yuypna
pacmias Temneparypacsida (770+800 °C) xerkenae 6acbiMabiH 1,1+1,3 Gap qeHr?311He YeHUH KOTrOpYyIIalibl
acenke anwiHTaH. Kpucramn ectypyy mporeccu SCADA (Supervisory Control and Data Acquisition)
cucTeMachiHbIH MpoTokonyHa xaHa MCGS (Monitor and Control Generated System) amam-mammnHa
naTepdeticn (HMI) mmardopmaceiHa BUTAWBIK Tak KYPry3yiany. MyHYH HaTBIHKACBIHIA «OTO BICHIK»
kpuctamasl 20+30 °C/caaT pUiIaMIbIKTa XKail My3AaTyy peXKMMHU OMPHHYH >KOJY WIIKE allbIpbULAbL. By
KOPCOTKYY OKIIOII KPUCTAIJ 6CTYPYY CUCTEMaTapblHaH albIpMaliaHbIl TypaT. JKaHbl KOMIIEKCTYY KPUCTAIT
OCTYPYY CHCTeMAachl CalTTyy KOHCTPYKIMSAJIApJaH aibIpMalaHblll TOMOHKYJIOpAY Tajam KbutoauTt: (i)
amITyJianap/ sl IMUPETHI kalyy YUYH KBapleayB JabopaTopusulapblH, aHTKEHH YMHKU 3aT CaJIBIHTaH KBapIl
aMITyJIachl KBapll PeaKTOPyHYH WYMHAE BaKyyM LIapThIHIA jKalramar; (ii) Ty3yJayLITy KOLIyM4a cyy MEHEH
My3IIaTyyHYy, ce0eOu Kpuctamuimantyy 6opbopy TepMOOJIOK apKbUTyy KaMCBI3JAJIBIN, KBapIl TYTYTYHYH Y9
KaKTapbl bICBIK 30HaaH anbicTarbuirad. CpelHOO pesxkxuMuHze xaHbl ecTypyiareH KCl:Li kpucrannaapbHbH
PEHTTEHOMIOMUHECIICHIINS CIIEKTPJIEPH JINTUH HWOHAOPYHYH KOHIIGHTpPAIMACHIHA JKapamia KaTTajJIbl.
Hartplikana TIOMHUHECHCHIMSHBIH KaPBIK YbITHIIIBIH KOTOpYyJIaTyy 00r0HYa KyTYIreH d(Q(eKT aHBIKTAIIbI.
Byn sddexr nutuii MOHIOPYHYH TajlaachblHAA 3JEKTPOH-TELIMK >KYNTAapbIHBIH PEKOMOMHALMSCHI MEHEH
mIapTranar. AJBIHTAH HATBIHKa CIMHTHIUISIUSUIBIK JETEKTOPIOPAYH WIMMHA HETW3JepUH HIITEN YbITyy
YUYH MaaHWIIYy apaMeTp O0JyI caHanar.

AnHoTauus: IIpogeMoHCTpupoBaH IpoLecC OYMCTKH U BBIPALIMBAHUS  ILIEJIOYHOTAJIOUIHBIX
kpucramoB (ILI'K) na npumepe xpuctamia KCl:Li Ha sxcniepuMeHTaIbHON yCTaHOBKE AJISl BHIPAIINBAHUS
KpHUCTAIIOB (TIporn3BoAcTBO KoMmanuu Across International, CILIA) nocpencTBoM BBINOTHEHHS CIIETYIOLINX
ToCIIeI0BaTeNbHBIX onepanuii: (i) co3manne rirybokoro cratudeckoro Bakyyma (1072 Ila wmm 10°° Topp) B
KBapIIeBOM PEaKTOpE, CoJepKalleM KBapLEBYIO aMITylly ¢ HCXOIHBIM ChIpbeM; (ii) BBeACHNE BHICOKOUNUCTOTO
aproHa py KOMHATHOW Temnepatype 1o ypoBHs 0,3+0,5 6ap ¢ pacuérom noctmxenus gasienus 1,1+1,3 d6ap
pu temrepatype pacmiasa (770+800 °C), 4To UCHOIB30BaIOCh KaK TEXHOJIOTHUSCKHUA MPUEM TTOABICHIS
HCTIApEHUs] arpecCHBHBIX TaJlOreHHBIX mapoB. Ilpomecc BbIpamMBaHUS OCYIIECTBISUICS CTPOro B
cootBeTcTBHH ¢ poTokoiioM cucteM SCADA (Supervisory Control and Data Acquisition) 1 MCGS (Monitor
and Control Generated System) - muiardopmsl denoBeko-mammaHoro uatepdeiica (HMI). braromaps atomy
BIIEpBbIC ObUIa peajM30BaHa TEXHOJOTHS MEIUIEHHOTO OXJIaXKACHHUS «CBEPXIOpAYEero» KpHUcTamia co
ckopocteio 2030 °C/4, 9TO OTIHYaeTcs OT pPEeXHMOB, NPHUMEHAEMBIX B aHAJIOTHYHBIX CHCTEMax
BBIpAIllMBaHMs KpHCTAUIOB. HoBas KOMIIEKCHas cUCTEMa BBIPAIIMBAHHUA KPHCTAIOB, B OTJIHYUE OT
TPaIUIIMOHHBIX KOHCTPYKIMHA, He TpeOyeT: (1) KBapleAyBHBIX JaOOpaTOpPHH IS 3alavBaHUS aMITYII,
MOCKOJIBKY CHIphE B KBapIEBOM aMIlyjie HaxXxOJUTCs TOJ BaKyyMOM BHYTPU KBapleBoro peakropa; (ii)
JOTOJHUTENIFHOTO BOSIHOTO OXJIXKICHHS YCTAHOBKH, TaK KaK LEHTP KPHCTAUIM3AaLUM 00ECcIIedMBaeTCS
TEPMOOJIOKOM, a KOHIIEBBIE YYaCTKH KBapIleBOW TpyObl ymajeHbl OT ropsied 30HBL. B TecToBOM pexnme
3apEeTUCTPUPOBAHBl  CIIEKTPBl PEHTTCHONMIOMUHECLEHIIMM CBEXEBBbIpalleHHBIX KpuctauoB KCI:Li B
3aBUCHUMOCTH OT KOHLIEHTPAaLUH HOHOB JINTHA. B pesynbpTare BBISABICH OXHIAeMbIH 3(QQEKT yBeTUUeHUS
CBETOBOT'O BBIXOJIa JJEFOMHHECICHIMH, 00YCIOBICHHBIH PEKOMOMHAIIMEH AJIEKTPOHHO-IBIPOYHBIX Map B MOJIE
nOHOB JuTUsA. [loydeHHBIH pe3ysbTaT SBJISIETCSl BaXKHBIM NAapaMETPOM AJisl pa3paOdOTKH HAayYHBIX OCHOB
CIMHTHUIALIUOHHBIX JETEKTOPOB.

Abstract: The process of purification and growth of alkali halide crystals (AHC) was demonstrated,
using a KCI:Li crystal as an example, on an experimental crystal growth installation (manufactured by Across
International, US) using the following sequential steps: (i) creating a deep static vacuum (10~ Pa or 10 Torr)
in a quartz reactor containing a quartz ampoule with raw materials; (ii) adding high-purity argon at room
temperature to a level of 0.3+0.5 bar with the expectation of obtaining 1.1+1.3 bar upon reaching the melt

405



temperature (770+800°C), as a technological method for suppressing the effect of evaporation of aggressive
halogen vapors. The growth process was carried out strictly according to the SCADA (Supervisory Control
and Data Acquisition) system protocol and the MCGS (Monitor and Control Generated System) human-
machine interface (HMI) platform. This enabled the first slow cooling of the "super-hot" crystal at a rate of
20-30°C/hour, unlike similar crystal growth systems. Unlike traditional crystal growth systems, the new
integrated crystal growth system does not require: (i) quartz tubes for sealing the ampoules, as the raw material
is contained in a quartz ampoule under vacuum in a quartz reactor; (ii) additional water cooling of the system,
as the crystallization center is provided by a thermal block and the ends of the quartz tube are removed from
the hot zone. In test mode, X-ray luminescence spectra of freshly grown KCI:Li crystals were recorded as a
function of lithium ion concentration. As a result, the expected effect of increasing the luminescence yield was
discovered, which essentially involves the recombination assembly of electron-hole pairs in the lithium field.
This is an important parameter for developing the scientific foundations of scintillation detectors.

