201992197 Al

(19) EBpa3unckoe @) 201992197 13 Al
naTeHTHOEe
Be4OMCTBO
(120 OMUCAHUE U30BPETEHUA K EBPABUMCKOM 3ASIBKE
(43) Aara ny6nukauum sasiskm (51) Int. Cl. CO01B 39/02 (2006.01)
2020.02.07 CO01B 39/14 (2006.01)
CO01B 39/20 (2006.01)
(22) Rara nopaun sasexu CO1B 39/26 (2006.01)
2018.03.12 C01B 39/30 (2006.01)
CO1B 39/34 (2006.01)
CO1B 39/36 (2006.01)
CO01B 39/46 (2006.01)
(54) CHOCOBb AJIAA MYJIBTU3ATPABOYHOI'O CUHTE3A KPUCTAJJIOB HEOJIMTA C
YITPABJISIEMBIM PASMEPOM 3EPHA
(31) 1752198 (72) Wsobpetatens:
(32) 2017.03.17 Huxkons Cep:k, JIyty Cecuanb (FR)
(33) FR ,
(86) PCT/FR2018/050570 (74)  NMpencrasarene;
Mengenes B.H. (RU)
(87) WO 2018/167416 2018.09.20
(71) 3assurens:
APKEMA ®PAHC (FR)
(57) Hacrosiee u300peTeHne OTHOCUTCS K MPOLECCY /ISl IPUTOTOBJIEHHS KDUCTAIIIOB IE0JIUTA, UMEFOLINX

MYJIBTHMOIATEHOE PacIpe/ieIeHHe pa3MepOB JaCTHLI, PasMephl KOTOPbIX cocTaBistioT oT 0,02 10 20 MKM,
TIPUYEM YITOMSTHYTBIH IPOILIECC COAEPKUT MEPBOE BBEJCHUE OJHOTO WIIM OoJiee 3aTPaBOYHBIX arcHTOB B
TpyOUaTklii peakTop WK nepe]] TpyOuaTbiM PEaKTOPOM H [0 MEHBIIIEH Mepe O/IHO BTOPOE BBEIICHHE OTHOTO
nm 0osee NACHTHYHBIX WM PA3IHYAIONINXCS 3aTPAaBOYHBIX ar€HTOB B TPYOUATHI peaKkTop.

IV  L61T6610C



OIIMCAHVIE M3OBEPETEHNVA
2420-558737EA/42
CIIOCOE IJisdi MYJIBTUBATPABOYHOI'O CHMHTE3A KPUCTAJIJIOB LEOJIUTA C
YIIPABJIAEMBEM PASMEPOM 3EPHA

[1] Hacrodmee wu300peTeHMe OTHOCUTCH K o0OJacTu LeoJIMTOB,
BoJjlee TOUHO K 0OBJaCTM OPOMBEIIJIEHHOTO CHMHTEe3a KPUCTAJIJIOB LeOoJIUTa,
n 0oJlee KOHKPEeTHO K 0O0JlaCTM T[IPOMBIUJIEHHOTO CHMHTe3a KPUCTAaJLJIOB
eoJMTa, MUMeKIMX yNpaBJISeMBll pas3Mep 4JacTull.

[2] CHHTe3 KPUCTAJJIOB LEOJIUTa (MM OPOCTO «CHUHTE3 LeoJMTa»
B OCTaJIbHOM YacCTM HaCTOAMEIO IOKyMeHTa) OOBUHO OCYHMEeCTBJIAETCH B
IIPOMEIIJIEHHOCTM B PeakKTope <«IeprMOIMUYeCKOTO IeMCTBUA» OOJBIOITO
pasMepa C IIepeMelMBaHMEM, KaK I[IpaBMUJIO C HaIpeBOM CHHTes3-TeJIid
U/ UM peakrlUMOHHOM Cpenb  BIPEHCKOM  IIapa n/Uim c IIOMOIIBIO
HarpeBaTeJIbHOM pyfamku. [TogroTOBKA CUHTe3-TeJid COCTOUT B
CMellMBaHMM pacTBopa aJioMMHaTa HaTpua C  pPpacTBOPOM  CUJIMKAaTa
HaTpud, IpUMYeM DTO CMellMBaHMe MOXeT BHIIOJIHATHECHA DO peakKTopa
KpUCTaJNIN3alM UM HEeIOCPEeOCTBEHHO B peaKTope KPpUCTalIM3aluu.

[3] BaTeMm yacTo He0oOX0OMMO BHIIOJIHATE bazy
HU3KOTEeMIIepaTypPHOTO CO3peBaHusa, OOBUHO IIpM TeMIlepaType HUXe
40°C, B TeueHMe OT HECKOJIBKMX [NEeCATKOB MUHYT OO HECKOJbKUX
OecsaiTKOB YacoB, B 3aBUCUMMOCTM OT THUIa XeJlaeMOM CTPYKTYPH
neoJMTa. 9Ta (Ga3a Cco3peBaHMsa [O3BOJIAeT ChOOpMMPOBATE BaTpaBOUHHE
KpUCTAJIJIH, KOTOpHe OYyOyT mHOaBaTh 3a CUeT CBOETO POCT KPUCTAJIJIL
1IeoJiMTa I[IOCJe BHIIOJHEeHMSA (a3 KpUCTaIM3aluuu Opu ©O0oJjiee BHCOKOU
TeMIIepaType.

[4] IobGaBJeHMe 3BapoIbllel K CHHTe3-TeJio ([Ipollecc IIoCeBa)
IIO3BOJIAET OINHAaKO YCTPaHUThL 3Ty baszy HUBKOTEeMIepaTypPHOTO
co3peBaHMa. TakuM o6pa30M, OPU STUX YCIOBMAX BO3MOXHO YIIPaBJATH
CpelHVM pa3MepoM KPUCTAJIJIOB, PeTryJupysa KOJMUEeCTBO 3apolmllel,
BBOOMMEIX B  CHUHTe3-TeJb, n bopMMpPOBATH pPeakKIUMOHHYK  Ccpeny,
CrnocoBHYH GOPMMPOBATE KPUCTAJJIH 11e0JIUTa.

[5] CJlemoBaTeJIbHO, BOSMOXHO, MJIN info) MeHbLIIen Mepe
TeopeTHUUYeCKM BO3MOXHO, IMOJyYaThb KPUCTAJJIE 1LeoJMTa C pPa3JIMUHBM
pasMepoM yacTull, BapbUPYRIMMCS, HallpuMep, oT HeCKOJIbKHUX

OJeCATKOB, MJjim  ODaXe HeCKOJIBRMX COTeH HaHOMeTPOB IO HeCKOJIBKUX

OJeCATKOB MVKPOMETPORB, IIprmueM pearKum4a CHHTE3a C paGOQMMM
YCIJIOBMAMM, IO OXO IO AMYMI IOJIA STOTIO CHMHTEe3a, InpmBoOmMT K
@OpMMpOBaHMD KpMCcTaJljIoOB meoJiMTa C OTHOCHTEJIBEHO XOopomo
YIIpaBJIdAeMbIM, OBOBIUHO MOHOMO IIaJIb HEIM prasMepoM dacTuli,

XapakKTepusyeMeM 0OoJiee TMPOKMM WM 0OoJiee VY3KMM paclhpenejieHrueM



pasMepa 4YacTHIl.

[6] OmHako oBygacTu VICIIOJIL30BaHUA LIEOJINTOB CeronHA
CTAHOBATCA BCe 0OoJjiee M OoJiee pas3HOOOPa3HBEMM, U TpedywnT BCce 0OoJjiee
u  OoJiee TmMaTeJbHO  IPOOYMAaHHHX  TexXHOJIOT'UH, Tak dYTO  YacTo
HeoOXOoOMMO MMeThb OOCTYIIHEE ILIeOJIMTH, MuMekllMre YIIPaBJISeMHM pas3Mep
YacTHl, MOHOMOIAJIBHOTO, OMMOIAJIBHOTO WM JaxXe MYyJIbTUMOOAaJIEHOT'O
pacrnpenesieHUsa, Y KOTOPOT'O IIOJIHASA MMPpKMHAa Ha I[IOJIOBMHE MaKCUMyMa
(FWHM) MoOXeT peIlyJMpOBaTbCH M YIIPaBJIATBHCH.

[7] Ha camMoM  gmeJie, Ha CeTOOHLAMHMM  OeHb MOXeT OBThH
HeOOXOOMMEIM MMETE BO3MOXHOCTE OOecClleuMBaThL KPUCTAJJIE LeoJuTa C
YIOpaBJISgeMbIM pas3MepoM YacTull, M 00Jiee KOHKPETHO C MOOYJIMPOBaHHEM
pasMepoM 4YacTull, 4TOOH, HalpuMep, YBEeJIMUMBATE KOMIAKTHOCTE,
IJIOTHOCTL ¥ T.O. B 3aBUCKMMOCTM OT IleJIeBEX IPUJIIOXeHUM. B 5»TUx
IIPUIIOXKEHUAX , KpoMe TOTO, 3a4acTyio TpebyeTcHd 3aMeHSATh
MCIIOJIE30BaHHEE LEOJIUTH, W DTO I[IO0BTOMYy BaXHO MMETHL BO3MOXHOCTHb
3aMeHATh 5STU MCIIOJIb30BAHHEE LEeOJIMTE HOBBMU LeOJIUTaMM, UMEKIVNMA
Te Xe caMbHe XapaKTepUCTUMKM pasMepa YacTull.

