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Hacrosimee n3o0perenue oTHOCHTCS K 00JIaCTH LIEOJIUTOB, OoJiee MPEIOUTUTENBHO K [IEOJIUTaM C 3a1aH-
HOHM MOPHCTOCTBIO, MPEUMYIIECTBEHHO K LIEOIUTAM C 33JaHHOM MOPHUCTOCTHIO M C HU3KUM MOJISIPHBIM COOTHO-
menneM Si/Al n Hauboee MPEANOYTUTEIHHO K IIEOTUTaM C 3aJJaHHOW MOPUCTOCTHIO, MMEIOIIUM HHU3KOE MOJISIP-
Hoe cootHomenue Si/Al u ctpykrypy FAU u LTA.

CHHTETHYECKHUE LEOJUTHI (T.€. HE SBISIONIUECS MPUPOIHBIMHU) MPEACTABISIOT CO00M 00BEKT OecrpecTan-
HO TIOBBIIIAIOIIETOCsl HHTEpeca B MPOMBIIIJICHHOCTH, O YeM CBHACTEIECTBYIOT, B YACTHOCTH, HETaBHUE MHOTO-
YUCJICHHBIE MCCIIEZ0BATEIhCKUE PAOOTHI, OTHOCSIIMECS K MOJIydeHUI0 Bce Oosee d3(pPEeKTHBHBIX IIEOJIUTOB BCE
6oJ1ee IPOCTHIMU, SKOHOMHUYHBIMH U JIETKO OCYIIIECTBUMBIMHU CIIOCOOAMHU CHHTE3A.

Heckombko neT ToMy Ha3aJ1 HEOJTUTHI ¢ 3alaHHON mopucTocThIo (ZPH) ObutH 00BEKTOM OYCHb MHOTHX Ha-
YUYHBIX ITyONMKanuid ¥ 3asBOK Ha mateHThl. Tak, B 2005 roxy crmoco0 cHHTE3a EOJIMTOB C 33aJaHHON MOPHCTO-
CTBIO M C XOPOILIEH KPUCTANIMYHOCTHIO (YrcTast (asa, nmpoananusuposanHas cnocobom DRX (PCA)) 6bu1 onm-
caa B WO 2007/043731 c yka3aHHEeM Ha UCIIOJIb30BaHHUE CTPYKTYPHUPYIOIIEro areHTa THIIa OpraHOCHIIaHa.

[MpoxykT, momy4eHHBIH MOC/e MPOKAINBAHUS, UMEET LEOJUTHYIO CETKY, CBS3aHHYIO C CETBhIO ME30IOp
JMaMEeTpOM B HECKOJIbKO HaHOMETPOB. [ 'MIporepMuueckas CTOMKOCTB 3TOr0 HPOAYKTa 3HAYMTEIBHO JIyHIIIE,
YeM Y ME30TIOPHUCTHIX TBEPABIX MPoAykToB THa MCM-41, 9yTo mO3BOJISAET NMperycMaTpUBaTh BApUAHTHI IpUMe-
HEHHSA, B KOTOPBIX IMEET MECTO TEPMHIUYECKAas pereHepaIys.

Brum pa3paboTaHbl ApyrHe CIIOCOOBI TOMYYEHHUS IICOIUTOB C 33JaHHON MOPHCTOCTHIO, T.€. TBEPIBIX Be-
IIECTB, 00JIATAIONTINX MUKPOIIOPUCTON CETHIO IIEOIUTHOTO TUIIA, CBSI3aHHOM C CETHIO ME30II0p, IIPH STOM CIOCO-
OBI MOTYT OBITH KJIACCH(UIIMPOBAHKI cleayonuM oopazoMm (063op "D.P. Serrano, Chem. Soc. Rev. (2013), 42,
4004-4035"):

JIOTIOJTHUTENbHAS 00paboTKa [IEOJIMTOBOM CTPYKTYPHI, KOTOpasi COCTOUT B OTIIEIJICHUH aTOMOB LIEOJIHTO-
BOW CETH C LIEJIBIO CO3/IaHMsI ME30I0p; OHa MOXET OBITh OCYHIECTBIICHA KaK 00paOOTKON KHCIOTaMH, KOTOpPHIC
JIe3aJIFOMUHUPYIOT TBEPABIA MPOAYKT, C ITOCIEIYIOMIEH MPOMBIBKOH T'MAPOKCHIOM HATpUs, KOTOPHIH yIaiser
oOpa3oBasimecs amoMuHueBbIe ocTaTtku (J. Perez-Ramirez et al., Adv. Funct. Mater. (2012), 1-12), Tak u o0pa-
00TKOI1, B KOTOPOi coueTaeTcsi JeHCTBHE KUCIOTHI U ACHCTBUE CTPYKTYPUPYIOLIETO areHTa, 0JaronpusITCTBYIO-
mero ¢gopmupoBanuio Mezomnop (cm. WO 2013/106816);

"Hard templating method" (cmoco6 TBepabpIx Marpuil) win "crocod ¢opMoBaHUS", KOTOPHIH COCTOWT B
TOM, 9TO HCIIOJB3YIOT MOPUCTYIO CETh (OpraHMYEecKON MIIM HEOPTaHWIECKOH PUPO/IBI) B KadecTBE (POPMEI, IIPH-
YeM 3Ty MOPHUCTYIO CETh MPHUBOIAT B KOHTAKT C PEAKIIMOHHOMN CMEChI0, KOTOpas MOXKET 00pa30BEIBATD IICOJINT-
HYIO CETKY THAPOTEPMUIECKAM MpeoOpa30BaHMEM, OCYIIECTBISIOT KPHCTAILIH3AIMIO IEOJTUTA U 3aTEM YIAJSIOT
(dhopMy Kak TpoKaTMBaHUEM, TaK U pacTBOpeHUEM il oOpazoBanust me3omnopuctoctu (C.J.H. Jacobsen, J. Am.
Chem. Soc. (2000), 122, 7116-7117);

NpU/IaHUE [EOJUTOBOW CTPYKTYpPBHI ME30MOPHCTOMY aMOP(QHOMY TBEPJIOMY BEUIECTBY, TaKOMY Kak
ME30MOPHUCTHIA JAUOKCUI KPEMHHS, Pa3HbIe BHIBI KOTOPOTO IIOJY4alOT CIOCOOOM "30Jb-TeNb", ONMCAaHHBIM B
"M. Matsukata et al., Top. Catal. (1999), 9, 77-92";

YKa3aHHBIH paHee MPsSMOW CHHTE3 C WCIOJIb30BAaHHEM CTPYKTYPUPYIOIIETO arcHTa THITa OPTaHOCHIIAHA,
NpUYEM CTPYKTYPUPYIOLIMH areHT TaKoro THUIa IMEEeT 0COOEHHOCTh, C OHOW CTOPOHBI, 001a1aTh CPOJICTBOM C
AIOMOCHJIKAaTaMH, KOTOpPBIE 00pa3ylOT HEOJIMTHYIO CETKY C HCIIOJIB30BAHHEM CIJIAHOBOW (DYHKITHOHAIBHON
TPYIIBI, & C APYTOM CTOPOHBI, CIOCOOHOCTh 3aHMUMATh TMPOCTPAHCTBO CBOCH OPTaHUYIECKON (YHKITMOHATIHLHOM
TPYIIIOHN C JUIMHHOM HENbI0, KOTOPasi CIYXKHUT ISl TOTO, YTOOBI 3aHUMATh IPOCTPAHCTBO M TOPOXKIATh ME30II0-
PHUCTOCTH B citydae ee ortmieruieHus (3asska WO 2007/043731).

OmHako, XOTs TBEpAbIC BEIIECTBA, OIYICHHBIE COTJIACHO ATOMY CIOCO0Y MPSIMOTO CHHTE3a, 00Ia1atoT 3a-
JTAaHHOHW TTOPUCTOCTHIO, KaK AEMOHCTPHPYIOT M30TEPMBI aacopOIuu a3ora U (ororpaduu, MoJydeHHBIE CIOCO-
6om npocBeunBaronield Mukpockonuu (A. Inayat et al., Angew. Chem. Int. Ed. (2012), 51, 1962-1965), Bce xe
OTMEYaeTCsl, 4TO

00beM MHUKPOIIOp 3TUX IIEOJIMTOB C 33laHHOM ITOPUCTOCTHIO 3HAYMTENHFHO MEHbIIE 00beMa MUKPOTIOp He-
ME30MOPHUCTHIX LIEOJIUTOB;

CTPYKTYPHUPYIOIIUI areHT U3MEHSET CKOPOCTh POCTa TPaHeil KPHUCTAIIOB, YTO HE MO3BOJIAET XOPOIIO pe-
TYJIHPOBATEH Pa3MePhl KPUCTAIIIOB,;

YBEIMYCHHE CONCPXKAHWUSA CTPYKTYPHUPYIOIIETO areHTa, IpeayCMaTpHBalolmiee YBEIWUYCHHE oObeMa
ME30TI0p, BEAET K MOTePE CEIEKTUBHOCTH MPH KPUCTAUTU3AINH 3aJaHHOTO IICOJINTA, YTO IIPUBOANT K 00pa3oBa-
HUIO HEXKeJaTeJIbHON cMecH 1eoquTHBIX cTpYKTYyp (Y. Meng et al., Asian Journal of Chemistry, 25(8), (2013),
4423-4426).

OpHa 13 mesei HaCTOAIIET0 N300PETEHUsI COCTOUT B YCTPAHEHHUH 110 MEHBIIIEH Mepe 3TUX TPEX OCHOBHBIX
HEJIOCTATKOB, KaCalOIINXCs MPSIMOTO CHHTE3a, B KOTOPOM HCHOJIB3YETCSl CTPYKTYPUPYIOLIMI areHT THUIa Opra-
HOCHJIaHa.

Jaiee yka3aHbl JOKYMEHTBI, B KOTOPBIX OMKCAHO HCIOJIb30BAHUE CTPYKTYPUPYIOIIUX arcHTOB THIA Opra-
HOCHJIaHA ¥ TIPOM3BOJIHBIX OPTaHOCHIIAHOB C IIEJIbI0 CHHTE3a Pa3HBIX LEOINUTOBBIX CTPYKTYp C 3a/laHHOW MOpHC-
TOCTBIO, B UUCJIE KOTOPBIX HeoauTsl X u LTA.

Tak, R. Ryoo (Nature Materials (2006), vol. 5, p. 718 sqq.) onucan cunte3 LTA, obnanaromnuii Me3onopu-
CTOCThI0, U Heckolbko Todke K. Cho ¢ coaBropamm (Chem. Mater., 21 (2009), 5664-5673) omucan cuHTE3
ME30IMOPHUCTHIX 1meouToB Tra LTA u ux nmpuMmeHeHue i katanusa. JudpakrorpaMmel, peCcTaBIeHHBIC Ha
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¢wur. 2 u3 cratbu K. Cho (cM. BIIIe), TOKA3BIBAIOT, YTO 3arPSA3HSIONIAS KPUCTAJUIMYECKAs (a3a OTCYTCTBYET. B
MPOTHBOTIOIOXHOCTh 3TOMY YMCHBIIICHUE BETMUMHBI MUKOB B CIIydae, KOTJa UMEETCs JOOaBKa CTPYKTYPHPYIO-
IETO areHTa, M TeM OoJjiee B CiIydae, KOTZia ero KOJMYEeCTBO BO3PACTAET, CBHIACTEILCTBYET O AeTpalalliy KpH-
CTATUYECKOTO KapKaca (C HI3KOW MUKPOTIOPHUCTOCTHIO).

B EP 2592049 npemioxkeH CHHTE3 II€OIHMTa, 00Jaaroero o4eHb OOBIION M XOPOIIO OpTraHM30BAaHHON
ME30IIOPUCTOCTHIO, HO C 3aMETHOH Jlerpajanieil KPICTAIMUECKOro KapKkaca (¢ 04eHb HU3KOH MHUKPOMOPHCTO-
CThI0). B 3TOM criocoOe HCImoNb3yloT criennGuIecKuii CTPYKTYPUPYIOIINI areHT, CoJepKalliui TpH aMMOHHUH-
HBIE TPYIIIIEL.

B pabore W. Schwieger (Angew. Chem., Int. Ed. (2012), 51, 1962-1965) omnucan cuHTe3 ME30MOPHUCTOTO
neonura Tuna FAU (X), B KoTOpoM HCHONB3YIOT CTPYKTYPUPYIOLIH areHT. TonbKo B 0HOM IIPUMEpPE OMHUCAHO
ucnonezoBanue TPHAC (xmopua [3-(TpUMETOKCHCHIIWI) PO |TeKCAACIIMIINMETHIAMMOHHUS) B KadecTBE
CTPYKTYPHPYIOIIETO areHTa ¢ MoJsipHbIM cootHomenneM TPHAC/ALOs, paBabiM 0,06. Lleonut, monyueHHbBIH B
9TOM TpUMepe, uMeeT 00beM Mukporop 0,26 CM’/T' U BHEIITHIOKO noBepxHocts 130 M/ ConepxaHue onucaH-
HOTO cTpyKTypupytomero arenra (0,06) npexactasisieT coboii akTnueckn BepxHui npenesn. Ha npakruke co-
JiepKaHKe, TPEBBIIIAIONIee ITO 3HAYCHUE, BEIET K TOSBJICHUIO [IEONINTa THMa P maske B cirydae, Korja KpUCTa-
JM3AIHI0 OCYIIECTBIAIOT NIPH HU3KOH TemmepaTtype. Takum obpa3oM, HE MPEACTABISETCS BOZMOXKHBIM YBEIH-
9MBATH MOBEPXHOCTH Me30I0p Gombire 130 M>/T, MPH 3TOM COXPAHSS YHCTYIO HEONUTOBYIO CTPYKTYpY 0e3 3a-
TPA3HEHUS IEOJIUTOM THIIa P.

B cratbe Y. Meng (Asian Journal of Chemistry, 25(8), (2013), 4423-4426) onmcaHbl BapuaHThl CHHTE3a
Me3omopuctoro  meoimura LTA ¢ ucnomb3oBaHueM — xmopuaa  [3-(TpUMETOKCHCHITWII)ITPOITHII |-
oktanermaumeTmiamMmonns (TPOAC) B kadecTBe CTPYKTYPHUPYIOIIETO arcHTa M MPEACTABICHO UCCIICIOBAHKE
Pa3IMYHBIX TAPaMETPOB CHHTE3a, B TOM YHCJIC B OTHOLICHUH KOJHYCCTBA MCIIOJIB30BAHHOTO CTPYKTYPHUPYIOIIIC-
TO areHTa, MIEIOYHOCTH PEAKIIMOHHOW CPEIbl H TEMIIePaTyphl KPUCTAILTU3AIIHH.