Hernsru ce3nep: menouryk-ramorenayy kpuctamn (III'K); monokpucramt; ectypyy; bpumxman
bIKMachl; peHTreHomomuHecueHnus (PJI); pagmanmsieik nedexTrep; SKCHTOH ChIMAal JFOMHHECHEHITHS
(3C).

KaroueBsle ciaoBa: menounoramougusiii kpuctamn (I[I'K); MoHOKpucTamt;, BhIpamuBaHUe;, METOJ
bpumxmana; PEHTTE€HOIIOMUHECEHLIMS (PJD); paavaloHHbIE neheKThl; 3KCATOHOIIOI00HAs
momunecuennus (ITL).

Keywords: alkali halide crystal (AHC); single crystal; growth; Bridgman method; X-ray luminescence
(XRL); radiation defects; exciton-like luminescence (ELL).

Pe3ynbTaThl MHOTOJIETHET'O HICCIIEAOBAHMS MOBEACHHS JICKTPOHHBIX Bo30OykmeHnui B III'K [1; 2; 3]
CTaHOBSITCSl OCHOBOIM aKTHBHOW pa3pabOTKH CUUHTHWUISTOPOB HOBOTO IMOKOJIEHHUS M COBEPIICHCTBOBAHMS
KJIACCUUYECKUX CHUHTWUIATOPOB JSl UX MCIIOJIB30BAaHUS B KOMIIBIOTEPHOM M TMO3UTPOHHO-3MHUCCHOHHOM
ToMorpaduu, CUCTeMax BU3yalu3anuu n3oopaxenni [4; 5; 6; 7; 8]. OnHOBpeMEHHO MPOAOIIKAETCS MTOUCK
JO3UMETPUUECKUX MAaTEPUAIIOB, IPUMEPOM KOTOPBIX MOTYT CIIYKUTh TEPMOJIIOMUHECIIEHTHBIE JO3UMETPhI Ha
ocHoBe MoHOkpuctamoB LiF. bnaromapsi TkaneskBuBajeHTHocTH LiF K ramMma-usinydeHHio Takue
TEPMOJIIOMHHECIIEHTHBIE JIO3UMETPHI YCTICHIHO MIPUMEHSIOTCS B PaJHOOHOIOTHH, JTy9€BOW TEPaIuy, a TAKKE
pu OMOJOTMYECKOH 3alIuTe OT HEUTPOHOB SAEPHBIX peakTopos [9; 10; 11; 12; 13]. OTMeTHM, UTO B Ka4eCTBe
[JIABHBIX  JO3UMETPHUYECKHX  HCIONB3YIOT BBICOKOTEMIEPATypHBIE MHKH  TEPMOCTUMYJIHMPOBAHHON
momunecteHmu (TCJIT) ¢ makcumymamu mipu 473 K (nerexrop TLD-100) u 490 K (TLD-700H) [7; 8; 9; 14;
15; 16].

AKTHBHOE TIpUMEHEHHE COBPEMEHHBIX MAaTepHaJIOB, BKIIOYas KPHOAETEKTOPHI W HAHOTPYOKH
pasnuunoit gopmer [17; 18; 19; 20; 21], Takke cTuMyIaupyeT (GyHAaMEHTAIbHbBIE HCCIIEAOBAaHUS B YCIOBHAX
LIeJICHAIPaBIEHHOTO BO3ACHCTBUS JOKambHOU [22; 23; 24; 25], ogHOOCHO# [26; 27] 1 THAPOCTaTHIECKOMH
nedopmarnwii [28; 29; 30].

Muoroo6pasue ¢pyHIaMeHTaIbHBIX UCCIEA0BAaHUN TPeOYEeT COOTBETCTBYIOIMX 00pa3LOB JUIsl IIOUCKA
(hyHKIIMOHANBHBIX MaTepuanoB. B Hacrosmiee Bpems CYIIECTBYEeT OCTpasi HEOOXOAWMOCTH BBIPAIIHBAHUS
KPUCTAIJIOB C 3aJaHHBIMH  (PU3MKO-XMMHYECKHMMHU CBOWCTBAaMM, OTBEYAIOIIMMH CTPATETUYECKOMY
HaIpaBJICHUIO HCCICIOBAHUM MO pa3paboTKe U YJIYUIICHWIO CUUHTHULILUOHHBIX M J03UMETPUYECKUX
XapaKTEePHUCTHUK.

Hamu 3apeructpupoBas 3¢ (exT MOBBILIEHUS BBIX0Aa PEHTICHOJIOMHHECLICHIIMH B mosiocax 2,8 3B u
3,1 5B, Bo3pacraronuii ¢ yBeIWMUYCHUEM KOHIICHTPAIIMA WOHOB HATPHsI W TeMIIepaTypbl oOpasma. JlaHHbIH
3 PEKT MHTEPHPETHPYETCS KaK pe3ylbTaT COOPKHM KOPPETHPOBAaHHBIX 3IEKTPOHHO-ABIPOYHBIX (e—h) map
BOJIM3HM HOHOB HATPHS C IOCTEIYIOIIeH N3TydaTeIbHOM pellakcanueil u3 SKCUTOHOTIOJOOHOTO cocTosTHUS [31].

Ha ocHOBaHMHM 3KCHEpUMEHTAIbHBIX MAaHHBIX IO YCHUJICHHWIO BBIXOJA PEHTTEHOJIOMUHECIICHIINH,
obHapyxeHHOMYy Ha mpumepe kpuctamuia KCl:Na, npoaHanin3upoBaHbl BO3MOXHBIE YCIIOBHS TPOSBICHUS
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nanHoro »¢dekra B psoy XJIOPHIAOB ILIEJOYHBIX METAJIOB, JONMHUPOBAHHBIX KAaTHOHAMH-TOMOJOTaMHU
MEHBIIIETO pa3Mepa 1o CPAaBHEHUIO ¢ COOCTBEHHBIM KaTHOHOM PeméTku [22; 31].

W3 ananmza cnemyer: BO-NIEPBBIX, INIOTHOCTh KPUCTAILIOB yBenmuuuBaercs B psagy NaCl (2,1 r/em®) —
KCI (2,2 t/em®) — RDBCI (2,76 t/em®) — CsCl (3,97 1/em?®), 9TO c03AaéT OIArONpUATHBIC YCIOBHUS IS
MaKCHUMaJbHOTO IIOTJIOUICHUS JHEPrUM HOHHU3UPYIOLIETO M3JIyYCHHS; BO-BTOPHIX, YBEIMYUBACTCS
COOTHOIIIEHHE PaINyCOB COOCTBEHHBIX KATHOHOB K IOMMPOBaHHBIM KaTHOHHBIM npuMecsiM: KCl:Na (1,36) —
RbCl:Na (1,5) — CsCl:Na (1,7), uro cnocoOcTByeT (GOpMUPOBAHUIO TTyOOKOH MOTEHIHMAIBHOW SMBI IS
COOPKH 3JIEKTPOHHO-IBIPOYHBIX TIap.

Ha npennaraemMoii ycTaHOBKE yCIIEUTHO BhIPAINEHBI psiJl KpucTawioB, B ToM uuciie KCl:Na u RbCl:Na B
Jirara3oHe KoHleHTpaiuu noHoB HaTpus — 1001000 ppm. CloxHBIM /1J15 BbIpAlllUBaHUS SIBISETCS KPUCTAII
KCL:Li. D10 cBsizaHO ¢ Tpemsi mpuuuHamu: Bo-mepBbIX, LiCl mo cpaBHenuio ¢ NaCl spusiercs cynep
TUTPOCKOIIMYHBIM M TpeOyeT oOpalieHus! HCKIIIOUUTEIbHO B aTMOoc(epe NHEPTHOTO ra3a (aproH, reimii), Bo-
BTOPHBIX, Ko dumuenT Becrpoiiku autusg B Marpuny KCI u RbCl ouens vuzkwmii (ki = 0.02) mo cpaBHeHHIO ¢
HarpueM (kno= 0.3), 4To 3aTpymHsieT mpolecc akTHBHUPOBaHMS (IONMPOBAHMS), B-TPETbUX, COOTHOLICHUE

r(K?)

paanycoB Kaius 1 IuThs cyiiecTBeHHO pasnmdaeTcs — KCL:Li (1.95) nmm ( r(Li) ).