[8] CllenoBaTeJbHO, HeOoOXOOVIMEL YHUBEepPCaJIbHEE IPOLIECCH
CUHTEe3a, KOTOPHE [IO3BOJIAIIN OB  IIOJIy4YaThb LIEeOJIUTH, VMenmme
MOHOMOZIAJIbHEE WM MyJIbTMUMMOIOAJIbHEE paclOpenesieHMusa pas3Mepa YacTull,
KOTOpPHE OBLIIN OB XOPOIIO yIIpaBJIAeMEMA u npexmne BCeTO
MOIOYJIMPYEMEIMM, TO €CTb I[IOBTOPMMEMM C TeUeHMEM BPEMEeHMU.

[9] V3BECTHE IIPOLIeCCH CUHTeBa, KOTOpPHE IIPUBOOAT K
KpuUcTaljljlaM 1eoJMUTa, MWMEKNVMM OTHOCUTEJIEHO Y3KOoe MOHOMOIAaJIbHOE
pacnpenejieHMe pas3Mepa udYacTul. OOHaAaKo, KpoMe TOT'0, UYTO 3adacTyi
TPYIOHO BOCIIPOMBBECTHU HECKOJIBKO MIOEHTUUHEIX nocJjiefoBaTeJIbHEX
CUMHTE30B (3aUuacTyln «IIepUMoOOMUYecKMX» CHMHTE30B) OUeHb TOUHO, UYTOOH
OOCTMYL TeX Xe CaMBEX XapaKTepUMCTHK pa3Mepa YacCTHI, 5STU MEeTOOUKMU
OBBUHO He IO3BOJIAKRT IIOJYYMTE  MYyJbTHMMOIOAJIBHEIE  paclpelnelIeHUs
pasMepa YacTHIl.

[10] @HOimsg Toro, UYTOOH IIOJYUUTH KPUCTAJJIE ILIEOJIMTa Pa3JIMUHHBX U
YyeTKO OIIpelleJIEHHEIX  pPa3MEpPOB, MOXHO OBLIIO OH TIPeldyCMOTPETH
IIPOMBBOACTBO  QUBUUECKHMX CMecel KPpUCTaJIJIOB 1LeoJuTa, VIMEOIIMX
COBEPIIEHHO UYeTKO OIIpelel]IEHHOE MOHOMOIaJlIbHOE paclhnpenesieHue. CMecwu
KPpUCTAJIJIOB 1e0JIMTa, TO eCTb QU3NUYECKME CMECUM CYXUX IIOPOMKOB,
ABJIAITCA B OeMCTBUTEJLHOCTM CKOopee HeyIOBJEeTBOPUTEJLHEMM,; Ha
caMoM JeJjie OuUeHb TPYIOHO IOJYUMTL OIOHOPOIHEE CMeCUM KpPpUCTaJlJIOB,
VMEKIMUX Pa3Mepsl YacTUI, OT HEeCKOJBKUX IeCATKOB HAHOMETPOB IO
HECKOJIBKMX IeCATKOB MMKPOMETPOB.

[11] CinenmoBaTeJIbHO, CYINEeCTBYET INOTpeOHOCTE B IpPOILlecce Js



IIPUTOTORJIEHUS KPUCTAJIJIOB II€0JIMTa C YyHOpaBJSEeMBEIM pa3MepoM dYacCTHll,
C MOIYJINPY EMEIM pasMepoM JyacTull, c MOHOMO I aJIb HEM W
MyJIbTMMOIAJIBHEM pPaclpelelIeHMeM pa3Mepa UYacCTHIL C pPelyJIMpyeMBEM
3HaueHMeM FWHM, w©mMenIMX pasMep dYacTUl, OT HeCKOJIBKUX »OeCdTKOB
HaHOMETPOR IO HECKOJIBKMX HOEeCATKOB MUKPOMETPOB.

[12] B3BadgBuTesib OOHAPYXWUJI, UYTO OIMCAHHEE BHIIE I&JM MOI'YT
OBITE OOCTUTHYTH  IIOJIHOCTBIO MJM IO  MeHbIIeM  Mepe YaCTUYHO
IIOCPelICTBOM OIIMCHBAEMOT'O HIKe IIpollecca, KOTOPHM QOpMUPYET IIepPBHMU
IpeIMeET HacCTOoAmMero u300peTeHMd. [IpyIue IIpeuMylleCTBa WM OpyIue
IpeIMETE CTaHyT I[IOHATHHMM M3 CJIelyllel'o OIMCaHMad HaCToLAmeIo
n3o0peTeHUA.

[13] TaxkuMm obpasouM, Hacrodlmee n3o0peTeHNre BO—II€PBHX
OTHOCMUTCH K IIpoleccy IJsa IIPpUITOTORJIEHMS KpPpUCTAJIJIOB LeoJuTa,
VMeIUX MyJIETUMOOAJIbHOEe paclpenelieHue pasMepa 4YacTull, pa3Meptl
KOTOpPEX cocTarjgsior or 0,02 MmMxM pgo 20 MKM, IOIpHUUEM YIOMAHYTHM
IpolLecC COOEepPXUT IO MeHbIelM Mepe cJenyomue CTaluu:

a) IMOpUTOTORBRJIEHME CHHTe3-TeJId IIYTeM CMemMBaHMA I10 MeHbllen
Mepe OOHOTO MCTOUHMKa KpeMHeseMa, IO MeHbIeM Mepe OIHOTO
MCTOUHMKA  IJIMHO3eMa ¥  OIUMOHAaJIBHO, HO IIPenliouTUTEJILHO, 1o
MeHbBIIe Mepe OOHOTO BOIOHOTO pacTBOopa IMIPOKCHIA MeJIOUHOTO WU
meJIOUHO3eMeJIbHOTO MeTaJlia,

b) nuraHme TpybuaToro peaKTopa YIOMSAHYTEM CHHTe3-TeJIeM,

C) TIepBOe BBeIeHMEe OIOHOTO WM ©OoJiee 3aTPaBOUHHEX AaIl'eHTOB B
TpyBOUaTHM pPeakTop WM IIepel TpyOuaTheM PeakKTOopPOoM,

d) BTOpOe BBeIeHMe OIHOTO MIM 0OoJjilee  MIOEHTUUHBEX WU
OTJIMYAIMXCS BATPABOUHLEX ATl'eHTOB B TpyOuaThll peakTop,

e) BHIIOJIHEHME pPeaKUMM KpUcTaJlsIM3aluy B TpyOdaTOM peaKTope
CUHTe3—-Tel]ld B IPUCYTCTBUU 3aTpPaBOYHOTO areHTa (areHTORB) ,
oBpa3zynlMx peaKLUMOHHYI Cpeny,

f) d1JIL TpOBaHUE peakuMOHHOM Ccpenr oJs V3BJIEUEHU A
[IPOM3BEeIEeHHEX KPUCTAJIJIOR.

[14] TIlpollecc IO HaCTOAmMeMY M300peTeHUK XapaKTepusyeTcsd II0
MeHblel Mepe OBYyMS BBeOeHMAMM 3aTpaBOUHOTO aTleHTa (areHTOB) BO
BpeMS BHIIOJIHEHMSA pPeakKlMM KpucTajum3aluun. Takum obpa3oM, CcTalusd
d) MOXeT OBITH IIOBTOPEHA OIVH, oBa, TPUM WU BoJiee pras,
NpenlouTUTEeJIbHO OIVH, IBa WJIM TpM pas3a, 0oJee OPedlodTUTEJIBHO
OOVH WJIM @OBa pa3a. [Io MeHbllel Mepe IOBa BBeIeHMS BHIIOJHAOTCA Ha
Pas3HEIX CTaIMAxX OPOTeKaHMA peakluM KpucTalaMs3aluuu. o MeHbIen
Mepe IBa BBeIeHMsa Takum o0O0pa30M MOTYT BHIIOJHATECH B pPa3HoOe

BpeMAd, WM B Pa3JIMYHEIX IIOJIOXEeHMAX pPpeaKTopa, B WaCTHOCTHM B dCJIydae



HENPEPHBHOTO CHMHTE3a, HalpuMep B TpyduaToM peakTope, pabdoTanimeMm
B HEeIlPEepPLHBHOM pexuMe .

[15] B OIIHOM OpenrnouTUTEeJIbHOM BapMraHTe OoCyleCcTBJIEHUSA
HaCcTOAmMETO M300peTeHUda IIepBOe  BBEIEHMEe  3aTpPpaBOUYHOTO areHTa
(aTeHTOB) BHIIOJHAETCA IIepel peakKTopoM, MHaue TOBOPSA, 3aTpaBOUHHMN
areHT (areHTH) CMelMBaeTCd C CHUMHTE3-TeJIeEM Ilepel BRBeIeHMEM B
pPeaKkTop, B KOTOPOM IIPOUCXOOUT KpUCTaJIIM3alMd.

