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IeomnThl CyOMUKPOHHBIX pa3MepOB ITPUBJICKAIOT BHUMaHHE CClieAoBaTeNei, TOCKOJIBKY OHU OTJINYAIOT-
Csl TEPMOCTaOMIILHOCTBIO, BBICOKOI KAaTaJIUTUYECKONW aKTUBHOCTBIO M OJHOPOIHBIM pa3MepOM YaCTHII.
B Hacrostmieit paboTe onmcaH HOBBII METOI CMHTE3a 11e0uTa Y CyOMUKPOHHBIX pa3MepOB, OCHOBaHHBII
Ha MUKPOBOJIHOBOM HarpeBaHuu. McciienoBaHoO BIMSIHUE CTPYKTYPUPYIOIIMX areHTOB, TeMITepaTyphbl CUH-
Te3a, BpeMEeHU KPUCTAJUTU3AlMM M KOHLIEHTPAIUK IIeJIOYM Ha Pe3yJIbTaThl CUHTE3a CYOMUKPOHHBIX Ya-
ctull Heonuta Y. ISl XapakKTepUCTUKM TTOJYYEHHBIX TIPOAYKTOB CUHTE3a MCITOJIb30BaHbI MeTonbl PMA,
CBOM u 1npoBefieHbI U3MEPEHUST pa3Mepa YacTUIl. DKCIepUMeHTaTbHbIC JaHHbBIE MOKa3ay, YTO 100aBKa
CTPYKTYPHUPYIOILIETO areHTa, MOBbIIICHUE TeMIIepaTyphl, yBEJIUUEHUE COASPXKAHUS 1IEJIOYU U MPOIOJIKM -
TEJILHOCT MUKPOBOJTHOBOTO U3JIyYeHUsI CITOCOOCTBYIOT 00pa30BaHUIO M POCTY KPUCTAIOB lieoiuTa Y.
OnHaKo CIUIIKOM 00JIbIlIast KOHLEHTPALIMSI 1IeJIOYU TPUBOAUT K PACTBOPEHUIO C(DOPMUPOBABIIUXCS KPU-
CTaJUIOB, a Ype3MEePHOE MOBBIIIICHUE TEMIIEpaTyphl CHHTE3a MW BpEMEeHU KPUCTAJUITU3aIllUM HapylIaeT Of-
HOPOJIHOE paclpe/ieieHUe YacTUIL 110 pa3MepaM U Jlaxke BbI3bIBaeT CTPYKTYpHbIE MpeBpalieHusi. [Tokasa-
HO, YTO TIP MUKPOBOJTHOBOM HarpeBe cMecu ¢ Na,O : Al,O; = 3, mpoenernHom 1ipu 110°C Bcero 3a 2 4
YIAJI0Ch MOMYIUTh UeoaUT Y, B KOTOpoM 80% KPpUCTAIIMYECKOTO MaTeprajia COCTABIISIOT YaCTULIBI C pa3-

mepamu 0.5—0.8 MKM.
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1. BBEIEHUE

biaromapst BbICOKOIT KaTaTUTUYECKON aKTUBHO-
CTU ¥ TEPMOCTAOMIJILHOCTU 1I€OMUT Y HallleJ IIMPO-
KO€ NpHMMEHEHHE B IIpolieccax KaTaaIUuTUIECKOTO
KpEKWHTa, TUAPOKPEKMHIa, KaTaJIUTHYECKOIOo pPHU-
¢dopMuHTa, U30MepPU3ALIUU U aNKWIMpoBaHus [1—3].
OOBIYHO pa3Mep 4YacTull LeoJuTa Y, IMOJy4aeMoro
TPaAUIIMOHHBIM TUAPOTEPMATIbHBIM CIOCOOOM, TIpe-
BeimaeT 1 MM [4, 5]. OgHAKO y IIEOJIUTOB C KPYITHBI-
MU pa3MepaMy YaCTUIL BHEIITHsISI ITOBEPXHOCTh MaJia,

Cokpamennsi: POA — penrreHodasoBslit aHanus, COM — cka-
HUPYIOLLIAast 3JIEKTPOHHASI MUKPOCKOITHSI.
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a IJTMHA BHYTPUKPUCTAIUTMICCKUX KaHAJIOB JOBOJIb-
HO BeJIMKa, 9TO YXyIITacT MOBeIeHNE B KaTajan3e Ka-
TaJIM3aTOPOB, IIPUTOTOBJICHHEIX U3 KPYITHOKPUCTAI-
JIM4eCcKUX 00pa3LoB. B To ke BpeMs 11 MEJTKOKPH -
CTAJUIMYECKMX IICOJIMTOB XapakKTepHa OOJblIas
BHEIIHSISI TIOBEPXHOCTb, MOBBIIIIEHHASI KaTAJIUTHYE-
CKasl aKTUBHOCTh, MEHEe MHTEHCUBHOE KOKCOOOpa-
30BaHUE 1, COOTBETCTBEHHO, JIYYIIIME MOKa3aTeIn B
KaTajau3e, YeM y LICOJIUTOB ¢ 00j1ee KPYITHBIMU KPH-
crayutamu [6—8]. OmHaKO HEOOXOAUMOCTh TOUHO CO-
OJII00aTh YCJIOBUS SKCIUIyaTalluM U pereHepaluu Ka-
TaIU3aTOPOB HE TTO3BOJISICT MCITOIb30BaTh B IIPOMBIIII-
JIEHHOCTHU LI€OJIUTHI C OUEHb MAJILIMUA KPUCTAJIUTAMMU.