B oTOli CBA3M mpouenyphl BbIpAIlMBaHMS KPHCTAUIOB OyOyT AEMOHCTPUPOBATHCS Ha MpUMeEpe
kpucrtamia KCI:Li.

OuncTka ¥ BBIpAlIMBaHHE KPUCTAIJIOB OCYIIECTBIEHBl Ha YHUBEPCAJIbHOW SKCIEPUMEHTAIbHON
YCTaHOBKE TI0 BHIPAIIMBAHUIO KPHCTAJUIOB POU3BOJCTBA KoMmaHuK «Across International» (CIHIA) [32].

OKcIieprMeHTalbHas YCTAaHOBKA MO BHIPAIIMBAHHUIO KPHCTAIUIOB (PUCYHOK 1) OTiM4aeTcs OT aHaJIoTOB
BBEJCHUEM COBPEMEHHBIX IIOIXOJO0B, KAaK IO KOHCTPYKIMM, TaK W IO COAEpPKAHHIO IIpoLecca pocTa
KPHUCTAJJIOB, B PE3yJbTaTe KOTOPOTO CTAaHOBUTCS BO3MOMKHBIM BBIpAIlUBaHWE B YCJIOBHUSX arMocdepbl
MHEPTHOTO ra3a (a30T, FeNii ¥ T.11.) HOCIIe CO3IaHus BEICOKOTO TeXHHueckoro Bakyyma (10°Topp) mmpoxoro
Kpyra MOHOKPHCTAJUIOB: MOJTynpoBonHUKOB (repmanuii (Ge), temmypun kaamusi (CdTe), cenenun nmHKa
(ZnSe) n antumonng wHAms (InSb)); mETOYHOTANOMAHBIX KPHUCTAUIOB W (TOPHIOB PEIKO3EMEITBHBIX
metamioB (CaF, u BaF,) B kauecTBe onTHYECKHX U JIa3€pHBIX MaTepHasoB, a Takxke cIUHTHLIATOpoB (Nal,
Csl) u mosumerpos (LiF).

PucyHok 1. DxcnepuMeHTaIbHasi YCTAHOBKA N0 BHIPAIIMBAHHUIO KPUCTAJIOB MeToAoM bpuaxmana B
apronoBoii arMocdepe mociie CO3AAHA BHICOKOT0 TexHMYeckoro Bakyyma (10 Topp)

407



LleHTpanbHBIM y3710M YCTaHOBKH SIBIISIETCS JUIMHHAS KBapleBas Tpy0a mnHoi 145 cM, BHyTpH KOTOPOH
pa3MelaeTcsi KBapleBas aMITyJia ¢ ChIpbEM AJIs BEIPAIIMBAHUS KPUCTAIIOB, IIOABELINBAaeMasl K BEpXHEH 4acTi
yCTaHOBKHU (pUCYHOK 1). BepxHUIl 1 HIKHUN KOHIIBI KBapIEeBOH TPyObl repMETHU3NPYIOTCS CIelHaIbHBIMU
¢maHOaMH C UCIOJIB30BAaHHEM BaKyyMHO-IUIOTHBIX COCOWHEHHHA. B  TpaguuuMOHHOW KOHCTPYKLUH
BaKyyMHPOBAHUE KBapLEBOW aMIIyJbl C CHIPbEM OCYILECTBIISUIOCH IyTEM €€ 3amanBaHUs B KBAPLELYBHBIX
7a00paTopusiX, YTO B HOBOH KOHCTPYKLUMH HE TpeOyercs. Y Jan€HHOCTh KOHLEBBIX YYacCTKOB KBapIEBOM
TpyOBI OT ropsiueil 30HbI Me4H, Temrepatypa KoTopoil gocturaer 1200 °C, a Taxke BbICOKHHA BakyyM 107°
Topp MO3BOJIAIOT OTKA3aTHCS OT AOMIOJTHUTEIHLHOTO BOISHOTO OXJIAXKICHUS YCTAaHOBKH [32].

BakyymupoBanue kBapueBoil TpyOsl o ypoBHS 107¢ Topp ocyliecTBisieTcsi COBPEMEHHBIMHU
oesmacnsaeiMu opBakyymMHbIM (IDP 7 Agilent) n Typ6omonekymsapasiM (KYKY FF 100/300) macocamu,
YOPaBIsIEMBIMH M KOHTPOJIMPYEMBIMH CIIELIHAIbHBIMH BaKyyMHBIMH ycTpoiicTBamMu. OHM MOAJEPKUBAIOT
paboTOCTIOCOOHOCTh CHUCTEMBI B TEUYEHHE JIMTENBHOTO BpeMeHu - 30+50 uwacoB - B mpomecce pocra
KpPHUCTAJLIOB.

YnpasieHue yCTaHOBKOW OCYILECTBIsIETCS depe3 HU(POBOH MHOTOCEIMEHTHBIH KOHTPOJJIEp CEepUr
Eurotherm 3204 [32], KOTOpPBII ITO3BOJISAET 110 3aJaHHON IMpoTrpaMMe TTOANCPKUBATh TEMIIEPATYPHBIN PEKIM
IeYr MeXIy 30HaMu H obecredrnBaeT e€ BEepPTHKAIbHOE IMEPEeMEIIeHHE C Pa3INYHBIMA CKOPOCTSMH Ha
MPOTSDKEHUU BCETo LUKJIA: OT IJIAaBHOTO Harpesa 10 pabouux TeMIeparyp, TOMOT€HH3aluu paciiiaBa, pocTa
Y 3aBEPIIAIOIETO OT/KUTA KPHUCTAILIOB.

Eurotherm 3204 npeacrasnsier coboit undposoit PID-perynstop TemiepaTypbl, KOTOPBIH HAIPSIMYIO
MOJKJIIOYAeTCs K TepMoIapaM M YIpaBiIseT HarpeBatelsiMu, oOecmeuuBas 3aJaHue TeMIEepaTypHBIX
mapaMeTpoB M TMOAJEPKAHWE CTAOMJIBHBIX TEMIIEPATyPHBIX IUIATO. OTO KPUTHYECKH BaXXHO IS
(dopmupoBanust 1ePEeKTHON CTPYKTYPBI M PABHOMEPHOTO POCTa KPHCTAILIA.

B Eurotherm cermeHT BKJIIO4aeT 2 3Tama: «pa3rOH» — KOHTPOJIMPYEMOE HW3MEHEHHE TeMIIeparyphl;
«BBIIEPIKKa» — (PUKCALMS TEMIIepaTyphbl Ha 3aJaHHOM 3HaueHNH. Eciin dusndecku nepBas cragus OTBevaeT 3a
1 dys3Hu0 U MOABMKHOCTE aTOMOB M MOHOB, a Takke (popMHUpOBaHHE U pellakcaluio I1eQeKTOB, TO BTOpas
CTaaus — 3a 3aBEepIICHHOCTh (Ha30BBIX MPEBPALICHUH, CTAOMIM3UPYS CTPYKTYypy TMeEpel CIeAYIOIUM
CErMEHTOM.

3ajgaHHas TeMIlepaTypa BBIIEPKKH HE HM3MEHSCTCS BO BPEMEHM, IO3TOMY BbLAEPKKa (opManbHO
npejacTaBisger co0oil  m3orepMmuueckuil  pexxuMm. OnHAKO B peaNbHBIX  YCIOBHAX, B CTPOTOM
TEPMOAMHAMUYECKOM CMBICJIE, JaHHBIH PEXHUM CJIEeIyeT paccMaTpuBaTh Kak KBAa3MM30TEPMHUECKUI
BCJIEICTBHE BO3/ACUCTBUS MHOXKECTBA (pakTopoB. Tem He MeHee cpenHss TeMIepaTypa OCTaéTcsl MOCTOSTHHON
W OTCYTCTBYET ILi€JICHAIIpaBI€HHBI TEeMIEPaTypHBIH TpagueHT, IOCKOJbKY Ha JIaHHOM OJTame He
IIpeaycMaTpuBaeTCs MPOrpaMMHOE N3MEHEHHE YCTaBKH, Kak BO BpeMs pasroHa. CTaOMIIBHOCTH BBIIEPKKHU
3aBHCHT OT napameTpoB PID-perymnsropa (B HameMm cirydae ommbOKa peryimpoBaHus He npesBbimaeT +1-2 °C
IpU KOPPEKTHOH HACTPOWKE), a TakKe OT MPaBUIBHO BBIOPAHHOM CKOPOCTH HArpeBa M OXJIa)KACHUS,
MTOCKOJIBKY TIPH WHTEHCHBHOM ramping WHTErpaibHas COCTABIIONIAs MOJKET HaKalIMBaTh OIMUOKY,
BCJICAICTBUE YET0 NPH JIOCTH)KEHHUH 33JaHHON TeMIepaTyphbl BO3HHKAeT 3 (eKT mepeperyanpoBaHusl.

