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benopycckuii rocyjapcTBEHHBIA TEXHOJIOTHYECKUN YHUBEPCUTET

HNCCIEJOBAHHUE BO3MOXHOCTH NOJYUYEHUA
KPYITHOKPUCTAJVIMYECKOI'O ®TOPUCTOI'O ATIIOMUHUA ITYTEM
PEI'YJIMPOBAHUS TEXHOJIOI'MYECKOI'O PEXKUMA OTAEJIBHBIX CTAIUNU

Ha ocHOBaHWH BBITOJHEHHOTO JIUTEPATYpHOTO 0030pa M aHaTW3a JCHCTBYIOIIETO MPOU3BOJICTBA
YCTaHOBJICHBI OCHOBHBIC TTApaMETPHI, BIUSIOIINE Ha KPUCTAIUTH3ANUIO (GTOpPHUCTOro aioMuHus. [Ipen-
CTaBJICHBI OCOOCHHOCTH MAaCCOBOM KPUCTAJLIH3AIMHY, €€ JTAIlbl, BIUSHUC YCIOBHHA KPUCTAIUTH3AUU HA
pa3Mep KpUCTAJIIOB, a TAKXKe MpHUBecHa nHpopManus 00 0COOEHHOCTIX KPUCTALTH3AIMA (YTOPUCTOTO
ATFOMUHUS B 3aBHCUMOCTH OT CITOC00a €To MONYyYCHHS U PEKUMA KPUCTAIUTH3AINH.

W3ydeHa TEXHOIIOTHS IMONydeHHsS (TOPHCTOTO ANFOMUHUS U3 TeKCa(QTOPKPEMHHUEBOW KUCIOTHI U
THIIPOKCHIA ATFOMHHHUS U TPOLECCHl MACCOBOW KPUCTALTU3AINH, IPOTEKAOININE B MHOTOKOMITOHEHT-
HBIX BOJIHO-COJICBBIX CHCTEMaX, OOpa3yIOIIUXCS Ha PAa3IMYHBIX CTaJUAX IPOU3BOJACTBA B PE3yINILTATE
XUMHYECKOTO B3aUMOJICHCTBUSI KOMIIOHEGHTOB CUCTEMBI W MOCIEIYIONUX CTATUi MIPOU3BOJICTBA. DKC-
MIEPUMEHTATIFHO JTOKa3aHa BO3MOXHOCTH TOJYYEHHUS KPYITHOKPHCTAIUTHYECKOTO (PTOPUCTOTO aTFOMHU-
HUS TYTEM PETYJIUPOBAHHS TEXHOJOTHMYECKOTO PEKUMA OTICIBHBIX CTAJAWNA M YCTAHOBIICH ONTHMAIh-
HBI PEKUM KpPHCTALIH3ANNAN (HTOPUCTOTO aIFOMHUHHUS, 00SCIICUYMBAIOIIUI pa3Mep 00pa3yroIuXcs KpH-
cTayuioB Oosiee 45 mMxMm. [Ipu 3TOM, COTIACHO CHCTEME IJICKTPOHHOTO 30HOBOTO 3HEPTOIUCIICPCHOH-
HOT'O PEHTTCHO(IFOOPECIICHTHOTO aHanm3a, conepxkanne AlF; Bo Bcex 00pasiax cOCTaBIsIIO HE MCHEE
95,7 mac. %.

[TyreM cpaBHHTENBEHOTO aHaH3a (HPAKIIMOHHOTO COCTaBa 00Pa3IOB, OTOOPAHHEIX MOCie OapabaH-
HOT'0 BaKyyM-(HIIETPa U IMOCIIE IIEYH C KKUTSAIIIMY CI0eM, JOKa3aHO, YTO TOBAPHBIN MPOIYKT 33 BPEMs
CYIIKHU H TIPOIIECCOB Ta3004UCTKH HE TIOABEPTaeTCs H3MEIbUCHHIO.

KaioueBsie ciioBa: (pTOpHUCTHII aIFOMUHUN, KPUCTAJUTU3aLNS, IIAPAMETPHI, PEXKUM, CTEIICHb Iepe-
CBIILICHHMSI, HEHTpaIM3alKsl, MOJIbHOE OTHOLIEHHE, (PUIBTPALHS, PACXOAHBIE HOPMBI, CYIIKa, CBOMCTBA.

A. N. Hauryliuk, O. B. Dormeshkin, A. N. Pisarenko, M. S. Mokhart
Belarusian State Technological University

ANALYSIS OF THE POSSIBILITY OF PRODUCING LARGE-CRYSTAL
FLUORINE ALUMINUM BY REGULATING THE TECHNOLOGICAL MODE
OF INDIVIDUAL STAGES

Based on the literature review and analysis of the existing production, the main parameters are es-
tablished that affect the crystallization of aluminum fluoride. The features of mass crystallization, its
stages, the influence of crystallization conditions on the crystal size are presented, as well as infor-
mation on the crystallization features of aluminum fluoride depending on the method of its preparation
and crystallization mode.

The technology of producing aluminum fluoride from hexafluorosilicic acid and aluminum hydro-
xide and the processes of mass crystallization that occur in multicomponent water-salt systems formed
at various stages of production as a result of the chemical interaction of system components and subse-
quent stages of production are studied. The possibility of obtaining coarse crystalline aluminum fluo-
ride by adjusting the technological mode of individual stages has been experimentally proved, and the
optimum crystallization mode of aluminum fluoride has been established, which ensures the size of the
crystals formed is more than 45 microns. Moreover, according to the electronic probe energy dispersive
X-ray fluorescence analysis system, the AlF; content in all samples was not less than 95.7 mas. %.

It is proved, by comparative analysis of the fractional composition of samples taken after a drum
vacuum filter and after a fluidized bed furnace, that a marketable product is not subjected to grinding
during drying and gas purification processes.