[16] CuHTe3-TeJlb MOXeT OHITH JIIOOBEIM TUIIOM KOMIIOB3ULIUMN,
M3BECTHEIM CIelMaJIUCTy B OaHHOM OOJIacTM TexXHMKM, B 3aBUCUMOCTU OT
IPUTOTORJIAEMOTO THUIIA LEeOoJIMTa, M OOHUHO COHOEPXMUT II0 MeHbIley Mepe
OOVH MCTOUYHMK KpeMHe3eMa M I[I0 MeHblley Mepe OOMH MCTOUHUK
TJMHO3eMa, u/uau Jodol OpyToM MCTOUHMK SJIeMeHTa (SJIeMeHTOB),
KOTOPEM MOXeT COCTaBJATL KapkKac LeoJuTa, HalpyMep MCTOUYHUK
bochoopa, THMTaHa, ULUUPKOHMA U T.O. Takke BO3MOXHO, WM »Jaxe
NPenlouTUTEeIbHO, OO0AaBJATL IO MeHBIeM Mepe OIOVMH BOIHEM pPacTBOP
TUIPOKCHUIA MEeJIOUHOTO NI MeJIOUHO3EeMEeJILHOT'O MeTaJa,
OPenlIouTUTEeJIbHO I'MOPOKCHUIOa MeJIJOUHOTO MeTajla, OOBUYHO IMIOPOKCHUIA
HaTPUS U/WIM TakKXe OpTaHMUeCKMX CTPYKTYpooOpasyllMx areHTOB W
mabJIOHOB .

[17] VCTOUHMK KpeMHe3eMa O3HauaeT JioOoM MCTOUHMUK, WM3BEeCTHHI
crieuMaJMCTy B OaHHOM o00JlacTM TexXHMKM, ¥ B UYaCTHOCTM PacTBOpP,
OPenrnouTuTeJIbHO BOIHEM pPacTBOpP, CUJIMKATA, B YaCTHOCTU CHUIMKAaTAa
MeJIOUHOTO MM MeJIOUHO3eMeJIbHOTO  MeTajljla, HalopyMep  CuJIMKaTa
HaTpUA, WMIM KOJIJIOMOHOTO KpeMHe3eMa.

[18] VcTouHMK IUIMHO3eMa oO3HauvaeT JIo0oM MCTOUYHMK ITJIMHO3eMa,
M3BECTHEM CIIelMaJIMCTy B IOaHHOM o006JlacTM TexXHMKM, ¥ B YaCTHOCTHU
pacTBoOp, NPeldlouTHUTEeJILHO BOIOHHM pPacTBOP, aJlioMMHAaTa, B UYaCTHOCTU
aJlioMMHaTa MeJJOUHOTO MM MeJIOUHO3eMeJIbHOTO MeTalJlia, HallprMep
aJlioMMHaTa HaTpud.

[19] KonuenTtpaumum PasJINUHEIX PacTBOPOB KpeMHe3eMa 7
TJIMHO3EeMa aalTUPYKRTCd B 3aBUCHMMOCTM OT I[IPUMPOIH  MCTOUYHMKA
KpeMHe3eMa, VCTOUHMKA TJIMHO3EMaA, COOTBETCTBYWNIUX  COOTHOMEHUN
VCTOUHMKOB TIJIMHO3EMa M KpPeMHe3eMa, K KOTOPEM HoOaBJIAeTCH PacTBOP
TUIPOKCUIA MeJIOUHOTO MM MeJIOUHOZEeMeJILHOTO MeTajljla W/MUIM OIOUH
VI BoJee OpTraHn4YeCKMX CTPYKTypooOpa3ynlmx aTeHTOR, B
COOTBETCTBUM C IIO3HAHMAMM CIelMaJlMCTa B IOaHHOW o00JlacTUM TexXHUKMU.
Ha caliTe MexXOyHapOOHOM ILIeOJMTHOM accoumaumuu (www.liza-online.orq)
MOXHO HalTM MHOOpMaLMIO, B UYaCTHOCTM, O XUMHUUECKOMW IIpHUpoIe
OpPTaHMUEeCKUX CTPYKTYypooOpasyKnmMx areHTOB, KOTOPHEHE MOTYT OHTH

VICIIOJIBE 3OBAHEL B KauecCTBe (]_)VHKLU/H/I CHUHTE3NVPYEMOTI'O nmeoJiiTa,



HalpyMep, W He OoT'paHMUMBAACH D2TUM, TeTpaMeTuJIaMMoHmsa  (TMA),
TeTpa-H-IponuiaMMoHMsa (TPA) m MeTUITpUsTHUIaMMoHMsa (MTEA) .

[20] CoOTBEeTCTByKIME COOTHOIMEHMSA WM KOHIEHTpallMM pas3JIMUHEX
PacTBOPOB KpeMHe3eMa M TUIMHO3eMa M3BEeCTHH ClHeluaJMCcTy B OaHHOM
oBJlacTM TeXHUKU WM MOTYT OHTH JIETKO aIOalTUPOBaHH CIelMallMCTOM B
OaHHOM o0B0JIacTM TexXHUMKM B 3aBUCUMMOCTM OT IIPUPOIH LIeoJIMTa, KOTOPHM’
XKeJlaTeJIbHO MIPUI'OTOBUTH, Ha OCHOBE HOaHHEIX B JIMTEpaType.

[21] CuHTes3-TeJIb M3 CcTaIMM a) TITOTOBUTCHA Kak OBJIO oOIMcaHOo
BHIIE, IIYTEM CMelUBaHUA MCTOUHUKOB KpeMHe3eMa U IJIMHO3eMa B
OCHOBHOM cpene. OTO cCMellMBaHMe MOIPelloUuTHTEeJILHO BHIIOJHAETCHS B
BHICOKOCOBUITOBOM POTOPHO—CTATOPHOM MelaJike, TO eCThb B
BHICOKOCOBMUIOBOM MemaJike, CcoIepXalle poTop, KOTOPHM BpamaeTcsa C
BHICOKOM CKOPOCTBIO, UTO 3acCTaBJISeT CMEeChb IIPOXOOUTH Uepe3 CTaTop,
TeoOMEeTPUA KOTOPOT'O MOXET M3MEHATHLCSH.

[22] CremneHb cIOBMUI'a OIpelesifeTcd CKOPOCTBI CcOBMIa Yy B C 1,
KOoTOopas paBHa OKPYXHOM CKOPOCTM BpalleHMs poTopa, NeJIeHHOM Ha
TOJIIMHY 3a30pa MexXny PpOTOpOM U CcTaTopoM. OKpyXHas CKOPOCTb Vi
PacCuUuMTHEHBAETCHA I[IO CKOPOCTM BpaleHusa V, M IMaMeTpy portopa d B
COOTBETCTBMUM C ypaBHeHMeM: V=V, 1 d, (B M.c'), Dgme V, — CKOPOCTE
BpalleHrsd, BHpaxeHHas B o00.c ', d, — IomaMeTp poTopa (B M), a Y
paBHO V,/e, THe e O3HavaeT BeJMUMHY 3a30pa MexXIy pPOTOPOM U
cTaTopoM (B M) .

[23] OOBRUHO HOpMMeHAeMasd CKOPOCTB CIOBMUI'a cocTabBjigeT oT 10000
c™t mo 200000 c!, mpemmouTuTesbHO oT 10000 ¢t mo 100000 ct.

[24] CuHTe3-Tejlb BBOIUTCHA B TpyduaThHl peakTop C IIOMONILIO
JIOOHIX TIOOXOOAMMX CPReOCTB MOJA IIepeHoca TeKyuel Ccpeld, HallpuMmep
non JIeVicTBMEeM CUMJIEL TaXeCcTu, C IIoMombl cudoHA MM IIPOKAUKU
HacocoM. OTcJexmuBaHMe CKOPOCTM IIOTOKa CHMHTe3-TeJId Ha BXOIe B
peaxkTop M/UIM IHNPOM3BOIOCTBAa KPUCTAJIJIOB Ha BHXOIEe M3 peaKTopa
MOXeT OCYIMEeCTBJIATECA JIOOHM CIoCcoO0OM, WM3BECTHHM CIelLMaJIMCTy B
OaHHOM oB8JlacTyM TexXHUKM, U OIPeOlouTUTeJIbHO IIOCPeICTBOM HAaCOCOB,
OTIIIMOHAaJIEHO OOBEeIMHEHHEX C peryJjigaTopaMM pacxona.

[25] «TpyBUuaTEll peakKTop» O3HauaeT pPeakKTop WIM CUCTEMY
PEeaKTOpPOR, VIMEOIM X OTHOIEHNE IJIVHE K oramMeTpy (Mym
SKBUBAJIEHTHOMY IMaMeTpy) OoJiblle ueM 3, TOIPeOIoOUTUTeJIbHO OoJblle
yem 10, m OoJiee MNPedlnodyTHUTeNBHO ©OoJbme uyeM 50, ¥ onpenesgaolnx
pPeakluIMOHHYID 3BO0HY KpUCTaJlIM3alluM, I[IoOBepraeMylo, II0 MeHbllel Mepe
YaCTUYHO, BOBIEeMCTBUIL IIepeMelMBallMx CpelCcTB, He3aBUCUMO OT
TOT'O, ABJAKRTCA JIM OHUM MIMHOEJAMM, I[IaCCUBHEMM CHCTEMaMM, TaKVMU

Kak nec]_meKTopr, OT'PaHMYEeHNA, KOJIBILla MJIn nec]_meKTopr, MJIin



OCUMJIIIMPYIomen MM IyJIb CUpyomen CHUCTEeMOM (oBecrnieunBamImen
IIepeMelleHMe Hazald ¥ BIepel pPeaKUMOHHOM CpenH, [IpOMU3BOIMMOE,
HalpuMep, [IOCPelCTEBOM IIOPWHS,  MeMOpaH:H), nu T.O., a Takxe
oOLeOMHeHUeM U3 OIBYX W BoJiee DTUX  METOOUK. B OOHOM
NPEenIouTUTEJIEHOM BapMaHTe OCYWeCTBJIEHUSI HacCTOoAllel'o UN300peTeHUd
TpyOUaTHI peakKTOop CHab®XeH OTpPaHMUeHUAMUM U ODOpyHOBaH CHUCTEMOM,
IIO3RBOJIAKIIEN NpMIaBaThk MMIIYJILCH TeKydel cpele, LIUPKYJIUPYKRIEN B
peakTope, Kak HalIpuMep  OIMCaHO B 3agaepke US 2009/0304890
(NiTech) .