Hpyroii ocoOeHHOCTBIO mporpaMMupoBaHus B cucremMe Eurotherm sBisieTcsi BO3MOXXHOCTh
OTKITIOUEHHMSI OTAENBHBIX ATAamoB. Hanmpumep, B cerMeHTe MEPBUYHOTO HArPeBa CHIPHS, MPEeIHA3HAYEHHOTO [T
Jera3allid W yJaleHWs BJard, BBUIEPKKAa He TpeOyercs, IMOCKOJNbKY CTPYKTypa Marepuayia eme He
¢dopmupyetcs. [Ipu Bbixome Ha paboumii TemmepaTypHbI AMANa3oH, KOTAa MPOUCXOIUT BBIPABHUBAHME
TEMIEepaTypHOro TOJs M AaKTHBHPYETCS HWOHHAs TIOJBMKHOCTb, CBHIpbE TOATOTABIMBAETCS K
BBICOKOTEMIIEPaTypHOH (a3e, MOITOMY BBIIEPXKKA CTAHOBUTCS 00sA3aTeNIbHOW Al o0ecredeHUs
MOCJEOYIOUIEr0 PaBHOMEPHOIO pocta Kpucrtaimia. PopMupoBaHHME pacilaBa OCYIIECTBISCTCS B
BBICOKOTEMITEPATypHOM CErMEHTe, I/Ie POUCXOIAT TUIABIeHUE U TOMOTSHH3ALUs, IPU 3TOM 00a JTara TakKe
SIBIISTIOTCS 00513aTETIbHBIMU.

Jucneryepckoe ympaBieHHE peXuMaMH paboThl, BKIIOYas cOOp MW OTOOpakeHHE IapamMeTpoB
000pyZoBaHHs (CKOPOCTh, MOJOKEHUE U Jp.) B PEKUME PEAbHOIO BPEMEHH, OCYIIECTBISIETCS CUCTEMON
SCADA (Supervisory Control and Data Acquisition), cpemoit GpyHKIHOHAPOBaHUSA KOTOPOi siBisteTcs MCGS
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(Monitor and Control Generated System) - mnatdopma genoBeko-mamraHOr0o HHTEpdeiica (HMI) [32]. Ponb
MCGS 3axirogaeTcst B yIpaBlIeHHH TEXHOJIOTHYECKUM IIPOIIECCOM ITOCPEACTBOM BBOJIA OIIEPATOPOM KOMAaHT
1 YCTAHOBOK, @ TaK)Ke OTOOpa)keHUsI COCTOSHUS PUBOIOB, TaTYNKOB U aBapUIHBIX CUTHAJIOB.

[Ipu omHO¥ 3arpy3Ke ChIpbs 0€3 repMeTH3allii BAaKyyMHOW CUCTEMBI YCTAHOBKA 00eCTieunBaeT paboTy
B TPEX peKUMax: BO-TIEPBBIX, OUUCTKY OT KUCIopoacoaepkamux npumeceit (OH, Oz, H2O u np.); BO-BTOPHIX,
OYHCTKY OT mpuMmeced, K0d(Q(UIMEHT BCTPOWKM KOTOPBIX oTimyaercss or equHunsl (k << 1), meromom
MepPeKpUCTAIIN3AINH («30HHOH IUIABKW»); B-TPETbUX, BBHIPAIIUBAHHE KAK YHCTBHIX, TaK M JIOMMMPOBAHHBIX
KpHCTaUIOB JTHHOHN 5+10 cM. JImaMmeTp KpucTamuia onpenessieTcss JuaMeTpoM KBapIIeBOW aMITyJIBI U MOYKET
coctaBiAath 20, 30, 40 u 50 mm.

TeXHOJIOTHS OYMCTKH M BEIPANTUBAHUS IeouHOTaTonIHbIX kprctamioB (LLI'K) moapobHO n3noxena
B 0030pe ['mHauHON U coaBT. [33], NpU 3TOM OCHOBHBIC TOJOXKCHHS JaHHOW TEXHOJOTMH PEalU30BaHbI B
MPEICTABIEHHON SKCHEPHUMEHTAJIbHON YCTaHOBKE, MO3BOJISIOMICH MOCIENOBAaTENbHO BHIOMPATh PEKHUMBI
IKCIUTyaTalHH.

Ounctka ot kucinopoxacoaepxkammx npumecedr (OH, O:, H.O u gap.) ocymecTBisiack MyTEM
BBICYIIMBaHMS TOpomTkooOpasHoro celphst KCl mpu Temmneparype 80+85 °C B TeueHne NITUTEIHHOTO BpEMEHU
(1o omHUX CYTOK) IO BBICOKMM BaKyyMoM. [[st ATOTo miisi TpEX 30H 3a/1aBaJIOCh OAMHAKOBOE 3HAYCHHE
temmepatypsl (8085 °C). Typbomonekymsapubiii Hacoc (KYKY) oOecrneunBaer nOCTHKEHHE BBICOKOTO
BakyyMma nopsiaka 1076 Topp, HeoOX0IUMOTO ISl yAANEHUS OCTATOYHBIX Ta30B (KHCIOpOaa, a30Ta M 1p.),
KOTOpBIE€ MOTYT OKHCIIATH pacilylaB WM BCTPauWBaThCS B KPHUCTAUTMYECKYIO PEIIETKY BBIPAIIMBAEMOIO
obpasra.

OO6s3arenbHBIM yCIIOBHEM A(PGEKTHBHON OYHUCTKHA OT KHCIOPOAOCONEPKAIIUX IMPHUMECEH SBISIeTCS
Temmeparypa chipbi KCl (#e Beime 100°C), Tak Kak BBbIIe 5TOH TeMIepaTypsl oOpasyloTcs OKCHIBI, YTO
3aTPyOHAET OYUCTKY OT KUCIOPOIOCOAEPIKAIIUX TPUMECEH.

Takum 00pa3oM, TOIXOJSIINA TEMIIEPATYPHBIH PEXHM W BBICOKHH BaKyyM CTHMYJIHPYIOT
MaKCHUMAaJIbHYI0 OYMCTKY CBIPbS OT KHCJIOPOJOCOJAEpKAIMX MpUMeced, MHIUKATOPOM KOTOPOIO SIBISETCS
ITOCTETIEHHBIA POCT YPOBHA BaKyyMa.

[lepex HauanoM BBIpAIIMBAaHUS KPUCTAJUIOB HEOOXOAWMA MpENBapUTENbHAS OUUCTKA CHIPbSI HE TOJBKO
oT kuciopomoconepxkammx npumecerd (OH, O,, H,O), HO u ot H_IQJ'IO‘IHOSGMGHLHI:IX(C32+, S, Ba2+) "
nonmuBanenTHeIX pumeceit(Al", Sm** Eu®" u T.1.).

Haunbonee 3apekoMeHIOBaHHBIM METOOM OYUCTKH SIBJISIETCSI METOJ 30HHOH IIaBKH, OCHOBAaHHBIM Ha
PaBHOBECHOM paclpeieieHny IpuMecH Mexay ¢azamu pacraB-kpuctamr [33]. Ilpu stom sddexrnBras
ounctka [III'’K Bo3mokHa B ToM ciyuae, eciiu koddduuument (k) kpucrammsanuu (pacrpeneicHue,
BCTPOWKH), PABHBII OTHOIIIEHHUIO KOHIIEHTpauu npuMecH B kpuctaiuie (Cyp ) 1 pactiase (Cpacn), SHAYUTEITHHO
OTIINYAeTCS OT EAMHUIIBL:

k=—2"1.

C

pacn

CyIHOCTb 30HHOM IUIaBKU COCTOUT B TOM, YTO MO CIUTKY JUIMHOU L mepemeniaeTcst paciiaBieHHas
30Ha JJIMHOH |, B pe3ynbrarTe 4ero NpuMeCcH BBITECHSIOTCS B HAIPaBJICHUH TIepeMEIIeHuUs 30HbI, TaK Kak k<1,
U B PacCIUIaBe CTAHOBUTCS OOJIBIIEC KOHIICHTPAIIMY IPUMECH, YEM B KPHCTAJLIE.