Key words: aluminum fluoride, crystallization, parameters, mode, degree of supersaturation, neu-
tralization, molar ratio, filtration, consumption rates, drying, properties.

BBenenne. PTopucThie COSTUHEHNS 3aHUMAIOT
OIHO M3 BO)XHEWIINX MECT B COBPEMEHHOW XUMH-
YeCKOW TEXHOJOTUH U TexHuke. drop sBiseTcs
00s13aTeTbHBIM CITYyTHUKOM  (hocopcoepkaiiero
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ceIpbsl. 3anacel ¢pTopa B GochaTHOM CBIphe Oolee
yeMm B 100 pa3 mpeBBIIAIOT €ro 3amackl B COCTaBE
IIaBUKOBOTO Immara. OOBSCHAETCS 3TO TEM, 4YTO
3amackl (ochOpHUTOB MPeOdIAAAIOT HAJl 3amacaMu
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¢moopuTa. XMMHUYECKU YUCTHIN KadpuuhpTOpana-
TUT conepxkut 42,23% P,0s, 55,64% CaO u
3,77% F.

B mHacrosmee Bpemsi Oomnbimas yacTb ¢oc-
¢daTHOrO CHIpBs mepepabaThIBacTCs B yIOOpEHUS
CEpHOKUCIOTHBIM criocoOoM. Takke MMeeT MecTo
nepepaboTka (ocaToB a30THOKUCIOTHBIM pas-
JIOKEHUEM W TepMuueckuM crocobom. [Ipu sTom
OCHOBHOE KOJIMYECTBO (hTOpa BBIAEIACTCS B Ta3o-
o0Opa3HOoM Buje. YiaBinuBaHHe (Topa MMeEeT BaxK-
HellIee Kak 9K0JIOTHYECKOoe, TaK U SKOHOMUYECKOe
3HayeHne. DTopucTeie ra3bl B MPOM3BOACTBE (oc-
(hOpHBIX yIOOpEHUIi TOTJIOIAOT IJIABHBIM 00pa3oM
BOJIOW C TOJy4YeHHEM KpPEMHE()TOPHCTOBOAOPOI-
HOM KMCIIOTBI, KOTOpasi CIYXHT MPOMEXYTOUHBIM
MPOAYKTOM JJIsl MONy4YeHus: GTopuia aJrOMHUHUS,
KpHOJIUTA U pAJa IPYTHX IPOAYKTOB.

B HacTosimee Bpemsi Bce MpeANpUsATHs, Mepe-
pabaTbIBaromue (HTOPUCTHIN aTIOMUHUH, PEABSB-
JSIOT Bece Ooliee jKeCTKHe TpeOOBaHHs K €ro mort-
peOUTENBCKIM CBOMCTBAM, B YACTHOCTH K pa3Mepy
KpucTtayuioB. IloaToMy nenbio McciaenoBaHUM, pe-
3yJbTaThl KOTOPBIX MpPEJICTaBICHBl B HacTOSIIEH
CTaTbe, SBUJIOCH M3y4YEeHHE BO3MOYKHOCTHU MOJyue-
HUS KPYHTHOKPHUCTAUIMYECKOTO (hTOPUCTOTO allto-
MUHHUS TIYTEM PETYJIUPOBAHUS TEXHOJOTHYECKOTO
peXMMa OTIENBHBIX CTaIuil.

[Tpon3BOACTBO TEXHUUECKOTO (PTOPHUCTOTO ajro-
MUHHS Ha OOJBIIMHCTBE MPEANPHUITUI OCYLIECTB-
nseTcsl HehTpanu3auued TUAPOKCHAA aJIOMHUHUS
rekca@ TOpKpEeMHHEBO KUCIIOTOM C TOCIEAyIo-
UMM OTAEJCHHEM CYCIEH3MH OT KpeMHere,
JanbHeWIel KpucTaanu3anued, (uibTpanueid u
CYLIKOM MacTBhl.

OpHaKo MPOU3BOJACTBY (PTOPUCTOTO ATFOMHHUS
MOCBSIIEHO OTPaHMYCHHOE KOIUYECTBO pabdoT, KO-
TOpble B OCHOBHOM HampaBJeHbl Ha U3yUYCHHE KH-
HETUKH KpUcTayuiu3auu [1], ycTaHOBIEHUE BIUS-
HUS COCTaBa MCXOJHOH cMecH KHCIOT Ha COCTaB
KOHEYHOT0 NMpOAyKTa [2], pelieHne TeXHOJIornde-
CKUX M 9KOHOMHYECKHUX BOIpocoB [3, 4]. B HayuHo-
TEXHUUYECKOW JIMTepaType BCTpEdaeTCs HECKOJIBKO
MATEHTOB, ONKCHIBAIOIINX TEXHOJIOTHIO €r0 MPOu3-
BojicTBa [5—11]. DTM naHHBIE HE AAIOT IOJHOU
WHPOPMALIMK O TEXHOJOTMYECKOM pPEKHUME OT-
JENBHBIX CTaJAui MPOU3BOJCTBA C IIENBIO MOJIyde-
HUS KPYITHOKPUCTAJUIMYECKOTO MPOAYKTA C pa3Me-
POM KpHCTaJUIOB Oojiee 45 MKM.