YCKOPEHHBI CUHTE3 LIEOJIUTA

Kpome Toro, Tepmudeckast u rTugpoTepMaibHas cTa-
OWJILHOCTh OYE€Hb MEJIKMX YaCTHUI[ CHIDKASTCSI, 4TO
MIPUBOAUT K IIOTepE CTaOMJILHOCTU KaTaJIn3aTOpOB,
conmepxamux tTakue yactuibl [9]. [TomobHbie KaTa-
JIN3aTOPbl HE CIIOCOOHBI BhIIEPXKATh KECTKUX YCIIO-
BUIlI B KATAJIMTUYECKOM PEaKToOpe M 00ECIIeYnTh He-
OOXOIMMBIN CpOK CIIy:KObI. TaknmM 0Opa3oM BO3HM-
KaeT HeOOXOOMMOCTh PETyJIMPOBaTh pa3Mep YaCTHUIL
LICOJIMTOB B OIIPEACACHHBIX IIPeAcax ¢ TeM, YTOObI
MPUTOTOBJICHHbIE M3 HUX KaTajau3aToOpbl OOJamaiv
KaK BBICOKOW aKTHMBHOCTBIO, TaK M TpeOyeMoii cra-
OMIBHOCTBIO.

IMonstue “cyOMUKPOHHBII 1IEOIUT OTHOCUTCS K
neonuTam ¢ pasMepom gactr 0.1—1.0 mxm. Ha cuH-
Te3 TAKMX CYOMMKPOHHBIX LICOJIUTOB 1 ObLIN HAIIpaB-
JIEHBI YCWJIMSI MHOTUX UccaenoBateneii [10, 11]. B ps-
ne padot [9, 12—14] usydeHbl KOpPPEIILUU MEXIY
pa3zMepoM YacTUIl LEOJIUTOB U UX 3(OHEKTUBHOCTHIO
B KaUeCTBE KaTaJIn3aTOPOB. BbLI0 yCTaHOBIEHO, UTO
CYOMMKpPOHHBIE 1I€OJIUTHI 00ee 3P(PEeKTUBHEI B Ka-
Tanm3e, YeM [EOJIUTHI MUKPOHHOTO pa3Mepa, a ITo CpaB-
HEHUIO ¢ HaHopa3MepHbIMU LieouTamMu Y (<100 HM)
OHU OTJMYAIOTCSI TIOBBIIIEHHON CTaOWJILHOCTBIO B
TUApOTEpPMaJIbHBIX yCaoBUsIX. OKa3aaoch, YTO KpHU-
CTAJUIMYHOCTH LICOJIUTOB OBICTPO ITAaAaeT IO MEPE TO-
ro, KaK yBeJIMUYMBAETCS MOJISI YACTHUIL C pa3MEPOM Me-
Hee 0.5 MKM. BeIIcHMIOCH TakKXKe, 4TO CyOMMKpO-
CKOITMYECKME IIEOJIMTHI, COMAepXKaIlle YaCTUIIBI OT
0.5 1o 0.8 MKM, XapaKTepU3yIOTCSI OOHOPOAHBIM pac-
npeaejeHrueM 4acTHuIl Mo pa3MepaMm, a KpoMe TOoro,
OHHU pa3pyllaloTcs Ipu 00jiee BHICOKMX TeMIlepaTy-
pax, 4eM OOBIYHBbIE KOMMEpUYeCKHe LIeOJUThl Y [9,
14]. CoOTBETCTBEHHO, CYOMUKPOCKOIIMYECKHE II€0-
JIMTHl TAaKOTO TUIMAa MOTYT HAaWTWU MpPUMEHEHUEe Mpu
MPUTOTOBJICHUN KaTaJu3aTOPOB KaTaIUTUYECKOTO
KpeknHra. OOBIYHO CYOMUKPOCKOITNYECKHE 1I€OTHN-
THI IOJIY4alOT BO3MYXOCTPYMHBIM paclblIEHUEM I10-
poIIIKa, KOTOPBIA 00pa3yeTcsl B IIapOBOil MEJIbHULIE
IIpU pacTUPAHUM KPYIMHOKPUCTATIIMISCKUX 1IEOIH-
TOB, CUHTE3UPYEMbBIX TPAAULIMOHHBIM METOJIOM TH/I-
poTepManbHOro cunresa [15]. XoTa 3ToT MeTon M
MO3BOJISIET B OMNpPEIEICHHBIX TIpeeaax YMEHbIIUTh
pa3Mep KPUCTALUIMTOB, YaCTO OH MOXKET IMPUBECTHU K
pa3pyLICHUIO CTPYKTYPhI W IIOTEpPe KPUCTAJIMIHO-
CTH U TEM CaMbIM YXYOIIUTh aKTUBHOCTh 1 CTAOWJIb-
HOCTb KaTaJiu3aTopa, KOTOpbIi OylneT MPUTOTOBJCH
Ha ero ocHoBe. [lo-BUIUMOMY, BCE 3TU TPYAHOCTHU
BO3MOXHO OOOITH, €CJIM TOMNBITAaThCSI CUHTE3UPO-
BaTh LICOJIUTHI CyOMUKPOHHBIX pa3MEPOB IIyTeM ITIPSI-
MOM KpUCTAJJIN3ALNU.