Merton 30HHOW TUTABKM MakCHMaidbHO S((EKTUBEH Il OYHCTKH KPHCTAJIOB OT TeX IMPHUMECEH,
k03¢ puneHT BCTPOKM B KOTOphIX MeHbIne eanHUIBl (k<1) [33]. PacueTs! mokassiBatoT, uto mpu k = 0,2
nocie mpoxonoB 10 30H KpUCTaT MOMKEH OUYMIIATBCS OT TaKUX NpuMeced Ha 3 mopsiaka, a mocie
0ECKOHEYHOTO dYHCiIa TPOXOAOB — 10 6 mopsankoB. [locKombKy A7l IMENOYHO3EMENbHBIX METaJuIoB,
KHCJIOPOAOCOEPIKAIIUX MPUMECEH IEI0YHbIX METaUIOB Kod(pduiment Bcrpoiiku B LK Haxoautcs B
mpenenax ot 0,019 mo 0,2, To AN HUX MOXHO OOECIIEYNTH BBICOKHH YPOBEHb OYMCTKH METOAOM 30HHOU
IJTaBKH, YTO TIOKA3bIBAET PE3YIBTATHI INTAMEHHOH (POTOMETPHH.

Takum 00pa3om, METOJT IEPEKPUCTAILTU3AINH, KOTOPBIHA peaan3yeTcs yCTaHOBKOH, TIO3BOJISET MOTy4YaTh
IIII'K ¢ oueHp HU3KOH KOHIIGHTpAIMeH MIeTOYHO3EMENBHBIX W MOIMBAICHTHBIX MpHMecei (10 ypoBHs 107
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ppm). Ilocne 3aBepiieHNns OYUCTKH CHIPhS OT KHCIOPOAOCOAEPKAIINX MPUMECEH Meub NMEPEXOAUT B PEKUM
30HHOM miaBku. [ 3TOro KBapleBas aMIlylla C ChIPbEM IIEPEMEINACTCS B MEPBYIO (BEPXHIOIO) 30HY, H
3aJaeTcsl TaKKe OJIMHAKOBOE 3HAYEHHE TEMIIEpaTyphl BBIIIE TOYKH IUIaBICHUS ChIpbs (Hampumep, ais KCl
Beire 770°C). [locnme gocTrkeHUs 3alaHHBIX TeMIIepaTyp Iedb ¢ Mayoil ckopocThio (1-3 Mm/4) HaumHaeT
nepemenarscsi BBepx. IIpu mpoxone Tpex 30H Chlphe B KBapLEBOW aMIlylle IPEBPALIAeTCsl B paciuiaB, a B
MEX30HHBIX IPOCTPAHCTBAX — B KPUCTAIIIMUECKOE COCTOSHHE.

OpnHako, 1axke npu HanOonee OIaroNpUATHBIX YCIOBUAX Henb3s oxkunarb ounctku LII'K ot xatnoHOB
U aHUOHOB TOMOJIOTOB Oombie, yeM Ha mopsaok. Hampumep, KCl ot pyOuams u 6poma, Tak, kak k>0,7.
[ostomy s momydeHust meromoM 30HHOM mmaBku III'K ¢ moBbimeHHol 4yucroTol Tpedyercs
[IPEABApPUTENIbHAS OYMCTKA OCHOBAHUS OT IPUMECEH roMOJIOroB. 1Sl OYMCTKHU LIETOYHOTAIIONTHOTO CHIPhS OT
MpUMECE TOMOJIOTOB, KOTOpble MMEIOT ONM3KUH K eAMHUIE KOA(QQHUUUEHT pacrpelesieHHs U MeHbIIee
CPOICTBO K BJIEKTPOHY, YeM rajlouji OCHOBaHUH, NpeasnaraeTcss o0paboTka X B PACIUIABICHHOM COCTOSHHUH
ra3000pa3HbIM TaJIONIOM, BXOJSIINM B COCTaB OCHOBHOTO BEII[ECTBA.

[Tocne mpouenypbl OYUCTKU CBIPBSi 0T kuciaopoxacoaepxkammx (OH, O:, H20), menodno3emMenbHbIX
(Ca?, Sr**, Ba?') u monmuBanmeHTHBIX (Al**, Sm**, Eu*" u np.) nmpumeceir 6e3 HapyIIeHHS TePMETHIHOCTH
CUCTEMBI U COXpaHEHHS BHICOKOTO BaKyyMa HAauWHAETCS MPOIeCC BHIPAIIMBAHUS KPHUCTAIIA, COCTOSIINN 13
CIICAYIOIINX ATAIOB:

1. IIpu coxpaHeHHnH BBICOKOTO TeXHHYecKoro BakyyMma (10-¢ Topp mocie oTrcoennHeHHs OT BaKyyMHOMR
CHCTEMbI) B KBapLIEBbII peakTop MMoJaETCsl HHEPTHBIN Ta3 aproH BeICOKOM uncToThl Mapku 6.0 (99,9998 %) no
ypoBHs 0,3-0,5 6ap mpu KOMHATHOM TeMIlepaType C IEJbI0 TOMaBICHHUS MPoIecca UCTIApeHUs CHIPhS MPH
BBICOKHX TeMmnepaTypax. OCHOBHOE TpeOOBaHHE 3aKII0YAaETCs B TOM, YTOOBI JaBJI€HNE PACIIUPEHHOTO aproHa
IIPU BBICOKUX TeMmmeparypax (mpumepHo 1,1-1,3 Gap) 6buto HEMHOTO BbIIE aTMocdepHoro aasnerus (>1,0
0ap). B sTtom ciyuae mckimodaercs 3¢ ¢GeKT moacoca BO3MyXa H3BHE, YTO SIBIICTCS Ba)KHBIM YCIOBHEM
mpoliecca BeIpalliBaHus KprcTauia. IHBIMU ClIOBaMU, IaBJICHUE aproHa BHYTPHU KBapIeBOTO peakTopa OyneT
HECKOJIBKO BBIIIIE€ BHELTHETO AABJICHUS U HE MIPEJICTABIISET OMIACHOCTH JUIsl OKpy Katoleil cpensl. B pesynbrare
repevnciieHHbIX onepanuii ceipbé KCl B KBapIieBoit amMITyJie TIOMEIIAeTCsI B apTOHOBYIO CPELy.

2. OcymiecTBisieTcsl HarpeB TPEX 30H 10 paboumx temreparyp (ctonOuer 1 u 2 Tabmuusr 1). [ns
kpuctamanyeckoid Mmatpunbl KCl ¢ menbio COKpalleHusl SKCIUIyaTallMOHHOTO BPEMEHU YCTAHOBKH H
(hopMHpOBaHUsI ONITUMAIIBHOHN «TOpsiYeli 30HbD» B LIECHTPE TPEX 30H pa3paboTaH TeMIiepaTypHbI TPoQHiIb Mo
aHAJIOTUU ¢ METOAOM 30HHOM Iu1aBku: nepBas 30Ha - 800 °C, BTopas 30Ha - 785 °C, Tpetbs 30Ha - 750 °C.
Temmeparypa mnasienns kpuctamia KCI cocrasnser 770 °C. Ilpu ckopoctn HarpeBa 5 °C/mMuH pabouuit
pexxum gocturaercs 3a 150+160 munyT (cTonber 3 Tabmuipl 1), mocie 4ero HaYMHASTCS 3Tl BBIACPKKH IPH
3aJlaHHBIX TeMmepaTypax (cTonoIs 4—6 TadbmuIs 1).

3. [pomokHuTeIbHOCTh TIEPBHUYHON BBIJEPKKH, Kak MpaBwio, coctapiser 120+130 mwuHyT, 4TO
HEOOXOIUMO AJISl TIOJIHOM TOMOTEHM3ALUH ChIPhS, HAXOSIIErocs: B KBapleBoil amiryie (ctonder 4 TabauLbl
1).