W3 sT0TO0 CnieqyeT, 4TO yBEIMUEHHUE COAEPKaHUS CTPYKTYPHUPYIOIIETO areHTa, KOTOPOE JOJDKHO BBI3BIBATDH
yBEIMYCHUE 00BbEMa ME30Iop, JIEHCTBYET TaKke Ha U3MEHEHHE CKOPOCTH POCTa IICOJUTOBOM CETH, BBI3BIBAIO-
mee, TaKuM 00pazoM, MOSIBICHUE APYTHX KPHUCTAIUITMYECKUX IIEOJIMTOBBIX (a3 M, CIeI0BaTeNbHO, 00pa3oBaHMe
cMecel LEOTUTOBBIX CTPYKTYpP, UTO SBIACTCS HEXKENaTeNbHBIM. B TO ke Bpemsi Iu(paKTOTpaMMBl, MPEICTaB-
JIeHHbIE Ha (ur. 1 3TOH CTaThH, MOKA3BIBAIOT YMEHBIICHHE KPHCTAIUTMYHOCTH.

K tomy xe, mpuBeneHHas paHee HHPOPMALUSI TPEAIIECTBYIOMIETO YPOBHA TEXHUKH CBUACTEIBCTBYET, UTO
00BEMBI MUKPOTIOP OTYETINBO MEHBIIE 00BEMOB MHKPOIOpP COIIOCTABUMBIX HEME3OIOPHCTHIX IHEOJHUTOB (T.C.
BHEIIHSS TIOBEPXHOCTH ME30IIOp KOTOPBIX, COOTBETCTBCHHO NaJbHEHUIIEMY ONpEAeICHNI0, 0€3yCIOBHO MEHBIIE
40 M’/T), 9TO CYIIECTBEHHO BPEIUT B BAPHAHTAX MPHUMEHEHHS, B KOTOPBIX TPeOyeTcst GOMBIIOE COAEPIKAHUE aK-
TUBHBIX LICHTPOB. boliee Toro, pasmMepsl KPUCTAIUIOB MTOABEPTIINCH BO3ICHCTBUIO H HE MOTYT OBITh H3MCHECHBI.

Haxkonrern, crmocoObl TONyYeHHUs, ONMHUCAHHBIC HAa MPEIIICCTBYIONIEM YPOBHE TCXHUKH, MPEICTABISIOTCS
TPYAHBIMH JUTS PEATU3aI[iK B IMPOMBIIUICHHOM MaciiTade, B YaCTHOCTH, IO MPUYHNHE BBICOKHX 3aTPAaT, KOTOPHIC
OHH MOTYT TIOPOXKIaTh, ¥ MO NPUYHUHE MPOJOJDKUTCIHHOCTH CHHTE3a, KOTOpas TeM OOJbIINe, YeM B OOJNbIICH
CTEINEeHU TpeOyeTCsl YBETMUUTh ME30IIOPHUCTOCTb.

OCHOBHBIE CCBIJIKMA Ha BapHaHTHI JOTIOJTHUTEIHHOW 00paboTku paccMoTpensl ganee. B US 2013/0183229
yKa3aHO KOJUYecTBO arenra Pluronic® Toro ke mopsika, 4To ¥ KOJMYECTBO IMEe0InTa X, ¢ JITUTSILHBIMU 00pa-
0oTKaMH B XHUIKOH (haze ¢ HECKOIBKUMH MOCIEAYIONIMMH CTaJWSIMH MpPOKAIWBaHUA, B TO BpeMs Kak B
WO 2013/106816 npencraBieHbl BapuaHTHl 00pabOTKH TaoreHuaoM netunrpuMerminaMmmonus (CTA), cBs3an-
HOTO ¢ KUCJIOTOW. B mybmukamuu J. Perez-Ramirez u coaBTOpoB (CM. TaM >Ke) OTIMICaHa JOMOJHUTENbHAs 00pa-
0oTka, onTuMu3upoBaHHas s 1eonutoB X U LTA u cocrosimas u3 HavanbHo# 00padotku kucinotoit HYEDTA,
nocieayromei 00padorku ocHoBanreM NaOH u 3akimounTensHOM 00padoTku kucnoroit Na,H, EDTA.

XOTsI 3TH CIOCOOBI MO3BOJISIOT MOJYYaTh IICONHUTHI C 33JaHHOHN MOPUCTOCTHIO, KAaK TO MOKa3bIBaeT (opma
M30TEepPM aACOPOIMU a30Ta MOJIYYCHHBIMH TBEPIBIMHU BEIICCTBAMH, CIICAYST OTMETHTH, YTO B 3THUX CIIOCO0axX
HCIIONIBE3YIOT KOJIMYECTBO KOMILICKCOOOPA3YIOIIEro areHTa TOro ke MOpsAKa, YTO M HadaJbHas Macca ICOJINTa, C
MHOXKECTBOM JUINTEJBHBIX onepanuii. Kpome Toro, MaccoBslil BEIX0OM 3THX c11oco00B cocTaBisieT MeHblIe 60%,
4yTO emie Oonee yXyAmaeT MX MPOU3BOAUTENBFHOCTh. TakuM 00pa3oM, 3TH CHOCOOBI SBISIOTCS JIUTEIHHBIMH,
JOPOTOCTOSAIIMMH U HU3KOTIPOM3BOAUTEIBHEIMHA. KpoMe Toro, 00beMbl MUKPOTIOP CHIIBHO YMEHBIIAIOTCS TOCIEe
pa3HbIX 00paboTOK.

ABTOpaMH HACTOSIIETO H300pETeHUS HAWJCHO, YTO MPOOIEMBI MIPEIIIECTBYIOMIETO YPOBHS TEXHIUKH MOTYT
OBITH pemIeHB! MOTHOCTHIO MM, IO MEHBIIEH Mepe, 9acTHYHO OJyiarogapsi MeoIuTaM C 3aJaHHOW MOPHCTOCTHIO
COTJIACHO HACTOSIIEMY H300PETSHHUIO.

B wactHOCTH, 11€Nb HACTOSIIIETO N300PETEHNUSI COCTOUT B pa3pabOTKe IIEOJUTOB C 3aJaHHOW MOPHCTOCTEIO,
COYETAIOUINX OOJNBIION 00hEM MUKPOIIOP, ONTHMANBHYIO YACTOTY U PErYIHPYEMBbIC pa3Mepsl KpUCTALIOB. JIpy-
ras IeJb HacTOSIIEro H300pEeTeHNsI COCTOUT B pa3padOTKEe IKOHOMHYHOTO, IIPOCTOTO U JIETKO PEaln3yeMoro B
MPOMBIIIJICHHOM MacIiTade crocoda MmojydeHHs yKa3aHHbIX IICOJIUTOB.

TakuM 00pa3omM, COTIIACHO MEPBOMY aCIEKTy HACTOSIIEEe M300pETEHHE OTHOCUTCS K LEOJIUTY C 3alaHHOM
nopucrocteio THna FAU nnu LTA, uMeromeMy, o MeHbILeH Mepe, CIEAYIONNe XapaKTepUCTUKU:

MousipHOe cooTHoteHue Si/Al B uaTepBane ot 1 10 1,4, BKIto9as rpaHUYHBIC 3HAYCHHUS;

CPETHEUYHNCIIOBOM AMaMeTp KpUCTAIuIoB B uHTepBasie oT 0,1 1o 20 MKM, IPEINOYTUTELHO B HHTEPBAJE OT
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0,1 mo 10 MkM, Gostee peATOYTUTENBHO B HHTEpBaie oT 0,5 10 10 MKM 1 HauboIIee MPEATIOYTUTEIHHO B HHTEP-
Bajie oT 0,5 10 5 MKM, BKJIIOYasi TpaHUYHBIE 3HAYCHUS;

ME30IIOPHUCTOCTh TAKAsI, 4TO BHEIIHSIS IOBEPXHOCTD ME30IIOP HAXOMUTCS B HHTepBaie oT 40 1o 400 m/r,

OTIIMYAIOIIEMYCS TE€M, UYTO YKa3aHHBIHN IIEOJIUT COICPIKUT A0 2 Mac.% BKIIOUNUTEIFHO OJHOW MIIM HECKOJIb-
KUX JPYIUX LEOJHMTOBBIX MM aMOP(HEIX (a3, 3arpA3HAIOIIMX €ro, H ero 00beM MUKPONOp V,, COOTBETCTBYET
ypaBHEHHIO V,;=V p£15%, rae V r IpeacTaBiser coboi 00beM MUKPOIIOP, ONPEACICHHBIA B TAKHX K€ YCIIO-
BUSIX JJIS IIEOJIMTA, UMCIOIIETO TaKylo )K€ XUMHUYECKYI0 MPUPOAY M TaKylo jK€ KPUCTAJUIMIECKYIO CTPYKTYpY,
SIBIISTFOIIIETOCS TIOJTHOCTBIO KpHcTaumndeckuM (cormacHo 6a3e ICDD PDF-2, Bemyck 2011 roga), Ho He Me30110-
PUCTBIM B CMBICJIE HACTOSAIICTO H300pPETCHHsS, T.C. BHEIIHSAS IOBEPXHOCTh KOTOPOTO OE3YCIOBHO MEHBIIC
40 M7/

CornacHoO TPEANOYTUTCIFHOMY BapHAHTy OCYIIECTBICHHS IICONHT MO HACTOSIIEMY H300pPCTCHUIO IpE-
craBnseT co6oit neommt THa FAU u npennouturensro neommt X, MSX, LSX, wmu neonut tuma EMT, wim
taxxke reonnt tuma LTA, 1.e. neonut A. ITox neonurom MSX (Medium Silica X (quokcua KpeMHUST CPETHETO
pasMepa)) nonumMarot neonut tumna FAU, umeromuii atoMHOe cooTHomeHre Si/Al B HHTEpBalie MPUOIU3UTEIh-
HO OT 1,05 mo mpubnmsutensro 1,15, Brmrodas rpannanbie 3HadeHus. [loa meommrom LSX (Low Silica X (u-
OKCHJI KPEMHHS CPEeTHEro pa3Mepa)) moHnMaroT neonut tuma FAU, umeronuit atomHoe oTHomenue Si/Al oko-
ao 1.

VYkazaHHBIE paHEe XapaKTEPUCTUKU MPHUIAIOT IICOJIUTY IO HACTOSIIEMY W300pETEHHIO yIydIIeHHBIE, CO-
BEPILCHHO HEOXXHJAHHBIC W MHTEPECHBIC CBOICTBA II0 CPABHEHHUIO C IICOMTAMH, M3BECTHBHIMH Ha IpPEAIIEeCT-
BYIOIIIEM YPOBHE TEXHHUKU M UMEIOIIMMH TOJBKO MUKPOIIOPHI HJIH OTHOBPEMEHHO MUKPOIIOPHI 1 ME30TIOPHI.

PasMepsl KpUCTaNIOB IICONIMTA IO HACTOSIIEMY H300PETCHUIO XapaKTEPH3YIOTCS UX CPEIHCYHCIOBBIM
JUAMETPOM, OTPEACTICMBIM 10 HAONIOJCHHUIO MOJ CKAHUPYIOIIUM 3JICKTPOHHBIM MuKpockonoM (MEB), kak
yka3aHo jnanee. HacTosmiee n300peTeHne UMEET TakKe MPEHMYIIECTBO, COCTOSIIEE B TOM, UTO MO3BOJISCT KOP-
PEKTHPOBATh U PErYIHPOBATH pa3Mep KPUCTAIUIOB, B YACTHOCTH, B 3aBUCHMOCTH OT YCIIOBHI CHHTE3a, U3JI0KCH-
HBIX Jalnee.

ITon neonuToM ¢ peryinupyeMoi U ONTUMAJIbHON KPUCTANIMYHOCTHIO TOHUMAIOT, C OJJTHOM CTOPOHBI, 11€0-
JIUT, CONEPIKAIIUI YUCTYIO IEOTUTOBYIO a3y u Oojiee TOYHO COCTOSIINNA TOJNBKO U3 IEOTUTOBOU (has3pl mim co-
JepKAIIIi, TPEATOYTUTEIHFHO COCTOSAIIMH, 10 2 Mac.%, BKIIOYasi TPaHUYHOE 3HAYEHHUE, TOJIBKO ONHY WM He-
CKOJIBKO JIPYTHX IIEOJIUTOBBIX MJIM aMOPQHBIX (ha3, Ha3bIBAEMBIX 3arps3HAIOMUMHA (Ga3zaMu (IIPU dTOM KPUCTAII-
JUYHOCTH omnpenessitoT crmocobom PCA 1o MeTomuke, ONMMCaHHOW Jaliee), a ¢ APYroi CTOPOHBI, 00hEM MHUKPO-
mop V,, COOTBETCTBYET YPABHEHUIO V,,.=V ;pE15%, NpeAnodTHTENsHO ypaBHEHHIO V=V ;z=10% u Gonee
NPEANOYTUTENBHO YPaBHEHHIO V =V ,zgE5%, r1e V g MpeacTaBuser codoil 00beM MHKPONOp, ONpeeneHHbIiH
B TaKUX JXXC YCIOBHUSX JUIA LICOJUTA, UMCIOIIETO TAKYIO JKE XMMHUYCCKYIO TPUPOAY M TAKYIO K€ KPUCTAJUIAYC-
CKYIO CTPYKTYpY, SBJISIOIICTOCS IOJHOCThIO KpHCTaUImdeckuMm (cormacHo 6aze ICDD PDF-2, Breimyck
2011 roga), HO HE ME30HOPHUCTHIM B CMBICIIC HACTOSINETO W300PETCHHS, T.C. BHEIIHSS MOBEPXHOCTh KOTOPOTO
6e3ycoBHO MeHbe 4 0 M7/T.

Hanpumep, cormacuo "D.W. Breck. Zeolite Molecular Sieves, John Wiley and Sons, New York, (1973)" B
Tabn. 4.26 Ha cTp. 348 00BbEM MUKPOIIOP Vg HEME3OMOPUCTOTO HOIHOCTHIO KPUCTAIIMYEeCKOro neonuta LTA
ykasaH paBreiM 0,30 cM/T, 1 B TOif 5Ke paboTe u B TOi xke Tabm. 4.26 Ha cTp. 351 06BEM MHKPOIIOP V pr LIEONH-
ta FAU NaX c¢ cootHomenuem Si/Al B uHTepBase ot 1 mo 1,5, sSBisromerocs HEME30TOPUCTHIM U TIOJTHOCTBIO
KPHCTaIINIECKIM, yKa3aH paBHEM 0,3 6 cM*/T.

Pacuer o0beMa MHUKPOTIOP OCYIIECTBISIIOT CIIOCOOAaMH, W3BECTHBIMH CIEHHAINCTaM B JAaHHON oOiacTh
TEXHUKH, UCXOMS U3 U30TEPMBI aICOPOIUM a30Ta WIIM aproHa, UCTIONB3Ys, KaK YKa3aHo nanee, ypaBHeHue Jly-
ounnHa-PanymkeBnua. CienyeT HAOMHHTB, YTO PACUCT BHEIIHEH MOBEPXHOCTH ME30IMOp OIMPEICINAIOT II0
ypaBHEHHIO XapkuHca U JDKypHL.