CrnenmyeT, 0oMHAKO, HAITOMHUTb, YTO IIPOIIECC CUH-
Te3a LeoanuTa Y TPaIuLUOHHBIM TAPOTEPMAILHEIM
MeTonoM 3aHumaeT 10—50 4, a mHOTma Haxke W He-
CKOJIbKO nHeit [16—18]. IloBbllIEHME NPOSOIIKU-
TEJIbHOCTU KPUCTAJUIU3AlIMM COKpAIlaeT CheM IIpO-
IYKIIUW M OTpaxkaeTcs Ha 3((EeKTUBHOCTU HCITOIb30-
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BaHMSI ILICOJIMTHBIX KaTaan3aTopoB. JJIST TOro 4ToObl
COKPATUTh MPOJOJIKUTEIILHOCT CUHTE3a, TPUOETaloT K
IMOMOIIIM MMKPOBOJHOBOTO HarpeBaHUsl, KOTOpOE
obecrieuynBacT OBICTpOE HarpeBaHHE, BBICOKYIO Ce-
JIEKTUBHOCTb M XOPOIIMII BBIXOI MPOAYKTOB. B of-
HOM M3 MepBhIX padoT [17] ¢ mMOMOIIBIO MYJILCUPYIO-
IIETO MUKPOBOJIHOBOTO M3JIyYeHUS PEaKIIMOHHYIO
cMech Harpeau 1o 120°C, BeiaepKaau IpU 3TOM TEM-
nepaTtype 2—6 MUH JJisl 3aBepIIeHUs Ipoliecca 3apo-
IBIIIe00pa3oBaHus U MOCJE 3TOro eire 3—6 4 1moi-
JIep>XUBaIu TeMIlepaTypy cMecu Ha ypoBHe 100°C mo
OKOHYaHUS Teproja pocTa KPUCTAUIOB. DTU JaH-
HbI€ TT0Ka3aJii BO3MOXKHOCTb MCITOJIb30BaHUSI MUK-
POBOJIHOBOT'O HarpeBaHUS IJISI CUHTEe3a 1ieoanTa Y C
XOpOIIe KPUCTAJUTUUHOCTBIO 32 HEMPOHAOIKUTEIb-
HO€ BpeMsl U IIPY CPaBHUTEIBHO HEBBICOKOI TeMIIe-
parype. B padote [18] mpuBeneHbI JTaHHBIE O TOM, UTO
C TMOMOIIbIO MHUKPOBOJHOBOTO HarpeBa MOXKHO
OBICTPO CMHTE3MPOBATh LIEOJIUT Y C pa3MepaMu Kpu-
crauiuToB <0.5 MxkMm. CorjiacHo ApPYrMM OaHHBIM,
MUKpPOBOIHOBOe HarpeBaHue npu 100°C B TeueHue
1—4 49 TI03BOJISIET IIOJYyYaTh LICOIUT Y C pa3zMepaMu
yactul ot 160 mo 220 aMm [19]. Takum o6pa3oM, MUK-
POBOJIHOBOMI CHHTE3 XapaKTepU3yeTCSI MEHBIINM
BpeMeHeM KPpUCTAIU3allMyd U MPUBOAUT K 00pa3o-
BaHUIO IPOAYKTOB C JIy4YIlIeil KpUCTAUIMYHOCTBIO U C
0ojlee MEJIKUMM KpUCTa/UIUTaMU, YeM TpaguIIOH-
HBIIi TUApOTepMasbHbIA cuHTe3. OJHAKO BO BCEX
9TUX paboTax OBLIO OTMEUYEHO, YTO pa3Mephbl CUHTE-
3MPOBAHHBIX KPUCTAJUTUTOB OOBIYHO HE MTPEBBIIIAIOT
0.5 MKM, ¥ TOTBKO B PEIKNX CITyJasiX yoIaBaJoCh CH-
TE3UPOBaTh LICOIUT Y ¢ OoJyice KPYITHBIMM YacTUIIa-
MM, HaIlpUMep, LEOJUT C pa3MepaMu KPUCTa/UIMTOB
0.5—0.8 MKM.