IToaToMy pe3ynbTaThl MpeICTaBIEHHBIX HCCIIe-
JIOBaHUN SIBUINCHh B CBOIO OYepeAb OCHOBAHUEM
IUIs1 BBIOOpa ONTUMAaJIBHOTO peXXUMa MPOU3BOJICTBA
KPUCTAITMYECKOT0 (PTOPUCTOrO aliOMUHU, obec-
MEYNBAIOIIEr0 HEOOXOIUMBIH pa3Mep KPUCTAJUIOB
MPOU3BOJMMOTO MpoaykTa. OOBEKTOM HcciIeq0Ba-
HUHM BBICTyHajla TEXHOJIOTHS TONy4eHUs ¢Topu-
CTOTO alIOMHHHUS U3 TeKcaTOPKPEMHHEBOH KH-
CJIOTHI ¥l TUAPOKCH/IA AIFOMUHUS U IPOLIECCHI, IPO-
TEKalMe B MHOTOKOMIIOHEHTHBIX BOJHO-COJE-

BBIX CUCTEMaX, 00pa3yIoIIUXCsl Ha Pa3InYHbIX CTa-
JIUSX TIPOU3BOJACTBA B PE3yJIbTaTe MPOTEKAHUS XU-
MHYECKOTO B3aMMOAEHCTBUSA KOMIIOHEHTOB CHCTe-
MBI, a TaKXKe CTaaus KPUCTAUIM3AINHU IIEJIEBOTO
NPOIYKTa — GTOPUCTOTO ATIOMHUHUS.

OcHoBHas 4acTb. CpIppeM JI IPOU3BOJICTBA
(bTOPUCTOTO ANFOMHHHUS SIBISUIMCH IECOK TPUTH/I-
paTta oKcuaa aloMUHUS (BJIAXKHBIM) B COOTBETCT-
Buu ¢ TY 1711-069-00196368 u kucmora rekca-
(dropkpemuaneBas npousBojcTBa OAO «l'omens-
ckuit xumuueckuit 3aBoa» (I'X3), ¢ comepxkanuem
H,SiF¢ e menee 12,5 mac. %.

UccnenoBanne (QU3NKO-XUMHYECKHX OCOOCH-
HOCTEH MPOIIECCOB, JIEKAIUX B OCHOBE MOTyUEHUS
(bTOpUCTOTO aIOMUHUS TYTEM HEHWTpaTu3aluu
rekca) TOpKpeMHUEBOH KHCIOTHl THIPOKCUIOM
ATIOMUHHSA, TIPOBOMIIH CIIEAYIOIINM 00pa3oM.

Cramuio HeWTpanu3auuu rekcadTOpKpeMHHE-
BOH KHCJIOTBI THAPOKCUAOM aTIOMHHMS OCYIECTB-
JSUTM TIEPUOJUYECKH B TEPMOCTATHPYEMOM peak-
TOpE C MePEMEIINBAIOLINM YCTPOUCTBOM 00BEMOM
1000 M. Ha craguu HeWTpanu3aluu BapbUpOBAIIU
CIeyIoIUe THapaMeTphl: MOJBHOE COOTHOIIEHUE
Al(OH); : H,SiFg ot 1,8 1o 2,1, TemmepaTypa BBO-
na pearentoB oT 70 1o 90°C, npoAomKUTENTbHOCTh
crtaauu Hetpamuzauuu 20—25 MHUH, CKOPOCThH IIe-
pememuBanus ot 50 10 100 06./mMuH.

[lepBoHayanbHO B peakTOp BHOCHJIACH Te€Kca-
(TOpKpEeMHIEBas KUCTIOTA, KOTOpask OJOrPeBatach
JI0 3aJJaHHOW TeMIepaTypbl, 10 JOCTHXEHHIO KO-
TOpPOM B peakTop BBOAWIM THAPOKCH] AITIOMHUHUS.
BsaumoneiictBue rekcadTOPKpEMHHEBOH KUCIOTHI
C TUAPOKCHJIOM SBISETCS IK30TEPMUUYECKHM IpPO-
IIECCOM: 3a CUeT TEIUIOTHl PeaKkUMU TeMIeparypa
peakuuonHoil cmecu gocruraer 85-100°C. Ilpo-
JOJDKUTENBHOCTH Mpoliecca 0T Havajia 3arpy3ku J0
(bunpTparyK MONYYSHHOW CYCIEH3UH COCTaBIIsLIa
20-25 MuH.

[locne oxoH4aHMs cTaauM HEUTpaTU3aLUM CyC-
TICH3UIO Cpa3y MOAaBajM Ha ropsaee QpUIbTpoBaHHE.
Ha ¢wubTpe nporcxoamno oTaeneHne ocaaka KpeM-
HErelsl OT IEPECHIIEHHOTO pacTBopa (HTOPUCTOro
amoMuHusA. OcaloK KpeMHerenss MpPOMBIBAJICSH, BbI-
CYIIMBAJICS U CKIAAUPOBAJICA B EMKOCTH AJISI KpPEM-
Herensi. OCHOBHOM pacTBOP IEPEHOCUIICS B PEaKTOP-
kpuctauuzarop oobemoM 1000 mi, cHaOXKEHHBIN
MarHUTHOW MEIIAJKOW M pPa0OTAIONINi B IMEPHO-
JudeckoM pekume. TemmepaTypa pacTBopa B KpH-
cTajM3aTope u3MeHsack B uHTepBaie 80-95°C.
KoHnTposnp TemmepaTypsl OCYIIECTBISUICS JaT4H-
KOM, TTIOMEILEHHBIM B PacTBOpP.

Hns monmyuyenus: Ooniee KPYIHBIX OBICTPOOCAXK-
JAIOIIUXCSl KPUCTAJIOB B KPUCTANIA3aTOP BBO-
JIWIIA «3aTpaBKy» KpuctauioB AlF; B xomuuectse
15% oT pacueTHOro KOJMYECTBA IOIy4aeMOro
AlF; npu cunTese. Ha cramuu kpucramumzanuu
BapbUpOBAJIM CJEIYIOIIKME MapaMeTpsl: TeMIlepa-
Typa kpuctamusanuu ot 80 go 100°C, cxopocThb
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nepemenuBanus oT 40 1o 75 00./mMuH, abcoNOT-
Hoe mepechbimieHne oT 4 mo 9. OOpasoBaBmasics
NP KPUCTAIM3ALUN CYCHEH3Hs, COCTOALIas W3
kpuctamioB AlF; u marouHoro pactBopa ¢Topu-
CTOTO AaMIOMHHHUS, TOAaBalach Ha QUIBTPALHIO
IUISl OTACTICHNSI TOTOBOTO MPOAYKTa OT MaTOYHHKA.
B memsix coxpaHeHHs MEpBOHAYAIBLHOTO pa3mepa
KPHCTAJJIOB HX CYIIKA OCYIIECTBISIACH HA BO3MY-
xe. B mony4yeHHOM MpoayKTe ONMpeAessuid TpaHy-
JIOMETPUUYECKUIA COCTaB, I 4YEro HCIOJIb30BAIN
Ja3epHBId  MUKpOAHAIN3aToOp pPa3MEpOB YacTHUI]
ANALYSET-TE 22 NanoTec plus ¢upms Fritsch
GmbH (I'epmanus).