[26] Ileppoe BBeOeHMe OOHOTO WM OOJiee 3aTPaBOUYHEIX al'eéHTOB B
CUHTe3-T'eJlb IPEenrIouYTUTEJILHO BEIIIOJIHAETCH nepen TpydOuaThM
peakTopoM. B 3TOM cCiydae 3aTpaBOUHBI al'eHT (al'eHTH) CMellMBaeTCs
C CHMHTe3-TeJIeM, I[IPUIOTOBJIEHHBIM Ha CTaguu a), Iepel eI'0 BBeIeHMEM
B TpyOuaTHM peakKTop. 3aTpaBOUHHM aTr'eHT O3HayaeT pPacTBOp WK
CyCIeH3Uul, B XUIKOM dopMe uIM B dopMe Tejis, TBEepIOTO WU XUIKOTO
BelleCTBa, KOTOpOe CIOCODCTBYEeT OpMEHTallMM CHHTes3a B HallpaBJIEHUU
XKeJjlaeMoro  LeoJiMTa. TakMe TBepObele M XUIOKME BelleCTBa, KOTOPHE
CIIOCOOCTBYIT OPMEeHTalMM CHHTEe3a B HallpaBJIEHUM XeJlaeMOoT'O LeOoJInTa,
M3BECTHHE CIelMaJuMCcTy B HOaHHOM o0JlacTM TexXHUKM, WU BHOMpawnTCH,
HalpuMep, M3 o0palylllMxX BapOoIbBIlM Tejiel, KpPUCTAJIJIOR LeoJi1Ta,
MMHepaJIbHHX YacTHull JIoOOM NPUPOOH M T.IO., a TakXe MX CMeceH.

[27] B COOTBETCTBUM C NPEIONOUTUTEJILHEIM acCIeKTOM 3aTpaBOUYHHM
areHT IIpelcTaBJgeT coboM 3Bapolbmeobpasylmuii  T'ellb, n BoJiee
ONPenloUuTUTEeNIEHO  YIOMSAHYTEM  3apolblieofpasylmuil  I'elib COOEPXUT
OOHOPOIHYI CcMeChb MCTOUHUKA KpeMHe3eMa (HanpuMep CuIMKaTa
HaTpMUA), WCTOUHMKA IJIMHO3eMa (HalpuMep TpulMOpaTa IJIMHO3eMa),
ONUMOHAJBHO, HO IpenroYTUTEJILEHO, CUJIBHOE HeopIT'aHN4YeCKOoe
OCHOBaHMEe, HalpuMep ABJIARMMeCcsd IJIaBHEMU WM OOBUHO MCIIOJIb3YEMEMU
TUOPOKCUO HATPMSA, ITUIPOKCUI KaJIug WM IUIPOKCUI KaJblMsi, a Takxe
BOLOY . OmnuH wiau  BoJiee CTPYKTypoOOpa3yrinux  aleHTOB, OOEBIUHO
OpTlaHMUYeCKMX CTPYKTypooOpalynirx  al'eHTOB, Takxe MOT'YT  OHTbH
ONIIMOHAJNIEHO BBEJIEHH B 3apolblleofpasylmuil Tellb.

[28] 3aTpaBOUHHM areHT (aT'eHTH) MoXeT OHTL CMellaH C CHHTe3—
rejleM B COOTBETCTBMM C J0oOOM MeTOOMKOM, MI3IBECTHOM CIelMaJlMCTy B
DaHHOM 0O8JlacTM TeXHWKM, U T[PedlNodTUTEJILHO C MCIOJb30BaHMueM
CTaTUUECKOW  MemaJKM, KOoTOopasd MMeeT [IperMymeCTBO YCKOpPEeHUSI
TOMOTEeHM3alUM YIIOMAHYTOM CMEeCH.

[29] Peakuusa KpUCTaJJIM3alUM OOHUHO BEHIIOJHSAETCS IIPY BHECOKOM
TeMIlepaType, TO eCThb opM  TeMIepaTrype OoOT 60°C mo 200°¢C,

npennouTuressHo oT 80°C mo 160°C. KpucTams3alumMsa CUHTe3—TeJid



IIponUCXoouT B pr@anOM PearTope W IIoOIOepXMBaAeTCHA 3aTPaBOYHEIM

areHToM (aredHTamu) . TpyBuaTHM pPeaKTop TakuM of0pas3oM COIEPXUT
PeaKUMOHHYIO cpeny KPUCTaJJIM3alnN . KpucrTan3aumns Takxe
nmonnepXruBaeTCH TeMrepaTypol, IPUKJIAOEBAaEMOM K YIIOMAHY TOM

pPeaklUIMOHHOM cCcpene, a Takxe JOOBMM CTaTUUYEeCKVMMM WIVM IVMHaMMUUeCKVMA
CpeICcTBaMmu IIepeMemlMBaHMAa VYIIOMAHYTOM pPeaKLUMOHHOM CpenOsl BHYTPU
peakTopa, Kak OpUIO OOBACHEHO pPaHee.

[30] TepMVH «IOOOOEepPXMBAeTCA» B OaHHOM CJlydae O3HauaerT
Jyullee MHULMMPOBAHME KpUCTaJIM3auuu u/muam 0oJjlee MHTEHCUBHYIO
KMHETHUKY KpUCTaJIJIU3allun.

[31] Peakumusda KpUCTaJlJIn3allun MOXeT BHIIIOJIHATLCA ronm
oaBJIeHMeM, HallpyMMep IIO0I aBTOI'eHHBIM »aBJIeHMEM, II0I aTMOCOEepHEM
OaBJieHMeM, WM B OoJjiee oO0OmeM CMBICJIe IIOO JIOOBEM IOaBJIEHMEM, OOBUHO
oT aTMocdepHOTO maBJieHMsa mo 1,5 Mlla.

[32] Kak ©OwvUIO yKaszaHO paHee, npouecc IO  HacTodlleMy
N300peTeHUn XapaKTepu3lyeTcsa TeM, UTOo IIOMMMO I[I€epBOTO BBeIeHUH
(mnu pobGaBJieHMSA) 3aTpaBOYHOTO areHTa (areHTOB) IO MeHBIEM Mepe
OOHO Ipyroe nobaBJIeHME 3aTpPaBOYHOI'O areHTa (areHTOB) BHIIOJHAETCH
BO BpeMsa CTaIuM KPpUCTalIM3allMy B peaKIMOHHOM cpene. 3aTpaBOouHHE
areHTH, KOTOpHE HDOOAaBJAKTCH BO BpeMs Ipollecca II0 HacCToAlleMy
n300peTeHnn, MOTYT OHTb MISHTHUMUHHMM WJIM pPaljMdanmyuMrcsa. Kpowme
TOTO, 2Ta cTamgua »nobaBJIeHMS 3aTPaBOUHOTO areHTa (arleHTORBR) MOXET
OLITEL IIOBTOPEeHa ¢ TeueHMeM BpeMeHM U/MiIM B OPpYyTUX  ToukKax
TpyBuaToro peakKTopa.

[33] B omHOM BapMaHTe OCYHMEeCTBJIEHMS IIpolleccCa I[10 HaCTOAdIeMy
n306peTeHno TPyOUaATHM PeaKTop IIOMUMMO II€PBOM CUCTEMBl OJIS BBeIeHUI
3aTPaBOUYHOTO areHTa (areHTOB) IIepel BXOIOM B TpydOuaTHl peakTop
COOEepPXMT II0 MeHblle¥ Mepe OIHY IPYyIVID CHCTeMy -OJIS BBeleHUA
3aTpPaBOYHOTO areHTa (areHTOB) IO MeHbIIEeM Mepe B OIHOM TOuKe
TpyOduaToro peakTopa, IpUYeM BBeIeHNe 3aTPaBOYHOTO areHTa
(aTeHTOB) MOXEeT BEHIIOJHATLCHA OOMH WMJIM HEeCKOJBKO Ppas3 B OIOHOM WJIMU
BoJjlee ToukKax TpybuaToTro peaKTopa.