B Hacrtosieit pabore moapoOHO HCCIeI0BaHBI
METObI YCKOPEHHOI0 CUHTE3a CYOMUKPOHHOTO 11€0-
muTta Y ¢ HOMOIIBI0 MUKPOBOJTHOBOIO HArpeBaHMSI.
M3yyeHo BIMsIHUE, TEMIIEpaTyphbl CUHTE3a, BpeMEeHU
KPUCTAJITU3alM M KOHIEHTPAUM IeJI04YM Ha pe-
3yJbTaThl CHHTE3a CYOMUKPOHHBIX YaCTUII LICOJIUTA U
BBISIBJICHBI OIITUMAaJIbHBIE YCIIOBUSI CUHTe3a. s xa-
PaKTEPUCTUKU MOPDOIOTHH U (pa30BOTO COCTaBa IO~
JIydeHHBbIC MPOAYKTHI CHHTE3a MpOaHaIU3UPOBAHbI
MmetomamMu PDA, CHOM; 6bUIO ompeaeseHo pacipe-
JieJIeHUe YacTUII IO pa3Mepam.

2. DKCIIEPUMEHTAJIbBHAA YACTb
2. 1. Peacenmut

HMcnonb3oBaHbl ClAeAYIOIINE PeareHThl: TMAPOK-
cun Hatpus (Sinopharm Chemical Reagent Co., Ltd.,
Kwuraii), cmnukazons (Shandong Yousuo Chemical
Technology Co., Ltd., Kuraii), aqroMuHaT HaTpus
(Sinopharm Chemical Reagent Co., Ltd., Kuraii).
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Puc. 1. Cxema cunresa 1ieoaura Y.

2.2. Memoo cunmesa

Ha puc. 1 mpuBeneHa cxema cmHTe3a neoanTa Y.
CortacHO 3TOM cxeMe B eMKOCTh C JEMOHU3UPOBAH-
HOI1 BOIOI MOCJIeNOBaTEIbHO T00aBIISLIN TUIPOKCH
HaTpUsl, aJJIOMUHAT HAaTpUs U CUJIMKA30J1b, CMECh Ie-
peMeluBaau 1 4 mpy KOMHATHOII TeMIIeEpaType, a 3a-
TeM ToaBepraiu crapeHuio B TedeHme 20 4. Ilpm
3TOM (opMHUpOBajach CTPYKTypHUpylolias H00aBKa
CO CJIENYIOIIMMHU MOJIBHBIMUA COOTHOIIEHUSIMUA KOM-
noHeHToB: 17 Na,O : Al,O; : 17 SiO, : 345 H,O0.

3aTeM TUAPOKCHUI HaATpus, aJIOMUHAT HATpUs,
CWJIMKA30JIb U CBEXEIPUTOTOBIEHHYIO CTPYKTYypH-
PYIOIIYIO 100aBKY ITOCIEA0BATEILHO JOOABIISIIIA €M-
KOCTb C IEMOHM3UPOBaHHOI1 Bonoii. CocrtaB 1ieonura Y,
TOJIY4EHHOTrO B TaHHOM paboTe, OTINYAJICS CIeayIO-
IIIMMU MOJIbHBIMU COOTHOIIEHUSIMA KOMIIOHEHTOB:
x Na,O : Al,O; : 8 SiO, : 209 H,0, rue x — MoJbHas
moist 1enoun. CopepXaHUE CTPYKTYPUPYIOIIETO
areHTa cocrasisio 10% ot o61ieit Macchl rieonuTa Y.
IIpuroToBiaeHHBIN KOJUIOUIHBIA pacTBOp IlepeMe-
muBaau 1 94 1 3aJMBaId BO (PTOPOIJIACTOBBIN peak-
TOpP, KOTOPBII MOMEIIaJy B MUKPOBOJIHOBYIO II€Yb.
3aTeM KOJUIOUIHBINA pacTBOP HAarpeBaJM 10 HY>KHOM
TeMIlepaTypbl ¥ MPOBOMWIM KpUCTAUIM3ALlAIO0 B
MUKPOBOJHOBOM ITeur MolmHOCThIO 800 BT mox naB-
nenueM 2 klIla. ITocne 3aBepiieHUsT KpUCTAILUTM3ALMNA
CUHTE3UPOBAHHBIN MPOAYKT OTACISIIN (PUIBTpOBa-
HMEM OT XUIKOI (a3l ¥ BeIcyIMBaau 12 4 mpu 100°.