Pe3ynpTaThl uccnenoBaHuil BIUSHUS HapamerT-
POB CTaguu HeHTpanu3anuu TekcadTOpKpeMHHe-
BOM KHCJIOTBI Ha pa3Mep KpUCTaIIOB (PTOPUCTOTO
AIIOMUHMS TIOKa3and, 4YTO Haubojiee KpyIHBIC
KpHCTAIUIBl (hTOPHIA AMIOMUHHUS O0pa3yroTcs MpH
MonbHOM oTtHomenuu Al(OH); : HySiFg, paBHOM 2
(puc. 1, 6, puc. 2, 6). [Ipu gaHHBIX ycIoBHUAX 00pa-
3yeTcsl MONMUIUCIICPCHBIN COCTaB C pa3MepoM dac-
Ul oT 5 10 200 MKM, B TO BpeMsl Kak IpH JPYTHX
MOJIbHBIX COOTHOILCHHMSX, 38 HCKIIOUEHUEM OIbITa
(puc. 2, 6), MakKCUMalbHBI pa3Mep YacTHL JOC-
turan 150 mxm. [Ipu stom Gonee 75% wactun
UMeIT pazMmep Oonee 45 MKM, B TO BpeMs Kak B
OCTaNIbHBIX OMbITax He Oosee 65%. laHHBIN (akT
MOKHO OOBSICHUTh HEraTHBHBIM BIHMSHUEM HETPO-
pearupoBaBLIell 4acTH TeKcad)TOPKPEMHHEBOH KH-
CIIOTHI Ha CKOPOCTh POCTa OTACIBHBIX I'paHel KpH-
crajna, ero raburyc u 1. m. CriemoBaTenbHO, Ui
BBITIOJTHEHHUS TTOCIIEIYIOIINX CUHTE30B MIPUHUMAIIH
MOJIBHOE COOTHOIIEHHE, paBHBIM 2. Heobxoammo
OTMETHUTh, YTO C MOBBIIICHUEM TEMIIEPaTyphl KpH-
CTaJUTM3alMM COJEPYKaHWE KPYMHOKpPUCTAIIIHYE-
CKOTO TMPOAYKTa YBEIMYHBACTCSI HE3aBHCHUMO OT
MOJIHOTO OTHOIICHHUSI MCXOJHBIX KOMIIOHEHTOB H
MPOMCXOAUT CY)KEHHE AMana3oHa TUCTIEPCHOCTH
YaCTHII IO Pa3Mepam.

[Tpu u3yyeHnn BIMSHUSA TEMIIEPATyphl HEUTpa-
JM3alMY Ha TPOLECC KPUCTAIIH3AUNN (PTOPUCTOTO
QIIOMUHHS CUHTE3BI MTPOBOIMIN IPH TEX Ke mapa-
MeTpax, YTO W B HPEABIIYIIEH CEpHH OMBITOB, 3a
UCKITIOYCHHEM HavaJbHOM TemrmepaTypbsl HeWTpa-
JU3alry, KOTopas BapbHpOBajach B WHTEpBaje
70-90°C. Tak, ¢ IOBBIIIICHHEM HAaYaJHLHOHW TEMIIE-
patypsl HEHTpalM3allid YCTaHOBJICHO CYXKEHHUE
TpaHyJIOMETPUYECKOTO IUara3oHa pacrpeaeeHus
ygacTull 1o pasmepam ¢ 5-200 mo 20125 mMxmM, npu
3TOM JO0JISL YacTHll C pazMepoM Oornee 45 MKM yBe-
muauiack ¢ 75 no 85%. Janusiii pesynsTaT 00Yy-
CIIOBJICH TEM, 4TO NpH OoJiee HU3KOH HadanbHOU
TeMIeparype HeHTpaau3auuy TemIeparypa Moiy-
YaeMol CYCIIEH3WH, OTHPABIIEMON Ha OTACICHHUE
KpeMHereJssi, HiKe, a (TOPUCTHI aTlOMHUHUAN Ha-
YMHAET KPUCTAIIM30BaThC YK€ Ha CTaIuH (UIIb-
TpaLUuN KPpeMHETeNnsd 1 OCHOBHOM pacTBOp HEOOXo-
nuMo nogorpesats a0 80°C.
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W3 nutepaTypsl n3BectHO [12], 4T0 U3MEHEHHE
TEMIIepaTyphl BIMSIET KaK Ha CKOPOCTH oOpa3oBa-
HUS 3apoJbllIel, TaK U Ha CKOPOCTh HX POCTa,
mpudeM B OOINbIIEH CTENeHH 3TO BO3JCHCTBHE
MPOSIBIISIETCST B MPOLIECCE BO3HUKHOBEHHS 3apo-
neimiedd. Tak, ¢ MOBBILIEHHEM TEeMIIEpaTyphl KpH-
CTaJUIM3allMM  yBEJIMYMBACTCS CPEOHHUI pa3Mep
KPHCTAJUIOB, O YeM M CBUACTENBCTBYIOT MOTy4EH-
HBIE pE3yJIbTATHI.