4. Tlpouecc BbIpallMBaHMsl KpHCTAJUIAa HAYMHACTCS TIOCHIE 3aJaHusl HEOOXOIMMBIX MapaMeTpOB:
CKOPOCTH TIepeMEIIeHHs] KBapLeBOH aMITyibl (3 MM/4), HaIpaBJICHUs ABMKEHUSI KBapLEBOI aMITyJibl (BBEpX
WU BHU3), a TAK)KE MTPOIOJDKUTENHHOCTH Tiporiecca BeipanuBanus (1800 MuHyT, cTpoka 5), KoTopast TOJDKHA
COOTBETCTBOBATh BPEMEHH BBIACPKKH 33JaHHBIX TEMIIEPATYP, YCTAHOBJIEHHBIX KOHTPOJIEpaMU U1 TPEX 30H.

5. Tlpomecc oxmaxaeHWs BBIPAIIEHHOTO KpHCTAIa C 3aAaHHOW ckopocTthro (2030 °C/u)
OCYIIECTBIISIETCS. TPH  TOMOIIM  KOHTPOJUIEPOB, 00ECIEYMBAIONIMX TPOrPAaMMHOE PEryJHpOBaHHE
TEeMIIEpaTypsl TPEX 30H B CHHXPOHHOM pexkume. CrenyeT OTMETHTh, YTO 3aMEUIEHHOE OXJIaXKACHHUE
CBEKEBEBIPANIEHHOTO KpucTaula B TedeHwe 2150 MuHYT (cTpoka 6), MO CpPaBHEHHIO C €CTCCTBEHHBIM
OXJIAKACHUEM, SIBIIIETCS BaKHBIM IapaMeTpoOM Ul CHSATHS TEPMUYECKMX HANpsKEHUH B KpUCTaNJIe, 4TO
OTCYTCTBYET B aHAJIOTMYHBIX YCTAHOBKAX JAJISl BHIPAIIUBAHUS KPHCTAILIOB.

Takum oOpazom, Oe3 yuéra npeaBapuTeIbHON OUYUCTKH CHIPhsl Ha MPOLIECC BBIPALIMBAHUS KpUCTAIIa
KCI:Li npu nymHe xBapueBoid ammynbsl 90 mm Tpedyertcst 6omnee 70,5 yacoB (okono 3 cyTok). Ha pucynke 2
npencrasieHsl MoHOKpHcTawisl KCl:Li, BeIparieHHbIe 110 BBIIEONNCAHHON TEXHOJIOTHH.
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Tabauna 1. Kapra BpeMenn pocta kpucraiaios (Ha npumepe, KCI:Li)

Ne Temie- Bpems (B MuHyTaX)
parypa  Jocrm:kenne  Tomorenmsanmsi Poct kpucrania CuHxpoHHu
30H padoueii ¢ yueToM €0 CKOPOCTBIO 3anus
TeMIepaTypsbl NMONpPaBKH 3 mM/4gac.
O Janna ammyssl — 90 MM.
1 2 3 4 5 6
1-30Ha 800 160 120
2-30Ha 785 157 123 1 800 2150
3-30Ha 750 150 130

T |
i) I

Pucynoxk 2. Kpucrasjiasl KCI:Li, BbIpalenHbie mo MeTony bpumakMana B cTaTHYECKOM pesKnMe
pakyymuposanus (10 Topp) peaxTopa ¢ mocJeayoumm co3nanuem aprounoii cpeant (1.1-1.3 6ap) no
3aganHoi yepe3 HMI nuukijiorpamme

Kpucramnsr KCL:Li BelpamyBanich Ha OCHOBE CIIEHHATBHO OYHMILEHHOTO OT KHCIOPOJICOAEPIKAIINX
npumeceii (OH) u anmnonoB-romonioros (Br) ceipes KCl ¢ nobaBieHneM NnpenBapUTEbHO OCYIIEHHOTO B
Bakyyme nopouika LiCl. [Iponenypa B3pemmBanus u nepemerinBanus nmopomkoB KCI:LiCl ocymecTBisiach
B CHelMaIbHOM OOKce B aTMoc(epe HHEPTHOTO Ira3a, HOCKOIbKY mmopouok LiCl sBisieTcs rTurpoCKONMYHBIM.
Ucxonnas wonmentpanus mopoinka LiCl B muxrte (kBapieroir ammyiie), conepxaiied mopomok KCI,
coctasnsuia 1x10* ppm. C yuérom xoadpunrenta Bcrpoiiku autus (k = 0,023) B KpUCTAIIMUECKYIO PEIIETKY
KCI:Li makcumanbsHas koHIIeHTparus nonos ymtus (Li‘y) onenuBanachk B mpenenax 200 ppm. [lomydennoe
MaKCUMaJlbHOE 3HaueHHe KoHieHTpanuu noHoB yutus (200 ppm) B KCIl:Li cornacyercs ¢ pesynbratamu
IUTaMEHHO-()OTOMETPUYECKOT0 aHAIN3A.

KoHuenTpanus murus omnpenensiack METOJOM IUIAMEHHOM (OTOMETpUM Ha OJHOKaHAJIbHOM
¢dorometpe momenu M410 npoussoactsa Sherwood Scientific (United Kingdom) [34] ¢ ucmonb3oBaHueM
CTICIIMAIEHOTO CBETOBOTO (DMIBTPA, 00ECIEUNBAIOIIET0 MAKCHMAJIbHOE IIPOITyCKaHNEe OCHOBHOM PE30HAHCHOM
JIUHUM U3TY4eHHUs aToMa JUTHS (c MakcuMyMmoM 1pHu 670,8 HM) B mpoliecce CXKUTaHHUs adpo30JIbHON cMecH
pactBopa KCI:Li. [1o pe3ynbpraTam aOCOpOLIMOHHOM CIIEKTPOCKONHMH ypoBeHb 0uucTKH 0T OH coctaBun menee
0,1 ppm, 4TO Ha TpU MOPAIKA BHIIIE [10 YUCTOTE 110 CPABHEHHUIO C UCXOJHBIM CHIPHEM.

TakuM 00pa3oM, BBIIICONHMCAHHBIE TEXHOJIOTUH OYMCTKH W BBIPALIMBAaHUS B YCJIOBHUSIX BBICOKOTO
texHuueckoro Bakyyma (107¢ Topp), apronoBoii aTMocdepsl, a Takxke IpOrpaMMHOE MEAJICHHOE OXJIAXKICHUE
(6omnee 35 yacoB) HampaBIICHBI HA MOTYYEHUE KPUCTAIIIOB BEICOKOM YHCTOTHI M CTPYKTYPHOT'O COBEPIIICHCTBA.
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Pagmnanmonnsie geekThl cO3AaBaINCh IPU KOMHATHOW TeMIIepaType MoJ BO3AEHCTBHEM TOPMO3HOTO
PEHTIeHOBCKOTO M3iTydeHus ycTanoBku PYII-120 (¢ W-anTukaromom), pabotatorieit B pexknme 3 MA u 100
kB mpu mo30B0ii sxcnozutmu 0,5+1,0 Gy.

Peructpammst cnextpoB pentreHomtomuHecueHmu (PJI), tyHHenmpHOU momuHectennuu (TJI) u
TepMOCTUMYJInpoBaHHOW sromuHecueHnmu (TCJI) KpucTauloB  NmpoBOAWJIACh € MCIIOJIB30BAHUEM
BBICOKOAIEPTYpPHOTO MOHOXpomaropa MSD-2 u ¢oroymuoxutens Hamamatsu H8259-01, paboratomiero B
pexxume noacuéra poroHoB. CKaHUPOBAHHUE CIIEKTPOB KPUCTAJUIOB B Auamna3one 6,0—1,5 3B BeimomHsiocs ¢
IIOMOMIBI0 TporpaMMHoro obecneueHus: SpectraScan [35]. PJI peructpupoBanace Bo BpeMsi OOydeHUs
KpPHUCTAIJIOB PEHTT€HOBCKUMHU Jydamu, a TJI - mocie 3aBepuieHns: 00IyuYeHHs HOHU3UPYIOIINM H3ITyUYeHHEM,
KaK [IPaBUIIO, TP HU3KUX TEMIEpaTypax.