[34] TaxkxumMm o0O0Opas30M, HalIpuUMep B OIOHOM KOHKPETHOM BapuaHTe
OCYIEeCTBJIEHUA HaCTOAmMETO n3obpeTeHusd, BTOpOE BBeIeHMe
3aTpaBOYHOTO aTl'eHTa (areHTOB) IocJjie Haudajla IIepBOoM peakKUuuu
KpUCTAaJIM3aluy IIO3BOJIAeT 3alyCTUTL POCT BTOPOM COBOKYIIHOCTHU
KpUCTAJIJIOB, IIPMBOINA TakKuM o0pa30oM K CHUHTe3y KPHUCTAaJIJIOB IeoJuTa,
VMenmMx OMMOIaJIbHOE paclhnpenejyieHue. IlyTeM TIOBTOPeHMSA HoOaBJIEHUSA
3aTpPaBOYHOTO areHTa (areHTOB) B TOM Xe CcaMOM ToOuke BBeIeHUA

I1I0CJIe I1epBOTO BBeII€HNA 3aTPpaBO4YHOTI'O areHTa (areHTORB) MJIn B



oOpyTon TOUKE TpyOdaToTro peakTopa noJiydyaeTcCcHd TpexMoIaJIbHOE
pacrnpenesieHMe KPUCTAaJIJIOB IeoJMTa.

[35] B cooTBeTCcTBMM C OIHUM O0o0Jiee MNPedNOUTUTEJIBHEM acCIleKTOM
HacToAmero M300peTeHMsa IIPOLecC COOepXMUT II0 MeHbIlel Mepe »OBa
nobaBJIeHMa 3aTpaBOYHOT'O al'eHTa (areHTOB) HEINPEepPHBHBEM 00pas3oM B
omHOM MaM OoJlee Toukax TpydBuaToTo peakTopa.

[36] CrieumaJiMCT B JaHHOM o0OJlacTM TexXHMKM JeT'KO IIOVMMEeT
foJipllyd TIUMOKOCTB, KOTOpyk ofecreumMBaeT IIPOLECcCC II0 HaCTOAleMy
n3o0bpeTeHmn, [IO3BOJIAA [IPOU3BOINUTE COBOKYIIHOCTHU KPpUCTaJJIOB
neoJguTa, VMeme yIpaBJIsgeMele U MOOYJIMPYEMHE pacrnpenejeHns
pasMepa 4JacTull.

[37] Taxxe BO3MOXHa paboTa C 3aTpaBKaMM /WM CUHTE3—TeJIIMU
Pa3JMUYHOM IPUPOIOE C LEJb IIOJIydeHMS KPUCTAaJIJIOB LeoJiMTa, KOTOpPHE
VMeT pa3JIMuHBE CTPYKTYPHE. B UYacTHOCTH, IIpPOLEeCcC II0 HaCTOdlleMy
n300peTeHUn MOXeT OHTb peajiM30BaH TakK, UYTOOH CHHTEe3MPOBATH
KpUCTAaJIJIEL LeoJIMTa pPas3JIMUHEIX CTPYKTyp. O9TO, OIOHaAKO, He 4BJIAeTCH
IPenlouTUTEeJIbHEM BapMaHTOM OCYIEeCTBJIEHMA HACTOLAWleT'0 M300peTeHUdg.

[38] Tarxxe MOXeT OHTBH NPeOyCMOTPEHO mHOoOaBJIeHME CHUHTe3-TeJid
K peakLMOHHOM cpelle B OOHOM MJIM 0OoJiee Toukax TpyBuaToI'o peakTopa
B KaueCTBe BCIOMOTAaTE&JIbHOTO IIUTaHuIg, UYUTOOH OO0eClIeuMTh OCHOBHEE
3JIEMEHTE, KOTOPHE (QOPMUPYIT ILEeOJIMT, B UYaCTHOCTM KPeMHMUM u/Uiu
AJIIOMUHMAM . BcrioMoTaTeJIbHEM  CUHTe3-TeJlb  OOBHUYHO MMeeT COCTasB,
MIOJOBHHY MM »Oaxe MISHTUUHHM COCTaBy CHUHTe3-TeJIsI, BBOIMUMOTO
M3HadvaJIbHO. KosnuecTBO CUHTe3-TeJid, KOTOPHM MOXeT OHITH
OTIIIMOHAJIBLHO nobaBJieH, ABJIAeTCH HeOOoJILIMM OTHOCHUTEJIBHO
KOJIMYeCcTBa, BBOIMMOIO IepBOHadYalJIbkHO, TO €CTb MeHbme dYeM 50
Mac.%, OpPenlouTUTEeJIbHO MeHblle yueM 30 mac.$.

[39] Ilpollecc IO HaCTOAmMEMY M300peTeHMI I[I03BOJIAET IOJYUYUTH
MyJIbTMMOIAJIbHOE pPaclpelellIeHrMe KPpHUCTAaJIJIOB IIO pasMepy, KoTopoe
MOXeT PperyJIMpOoBaTbCAa M MOIOyJIMpoOBaThbCcsa OJarolapd BBeIeHMI, IO
MeHbIlel Mepe Ha IOBYX CTaIMax, 3aTpaBOK B PAa3JIMUHEIX IIOJIOXEHMAX
TpySuaToro peakKTopa, [PellouTUTeJIbHO paboTanmero B HENPepPHBHOM
pexuMe. B OIOHOM MNPeAloUYTUTEJIEHOM BapMaHTe OCYMEeCTBJIEHUS IIPOLLeCcC
10 HacTodmeMy M300peTeHMI0 NpelcTaBjigeT cobol HEeNpPepHBHHM OIPOLecc
CUHTe3a, BHIIOJHAEMEN B TpyOuaToM peakKTope, B KOTOPHM B pPas3JIMUHLBIX
[IOJIOKEHUAX TPYOH BBOOATCSA OIOMH WM OoJiee 3aTPaBOUHEX al'€éHTOB U
CUHTE3—TEeJb (IMTaTeJbLHHM  pacTBOP) , YTOOBE  IIOJYUUTH  XKeJlaeMoe
MyJIbTMMOIAJIbHOE paclpenesieHMre pasMepa 4YacTHIl.

[40] Obmee KOJINYECTBO 3aTPaBOYHOTO areHTa (areHTORB) ,

OoBaBJISgIeMOTO B Ipollecce IO HaCTOoAlleMy M300peTeHMI, COCTaBJIAET OT



0,005 mo 10 mMac.% 1o Macce CHUHTe3-TeJd, nOpennourureasHo oT 0,01
no 5 mac.%, um OoJjyiee npennoururTesasbHo oT 0,01 mo 3 Mac.$ Mo Macce
CUHTes3-TeJid, [IepBOoHAUaJIbHO BBOIMMOI'O B TpyOUaTHM peakKTop.

[41] BaTpaBOUHHM areHT (ar'eHTH), BBOIOMMHEIM HaACTOJBKO OJM3KO
KO BXOIOy TpyBuaToro peaKTopa, HAaCKOJBEKO BTO BO3MOXHO, TO &CThb
nepen WM Ccpaly I[OocJie BXOOHOT'O OTBEPCTUA pPeaKTopa, OyneT
oBpa30BHBATE CaMee OOJIBIIME KPMUCTAJJIBE, I[IOCKOJIBKY Yy Hero O0ymer
BpeMsa IJIS pPOoCTa, ToTr'da KaK 3BaTPaBOUHHM aTrl'eHT (aTeHTH), BBOIVMEM
Io3Xxe B OIOHOM wMIM 0OoJiee IpyIMxX TOuUeK peaKTopa, OyIeT »OaBaThb
MeHBIIME KPUCTAJIJIH .

[42] B KOHLe peakluy KpUCTaJIM3aLMM peaKUMOHHadag cpela
buneTpyeTrcd (crammsa f)) OJg OTHeJIeHMS I[IPOUBBEIeHHHX KPUCTAaJlJIOB
OT MATOUHEIX pPacTBOPOB. J9Ta OQUJIbLTpalMad MOXET BHIIOJHATHECA JIHOOBM
criocoboM, MB3BECTHEIM CHeluraJMcTy B OaHHOM ofJacTu  TexXHUKH,
HallprMep OOHUM W BoJiee criocoBamu, BHIOMPa eMBEIMI ns3
HeHTpUdy IrMpoOBaHUA, bniis Tpaumun Ha buis Tpripecce, JIEHTOUHOM
bunesTpauuM, OGUILTPalUM Ha BpallalleMcd QUIbBTpe U T.I.

[43] KpucrTajurel, IOOoJydaeMele B KOHIe cTamum f£), OINUMOHAJBHO
MOTYT IMOOBEPTraThbCsa OOHOM MM OoJiee OOBUHHEM 00pad®oTKaM, MW3BECTHBEM
crneuMaJgmucTy B IOaHHOM ofJjacTu TexXHUKU, TakKMM Kak IIPOMEIBKaA,
KaTMOHHHM oBMeH, Ccyllka, [IPOIMTKa, aKTuBauuMsgs ¥ T.O., W DTU
obpaboTku MOTYT BHIIOJIHATECH B nepmuogndeckoM pexmumMme VI
HEeIIPEepPHBHO, IpenlIouTUTEeJIbHO HelpepeBHO. Hamnpuwmep, [IOJIYUYEeHHHE
KPUCTAJJIEL MOTYT OHTbL INOOBEPTHYTH ONHOM MM 0OoJiee IIPOMEBKAM BOIOM
OJI9 yIOaJlIeHMS OCTaTOUHHX MaTOUHHX pPacTBOPOB, KOTOPEE BCe ele
MOTYT TPUCYTCTBOBATH.