Uzyuenne BAMAHUS MPOAOKUTEIBHOCTH MPO-
Hecca HeHTpaM3aly B HHTEpBaJle BApbUPOBAHUS
20-30 MMH ¥ CKOPOCTH NE€peMELINBaHMs B JUarna-
30He 50-100 00./MHMH He MOKa3ano 3aMETHOr'O BO3-
JOEWCTBUSL Ha pa3Mep YacTHL KPHCTaJUIH3YIO-
mierocst propuaa anmoMuHus. JlaHHBIE TTapaMeTphl
BJIMSIOT Ha TMOJHOTY MPOTEKaHWs Ipolecca Hel-
TpaJHu3aluy U, COOTBETCTBEHHO, HA BBIXOJ IIEIIEBO-
r'o IPOAYKTA.

[Ipu BBIOTHEHWH CEPUM IKCIIEPUMEHTOB IO
UCCIIEIOBAHUIO BO3ICUCTBHS TapaMeTpOB CTaIuH
HEWTpaIu3aluu TeKCaQTOPKPEMHUEBOW KHCIIOTHI
Ha pa3Mep KpUCTAJUIOB (PTOPUCTOTO aJIOMHHUS yC-
TaHOBJIGHO, YTO CYILIECTBEHHOE BIMSHUE Ha pas-
Mep dYacTHl (PTOPUCTOrO aTFOMHUHUS OKa3bIBAalOT
TaKkde TMapaMeTphl, KaK MOJBHOE OTHOIICHHUE
Al(OH); : H,SiF¢ u HayanpHas Temmeparypa Hew-
Tpanu3auuu. M3ydeHo BiIMsAHUE OTAETBbHBIX Mapa-
METpOB Ha (HPaKUHMOHHBIA COCTaB KOHEYHOTO MpPO-
IOYKTa U yCTAHOBJIEHO, YTO MOJBHOE COOTHOIICHHUE
JOJDKHO OBITH paBHBIM 2, a HadalbHas TeMIepa-
Typa HeHTpanmu3auuud JOJDKHA OBITH HE MeHee
80°C, YTO NO3BONMUT NOJYYUTh MAKCHMAJIBHO
KpYIHBIE YacTUIBl (TopucTOoro amoMuHus. [lpu
9TOM MPOJOJKUTENBHOCTh TpoLecca HeWTpau-
3allMd W CKOPOCTH MEpeMEIIMBaHHUA HAa JaHHOU
CTaJuu CYUIECTBEHHOTO BIIMSHUS Ha pa3Mep yac-
THUI] HE OKa3bIBAIOT.

Pesynpratel nccnenoBaHuii BIUSHUS NapameT-
POB CTauy KpUCTAJUIM3AUH (HTOPUCTOTO aJTFOMHU-
HUsI HA pa3Mep €ro KpPHCTAJUIOB MOKa3alld, YTO C
MOBBIIICHAEM TEMIIEPaTypbl KPHUCTAJUIU3ALMH 10
95°C wnHabnromaeTcsi 3HAYMTEIBHOE YBEITHUYCHUC
pasmepa vactul (Tabnuna). Tak, mpu Temmneparype
kpuctaummzanuu 80°C obOpa3yercs moiuaucnepc-
HBIA cOCTaB ¢ pa3MepoM dacTull oT 5 10 200 MKM,
anpu 95°C—ot 5 nmo 500 MKM, Ipu 3TOM cpenHui
pa3mep gactull yBenuuuiics ¢ 60 1o 85 Mkm.

3T0 monTBepKIACTCS pe3yNbTaTaMH MPOBEACH-
Heix JI. H. Marycesuuem u H. I1. bimHoBo# uccie-
JOBaHUH, TOKA3bIBAIOUIMX, YTO KPUCTAJUIN3ALHS
cojeil B o0macTu Ooyiee BEICOKUX TEMIeparyp MpH
NPOYMX PAaBHBIX YCJIOBHUSX CIIOCOOCTBYET YBEIH-
YEHHUIO CPETHETO pa3Mepa KPUCTAIIIOB B IPOAYKTE.
Tak, ¢ TMOBBIIICHUEM TEMIIEPaTYPbl KPUCTAJIIN3a-
UM yBEJIMYUBACTCS CPEJHHUN pa3Mep KPUCTaUIOB,
0 YeM CBHUJICTENBCTBYIOT MOMyYCHHBIE PE3YJIbTATHI.
CrenoBaTtenbHO, MPOLIECC KPUCTAJUIM3ALMHA HEO00-
XOZMMO BECTH MpHU OoJiee BEICOKMX TEMIIEpaTypax.
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Puc. 1. TucrorpaMMel pactipeieNieHUst KPUCTAIIIOB Puc. 2. TucrorpaMMsl pactipeieSieHus: KPHCTAIIOB
(dTOpHIa ATFOMHHUS IO pa3MepaM B 3aBUCHMOCTH (dTopHIa ATFOMUHUS 10 pa3MepaM B 3aBUCHMOCTH
ot MostpHOTO cootHomienus Al(OH); : H,SiFg pu 80°C: ot MosbHoro coorHomenusa AI(OH); : H,SiFg npu 90°C:
a-18;6-1,9;6-2,0;2-2,1 a-18;6-19;6-2,0;,2-2,1
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Pacnpenenenne kpucranios ¢propuia aTloMIUHUSA
IO pa3MepaM B 3aBHCHMOCTH
OT TeMIIEPATYPbl KPHCTANLIA3ANHHA

Opaxkiu- | Conepxanue Gppakiyu 3a1aHHOTO COCTaBa
OHHEI | B 00pasie, mac. %, PU COOTBETCTBYOIICH
COCTaB, TeMIepaType KPUCTALTH3AINN

MKM 80°C 90°C 95°C
0,05-1 0,71 1,00 1,04
1-2 0,69 0,87 1,03
2-3 0,52 1,13 1,17
34 0,08 0,90 1,01
4-5 0,05 0,62 0,72
5-10 4,01 1,72 1,85
10-20 7,95 4,62 1,86
20-50 15,87 52,05 19,03
50-100 51,41 37,05 49,56
>100 18,71 0,04 22,73

IIpu n3y4yeHnn BIHAHUSA CKOPOCTH NEpEMEIIn-
BaHMUsI Ha MPOIECC KPUCTALTH3ALHUU (TOPUCTOTO
QJIIOMHMHUS CUHTE3BI IPOBOIMIN ITPU aHATOTUYHBIX
MapaMeTpax, 4To U B MPEABIAYIIEH CepUU OIBITOB,
32 UCKJIIOYEHHEM CKOPOCTH IEepeMElINBaHMUs Ha
CTaJuu KPUCTAJUIM3ALIUU, KOTOpas U3MEHAIach OT
40 o 75 06./MuH.