HzBectHo [1; 2], uto B unctoM kpuctawwie KCI nmpu Huskux temneparypax (4,2 K) nuHTeHCHBHOCTD
JIOMUHecLeHIud npu 2,3 3B, untepnperupyemas Kak JroMuHecleHIUs AJID, mocturaer MakCUMajabHOTO
3HAYEHHsI, KOTOPOE YMEHBIIIAeTCsl C POCTOM TemmepaTypsl kpuctamia u K 40 K npaktudecku mcuesaer. B
naHHOU crekTpanbHol obOnactu B KCl HaOmomaroTcs jroMuHecUeHIUsS OB, Jokann30BaHHBIX BOIM3U
ONIMHOYHBIX AaHWOHHBIX BakaHCHH (o-ToMuHecHeHIwS mpu 2,6 »B) [2; 36; 37], muBakancuii (d-
momuHecteHws pu 3,1 3B) [36; 38], kBapTeToB BakaHcHii (q-momuHeceHnws mpu 3,4 3B) [38], a Takxke
F'- u VK-niearpoB (TyHHenbHas moMuHecHeHuus npu 3,8 3B) [22; 39; 40]. B kpucramnax KCl:Na takxe
ycranoBineHa momuHecteHIms D110, j1okann3oBaHHBIX B mojie OgMHOYHBIX (2,8 3B) m mapseix (3,1 3B)
MIPUMECHBIX HOHOB HaTpus [35].

Hawmm B ciextpe PJI guctoro kpuctamna KCl npu komuaatHO# TeMmepaType (300 K) 3apeructpupoBaHb
OuYeHb cl1abble HedIEeMEHTaPHBIE MOJIOCH! H3Iy4YeHUs ¢ MakcuMmyMmamu ripu 3,05+3,2 3B u 2,6+2,8 3B (kpuBas
1 pucynka 3).

Ilupokast  monoca  M3IyYeHHWs  XapakTEpU3yeT  CyMMAapHbI  BKJal  BBIIEYKAa3aHHBIX
B3aMMOKOHKYPHPYIOLINX JJIOMHHECIIEHINH, CBI3aHHBIX C HEKOHTPOJINPYEMbIMHA BAKAHCHOHHBIMU JiepeKTaMu
[36; 37; 38] unu npumecsmu [35]. He uckitoueHo, uto B 30HHO-ouHIeHHOM Kpuctamwie KCl coxpansrorces
ciensl kKatnoHoB-romosoros (Li, Na), mpossistiontuecst momuHectnennmeit 110 B ux oxpyxennu [22; 31;
35].

B cnextpe PJI kpucramna KCI:Li, nonmmpoBanHOT0 KpaifHe Majol KOHIIEHTpaIlueil MOHOB TUTHS - 10 50
ppm, MOSIBIISETCS JOMUHHUPYIOIIAs 110JI0Ca U3TYUYeHHUsS ¢ MaKCUMYMOM Tipu 2,8 3B, HHTEHCUBHOCTH KOTOPOM
CyLIECTBEHHO, Oonee ueM B 70 pa3, NpeBBIIaET HHTEHCUBHOCTh COOTBETCTBYIOLIEH MOJOCH! B criekTpe PJI
gmcroro kpucramia KCl (cpasaure kpuBsie 1 u 2 Ha pucyHke 3; Tabnuma 1).

C poctom koHIeHTparuu jutus B kpuctauie KCl:Li MHTeHCUBHOCTD TOJIOCKHI U3My4yeHust pu 2,8 3B
poaokaeT ysennuuBathces. [1o cpaBHennto ¢ uncteiM kpuctaioM KCl oHa Bo3pacTaer: mpu KOHIEHTPALUH
100 ppm - B 179 pa3; npu konueHtpanuu 150 ppm - B 325 pa3; npu xonunentpanuu 200 ppm - B 433 paza
(xpuBble 2, 3, 4 u 5 Ha pucyHke 3; Tabuuna 2).

C yBenmuenneM KoHIeHTpanuu jutus B kpuctamiax KCl:Li mposiBisercss qomoHUTeNbHas Mojioca
JTIOMUHECIICHIINY ¢ MakcuMyMmoM mipu 3,16 3B, mo-BuauMomy, cBsi3anHas ¢ JroMuHectieHiueir J110 B momne
TIapPHBIX MOHOB JINTHS 110 aHanoruu ¢ kpucramuiom KCl:Na [35].

W3 Ttabmumper 2 ciemyer, YTO SKCIEPHUMEHTANIbHAs yCTAaHOBKA /IS BBIPAIIUBAHUS KPHUCTAIJIOB
(mpomzBoncTBO Kommanuu Across International, CLLA) mo3BosiseT 3ajaBaTh KOHLEHTPALUIO MPHUMECH,
HampuMep JUTHS, IPH OAHOW 3arpy3Ke, IIOCKOJIbKY peaju3yeTcss pEXHM 30HHOH  IJIaBKH
(mepexkpucrannuzauuu). B pesynbprate koHueHTpamnus npumecu B marpuie KCl pacnpenensercs Takum
00pa3zoM, 4TO OHa YBEIWYMBAETCA MO AJIMHE KBApLEBOW aMITyJibl - 10 70 MM - OT LEHTpa KpUCTAUIM3aLNH, TO
€CThb OT TOYKH COIIPUKOCHOBCHMS KOHYCOOOpPA3HOTO JHA KBapLEBOW aMIysbsl ¢ TepMoOiIokoM. B menrpe
KpUCTAJUIM3allMY, Ha JHE KBapLIeBOM aMITyJIbl, MPAKTUYECKH OTCYTCTBYIOT Jaxke cieabl TuTus (ctpoka 1); B
CpeaHel 4acTH KOHLEHTPALM JINTHS 3aMETHO MOBbIAaeTcs (CTpoKHU 2 1 3), a B BepXHEl 4acTH yBEJINUNBACTCS

10 200 ppm (ctpoku 4 u 5). HanomauM, uto ko3¢ dunmeHT Berpoiiku autus B Marpuiy KCl kpaliHe HU3KU:
k = 0,023 [33].
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1 ——pure

2 ———KCI:Li (50 ppm)
3 KCI:Li (100 ppm)
4 KCI:Li (150 ppm)
5 ——KCI:Li (200 ppm)

Pucynok 3. CriekTpbl peHTreHoJIOMUHecleHIMu Kpuctasios npu 300K:

1— KCI (auctsrit), 2 — KCI:Li (50 ppm), 3 — KCI:Li (100 ppm), 4 — KCI:Li (150 ppm),
5 —KCI:Li (200 ppm).

Tabauua 2. 3aBUCUMOCTh HHTEHCUBHOCTH CIIEKTPOB PEHTI€HOJIIOMHHECIEH MU
kpucraindeckoit Marpunbl KCl, u3aMepeHHBIX IPH KOMHATHOI TeMIiepaType, 0T KOHIEHTPAIuu

N B~ W N =

B 3axmouenue ormerum, yro B kpuctamie KCI:Li (200 ppm) monockl u3nyuyenus npu 2,8 3B u 3,1 3B
(xpuBas 4 pucyHnka 1) uHTeHCcHBHEe 10 cpaBHeHHIO ¢ KprctawioM KCl (kpusast 1 pucynka 1) cooTBeTCTBEHHO

Kpucranisl

KCI (aTanoHHbI})
KCI:Li (50 ppm)
KCI:Li (100 ppm)
KCI:Li (150 ppm)
KCI:Li (200 ppm)

B 433 u 309 pa3 (Tabmuma 1).

OTH 3KCIEPUMEHTAILHBIC PE3YIbTAThI MOKA3BIBAIOT, YTO MOJOCH U3MYyUYEHHUS C MAaKCUMyMaMu TpH 2,8
3B u 3,1 3B, xoppenupytomme ¢ pocToM KoHIeHTpanuu TuThs B Kpuctaiuie KCl:Li, ¢ BBICOKO# BEpOSTHOCTBIO
MOXHO OTHeCTH K m3inydeHuio D110 B 1moe oMWHOYHBIX W MAPHBIX MOHOB JINTHS COOTBETCTBEHHO. OO ATOM
CBUJICTENBCTBYET JIMHEUHBIN POCT MHTEHCUBHOCTHU U3Iy4Y€HHUs ¢ Makcumymamu mpu 2,8 3B u 3,1 3B mpu
YBEJIMYSHUN KOHIICHTPAIMH JIUTHS, 9TO XapaKkTepHo ais momuHecteHmu D110 B mone oguHOYHEIX (2,8 3B)

u napHeix (3,1 3B) noHoB nuTHs.

Wnterpanbnsiii ciektp PJI kpucramna KCLLi (150 ppm) pasnoxeH Ha TayCCOBBI COCTaBISIONINE C
MakcuMmymamu nipu 3,16 5B u 2,8 3B; nonymupuHsl nojgoc uznydeHus coctaBisaoT A3,16 =0,41 3B u A2,8 =
0,36 »B (pucyHoxk 4).