ITomo6HYI0 METOIMKY MTPUMEHSIIA B OITLITAX IO U3Y-
YEeHUIO BIIUSHUS CTPYKTYPUPYIOIIETO areHTa, TeMITe-
patypsl cuHTe3a (70, 100, 110 1 130°C), mpoaomKu-
TeJIbHOCTU Kpuctayuimsanuu (0.5, 1,2 u 2.5 4), a Tak-
K€ MOJIbBHOTO OTHOIIEHUS IIEJIOYHONM J00aBKU
Na,O: Al,O; (1, 3, 4 1 5) Ha Ka4yecTBO NMPOAYKTOB
CHHTe3a.

2.3. U3yuenue npodykmoe

®a3oBbIil COCTaB MPOAYKTOB U3y4Yalu METOAOM
MOPOIIKOBOM peHTreHorpaduu Ha audpakToMeTpe
Rigaku dX 2000 (“Rigaku”, Anmonus) npu CukK-u3-
nydernnu (40 kBt u 25 MA). I1lonydyeHHBIE pEeHTTEHO-
rpaMMbl 00pabaThiBaii C TOMOIIbLIO TIPOTpaMMbI
MDI Jade (Bepcus 6.0).

g vcciemoBaHusT MUKPOCTPYKTYPBI TTPUMEHS-
JI 3J1eKTpOHHBIN MuKpockor XL20 (“Philips”, Hu-
nepiaaHabl). a1 HaGIIOOeHUs 3a paclipeleicHUueM
KPUCTAJJIUTOB MO pasMepy UCIIOJb30BaJIM OIpelie-
Jurtenb paszMepa dactuil JL-1177 Laser (“Chengdu
Jingxin”, Kuraii).

3. PE3VJIBTATHI U X OBCYXJIEHHME
3. 1. Bausnue cmpykmypupyroweii dobasiu

CrpykTypupyloliass mo0aBKa COIEPKUT MHOIO-
YHCJCHHBIE 3apOIbIIIN OYyIyIINX KPUCTAJLIIOB, KPU-

KMHETUKA U KATAJIU3  Ttom 62 Ne 3 2021
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Puc. 2. COM-u3o6paxkeHus MIpOAYKTOB, CHHTE3MPOBaHHBIX 6€3 CTPYKTYpUpYIOlleil 106aBKM (a) U B IPUCYTCTBUU CTPYKTYPU -
pyrouieit 106aBk (6); AudpaKTorpaMmbl MPOAYKTOB cHTe3a (B). Ycnosust cunresa: 7= 100°C, Na,O : Al,03 = 3, Bpems Kpu-

CTaJUTM3alud — 2 4.

CTaJJIM3alIvs KOTOPhIX ITOKA ellle He 3aBepllecHa. DTU
3apOMBIIIN IIPU CUHTE3E BBLIIIOJHSIOT POJIb LIEHTPOB
kpuctayui3auuu. McciaemoBaHue BIUSIHUS CTPYKTY-
pupymoleit 106aBKU Ha Ka4eCTBO MTPOIYKTOB CUHTE-
3a B MUKPOBOJTHOBOM MOJIe ObIJIO IMPOBEICHO TIPU CJIe-
nayrorux yermosusix: 7= 100°C, BpeMsI KpUCTaIM3a-
oy — 2 4, MOJBbHBLIA KO3(EPUIMEHT IIeI0YHOMN
J100aBKU — 3. DJIEKTPOHHO-MUKPOCKOITNYECKIE U300-
paKeHUSI U peHTIeHOIpaMMBbI ITPOAYKTOB CUHTE3a IIPY-
BeZeHBI Ha puc. 2.

CorytacHo pe3yJibTaTaM 2JIEKTPOHHOI MUKPOCKO-
nuu (puc. 2a) MPOAYKTHI, TTIOJTyYeHHbIE 0€3 BBEICHUS
CTPYKTYpPUPYIOILIE HOOaBKM, TIPEACTABIISIIOT COOOM
aMopdHBIE CMECH, KOTOpPBIE OOBIYHO OOpa3yroTCs
IIyTeM CIUITAaHUS Pa3IUIHbBIX CJIOEB I'eJIsl WIK IIPOCTIO-
€K reJisl, IOKPHIBAIOIINX 3apOABIIIY KPUCTA/UIUTOB. B
COCTaB 3THUX CMECei BXOISAT CleAylole KOMITOHEH-
TBI: COSAUHEHUSI 4-KOOPIMHUPOBAHHBIX aTOMOB Al,
KOTOpBbIE€ HE BOIILIA B COCTaB CUJIMKAATIOMOTeJIsl, He-
aKTUBHbBIE COCMUHEHUSI KPEMHMS M UCXOIHBIM CUJIN-
Ne 3 2021

