201992194 Al

(19) EBpa3unckoe @) 201992194 13 A1l
naTeHTHOEe
Be4OMCTBO
(120 OMUCAHUE U30BPETEHUA K EBPABUMCKOM 3ASIBKE
(43) Aara ny6nukauum sasiskm (51) Int. Cl. CO01B 39/02 (2006.01)
2020.02.05 C01B 39/14 (2006.01)
(22) [ata nonaum 3aaBku
2018.03.12
(54) CHOCOBb AJIsA HENPEPBIBHOT'O CUHTE3A KPUCTAJIJIOB HEOJIUTA
(31) 1752196 (72) Waobperatens:
(32) 2017.03.17 Huxous Cepik, JIyru Cecuin, 1o0ya
(33) FR Kan-JIok, Jekout UBan (FR)
(86) PCT/FR2018/050568 (74) Tipencrasurons:
(87) WO 2018/167414 2018.09.20 pen ;
Mengenes B.H. (RU)
(71) 3assurens:
APKEMA ®PAHC (FR)
(57) Hacrosmee u300peTeHne OTHOCHTCS K COCOOY HEMPEPHIBHOTO MPOM3BOJCTBA KPUCTAILIOB LEOTHTA,

BKJIFOYAIOIIEMY B ceOsi HEeNpephIBHOE BBEICHUE KOMIIO3WIIMH, CIIOCOOHON 00Opa3oBhIBATh KPHCTAILIBI
[EeoMTa, IO MEHBIIeH Mepe B OHHY pPEaKIHOHHYI 30HY KPHCTAUIM3AlMH, IIOABEPracMylo
NepeMEIINBaHUIO, CO3JAfONIEMY B YIIOMSHYTOH KOMIIO3UIIMHU TIOTOK, XapaKTepH3yEeMbIii OTHOCHTEIILHBIM
gucioM Peiinonbaca Re, ot 40 mo 50000, u HenpepbIBHOE U3BJICYCHUE CHOPMHUPOBAHHBIX KPUCTAIIIOB B
COOTBETCTBHH C TIOTOKOM, XapaKTepu3yeMbIM (paktnaecknm unciom PeitHonbaca Re, ot 1 go 1500.

IV p6176610C



OIIMCAHME M3OBPETEHUA
2420-558735EA/42
CIIOCOE IJis1 HEIIPEPBEIBHOI'O CHMHTESA KPHCTAJIJIOB LIEOJNTA

[1] Hacrosamee wus3obpeTeHMe OTHOCUTCHS K o00JacTM LeOoJIMTOB,
BoJjiee TOUHO K 0BJAaCTKM OPOMBIIJIEHHOT'O CHMHTE3a KPUCTAJIJIOB LIeOoJINTa,
u BoJiee KOHKPETHO K HEIPEePHBHOMY IIPOMBIIJIE HHOMY CUHTEBRY
KPUCTAJIJIOB Le0oJIMUTa.

[2] CuMHTe3 KPUCTAJJIOB LeoJIMTa (MJIM I[IPOCTO «CUHTES3 LeoJIMTa»
B OCTaJIbHOM YaCTM HACTOAMEeI'o IOKYyMeHTa) OOBYHO OCYIEeCTBJISETCS B
IPOMBIIJIEHHOCTHM B PeakKTope «IepHMOIMUEeCKOTO IeMCTBUA» OOJBIOITO
pasMepa C IIepeMemmMBaHMeM, KaK IIPpaBMUJIO C HaI'pPeBOM CHUHTe3-TeJId
n/nam pPeakKlMOHHOM cpenu BIIPHICKOM  IIapa n/ c TIOMOIIBIO
HaTpeBaTeJbLHOM pyfamku . [looToTOBKA CUHTEe3-TeJid COCTOUT B
CMEemMBaHMM  pacTBOopa aJiioMMHaTa HaTpusga C  PacTBOPOM  CHUJIMKATA
HaTpug, IIpUyueM BSTO CMemlMBaHMEe MOXEeT BHIIOJHATHLCS OO peakTopa
KpUCTAIM3alIUY MM HeloCpeICTBEHHO B peakKTope KPpUCTaJIM3alluu.

[3] Insa Toro, UTOOH YJYUNUTL OOLUHHEI IIPOLECC KPUCTaJIM3alluu
1IeOJIMTOB B IIepHUOOMUECKOM pexuMe, ObUIM ONYyOJMKOBAHH MCCJeOoBaHUA
o pas3paboTKe IIpollecCa HEeNpepHBHOTO CHHTe3a. 9TUM MCCIeOoBaHUA
HamnpaBJIeHH Ha YCTpaHeHMe WM, IO KpalHel Mepe, Ha YMeHblleHUre
HemgoCTaTKOB, CBABSAHHEX C IepPUMOOMUECKMMM IIpoliecCcaMu, u, B
YaCTHOCTHM, Ha YMeHbIeHMe pa3Mepa o00opymoBaHMI, HeOOXOOMMOTO IJIA
CUHTes3a, UYTOOH CHUBMTL 3aTPaThH DSHEPTUM M YIYUIUTL CTabMILHOCTDL
KauecTBa MNPOOYKLMUM.

[4] HekxoTOpHE MCCJEIOBAHMSA OIMCHBAIT «HEIPEPHBHEE» IPOLIECCH
OJIS CUHTe3a ILeOJIMTOB, KOTOPHE MOTYT OHTL KJIACCUPUIMPOBAHH Ha TPU
KaTeTOpUM

1) <cpema cCcHHTe3a CcHauvajla TOTOBUTCS B OOBUHOM pPeakKTope
IepMOOUYEeCKOTO  OeMCTBUSI, a 3aTeM STOT pes3epByap C TeJeM
HENpPEepHBHO IIMTaeT PeakKTop KPpUCTaJIM3aluM; B STOM CJydae DTO
YIIOMMHAETCSI  KaK  «IIOJIYHEIPEepPHBHEMY»  I[IPOILeCcc, IIOCKOJIBKY  YacCThb
Ipollecca BHIIOJHSAETCS B pPeakTope IIepPUMOOMUYEeCcKOTO HeMcTBMS (CM.,
HanpuMmep, JingxidJu et al., «Continuous synthesis of zeolite NaA
in a microchannel reactor», Chemical Engineering Journal, 116,
(2006), 115-121; Shumovskii et al., «Continuous process for the
production of zeolite 1n pulsation apparatus», Chemical and
Petroleum Engineering, 31 (5-6), (1995), 253-256; Zhendong Liu
et al., «Ultrafast Continuous—-flow synthesis of crystalline
microporous AlP0O4-5», Chem. Mater., 2-7, (2014); US 4848509 wam
US 6773694) ;



2) cpema CHHTe3a TOTOBUTCSA HEeNpPepHBHO C MCIOJbL30BaHMEM
BHICOKOCOBUTOBOM MemMaJlkM, a 3aTeM KpUcTaJlIM3yeTcd B peakTope
IeprMoInuecKoTo IeVcTBUSA OOHUHBEM oO0pa30oM (CM. HaIpUMep OOKYMEeHTEH
EP 0149929 um BE 869156);

3) cpema cHHTe3a TOTOBMTCSA HeNpephBHO M IIoTaeTcda B peakKTop
HeNpepHBHO IJIS BEHIIOJHEHMS KPUCTAaJJIM3allvM.

[5] [lepBEHIE IOBe KaTeropum IIOBTOMY, CTPOTO ToBOpP4, He
ABJIAITCA HelpepHBHHMM IIpolleccaMM, IIOCKOJIbBKY IIO MeHbIlel Mepe
YacThk CHMHTE?3a BHIIOJHAETCS B IepPUMOIMUECKOM PEeXuMe .

[6] Cpemm wmccJeOoBaHUM TpeTbelM KaTeToOpuM BHACHSETCS, UTO
YCJIOBMSA HENPEPHBHOTO CHMHTe3a He Bcerda OIMCHBAKTCSA OUeHb TOUHO,
IOBTOMY  TPYIHO, a TO ¥ HEeBO3MOXHO, BOCIPOMUBBECTU  UX. B
YacTHOCTH, TOUHEIE YCIJIOBUSA OIS OCyHMeCTBJIEHUSI mpoliecca He
[IO3BOJIAKT VY3HaThk, MOXHO JM ¥ Kak 5»0dpekTuBHO u3bexaTb pHUCKa
3acopeHud OoOOpPYyHOOBaHMUA.

[7] HemaBHO B paboTe Zhendong Liu et al., «Continuous flow
synthesis of ZSM-5 zeolite on the order of seconds», PNAS, 113
(50), 13 December 2016, 14267-14271 OBLIIO IpelJIOXEHO
MCIIOJIb30BaHMe BO3IOymMHOTO BubpaTopa IJA MMHMMM3aUUM I[IPOOJIeME
ocaxXnmeHus ¥ OJOKMPOBaHMSA BO BpeMs IIPUIOTOBJIEHMS LeojmTa 2ZSM-5
(Tmra MFI).

[8] OpmuHako ocTaeTcs GakKTOM TO, UTO IIpellleCTBYIOIUN YPOBEHDb
TeXHUKM B OOJIaCTM HEeNPepPHBHOTO CHHTEe3a LeoJiMTa BCe elle co3maeT
MHOTO mpodjieM. B UYacTHOCTM, OOHO U3 OTPaHUUEHUM HEelIPepPEBHOT'O
opollecca CBS3aHO, HalpuMep, CO BpeMeHeM KpucTalM3aluu. MHoTHue
MCCJIeoOoBaHMA, IIPOBOOMMEE CeTl'OoOHS B o00JIacTM CHMHTesa LeosuTa LTA,
[IOKAaBHBAT, UTO BPeMd KPUCTAJJIM3allMM COCTaBJIsSeT HEeCKOJIBKO UYacoB
npu Temrneparype 100°C, waM BCero JIMIb HECKOJBLKO CeKYHI IJid
KpUCTaJIM3aluMy TOJIBKO uYacTu ZSM-5 ¢ MCIOOJb30BaHMeM BOIH II0I
OaBJIeHMeM IIPM Upe3BHUalHO BHCOKOM TeMiepaType, CM. YIOMIHYTYIO
padtory Zhendong Liu et al.

[9] TlosToMy M3BECTHO, UTO BaXHHM MOMEHTOM IIPM peaJr3aluu
HelpepHBHOTO IIpollecca CHMHTes3a, coIepXxamero TBeplhle UYacTULBE (Kak
B CJlyyae CHHTe3a ILeOJIMTOB), ABJAeTCSI PHCK 3acopeHUs peakKTopoB,
KOTOpPHE KaK MNPpaBMJIO M ualle BCeT'o ABJATCHA TpyOuaTeMM peakKTopaMu,
3a CcueT HaKOILJIeHMS TBEepPOBEX YacTHIl, UYTO MOXeT IIPUBOIUTL K Opeidy
Ipoliecca UM BHCOKMM SKCILIYyaTalMOHHHEM pPacxodaM.

[10] Tem He MeHee, KakK PacKpPHTO B IPedNeCTBYKIEM YPOBHE
TexXHUKM, pealM3aliMsa HeIpepHBHOTO IIpollecca CHMHTe3a LeoJIMTOB II0

CPaBHEHNMK C IIeprMOoIMYeCKNVM IIpolleCCOM OOJIDKHa IIO3BOJIATE SKOHOMNMTE



SHepI'Mio, CoO3OaBaTb O0oJiee KOMIAKTHEE YCTPOMCTBa, a CJIedoBaTeJILHO
c MeHBIIVMN VIHBECTUIIV AMUA , " MPOU3BOINTH KPMCTaJLJIbL BoJee
OOHOPOIOHOTO KaudecTBa, B UYacTHOCTHU OJjaromapsa 0oJiee  JIeT'KOMY
KOHTPOJIK IapaMeTpOoB IIPOM3BOIACTEBA.