IeonuThl ¢ 3aaHHON MOPUCTOCTHIO MO HACTOSIIEMY H300PETCHHIO TPEACTABISIOT COOOM TBEpIbIC BEllle-
CTBa, 00JTaJarOIINE CEThI0 MHUKPOIIOp, CBI3aHHOHM C CETHIO ME30MOp, W IO3BOJIAIONINE, TAKHM 00pa3oM, COBME-
IIaTh XapaKTEPUCTHKH NOCTYITHOCTUA aKTUBHBIX IICHTPOB ME30MOPHUCTHIX I[COJIMTOB, M3BECTHBIX HA MPEIIIECT-
BYIOIIIEM YPOBHE TEXHHKH, U XapaKTCPUCTHKH MAaKCUMAIBHBIX KPUCTAJUIMIHOCTH W MHUKPOMOPHCTOCTH IICOJIH-
TOB, Ha3bIBaeMbIX "Kiaccuueckumu" (0e3 Me30mopucTocTr). Takum 00pa3oM, IEOTUTHl ¢ 3aJaHHON MTOPHUCTO-
CTBIO TI0 HACTOAIIEMY H300PETCHUIO 00Iaaf0T HEOKMIAHHBIMHI CBOMCTBAMH M OTKPBIBAIOT HOBBIC MIEPCIICKTHBEI
B OTHOIICHHUHU 00JIACTEeH X MPOMBIIIIICHHOTO IPUMEHEHUSI.

Kpowme Toro, 11eonnTsl 0 HACTOSMIEMY H300PETEHUIO MOTYT OBITh ITOJBEPTHYTH OHOMY HIIH HECKOJIBKIM
KaTHOHHBIM OOMeHaM (HampuMep, ¢ OTHON WM HECKOIBKUMH COJISIMH IICIOYHBIX FUTH IET0YHO3EMEIBHBIX Me-
TaJIJIOB), YTO XOPOIIO U3BECTHO CIEIMAINCTAM B TaHHOH 00JaCTH TEXHUKU M OOBIYHO OCYIICCTBISIOT C TPaIu-
[IUOHHBIMH [ICOTUTAMHU.

CornacHo JpyromMy BapHaHTy HACTOSIIEE M300PETEHUE OTHOCHTCS K CIIOCOOY MONyYCHHS IICOIHUTOB C 3a-
JAHHOM MOPHUCTOCTHIO, OMMUCAHNE KOTOPBIX MpHBeaeHO Aanee. Crocod Mo HACTOSIIEMY H300peTeHUIO 00IaIacT,
B YaCTHOCTH, MIPCHMYIICCTBAMH, 3aKITFOYAOIIMMHUCS B TPOCTOM OCYIIECTBICHUH, JICTKOM BOIUIOIICHUH B IIPO-
MBIIIICHHOM MacIitade, pH 3TOM, B YaCTHOCTH, OJarofapsi BRICOKOMY BBIXOJY CHHTE3a, YCTOMYHMBOCTH U OBI-
CTPOTE TEXHOJIOTUIECKOTO TPOoIeCcca.
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Bonee TouHO crioco0 MOMYYEHHUS IIEONTHTA C 3aJaHHON MMOPUCTOCTHIO 10 HACTOSIIEMY N300PETEHUIO BKITIO-
4aeT B ce0s1, M0 MEHBIIEH Mepe, CICAYIONINE CTATUH:

a) MoJTyYeHHe Teisl, Ha3bIBAeMOT0 OCHOBHBIM TeJieM, CMEIIMBAHNEM MCTOYHHMKA JUOKCHIA KPEeMHHUS C HC-
TOYHUKOM OKCHJIa aJIOMUHUS Tpu Temmepatype ot 0 mo 60°C;

b) mpubaBneHre kK OCHOBHOMY TeJII0 CO CTaJWH a) 3apOJIbIIIe00pa3yIoNIero are’ra npu remmeparype ot 0
1o 60°C;

¢) npubaBIeHHE K PEAKIIMOHHOIN CMECH 10 MEHBIIIEH Mepe OJTHOTO CTPYKTYPUPYIOIIETO areHTa;

d) ocymiecTBieHrE KPHCTAILIH3AIMY TIOBBIIIICHHEM TEMIIEPATyPHI;

¢) puIBTPOBaHUE U MPOMBIBKA KPHCTAILIOB MOIYYCHHOTO I[COJIHTA;

f) cymka u npokanuBaHue.

CrnenyeT MOHUMATh, YTO CTAJWs C) MPUOABICHUS OJHOTO U HECKOJIBKUX CTPYKTYPUPYIOIIMX arcHTOB
MOJKET OBITH BBHIMOJIHECHA B TO K€ CAMOE BPEMs, UTO U CTAJIUU a) W/WIK b), WIK TaKXKe Mepe]] CTaTUsIMH a) W/IITn
b) w/nnm mocne HUX. Bo Becex ciydasix CTPYKTYPHUPYIOIIHIA areHT JOJDKSH MPUCYTCTBOBATh B PEAKIIMOHHON CMe-
cu J1o ocymiecTBieHus craquu d) kpucrammuzanuu. OTHAKO NMPHOABICHUE CTPYKTYPUPYIOIICTO arcHTa Mpenoy-
TUTENBHO CJIEJyeT OCYIIECTBIATEH Mocie craauu b). Kpome Toro, Mexay cramusmu a), b), ¢) u d) MoXKeT OBbITH
MpeIyCMOTPEeHa May3a (BBIASpIKKa ¢ TIepeMelTMBaHNEeM HITH 06e3 Hero).

B mpeamodruTensHOM BapHaHTE OCHOBHOW Tellb COAEP)KUT OJHOPOTHYIO CMECh HCTOYHHMKA IHOKCHAA
KpeMHHUS (HaImpuMep, CHINKAT HATPHsl), HICTOYHHMKA OKCHJIA aJIOMHHHUSA (HApuUMep, TPUTHAPAT OKCHIA aTIOMH-
HUS), CHIIBHOTO HEOPTaHNIECKOTO OCHOBAHHSI, TAKOTO KaK, HAIPUMEP, THAPOKCHUIBI HATPHS, KaJIHs WIH KaJIbIus,
YIOMHHaeMbIe KaK OCHOBHEIE U O0JIee YacTO HCIIONB3yeMbIe, U BOAY.

Crioco6 1o HacTosIIEeMy U300PETCHUIO OTIMYACTCS HCIOIh30BAHUEM TECXHUKHU 3aTPABKH 0 MEHBIIICH Me-
pe OIHUM 3apOABIIICOOPa3YIONIMM areHTOM, XOPOIIO U3BECTHBIM CIICIUAINCTAM B JaHHOW O0JACTH TEXHUKH,
HaNpUMep, BEIOPaHHBIM U3 3apOJBINICOOPA3YIOIINX Iejield, KPUCTALIOB, HAIPUMEDP KPUCTAIUIOB LICOTUTa, MUHE-
PANBHBIX YacTHII JTIFO0O0H MPUPOJIBI, HATIPUMED KAOJMHA, METa-KaoJIMHA WM TNIMHBI IPYTrOTO BUAA, U IPYTUX Be-
IECTB, a TAK)KE UX CMECEH.

Be3 HaMepeHus: NpUBS3KH K TEOPUU CUMTAIOT, YTO 3apOABIIICOOpa3yIONINid areHT OIaronpusITCTBYeT Ha-
MPaBJICHUIO CHHTE3a B CTOPOHY Tpebyemoro meonura. Kpome Toro, 61arogaps mMpUCYTCTBHIO 3apoibIieo0pa-
3YIOIIETO areHTa MOYKHO HCIOJB30BaTh KOJIMYECTBO CTPYKTYPHPYIOUIETO areHTa, MPEBbIIIAIoNee KOIUIECTBO,
OTMCaHHOE Ha MPENIIECTBYIOMEM YPOBHE TEXHUKH, 0e3 HapYIICHUS WM 3aMeIJICHIS KPUCTAUTU3AINH IICONH-
TOBOM ceTH.

B mpenmodrnTensHOM BapHaHTE 3apOABIIICO0pa3yIOMINK areHT MPeACTaBIseT co00H 3apoablmeo0opasyro-
M TeJb, IPH 3TOM 00JIee MPEAMOYTUTEIFHO YKa3aHHBIH 3apOIbIIICO0Pa3yOIHil Tellb COICPKUT OTHOPOTHYIO
CMECh MCTOYHHKA JUOKCHIA KPEMHHUS (HApUMEp, CHIMKAT HATPHS), HICTOYHHKA OKCHJIA AIFOMUHUS (HAIIpUMeEp,
TPUTHIPAT OKCHUJA ATIOMHHHSA), CHJIBHOTO HEOPraHMYECKOTO OCHOBAHHMS, TAKOTO KaK, HAIPUMEpP, TUIPOKCHIIBI
HATPUS, KaJ¥s WIK KaJbIKs, YIOMHHAEMbIC KaK OCHOBHEIC M 00JIee YaCTO MCIONB3YEMEIC, U BOAY.

I'oMOTeHHOCTh CMECH MOXKET OBITH 0OecIeUeHa JIFOOBIM CIIOCOOOM, XOPOIIO U3BECTHBIM CIHCIHAIHCTAM B
JTAHHO# 00JTaCTH TEXHUKH, U, HAPUMEP, U HEOTPAHUIHUTEIIBHBIM 00pa30M, MOCPEICTBOM JIOMACTHOTO CMECHTE-
JIs1, METIAJIKU WIIA TaKXKe TIOCPEICTBOM CMECHTEJIS ITHEKOBOTO THIIA, HarpuMep, onucanHoro B EP 0818418.

B mopsiaxe HEOTpaHUUUTENFHOTO IPUMEPa B PEaKTOPEe BMECTHMOCTEIO 3 JI, OCHAIIICHHOM ITHEKOM, YacTOTa
BpallIeHUs KOTOPOro ycraHoBieHa papaoit 300 06/MuH, yIOBIETBOPUTEbHAS TOMOTEHHOCTD JOCTUTAETCS B TE-
YeHHUE OT HECKOJIbKUX MUHYT JI0 HECKOJBKHX JECITKOB MUHYT H B 001IeM citydae B mHTepBaie oT 20 10 30 MuH.

Cmech mosrydaroT B obmeM cirydae nipu Temrneparypax ot 0 g0 60°C u npeanouturensHo ot 10 mo 40°C,
MO MPAKTUYCCKUM U YKOHOMHUYCCKHM COOOPaKEHUSM CMECh 0oJiee MPEANOYTHTEIHFHO MOMYyYaroT MPH KOMHAT-
HOHM TemmiepaType, Hanpumep npu 25°C. IIpu 3ToM IpOJOIHKUTEIHLHOCTS TOMOTEHU3ANHN B 00IIEM Cllydae Co-
CTaBIIsCT MeHee 2 4.

Kpome Toro, crmocod 1mo HacTosAIeMy H300PETCHUIO OTIMYACTCS MPUOaBICHHEM K OCHOBHOMY T€ITi0, TO-
JYYCHHOMY TaKHM 00pa30M, 3apOIbIIICO0pa3yIOIIEro areHTa U MPEANOYTHTEIBHO 3apO/IbIIICO0PA3YIOIIETO TeIs
coracHo KoHIenuuu, onpenencHuoit B US 3947482, KonudecTBo mpuOaBiIsieMOro 3apoAbIIIco0pa3yroIIero
areHTa MOXKET U3MEHSATHCS B IIMPOKHUX MperesiaX, IpU 3TOM KOJHYECTBO MPHOABISIEMOTO 3apOIBIIIe00pa3yro-
IIETO Tells 10 OTHOUICHHUIO K Macce OCHOBHOTO Telisl B 00IIeM cirydae MoeT cocTaBisaTh oT 0,1 mo 20%, mpen-
nouytutenbHo oT 0,5 mo 15 mac.% u 6oree nmpexnoyruTensHO B MHTEpBaje oT 1 mo 10 mac.%, BKITlo4as rpaHud-
HBIC 3HAUCHIIS.

B ciydae, xorma 3aposIieoOpa3yonIiii areHT IpeACTaBIsIeT COO0H KPUCTAII IIE0JINTA, PeUb MPEIIIOYTH-
TEJNBHO WAET O KPUCTAJUIEe IICOJINTa TAaKOW K€ MPUPOABI, YTO W IIEOJIUT, KOTOPBIH TpedyeTcs CHHTE3WpOBaTh.
Pa3mep kpucTaimia MOKET U3MEHATHCS B IIUPOKUX MPENEIax U, HAPUMEp, COCTaBJISIET, Kak mpasmio, ot 0,1 mo
10 MkM. CornacHO IPEANOYTUTEIFHOMY BaAPUAHTY OCYIICCTBICHUS KPUCTAJLIBI IICOJIUTa BBOIAT B BHIC BOJTHOMN
cycrieH3un. Koim4ecTBo BBEICHHBIX KPHCTALIOB TAKXKE MOXKET M3MCHATHCS B IMUPOKUX IpEaesiaX U B 00IIeM
cilydae COCTaBIseT, Kak npasmio, ot 0,1 mo 10 Mac.% 1o OTHOIIEHHUIO K 00IIei Macce OCHOBHOTO TeJIsl.

Kak ObU10 yKa3aHO paHee, CIOCO0 MO HACTOSIIEMY M300pPETEHUIO MPEACTABIACT COOOH COCco0 MpSMOro
CUHTE3a ICOJINTA C 3aJaHHON MOPHUCTOCTBIO, a HE CIIOCO0, B CIIydae KOTOPOTO 3aJaHHAs MMOPUCTOCTD SBISCTCS
CIIEZICTBHEM JOTIOTHUTENFHONH 00pabOTKH paHee CHHTE3UPOBAHHOTO meonuTa. OZHAKO OCYyIIeCTBICHHE HOCHe-
IyIOIIEeH CTaIuy JOMOHUTEIHHON 00pabOTKH CHMHTE3MPOBAHHOTO IICONINTA HE BBIXOAMT 32 PAMKH HACTOSIIETO
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M300peTeHMS.

Takum o0pa3oM, crocod MO HACTOSIIEMY H300PCTCHUIO BKJIIOUACT B ceOsl CTAIHMIO MPHUOABIICHHUS K CMECH
[ocHOBHO¥ Tenb/3apoIbpie00pa3yIoNHiA areHT|, TOTYYeHHOW Ha CTaIUU b), IO MEHBIIEH Mepe OJTHOTO CTPYK-
TYpPUPYIOIIETO areHTa.

CTpyKTYpHUPYIOLTUE areHThI, KOTOPhIE MOTYT OBITh MUCIIOJIB30BaHbBI, MIPEACTABISAIOT COOOM areHThI JIOOBIX
TUIIOB, W3BECTHBIX CIELIHANNCTaM B JAaHHOW OOJIACTH TEXHHKH, M HPEANIOYTHUTEIHFHO arcHTHI, ONHMCAHHBIC B
WO 2007/043731.