[44] [ToJlydeHHEIEe KPUCTAJJIEL MOTYT Takke OBTH BHCYIIEHH B
COOTBETCTBMM C OOHUHEIMM MeTOIMKaMM IJIS CYIKM KPUCTAJIJIOB I11e0JIMTa,
HanoprMep HOpuM TeMrnepaTypax orT 40°C mo 150°C, B TeueHMe BpeMeHH,
KOTOpOe MOXET BapbMPOBaATBCSA OT HECKOJBKMX MMHYT OO HECKOJBbKUX
JacoB, OOBUYHO OT HECKOJbKMX MUMHYT 1o 10 uywac. Onepalumsd CYIKK IpU
TeMmreparType Hmwke 40°C MoxeT oOKas3aTbCgd HaMHOTO OoJjiee OJMHHOM U
TakuM 00pas3oM SKOHOMMUECKM HEeBHTOOHOM, Tormga KaK TeMlIepaTypa
cymky Beme 150°C MOXeT TIPUBECTM K OOJbIIEeMy WM MeHbIeMy
YXYIOIeHWIO €elle BJIaXHBIX KPMCTAaJIJIOB ILeoJMTa.

[45] Tlocysie CymKM KPUCTAaJJIH LEeOJIMTa MOTYT MCIOJBE30BaTHLCH B
TOM BUIEe, KaK OHM eCThb, HO IMPenOloudTUTEJIbHO OHM aKTUBUPYITCSH,
TaKXe B COOTBETCTBMM C OOBUHBIMM METOIVMKAMM aKTUBALUM, W3B&CTHHMU
crieuMaJMCTy B IOaHHOM o00JacTM TexXHMKM, HalpuMep IIpM TeMIepaTrypax

oT 150°C oo goo0°c, B TeueHue BpeMeHH, KOTOpoe MOXeT
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BapbUPOBATHECHA OT HECKOJIBKMX MUHYT IO HECKOJBKMX 4YacCOB, U OOBUHO
OT HECKOJBKMX MMHYT no 10 uyac.

[46] MaTOUHEIE PaCTBOPEH, IIOJIydaeMee Ha cTaiuu f) OuiIbsTpaumu,
NIPennouTUTEeJIBHO HalpaBJISAKTCSA Ha PELVPKYJIIALNO. OmHVM n3
IperMyIleCcTB 5STOV PelUuPKYJISUMM 4gBJISeTCsS TO, UYTO OHa II03BOJIAET
YMEHBIIMTE pPacxol ITUAPOKCUIa HaTpUd IIYTEeM BBeIeHUS MaTOUHBIX
PacTBOPOB HaIpAIMyKR B PeaKUMOHHYK Cpeay WM B pacTBOp CUJIMKaTa
WM B pPacTBOpP aJiloMMHaTa (KOTOpPEE OOBUYHO SABJIAKRTCH MCTOYHMKAMMU
COOTBETCTBEHHO KpeMHe3eMa M IJIMHO3eMa Ha CcTaiuM a) IIpolecca),
WV B CHMHTe3-T'eJlb, a TaKXe MOXeT II0O3BOJIATh CYIEeCTBEHHO YMEHBIIATH
3aTpaTH »sHepruu. Ilepel pPeUMPKYJALUMEN MaTOUHEE pPacTBOPH MOTYT
ONUMOHAJIEHO IOOBepraThbCa OIHOM WM 0oJjiee oOpaboTkaM, BHOMpaeMbIM
U3 VYJbTpaduiIbTpalur, IIOBTOPHOTI'O KOHLUEHTPUPOBAHMA, OUCTUIIIALUUM U
T.II.

[47] [lpouecc 1o HacTo gleMy n300peTeHMD HauboJlee
IPenlIoOUTUTEJIbHO BHIIOJIHAETCHA HEIPEPHBHO, XOTAd CUHTE3 KPpUCTAJIJIOB
LeoJITa, WMelIUX MyJIbTHMOOAJIBHOE paclpeneijieHre, B IIepUOONYECKOM
pexuMe TaKXe BO3MOXEH.

[48] TakuMm o0O0OpasoM, IIpollecC IO HacTodlleMy M300peTeHU
IIO3BOJIAET IPOBOOMTE  HEMNPEepHBHHM CUHTE3 KPUCTaJIJIOB  1eoJuTa,
VIMEeIMX MyJIb TMMOIaJIbHOE pacrnpenejyieHne pasmMmepa JyacTull, c
HEeCKOJIbKMMM BBeIeHMSAMM 3aTPaBOUYHOT'O pPacTBopa (pacTBOPOB) Ha
PasJIMUHEIX YPOBHAX, oprudyeM TakuMM  ofpasoM, KOTOPEIM  ABJISETCH
OOHOPOIHEIM, BOCIIPOMBBOIVMEM M CTabMJILHEIM BO BpPEMEHN.

[49] OnpenelieHre paclpemejleHMsa pasMepa 4YacTUl, B HaCTOAlleM
OOKYMEHTEe COOTBETCTBYET UM CJIEHHOMY pacrpenelIeHUKD oraMeTpa
KPUCTAJIJIOB LeoJiuTa. ITO OlIpelelJieHUe BHIIOJHAeTCS I[I0 M300paXeHMUAM,
[oJIydaeMblM npu HaOJIoIeHUNU oxn CKaHUPYIVM 2JIEKTPOHHEM
MUKPOCKOIIOM (SEM) . IOna osToro ©Oepercs Habop u300paxeHUM C
yBeJIMUueHMeM II0 MeHble Mepe 3000x. Bce KpMCTAJUIH, IPUCYTCTBYIME
Ha n300paxeHnax, NU3MepAnTCSI C  MCIOJIb30BaHMEM  CIelMaJIbHOT'O
IpOoTPaMMHOTO oBbecnieueHnd, HalpyMep  IIpOoTpaMMHOTO oBecrieueHn s
Smile View MOpOoM3BOACTBa KoMIaHMM LoGraMi, dUTOOH WM3MEPUTH IO
MeHbIeM Mepe 300 KpUCTaJJIOB, 3aTeM UMCJIEHHOE paclpelelieHNe
BHUEPUMBAETCH B bopme TMCTOT'PaMMBI C KaTeToOpuaMHA,
COOTBETCTBYKIIMMM pasMepy KpUCTAaJIJIOB, Halpumep C maroM 0,2 MKM
OJId TIOOCUYeTa MHMKPOMETPOBEX KPUCTAJIJIOB, WM, HalIpMMep, C [Ial'oM
0,02 MKM mOJjsg I[OHOCYUeTa KPUCTAJIJIOB C pas3MepoM IIOopsSIKa HeCKOJbKUX
IECATKOEB HAHOMETPOB.

[50] «MyJibE TMMOIaJIbHOE pacrnpenejieHne pasMmepa JacTUI»
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O3HadaeT pacllpeneJieHre MYyJIBETVMMOIOaJIBHOI'O pasMepa, TO e€CTb NMMelee
10 MeHbIen Mepe IOIBa <«KOTIOEeJIBHEX>» IIMKa, IOpyI'MMM CJIOBaMM IIO MeHbIIen

Mepe IOBa «pas3JIMUMMEIX» IIMKa. 3HaueHMe IMaMeTpa Ha BeplMHe IIMKa

YIIOMMHaEeTCHAd KakK «MoOIma>» 2| KIOOMMHMPYKIIee SHadeHNre», u
InpeocraBjaeT HauboJiee paclipoCTpaHeHHOEe SHadeHNre IIMKa. Kormoa
paclipenejieHre mmMeeT IoBa OTIOeJIbHEX (nmm paBﬂMqMMHX) IInMKa,

TOBOPAT, UTO 2TO paclpenejyieHMe ABJISeTCsa OMMOIaJIbHEM.

[51] KoHuenumsa MYJIb THMMOOAaJIbHOCTHA omnpenesigeTcda c
VCIIOJIbL 30BaHMEM KKPUTEPUSI» R, M3BECTHOTO Kak «KCTeIleHb
pa3ngesyieHMAa», KOTOPHM XapaKTepusyeT pas3delJieHre WM HeHaJIOXeHM e
IIVMKORB.

[52] PasJyimMuHEe [IMKN CpaBHMBAKLTCA c raycCcrMaHOM,
XapakKTepu3yeMeM eI'o Momo¥ d M ero IIOJIHOM MMPMHOM Ha IIOJIOBUHE
MakcuMyMa ©O, M3 KOTOPHX MOXHO BEBECTM MIUPMHY OCHOBaHMA IOMKa W =
1,7 o.

[53] CreneHb pa3pnejeHud R IOBYX CMEXHEX OUMKOB A M B OOBUHO
onpeneysaeTcs (cMm., HallpuMep : «Notions fondamentales de
chromatographie» [Fundamental chromatography concepts] by Marie-
PauleBassez: http://chemphys.u-
strasbg.fr/mpb/teach/chromatol/img0.html) c VICIIOJIb 30BaHMEM
cyenyomero ypaBHeHMUS:

R=2 (dB - dA) / (0B + wA),

roe dA u dB ABJIAOTCHA COOTBETCTBEHHO MOoIaMM IIMKOB A U B (B
MKM), a A M B 4BJGITCS COOTBETCTBEHHO MUPUHAMM OCHOBAHUM IIMKOB
A u B (B MKM).