[11] OmHako IO HaACTOAWMEI'0 BPeMeHM HelPepHBHEE IIPOLECCH He
ORI OCOOEHHO Pa3BUTHL B CHHTe3e 1IeOJIMTOB. 370, BEPOATHO,
CBA3aHO, B YaCTHOCTM, C PUCKOM 3acopeHusa (kak OBJIO OOBACHEHO
BHINE) BCJEOCTBUE IIPUCYTCTBUSA TBEPOBEX UYaCTMUI, B peakKLUMOHHOM cpene
(B0 aMOpPOHBEIX TBEPIEX BENECTB, IIPUCYTCTBYKRIMX C CaMOI'O Hauajla B
rejle IOJI4 CHHTEe3a, JMOO KPUCTaJIMUECKUX TBEPIEX BelleCTB B KOHIE
CHHTE3a rocJie KpUcTaJliu3aluun) , a TaKxe c TPYOHOCT AMU B
COIJIaCOBaHMM BpPEeMeHM KpUucTalliM3allMM UM KadecTBa 00pal3yrluxcsd
KpUCTAJIJIOB. OTM TPYIOHOCTM MOTYT YCUIMBATLCHA, eCJU XeJlaTeJlbHE
pasMepH KpUCTaJJIOB OOJiblle UeM NPUOIU3UTEJIEHO CTO HaHOMETPOB.

[12] CiemoBaTeJIbHO, CYIECTBYeT IIOCTOSHHasd IMHOTPpeBHOCTL B
npoliecce IOJiS HENpPepHBHOT'O CHUHTEe3a LeOoJIMTOB, KOTOPHM MOT  OH
YCTPaHUTEL BHIIEYIIOMAHYTHE HeIOCTaTKMU.

[13] TakuMm oBpasoM, HacTodllee mU300peTeHMe OTHOCUTCH K
HEIIPEPHBHOMY npoueccy oJjis CHHTEe3a HeoJmnTa, BHIIIOJIHAEMOMY
[IOJIHOCTBI  HEIPEPHBHO, TO eCThb B KOTOPOM  TeJib TOTOBUTCHA
HellpepPHBHO, a 3aTeM HEeIPEepHBBHO KpUCTaJIM3yeTcsda 0e3 IIPOMEeXyTOUHOM
dasH IepruoInYeckKoTo PeXxyuMa .

[14] DecTBUTEJILHO, OBLJIO HEeOXMIOaHHO oDHapPyXeHOo, Y7o
IIpMMeHeHMe OIpeleJIeHHHX IIapaMeTpPOR II0O3BOJIAET YMEHBINUTH WM Oaxe
YCTPAaHUTL JI0OOM PUCK 3acCOpeHMs CHUCTEeMH, UTO II03BOJISET HellpPepPHBHO
IOJIy4YaThk ILEOJIMTH I[IPOMBIIJIEHHEIM CIIOCOO0OM, TO €eCcTb B OOJIBIMX
MacmTatax, UYTOOE MMEeTb BO3MOXHOCTH YIOOBJIETBOPUTEL IOTPeOHOCTU
[IOCTOSHHO pPacTymero pHHKa. [pyI'Me OpeMMyleCTBa CTaHyT OUeBUIHBEIMU
M3 CJEeOyKnmero ONMCaHMA HacCTOoAmeIro M300peTeHusd.

[15] TakumMm obOpas30M, IIepBEM IIpelIMeTOM HaCTOAMEeI'0 MU300peTeHUsd
ABJIAeTCH TIPOlLEeCcC NOJId  HelpepHBHOTO MNIPUIOTOBJIEHMS  KPUCTAJJIOB
IeoJIMTa, BKJIOUaKIMUM B cebsa IO MeHbllel Mepe clelyolve CTaIuu:

a) HeNpepHBHYI I[I0Jauy KOMIO3MLMM, CIOCOOHOM K o00pas30BaHUD
KPUCTAJIJIOB 1I€QOJIUTA ;

b) HenpepHBHOEe BBeIdeHMEe YIOMSAHYTOM KOMIOBUIMM IO MeHbIen
Mepe B OIHY PeakKUIMOHHYK 30HY KpUCTaJJIM3aluu, NoOBepraeMyrn
[IEpPEMENMBAHNUIO, cosznanimemy IIOTOK YIIOMSAHY TOM KOMIIO 3ULIVH,
XapakKTepusyeMell OTHOCUTEJILHEM UMCJIOM PeMHoJsibOoca Re, oT 40 1o
50000, mnpemnoutuTesbHO oT 40 mo 25000, ©OoJee NOPEenlNOUTUTEJIBEHO OT

70 mo 5000, m obrmbHo oT 100 mo 2000 BKIINOUMUTEJILHO,



C) HelIpepPHBHOE WM3BJIEUEHME KPUCTAJJIOB, COOPMMPOBAHHHX Ha
cramuM b), B COOTBETCTBMM C IIOTOKOM, XapaKTepu3yeMbeM (QaKTUUeCKUM
upcJioM PemHoJsbaca Re, or 1 mo 1500, mnpenmoutuTeJibHO oT 1 mo 1000,
BoJjiee npempnouTuTesbHO oT 5 mo 500, wm ob6euwHo orT 10 gmo 200
BKJIOUMTEJIBHO .

[16] dakTHUEeCKOe UMCJIO PeMHOJIBICA (Rey) BHUMCIISETCHS C

UCIIOJIE30BaHMeM cJienynomer opMyJisl: Re,=mv. V. D/,

<

Ioe mv O3HavaeT IUIOTHOCTL pPeakKLMOHHOM cpems (B KI'.M °),
O3HauvaeT CKOPOCTL CBOBOOHOTO TEUEHUS PeaKUMOHHOM cpemsl B M.C %, D
O3HavaeT DSKBUMBAJIEHTHHM IMaMeTp peakKTopa, BHpPaXeHHHM B MeTpax, U
I O3HauvaeT BA3KOCTL PEeaKLUMOHHOM cpems (B Ila.Cc MIM KI'.M t.c1).

[17] CKOpOCTb CBODOOOHOTO TeueHUSA pPeakKUMOHHOM cpenn V
BHUMCJIAETCH Ha OCHOBe WU3MEPEHMSI CKOPOCTM OO0BEMHOIT'O pacxona
pPeakKlMOHHOM Ccpelbl M IIOIIEePEeYHOTo CeueHusa peakTopa COTJIacHO
bopmysie: V=Q/S, roe Q O3HauvaeT CKOPOCTb OOBEMHOT'O pacxola
PEaKLMOHHOM Cpemns, BHpPaXeHHYD B M>.c !, a S o3HauvaeT IIOMNepedHoe
ceueHMe peakKTopa, BHPaXeHHOEe B M?.

[18] «OKBMBAJIEHTHHEM OMaMeTp» O3HavaeT BHYTPEHHUM pas3Mep
peakTopa, VBMEpPeHHE  IePIeHIUKYJISPHO K  HalpaBJIeHMIO  UYMCTOTO
IOTOKa.

[19] OTHOCUTEJILHOE UMCJIO PelHoJIbOCA Re, npencraepjgeT
VMHEPLMOHHEE CUJIEL OTHOCUTEJILHO CWJI BHYTPEHHEeIO TpPpeHUsS BHYTPU
peakTopa, HEe3aBUCHUMO OT UMCTOI'O IOTOKA.

[20] Kornoa repeMelmMBaHue MIPOU3BOOUTC A MexXaHUUeCcKoMn
MemaJIkoM, ToTHa IpuUMeHSIeTCs cJenyimas dopMmyJia:

Re,=mv. N.d?/u

Toe mv O3HauvaeT IUIOTHOCTL pPeaKLMOHHOM cpens (B kp.mMm°), N
O3HauvaeT CKOPOCThL BpalleHMI MemaJlkiu B o06.c ', d o3HavaeT OUaMeTp
MellaJIkM, BHPaXeHHHM B MeTpax, M |1 oO3HauaeT BA3KOCTL pPeaKUMOHHOM
cpermu (B Ila.c miM KD.M t.c1).

[21] Korma epeMelBaHue IPOU3BEIEHO O CUMJIJIMPYIOMMM
IepeMelleHMeM pPeaKUMOHHOM cCcpelbl, KVMe IMM aMIIMTyoy A (B M) U
yacrtory £ (B c!), Torma OpuMeHdeTcd cienyomas (opMyJia:

Re,=mv.f. A?/p

TIoe mv o3HavaeT IUJIOTHOCTL PeakIMOHHOW cpenuw (B kr.m°), f
O3HavaeT YacToTy  OCUHUJLIALUN B c, A Oo3Hayvaer aMILINTY Oy
OCUMJIIIALMNM, BHPaXEeHHYIO B MeTpax, ZB bl os3HauvaeT BA3KOCTD
pPeaklUMOHHOM cpens (B Ila.c MM KT .M t.c 1) .

[22] BO3MOXHO MCIIOJIB30BaTh HECKOJIBKO CHUCTEM IIepeMellMBaHNA,

OOBeOIVHAA, HallprMep, OIHY mJinm BoJiee MeXaHM4YeCKUX CHCTeM



IepeMellBaHMAa C OOHOWM wMIM 0oJiee OCHWMJIMPYINMMM CUCTeMaMM. B
TaKMX clydyadax  [OpenarnodTUTesSJbHO MM Jaxe  HeoOXOoIMMO, UyTOOH
OTHOCUTEJIBHOE UM CJIO PelHoJILIOCA Re, KaxIgon n3 CUCTEM
IepeMelMBaHMsa, B3ATHX OTIEJIbLHO, HaAxXOOWJIOCH B OMalas3oHe 3HaueHUM,
OIpelleJIEHHEIX paHee, ToO ecTb oT 40 mo 50000, NpednodTUTEJIBHO OT
40 mo 25000, ©ojyee npennouruTesbHo oT 70 mo 5000 m oBeiuHO oT 100

no 2000 BKJIOUMTEJILHO.

[23] OmHakKO  IOJia  Ipollecca IO  HacToAmeMy  M300peTeHMo
OpennouTrTesbLHa MexaHndecKasd NI koJiebaTenbHas cucTeMa
IepeMemmMBaHMsa OIOHOTO TuIla. Bojiee MNPeONoUTUTEJSIBHO IMIPOollecC IIo
HaCTOAmeEMY 1300peTEeHNIO CONEPXUT TOJIBKO OnHYy cucTemy

[epeMellMBaHn g, MeXaHMUeCKYKR JMOO OCUMIUIMPYKRIYK. B COOTBEeTCTBUM C
OOHUM  I[PeOlNOoUTUTEJIEHEM  BapMaHTOM  OCYIMEeCTBJIEHUA npolecc 1o
HacToAleMy n300peTeHUD COOEPXUT EOMHCTBEHHYIO MeXaHNUeCKYIO
CUCTeMy IepeMelMBaHMag. B COOTBEeTCTEBMM C OPYTMM IPEeOloUTUTEIbHEM
BapMaHTOM  OCYIeCTBJIEHUA npouecc 1o HacTodleMy  M300peTeHU
COOEPXUT eIVMHCTBEHHYI cucTeMy repeMeliMBaHma, co3maBaeMoT o
KOJIeOJIOIMMC A [IepeMelleHMEM.

[24] TIIJIOTHOCTM M BA3KOCTM pPeaKIMOHHOM Cpellbkl COOTBETCTBYIT
IIJIOTHOCTAM M BA3KOCTAM KOMIIO3MLMM Ha BXOIe peaKTopa.

[25] OdopMMPOBaHME KPUCTAJIJIOB LIEOJMTa, M B YaCTHOCTHU OECTPOe
bopMupoBaHMe, OoJilee KOHKPETHO OBCTpoe QopMMPOBaHME C BHECOKOM
CTeleHbld UMCTOTH, ABJIAeTCAd OCOOEeHHO TPpYIOHEM UM TpebyeT Kak
OOCTaTOUHOTO JIOKaJILHOTO nepeMelMBaHuU g (TYpBYJIIEeHTHOCTH) IJIsI
oBecrnieueHrsa COOTBETCTBYKIMEIO II€peHOoCa MaTepualJla Ha  TI'pPaHulle
KPUCTAaJJIM3alun TBepIoe/XUIKOCTE, obecrneurBammero OTITHMAJIEHYIO
KpUCTAaJIM3alMio, TakK M IOOCTaTOUHO MATKOTO IIepeMellMBaHMsg, UYTOOHB He
pPazpyIMThL KPUCTaJJIEL B Xode UMX O(OPMMUMPOBAHMSA WM He HapYIKUTb
IPaBUJIBHOE PAaCIIOJIOKEHME PEeaKTMBOB Ha T'PaHUIIE.