KMHETUKA U KATAJIU3  tom 62

KaamoMoreib. [1poayKT, mpUroTOBAEHHBINA B ITOA00-
HBIX YCJIOBUSIX, JaeT PEHTreHOrpaMMy, Ha KOTOPOIt
3aMETHbl OY€Hb cjabble TMKHU, XapaKTepHbIC IS
neonuTa Y (puc. 2B). DTU pe3yJabTaThl MOXKHO OOBSIC-
HUTb TEM, YTO B OTCYTCTBHE CTPYKTYPHUPYIOLIECH H0-
6GaBKU JIVIIIb OYeHb HEOOJIBIIIAS YaACTh UICXOIHOTO HE-
CTPYKTYPUPOBAHHOIO CUJIMKAAIOMOTeIsl MoABepra-
eTCsl PACTBOPECHUIO 1 MEPEKPUCTATUIU3ALIMN B LIEOJUT Y
B TeueHMe AByx4yacoBoro cuHrte3a npul00°C. MU3-3a
HU3KHUX CKOPOCTEM 3apoabllieo0pa3oBaHUs U POCTa
KPUCTAJJIUTOB LIEOJIUT KPUCTAJUTU3YETCS OUeHb MEJI-
JIEHHO.

B 1pucyrcTBUM  CTpyKTypupyolieir mo0aBKHU
aMOp@HBIN IreJlb HAUMHAET OBICTPO B3aNMMOOEHCTBO-
BaTh C LIEHTpaMM KPUCTAIUIM3AllMK M OOpa3yeT ua-
CTUYKU KPUCTAIIUTOB. B pe3ynbraTe KOHIIEHTpaLUs
KPUCTAJJINTOB BO3PACTAET U YBEJIMUMBACTCS ITOBEPX-
HOCTb pasziefia KpUcTasInyeckoit u aMmopdHoit ¢da-
3pl. M300paxkeHUsT B BJISKTPOHHOM MUKPOCKOIIE
(puc. 20) moKa3bIBalOT pe3yabTaThl HarpeBaHUs pe-
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Puc. 3. COM-u3ob6paxeHus MpoayKTOB, CAHTE3UPOBAHHBIX ITpK oTHoweHUN Na,O : Al,O3 paBHoM 1 (a), 4 (6) n 5 (B). Ycio-

Bus cuHte3a: T = 100°C, BpeMst KpUCTa/UTU3aluu — 2 4.

aKIIMOHHOM MaccChl, paCCUMTAHHON Ha CUHTE3 1I€0-
mmta Y u cogepxanieii 10 Mac. % CTpyKTypHUpPYIOLIEiA
mo6aBku. BunHo, yro ipu 100°C B TeyeHue 2 9 pop-
MUPYIOTCSI CYOMUKPOHHBIE YaCTUYKU lieoauta Y C
pasmepom KpuctaumrtoB 0.1—0.4 mxMm. PeHTreHo-
rpamMMma, TpUBEJIEHHAs Ha pUC. 2B, MOATBEPXKIACT,
YTO B TAKMX YCJIIOBUSX CMHTE3a eIMHCTBEHHOI KpH-
CTANIMYECKUM TIPOAYKTOM CUHTE3a SIBJISICTCSI 11€0-
muT Y. BO3MOXHO 3TO OOBSICHSIETCSI TEM, YTO CTPYK-
Typupylolasi 100aBKa COIEPXUT MHOXECTBO MeJlb-
YJalIIMX 3apoibpllieii ¢ yxe chopMHUpOBaBIICHCS
KPUCTANIMYECKOUN CTPYKTYpPOil, KOTOpbIE, KaK MOX-
HO TIPENIIONIOXUTh, B X0Ie CUHTe3a (hOpMUPYIOT OC-
HOBHOI KapKac M BBIMOJHSIOT POJib MPOMOTOpA,
YCKOPSIIOIIETO TIPOIIECC OCAXKIECHUS CIOS Telisa Ha
5TOM KapKace W MOCIeAYIOMWA pOCT KPUCTAJLUTUTOB.
B 10 Xe BpeMsi okazaioch, UTO MPUCYTCTBUE CTPYK-
TypHpYylolIeil 100aBKI B M30BITOYHBIX KOJTMIECTBAX
PE3KO YCKOpPSIET MPOLIECC 3apoablllieo0pa3oBaHus,
TMOBHIIIIAET CKOPOCTh POCTa KPUCTAJIIOB 1ieouTa Y,
4YTO B KOHEYHOM CUeTe HapyllaeT OJHOPOJHOCTh pac-
TpeneeHus YaCcTHIL TI0 pa3Mepy B TPOMYKTaX CUHTE-

3a. Micxoas u3 BhILIECKa3aHHOI'O, Mbl OCTAHOBUJIUCH
Ha 10% KoHILEHTpalUu CTPYKTYpUPYIOILIEi 100aBKu
B PEaKLIMOHHOI CMeCH.

3.2. Bausnue codepicanus weno4Holl 006asxu

B ombITax, mpoBenIeHHBIX ITyTeM MUKPOBOJIHOBO-
ro HarpeBaHud ipu 100°C B TeueHue 2 4, OBIJIO UC-
cJeloBaHo, Kak oTHolreHue Na,0 : ALO; (x=1, 3, 4
U 5) He BIUSET Ha KAuyecTBO MPOAYKTOB CHUHTE3a.
DJIEKTPOHHO-MHUKPOCKOITMUECKUE n300paKeHUs
TMPOIYKTOB CHTE3a ITOKa3aHkl Ha pHC. 3.