CornacHO TIPEenNOYTHTENHHOMY BapHaHTy OCYIIECTBICHUS CTPYKTYPHUPYIOIIMHA areHT NPEeXNOYTHTEIBHO
BBIOUPAIOT M3 OPTraHOCHIIAHOB U 00JIee MPEAIOYTUTEIFHO U3

xnmopua [3-(TpUMETOKCHUCIITII )IPOIHI |OKTa TSI AUMETHIAMMOHHS,

xnopua [3-(TpUMETOKCHUCIITII)IPOIHI [TeKCa IS TUMETHIAMMOHHS,

xmopua [3-(TpUMETOKCHUCHITII )IPOIIHI | OIS TAME THIIAMMOHHS,

xmopua [3-(TpUMETOKCUCUITII ) IPOTIHI |OKTHIIAMMOHHUS,

N-[3-(TpHMETOKCHCHIIIII ) TPOTIHJI |aHHIIHHA,

3-[2-(2-aMUHO3THIIAMIHO )3 THIIAMUHO |TPOMTMITPUMETOKCHCHIIAHA,

N-[3-(TpumeToxcucwmn )npori |-N'-(4-BUHUI0CH3 W ) 3 THIICH IMAMHHA,

TPUITOKCH-3-(2-UMHUIA30JIMH- | -HT)TPOTTHIICHITIAHA,

1-[3-(TpUMETOKCHUCHITHI ) PO |MOYEBHHBI,

N-[3-(TpUMETOKCUCHITHAI ) TIPOTIFI |3 THIICHANAMHHA,

[3-(muaTHIAMUHO )ITPOTTHI | TPUMETOKCHCHITAHA,

(3-rHUIUARIOKCHTIPOTIFIT ) TPHMETOKCHCHITAHA,

3-(TpUMETOKCHCHIIFI ) IPOMTMIMETAKPHIIATA,

[2-(uMKIIOTeKCeHMI )3T | TPUATOKCUCHIIaHA,

JTOJIEIIMIITPUITOKCUCHIIAHA, TEKCAACIIMIITPUMETOKCHUCHUIIAHA,

(3-aMHHOTIPOITIII) TPUMETOKCHCHIIAHA,

(3-MepkanTonponI) TPUMETOKCHCHIIAHA,

(3-xmopmpoIHIT) TPUMETOKCHCHIIAHA,

a TaKKe M3 CMECeH IBYX WJIM HECKOJBKUX ITHX COCTUHEHUH B JIFOOBIX POIIOPIHUSIX.

Cpenun paHee MEPEUHCICHHBIX CTPYKTYPUPYIOMINX arcHTOB 0ojiee MPEeaNOYTUTEIFHBIM ABISETCS XIIOPUA
[3-(TpumeTokcucHIILT ) IponiT |oKTaaenuanMeTriiaMmmonus wim TPOAC.

Takke MOXHO HCIIONB30BaTh CTPYKTYPHPYIOIINE areHThl ¢ 0oJiee BHICOKOW MOJEKYJIAPHOW Maccod, Ha-
npumep PPDA (nmommmep nomuanaumiguMeTniaamMmmonus), [1Bb (monuBuHUIOYTHpPANE) U APYTUE OJIMTOMEp-
HBIC COCIMHCHMS, U3BECTHBIC B TEXHUKE YBEIIMYCHUS UAMETPa ME30TIOP.

KonudecTBO 0JJHOTO MIIM HECKOJNBKUX CTPYKTYPUPYIOIIUX arcHTOB MOKET U3MCHSATHCS B IMUPOKUX IpeJie-
Jax W B OOIIEeM cllydac SIBJISIETCS TaKUM, YTO HCXOJHOE MOJSPHOE COOTHOIICHHE OJHOTO WM HECKOJIBKUX
CTpYKTypupyrommx areHToB u Al,O3; Haxoautcs B uaTepBaie oT 0,005 mo 0,20, mpenOYTHTEIEHO B HHTEPBAIIS
ot 0,01 1o 0,15 u Gonee npenmouTutenbHO B nHTEpBase ot 0,02 o 0,08, BKiIrOYas rpaHUYHBIC 3HAYCHUS.

[IpubapiieHNEe OHOTO WM HECKOJIBKUX CTPYKTYPHUPYIOUINX areHTOB OCYIIECTBISIOT IPH IIEPEMEITMBaHUH,
HaIpuMep, TaK, Kak ObBUIO yKa3aHO paHee Ha CTaJAHMH a), U 3aT€M CMECh HAIlPaBIAIOT Ha CTAIAHMIO CO3PEBAHUS,
OCYILECTBIIIEMYIO IPEAIIOYTHTEIBHO MIPY MEPEMEIINBAHUH TO-TIPEKHEMY TIPH TOU K& TeMIIepaType, Hampumep
npu 25°C, B TeueHNe MPOMEXYTKa BPEMEHH OT HECKOIBKIX MHHYT O HECKOJBKUX AECATKOB MHUHYT, KaK IIPaBH-
70 B Tedenue 1 4, mpu nepementuBanuu npu 300 06/MuH.

IMocne cTamuu co3peBaHus PEaKIIMOHHYIO CMECh HCIIONB3YIOT Ha cTanuu d) KpUCTAUTM3alUH, POI0IIKAS
nepeMeInuBaTh, HO 0ojee MeEUICHHO, Kak mpaBwio B umHTepBaie oT 20 mo 100 00/MuH, HampuMep npu
50 06/MuH, IpH 3TOM YBEIIMUMBAs TEMIIEPATypy 10 3HaueHus B nuHTepBase ot 60 no 100°C, nanpumep mo 75°C.
Bpewmsi, HeoOX0qMMOE TSI KPUCTAIUTH3ALMH, B O0IIEM CITydae COCTABIIET OT HECKOJIBKUX YacOB JIO HECKOJIBKUX
JIECSITKOB YaCcOB U MPEANOYTUTENBHO OT 8 10 48 .

IMocne cTamuu KPUCTAIITU3AIUHA KPUCTAJLUIBI IIEOJIUTA BBIICIISIOT U3 PEaKIIMOHHON cMecH (PHIbTpOBaHUEM
1 3aTe€M IPOMBIBAIOT OJHUM MIJIM HECKONBKHMHU aJalTHPOBAHHBIMH PACTBOPUTEIISIMH, SBIISIOIIUMUCS BOJHBIMU
W/WIM OPTaHWIECKUMHU, TPEATIOYTHTEILHO BOJHBIMH, U, HAKOHETI, cymaT mpu temreparype ot 50 mo 150°C tpa-
JTUIMOHHBIMH CTIOCO0aMH, U3BECTHBIMH CIICIIHAINCTaM B JAHHOW 00J1aCTH TEXHUKH.

Cpennuii pa3Mep KpHCTAILIOB MPEINOYTHTEIEHO MOXKHO PETYIHPOBATh, U3MEHSI COAEp)KaHUe 3apobIIe-
00pa3yIoIero arenra (3apoIsIeodpa3yomero reis Wik KpUCTaJUIOB, HAIIPUMEpP LEONUTa, WIH JPYTUX arcH-
TOB) 110 OTHOIIIEHUIO K OCHOBHOMY T'€JIIO BO BpeMsI CTaIuu b).

3areM cyxue KpUCTAJUIBI TIOJBEPrar0T MPOKATUBAHUIO, KOTOPOE HEOOXOIUMO sl OJTHOBPEMEHHOTO OCBO-
0oxeHust MUKporop (yIaJeHHe BOIBI) U Me30mmop (yAaJeHHE CTPYKTYpUPYIOIIEro arcHTa). [IpokamuBanue,
OCYILIECTBIIIEMOE IJISl YIAICHUS] CTPYKTYPUPYIOIIETO areHTa, MOKET OBITh PEaTH30BaHO JIOOBIM CIIOCOOOM TIPO-
KaJMBaHUS, U3BECTHBIM CIICI[UAIUCTaM B JAHHON 00NacTH TeXHWKH. B mopsuke mpuMepa ¥ HEOTPaHUYHUTENb-
HBIM 00pa30M, MPOKAITMBAHUE KPUCTAIIOB IICOJIUTA, COACPKAIIUX CTPYKTYPUPYIOIIUN areHT, MOXET OBITh OCY-
MIECTBJICHO TPOTYBKOU KHCIOPOJCOACPIKAIIMMHI W/WIIA WHEPTHBIMU T'a3aMH, MPEAIOYTUTEIFHO Ta3aMU, TAKUMHU
KaK KHCJIOPOJ, a30T, BO3IIyX, CYXOH W/WIN AeKapOOHM3HUPOBAHHBIA BO3/IYX, BO3IYX, 00CTHEHHBIA KUCIOPOIOM, B
cirydae HeOOXOIUMOCTH CyXOH /WM JeKapOOHU3UPOBAHHEIN, TP OJHOW WIM HECKOJIBKUX TEMIepaTypax, mpe-
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Beimaromux 150°C, xak npasuio B untepBane oT 180 go 800°C, mpennmouturensHo B uHTepBane ot 200 no
650°C, B TeueHHE HECKOJBKUX YacOB, HAIpUMEpP B HMHTepBane oT 2 1o 6 4. [Ipupona razos, yuacTku moabeMa
TEeMIIepaTyphl M MOCIEAYIONINE IUIaTO TEMIIEPATyPHl, UX [UINTEIFHOCTh JOJDKHBI OBITh aIallTHPOBAHBI B 3aBUCH-
MOCTH OT NIPUPOIBI CTPYKTYPUPYIOIIETO areHTa.

3a paMKH HacTOAIIETO M300pETEHHUs] HE BBIXOIUT OCYIIECCTBICHHE OJHOTO FUIHM HECKOJBKUX KATHOHHBIX
00MEHOB (HampuMep, OJHOW WIIM HECKOJBFKUMH COJISIMH IIETOYHBIX WIIM IIEII0YHO3EMEIbHBIX METAIJIOB) Iepes
CTaJIMeH CYIIKY W/WIIW TpoKauBaHus (ctamus f) Wi mocie Hee) TpaJaulInOHHBIMU CITIOCO0aMU KaTHOHHOTO 00-
MEHa.

Kaxk Obut0 yKa3aHo paHee, Crioco0 CHHTE3a 110 HACTOSILEMY H300PETEHHIO SBISIETCS JIETKOOCYIECTBUMBIM
U pea3yeMbIM B T€UEHHE OTHOCHTEIHFHO KOPOTKOTO BPEMEHH, B YACTHOCTH B T€UEHHE BPEMEHH, MECHBILIETO T10
MeHbIIIei Mepe B 4 pa3a 1o CpaBHEHHIO co criocobamu cuHTe3a ZPH, KoTopble H3BECTHBI HA MPEAIIECTBYIOIEM
YPOBHE TEXHHKH U SBISFOTCS OYEHb MPOJODKUTEILHBIMY, HAPUMEp, 10 TPHYMHE HHTHOUPYIOIIETO ACHCTBUS
CTPYKTYPHPYIOILETO OpraHOCHJIaHa Ha 00pa3oBaHUE 3apoOibIIIed U POCT IIEOJUTOBOI cetn Mukporop. Cosep-
IIEHHO HEOXXMIAHHO OBLIO HalJEHO, YTO MHTHOWpYIolee ICHCTBHE CTPYKTYPUPYIOLIETO areHra (Harpumep,
TPOAC) xomnieHCHpYyeTcs Oaroaapst IPUCYTCTBHIO 3apOBIIICO0Pa3yIONMIEro areHTa.

OpHako B JAHHOM CIIydae MPOCTOTa M OBICTPOTa CHHTE3a HE BPEAAT KadeCTBY M CBOHCTBAM LIEOJIUTOB, IO~
Ty4eHHBIX TakuM oOpa3om. Ha mpaxTuke, 6marogaps croco0y 1Mo HacTOSIIEMY H300pETEHUIO MOKHO YBEITUIHUTD
CEJIEKTUBHOCTh CHHTE3a B CTOPOHY YHCTOH IIEOJIMTOBOM CTPYKTYpPHI (C comepkaHueM MeHbIle 2 Mac.% oxHOU
WM HECKOJBKUX APYTHUX 3arps3HSAIONINX KPUCTALTMYECKUX (a3) ¥ MaKCHMU3HPOBATh COOTHOIICHHE [00BeM
MHUKPOTIOP/BHEITHSISI TOBEPXHOCTh ME30II0p ]| UL 33JaHHON BHEUTHEH MOBEPXHOCTH, YTO HEBO3MOXHO B CIIydae
CIOCO0O0B, M3BECTHBIX Ha IPEIIICCTBYIONIEM YPOBHE TEXHUKH (CM. Hanmpumep, pabotel Y. Meng (cM. TaMm xe),
U3 KOTOPBIX CIIEIyeT, YTO YBEJIMUYECHUE COAEPKaHUS CTPYKTYpPHPYIOIIEr0 areHTa, KOTOPOe JOJDKHO BBI3BIBATH
yBEIMYCHUE 00BbEMa ME30IIop, JIEHCTBYET Takke Ha U3MEHEHHE CKOPOCTH POCTa IICOJMTOBOM CETH, BBI3BIBAIO-
Iiee, TaKuM 00pa3oM, MOSIBJICHHE JPYTUX KPUCTALIMYECKUX IIEOJTUTOBBIX (a3 U, Clel0oBaTesIb-HO, 00pa3oBaHue
CMecei IIE0JINTOBBIX CTPYKTYP, UTO SIBIISICTCS] HEXKEIATEIbHBIM).

Ha mpaktuke, B cirydae cnocoOOB MPEIIECTBYIOMIETO YPOBHS TEXHHUKH YBEIHYCHHE 0OBEMa MHUKpPOTIOP
[IEOJIUTA M COXPAaHEHHE BBICOKOW YHCTOTHI (ha3bl JOCTHUTAIOTCS TOJIBKO 33 CUET OYCHb IPOJIOJDKHUTEIBHOTO Bpe-
MEHHU KPHUCTAJUTU3AIMA U OTHOCUTENbHO HU3KUX Temmepatyp (<80°C). Tem He MeHee, B ciydae dTHX CIIOCOO0B
HHUKOT/Ia HE TOCTUTAIOTCSI 00EMBI MHKPOIIOpP, CPAaBHIMEIE ¢ 00beMaMH 110 HACTOSIIEMY H300pETEeHHIO.

Takum 00pa3oM, 1Mo CPaBHEHHIO C APYTUMH criocobamu nmosrydenus ZPH, Hanmpumep TOTOTHUTENbHOHM 00-
paboTKOH, CIOCOO MO HACTOSIIIEMY H300PETEHHUIO SABISETCS OoJiee MPOM3BOAUTEIHHBIM U MEHEE JOPOTOCTOSI-
UM, TIOCKOJIBKY €TO OCYIIECTBIISIOT TOJBKO 33 OJHY CTaJUI0 OTHOCHTEILHO KOPOTKOH IPOJOJDKUTEIBHOCTH
(MeHbIIe YeM 3a CYTKH) C MaJIbIM KOJIMYECTBOM CTPYKTYPHPYIOILETO areHTa , CIe0BaTeIbHO, B IIEJIOM C OTHO-
CHUTEJIFHO HU3KOH CTOMMOCTBIO WIIH, TT0 MEHBIIEH Mepe, ¢ OrpaHUYEHHBIM yJIOPOKaHHEM TI0 CPaBHEHHIO CO CTO-
MMOCTBIO CHHTE3a HEME30IOPUCTOTO [EOINTa ¥ 3HAYUTEILHO MEHBIIIE CTOMMOCTH, 00yCIIOBIMBaEMOH criocoda-
Mmu cuaTe3a ZPH ¢ nonomHuTEIBHOM 00pabOTKOIA.