[26] XoTd 2THU YCJIOBUA KpUCTaJIM3aAlMM Ha CeTOOHAMHUNM »OeHb
OTJIMUHO  KOHTPOJUPYIOTCHA ¥ MOOYVJMPYITCS OJIS OPUIOTOBJEHUS B
IeprMoIMueckKoM pPexuMme, OKa3hBaeTCcsd CJIOXHBEM OO0LeIVMHUMTL 5STU IOBa
TUIIA nepeMellMBaHmMa B HellpepHBHOM pexvMe Bes IPOABJIeHU A
OCaxImeHMsa, 3acopeHMsa WMIM »Jaxe 3aKyIoOpKM YCTPOMCTBa, He TOBOpPHA
yXe O KaueCTBe I[IOJIydaeMHX KPUCTAJIJIOB Ie0JIMTa, OCOOEHHO IIOCKOJIBKY
BpeMsa KpUCTallM3aluu WM oO0beM oO0OOpyINOBaHMA MIOJS CHMHTE3a IOJDKHE
oCTaBaThCH COBME C TVMBEIMA C SKOHOMUUHOM IIPOMEIJIEHHOM
SKCIJIyaTallen.

[27] @Oua Toro, UYTOOH wu3bexaTh STUX ABJIEHUM 3acopeHud IIpU

COXpPaHeHMMn IIPeBOCXOOHOTO KaueCTBa (]_)OpMMpyeBABIX KpMCTaJlJIOB



meoJiiTa, 3adBUTEJIE HalleJl OITMMaJIbHEE YCJIOBMA IIepeMellMBaHM4d BO
BpeMA HEeIIpEPEIBHOT'O IIPMI'OTOBJIEHNMA KpmucCcTallJIOB neoJinTa, KOTOPEHE
XapaKRTeprnsyrnTcAda THUIIOM IIOTOKa, IIPVMMEHAEMOTI'O K TequeIZ cpele
TJIo0aJyib HO ((l)aKTT/IL.TeCKoe UnmcCJIO Pefi[Ho.HbI[ca, COOTHOCAImEeeCHd C

baxkTHMUueCcKOM CKOPOCTBI, WU CJIefOBaTeJIbHO CO BpeMeHeM IIpeOHBaHUA

IoJIS ITaHHOTO TuIla peaKTopa) UM JIOKaJIbHO (oTHOCUTEJIbHOE  UMCJIO
PelHoJibOCaA) .
[28] TakuMm oOpasomM, a TakKxXe B COOTBETCTBMM C  OLOHMM

[IPEenlIoOUTUTEJIbHEM BapUMaHTOM OCYIECTRBJIEHMS HaACTOAMEI'0 MU300peTeHUsd
HacTOAMETO M300peTeHMsa, Pa3HOCThE MeXIy OTHOCUTEJIEHEIM UMCJIOM
PeHosbnca Re, ¥ ©QaKTHUUECKMM UMCJIOM PeMHoJbIcCa Re, (TO ecCTb
PasHOCThb Re, - Re,) COCTaBJIAET CTPOTO foJible yeM 50,
NPenlouTUTEeJIbHO CTporo OoJjiklie uyeM 100, ©OoJiee NIPemlouyTUTEJIBHO
crporo OoJvme ueM 150, m Hamubojiee NOPEONOUTUTEJIEHO CTPOTo OoJiblle
uyeM 180.

[29] TakuMm oBpasoM, Ipollecc IO HacCTodlleMy M300peTeHUIo
IO3BOJIAET OOecCleuMTh I[IPOMBIJIEHHEM IIpOolLlecC, KOTOPHM MCIOJL3YyeT
IpeuMylleCTBa HEIPepPHBHOT'O CHMHTEe3a [0 CPaBHEHMIO CO CTaHIOapTHEMU
CHUHTEe3aMM B «IIepUOOMUECKOM pexmuMe», TakKe Kak JYyUuli KOHTPOJIb
TeMIepaTypPH], KOMIIaKTHOCTE oBbopynoBaHMUA, OOHOPOIOHOCTE
IIPOU3BOLCTBA, a TakKxe, u npexne BCeTO, KOTOPHM uMeeT

IIperMymeCTBO OI'PaHMUeHMA 3aCOpeHMA O@Opy,]IOBaHMF[.

[30] KomMmniosmum4, criocobHada K oBpa30BaHML KPpUCTaJIJIOB
LeoJInTa, MOXeT OHITH JTIOOBIM TUIIOM KOMIIO 3ULINH, V3BECTHHM
crieuMaJiMcTy B OaHHOM oBygacTu TexXHUKH, B 3aBUCHMOCTH oT

OIPUTOTOBJIAEMOTO THUIIA LeOoJIMTa, M OOHUHO COHOEPXMT II0 MeHbIlel Mepe
OOMH MCTOYHMK KpeMHe3eMa U I[I0 MeHblleM Mepe OOMH MCTOUHUK
TJIMHO3eMa, u/uiu Jiobol OpyToM MCTOUHMK 5SJIeMeHTa (3JIeMeHTOB),
KOTOPHEM MOXeT COCTaBJIATL KapKac lLeoJiMTa, HalIpuMep MCTOUHUK
bocdopa, THMTaHa, LUPKOHMA ¥ T.O. IO MeHbIlel Mepe OOMH BOIHHM
pPacTBOp TIMUAOPOKCHUIa MeJIOUHOTO WM [MeJIOUHO3EMEJIBHOTO MeTaJlla,
OPenrnouTUTEeJIbHO THUIPOKCUIA MeJJOUHOTO MeTajljyla, OOBHYHO THUIPpOKCUIA
HaTpud M/UJIM Takke OPTaHMUeCKHMX CTPYKTYypoofpa3yimMux aTeHTOB WK
mabJIOHOB MOXeT HeoB43aTeJIbHO, HO IMNIPenOlouTUTeJIbHO, OHTL nobaBJeH
K 5TOM KOMIIO3ULUMU.

[31] VcToOUuHMK KpeMHeseMa O3HauaeT JioOoM MCTOUHMK, WM3BECTHHM
crieuMaJMCTy B OaHHOM o0JlacTM TexXHMKM, ¥ B UYaCTHOCTM PacTBOP,
OpennouTUuTeJIbHO BOIHEM pPacTBOpP, CUIMKATAa, B YaCTHOCTM CHIMKAaTa
MeJIOUHOTO WM IMeJIOUHO3EMEJIEHOTO  MeTajlia, HaopuMep  CUJIMKaTa

HaTpr4d, WJIM KOJUJIOMIHOI'O KpeMHe3eMa.



[32] VIcTOUHMK IUVIMHO3eMa oO3HauvaeT JioOoM MCTOUYHMK IJIMHOS3EeMa,
VM3BECTHHEM CHeluuaJucTy B IaHHOM o00JlacTuM TexXHMKM, ¥ B UYacTHOCTHU
pacTBOp, MNPeldlouTHUTeJILHO BOIOHHM pacTBOpP, aJioMMHaTa, B UYaCcTHOCTHU
aJiIoMyHaTa  IeJIOUHOTO WM  MeJIOUHO3ZEeMeJILHOTO  MeTajla, HallpuMep
aJlIoMyHaTa HaTpusd.

[33] KoHuenTpaumum PaBJINYHEIX PacTBOPOB KpeMHe3eMa 1z
TJIMHO3eMa  amalTUpPpYnTCcd B 3aBUCUMMOCTM OT IIPUMPOINE MCTOUHMKA
KpeMHe3eMa, MCTOUHMKA  TJIMHO3eMa, COOTBETCTBYKMNUX COOTHOMEHUN
MCTOUHMKOB TJIMHO3eMa M KpeMHe3eMa, K KOTOPHM nobaBJigeTcd pacTBOp
TUIPOKCUIA MeJIOUHOTO MM MeJIOYHO3EeMeJILHOTO MeTajljla W/MIM OIOMUH
ZNRZN OoJiee OpraHUUeCKUX CTPYKTYpPOOOpa3yKnlnx areHTOR, B
COOTBETCTBMM C IIO3HAHMAMM ClIelMaJMCTa B IOaHHOM o0B0JlaCTUM TexXHUKMU.
Ha canTe MeXOyHapOOHOM ILIEOJIMTHOM accoumaumuu (www.lza-online.orq)
MOXHO HaMTu MHOOpMaLMIO, B UYaCTHOCTH, 0 XMMMUYECKOM MIpupole
OpPTraHMUeCKUX CTPYKTypooOpasyrlux aleHTOB, KOTOPHEEe MOI'YT OHTH
VCIIOJIE 30BAaHE B KauecTBe byHKLIMU CHUHTE3UPYEMOTO neoJyiMTa,
HalpyuMep, W He OT'paHMUMBAACE D2THUM, TeTpaMeTuJIaMMoHmsa  (TMA),
TeTpa—-H-IOponuiaaMMoHMa (TPA) M MeTuITpuUsTUIaMMOHMA (MTEA) .

[34] CoOoTEeTCTBYyKIME COOTHOUEHMS M KOHIEHTpalUM pa3JIMIHEIX
PACTBOPOBR KpeMHe3eMa M TJIMHO3eMa WM3BEeCTHH CIelUMalIMCTy B IaHHOM
oBJIaCTU TeXHUKU WM MOTYT OHTH JIETKO aballTUPOBAHH CIELUUaJIMCTOM B
OAaHHOM 0B8JIaCTM TEeXHMKM B BaBUCUMOCTM OT IIPUPOIH LIeOoJIMTa, KOTOPHM
KeJlaTeJIbHO IIPUTOTOBUTE, Ha OCHOBE IaHHEX B JIMTepaType.

[35] B COOTBeTCTBMM C OIOHMM IIPEeOIOUTUTEJIEHEM BapMaHTOM
OCYIIECTBJIEHU A npoliecc 1o HaCTOAlleMy U300peTEeHNO IoO3BOJILAET
OIPUTOTOBJIATEL JIHOOOM TUII LeoJIMTa, MI3IBECTHHM CIelrallMcTy B IOaHHOMU
obBJlacTU TexXHUKM, ¥ HalpuMep, He OoTPaHUMUMBASICH D2TUM, JIOOOW LeOoJIUT
Tura MFI, M B UYaCTHOCTHM CWMIMKAJIUT, JodoM LeosiuT TUurna MOR, Twulla
OFF, Tuna MAZ, tTuna CHA m Tuna HEU, Jjmwdol ueosmT THIa FAU, M B
YaCTHOCTM LeoJiMT Y, UeosuT X, LeosuT MSX, ueojgur LSX, Jmodomn
nmeoJsiMuT THrna EMT, wuim Jmobor LeosmaT TUna LTA, TO eCcTb LeoJMT A, a
TakKxe IpyI'Me ILEeOTUIH, TakKMe KakK, HalpVuMep, TUTaHOCUIIMKAJIMTH .

[36] TepMmMH «leoJuT MSX» (cpenHulM KpeMHes3eM X) o3HavaeT
neosmuT THHa FAU ¢ aTOMHEIM OTHOmeHMeM Si/Al oT OpubIM3UTEJILHO
1,05 pmo mnpubiamamurespHO 1,15 BKIOUMTEIBHO. TepMMH <«IIeosuT LSX»
(HU3KUM KpeMHe3eM X) Oo3HauyvaerT IeOJIUT THUIIa FAU C aTOMHEIM
oTHOmeHMeM Si/Al, NOpUOIU3IUTEJLHO PaBHEM 1.

[37] [Tpoliecc B COOTBETCTBMM C HaACTOANMM M300peTeHreM
ABJIAETCSA OCOBDEHHO IIOOXO IO AMNNM OJIs NIPUTOTOBJIEHN I LIEeOJIUTOR,

BBI@MpaeBABIX U3 LIeoJIMTOB Twuia MFI, M B UYaCTHOCTM CUIMKaJIMUTa, THUIla



FAU, M B UYaCTHOCTM IlLleoJiMTa Y, LeoJiMTa X, LeoJnuTa MSX, LeoJiuTa
LSX, m Tuna LTA, TO eCTb lLieoJiMuTa A, a Takxe lIeoquToB THuna CHA wu
umeosquToB TUIla HEU.