Pe3ynbrarl rpaHylOMETPHUYECKOTO AaHaNM3a
o0pa3yromyxcss KpUCTAIOB (TopHaa IOKa3aiu,
YTO C YBEIMUYEHHEM CKOPOCTH NEpEMELIMBAHUA Ha
CTauy KPUCTAIM3alK HaOII0AaeTcss yMeHbLIIe-
HUE MaKCHUMaJbHOIO M CPEJHETO pazMepa KpUcTa-
noB ¢ropuaa amomunus ¢ 70 1o 50 MkM. 310 00B-
SCHSIETCSI TEM, YTO C MOBBIIICHUEM YKCIa 000POTOB
MEIIAIKH JOJDKHA YBEIUUUBATHCA CKOPOCTH 00Opa-
30BaHMA 3apoAbIleil 3a CYeT MHEPLUMOHHOTO BBI-
Opoca HEyCTOWYMBBIX «J03apOJbIIICi» M3 00en-
HEHHBIX W HAarpeThIX BCJIEACTBHE MX 00pa30oBaHUS
y4acTKOB MaTEPHUHCKOH cpenpl B cocemHHe Oolee
Ooratble W XOJOAHBIC YYacCTKH, IZl¢ 3HAUYUTEIHHO
obnerdyaercsi pocT 3apoAbllield 1O YCTOWYMBBIX
pasmepoB. OJHAKO TOBBIIIEHHE WHTEHCHUBHOCTU
JBIDKEHMS PacTBOpa YBETMUMBAET U CKOPOCTH POC-
Ta KPUCTAIJIOB 32 CUET YCKOpeHus Au((Py3rnOHHOTO
[IEPEHOCA KPHUCTAJUIM3YIOLIETOCS BEIIECTBA K HX
rpadaM. IlnaBHOe yMeHbIIEHHE CpelHEero pasmepa
KPHCTAJUIOB C YBEJIMYEHHUEM CKOPOCTH pa3MeIlINBa-
HUS YKa3bIBAET, NPEXKIE BCETo, Ha TO, YTO KOJIMYECT-
BEHHOE BJIMSHHME CKOPOCTH JBIKEHHUS pacTBOpa Kak
Ha CKOPOCTh POCTa KPUCTAJIOB, TaK U Ha CKOPOCTh
00pa3oBaHMs1 3apObIILIEH TPUMEPHO OJTUHAKOBO.

Hcxonst U3 MOMy4YeHHBIX pe3yJIbTaTOB MOXKHO
clenaTh BBIBOJ, UYTO XapakTep THAPOIUHAMMKU
JBYDKEHUS pacTBOpa MpH MepeMelINBaHNM Ha CTa-
UM KPUCTAJUIM3ALMU SIBIAETCS OOHUM M3 BaX-
HEHImMX (akTOpOB, KOTOPBIA OKa3bIBACT BIMSHUE
Ha KOHEYHBIM pa3Mmep KpucTaiioB. UeM MeHbIe
CKOPOCTH BpAallleHHS MEIIANKH, 00eCcTeYnBaronIas
HaXO0XJIEeHHE TBEPJbIX YACTUIl BO B3BEIIEHHOM CO-
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CTOSIHUHM, TeM OoJiee KpyIHBIE KPUCTAUIBI OYAyT
00pa30BBIBATHCS.

YBenuueHne MNPOAOHKUTEILHOCTH —Ppa3ioiKe-
HUs ¢ 4 10 6 9 HE 0Ka3aJo BIUSHUSI Ha pa3mep 00-
Pa3yIOIIUXCSl KPUCTAIIIOB, YTO CBUJIETEIBCTBYET O
3aBEPIICHUN OCHOBHOM (ha3bl KPUCTAIUTH3AIIHH.

W3menenre aOCONIOTHOTO TIEPECHINICHUsT 00Y-
CJIOBJIGHO KOHIICHTpAllMe HKCHOIb3yeMOl TIeKca-
(hTOPKPEMHUEBOI KUCIOTHI U BO3MOXHO TOJIBKO ¢ 0
1o 11,846, omHako Ha cTaguu KpUCTAIUIU3AIMU (TO-
pYAa aTIOMHUHUS UCTIONB3YETCSl KUCIOTa ¢ AUAana3o-
HOM KoHueHTparmu 12,5-16,0 mac. %. Ilockombky
UCMOJIb30BAaHUE KHUCIIOTHI C KOHLIEHTpalueld MeHee
12,5 mac. % B JajbpHEHINIEM BBI3bIBACT 00pa30BaHKE
AKTHBHOTO JINOKCH/IA KPEMHHUS, YTO YXYJIIIACT MpPO-
1ecchl (PUIIBTpalMi U OTMBIBKM OcCajika, a Oonee
16 mac. % MOXeT MPUBECTU K KpUCTAILUTH3aMU (To-
pUIa aTOMUHUS W TOTEepe €ro mpu (QuibTpa-
tun [13]. JaHHBIM KOHLIEHTpAIUSAM COOTBETCTBYIOT
CJIC/TyFOIIIUE 3HAYCHUSI a0COIFOTHOTO TEPECHIIICHHUS:
8,948 u 11,846. Takoe He3HAUUTEILHOS M3MEHEHNE
3HAYCHHS a0COJIFOTHOTO TIEPECHIIICHHS HE OKA3bIBACT
BJIMSIHUSL HA CKOPOCTh POCTa KPUCTAILIOB.