[TpumeHeHne IEOTUTOB € 33JaHHON OPUCTOCTBIO SIBIISIETCS 0OCOOCHHO BHITOAHBIM B POMBIIIJICHHBIX CHO-
cobax, TakuX Kak aJcopOIusi, HOHOOOMEH, pa3JeNiecHre, U TakKe MOXKET OBITh MPEIyCMOTPEHO B JIFOOBIX o0ac-
TAX TEXHUKH, B KOTOPBIX OOBIYHO MCITIONB3YIOT HEME3OTIOPUCTHIE IIEOTUTHI.

Jamee Hacrosmiee n300peTeHHE MOSCHIETCS NpUMEpaMH, NMPHBEICHHBIMH 0e3 KaKoTO-THOO HaMepeHUs
OTPAaHNUYUTH pPa3HbIC BAPUAHTHI OCYIIECTBICHUS HACTOAIIECTO N300pETEHMS.

B mpuBeneHHBIX manee mpuMepax (pU3NUECKHEe CBOHCTBA KPUCTAJUIOB IIEOJIMTA OICHEHBI crlocobamu, Ko-
TOpBIE U3BECTHHI CHELUAIICTaM B JaHHOH 00JNIacTH TEXHUKH M OCHOBHBIE M3 KOTOPBIX IPUBEICHHI Aajee B IO-
psiiKe HaTOMUHAHMS.

[MoTepu noce MpoKaINBaHUS KPUCTAIUIOB LIEOIHTA.

[ToTepn mocine mMpoKaaMBaHUS ONPENENISTIOT B OKUCIUTENBFHON atMocdepe NMpoKalInBaHWEM oOpasna Ha
Bo3xyxe mpu Temieparype 950+25°C coorBercTBeHHO omucanuio cranaapra NF EN 196-2 (anpens 2006 r.).
CpenHekBaipaTHYHOE OTKJIOHEHHE ONpeiesieHns coctaBisieT Mensle 0,1%.

O6bem o Jlyoununy-Panymkesudy.

O6bem o JlyOomHuHy-PagynikeBUdy onmpenessitoT UCXOAs U3 ONpeAesIeHUs] H30TEPMBI aIcOpOIIH Ta3a, Ta-
KOTO KaK a30T FJIM aproH, IPH €ro TeMIIepaType CXKIDKCHHS, B 3aBUCHMOCTH OT OTBEPCTHS MOpP IEOIHTOBON
CTPYKTYPHI ClieIyeT BRIOMpATh aproH win a3oT B ciydae LTA (mpenBapuTensHO ¢ OOMEHOM Ha IMPOTHBOMOHBI
KaJIbITUs, COOTBETCTBEHHO omMcaHHbIM Breck, cMm. tam ke, Tadm. 5.7, ctp. 428) u a3or B cnyuae FAU. Jlo an-
COpOITMH IEOIMTOBBIA aCOPOCHT OCBOOOXKIAIOT OT Ta3oB mpu Temmepatype oT 300 mo 450°C B TedeHue mpo-
MEKyTKa BpeMeHH oT 9 110 16 u B Bakyyme (P<6,7-10™ ITa). 3aTeM H30TepMbI aICOPOLMH ONPEIEIAIOT HA TIPH-
6ope Tnna "ASAP 2020" xommanun "Micromeritics" o MeHbIIeH Mepe B 35 TOYKaxX U3MEPEHHsI OTHOCHTEIILHO-
ro maeicHus B Bujae cootHomeHus P/Py B uaTepBane ot 0,002 o 1. OOBeM MHUKPOIOP OMPEACISIOT COTIACHO
Jyonnuny-PanymkeBndy MCXons U3 MOJIYYEHHOM W30TEpPMBI COOTBETCTBEHHO cranmapTy ISO 15901-3 (2007).
OG6BeM MEKpPOIIOpP, OLEHEHHBIH 110 ypaBHeHHIo JlyOuHIHA-PaylkeBIua, BRIPAXKAIOT B CM° JKHIKOTO ancopOaTa
Ha 1 T neosura. [lorpemHocTs onpeaenenus cocrapiser 0,003 cM/r.
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Pasmep u cTpykTypa xpucramioB (MEB).

O1eHKy CpeAHEYNCIOBOrO AMaMeTpa KPUCTAIIOB LIEOJINTa OCYILECTBIAIOT, KaK OBUIO yKa3aHO paHee, 110
HaOJIOIEHUIO TTO/T CKAHUPYIOIIUM 3JIEKTPOHHBIM MUKPOCKOIIOM.

Jlna orneHKM pa3MepoB KPHUCTAJUIOB IIEOTUTA B 00pa3max MOIy9YaroT COBOKYITHOCTh PEHTTEHOTPAMM C yBe-
mudeHreM 1o Menbineid mepe B 5000 pa3. 3atem ompeaensioT nuaMeTp mo MeHbiner Mepe 200 KpUCTaIoB TMo-
CPEIICTBOM CIIeNHAIbHOW MPOrpaMMbl, HApUMEpP IMOCPEeACTBOM Mporpammbl "Smile View", paszpaboTaHHOH
kommanuei "LoGraMi". TounocTs coctaBnseT 0koio 3%.

CTpyKTypy KPHCTAJUIOB ONPEIEIIAIOT Ucxoas u3 ¢potorpaduiit MEB, BBITTOJIHEHHBIX ¢ YBETHYECHUEM, a1all-
TUPOBAHHBIM K pa3MepaM KPUCTAJIIOB.

Onpezenenye BHENIHEH TOBEPXHOCTH Me301op (M7/T) criocobom "t-plot".

B cnocobe pacuera "t-plot" ncmons3yror 3HaueHUs u30TepMbl ancopounn Q,q=f(P/Py), uro mo3Bomser
paccUMTHIBATh ITOBEPXHOCTH MUKPONOP. MOXKHO ONpenenTh 3HAaUeHHE BHEIIHEH MMOBEPXHOCTH ME30IOp, BbI-
uMCIIsA  pasHOCTh ¢ ToBepxHOCThio BET, KoTopas ompenenseT OOyl IOBEPXHOCTh IMOp B M/T
(SBET:Smicrop4+sexl.mesop4)~

Jlnst pacdera IOBEPXHOCTH MHKPOIOp criocoGom "t-plot" crposit kpuByio Qugs (cM'/T) B 3aBHCHMOCTH OT
TOJIIIMHEI CJIOS t, 3aBUCSIIEH OT mapunansHoro nasneHus P/Pj, koTropoe 00pa3oBEIBaIOCH OBl HA CPABHUTEIIEHOM
HETIOPUCTOM TBEPJIOM BemecTBe (t mpencTasiser coboi ¢pyHkImio ot log P/Py, ipu 3TOM HCIONB3YIOT ypaBHE-
aue Xapkurca u Jxypsl (ctagaapt ISO 15901-3:2007)):

[13,99/(0,034-log(P/Py))""],

rae B uHTepBaje t ot 0,35 no 0,5 HM MOXHO MPOBECTH MPSAMYIO, ONMPEICIIAIONIYI0 HAYaIbHYI0 OpIHHATY
ajzicopOupoBaHHOM QQ, KOTOpPasi MO3BOJISIET PACCUUTATh MOBEPXHOCTH MUKPOIIOP; €CIIM TBEPAOE BELIECTBO HE SIB-
JSIETCSI MUKPOIIOPHUCTBIM, TO TpsiMasi Mpoxout uepes 0.

HaGmonenue cTpyKTypbl ME30I0p MPOCBEYUBAIOIIEH MIEKTPOHHON MUKPOCKOTIHEH.

[Mopomiok TUCTIEPTUPYIOT B 3TAHOJE B TeUeHUE | MUH yIbTpa3BykoM. Karumo pacTBopa HAHOCAT Ha pe-
IeTKy MuKpockona. [Ipobe naroT BEICOXHYTh NPH KOMHATHOH Temreparype. HabmroneHne ocyniecTBIsSIOT HOA
MIPOCBEYUBAIONTNM 3JIEKTPOHHBIM MHEKpockorioM (CM 200 FEI) npu nanpsixennu 120 xB.

[Monyuennoe yBenuaenue B 220000 pa3 (cM. ¢ur. 1b) mo3BosisseT 0TOOpa3suTh HATMIHUE ME30TIOP U OIIEHUTh
WX JHaMETPHL.

OrnpeneneHne aTOMHOT0 cOOTHOMIEHUs Si/Al 1IE0MUTOB CITOCOOOM PEHTTEHOBCKOH (IIyOpECIICHITHH.

DJeMEeHTHBIN XUMUYECKUI aHaJIN3 [IE0JINTa C 3aJaHHOH IOPUCTOCTHIO0 MOYKET OBITh OCYIIIECTBICH Pa3Iny-
HBIMH aHAJTUTHYECKIMHA CIIOCO0aMU, M3BECTHBIMHU CIEIHATNCTaM B JaHHOW 001acTh TeXHUKH. Cpeau 3TUX CIo-
cO0OB MOKHO Ha3BaTh CHOCOO XMMHMYECKOTO aHAJIM3a MO PEHTICHOBCKON (DIyOpECHEeHIMN COTJIACHO OIMCAHHIO
crangapta NF EN ISO 12677:2011 na aucnepcuonHoM cnektpomerpe no anuHe BoaHsl (WDXRF), nanpumep
Ha npuoope "Tiger S8" xomnanuu "Bruker".

Crioco6 peHTIeHOBCKOW (hIIyOpEeCHCHIIMA TPEACTaBIICT COO0H Ccrmocod Hepa3pyIIAIOMIEro CIeKTPAITLHOTO
aHaiM3a, B KOTOPOM HCIIOJNIB3yeTcsl (POTOIOMUHECIICHIIMSI aTOMOB B JIMana3oHe PEHTTCHOBCKUX Jydei, aist yc-
TaHOBJICHMS JIEMEHTHOTO cocTaBa MpoObl. Bo30yxneHue atoMoB B 00IIeM cilydae My4YKOM PEHTI€HOBCKHUX JIy-
el uiau 0oMOapIMPOBKON IMEKTPOHAMH TTOPOKAAET crenu(prIeckre N3MydIeHNs MOCTIe BO3BPAIICHHUS aTOMOB B
OCHOBHOE cocTostHre. CIIEKTp PEHTTEHOBCKOH (PIyOpecIieHIINN UMeeT MPEHUMYIIEeCTBO, COCTOSIIEe B OYCHb Ma-
JIOH 3aBHCHMOCTH OT XUMHYECKOW KOMOHMHAITNH HJIEMEHTOB, YTO TI03BOJISIET OJHOBPEMEHHO OCYIIECTBIATH TOU-
HOE KOJIMYECTBEHHOE M KauecTBEHHOE ompeneneHne. OOBIYHO TOCIe TPaayHpOBAHUS MOTPEIIHOCTD OIpeene-
HHUS KaKJI0r0 OKCHaa coctaBiisger MeHble 0,4 mac.%.

OTH 3/IEMEHTHbIE XMMHYECKHE aHAIM3Bl TO3BOJISIIOT MPOBEPSTh aTOMHOE cooTHomeHue Si/Al meonmra,
IIPY 3TOM IOTPEITHOCTD ONPEAEICHHsI aTOMHOTO cooTHoIeHus Si/Al cocraBnser +5%.

KauecTBeHHBIN 1 KOJIMYECTBEHHBI PECHTTCHOCIICKTPAIbHBIN aHAIN3.

DTOT aHANIK3 MO3BOJSACT HIACHTU(UIIMPOBATH KPUCTAIUTUYCCKUE (ha3bl, COJACPKANIUCCS B aHATH3HPYEMOM
TBEPJIOM BEIIECTBE, MMOCKOIbKY KaXKIas U3 LEOTUTOBBIX CTPYKTYP UMEET YHUKAIBHYIO AU(PpaKTOrpamMmy (MM
TU(PPAKIUOHHBIA CHEKTP), OMPEIACICHHYIO PACIOIOXKCHAEM AU(DPAKIIMOHHBIX MUKOB U UX OTHOCHTCIBHON Be-
JIMYHUHOM.

Kpucrammsl meonura pacnupeneisioT W pasriakHBalOT Ha MOJUIOKKe-00pasle MPOCTHIM MeXaHWYECKHM
cKaTheM. Y CIIOBUS 3alicy JHuQpaKkTorpaMM, moidydaembix Ha mpudope "D5000 Bruker", mpuBeaeHs! ganee:

TpyOka Cu, ucrionp3yemast pu 40 kB 1 30 MA;

pasmep tmeneit (pacxomsmasics, nudy3nonHas u anamuTHdeckas) = 0,6 Mm;

¢bunpTp: Ni;

YCTPOUCTBO BpamieHus IpoOsl: 15 006/MuH;

JMana3zoH u3MepeHuit: 3°<20<50°;

mar: 0,02°;

BpeMsl IT0JICUETa UMITYJIHCOB 32 Imar: 2 c.

HuTepnpeTanuio MoIydeHHOTO AUGPAKIIMOHHOTO CIEKTpa (WM AU(paKTOrpaMMbl) OCYIICCTBISIOT IO-
cpeactBoM nporpammbel EVA ¢ unentudukanueii a3 ¢ momomsio 6a3er ICDD PDF-2, Bemyck 2011 roaa, 4ro
MO3BOJISIET BRIABIIATH MOTHOCTBIO KPUCTAIUIMIECKYIO (asy.
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KonmuectBo neonuroBeix ¢pakuuii X onpenessitor anann3oM PCA. DToT aHanu3 OCYIIECTBISIOT Ha MPHU-
6ope mapku "Bruker", a 3atem nocpenctBom mporpammbl TOPAS xommanuu "Bruker" onieHHBaKOT KOTHYECTBO
IIEOJTUTOBBIX Ppakmmii X.

ITpumep 1.

Cunre3 XPH ¢ mpubaBieHweM 3apoIblieoOpa3yromiero Telisi W OCHOBHOTO Tels NMPH COOTHOIICHUH
TPOAC/A1,05;=0,04 (ab6peBuatypa XPH yka3siBaeT Ha IICOIHT ¢ 3aMaHHON opucTocThio (ZPH) tuma X).

a) [Tomy4yeHre OCHOBHOTO T€IIs B PEAKTOPE C IepeMeInnBanneM HekoM mpu 300 06/MuH.

B peakTope u3 HepKaBeIOIIEH CTald BMECTUMOCTBIO 3 JI, CHAOKEHHOM TPEIOIIe pyOamkol, JaTIUKOM
TEeMIIEpaTypbl U MEIIAIKOW, MOJy4aloT OCHOBHOM reib, CMEIIMBas pacTBOp allOMHUHATa, coaepxkammii 119 r
rugpokcuna Hatpust (NaOH), 128 r tpurunpara oxcuna amomunus (Al,O;-3H,0, conepxamero 65,2 mac.%
Al O;) u 195,5 r Bozsl pu 25°C B TeyeHue 25 MUH cO cKopocThio nepeMermBanus 300 06/MHH ¢ pacTBOpOM
CUJIMKaTa, coaepkamum 565,3 r cunukara Hatpusd, 55,3 r NaOH u 1997,5 r Bons! npu 25°C.

CTeXrOMeTpHYECKIE COOTHOIICHUST OCHOBHOT'O el mpuBeneHbl nanee: 3,48 Na,O/Al05/3,07 SiO,/180
H,0. I'omorenun3anuio 0CHOBHOTO Tels OCYHIECTBISIIOT nepemennBanueM rpu 300 o6/MuH B TeueHue 25 MuH
mipu 25°C.

b) Ipubasienne 3apoapIeo0pa3yIoIIero res.