[38] [Tpouecc B COOTBETCTBMM C HaACTOANMM M300peTeHUeEM
ABJIAETCA KPOMe TOTO OCOOEHHO MNOOXONANMM OJIA IPUTOTOBJIEHMA JIOOTO
meosimTa Tuia FAU, M B YaCTHOCTU LeoJsiMTa X, LeoJiuTa MSX M LeojsiMTa
LSX. IeosmmTH THIa MFI, M B YaCTHOCTM CUJIMKAJIMUT, TakKXe MOI'YT OHTH
OUeHb BEITOOHO IHIPUTOTORJIEHH B COOTBETCTBMM C IIpOLlecCcOM IIO

HacCTOoAlleMy M300peTeHU.

[39] Kpome TOro, HENPEPHBHEM [OIPOLECC MIPUIOTOBJIEHMSA IIO
HacTodleMy M300peTEeHUO He OT'paHUUYMBaEeTCHA IPUTOTOBRJIEHMEM
ONMCaHHHX BHIIE LLeOJINTOB, HO Takxe BKJIOUAET B ceb4a

COOTBETCTBYWMME LEOJIUMTH C MVepapxXMueckKoM I[IOPUCTOCTBbI. LeOJUTH C
MepapxXxmuuecKoy IIOPUCTOCTBLI0 MPeAcTaBJIsgilT coBoM TBepIble UYaCTUIIH,
comepxamye CeThb MHUKPOIIOP, CBA3aHHYK C CeThbl Me30IIop, U TaKuM
06pasoM IIO3BOJIAIT COIJIACOBATL CBOMCTBA IOCTYIIHOCTM K aKTUBHBM
LIeHTpaM MEe3OIOPUCTHX LeOJIMTOB, M3BECTHHX K3 IIpedlleCTBYyKIeIO
YPOBHA TexXHMKM, CO CBOMCTBaAMM MaKCUMaJbLHOM KPUCTAJJIMUHOCTU U
MaKCHUMaJIbHOM MUKPOIIOPUCTOCTHU «KOOBIUHEIX » LEeOJIUTOB (Ges
ME3OIOPUCTOCTHM) . B 5TOM cCJydae KOHKPeTHHE CTPpYyKTypooOpasyimue
areHTH BBOIATCSA B Cpeldy CHMHTe3a, HalpuMep CTpYyKTypoobpasywime
areHTH TMIla OpPTaHOCMJIaHa, KaK OIMCaHO B IIaTeHTHOM JOoKyMeHTe FR
1357762.

[40] Bojlee  KOHKpPETHO, HacTodAmee M300peTeHMe  OIIMCHBAET
opoliecc OJIsS NIPUITOTOBJIEHUS KPUCTAJIJIOB LeoJIMTa, BKJIOUanmUi B cebsd
10 MeHbIlel Mepe cJenyomue CTaauu:

1) HENPEPHEBHOT'O IPUTOTOBRJIEHU I KOMIIO3ULIUA, criocoBHoOM
0Bpa30BHBATE KPUCTAJJIH LEOJIMTa, IJA IIOJIydeHUS Cpelbs CUMHTEe3a,

2) npobBaBJeHMI 3BapoObIel K cCcpele CHHTe3a, IIOJIydeHHOM Ha
cramgum 1),

3) HEeNPEepHBHOTO BHIIOJHEHMA IIpPU IIepeMellMBaHUM peakKUuM IJIA
bopMUPOBaAHUA KPUCTAJIJIOB LI€OJIMTa B COOTBETCTBMM CO CTaaIuMaMi a),
b) m c), onpenejlleHHHEMM BHIIE,

4) bMIIb Tpauun peakuMOHHOM Cpens oJis V3BJIEUEHU A
[IPOM3BEIEeHHEX KPUCTAJIJIOB, U

5) HeoB43aTesJIbHO PEUMPKYJIALUUM MaTOUHHX PacTBOPOB.

[41] TIlpouecc IO HacToAmEeEMY M300peTeHur SBJIAeTCd OCOOEeHHO
sHeprocBeperawnmyM. Kpome TOT'O, 3TOT IIPOIECC MOXET BHIIOJIHATHECHA C
noMomeln ODOPYIOBaHMA, KOTOPOe SABJAeTCHS KOMIIaKTHEM, M B YaCTHOCTH

HaMHOTO MeHee OOBeMHEM, UeM O@OpyHOBaHMe, M3BeCTHOE CIlIlellMaJIuCTy



B OaHHOM obJjacTu TeXHUKNU s IIPUTOTOBJIEHUSI 1IEeOJIUTOB B
IIeprMoINUEeCKOM PexuMe .

[42] Cpenma cuMHTEe3a M3 CTaguM 1) TOTOBUTCH Kak OBJIO OIMCaHO
BHIlEe, IIyTeM CMelMBaHMA MCTOUHMKOB KpeMHe3eMa WU ITJIMHO3eMa B
OCHOBHOM cpene. OTo cCMellMBaHMe MOIPeldloUuTHUTEeJIbHO BHIIOJHAETCHS B
BHICOKOCIOBUTOBOM POTOPHO—CTATOPHOM MemaJike, TO ecThb B
BHICOKOCOBUITOBOM MemaJike, coIepXallel poTop, KOTOPHM BpamaeTcsa C
BHICOKOM CKOPOCTBIO, UTO 3acTaBJIgAeT CMeChb IMIPOXOIUTEL Uepe3 CTaTop,
TeoMeTpMsa KOTOPOTO MOXEeT M3MEeHATLCH.

[43] CremeHb cOBMUTa OIpelesiSeTCd CKOPOCThI COBMUIa Yy B C 1,
KOTOpasd paBHa OKPYXHOM CKOPOCTM BpalleHusd poTopa, »OeJIeHHOM Ha
TOJIIMHY 3a30pa MexOIy PpOTOpOM M CTaTopoM. OKpyXkHasa CKOPOCTbL Vi
PacCuUMTHEHBAETCHA IIO0 CKOPOCTM BpalmeHusa V, M IMaMeTpy poropa d B
COOTBETCTBMM C ypaBHeHMeM: V.=V, 1 d, (B M.c'), Dme V, — CKOPOCTE
BpaleHrs, BHpaxeHHad B o00.c !, d, - IramMeTp poTopa (B M), a Vv
paBHO V,/e, THOe e OB3BHauaeT BeJMUMHY 3a30pa MexXIy pPOTOPOM U
craTopoM (B M) .

[44] OO6GBUHO IpUMeHsAeMas CKOPOCThb CcOBMUI'a cocTabjsgeT oT 10000
c™t mo 200000 c!, mpemmouTuTesbHO oT 10000 ¢t mo 100000 ct.

[45] ODobaBJieHUe 3apoarIen B cpeny CHUHTe3a [IO3BOJIAET
IOJIYUMUTEL BPeMeHa KPpUCTaJIM3aluM, KOTOPHE SABJIATCS JOCTAaTOUHO
KOPOTKUMM IJIS TOTo, UTOBOE OHTH COBMECTUMBIMM C OTPaHUUESHUSIMU
HellpepPHBHOTO IIpollecca. 270 pobaBJeHMe 3Baponpmel MOXeT  OHTb
BHIIIOJIHEHO C IIOMOIBID JIOOT'O CpelcTBa, M3BECTHOI'O ClIeluraJucTy B
OaHHOM o0BJlacTM TexXHMKM, HalpyuMep C MCIOJb30BaHMEM CTaTUuUYeCcKOoM’
MellaJiku, KoTopasa ¥MeeT IIPeVMMyIleCTBO YCKOPEeHUS TOMOTeHM3allnMU
cMecHu Cpens CHHTe3a/3apOoaLlen . TepMUH «3apOoOnl» (Takxe
YVIIOMMHAEMEM KaK «3aTPaBOUHHM areHT») o3HauaeT TBeploe WM XUIKOe
BelleCTBO, KOTOpOe CIoCcOoBCTBYeT OpMeHTallMM CHMHTe3a B HallpaBJIeHUU
XKeJlaeMoT'o 1L1eoJIuTa.

[46] dopMupoBaHME KpUCTAaJJIOB LIeoJInTa (kpucTadIM3aumg)
BHIIIOJIHAETCSA, KkKak OBJIO YKa3aHO BHIIe, C IIepeMellMBaHMeM U IIpu
YCJIOBUAX IIOTOKa, XapaKTepus3yeMEX OTHOCUTEJILHBEM UMCJIOM PelHoJbOca
Re, or 40 mo 50000, nmnpemnoururesbHo oT 40 pmo 25000, ©OoJee
npenmnourmuresbHo oTr 70 pmo 5000, wm oBeuwHO oT 100 mo 2000
BRJIIOUMTEJILHO . Kpome TOTO, 2Ta cTammusa KPUCTAaJIJIN3alnN
OpPenrnouTUTEJIbHO BHIIOJHAETCS IIPM BHECOKOM TeMIepaType, OOBYHO IIpHU
Temreparype or 60°C mo 200°C, mpemnourmrTesbHo oT 80°C mo 160°C.

[47] B OIIHOM OoCcoBeHHO NPEenrnouTUTEeJIEHOM BapMaHTe

OCYymeCTRBJIEHMA CTallAd (]_)OpM_T/IpOBaHT/IH KpmCTaJlJIOB LeoJIMTa (onmmMcaHHasA
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BHIIE CTalIMAad C) KPUCTAJJIM3allMM) BHIIOJHAETCS B TpyOdaToOM peaKTope,
M MOXET BHIIOJHATBCS IIOJ HOaBJIEHMEM, HalpMMep I[I0I aBTOI'€HHEM
OaBJIeHMEM, I[IOLO aTMOCOEepHEM OaBJIeHMeM, WM B 0OoJiee oOOmeM CMHECJE
rnon JIOOBIM IaBJIeHMEM, OOBUHO OT aTMOC)epHOTO naBJjeHuMsa no 1,5 Mla.

[48] IToce cTammm KpUCTaJIM3aluM  IIOJIYUEeHHHE KPUCTaJLJIbL
OTHEJIATCA oT MaTOUHEIX PacTBOPOB, HalprMep buibTpaumuen,
LHEHTPUDYTUPOBAHMUEM UM IPYI'MMM MEeTOIMKAaMM, W3BECTHHEMU CIeUuaJIucTy
B OaHHOM 06JacTM TexXHUKU.

[49] BoBMOXHO, M 5STO IOpelcTabBjgeT coboy OpedlouTUTeJIbHBEN
BapMaHT OCVYIeCTBJIEHUA HacTOAMETO n3obpeTeHnsd, OBeCleunThb
PELUPKYJIAIMI BCEX WJIM HEKOTOPHX M3 MaTOUHHX pPacTBOPOB, TO e&CTb
OTXOOAIMX BOIN CHUHTe3a, CcobupaeMex IIOCJIe WU3BJIEUEHUSA, HallpPUMep
duIIbLTpalumey, TBepOHX BeNEeCTB, IIOJIydaeMHX Ha BHXOIOEe M3 peakTopa
HenpepHBHOTO IelMcTBUA. Illepel peUuPKYyJISlMely MaTOUHHEe pPacTBOPH
MOTYT HeobOsa3aTeJIbHO TIOIOBepraThbCcs oOoHOM wmiau 0OoJjiee obpadoTkawm,
BHOMpPAaeMsIM M3 VYJbTpaduibTpaluy, IIOBTOPHOTO KOHLEHTPUPOBAHUA WIINU
OUCTUIIJIALUA .

[50] Peunpkynaumsa MaTOUHEIX PacTBOPOB uMeeT MHOT'O
opeuMymecTB, WM B UYaCTHOCTM IIO3BOJISEeT DHDKOHOMUTL Ha CHpbe U
pPeKyIepmupoBaTh TeIlJio. TakuMm  oBpasoM, PELUPKYJIIALNA  MaTOUHEX
PacTBOPOB IO3BOJIAET, CpeaM I[Ipouero, YyMeHbIaTh ofmee norpebijieHyre
SHEPTMM IMPOLEeCCOM CHMHTes3a, KOJMUEeCTBO MCIOJb3YeMOT'O OCHOBHOTO
pacTBOpa (HaopuMep, IMIOPOKCHUIAa HaATpUA) M T...