Kpome Toro, B nmuteparype mmeercss wH(OP-
MaIys, 4TO 3HAYUMBIA 3PPEKT yBETUYCHUS pa3-
Mepa KpUCTAJUIOB HAOI0aeTCs TOJILKO TIPH CYIIle-
CTBEHHOM HW3MCHEHHH aOCOJIOTHOIO IepeChIIe-
Hus (B pasbl), MO3TOMY B paMKaxX MPOHU3BOJICTBA
¢TopucTOro aNMOMUHHA a0CONIOTHOE TepechIle-
HUC HE OKa3bIBACT 3HAYUTEIIBHOTO BIIMSHHUS Ha
pa3Mep KpUCTaIOB.

Ha ocHOBaHMM WCCIEIOBaHMS BIIMSHUS Tapa-
METPOB HAa pa3IMYHBIX CTAIUSAX IMPOU3BOJICTBA
(hTOpUCTOTO AMFOMUHUS HA pa3Mep 00pa3yIoIUXCs
KPUCTAJUIOB YCTAHOBIICHBI ONITUMAJIBHBIC 3HAUCHUS
TEXHOJIOTUYECKUX apaMeTPOB:

—MonbHOe oTHomenue Al(OH); : H,SiFg Ha
CTaJIuW HEWTpalln3alluu, paBHOe 2;

— HayaJibHas TEMIIepaTypa CTaJud HEUTpau-
3anuu — He MeHee 80°C;

— TemnepaTypa Kpuctamuzanuu — 95°C;

— CKOPOCTh BpAIICHUS MEIIATKHA Ha CTaJlUA KPH-
crammanun — 40 00./MUH, 00eCTICUHBAIOIIHE TIOITY-
YEHUE KPUCTAUIMYECKOTO (PTOpUIA ATFOMUHHS, CO-
oteerctBytomero TY BY 400069905.040-2010.

[Ipu onTUManbHBIX 3HAYCHUSIX TEXHOJIOTHYEC-
CKUX TIapaMeTpPOB ObUI MPOBEACH OMBIT C IENBIO
CpaBHEHUSI TMOJYUYEHHOTO MPOAYKTa C MpPEACTaB-
JCHHBIMH 3aBojickumu  oOpasuamu ('X3). us
OIBITa, PE3yJIbTAaThl KOTOPOTO TPEACTABICHBI Ha
puc. 3, NPUHATHI CIEIYIOUTUE 3HAYCHUSI TEXHOJO-
TUYECKUX MTapaMeTPOB:

1) monbHoe otHomenue Al(OH);: H,SiFs Ha
CTaJIuu HEWTpalln3alluu, paBHOe 2;

2) HavyanbHasl TeMmIepaTypa CTaauu HeHTpaiu-
3a1um — He MeHee 80°C;

3) CKOpOCTh BpaIlleHHsI MEMIaJKd Ha CTaIuu
HerTpamuzanuu — 60 00./MUH;
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Puc. 3. 'ucrorpamMmmsl pacripeenieHnsi KpUCTALIOB (TopHIa aIFOMUHUS 110 pa3Mepam:
a — o0pa3ell, CHHTE3UPOBAHHBIN ITPH ONTHMAJIBHBIX ITAPAMETPAX TEXHOJIOTHUECKOTO PEKIMA;
0 — obpaszert (TOpHUCTOro AMOMHUHUS ¢ OapabaHHOTO BaKyyM-(HIbTpa, IPEACTAaBICHHbIN crieruanucTamu [ X3;
6 — o0pazen PTOPHCTOro ATFOMUHHMS TT0CIIE CYIIMIIKH C «KHITAIIAMY CJIOEM, IIPEeJICTaBIeHHbIH crienuaiuctamu [ X3

4) MpOJOKUTENBHOCTh MpoIlecca HelTpanu3a-
nun — 20 MUH;

5) Temneparypa Kpuctammzanuu — 95°C;

6) CKOpOCTh BpalleHUS MEIIaIKHd Ha CTauu
kpuctaumzanuu — 40 00./MuH;

7) POOIKUTEIBHOCTH TIpOIlecca HelTpau3a-
iu — 4 4.

W3 mony4eHHBIX pe3yNbTAaTOB CIEAYET, 4TO
oOpazer mpoIyKTa, CHHTE3WPOBAHHOTO TIPH OIITH-
MaJbHBIX MMapaMeTpax TEXHOJIOTUYECKOTO PekKIMa,
nMeeT Ooree y3Kuil (ppaKIMOHHBINA COCTaB, U3Me-
wsromumiics ot 40 go 140 MM, TIpu 3TOM CoepXKa-
HUE YacTHUI[ pa3MepoM Oosee 45 MKM MPEBBIIIACT
95%. A npoMBIIUIEHHBIH 00paser; (TopHCTOro
aMOMUHMS ¢ OapabaHHOTO BaKyyM-QuIbTpa,
MpeAcTaBleHHbIN cniennanuctamu ['’X3, umeer no-
JUANUCTIEPCHBIN cocTaB Oombiero auamna3ona (ot 1
no 180 MKM), Ipu 3TOM coJiep)KaHKe YaCTHIl pa3-
MepoM Oonee 45 MM He mipeBbimaet 80%.