K ocHoBHOMY Temo nipu 25°C u nepememmBannu npu 300 o6/mMuH mpubaBnsior 61,2 T 3apoasimieodpa-
3yromero remst (w2 Mac.%) ¢ coctaBoM 12 Na,O/Al,03/10 SiO,/180 H,O, mosydeHHOTO aHATOTHYHBIM 00pa-
30M, YTO W OCHOBHOMW Te€llb, U CMecH HaroT 3peTh B TedeHue | 4 mpu 40°C. Ilocne romorennsanuu npu 300
00/MHH B T€UCHHE 5 MHUH CKOPOCTb MepeMeInBanus yMeHbInaoT 10 100 06/MUH ¥ TIPOIOIDKAIOT MTEPEMETTNBATE
B TeueHue 30 MuH.

c) Beenenue B peaklMOHHYIO CMECh CTPYKTYPHPYIOLIETO areHTa B peaknuoHHYI0 cMech BHOcAT 27,3 T
60%-Horo pactBopa TPOAC B meranone (MeOH) npu nepememmBannu co ckopocTbio 300 06/MuH (MoIIpHOE
cootHomrenne TPOAC/AL,0;=0,04). Craguio co3peBanusi ocymiecTBsitoT npu 25°C B Tedennme | 49 mpm
300 00/MuH epeT HHUIMANACH KPUCTAJUTH3AIUH.

d) Kpucramnmmszarmusi.

CKOpOCTh TIepeMEeNTUBaHUs CHIDKAIOT 10 50 00/MUH M TeMIepaTypy B TpEIoIIel pyoOaiike peakTopa ycra-
HaBiuBaIOT paBHOH 80°C mist TOro, 9ToOBI PEAKIMOHHYIO CMECh HAarpeTh Mo Temreparypbl 75°C B TedeHue
80 muH. [locne BeigepkuBaHus B TeueHune 22 4 mpu 75°C peakIMOHHYIO CMECh OXJIKIAIOT, ITUPKYIHPYS XO-
JIOJHYIO BOJY Yepe3 IPEoyIo pyOaIKy, Al OCTAHOBKH KPHUCTAJUIN3AIINH.

¢) ®unbTpoBaHUE/TTPOMBIBKA.

TBepable BemiecTBa OTACISAIOT Yepe3 (GUIBTP U3 MOPHCTOTO CTEKIA M 3aT€M IIPOMBIBAIOT YMATUYCHHOU BO-
JI0i 10 HeUTpanbHOro 3HaueHus pH.

f) Cymka/npoxaarBaHue.

Jlyist onipenienieHust XapaKTepUCTHK MPOAYKTa CYIIKY OCYIIECTBIISIIOT B CyIImibHOM mikady npu 90°C B Te-
YeHHUE 8§ 4, TIPH ITOM MOTEPH MOCIIE IIPOKATUBAHUS CYXOT0O MPOAYKTa COCTABISIIOT 23 Mac.%.

[TpoxanuBaHue CyXoro MPOAYKTa, HEOOXOAUMOE JUIsl OJHOBPEMEHHOTO OCBOOOXKICHUSI MUKpPOIIOp (OT BO-
JIBI) ¥ ME30IIOp 3a CYET YAAICHUS CTPYKTYPHUPYIOIIETO areHTa, OCYIECTBILIIOT CO CIEAYIONINM TeMIIepaTypHBIM
npodunem: B Tedenne 30 muH mogbeM 1o 200°C, 3atem B Tedenue 1 9 muraro mpu 200°C, manee B TeueHue 3 4
noabseM 10 550°C u, HakoHet, B TeueHnue 1,5 1 turato mpu 550°C.

TakuM 00pa3zom, MONy4aroT 255 T TBEpAOro BEMIECTBA, SKBUBAICHTHOTO Oe3BogHOMY Ieonmuty XPH, uro
COOTBETCTBYET BBIXOAY 99 Mom.% B pacdeTe Ha UCTOIF30BaHHOE KOMMUecTBO amoMuHus. CootHomenue Si/Al B
ZPH, onpeneneHHOE CIOCOOOM PEHTIEHOBCKOH (piryopecieHIny, paBHo 1,24,

Ipumep 2.

Cunre3 XPH ¢ mpubaBieHHeM 3apoAbllIeoOpa3yromIero I'elsi ¥ OCHOBHOTO Teisl IPH COOTHOLICHUH
TPOAC/AL,05=0,02.

JIeHCTBYIOT COOTBETCTBEHHO OIMCaHMIO ITpuMepa 1 npu mossipHoM cootHomeHnn TPOAC/ALOs, paBHOM
0,02. ITomywator 255 T TBEpAOTrO BEIECTBA, SKBUBAICHTHOTO Oe3BopHOMY neointy XPH, uto coorBeTcTBYyeT
BEIX0y 99 Mon.% B pacueTe Ha UCTOIB30BaHHOE KoymdyecTBo amomMuansa. CootHomenue Si/Al B8 ZPH, ompene-
JIEHHOE CIIOCOOOM PEHTIC€HOBCKON (hIyopecueHIny, paBHo 1,24.

ITpumep 3.

Cunre3 XPH ¢ mpubaBieHweM 3aponblieoOpa3yromiero Telii W OCHOBHOTO Telsl NMPH COOTHOIICHUH
TPOAC/AL,05=0,08.

JIeHCTBYIOT COOTBETCTBEHHO OIMCcaHUIO IpuMepa 1 mpu momsipaoM cootHomeHnn TPOAC/ALL O3, paBHOM
0,08. ITomywator 255 T TBEpIOTrO BEIlECTBA, SKBUBAICHTHOTO Oe3BopHOMY neointy XPH, uto coorBeTcTBYyeT
BeIX0/1y 99 M011.% B pacuere Ha HUCIOJIb30BAaHHOE KoymuecTBO amoMuHus. Coornomenue Si/Al 8 ZPH, onpene-
JICHHOE CIIOCOOOM PEHTI€HOBCKOM (ITyopeclieHInu, paBHoO 1,24,

IIpumep 4.

Cunre3 XPH ¢ mnpubaBineHMeM KpHCTAJUIOB IEOJIWTAa W OCHOBHOTO Telii TIPH  COOTHOLICHUH
TPOAC/AL,05=0,04.

JIeHCTBYIOT COOTBETCTBEHHO OIMUcaHUIO IpuMepa 1 mpu momsipaoM cootHomeHnn TPOAC/ALL O3, paBHOM
0,04, npu 3TOM Ha CTaguH b) 3apOIBIIICOOPa3yIONINI Tellb 3aMEHSIOT BBeneHHEeM | Mac.% (10 OTHOIICHHUIO K
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o01Ieil Macce OCHOBHOTO Tellsl) KPUCTAUIOB meoiuTa X (KpUCTaJUIBI CO CPEAHCOOBEMHBIM THAMETPOM OKOJIO
0,8 MKM, MoJTy4eHHbIE COOTBETCTBEHHO ONMCaHuIo mpumepa b) cuaresa B WO 2014/090771). [omyuator 254 r
TBEPAOTO BEIIECTBA, 00JANAIOIIETO TAKUMHU K€ XapaKTEPUCTUKAMHM, 9TO U XapaKTEPHUCTHUKH, MOTy4eHHBIC IS
TBEpAOTO BellecTBa nmpumepa 1.

CpaBHEHHE XapaKTEPUCTUK MOPOIIKOB LEONINTa X € 33AaHHOH MOPHCTOCTHIO, CHHTE3MPOBAaHHBIX B IIPHMe-
pax 1-3.

PesynbTaThl onpeneneHns XapaKTEPUCTHK [IEOJINTOB € 33JaHHOM OPUCTOCTRIO TIPEACTaBICHBI B Ta0I. 1 1Mo
CPaBHEHMIO CO CPaBHUTENLHBIM IleonuToM X, Siliporite® AP, koTopsiii peanmmuzyercs komnanueit CECA u cpen-
HHUH pazMep KPUCTAJUIOB KOTOPOT'O COCTABIAET 1,5 MKM.

XapakTepUCTHKH TTOPUCTOCTH (00BbEM MHUKPOIIOP, BHEIIHSS HMOBEPXHOCTh ME3OIOp, PaclpelielieHue pas-
MEpOB ME30II0p) PACCUMTHIBAIOT MCXO/S U3 ONPEAEICHHBIX NPU TeMIIepaType HUIKOTo a30Ta H30TepM aacopo-
un/necopOIMy a30Ta MOPOIIKa, IPEeIBApUTENBHO Jlera3upoBaHHoro B BakyyMme npu 300°C. Onpenenenus ocy-
mecTBILsIIoT Ha ipubope "ASAP 2020" xomnanuu "Micromeritics".

O6BeM MEKPOIIOP (CM’/T) PACCUMTHIBAIOT COTIacHO Teopuu JyOunnHa-Panymkesnua. BHemHO0 moBepX-
HOCTB Me301I0p (M*/I) pacCUHTHIBAIOT HCXOms u3 Mozemd "t-plot". PacmpeneneHne pasMepoB Me30mOp pacc-
ThIBatOT criocobom "Density Functional Theory" (DFT, Teopust ¢pyHKIHOHAIA TUIOTHOCTH) ¢ MOJACIBIO ITHIUH/I-
pHYECKUX TIOP.

Judpaxnust peHTTeHOBCKUX JIydel MO3BOJSIET HICHTU(PHIMPOBATH KPUCTAIUINYECKHUE (ha3bl, IMEIOIINECS B
MOPOILKE, MCXOAS U3 CPABHUTEIBHBIX CIIEKTPOB (MM ITU(PPAKTOTpaMM) pa3HbIX LEOIUTOBBIX CTPYKTYp H Ompe-
JETSTh YPOBEHb KPUCTAIIIMIHOCTH TBEPABIX BELIECTB B 3aBUCHMOCTH OT BEJIMYHHBI INKOB.

Ha ¢ur. 1a u 1b noka3zansl pearreHorpaMmmsel MET cpaBauTensHOTO neonuta (¢ur. 1a) u neonura mo Ha-
crosimeMy n3ooperenuto npumepa 1 (¢ur. 1b), a Ha ¢ur. 2 npeacraBieHbl UX 00bEMbI TOp (00BEM MUKPOIIOp U
00bEM Me30110p) B 3aBUCUMOCTH OT pa3Mepa nop. O0beM Mop OonpeaessiioT, Kak ObUIO yKa3aHo paHee (MCXO.s U3
M30TEpM aJCcOpOIMU a30Ta COOTBETCTBEHHO ONMCAHUIO paHee NMPUBEICHHOW TeXHosornueckoil yactu "O0beM
no Jlyoununy-Panymkesuay").

CpaBHHUTENBHBIN TipuMep 1.

CuHTE3 KPHCTAJUIOB IeouTa 0e3 mpubaBiIeHus 3apopiieoopasytomero reins npu TPOAC/Al,03;=0,04.

1) [TomydeHre OCHOBHOTO TSl B peakTope ¢ IepeMermBaHiueM mHexoM mpu 300 06/MuH.

B peakTope u3 HepKaBeIOIIEH CTald BMECTHMOCTBIO 3 JI, CHAOKEHHOM TPEIOIIe pyOamkol, JaTIuKOM
TEMITEPAaTypbl M MEMIAIKOW, MOMydaloT OCHOBHOM Teilb, CMEIIMBAas PacTBOp alOMHUHATA, comepkammii 119
runpokcuna Hatpus (NaOH), 128 r tpurmnpara okcuma amomuans (Al,Os;-3H,0, comepkamero 65,2 mac.%
Al O;) u 195,5 r Bozsl pu 25°C B TeyeHue 25 MUH cO cKopocThio nepeMermBanus 300 00/MHH ¢ pacTBOpOM
CUIJIMKaTa, coaepkamum 565,3 r cunukara Hatpus, 55,3 r NaOH u 1997,5 r Bons! npu 25°C.

CTeXxrOMeTpHYECKIE COOTHOIICHUS OCHOBHOI'O el mpuBeneHbl nanee: 3,48 Na,O/Al05/3,07 SiO,/180
H,0. T'omorenun3anuio 0CHOBHOTO Tels OCYHIECTBISIOT NepemennBanueM rpu 300 o6/MuH B TeueHue 25 MuH
npu 25°C.

2) BeeneHne B peakIMOHHYIO CMECh CTPYKTYpPHPYIOIIETo areHTa.

B peaxmmonnyto cmeck BHOCAT 27,3 T 60%-HO0T0 pactBopa TPOAC B MeOH npu nepememimBaHAH CO CKO-
poctbio 300 06/mMuH (MossipHOe cooTHomeHue TPOAC/Al,05=0,04). Tlocne roMoreHU3aIy B TeUEHUE 5 MUH
CKOPOCTh TIepeMEeNTUBaHMs CHIDKAIOT 10 50 00/MHUH.

3) Cragus co3peBaHusl.

PeaknroHHy0 CMeCh BBIIEPIKUBAIOT TPHU MEPEMENIUBAHUH CO CKOPOCThIO 50 06/MuH mipu 25°C B TeueHune
22 9 ¥ 3aTeM MHUIUUPYIOT KPUCTAINTH3ALHIO.

4) Kpucrannuzamys.

CKopocTh NepeMenInBaHus MOJIePKUBAIOT paBHOH 50 00/MUH U TeMIepaTypy B rperoleil pyoarike peak-
TOpa ycTaHaBIMBaIOT paBHOI 80°C I TOro, 4TOOBI PEaKIMOHHYIO CMECh HarpeTh 110 TemrepaTypsl 75°C B Te-
ueHue 80 muH. [locne BolaepkuBanus B TeueHHue 72 4 npu 75°C peakLIHOHHYIO CMECh OXJIAXKAAI0T, HUPKYIUPYS
XOJIOJTHYIO BOAY Yepe3 I'PEIONIyI0 pyOamKy, Ui OCTAHOBKH KPUCTAJLTH3ALUH.

5) ®uIbTpoBaHKE/ TIPOMBIBKA.

TBepable BeliecTBa OTACISAIOT Yepe3 (GUIBTP U3 MOPHUCTOTO CTEKIA M 3aTEM NIPOMBIBAIOT YMATUYCHHON BO-
JIO¥ 10 HeWTpanbHOTro 3HaueHus pH.

6) Cymka/mpokaauBaHue.

Jlst ompenenenus XapakTEpUCTHK MPOIYKTA CYIIKY OCYIIECTBIISIOT B CymmbHOM mikady mpu 90°C B Te-
YeHne 8 4, IpH 3TOM MOTEPH MOCIE MPOKAIUBAHKS CYXOT0 MPOAYKTa COCTABILIIOT 22 Mac.%.

[MpoxanuBaHue CyXoro MPOAYKTa, HEOOXOAUMOE JUIs OJHOBPEMEHHOTO OCBOOOXKICHUSI MUKpPOIIOp (OT BO-
JIbI) ¥ ME30TIOP 3a CUET yIAJICHUS CTPYKTYPUPYIOIIETO areHTa, OCYIIECTBISIIOT CO CIEAYIOIUM TeMITepaTypHBIM
npodunem: B Teuerne 30 muH nogsem g0 200°C, 3arem B Tedenue 1 4 rumaro npu 200°C, nanee B TedeHue 3 4
noawseM 10 550°C u, HakoHel, B TeueHue 1,5 4 iato npu 550°C.