VBenuueHWe OOIU IIEJIOYHOI HJ0OaBKU CIIOCO0-
CTBYET PAaCTBOPEHUIO UCXOIHOTO CUJINKAATIOMOTEIIS
B XXUAKOM (hpase, 4TO HapylIaeT IMHAMUYECKOE PaB-
HOBECHE MeXAy CUJIMKaalloMorelieM 1 XUIKoM ¢a-
301i. /119 TOro 4ToOBI BOCCTAHOBUTH COCTOSTHUE ITH-
HAMUYECKOI'0 paBHOBECHUS B peaKIIMOHHOIT crucTeMe,
Bce OObIIAsT NOJIST ATIOMOCUIIMKATHBIX COSIMHEHUIA
KUIKOM (pa3bl BOBJIEKAETCS B IIPOLIECC 0Opa30BaHUSI
KPUCTAINIMYECKUX 3apOIbIIIeii MW Y4acTBYeT BO
B3aUMOACUCTBUH C yKe C(POPMUPOBABIIUMUCS KPU-
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Puc. 4. COM-u300paxkeHus MPOAYKTOB, CUHTe3UpoBaHHbIX I1pu 70 (a), 110 (6) u 130°C (B); mudpakrorpaMmsbl MPOAYKTOB,
TIOJIy4EHHBIX TP PA3INYHBIX TeMIIepaTypax (r). Ycaosus cunTesa: Na,O : Al,O5 = 3, BpeMsl KpUCTalIM3auuy — 2 4.

CTAJUTMYECKUMU 3apoAblinaMu. B pe3yibrare HaGII0-
JIaeTCs POCT pa3Mepa KPUCTAJUTUTOB.

OYeBUIHO, TAK MOXHO OOBSICHUTH MpeBpalie-
HHEe aMOpPGHOTO TeIs B LIEOJUTHBIE KPUCTAJUTATHI
CYOMUKPOHHOTrO pa3dMmepa, KOTOpoe IO JaHHBIM
COM npoucxXomuT IpY YBEIUYESHUN OTHOIIECHUS
Na,O : Al,O; ot 1 1o 3 (puc. 26 u 3a). [1o mepe Toro
KaK KOJWYECTBO IIEJIOYHOMN 1OOABKHU ITPUOIMKACTCS
K HeoOXoInuMoMy [Jisl 3aBeplIeHUs] CUHTe3a, ycTa-
HaBJIMBAeTCS paBHOBECHE MEXIY IpoIeccaMi KpH-
CTAJUTM3AlIMd U PACTBOPEHMST aTIOMOCHJIMKATHOMN
¢as3bl, OMHAKO MpPU ee U3OBITKE YCUIMBAET Mpoliecc
TMOBTOPHOTO PAaCcTBOPEHUS YXKe cHOPMHUPOBABIITIXCS
KpuctaioB. Ha puc. 36 m 3B XopoI1o BUIHO, 4TO
MPOAYKTHI, TIOJyUeHHbIC U3 CMeceil ¢ OTHOIIEHUEeM
x =4 wmm 5, conepkaTt MHOro amopdHoro rejs. Cie-
JIOBATEJIbHO, OHM XyXe OKPUCTALIM30BaHBI, YeM
MPOAYKTHI, 06pa3zoBaHHbIEC U3 cMecelt ¢ x = 3. CooT-
BETCTBEHHO IIST BCEX MAJTbHEHIIINX OITBITOB OBLITO BBI-
OpaHo oTHolleHue Na,O : Al,O; =3.
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3.3. Bausnue memnepamypol cunme3sa

g n3ydeHUsT BIWSHUE TeMIIepaTyphl Ha Kade-
CTBO TIPOAYKTOB CUHTE3a KPUCTAJUIM3AIINIO cMeceit ¢
oTHolueHueM Na,O : Al,O; = 3 mpoBoAWUIU B MUKPO-
BOJIHOBOM PEXHMMeE B TeUeHUE 2 U MPU TeMIiepaTypax
70, 100, 110 u 130°C. Ha puc. 4 nmpuBeneHbl K-
TPOHHO-MUKPOCKOTINYECKNE CHUMKU TIPOAYKTOB
CHHTe3a, MOJYYSHHBIX TIPU PA3TUIHBIX TeMITepaTy-
pax. Pe3ynbrarel aHanm30B MeTogamu COM u peHT-
reHorpacdum o6001IeHBI B Ta0. 1.