[51] KpmcrTaJJel, [DOoJIydaeMele B KOHUe cTamauu 4), Heoba3aTeJIbHO
IomBepralnTcia OOHOM uiIu O0oJjiee oBpadoTkaM, M3BECTHBM CIEUMaJIMCTY B
OaHHOM ofJlacTM TexXHMKM, TakKMM KaK I[IPOMHBKAa, KaTHMOHHHENM oO0MeH,
CcylkKa, TIMpOIMTKa, akKTuBaluMad M T.O., W 53T 00paboTKM MOT'YT
BHIIOJIHATECH B IepruoImMdyeCcKoM pexmme VI HEIPEePHBHO,
NIPenlouTUTEeJIbHO HEIPEePHBHO.

[52] IIpoMEBKa OBOHUHO OCYMECTBJISeTCsS BOIOM, UTOOH 00eCclIeuMuTb
yIaJleHe OCTAaTOUHHX MAaTOUHEX pPaCTBOPOB, KOTOPEE BCe EOe MOTyT
IPUCYTCTBOBATE .

[53] Cymka MOXeT BHIIOJHATLCSA IIpKU JIOOOM TeMiIepaType, OOHUHO
npu TeMmneparype oT 40°C nmo 150°C, B TeUeHMe BpeMeHM OT
HECKOJIBKMX MMHYT IO HECKOJIBKMX YacCoB, OOBUHO OT HECKOJBbKMX MMHYT
mo 10 wac. Omnepaums CymIKM IOpM TemraepaType Hmke 40°C  MoxeT
OKa3aTbCsa HaMHOTO 0OoJjlee IJMHHOM M TakuM 00pas3oM SKOHOMUUECKU
HeBHTOOHOM, TOrma Kak TeMIepaTypa CymkuM Beme 150°C MOXeT
[IPUBECTHU K foJiplleMy  WJM  MeHBIeMy  YXYIOINEeHUD eme BJIAXHBIX

KpmcTaJlJIoB L eoJIMTa.
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[54] AKTMBaALMA KPUCTAJIJIOB IE0JIMTa, KOTOPHE MIPellNoUTUTEJIBHO
NpenBapUTeJIbHO BHCYWLMEBAKTCs, OOBUYHO IIPOBOOUTCH IIPU TeMIlepaType
or 150 mo 800°C B TeueHMEe OT HECKOJBKMX MMHYT OO HECKOJBbKUX
YacoB, M OOBHUYHO OT HEeCKOJIbKMX MMHYT no 10 uac.

[55] 32T0 yCTpPOMCTBO CHMHTEe3a, KOTOpOe IMIO3BOJIAEeT OCYmMeCTBJATH
Ipolecc II0 HacCTodlleMy M300peTeHMU, MOXeT COLepXaThb B YJIIYUIleHHOM
BapMaHTe OCYILEeCTBJIeHKA Jioboe IIOOXOonAllee CPeNCTBO IJIA YJIIYYIeHNHA
TernJyiocoBMeHa, IIepeHOCa MaTepuaja UM T.I. BHYTPM PeaKUMOHHOM CMeCHu
BO BCeM WJM B dYacTu IIpollecCa, HalpuMep IOIyTeM »DoOaBJIeHUA
MCTOUHMKA (MCTOUHUKOB) YILTPAa3BYKOBHX BOJIH W/WIVM  MUKPOBOJIH,
ABJIAKIIMECHA JIMIIb [OpUMepaMM CPenCcTB, WM3BECTHHX CIelMaJluCcTy B
DaHHOM oBJacTy TexXHUKMU.

[56] B omnHOM OCOOEHHO BHITOOHOM BapMaHTe OCYIEeCTBJIEHUI
Ipoliecc IO HacCToAlleMy M300peTeHMI0 CONepXUT mnobaBJIeHMEe Ha OINHOM
nnm OoJlee CTaIMAxX 0O, IIOCJe WM BO BpeMA CTaluM KPpUCTaJJIM3alun
OOHOTO W BoJiee 3aTPaBOYHEIX ar'eHTOB. Clive) nodaBJieHUE
3aTpaBOYHOT'O aleHTa (areHTOB) IIO3BOJIAET B UYaCTHOCTU CyMEeCTBEHHO
YCKOPUTE CTaOui KPpUCTAJIIM3alun.

[57] BaTpaBOUHHM aT'eHT (MM 3apOolbll) O3HaAuaeT pPacTBOp WK
CyCIeH3U, B XUIKOM dopMe miIM B dopMe Tejis, TBEePIOTO MM XUIKOTO
BelleCcTBa, KOTOPOE CIOCODOCTBYeT OpPMEHTalMM CHMHTe3a B HallpaBJIeHUU
XKeJjlaeMoT'O  LeoJiMTa. 3aTpaBOUHBHE al'eHTH WM3BECTHH CIEeUMalIUCTy B
DaHHOM oBJlacTM TexXHUMKM M BHOMpAKTCS, HalpuMep, M3 00pasyllux
3apOOBEM TeJiel, KPUCTAJIJIOB I1eoJiMTa, MMHepaJIbHEX dYacTull, Jiodon
OPUPOOH M T.HO., a TakKXe UX CMecel.

[58] B COOTBEeTCTBUM C NOPEINOUTUTEJIEHEM acCIeKTOM 3aTpaBOUHHM
areHT IIpelcTaBJgeT cCcobOoM 3apolbmeofpasylmuii  Tellb, n BDoJiee
OPeIlNOoUTUTENIFHO  YIOMSAHYTEM  3apolblieofpasylmuil  I'elib COOEPXUT
OOHOPOIHY CMeChb VUCTOUHUKA KpeMHe3eMa (HanpuMep CUJIMKaTa
HaTpMUA), WCTOUHMKAa IJIMHO3eMa (HalpuMep TpuUlMOpaTa IJIMHO3eMa),
HeoOaA3aTeJIbHO, HO IpPenrIoYTUTEJIBEHO, CUJILHOE HeopIT'aHN4UeCKoe
OCHOBaHMe, HalpuMep [ABJARMMeCcsd IJIaBHEMU WM  OOBYHO MCIIOJIb3YEMEIMU
TUOPOKCUI HATPpMUA, IUIPOKCUL KaJus WM I'MIPOKCHUI KaJlbLMsa, a TaKxe
BOLOY . OmnuH wiau  BoJiee CTPYKTypOoOOpa3yrlnx al'eHTOB, OOEBIUHO
OpTlaHMUeCKMX CTPYKTypooOpas3ynirx  al'eéHTOB, TakXxe MOI'YT  OHTH
HeoBdA3aTeJILHO BBeIeHH B 3apOoArmmecbpa3l3ylmui Tellb.

[59] Kak OBJIO yKaszsaHO BHIIe, IPOLEeCC CHHTe3a B COOTBEeTCTBUMU
C HaCTOAIUM n300peTeHneEM COOEPXUT CTaIu HellpEepPHBHOM
KpUCTalIM3allM, KOTopas BHIIOJHAETCH IO MeHBIIe Mepe B OIHOU

peaKLU/IOHHOﬁ 30He Kprucrajjamsaumm, HO,]IBepI‘aeMOﬁ IepeMellMBaHMIO,
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cosznanimemy B YIIOMSAHY TOM KOMIIO 3ULINN IIOTOK, XapaKTepus3yeMBl
OTHOCUTEJILHEIM uMcJIoM PelHoJsbaca (Re,), olIpenejleHHHM BELHIIE.

[60] CpencrTrea nepeMelmMBaHn g MOT'YT OHTH JIOOTO TUIIa,
M3BECTHOTO CIelMalMCTy B OaHHOM o00JlacTM TexXHVKM, W Halpumep, He
OTPaHMUMBAaAChE DTHM, KOI'JIa peaKTop ABJAeTCd TpyOduaThM pPeaKTOopOoM,
IOOXOOANMM HJISA HEeIPepHBHOM paboTH, 5TOT TpyOuaTHEM pPeakKTop MOXEeT
OHTE CHabOXeH OI'paHMUeHMAMM (TaKMMM KakK KoJiblla, »OedJIEKTOPH, WU
T.O.), u MOXeT OBITH obopynoBraH CUCTeMOM repeMenmMBaHms,
O CUMJINIMpPYIImEeN NS IyJIb CUpYyIMen CHUCTEeMOM (oBecrieunBamImen
IepeMeleHre peaKIMOHHOM Ccpelbl Ha3al M BIepen, co3daBaeMoe C
[IOMOIIBIO, HalpuMep, [IOPIIHSA, MeMOpaHH ) u T.O., a TakKxe
00BelIMHEHVEM M3 IOBYX MM 0o0Jiee BTUX MeTOIUK.

[61] B OIOHOM OpenrnouTUTEeSIbHOM BapMaHTe OCYyUeCTBJIEHUSA
HacToAEeTro U300peTeHMA IIPOLleCC BHIIOJHAETCS B TpyOuaToOM peakTope,
HeoOdga3aTeJIbHO, HO IIPEenlIouTUTeJIbHO, CHabOXeHHOM OTpaHUUeHUAMU U
0BOopPYyIOBaAHHOM CUCTEMOM, IIO3BOJIAKIEN IpMIOaBaTh MUMIIYJILCH Tekyuen
Cpene, UMPKyJIMpPYKIEM B peaKTope, Kak HalpuMep OIMCaHO B 3BasBKe
Us 2009/0304890 (NiTech). [IpyTue CHUCTEMEH, KOTOPHE II03BOJIAIT
NOJIYUMTE IIO MeHbIIeM Mepe OOHY PeakKUMOHHYK 30HY, B KOTOPOM IOTOK
XapakTepusyeTcs orpeneJIeHHBEIM BLIIE OTHOCUTEJIbHEM UM CIJIOM
Penosibnca (Re,), Takxe MOTYT OHTHL IIOOXOOAMMMM MOJIS IIpollecca IIo
HacToAmeMy M300peTeHMbD.

[62] TaxmMm oOpazoM, M B COOTBETCTBMM C OIHMM OCOOEHHO
IIOOX OO SMUM BapMaHTOM OCyIeCcTBJIEeHUS, npoliecc CUHTEe?3a B
COOTBETCTBUNA o} HaCTO AIUM n3obpeTeHnueM npelcTaBJIgEeT cobom
HelpepLBHLM npolecc, BRITIOJIH S MBI B TpybuaToM peakTope,
CHa®XeHHOM BHYTPEHHUMMM CHCTeMaMM OTpPaHUMUeHMM U IIYJbCUPYIOIMM
YCTPOMCTBOM, U paboTanmui IPpM KOHKPETHHX YCJOBUAX, a MMeHHO:

- aMIIMTyIa OCUMJIJIALMM IYJbCUPYIIEIo YCTPOMCTBa COCTaBJISET
or 20 MM mo 400 MM, mOpenmouTuTeJibHO OoT 25 MM pmo 300 mM, m OoJiee
npennourureJibHO oT 30 MM mo 200 MM, u

- yYacToTa OoCUMJIISLUMM cocTarJjiseT oT 0,1 TITu mo 2 T,
npennoururesbHo oT 0,15 T'm mo 1,5 T'u, m OoJiee MNPEedlNoOUTUTEJIBEHO OT
0,4 T'n go 1 Tu.

[63] AMIUIMTYIa OCUMJIJISLMM MOXEeT TeM He MeHee M3MEeHATLCHS B
MMPOKMX TIpenejylax, M NPenOloudTUTEJIbHO aMILIMTyOa cocTaBJygseT oT 0, 5D
no 3D, mOpennouyTuTesJbHO oT D mo 2D, Tme D - oOlOpeleJIeHHHM BHIIE
SKBMBAJIEHTHHEMN oraMe TP peakTopa. AHAJIOTMUYHBEM oBpa3oM B
IPUCYTCTBUM OTPaHUUEeHUM BHYTPM TpyOuaToIr'o peaKTopa VIIOMAHYTEHE

OT'PaHMUEeHNMA IIpedlIOUTUTEeJIEHO OTCTOAT IpyIl' OT IOIpyI'a Ha pacCCTOAHNME,
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cocraBuagapmee or 0,5D mo 3D, HOpennodTUTENBEHO OT D mo 2D.