[54] Kak nOpaBwjio, IBa I[IMKa pacCMaTpuBalTCad Kak pa3JIMdVMele
I a®CoJIoTHO OTIeJIbHHEe, kKorga R MMeeT =3HaueHMe ©0OoJblle uyeM 1,5.
B KOHTeKCTe HacToAmeIro Mu300peTeHMsa paclpelelleHVe pas3Mepa YacTHIL
¥MeeT pPal3HuMLy B MOIAJILHOCTH, KoT'ga CTelleHb pasmejyieHus R
cocraBJageTr ©OoJjiee uyeMm 0,5. B @OaHHOM OIMCAaHUM paclpenejeHue
paszmMmepa yacTHull paccMaTpuBaeTcsd Kak  MyJbTHMOIaJlbHOE, KoTma
VMeITCA 10 MeHbIleM Mepe IOBa pal3jIMUMMHEIX OMKa. KoI'a pachnpelelsieHue
pas3Mepa dYacTHI COOEPXMT TOJbLKO IBa PasJIMUMMEX  I[IMKa, OHO
YIIOMMHAEeTCsa KakK OMMOOaJlbHOe paclpelelJieHMe pas3Mepa dacTHUil.

[55] Ilpouecc B COOTBETCTBUM C HACTOAMMM M300peTeHMEM TaKuM
o6pasoM II03BOJIAET IIPOM3BOIUTL ILIEOJIMTH, KPUCTAJIJIE KOTOPHX MMEKT
yIopaBjgeMoe MM Oaxe MOIOYJMPOBaHHOe, fuMonaJibHOEe MM  IOaxe
MyJIETUMOOaJIbHOEe pachnpemnejeHue pas3Mepa 4YacTuil, opuyeM  STOT
Ipollecc MOXeT OuUeHb JIeTKO BHIIOJHATLCHA B IIPOMBIIJIEHHOM MacmTabe,

IIO3BOJIAA TaKVIM O@paSOM IIPOM3SBOIONVTE DoJiboe KOJIMYeCTBO TaKMX



12

LIEeOJIUTOB YHOPaBJIAeMOTO WIM »OaxXe MOOYJIMPOBAHHOTO pa3Mepa YacTull C
HaMHOTO 0o0Jilee HUBKUMKM T[IPOMI3BOINCTBEHHEIMM 3aTpaTaMiu, yeM IOJI4
OOLIUHEIX TIPOLIECCOB, M3BECTHHX Ha CeTOOHAMHUY OeHb.

[56] LHeOJInTH, KOTOPHE MOTYT OBITB NIPUTOTOBJIEHH B
COOTBETCTEMM C IpPOLleCCOM IIO HacCTodlleMy M300peTeHUbD, MOTYT
NpencTaBJisaTh cobour LIEeOJIUT JIIOBOTO THIIa, HalpuMmep, He
OTpaHVuUMBasAChL DTUM, Jmobor  1eoJsmT THIa MFI, M B UYaCTHOCTH
CUJIMKAJNUT, JodoM LeosuT Tuna MOR, tuna OFF, Tuna MAZ, Tuna CHA u
Tunna HEU, Jmobon LeosiMT Tuna FAU, M B YaCTHOCTM LeoJMUT Y, LeoJIUMT
X, ueogur MSX, ueosuT LSX, Jmoboy LeoJmMuT Tuna EMT, wnin Jodomn
ueoguT THna LTA, TO eCTb LeOJIUMT A, a TakKxe IOpyI'Me LeOTMUIIE, TaKue
Kak, HalpuMep, TUTaHOCUJIUMKAJIWUTEHL.

[57] TepMmmH «leosuT MSX» (cpenHmuM KpeMHes3eM X) oO3HaudaeT
lleoJiuT Tuna FAU ¢ aTOMHHEM OTHoOmeHMeM Si/Al oT NOpubIUM3UTE]ILHO
1,05 pmo mnpubmms3uresbHO 1,15 BKIOUMTENBHO. TepMMH «LUeoJUT LSX»
(HUBKUM KpeMHe3eM X) O3HayvaeT LLeOJIUT TUIIa FAU c aTOMHEIM
oTHomeHueM Si/Al, OpubOIM3UTEJBHO PaBHEM 1.

[58] [lpouecc B COOTBETCTBMM C HaCTOANMM MU300peTeHUeM
ABJIAETCA OCOBEeHHO [IOOXOOAMNM oJidg NPUTOTOBJIEHU I LLeOJIUTOB,
BEHIOMpAaeMEX M3 LeoJIMTOB Tuna MFI, ¥ B UYaCTHOCTM CUIMKaJIUTa, THUIIa
FAU, M B UYaCTHOCTM lleoJiMTa Y, LeoJiMTa X, LeoJuTa MSX, LeoJiuTa
LSX, m Tuna LTA, TO eCcTb LieoJiMuTa A, a Takxe LeosimToB Tuna CHA mu
neoJquToB TuUlla HEU.

[59] [Tpoliecc B COOTBETCTBUM C HaCTOLAIMM M300peTeHreM
ABJIAETCA KPOMe TOTO OCOOEHHO IMNOOXONOANMM OJISA [IPUTOTOBJIEHUSA JIOOOTO
meosimTa Twuna FAU, M B UaCTHOCTU LeoJiMTa X, LeoJiuTa MSX M LeoJsimTa
LSX. IeosmTH THIa MFI, M B 4YaCTHOCTM CWUJIMKAJIMT, TakKxXxe MOI'YT OHTH
OUeHb BEITOOHO IIPUTOTOBJIEHHT B  COOTBETCTBUM C IIPOLECCOM IO

HaCTOAlleMy M300peTeHU.

[60] KpomMe TOTO, HENPEPHBHBEM [IPOLECC IMIPUTOTORBRJIEHUS TIO
HacTodlleMy M300peTEHNO He OT'pPaHUUYMBAETCHA [IPUTOTORJIEHMEM
ONMCAaHHHX BHIIE LeOJINTOB, HO TaKxe BKJIOUAET B ceb4a

COOTBETCTBYKIMEe LEeOJIUTH C MepapxXxUUYecKOoM IIOPUCTOCTBD. LeoJIMTH C
MepapxXxnueckKoy MNOPUCTOCTBI MNPeACTaBJAKRT coBoM TBepIHe YacCTHUIH,
coIepXalle CeTb MUKPOIIOP, CBA3AaHHYKD C CeThblD Me30lIop, ¥ TaKMM
oBpasoM IMIO3BOJIAKT COIJIaCcOBaTh CBOMCTBAa JOCTYIIHOCTM K aKTUBHEM
IeHTpaM Me30IOPUCTHX LEeOJIMTOBR, WM3BECTHHX U3 [IPedleCTBYKRIETO
YPOBHSA TEeXHMKM, CO CBOMCTBaAMM MaKCHUMaJbBHOM KPUCTAJJIMUHOCTU U
MaKCHMaJIbHOM MUKPOIIOPUCTOCTH KOOBUHEIX » LEeOJIUTOB (Ges

MGSOHOpMCTOCTM). B »5TOM cCiyyae KOHKPETHHE CTPYKTYpooOpasyrime
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areHTH BBOIOATCA B pPeakKUMOHHYID Ccpely cCcTaiuu a), HaopuMep
CTPYKTypooOpasywnmye al'eHTH TUIla OopTaHoCWJlaHa, Kak OoIMcaHo B
InaTeHTHOM IokyMeHTe FR 1357762.

[61] CiemoBaTeJIbHO, npoliecc CHHTE3Ba 1o HacCTOAmeMY
nz30bpeTeHM oOfDeclneuMBaeT JIETKUMM M  3KOHOMUUHEM  I[IPOMBIJIEHHHM
CUHTE?3 KPUCTAJIJIOB 1eoJInTa, 1o MeHbIen Mepe BuMonaJibHOE
pacrnpenejieHre pa3mMepa YacTHUIL KOTOPEIX aBJIgeTCHd OOHOPOIHEM,
YIOpaBJgeMBeM, WJIM »OaxXe MOIyJMPOBaHHHM. KpomMe Toro, OBJIO HaWIeHO,
UTO TIpOollecC B COOTBETCTBMM C HaCTOAIMM M300peTeHMeM SABJISETCH
OUueHb CTa®MJILHEIM BO BpPEMEeHM, KOoI'Ia OH BHIIOJIHAETCS B HEIPEepPHBHOM
pexuMe . STH KPYCTaJIJIE HeoJInTa HaxoOAaT OueHb VHTEepeCHHEe
IpUMeHeHMUsS BO MHOTMX oB0JjlacTax.

[62] B YacTHOCTH, Oiaromap4d npoleccy 1o HacToAmeMy
n300peTeHNI0 Tellepbk BO3MOXHO 0oJjiee JIeTKO TIoJIydaThb  KPUCTAaJLJIB
LeoJInTa C  MyJIbTMMOIAJILHEIM  paclIpenejleHMeM  MOOYJIMPOBAHHBEIM U

OOHOPOIOHEM 0OO0pa3oM, B OTJMUME OT CMecek KpMCTAaJIJIOB pPa3JIMYHEX

pPasMepoB.
[63] MyJis TUMOLaJIbHOE pacrnpenejieHue pasMepa YacTHL
KpUCTAaJIJIOB neoJura, [10JIyYaeMEIx IOCPenCcTBOM nopolecca 1o

HacTodmeMy M300peTeHM, I[IO3BOJILEeT I[IOoJIydYaThb KPUCTAJUJIE, UMeKlre
BEICOKYIO 0BBEMHYIO [IJIOTHOCTD, B YaCTHOCTU 1o CpaBHEHMNI c
KpucraljljlaMM C OJIHOMOIaJIbHEIM paclpelelJleHMeM pasMepa dYacTull. B
YaCTHOCTM, MaJltle KPMUCTaJJIE MOTYT 3aHMMAaThb IIPOCTPAHCTBO MEeXIy
OOJIbIIMMM KPUCTaJIJIaMA .