CpaBHUTENBHBIA aHATU3 (PAKIIMOHHOTO CO-
cTaBa 00pa3IoB (PTOPHCTOTO ATFOMHHHUS MTOCIE Oa-
pabanHoro BakyyMm-pmibTpa (puc. 3, 6) u mociue
CYIIWIKHA C «KHUISIIUM» clioeM (puc. 3, g), mpen-
CTaBIICHHBIX crenuamucramMu ['X3, IoKa3bIBacT,
4TO COJIEpKAaHUE MEIKON (paKIuu W3MEHSETCS
HE3HAYHUTEIHHO, MTO3TOMY TPEATIONIOKEHUS 00 U3-
MEJTbUCHUY TPOIYKTa 33 BPeMsl CYIIKH U TPOIIeC-
COB Ta300YHMCTKH HE TOATBepxkAaroTca. Heobxo-
JTUMO TaK)XK€ OTMETHTh, YTO IPEACTABICHHBIC 00-
pasipl (CKopee BCEero) He SBISIOTCS 00paslamMu O
HOTO CHHTE3a, TaK KaK OTOMPAIMCh B OJHO BpeMd,
YTO CKa3bIBACTCS Ha JIOCTOBEPHOCTH PE3YJILTATOB.

Ilo pe3ympTaTaM 31IE€KTPOHHO-MHUKPOCKOITHYE-
CKUX HCCIICIOBaHUN ObUIH ompeneneHbl GopMbl
BHEIIHUNA BUJ MOJYYCHHBIX KPHCTALUIOB 00pa3ioB
(¢TOpUCTOTO AaMOMUHUS, (QPAKIMOHHBII COCTaB
KOTOPBIX TPEJACTaBICH Ha puc. 3. B wactHOCTH,
dhopma 1 MopdoIOTHS KPHUCTAUIOB MPOIYKTa, 00-
pasyrommxcs Tpu HeHTpanuzanuum TrekcapTop-
KPEMHHEBOW KHCIIOTHI THAPOKCHIOM AallFOMUHUS,
HE MMEIOT CYIIECTBEHHBIX Pa3IUYUil B 3aBUCUMO-
CTH OT peXHMMa KPUCTAJUTH3AINH, KOTOPBIA BIUSET
TOJIBKO Ha pa3Mep KpUCTAIOB. B OCHOBHOM 3TO

YaCTHUIBI 3JUTUIICOIIONO0HON (OPMBI Pa3IUMYHBIX
pasmepoB. Hanboupmasr 10515 METKHX KPUCTAIIIOB
HaOIIoaeTCs y 00pasia (GTOPUCTOrO ATFOMUHHUS C
0apabaHHOTO BaKkyyM-(WIBTpa, MPEACTABICHHOTO
cnermanucramu 1'X3. ¥V 1Byx apyrux o6pasioB
OOJIBIION pa3HUIBI B pa3Mepax U TUCIEPCHOCTH
cOoCTaBa HeT.

3axmouenne. [lo pe3ynbraramM BBIMOTHEHHBIX
HCCIENOBAaHUM MOXKHO CHIeJaTh BBIBOJ, YTO OCHOB-
HBIMH TapaMeTpaMH, BIMSIONMMH Ha pa3Mep 00-
Pa3yIOIMXCS KPHUCTAJUIOB, SBISIOTCS TPHPOAA KpPH-
CTAUTM3YIOIICHCS  COJIM, HWHTEHCHUBHOCTh  IIepe-
MEIIIUBAHUSI, CTETICHb MEPECHIICHUST PACTBOPA, TEM-
nepaTypa KpUCTALIA3AIMY W HAIWYIHE TpUMEceH.
OnHUMH W3 TJAaBHBIX TapaMETPOB, OKA3bIBAFOIIMX
CYIIIECTBEHHOE BIIMSHHUE HAa CKOPOCTh POCTa OTIEIb-
HBIX TPaHEH KpUCTAIa U €ro TraOuTyC, SBIIIOTCS
TEeMIlepaTypa W WHTEHCUBHOCTH TepEMEINBAHUS.
DTO CBA3aHO C BIMSIHUEM TEMIIEPaTyphl Kak Ha CKO-
pocTh 00pa3oBaHMs 3apOIBIIIICH, TAK U HA CKOPOCTh
UX POCTa, IPUIEeM B OOJBINCH CTETIEHH 3TO BO3ICH-
CTBHE MPOSBIISETCS B MPOIECCE POCTAa KPUCTAILIOB,
TaK Kak IMPH TOBBIIICHUH TEMIIEpaTypbl POCT KpH-
CTJJIOB YCKOPSIETCSI B OOJIBILICH CTEIEHU, YeM Mpo-
1ecc 00pa3oBaHus 3aPOIBIIIEH.

XapakTep pocTa U pasMep 00pa3yromuxcst KpH-
CTaJUIOB OMPEJENIAETCS HE TOJBKO CTaJlue KpH-
CTAJUTM3AIlA, HO W CTaJ el HeHTpanu3alu TeK-
caTOPKPEMHUEBON KHUCJIOTHI THAPOKCUIOM aJIto-
MUHHA. DKCIEPUMEHTAIILHO YCTaHOBJICHO, YTO OC-
HOBHBIMH TIapaMeTpaMH, BIHUSIONIMMH Ha pa3Mep
KPHCTAUIOB (TOpUIa aTIOMHUHUS, SBISIOTCS
MoneHOe oTtHomeHue Al(OH); : H,SiFg Ha cragmm
HEWTpanu3alliy, HadalbHas TeMIeparypa CTaJuu
HEUTpanu3amnny, TeMrepaTypa KpUCTALIM3AIUN U
CKOPOCTh BpallleHHs MEIIAIKA Ha CTaIui KPUCTaJI-
JIU3alMK. YCTAHOBIIEHBEI ONTUMAILHEIE 3HAUYCHUS
JMAHHBIX TTapaMeTPOB, KOTOPHIE O0ECIIEUUBAIOT TI0-
JYYCHUE KPUCTAJUIMYECKOro (PTopuaa altOMUHHS,
cootBerctBytomero TY BY 400069905.040-2010,
¢ (paKIMOHHBIM COCTABOM, M3MEHSIOIIUMCS B HMH-
tepBasie ot 40 1o 140 MKM, U coep’KaHUE YaCTHUL]
pasmepom Oornee 45 MM cBrimie 95 mac. %.
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