[64] IelCcTBUTEeJILHO, OBJIO OTMeUeHO, UTO MOJ4 IOIpeloTBpaleHud
3arpAaA3HeHud WiIM, IO KpalHel Mepe, IJIS I[IpeOoTBpalleHMsa Upe3MepHO
OHICTPOTO 3arpA3HEeHUa  peakTopa, BaXHO  WMJIM  Oaxe HeOoOXOOMMO
TeHepUpPORBaTh JIOKaJIb HHE TYPOYJIEHTHOCTHU BHYTPMU peakTopa
mocpelCcTBOM  kKoJieBaTeJIbHHX  IOBWXEHUM, IpUKJIageBaeMHx K cpene
CHMHTE3a, UVMeKnIUx aMIUIMTYyIoy, KoTopasd -IOOJDKHa COCTaBJIATE OoJjiee 20
MM, OpennodruTesibHO oT 20 mo 400 MM, kKak OBUIO yKa3aHO BHIIE.

[65] Kpowme TOTO, 3Ta IYJIb CUPYIIa 4 cucTeMa, WMJIn
OCUWJIJIMPpYIIad CUcTeMa, I[IPelllOUTUTEJIbHO MOXeT OBTB CcBg3aHa C
OT'PaHMUEHMAMM, PAacCIIOJIOXKEeHHEIMM BO BCeM WJIM B YacTM peakTopa. B
COOTBETCTBMM C OOHMM BapMaHTOM OCYIECTBJIEHUS 5STUM OI'pPaHUUYeHUS
IPUCYTCTBYIOT BIOJIbB BCero TpybuaToro peakKTopa B GopMe KkoJell,
0edJIeKTOpOB U T.I.

[66] CoenMHeHMe BTUX OTPAHUUEHUM C HOOXOIAMVMM OCUMUJIJIALUIMAI
(aMIIMTyna u JacToTa KOTOPHIX MOXeT BapbMpOBATHLCH) ,
NpuKJaguBaeMeEMM K PeakLMOHHOM cpelde B 2 TpyduaToM peakTope,
IIO3BOJIAET CO3HOaTh I[IOTOK, XapaKTepu3yeMBM OTHOCUTEJIBHHEM UMCJIOM
PelHoJIbOCa Re, BHYTPM OINpeneJIeHHOTO BHIIEe OMalaszoHa 3HaueHUN.

[67] Ocumiisgaumnm, HaJIOXEeHHEIE Ha PEeaKLUMOHHYIO cpeny,
IpenIouTUTEeJIbLHO COIIPOBOXIaEMEIE IPUCYTCTBUEM oTpaHnUYeHUM B
peakTope, [IO3BOJIAKT cozmaThb ONTHMaJIbHOEe  IIepeMelmMBaHue, Kak
oCeBOe, TaK M paIMajlbHOe. OTO IIepeMelMBaHMe He TOJbBKO HeoOXOOMMO
OJIS ONTUMMaJILHOTO (QOPMMPOBAaHMSA KPUCTAJIJIOB I1LeoJiMTa, HO TakKxXe U
[IO3BOJIAET MHTEHCUOUIMPOBATEL OOMEHH MaTepMaJIOM BHYTPU peaKLUMOHHOM
Cpelbl. B KauecTBe IOpyToTro IIpPeuMMymecTBa D2TO IIepeMelMBaHMe TakKxe
yiyumaeT 30PeKTUMBHOCTL TeIllJIoOOMeHa .

[68] Taxkxum oBpasoM, OBJIO OTMEUeHO, UTO aMILIMTyOa koJie®aHum
OOJIXHa OHTL JOCTAaTOUYHOM OJIS TOoTro, UTOOH IIO3BOJUTEL TBEpPILHM
JacTHullaM, [OIPUCYTCTBYKIMM B TpybdaToM peaKTope, I[IPOXOIWTH UYepes
TpyOy OOHUHEIM OO0Opas30oM, OINHOBPEMEHHO ouMmad oTpaHudeHUs. CIMIKOM
HM3Kadg aMILUIMTylda MOXET IIPMBECTM K 3aCOPeHM, ToI'Ja KaK CJMIIKOM
BEHICOKAH aMILJIMTYoa MOXeT OHITH BpeIlHOM OJIs KadecTBa
KPUCTAaJJIU3aluN . BEISCHMIIOCE, uTo JyacToTa KoJIe®aHum IOOJDKHA
MONOEePXUBATECA B OIIPENeJIEHHOM BHIE IIOAXOIOAMEM IMala30oHe, YTOOH
He BHSBHBATEL OIMCAHHEX BHIle 520PeKTOB (BacopeHMe WJIM TILJIOXOE
KauyeCTBO KpUCTaJJIM3alun) . STa aMIIMTyla I[OpPedloUTHUTEJIBHO IO
MeHbIlel Mepe paBHa PacCTOSHUMID MexXOy IOBYyMS OTpaHrMueHuMAIMM. TaKMuM
obpasoM, peakKTOp BO BCeM ero IIOJIHOTe MOXeT paccMaTpMBaTLCA Kak

KaCKal peaKTopoB MIeaJIEHOI'O IIepeMelnMBaHMA, KaxOell U3 KOTOPEX



14

BOIJIOMAaeTCa MNPOCTPAaHCTBOM MexIy IBYMS OTPaHMUYeHMSIMNA.

[69] IpyToe IperMyIleCTEO, CBA3aHHOE C IpolLleCCOM rio
HacToAmeMy M300peTeHMIo, COCTOMT B TOM, UYTO MOOMOMKALMA YaCTOTH
OCUMJIJIALMM TIO3BOJISET WM3MEHATH pas3Mep I[IoJyYaeMBEX KpPpUCTaJLJIoB. B
YacTHOCTM, BO3MOXHO YMEHLIMTHL pa3Mep KPUCTAJJIOB OyTeM YBeJINUeHUSI
YacTOTH OCHMJLJIALMM, M Haod®opoT, YBeJUUMTL pa3Mep KPpUCTAaJJIOB
IyTeM yMeHbIeHMS YaCTOTy OCUMJIJIALNWMA.

[70] TIIpouecc B COOTBETCTBMM C HaCTOAMMM H300peTeHMEeM B
LIeJIOM TIO3BOJIAET CHMHTE3MPORBATH KPUCTAJJIE LeoJIMTa, HWMEKIME pas3Mep
yacTull (CpelIHeuMCJIOBOM IOMaMeTp, OoIpelesIgseMBl IIYyTeM IoIcueTa Ha
nz3obpaxeHusa SEM), KOTOPHEM MOXeT HaxXOOUThLCA B mOuanasoHe oT 0,1
MKM o 20 wMkKM, OpepnmnouTrTmuTeJibHO oT 0,2 MxkM mo 10 wMrM, OoJiee
opennouruTesgpHo oT 0,3 MKM OO 8 MKM, UM HamboJiee OPenlouTUTEJILHO
or 0,3 MKM mo 5 MkM. I[Ipollecc IO HaCTOAleMy M300peTeHMIO II03BOJIAEeT
B UYaCTHOCTM CHMHTE3UPOBATH KPUCTAJJIH LeoJMTa, MVMeK Mre UYNCTOTY,
pPaBHY WM OoJiblle UueM 98%, UM NPpeAlOoUdTUTeJIbHO oT 98% mo 100%.

[71] BHYyTpHM peakTopa, CoIepxXalleI'o IO MeHbIeV Mepe OINHY 30HY
nepeMelBaHusa, TIOe KPUCTaJJIE O(OPMUPYIOTCS HEIPEepHBHO, MCXOIHHIM
Tellb ¥ COOPMMPOBAHHEIE KPUCTAJJIE IIOIOBepTalTCsa BO3IEMCTBUI IIOTOKA,
yTOoBE MCXOIHHM TI'eJib MNPOIBMTAJICA BIOJb peakTopa, M TakuMm obpasoM
obecrieurBaljl BHTaJIKMBaHMe COOPMMPOBAHHEX KPUCTAJJIOB K BHXOIOY U3
peakTopa. Kaxk OBLIIO yKaszsaHo BHIIE, bopMUpPYyEMEE HeIllpepsIBHO
KPpMCTAJIJIBL M3BJIeKAlTCsS Ha BHXOIEe M3 peakKTopa B COOTBETCTBUKU C
IIOTOKOM, XapaKTepu3yeMeM OIIpeleJIeHHBEIM BhIle (QaKTUUEeCKUMM UMCJIOM
Perinosibnca (Rep), KOTOPHM MOXeT pacCMaTPUMBATLCS Kak JaMMHAPHLHM
IIOTOK.

[72] TakuMm oBpas3oM, oJjigs Toro, 4YTOOH JOCTUUL XeJIaeMOI'O
bakTHMUeckOTO uMcJa PeMHoJdbmoca (Re,), MOXHO M3MEHATLH pPas3JIMUHLE
IapaMeTps, TakMe Kak SKBMBAJIEHTHHM OMaMeTp TpyduaToTro peakTopa u
bakTHMUeckas CKOPOCTL IOToKa. CJHMIIKOM BHCOKOEe (QaKTHUUecKoe UMKCJIO
PelHoJIbICA CKOpee BCeTl0 HAapyIMT KPUCTAaJIM3alui, HalpuMep 3a cueT
IpendoTBpalleHN KPpUCTaJIIN3alun WIIN 3a cuer co3maHusa
KpUCTaJIMUeCKux das, OoOTJAMUYalIMXCS OT RKeJaemMor ¢as3u. CIMIIKOM
HM3KOe OdaKkTUMUecKoe UMCJIO PeMHOJbLOCAa MOXeT I[IPUBECTM K PUCKY
3aCopeHMsa peaKTopa B HEPEePHBHOM pPexuMe .

[73] OTciaexmBaHMe CKOPOCTM IIOTOKa CHPbS Ha BXOIe B peaKTop
U/ TPOM3BOICTBa KPMCTAJJIOB Ha BHXOOEe M3 peaKTopa MOXeT
OCYMeCTBJIATLCA JIOOBM CcIoCcoBOM, M3BECTHHEM CHelUMaJMCcTy B IaHHOM
oBJlacTM TEexXHMKM, HallpMMep IIOCPelICTBOM HAaCOCOB, HeoO0OS3aTeJIbHO

OOBLEeOMHEHHEIX C peTryJiATopaMM pacxona.
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[74] Taxmm oOpasoM, HalpuMep, OBJIO TIIOoKas3aHO, UYTO MOXHO
paboTaTe 6e3 3arpad3HEeHMSA IIPM MCIIOJBb30BaHMM TpyDOUuaToIro peaKTopa,
CHa®XeHHOTO OCUMJIJIMPpYKIEeM CHUCTeMOM, KOoTopasd I[I03BOJISgeT OOCTUUL
onpeneJyleHHOT'O BEHIIe OTHOCUTEJILHOTO uMcJa PeMHOJbAOCa, M CHUCTEeMOM
HacoOCOB, KOTOpad [IO3BOJIAET OOCTUUb OTIPENEJIEHHOTO BHIIE
baxkTMUeCcKOTO umMcJla PelHOJBLICA.

[75] Bpemsa npebuiBaHMsA, paBHoe 90 MMH, TIIO3BOJIAET IIOJIy4YaThb
KpUCTAaJIJIEL LIeoJIMTa, MMEeKIMe UYnucToTy OoJblie dYyeM 95%, WM nmaxe
foJiblie yeM 98% B peakKTope, UMeKNeM IJMHY OOBUHO OoT 1 M mo 100 M
" ovaMeTp oO0puHO OoT 0,5 mo 30 cM. KpHMCTalZIMUHOCTE ONpenejigaeTcsa C
IIOMOILI0 PEeHTIeHOBCKOM Imdppakumy (XRD) .