JINTUA

CooTHolIeHne
HMHTEHCHBHOCTEM
(Ikcrni/ Ikcr)

B o01actu 2.8 eV
1
75
179
325
433
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CooTHoOlIEHHE
HMHTEHCHBHOCTEH
(Ikcini/ Ikcr)

B odoactu 3.1 eV
1
65
141
231
309



Basclinc(Constant) yo 200+0

xc 2.79263 L 0.00154802
Peakl(Gaussian) A 689422 +574.156

w 0.410652 = 0.00214997

x¢  3.1605 L 0.00525872
Peak2(Gaussian) A 15432.9 + 580.072
w 0.363047 _ 0.00775728

()
I

KCI:L1

—r

[_JFit Peak 1

Fit Peak 2

Intensity, arb. units (x10°)
=4
¥}
|

Photon energy, eV

Pucynok 4. Cnextp pertrenomomunecennny kpucramia KCI:Li (150 ppm), pa3noxeHHBIH Ha 1Be
raycCOBBI COCTaBIAIONINE ¢ MakcuMyMaMu Tipu 2.8 3B u 3.1 aB. Perucrpanus cnexTpoB ocymiecTBieHa
npu 300 K

Ha BcTaBke K puCyHKY 4 MpeCTaBIIEHBI UCXOIHBIE JaHHBIE, MTONyYEHHBIE B PE3YJIbTATE Pa3I0KCHHS
[I0JIOC HAa TayCCOBBI COCTABIIAIONINE, C YKa3aHHEM MAaKCHMYMOB IIOJIOC W3Ty4YeHHs, 3HAYeHHH WX
MOJTYIIUPHHEI, & TAKKE MOTPEUTHOCTEH pacuéToB, BHIMOIHEHHBIX C UCIOIb30BaHUEM MporpaMmmel Origin.

Oco0oe BHHMaHUE MPUBJICKAIOT 3apPEeTUCTPUPOBAHHBIE MHTEHCUBHBIC CIIEKTPHI JIIOMHHECICHIINH TTPH
2,8 3B u 3,1 3B B kxpucrammax KCI:Li, orcyrctBytomme B umcteix kpucramiax KCl, a taxxe addext
JAJIEHEHIIIEr0 POCTa UX MHTCHCUBHOCTH C YBEIIMYCHUEM KOHIECHTPAIMY JINTUS (PUCYHOK 3) IPU KOMHATHOM
temnepatype (300 K), xorma mOMHUHECHEHINS SKCHUTOHHON NPHUPOABI ¢ MakcUMyMoMm mipu 2,3 3B yxke
MOTYIIEHA.

Ha ocHoBannu Hammx nipenbirymux padot [34; 35] u pe3ynbTaToB HACTOAMIETO HCCIIEIOBAHHUS MOYKHO
MIPEATIONIOKNTh, YTO CTOJIb MHTCHCHBHAS JTOMUHecHeHIus npu 2,8 3B u 3,1 3B nMeHHO Npu BBICOKUX
temnepatypax (300400 K) Bo3moxHa 3a cu€T COOpPKHU AJIEKTPOHHO-IBIPOYHBIX map (e—h) B moye n€rkux
noHoB Jiutus (Li*).

Hannas QopMmynupoBka OyJeT CHpaBeIIMBa TOJBKO TIOCJIE TIPOBEICHUSI JKCIIEPUMEHTOB 10
HaIpPaBJICHHOMY BO3JCHCTBUIO Ha JIIEKTPOHHYH) W/WIH JBIPOYHY0 KoMmmoHeHTy OI10, wmamyuarenbHas
pemakcanus KOTOPOTO 3aBepmiaeTcss B mojie juTus. Ilpm 3ToM 1enmecoo0pa3HO BBLAETUTH JABa BUAA
PEKOMOMHAIIMOHHOM JTFOMHUHECIICHIIUY B 3aBUCHMOCTH OT ITOJIBIDKHOW KOMIIOHEHTBI: JABIPOYHO-3JIEKTPOHHYIO
PEKOMOVHAIIMOHHYIO  JIIOMHHECHEHIIMIO - TpPH  PEKOMOHWHAIMM  HEPENaKCUPOBAaHHBIX  JBIPOK €
JIOKaIM30BaHHBIMU DJIEKTPOHAMHM; AJIEKTPOHHO-IBIPOYHYI0 PEKOMOMHAIIMOHHYIO JIOMHHECICHIIUIO - TPH
peKOMOMHAINY CBOOOIHBIX AJICKTPOHOB C aBTOJIOKAIIM30BAHHBIMU JIBIPKAMH.

Takum o0pa3omM, Ha 0a3e OSKCIEPUMEHTAIBHONM YCTAHOBKH [UISI BBIPAIIMBAHHS KpPHUCTAJIOB
npou3BoJcTBa Komnanuu Across International (CILIA) pa3paboTaHa yHHMKajbHasi TEXHOJOTHS OYHCTKU OT
KHCIIOPOJICOIEPIKAIINX, [IEJIOYHO3EMENbHBIX U TIOJIMBAJICHTHBIX IIPUMeceH, a Taxoke BolpammBanus LI[I'K Ha
npumepe KCIL:Li B ycnoBusx riybokoro texaudeckoro Bakyyma (1073 ITa unmm 107° Topp) ¢ nobasieHuem
BBICOKOYHCTOTO aproHa Mapku 6.0 (99,999 %) no yposns 0,3 Gap.

AproH HeoOxomuM s moAaBiieHUs 3(QexTa HcrmapeHuss Ipyu BBICOKHX TeMIlepaTypax paciuiaBa -
okosio 800 °C. Mcmapenue MOXKET MPUBECTH K KpailHE HEKEIATEIbHBIM IOCIEACTBUSIM: TAIOTCHHBIC Maph
00pa3ylT arpecCMBHYIO Cpely, 3arps3HSIONIYI0 BCIO BaKyyMHYIO CHCTEMY, BKJIIOYas Oe3MacisHbIe
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TypOoMoeKysipHbie 1 a0COPOLMOHHBIE HACOCHI, BIUIOTH 10 UX OTKAa3a, & TAKXKE BBI3BIBAIOT CYIIECTBEHHOE
CHIDKEHHE MACCHI CHIPBS M COIEP)KaHUS JOMUPOBAHHBIX N30BAICHTHBIX JIETKMX KaTHOHOB.

Pa3nooOpasue TepMHYECKHX DPEXHMOB, YIPABISIEMBIX MHOTOCETMEHTHBIMH KOHTpPOJJIEpAMHU CEpPHH
Eurotherm 3204, obecnedunBaeT BO3MOXXHOCTH COCTaBJICHHS LWKIOTPAMMBI ISl YUCTBIX M CMEIIaHHBIX
KPUCTAJUIOB C WCTOJH30BAHUEM NBYX WM TPEX 30H. OCOOEHHO Ba)XHO, YTO BIEPBHIE PEATM3OBAH PEKUM
MEJJICHHOTO OXJIKICHHUS BBIPAIIICHHOTO KpUCTaJlIa co ckopocThio 20+30 °C/u.

VHUKanbHas MEXaHHWKa MepeMENCHHs KBaplieBOM aMIyJIbl ¢ ChIphEM ympasinsercs cuctemor SCADA
(Supervisory Control and Data Acquisition), cpenoit pyHKITHOHHpPOBaHUS KOTOpOi sBisteTcss MCGS (Monitor
and Control Generated System) - miatdopma denoBeko-mMamnHHOT0 HHTEpdeiica (HMI).

Perncrpanms CHEKTpOB PEHTTEHOIIOMHUHECIICHITMN CBEKEBBIpalIeHHBIX kpuctauioB KCL:Li B
3aBUCHUMOCTH OT KOHIICHTPAIIK HOHOB JINTHSI BBISIBUIIA O’KUIAEMBIi 3((EKT MOBHIILICHHUS CBETOBOTO BBIXO/IA.
Hannbiii 3¢ ¢dexT 00ycaoBiIeH peKOMOMHAIIMOHHON COOPKOM 3IEKTPOHHO-IABIPOYHBIX Hap B MOJE JIUTHA U
ABIISIETCS] BAKHBIM ITAPaMETPOM JUTs pa3pabOTKH HayYHBIX OCHOB CHMHTHUISIIIMOHHBIX IETEKTOPOB.
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