CpaBHUTENBHBIN IpuMep 2.

CuHTe3 KpHUCTaJIIOB IieonuTa 0e3 npudasieHus 3apoapimeoodpasyromero rens npu TPOAC/AL,05=0,08.

JIeHCTBYIOT COOTBETCTBEHHO ONHMCAHMIO CPAaBHHUTEIBHOTO IpHMepa 1, yBenndmBas MOJIIPHOE COOTHOIIIE-
Hue TPOAC/ALO; o 0,08.
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CpaBHEHHE XapaKTEpUCTHK MOPOUIKOB IIEOJIUTOB C 33JaHHON MOPUCTOCTHIO, CHHTE3UPOBAHHBIX B CPAaBHU-
TEeNBHBIX MpUMepax 1 u 2, ¢ neoauramMu npuMepos 1-3.
PesynbTaThl onpeaeneHns XapaKTEPUCTHK ICOJUTOB C 3alaHHON TIOPUCTOCTHIO MIPEICTABIICHBI B TA0IHUIIE.

CuHTes MsoTepma ancopbrmi asora npi 77 K CrexTp MEB MET
PCA
CpaBHUTeNbHEN | TPOAC/AL,0; |IIpoOomxuTen Vipr Sext. Sext. PacnpeneseHne Kpucrasn PasMepnl PasmMepr!
oBpasel, BHOCTb M /T | mesco.r | mesep./Vip pasmMepoB JMdecKye | KpUcTal | Mesonop,
cuHTEe3a, 4 IV O Me30Mop, HM dbaszbl JIOB, MKM HM
CpaBHUTENb HEI 0 20 0,342 35 102 / Uucras 1,5 Her
ueosmT X daza X JaHHBIX
Ipumep 1 0,04 24 0,335 105 313 or 5 mo 10 Uycras |or 1 mo 3| or 5 mo
daza X 10
Ipumep 2 0,02 24 0,339 85 250 or 5 mo 10 yucrasa or 0,5 mo /
dasa X 1
IIpumep 3 0,08 a8 0,330 160 500 or 5 mo 10 Yucrasg or 4 nmo 8 /
daza X
CpaBHUTEJb HEIT 0,04 96 0,260 90 346 or 5 mo 10 X+ P or 4 mo 8 /
npumep 1
CpaBHUTEJIbHBIA 0,08 96 0,040 103 2575 or 4 mo 30 P / /
npumep 2

MEB: ckaHupymoas 3J1eKTpPOHHAasE MUKPOCKOIIHSI.

MET: npocBeunBaromas 3JeKTPOHHAsE MUKPOCKOIIHS.

CpasuutenbHblit o6paszewn: neonut X Siliporite® G5 AP xomnanun CECA.

V,;p: 00bEM MUKPOIIOP, PACCYUTaHHBIH 110 ypaBHeHUIO J[yOunuHna-Panymikesuya.
Sext. mesop.: BHELIHSA TIOBEPXHOCTH ME30MIOP, MOIy4EHHAas SKCTpanoysiuuei "t-plot”.

Pesynbrathl, npencTaBieHHbIE B TAOIUIIE, CBUACTEIECTBYIOT O TOM, YTO CTPYKTYpa KPHUCTAJUIOB H3MEHSIET-
cs ¢ conepkanneM TPOAC. OObsIcHEeHHEM 3TOMY SIBISIETCS IEHUCTBHE CTPYKTYPUPYIOMIETO areHTa Ha CKOPOCTh
pocTa pa3HBIX T'paHEeH KPHCTAJIIOB.

Ha ¢ur. 3 nokazano coBMenieHne TUPPAKIUOHHBIX CHCKTPoB (audpakrorpamm). COBMEIICHHIE CIIEKTPOB
TU(PPAKIUU PCHTTCHOBCKUX JIyueH (IUQpaKTOrpaMMBbl) IMOKA3bIBACT, YTO BEIUYMHBI AU(PAKIIMOHHBIX ITHKOB,
MOJYYCHHBIX C TBEPIBIMHU BEIICCTBAMHU IO HACTOSIIEMY HM300pETCHUIO (IICOJIUT mpuMepa |, TOMEUCHHBIA HH-
nexcoM (b) Ha ¢dwur. 3), TOJOOHEI BENMYWHAM ITHKOB, TOJYYCHHBIX B CIydae CPaBHUTEIHLHOTO IEOTHTa (TIOMe-
YCHHOTO WHACKCOM (a) Ha (ur. 3), mpuyeM He3aBHCHMO OT BBEJICHHOTO KOJIMYECTBA CTPYKTYPUPYIOIICTO arcHTa.
Takum 00pa3oM, crocol Mo HACTOSIIEMY H300PETCHHIO TIO3BOJISIET IOIyYaTh TBEP/BIC BEIECTBA, KPUCTAIUINY-
HOCTB KOTOPHBIX SIBIISICTCS ONITUMAIIFHON M PETYIHPYEMOH.

Crioco6 cuHTE3a, B KOTOPOM HCIIONIB3YIOT CTPYKTYPUPYIOIINIA areHT, 3aTPaBOYHBIN I'ellb W/IITH 3apOAbIIIe-
00pa3yIomuii reNb, MO3BOJISIET H3MEHITh COOTHOIICHHE "00BheM MHUKPOIIOP/BHEUTHSS TOBEPXHOCTh Me301op" B
ClIydae IEOJIUTOB C HM3KMM cooTHomeHueM Si/Al, kak mpaBuiio, B HHTEpBajie oT 1 10 1,4, mpu 3TOM Toiydas
qucThlii meonut Tima FAU ((oxa3ut) 6e3 MpUCYTCTBUS APYror KPUCTALIHIECKOH (GOPMBI, B YaCTHOCTH 0e3
COKpHUCTaJUIM3allUU LeoiauTa P.

IIpumep 5.

Cunte3 XPH ¢ mpubaBiieHHEM 3apOMBIIICOOPA3yIOMIET0 TeIsl M OCHOBHOTO TS IPH COOTHOIICHHH
TPOAC/AL,0,=0,04.

JIeHCTBYIOT COOTBETCTBEHHO ONMMCAaHUIO NpuMepa 1, mpubasisist 10 Mac.% Takoro sxe 3apoJsleoopasyro-
LIEero rejist 0 OTHOWIEHUIO K Macce OCHOBHOTO Telis € LENbI0 YMEHBIICHHS pa3MepPOB KPUCTAILIOB.

[Tomy4eHHBI EOJNUT XapaKTepU3yeTcs pa3MepaMu KpuctauioB B mHTepBane oT 0,5 mo 1,0 Mxwm, T.e.
MEHBIIIE, YeM pa3Mephl KPICTAIIIOB IIE0JINTA, TOTyYSHHOTO B mpuMepe 1.

[Ipumep 6.

Cunre3 LSXPH ¢ mpubaBineHreM 3apobllie00pa3yomero reixsi © OCHOBHOTO Telsl TPU COOTHOIICHUH
TPOAC/AL,05=0,04.

a) [TomydeHre OCHOBHOTO T€JIs B PEAKTOPE C NepeMeInBaHueM IITHEKOM pH 250 06/MuH.

B peakrtope u3 HepikaBeloUIeH cTand BMECTUMOCTBIO 3 JI, CHA0)KEHHOM TpEIOIIel pyOamIkoi, JaTauKkoM
TEeMIIEpaTypbl U MEIIAIKOW, MOJy4aloT OCHOBHOM reib, CMEIIMBas pacTBOp alOMHUHaTa, coaepxkammii 300
runpokcuna Hatpus (NaOH), 264 r 85%-Horo ruapokcuna kamws, 169 T Tpurmapara OKCHIA ATFOMHHHUS
(AL,O5-3H,0, conmepxkamero 65,2 mac.% Al,O3) u 1200 T Bogs! pu 25°C B TeUEHUE 5 MUH CO CKOPOCTBIO Tepe-
memmBaHug 250 06/MUH ¢ pacTBOpPOM cuinKara, cogepxamum 490 r cunmkata Hatpus, 29,4 1 NaOH n 470 ¢
BoAbI ipu 25°C.

CTexnoMeTpHUIeCcKre COOTHOIICHHsS OCHOBHOTO Tellsl mpuBeneHwl naiee: 4,32 Na,0/1,85 K,0/Al,0;/2,0
Si0,/114 H,0. 'omoreHu3aIio OCHOBHOTO T'elisl OCYIIECTBISAIOT IepeMeruBanneM npu 250 06/MUH B TeUeHHE
15 mun nipu 25°C.
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b) [IpubarieHue 3apoapIIIe00pa3yOMIETO Tes.

K ocnoBHOMY remo npu 25°C ¢ nepemermmBanueM npu 300 o6/MuH npubasinsior 5,8 T 3apoxsiieodpa-
syromero rens (wm 0,2 Mac.%) ¢ coctaBom 12 Na,O/Al,03/10 SiO,/180 H,O, mony4eHHOTO aHaJIOTHIHBIM 00-
pa3oM, 4TO W OCHOBHOH Tenb, U CMecH HaroT 3peTh B Teuenne 1 4 mpu 40°C. Tlocie romMoreHW3anuu mpu
250 06/MHH B TeUEHHE 5 MHH CKOPOCTD MEPEMEIINBAHNS YMEHBIIAOT 10 50 00/MUH U TIPOAOJIKAIOT ITePEMEIIIH-
BaTh B TeueHue 3 0 MuH.

c) Benenne B peakImOHHYIO CMECh CTPYKTYPHPYIOLIETO areHTa.

B peakuuonnyro cmeck BHocAT 35,7 T 60%-r0T0 pactBopa TPOAC B meranosne (MeOH) npu nepemeru-
BaHHMHU CO CKOpPOCTHIO 250 00/MuH B Teuenne 5 MuH (MoisipHOoe cootHomenne TPOAC/AL,05=0,04). 3arem npu
30°C B teuenne 20 4 ipu 50 06/MHUH OCYIIECTBIISIOT CTAJUIO CO3PEBAHMS NIepe]] MHUINAINEH KPUCTaIUTU3aINH.

d) Kpucrannmsanus B 2 cTagum.

CKOpOCTh TIEpEMCITUBAHUS TIOIICPKUBAIOT paBHOU 50 00/MUH M 3aTEM OCYILECTBISIOT PABHOMEPHOE I10-
BBIIIICHUE TEMIIEPATyPhI B TPEIOLIei pyoOaike peakropa 10 63°C ais Toro, 4ToObl PEaKIMOHHYIO CMECh HarpeTh
1o temnepatypsl 60°C B TeueHHE 5 MHUH C MOCIEAYIOIUM MOAAEep>KaHUEM IUIaTO TeMIepaTypsl B TeueHue 21 4
npu 60°C; nanee TeMIiepatypy B Tperolieil pydaike peakropa ycTaHaBIuBaioT paBHoi 102°C mist Toro, 9To0bI
PEaKIMOHHYIO0 CMECh HarpeTh A0 TemmepaTtypsl 95°C B Teuenune 60 muH. [Tociie BeIIep)KUBaHUS B TCUCHUE 3 U
pu 95°C peakIMOHHYIO0 CMECh OXJIAXIAI0T, ITUPKYIUPYS XOJIOAHYIO BOAY Yepe3 IPEIoIyio pyoaInky, s oc-
TAHOBKH KPHUCTAJLTU3AIIHH.

¢) ®unbTpoBaHUE/TTPOMBIBKA.

TBepasle BemecTBa OTACISIOT Yepe3 (GUIbTP U3 MOPHUCTOrO CTEKIIA M 3aT€M NMPOMBIBAIOT YMATYEHHOH BO-
JIoi 10 HeHTpanbHOro 3HaueHus pH.

f) Cymka/npoxaarBaHue.

s onpenencHus XapaKTEPUCTHK MPOAYKTA CYIIKY OCYIIECTBIISIOT B CymImibHOM Iikady mpu 90°C B Te-
yeHue 8 4.

[IpokanuBaHue Cyxoro MpOayKTa, HEOOXOIUMOE U OJHOBPEMEHHOT'O OCBOOOKICHUS MHKPOIOP (OT BO-
IIBI) ¥ ME30TIOP 3a CUET yNAICHUS CTPYKTYpPHUPYIOIIETro areHTa, OCYIIECTBISIOT IPH YIAJICHUN T'a30B BAKyyMHUPO-
BaHHEM C MTOCTETICHHBIM TIOTbEMOM TeMItepatyphl ¢ mmarom ot 50 mo 400°C B TeueHHe MPOMEXYTKa BPEMEHH OT
9 510 16 4 B Bakyyme (P<6,7-10 ITa).

Jlaree puBeIeHBI pe3yNIbTaThl ONPEACTICHNS XapaKTEPUCTHUK ITOTO [IEOTUTA C 3aJaHHOH IIOPHUCTOCTHIO:

V mukpomnop 1o Jy6ununy-Pagymkesmay: 0,278 cm’/r;

SextA mesop; 97 Mz/r;

nuameTpsl Me3onop o DFT: ot 5 no 10 um;

PEHTTCHOCTICKTPAILHBIN aHAIH3: CTPYKTypa yrcToro (oxasuta, eonut LTA He oOHapyKeH;

pa3Mep KPUCTAILIOB: 8 MKM;

MoJsipHoe cooTHomenue Si/Al B LSXPH, onpenenenHoe crioco60M peHTTeHOBCKO# (uryopectentmu: 1,01,

Ipumep 7.

Cunrte3 neonuta APH ¢ npubaBieHreM 3apo/IbIeo0pa3yromero refii ¥ OCHOBHOTO Tellsl MPH COOTHOIIIC-
ann TPOAC/AL0;=0,04.

a) [TomyueHre OCHOBHOTO TeJIsL.

B creknsHHOM peakTope BMECTUMOCTHIO 1,5 JI, OCHaIeHHOM 3-JI0MacTHOW Meakoi, o0ecrieurnBaromei
ckopocth 600 06/MUH, U CHAOX)KEHHOM Tperoleil pyOanikoil U JaTIMKOM TeMIIepaTyphl, TOIY4YaloT OCHOBHOMN
TeNb, CMEIINBas PacTBOP alOMUHATa, coiepxkammii 151 T runpokcuma Hatpus (NaOH), 112,4 r Tpurnapara
okcuna amomunaus (Al,O5-3H,0, conepxamero 65,2 mac.% Al,O;3) u 212 1 Boasl npu 35°C B TeueHHe 5 MUH
NP TIEpEMENIMBaHUN CO CKOpocThio 600 06/MHMH C pacTBOpPOM cumimKarta, coxepxamuM 321,4 T cunukara Ha-
Tpus u 325 r Boas! npu 35°C.

CTeXHOMETPHYECKIE COOTHOIICHUS OCHOBHOTO Tes mpuBencHbl panee: 3,13 Na,O/Al,03/1,92 SiO,/68
H,0. 'omoreHn3anuo OCHOBHOTO Telis OCYIIECTBISIOT nepemeniBanueM npu 600 o6/MuH B TeueHue 15 MuH
npu 35°C.

b) Ipubasienne 3apoapIeo0pa3yIoero res.