[76] Ilpu paboTe C pPeakKToOpoOM, OIpedeJIeHHEM B IIaTEHTHOM
zagaBke US 2009/0304890 (NiTech), um npu paboumx YCJOBUAX IIpollecca
[I0 HacTodAmeMy M300peTeHMI0 HMKaAKOI'O 3acopeHmusa He Habooalloch
nocjie 24 uyac HeNpepHBHOM paboTH 10 MNPUTOTOBJIEHUID LeonuTa X—THula.

[77] Kpome TOTrT0O, OBJIO BO3MOXHO YMEHBIIMTL PasMep KPUCTaJIJIOB
OIyTeM yBeJIMUeHMSA YaCTOTE OCLUUIIJIATOPA.

[78] Crlemynmue [IPMMEPEL [IO3BOJIART NIPOUJIJIIC TPUPOBATE
HacTodmee M300peTeHMe 0e3 QakTUUeCKOTO MIpMIOaHMAg KaKoTro—Jmbo
OTPaHUUUTEJILHOTO  XapaKTepa ofbeMy  XejlaeMOM  BallUTH, KOTOPHIM
omnpenesyigseTCcs IIOCPEelCTBOM IIpuijaraeMol QOopMYyJIEl M300peTeHUs.

MeTomoMKM MCCIJIeOOBaHUS

KauecTBeHHEI u KOJIMYEeCTBEHHEI aHaIms c TIOMOIIBIO0
pPeHTIreHOBCKOM mmbppakumm (XRD)

[79] UmcTOoTa CHMHTEe3MPYEMEX KPUCTAaJJIOB LeoJiMTa OlleHMBaeTCd C
[IOMOIBI0 PEeHTIeHOBCKOM OIUPPaKTOMETPHUM, WM3BECTHOM CIeUMaJIuCTy B
DaHHOM OBJlacTM TexXHUMKM [oO akKpoHuMoM XRD. OTa wupeHTUOMKALNUA
BHIIIOJIHAeTCca Ha XRD-ycTpomcTBe Bruker.

[80] 3T70T aHaJM3 IO03BOJISET MIOSHTUOUMIMPOBATE  Pa3JIMUHHE
IIEOJIMTH, [NPUCYTCTBYKIME B MaTepualle aIcopbupyKomero BelecTBa,
IIOCKOJIbKY KaXOHlM M3 LeOoJIMTOB MMeeT YHUKAaJILHYID IMdpakToTpaMMy,
ompelelIaeMylo PacIOoJIOXEHVEM IMOPaKIMOHHEIX IMKOB u X
OTHOCUTEJIBHEMY MHTEHCHUBHOCTSAMMA .

[81] KpucTalje LeoJIMTa M3MEeJILYUalTCHd, a 3aTeM paclpelelIsaioTcs
u BHPABHUBAKTCH Ha nepxaTee obpasua nyTeM IIPOCTOTO
MeXaHMYeCKOTO CXaThd.

[82] VYcioBu4g, IpM KOTOPHX OUudpakToTpamMMmMa I[IoJiydaeTcsa Ha
ycrporcTBe Bruker D5000, 4ABJIA0TCA CJeOYIOMVMHA

— TpyBOka Cu ucCHoJIb3yeTcsa Ipu HanpsxeHuu 40 kB m Toke 30 MA;

— PazsMep e (oTKRJIOHAKIMEN, pacceMBanmeIZ u aHaJ'H/ISI/IpyIOH.[eﬁ
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meJyen) = 0,6 MM;

- ouaeTp: Ni;

— CKOpPOCTL BpameHusda obpas3ua: 15 ob6/MuH;

- IranasoH msMepeHmsg: 3° < 26 < 50°;

- mHKpeMeHT: 0,02°;

— BpeMdA OTCUeTa Ha MHKpPEeMeHT: 2 C.

[83] UHTepHnpeTalus I[IOJYYEeHHOV IMOpPaKTOTPaMMBEl BHIIOJIHAETCS C
IIOMOMBID MNPOTPaMMHOTO obecHneueHusda EVA C uIeHTUOMKaLMEN LeOJUTOB C
MCIIOJIb30BaHMeM Oase OaHHex 1CDD PDF-2 pesmza 2011.

[84] MaccoBOe KOJMUECTBO KPUCTAJJIOB OIpemeifseTCd C IIOMOIBIO
aHammmza XRD; sTOoT Ccrnoco® TakXe UCIOJNb3yeTcd IJId U3MEepeHud
KOJIMUeCTBa HeKpUCTaJIMdecKkux ¢as. 3ToT aHaJM3 BHIIOJHAETCA Ha
MammHe Bruker, M MacCOBOe KOJMUECTBO KPUCTAJIJIOB LEOJIMTa 3aTeM
OlleHMBaeTCda C MCIOJb30BaHMEM [IpOTpaMMHOIO oOeclieueHusa TOPAS
IpOM3BOACTBA KoMIaHuM Bruker. UmcToTa BHpaxaeTcd KakK MaCCOBHM
IIPOLIEHT XejlaeMOM KpPUCTaJIMUeCcKoM GasH OTHOCUTEJIbHO ofmel MaccCH
oBpasua.

NpmMep 1 (B COOTBETCTBMM C  HaCTOANMM  M300peTeHUeM) :
HenpephIBHENI CHHTES LeoJanTa A

[85] HemnpepoBHHM CHHTE3 LeoJMTa A COCTOMT B Iomaue B
TpyOUuaTHIM peaKTop (BHYTpPeHHUM nuameTp=1,5 cM, #ojambHa 20 M) cpenH
CHUHTe3Ba, onpeneJyIeHHOM  HUXe, K KoTopoM moBamBjeHo 1 Mac.$
3aponrmeofpa3yrmero I'elisi, OIMCHBAEMOI'O HIXEe.

[86] Saponmmeofpalyomuil  T'eJlb TOTOBUTCS IIyTeM IoOaBJIeHUS
pacTBOpa CMJIMKaTa HaTpudg C  TeMmaepaTypoi 35°C K pacTBOpy
aJloMMHaTa HaTpug C TeMoeparTypoi 35°C, UTOOH MNOJYUYMTL TeJjib C
cocTraBoM: 2,66 Na,0/Al,05/1,92 Si0,/65 H,0.

[87] PacTepop aJjioMMHaTa HaTpMAa TOTOBUTCS IIyTeM pPacTBOPEHUS
TJIMHO3EeMa B pacTBOpe I'MIPOKCHIA HaTpMA [IPKM TeMllepaType KUIIeHUSd,
a 3arTeM oxJaxmeumus mpo 35°C. BSToT pacTBOop comepxuT 938,7 T
TJIMHO3EMA, 1539,0 1 BOOHOTO pacTBoOpa IMUIOPOKCHUIA HaATpUa C
KoHIleHTpauuen 50 mMac.% m 1542,6 T BOIH.

[88] PacrTBOp CHIMKaTa HaTpUsa TOTOBUTCH IIyTeM CMellMBaHUSA
2601 r© cumamMkaTa HaTpusa C 486 T BOIHOTO pacTBOpa I'MIPOKCHIA
HaTpusd C KoOHUeHTpaumern 50 wMac.% wm 2160 1© BOIOH, a 3aTeMm
HarpeBaHus mo 35°C.

[89] BaponmmeobpasywommMii Tejlb BHIOepxMBaeTca npu 35°C B
TeueHMe 2 UYac, a 3aTeM oxJjaxmaercad no 25°C u BomepxuBaeTcsa 20
yac mpu 25°C. BTOT pacTBOP MOXET 3aTeM UCIOJIb30BaThbCS B KauyeCTBe

3apOIHIEe B CHUHTe3e IeoJiMTa A IIyTeM eTo HelIpepHBHOTO noBaBJIeHUA
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K Cperlge CHHTez3a C COIOepXaHMeM, PpPaBHEM 1 Mac.% 1o wMacce CpelEl

CHUHTe?R3a.
[90] Cpena CHMHTe?3a TOTOBUTCSHA c MCIIOJIL30BaHMeEM
BEICOKOCIOBUIT'OBOM CTaTOPHO—POTOPHOM MemaJlKu, oramMeTp poTopa

KOoTOopoM cocTaBjageT 38,1 MM, a 3a30p MexOy POTOPOM M CTaTOPOM -—
0,2 MM. PacTBOp alloMMHaTa HaTpud C TeMmiIeparTypoin 35°C M pacTBOp
CuIMKaTa HaTpusd C TeMraeparTypoi 35°C cMemMBamoTCHS OIHOBPEMEHHO
Tak, UTOOH IIOJYUMTE TeJlb C cocTaBoMm: 3,5 Na,0/Al,0,/2,0 Si0,/175
H,O.

[91] PacTBOp ajoMMHaATa HaTpUSa TOTOBUTCH IIYTEM pPacTBOPEHUS
TJIMHO3EeMa B pPacTBOpe I'MIPOKCHIA HaTPpMA [IPpM TeMIepaType KUIIeHUd,
a 3arTeM oOxJaxmeums mo 35°C. BToT pacTBOp CcomepxuT 31824 T
TJIMHO3EeMa, 86402 T BOOHOTO pacTeopa TMOPOKCHIOa  HaTpuda C
KoHUeHTpaluern 50 mMac.$ m 273600 T BOIH.

[92] PacTBOp CUIMKaTa HaTpMA TOTOBUTCHA IyTeM CMENVBaHUSI
91152 1 cumamukaTa HaTpua C 8641 © BOOHOTO pacTBOpa I'MIPOKCHUIA
HaTpusda C KOHUeHTpaumer 50 wMac.$ u 254880 1T BOmOH, a 3aTeM
HarpeBaHus mo 35°C.

[93] A OpUTOTOBJIEHMSA CpeOE CHMHTe3a KaMepa BCTPOEHHOTO B
JVHUIO CIOBUTOBOTO CMecuTeJis Silverson OOHOBPEeMeHHO MNUTaeTCcd IByMA
IepucTalbTUUYEeCKMMM HacoCaMM: CKOPOCTbL IIOTOKa pacTBoOpa aJlloMMHAaTa
paBHa 220,5 rv.MuMH !, a CKOPOCTL IIOTOKa pacTBOpa CUIMKaTa paBHa
211,5 r.vmE!t. Togaomye TpyB®ONPOBOINH cHaudajla BaloJIHATCA BOIONM.

[94] CMemmBaHMe BEHIIOJHAETCS CO CKOPOCTBI BpalleHMS poTopa
550 o6.MMH !, KOTOpas COOTBETCTBYeT CKOPOCTM cIOBuIa 54800 c .
Cpela CHHTe3a HeIpephBHO IoHaeTcsa B CTATUUECKYD MemaJlky, B
KOTOPYI 3apolHmeofpasyllyrii Iejib BBOOMUTCA IIpu 25°C CcoO CKOPOCTHIO
noroka 4,32 r.MuH ! (1 Mac.$% cpenn cHUHTes3a) .

[95] TIoTOK, KOTOPHM IIOKMIAET CTaATUUECKYID MellaJIKy, COCTOUT
M3 CMeCHM CpenOsl CHMHTEe3a M 3aponpmeofpas’yrlero Tejsd, W WMeeT
IJIOTHOCTE 1200 xr.M > M BA3KOCTL 5 MIa.c. MaccoBad moissg 1/9 ot
STOTO IIOTOKAa HaOpAMyl IIOHAaeTCsa B IIYJbLCUPYIIMM TpyOuaTHM peakTop.

[96] [IyJIb CUPYIOMUM TpyBuaTeM pPeaxkTop nepBOHAUAJILHO
HarpeBaeTcsa 3a cueT padoTH ocUMJJIATOpa (¢ amMauMTynor 50 MM U
yacrtoron 0,4 Tiu). CHauajla BoOa LIUPKYJIMPYeT IOIpM pelyJIUMPOBKE
TeMIepaTyphl MacJgHOM OaHu mo 108°C, UTOOH MNOJYUYMTL TeMIepaTypy
BHYTPM, pabBHyo 100°C. BaTeM B NOMIOTHYHD YCTAaHOBKY IOHaeTCs CMeCh
CpelE CHMHTE3a ¥ 3apolplneofpas’yrmero Ielid, npou3BeleHHasa C
MCIIOJIbL30BAHMEM CTATUMUECKOM MemaJiku ¢ 17 BJeMeHTaMM, CHOEeJIaHHOM U3

HepxaBeome¥ cralu 316 u uMewnmer mJauHy 125 MM, IponaBaeMom
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koMmmnaHuen Fisher Scientific (copaBouHEM HoMep 1174-4119), npwu
IognepXaHuy OCUMJIIALUMM C aMiauTynor 50 mm m vacTtoTow 0,4 Tu. Ilpu
TakMx padboumux YCJIOBUAX OdakKTMUecKoe UMCJO PenHosbnca (Re,) paBHO
13,7, a oTHOCHTeJIbHOe umcJio PewHojsbnca (Re,.) paBHO 240.