[64] D3Ta BEHCOKad oObeMHasd ILJIOTHOCTE KPUCTAJIJIOB LIe0JIuTa,
[IOJIyYaeMbIxX C IoMOmbkl  IIpollecca  IIo HacTodmeMy  M300peTeHUro,
[103BOJIAET roJiydyaThb pPasJIMUHYIO anoCoOpPOUMOHHYIO 50PeKTUMBHOCTE,
0CcoBeHHO C TOUKM 3peHUd aICOopOLMOHHOM eMKOCTM.

[65] Kpucraljel LeoJiMTa, IoJIydaeMble TIOMOIIBK IIpollecca IIo
HacToAmeMy M300peTeHMID, TaKMM o00pas30OM HaxXOIOAT OUEeHb MHTEpPECHHE
IpMMeHeHMsa B oO6JacTu angcopbummu, pa3OdelIeHUS WM OUMCTKM TI'a30B U
XUOKOCTEN . B KauecTBe HeOT'paHUUMBAKINMX  [IPVMMEPOR, KPMCTaJLJIEL
IIe0JIMTa, IOJIydeHHEEe B COOTBETCTBUMM C IIPOILECCOM IIO HaCTOAmeEMY
n300peTeHnn, MOTYT IMIPEeOloUYTUTEJIEHO MCIOJB30BATECA B KadecTBEe
AICopOUPYIMMX HaIOJIHUTeJIe B KOMIO3UTAaxX Ha OCHOBe IIOJMMEPOB, B
KauecTBe COCTaBHOM YacTHU alJIOMEePUPOBAHHHX IIEOJIMTHHX adcopOeHTOB,
VCIIOJIE3YEMHEX B IIpolleccax alCOopOUMOHHOTO pas3lelJIeHMSa WIM OUMCTKH,
TakKMxX KaK I[POLEeCCH ¢ LUKIMYEeCKUMMM KoJieDaHMaIMM OaBJIeHUS W/UIINU
TeMIIEPaTypPH, WMIM B Ipolleccax pa3del]IeHUS XpoMaToTpadMuecKoT'o TuIla

(C HeNnoIBVMXHLIMM/ cJioAaMr, C IIOABWMXHEMM CJIOAMM, C IICeBIOOIIOIBIVXHBIMI
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CHOHMM), B TaKMX PazJIMYHEX IIPMJIOXEHMAX, KaK OUMCTKa IIPOMEIIJIESCHHEIX
I'as3oB, paslielJleHMe az30Ta M RKMCJIOpOoOda, OUMCTKa IIPHMPOIOHOI'O I'asa WIIN
CHMHTes3—T'a3a, 2NNz OUNMCTRKa PasJIMYHEIX He@TeXMMquCKMX @paKHMﬁ,

pPasoejyieHlrMe M30OMepOB M T.IO.
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$OPMYJIA MNBOBPETEHNA

1. Crioco® IPUTOTOBJIEHUS KpUCTAaJIJIOB 1IeoJInTa, VIMEIOMMX
MyJILTUMMOOAJIbHOE paclOpelelJieHMe pasMepa YacTHull, pPasMepH KOTOPHX
cocraBagiT oT 0,02 wMmMxM »mo 20 MKM, OpuUUYeM YIOMSAHYTHM CIOC00
COOEpPXMT IIO MeHBIIeM Mepe cJenyimue CTaluu:

a) TPUTOTORJIEHME CHMHTe3-TeJIi IIyTeM CMemlMBaHMA TI[I0 MeHblen
Mepe OOHOTO MCTOUHMKA KpeMHeseMa, IO MeHbMeM Mepe OOHOTO
MCTOUHMKA TJIMHO3eMa UM  OIIMOHAJILHO, HO IMOpellouTHuTeJILHO, 1o
MeHbIeM Mepe OIHOTO BOIHOTO pacTBopa I'MIPOKCHIA MeJIOUHOTO WM
MEeJIOUHOBEMEJIEHOT'O MeTaJlla,

b) muTanme TpyBuaToTro peaKTopa YIIOMAHYTEIM CUHTe3-TeJIeM,

C) TIIepBOe BBeOeHMe OIHOTO MM OoJiee 3aTpPaBOUHHX AaTl'€HTOB B
TpyBOUuaTElM pPeaKTOop WM BHIIE IO IOTOKY TpyBbuaToro peakTopa,

d) BTOpOE BBeIeHue OOHOTO WM 0OoJjiee  UIOEHTUYHHX WU
OTJINYUAKINXCSA BaTPaBOUHLIX ATE€HTOB B TPYOUaTHM peakTop,

€) BHIIOJIHEHME peaKlUuM KpUucTalliM3aluu B TpybuaToM peakKTope
CUHTEe3—Telld B IPUCYTCTBUU 3aTPaBOYHOTO areHTa (areHTOB) ,
oBpas3ynlrx pPeaKLUMOHHYID Ccpeny,

f) dnJIE TPOBaHME peaklMOHHOM cpenrl OJI V3BJIEUEHUA
IPOMBBEOEeHHEX KPUCTAJIJIOB.

2. Crnoco® mo m. 1, B KOTOpOM cCTammusa d) IIOBTOpSAeTCcs OIOMH,
oBa, Tpu WM 0oJiee pas, OPeOlIouTHUTeJILHO OIVH, IBa WJIM TPpU pas3a,
BoJlee MNPenlNouTUTEeJIEHO OOMH MJIM IOBa pas3a.

3. Cnoco6 mno n. 1 wmium 2, B KOTOPOM IIepBOe BBeleHUe
3aTPaBOUYHOT O areHTa (aTeHTOB) BRITIOJIHSIOT BLIIE infe) IIOTOKY
OTHOCHUTEJILHO peaKkTopa.

4. Cnoco® no JmoboMy M3 IOpellleCTBYKRIMX III., B KOTOPOM
3aTPaBOUHBIM areHT BHOUpAnT U3  00pa3yllnx 3apPO LN reJjiel,
KPMCTAJIJIOB 1LeoJiMTa, MMHepaJlbHHX YacTHull JiodoM OPpUPOIH M T.IO., a
Takxe MX cMecel.

5. Cnoco®t no JoboMy M3 TOpPedlleCTBYKIMX 1., B KOTOPOM
peakuusa KpUCTaJlJIM3alMy BHIIOJHAETCHS OPpM TeMiIepaType oT 60°C mo
200°C, mnpenmouTuTesbHO oT 80°C mo 160°C.

6. Crnoco6 mno JgoboMy M3 MOIPedmecCTBYKRMIMX II., B KOTOPOM
KpUCTAJIM3alMiD IPOBOOAT MIPM OaBJIeHMM OT aTMmochepHoro mo 1,5 Mila.

7. Cnoco® no JmwboMy M3 IOIpellleCTBYKIMX 1., B KOTOPOM
BCIIOMOTATEJILHHM CHUMHTe3-TeJib »o0aBJAT K pPeaKLUMOHHOM cpede B
omHOM MIM OoJlee Toukax TpyduaToTo peakTopa.

8. Cmocof mno JmboMy M3 OpedmecTBYOMNMX IIII., B KOTOpPOM ofmee

KONMUUEeCTBO LOOaBJIAEeMOTO 3aTpaBOUHOTO al'eHTa (areHTOB) COCTaBJIAET
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or 0,005 mo 10 mMac.% IO Macce CHHTe3-TeJid, IIPealodTUTEJIEHO OT
0,01 mo 5 mac.%, u 0Bojee npempnoururesbHO oT 0,01 mo 3 Mac.$ 10O

MaccCe CHMHTe3—-I'eJId, IIepPBOHa4YaJIEHO BBOIVMOI'O B pr@anHﬁ pPeakKTOop.

9. Cnocot mno JgoboMy M3 I[OpedmecTByKRIUX IiI., B KOTOPOM
MaTOUHEEe PacTBOPH co cTanuu f) duJib Tpauum nonoBepramnT
PELVPKYJISLUUN .

10. Cnoco6 1o JgoboMy U3 IMIPedllecCTByRIUX IlI., B KOTOPOM
KPUCTaJIJIbL eoJmnTa [IpencTaBJIART coboun KPMCTaJLJIbL neoJgmnTa,

BEIOMpPaeMoTro U3 LeoJuToB TUna MFI, ueogmuToB THIa MOR, LeoJUMTOB
Turna OFF, ueonmuToB THUIa MAZ, LeoJMTOoB TuHia CHA, LIeOJMTOB THIIA
HEU, uwmeosmuroB TuNna FAU, uneoguTor Turna EMT, uneosmmToB THIa LTA, a

Tarxe IOpyI'mX LeOTUIIOB.

IIo DOBEpPEeHHOCTHU
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