K ocnoBHOMy Temo npu 35°C u mepememmBannu pu 300 o6/mMuH mpubasnsior 11,2 T 3apoasimieobpa-
3yromero rens (wu 1 mac.%) ¢ coctaBom 2,05 Na,0O/Al,03/1,92 Si0,/87 H,O, monydeHHOT0 aHAIOTUYIHBIM 00-
pa3oM, 4TO W OCHOBHOHM TeNb, U CMECH HAr0T 3peTh B Teduenue 2 4 mpu 25°C. Tlocie romoreHW3amuu mpu
300 o6/MUH B T€UEHHE 5 MUH CKOPOCTh NEpeMEeNTUBaHUS YMEHBIIAOT 10 190 06/MUH M MPOIOIDKAIOT TIepeMe-
MmMBaTh B Te4eHue 30 MuH.

¢) BBenenne B peakllMOHHYIO CMECh CTPYKTYPHPYIOLIETO arcHTa.

B peakunonnyto cmeck BHOcAT 35,7 T 60%-Horo pactBopa TPOAC B meranone (MeOH) npu nepemernu-
BaHUM co cKOpocThio 600 06/Mun (MomsipHoe cootHomeHne TPOAC/ALL0;=0,04). Ctaguro co3peBaHUs OCYIIE-
ctBisiroT 1pH 35°C B Teuenue 10 mun npu 300 06/MHH nepes MHUIMALMEH KPUCTAILTH3ALUH.

d) Kpucrannmzamus.

CKOpOCTh MepeMeIINBaHus CHIKAIOT 10 190 00/MHH U TeMIiepaTypy B TPErOIei pyOalike peakTopa ycra-
HaBiuBalOT paBHOW 105°C mis TOrO, YTOOBI PEAKIIMOHHYIO CMECh HAarpeTh 1Mo TemmepaTypsl 97°C B TeueHue
40 mun. [Tocne BeinepxuBaHus B TedeHre 3 1 npu 97°C peakIMOHHYIO CMECh OXJIAXIAIOT, IIUPKYITHPYS XOIO-

-11 -



034181

HYIO BOAY Yepe3 Iperolylo pyOamiky, Uit OCTAHOBKH KPHUCTAJUIH3ALIUH.

¢) OuapTpoBaHNE/ IPOMBIBKA.

TBepable BelecTBa OTACIAIOT Yepe3 (GUIBTP U3 MOPHUCTOTO CTEKIA M 3aTEM IIPOMBIBAIOT YMATUYCHHON BO-
JIO¥ 10 HeWTpanbHOTro 3HaueHus pH.

f) Cymika.

CyImiKy OCyIIECTBISIOT B cymmibHOM Mkady npu 90°C B TeueHue § 9 IS MOYISHHsI TBEPIOTO BEIIECTBA
C ToTepsAMH Tocie nmpokaauBanus 20%.

g) OOMeH Ha HOHBI KaJIbITHsl.

C 1enpio OmnpeaeneHus XapakTepUCTHK MoprcTocTH neonuta APH ocymiecTBisitoT 00MEH Ha HOHBI KaJlb-
IMs [U1s TIOJTYUEHHs MaMeTpa MUKPOIOp 0kojio 0,5 HM: 50 I' CyXOro NopoIiKa IPHBOAAT B KOHTAKT ¢ 500 cM’
0,5 M pactBopa CaCl, mpu 70°C B Teuenue 2 4, 3aTeM QUIBTPYIOT U poMbIBatoT 280 M1 Bojsl. Omnepanuio no-
BTOPAIOT 3 pa3a (TpoiHOI 0OMeH).

f) Cymka.

CymiKy oCyIIECTBISIIOT B CyIIMIbHOM 1Kady npu 90°C B TedeHue 8 4 JuIsl MOJTyYeHUs! TBEPOTO BELIECTBA
C ToTepsMH Tocie mpokaauBanus 20%.

i) [IpokanuBanwue.

[TpoxanuBaHue CyXoro MPOAYKTa, HEOOXOAUMOE Ul OJHOBPEMEHHOTO OCBOOOXKICHUSI MUKPOIIOp (OT BO-
JIbI) U ME30TIOp 3a CUET yAAJICHUs CTPYKTYypPHPYIOIIETro areHTa, OCYLIECTBISIOT IPU YAAJICHUH Ia30B BaKyyMHPO-
BaHHEM C MTOCTETICHHBIM TIOITbeMOM TeMItepatypsl ¢ mmarom ot 50 mo 400°C B TedeHHe MPOMEXKYTKa BPEMEHH OT
9 510 16 4 B Bakyyme (P<6,7-10™ ITa).

Jlanee npHBENCHBI PE3yAbTAThl ONPENCICHNUS XapaKTEPUCTHK ITOTO IEONUTA C 3aJaHHOW ITOPHUCTOCTHIO
CaAPH:

V mukponop no Jly6ununy-Panymkesmay: 0,265 cm’/;

Sext. mesop.: 102 M/1;

nuameTpbl Me3onop o DFT: ot 5 no 10 um;

PEHTTeHOCTICKTPANIbHBINA aHAIH3: CTPYKTypa uncToro neosmrta LTA;

pasmep kpuctamuion: 0,8 MKM;

MousipHoe cootHotenue Si/Al B APH, onpenenenHoe crioco60oM peHTreHOBCKOM (hmyopecuenmu: 1,02.

Crioco6, onmcaHHBIA B HACTOSILEM H300pPETCHMH, SIBISETCS SKOHOMHYECKH IPHEMJIEMBIM, NPOCTHIM B
OCYIIECTBIICHHN B NMPOMBIIUIEHHOM MaciiTabe, ¢ OUeHb 3aMETHBIM BBIMIPHIIIEM BO BPEMEHH II0 CPABHEHHUIO C
CHHTE3aMH, ONMCAHHBIMH Ha IIPEALIECTBYIOIIEM YPOBHE TeXHUKH. KpoMe Toro, cmocod cuHTE3a 0 HAaCTOSIEMY
M300pETEHHIO TI03BOJISIET MOTY4aTh HOJHOCTBIO YJOBIECTBOPUTEIBHBIN BBIXOJ], HAIIPUMED ONTHMAIBHBIN BBIXOM
B pa3mepe 99% B pacueTe Ha UCIIOIb30BaHHOE KOJIMUECTBO AJIFOMHHHUS, ITPEACTABISIONET0 cO00H neUIIMTHBIH
SJIEMEHT B CUHTETUUECKOM relle.

OOPMVIIA U30BPETEHUA

1. Heomut ¢ 3agannHoit mopuctocThio THNa FAU nmm LTA, neMOHCTpUPYIONMIUH, 10 MEHBIIIEH Mepe, ciie-
IYIOIINE XapaKTePUCTHKH:

MousipHOe cooTHoteHue Si/Al B unTepBane ot 1 10 1,4, BKIto9as rpaHUYHBIC 3HAYCHHUS;

CpEeIHEYNCIOBOM TuaMeTp KpuctauioB B naTepBaie ot 0,1 o 20 MKkM, BKITIOYasi TpaHUYHEIC 3HAYCHUS;

ME30IIOPHUCTOCTh TAKAS, YTO BHEIIHSS IOBEPXHOCTH ME30IIOP HAXOMUTCS B HHTepBase oT 40 10 400 M°/r,
OTJIIMYAIOIINICS TEM, YTO YKa3aHHBIA IICOJIUT CONCPKUT A0 2 Mac.% BKIIOYHTEIHHO OJHOW WM HECKOJIBKUX
JPYTHX IEOTUTOBBIX MM aMOPGHBIX (a3, 3aTPA3HAIOLINX €r0, U €ro 00beM MUKPOMop V,, COOTBETCTBYET ypaB-
HeHUIO V=V prE15%, rae Vg IpencTapiseT coboi 005eM MUKPOIOP, ONPECICHHBIH B TAKUX JKe YCIOBUAX
JUTS TIC0JTUTA, MMEIOIIECTO TaKyIo JK€ XUMHIUYCCKYIO TPUPOIY U TAKYIO e KPUCTAILTHYCCKYIO CTPYKTYPY, SBIISIO-
MIETOCS TOJTHOCTRIO KpucTaummdeckuM (coraacHo 6aze ICDD PDF-2, Beimyck 2011 rosma), HO BHEITHSS TOBEPX-
HOCTB ME30II0p KOTOPOT0 MeHbIre 40 M/T.

2. [leonuT 1o 1.1, B KOTOPOM CPEIHEUUCIIOBOHN AHUaMeTp KpuUcTaioB coctasisieT ot 0,1 mo 10 mkm, Goee
npeamnoututebHo oT 0,5 1o 10 MKkM 1 HamboJiee MPeAnoUTUTENBHO OT 0,5 10 5 MKM, BKITIOYas TpaHUYHBIC 3HA-
YCHHUS.

3. leomwut 1o 1.1, B KOTOPOM ME30MOPUCTOCTh TaKasl, YTO BHEUTHSSI IOBEPXHOCTH ME30TIOp HaXOIUTCA B
unTepBaie ot 60 10 200 M/T.

4. Cnocob norydeHust EeoIUTa 110 JTI000MY U3 M. 1 -3, BKITIOYArONUH CIeAyIOINe CTa IHH:

a) TOJY4YEeHHUE OCHOBHOTO TEJIsl CMECIIMBAHUEM UCTOYHUKA JUOKCHAA KPEMHHUS C HCTOYHUKOM OKCHA aJfo-
MUHMA OpU TeMreparype B uatepsane ot 0 go 60°C;

b) nmpubaBneHre K OCHOBHOMY T€JIIO CO CTaJHH a) 3apOABIIICO0Pas3yIOLIero areHTa Mpyu TeMIepaType B HH-
tepsaiue ot 0 1o 60°C;

¢) npubaBIeHUE K PEAaKIIMOHHOI CMECH 10 MEHBIIEH Mepe OJTHOTO CTPYKTYPUPYIOIIETO areHTa;

d) ocymiecTBieHrE KPHCTAILIH3AIMY TIOBBIIIICHHEM TEMIIEPaTyPHI;

¢) punpTpOBaHME U MPOMBIBKA KPUCTAIUIOB OIYISHHOTO I[E€OJIHTA;

f) cymika u mpokanuBaHue.
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5. Crioco6 1o 1.4, B KOTOPOM 3apOABIIICO0pa3yIOIINi areHT IPEeACTaBIIeT COO0U 3apOoIbpIIIeo0pa3yOTHiA

6. Crioco6 o 1.4 win 5, B KOTOPOM KOJIMYECTBO MPUOABICHHOTO 3apOABIIICO0pa3yIONIero areHTa 1mo oT-
HOIICHHIO K Macce OCHOBHOTO Telisl HaxoauTcst B uHTepBajie ot 0,1 mo 20%, mpeArnodTHTEIHHO B HHTEPBAJEe OT
0,5 mo 15 mac.% u Gornee mpeamodTUTENHHO B HHTEpBaje ot | no 10 mac.%, BKIIOYas TpaHUYHBIC 3HAYCHHUS.

7. Crioco0 1o 1.4, B KOTOPOM 3apOABIIIIe00pa3yIONTHil areHT MPEACTABIISIET COO0M KPUCTAILI.

8. Cnoco6 1o m.4 wim 7, B KOTOPOM KOJMYECTBO MPHOABICHHOTO 3apOJBINIC00pas3yIONIero areHra Haxo-

mutcs B uHTepBase oT 0,1 mo 10 Mac.% 1o OTHOIIEHHIO K 00IIIel Macce OCHOBHOTO TeJIS.

9. Cnoco6 1o mobomy u3 mi.4-8, B KOTOPOM MCTOYHHUK ANOKCHAA KPEMHHUS MPECTaBIsIeT COO0H CHIIMKAT

HaTpusl, a MICTOYHUK OKCHUa aJIIOMUHUA MPCACTABIIACT coboit TpUruapat okCuaa aJJtOMUHUA.

JIaH.

10. Crioco6 mo nroboMy 13 1i.4-9, B KOTOPOM CTPYKTYPUPYIOIIHI areHT MPEACTABIACT cO00¥ OpraHoCH-

11. Cnoco6 mo modomy u3 nm.4-10, B KOTOPOM CTPYKTYPUPYIOIIHI arcHT BEIOpaH U3
xmopua [3-(TpUMETOKCHUCIITII )IPOIHI [OKTa TSI AUMETHIAMMOHHUS,

xJopua [3-(TpUMETOKCHCHITIII)TPOITHI [TeKCaACTIHIINME THIIAMMOHHS,

xJopuga [3-(TpUMETOKCHCHITII)ITPOITHI | OIS TAMETHIAMMOHHUS,

xJyopugia [3-(TpUMETOKCHCHITIIT)ITPOITHI |OKTHITAMMOHHUS,
N-[3-(TpUMETOKCUCHIINI ) TPOTTHJI |aHIITHHA,
3-[2-(2-aMUHO3THIIAMIHO )3 THIIAMUHO |TPOMTMITPUMETOKCHCHIIAHA,
N-[3-(TpumeToxcucwmn )mpori |-N'-(4-BUHUIO0SH3 W ) 3 THIICH IMAMHHA,
TPUITOKCH-3-(2-UMHAA30JIUH- | -HIT) [TPOTTHIICHITaHa,
1-[3-(TpUMETOKCUCHIIMII)IPOITHI |MOYEBHHHI,
N-[3-(TpMETOKCHCHIIIII ) TPOTIHJI | 3THIICHANAaMIHA,
[3-(muaTHIAMHHO ) IPOIIHII | TPUMETOKCUCHIIaHa,
(3-rHUIUARIOKCHTIPOTIFIT ) TPHMETOKCHCHITAHA,
3-(TpUMETOKCUCHIIHI ) TPOTTHIIMETAKPHIIATA,
[2-(UMKITOTeKCEHMIT )3 THII | TPUATOKCHCHIIAHA,

JIOJEIMIITPUITOKCUCHIIaHA, TeKCAACIIMIITPUMETOKCHCHIIaHA,
(3-aMUHOITPOIINI ) TPUMETOKCHCHIIAHA,

(3-MepkanTonponuI) TPUMETOKCHCHIIaHA,

(3-xmopTIpOIHIT) TPUMETOKCHCHIIAHA,

a TaKKe M3 cMecel IBYX WJIM HECKOJIBKHUX ATUX COSIMHEHHUH B JIIOOBIX MPOTIOPLIHSIX.

12. Crioco6 o mobomy u3 mm.4-11, B KOTOPOM KOJIHYECTBO OJHOTO MM HECKOJIBKUX CTPYKTYPHUPYEOIIUX
areHTOB SBJISICTCS TAKUM, YTO MCXOJHOE MOJISIPHOE COOTHOIICHUE OJHOTO WIIM HECKOJNBKHUX CTPYKTYPHUPYHOIUX
arenToB U Al,O; Haxomutcs B untepBane ot 0,005 mo 0,20, npeamouturensro ot 0,01 1o 0,15 u Gonee npen-

noututesbHo oT 0,02 no 0,08, BKiItoUasi rpaHUYHbBIE 3HAUCHUS.
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