[97] Ilocne 24 4yac HelIopepeBHOM pab®oTel He  HabjmomaeTcd
HUKAKOTO VYBeJMUeHUAa nOaBJIeHMd B O000pyIOBaHMM, CUMTHBAEMOI'O Ha
onddbepeHIMaIbHOM MaHOMETPEe, YCTAaHOBJIEHHOM BO BXOIHOM OTBEPCTUMU
TpybuaToro peakTopa. CKOPOCTHL IIOTOKA [UTaHMA, paBHad 2,4 Jj.dac !,
[IOBBOJIAET IIOJIYUUTE BpeMsa I[pebOHBaHMA B TpydbuaToM peakTope 90 MuH,
OOCTaToOuHOEe HOJIA TOT0, UYTOOH I[IOJYUUTEL KPUCTAJJIMB3OBAHHHM IEOJIUT
LTA. PeaklMOHHAa4d Cpena, M3BJIeUEeHHAa A Ha BEIXOIIE ns3 TPYOH,
duIbLTPYyeTCca M IPOMEIBAETCSA  BOIOM OO TIOJYYeHMS  HeMTpaJIbHOTO
sHauveHus pH, a 3aTeMm cymmrcd npu 80°C m akTuBMpyeTcsd npu 550°C.

[98] [Ina oumMcTkM OOOpPYyIOBaHMA XOJOOHas BOoIa LUMPKYJIMPYET CO
CKOPOCTLIO MOTOKa 60 J.uac ' B TeueHuMe 1 uyac. IloJIyUeHHHE KPUCTAaJIJIE
neomra LTA MMeT KPUCTAJIJIMUHOCTL 99%.

NpuMep 2 (CPaBHUTEJILHHL) : HenpepHBHEI CHHTES LeonuTa A

[99] Korma HEeNpepHBHHM CHUHTE3 BHIIOJHAETCS B COOTBETCTBUM C
pabtourMmu  yCJOBUMAMM —OpuMepa 1, HO C YMeHbIlIeHMeM  aMILIUTY IO
ocumyiyigsTopa mo 20 MM, Torna Ha OubdepeHLUMallbBHOM MaHOMeETpe,
YCTaHOBJIEHHOM Ha BXxOoOe TpyduaToTro peakTopa, YBeJMueHMe OaBJIeHUS
HabjgomaeTcd TOJIBKO TIocJie 2 uyac paboTe, UYTO OPUBOOUT K 3abMBKe
obopymoBaHMsA Iocjle 3 4Yac UM 15 MMH cuHTe3a. llpu Takux paboumx
YCJIOBUAX dakTUUEeCKOe YU CJIO PelHoJibOCa pPaBHO 13,7, a
OTHOCHUTEJIbLHOEe UuMCJIO PeMHoJIbOCa paBHO 38.

Npumep 3 (B COOTBETCTEBUM C  HacTOAlUM U300peTeHUeM) :
HemnpepHBHEI CHMHTES3 LieonuTa X

[100] TIlyTeM BocCHpou3BedeHMsS pabouMx YCJIOBUNM IpuMmepa 1 u
MOOMOMKALMM TIPUPOOE KOMIO3MUMM HadvaJlbHOM PeaKIUMOHHOM  CcpelH,
CHMHTEe3 (QOA3MTHOTO ILIe0JIMTa TUulla X BHIIOJHAETCHS HEINPEepPHBHO B
TeueHre 24 uyac. KpucTaiuie LeoJsinTa X, TIOoJIydaeMele Ha BHXOIe
TpyBuaToIo peaKTopa, MMeRT KPpUCTaJUIMYHOCTE 99%. IudpakTorpamMMma

OTHMX KPpUMCTaJIJIOB IIpelCTaBJIEHa Ha dur. 1.
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$OPMYJIA MBOEPETEHHUA

1. Cnocof® HENPEepHBHOTO IIPUIOTOBJIEHUS KPUCTAJIJIOB II€0JIUTa,
BRJIOUAKIMM B ce®d IO MeHbIeM Mepe cienyiolme CTalIuu:

a) HeNpepHBHYW I[I0Jauy KOMIO3MLUMM, CIOCOOHOM K o00pas0BaHUID
KPpUCTAaJIJIOB LIeoJInuTa;

b) HenpepHBHOEe BBeOeHMEe YIOMAHYTOM KOMIIOBUIMM I[IO MeHbIen
Mepe B OIOHY PeakUMOHHYK 30HY KpUCTaJJIMU3alluM, nomBepraeMyn
nepeMeliMBaHno, co3zpawnieMy IIOTOK YIIOMSAHY TOM KOMIIO 3ULIUN,
XapaKTepus3yeMell OTHOCUTEJIbBHEM UMCJIOM PelHoJibOca Re, oT 40 1o
50000, npemnoutTuTesibHO oT 40 mo 25000, OoJiee MNPEeOlNOUTUTEIJIEHO OT
70 mo 5000, m obBbrmbHOo oT 100 mo 2000 BKIIOUMTEJILHO,

C) HeIIPEepHBHOE WM3BJIEUEHME KPUCTAJJIOB, COOPMUPOBAHHHEHX Ha
cramMmM b), B COOTBETCTBMM C IIOTOKOM, XapaKTepu3yeMbM O(QaKTuUueCKUM
uycJoM PeMuoJsbnca Re, or 1 pmo 1500, npenmouTtuTessHO oT 1 mo 1000,
BoJiee nOpenmnouyTuTeJJbHO oT 5 mo 500, wm obeuwHo orT 10 mo 200
BKJIIOUUTEJILHO .

2. Cnoco® mno n. 1, B KOTOPOM pPas3HOCTb MeXIy OTHOCUTEJIbLHEM
uycJoM PelHoJdbaca Re, M daKTHUECKMM UMCJIOM PelHoJbIca Re, CTpoTo
Bospme dyeMm 50, OPeOnouyTUTEJIBHO CTporo OoJeme dyeMm 100, ©OoJee
IpPenrnouTUTeJIbHO CTpOTO BoJible ueM 150, u HauboJee
OPEenrnouTUTEJIEHO CTporo OoJbele ueM 180.

3. Cmnoco6 mo n. 1 wmium 2, 5038 TIOPUIOTOBJIEHUS KPUCTAJJIOB
Jroboro uUeoysmuTa Tunna MFI, w B UYaCTHOCTM CUWJIMKalIuTa, JodoIo
umeoJnTa THUna MOR, Tumna OFF, Tmuna MAZ, tTuna CHA wm Twuna HEU,
JIBoT0o LeoJiMTa Turna FAU, M B UYaCTHOCTM LeoJiMTa Y, LeojsiMTa X,
meoJnuTa MSX, uweosiMmTa LSX, Jmwoboro ueoJmuTa Turna EMT winm Jiodoro
ueoguTa THUna LTA, TO eCcTh LeosMTa A, M TaKXe IOPYIUX LEeOTUIIOB.

4. Cnoco®6 mno m. 3, @OJd OPpUTOTOBJIEHMSA KPUCTAJJIOB LeoJuTa,
Toe LeoJIUT BHOMpaAeTCsa U3 LeoJiuTo Tuna MEFI, M B UYaCTHOCTHU
cCuJmMkKaJsinura, Tuna FAU, M B UYACTHOCTM ILleoJiMTa Y, meoJsimTa X,
meosimTa MSX, neosgmuTa LSX, m THuna LTA, TO eCcTh LeoJiMTa A, a TakKxe
nmeoJinTor TUna CHA u uneosimTorB THUna HEU.

5. Cnoco® no JmwoboMy M3 OpedlleCTBYIOMNMX ., BKJIOUAKIUN B
cebs IO MeHblIleV Mepe clelyllye CTaauM:

1) HENPEPHEBHOT'O IPUTOTOBJIEHU A KOMIIO3ULIUH, criocoBHOM
ODPasOBHBATE KPUCTAJIJIE L€OJIUTa, IOJS IIOJIYUeHMI Cpelbl CUMHTe3a,

2) npobBaBJeHMS 3BapoObIel K cCcpele CHHTe3a, II0JIydeHHOM Ha
cramgum 1),

3) HENPEepPHBHOTO BHIIOJHEHMA IIpPU IIepeMellMBaHuM peakKUUM IJIA

(]_)OpM_T/IpOBaHMF[ KprcTaJiJIoB LeoJIMTa B COOTBEeTCTBMM CO CTaIlIMAMU a),
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b) m ¢) mo . 1,

4) HelpEepPHBHOM bbb Tpauum oJisd OTIOeJIEHUA KpUCTAaJJIOB,
IoJlydaeMblX M3 MaTOUYHBEX pPacTBOPOB, U

5) HeoOdA3aTeJIbHO PelVPKYJIALMM MaTOUHEX PacTBOPOB.

6. Crnoco® no JgoboMy M3 MNIPedleCTBYKMMX III., B KOTOPOM CTaluio
KPUCTA/UIMB3alMKX  BHIIOJIHAIOT [IpM TeMIepaType orT 60°C mo 200°C,
npenmnoururessHo orT 80°C mo 160°C.

7. Crnoco® mno JmwoboMy M3 IIPedlleCTBYIMX IIll., OOIOJHUTEJBHO
BRJOUAKINY B Ccebsa »pobaBJIeHMe Ha OOHOM wmiIM OoJiee cCTaguax Io,
Iocjle WM BO BpeMd CTaguu KpUcTaJuiM3aluuy OOHOTO WM BoJiee
3aTPaBOUYHEIX al'eHTOB.

8. Cmoco®6 mo m. 8, B KOTOPOM 3aTpaBOUYHHM aTl'eHT BHOMpAaKnT U3
3apolrmmeofpas’ynmero Tejid, KpucTallla, MMHepaJlbHOM dYacTULE JioBoM

OPUPOOH M T.I., a TakXe UX CMeceu.

9. Crnoco6 mno JgobomMy M3 IOIPeOuecTBYyOIMX M., KOTOPHIM
BRITIOJIH AT B TpyOuaToM peakTope, HeoBg3aTeJIbHO cHabXeHHOM
OTpaHUYeHU IMU n 000pPYLOBAHHOM CUCTeMOM nepeMemyBaHusa,

OCHUMJIIMpPYMEeN  MIXM OyJbCUpymer cucrteMom U T..O., a Takxe
KoMOMHallMe M3 IBYyX WM BoJiee M3 BTUX TexXHOJIOTUM.

10. Cnoco6 no JgoboMy M3 OpelmeCTBYOMMX III., BHIOJHSAEMHN B
TpyBuaToM peakTope, CHaOXeHHOM BHYTPEHHMMM CHCTeMaMM OITpPaHUUYeHUM
u IyJIbCUPYIOIMM  YCTPOMCTBOM, " paboTanmui Ipu KOHKPETHBIX
YCJIOBUAX, a MMEeHHO:

- aMIIMTyIOa OCUMJIJIALMM IIYJbCUPYIIEI'o YCTPOMCTBa COCTaBJISET
or 20 MM mo 400 MM, mOpenmouTuTeJibHO OoT 25 MM mo 300 MM, m OoJiee
npenmnourTuTeJibHO oT 30 MM mo 200 MM, u

-  yacToTa OocUMJIISUMM cocTaBJjigseT oT 0,1 T mo 2 T,
npenmnoururesbHo oT 0,15 T'm mo 1,5 T'u, m OoJjiee MNPEedloOUTUTEJIBEHO OT
0,4 T'n mgo 1 Tu.

IIo DOBEepPeHHOCTHU
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