B cuHTE3e 11€0IMTOB MOXKHO BBIICIUTH OBE CTa-
mun. IlepBast cTagus OpeacTaBiIsieT COOOM ITpolLiecC
3apoJblllIe00pa3oBaHUsI, B XO[¢ KOTOPOTO CTPYKTYP-
HO HEYMNOpPSAOYEHHBI CHIMKaaJlloMOresb MpeBpa-
I1a€TCs B 3aPOJBIIIN, TO €CTb B MEJIKME KPUCTAJLIUTHI
C peryisipHoi cTpyKTypoii. Ha Bropoii cramum — cra-
MY POCTa KPUCTAJLJIOB — BO3HUKAIOT O0JIee KPYITHbIE
KpUCTaAJLJIBI. DTO MPOUCXOAUT JIUOO 3a CUET co3peBa-
HUS 3apojpbllieii, TuOO 3a cueT MPUCOCAUHEHUS K
HUM 4YacTtuuek renst. IIpocMmarpuBas puc. 4a u 4r,
MOXHO OOpaTUTh BHMMaHME, YTO HU Ha 3JIEKTPOH-
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LE u np.

Taomuua 1. Pesynbratel aHanusa MetrogamMmu COM u POA 06pasiioB, MOJIYYeHHBIX MIPU PA3TUYHBIX TeMITepaTypax CUH-

Te3a
T _ Hanubsie POA
eMHeE a HanHubie COM
Typa, °C ueoaurt Y ueosut P
70 AMopHBI reb — —
100 Kpucranautel ueonuta <0.4 MKM V (cuJIbHBIE OTPaXXEHMS) —
110 Kpucrammute neonurta ¢ pasmepamu 0.5—0.8 MKm V (04eHb CUJILHBIE OTPAXKEHUS) —
130 Kpucrannursl nieonura ¢ pasmepamu 1.0—2 u 2—4 MKm vV (ci1abble OTpaxkKeHus ) v

TTpouepku 03HAYaIOT, YTO COOTBETCTBYIOIIAs (Da3a B MPOAYKTE CUHTE3a OTCYTCTBYET.

Ta6auna 2. PesynbraThl aHanuza MmetogaMu COM u POA 06pa3iioB, HOIYYEeHHBIX ITPU Pa3IMYHON MPOIOIKUTEIbHOCTH

CUHTE3a
Hanueie POA
Bpewms, u Hannbie COM
neonut Y ueosut P

0.5 OcHOBHas Macca — NOUIOXKKA relig U HebGoubluas | V(o4eHb cliabble OTpaXKeH sl ) —
MPUMECh 3apObIIIeii KPUCTATUIOB

1 CHIXEeHUE CollepXKaHMS Tejisl U yBeJTMYeHUe YV (CUIIbHBIE OTpaXXEHUS ) —
coJiep>KaHUsI KPUCTAJTUTOB LIEOJIMTOB C pa3MEPOM
<0.4 MKM

2 IIpeobianaroT KPUCTAIIUMTEI LEOJIUTOB C padMe- | V(0YeHb CUIIbHBIE OTPaXKEHUs) —
pom 0.5—0.8 MkM

2.5 OTneabHblE KPUCTAJIMTEI UM arperaTel ¢ padme- | V(CUIbHbIE OTpaXKeHNs) —
pom 1.0—3 MKM

ITpoyepku 03HaAYaIOT, YTO COOTBETCTBYIOLIAs (ha3a B MPOAYKTE CUHTE3a OTCYTCTBYET.

HO-MUKPOCKOITMYECKUX CHUMKAaX, HA Ha PEHTIeHO-
rpaMMax oOpaslia, CMHTE3MPOBAHHOTO MNpPU ITOHU-
xxeHHoi (70°C) TeMnieparype, HET MPU3HAKOB MPHU-
cyrcTBUs 1HeonauTta Y. Kpucraanmyeckme 4acTUUKU
0ojice KpYITHOTO pa3Mepa TIOSIBISIIOTCS TOJIBKO B
MPOAYKTaX, MOJYYEHHBIX IpU 0o0jiee BHICOKMX TEM-
neparypax cuHTe3a. OObBIYHO 32 MEpPy KPUCTALINY-
HOCTHU LICOJIUTOB MPUHUMAIOT BEJIMYMHY IUDpaKII-
OHHBIX MakcuUMyMoOB. B obOmactu temnepatyp 70—
100°C HacTymmaeT BaXKHBIN 3Tan, Korga B aMmop@dHOI
MOIJIOXKKE CUJIMKAATIOMOTEeJIsI BOZHUKAIOT 3apOJIbl-
mu eoauta Y. B aToM TemMnepaTypHOM HMHTEpBaye
HaOJII0JaeTCsl POCT KPUCTAJLIOB, OTHAKO, CY/IS 11O He-
OOJIBIIIM pa3MepaM YacTHIL IeouTa Y, UTO XOPOIIIO
BUIHO Ha COM-uzo0paxkeHusx (puc. 20), CKOpOCTh
UX POCTa OTCTAeT OT CKOPOCTU 3apoiblllie0o0pa3oBa-
Hus. Ilockonbky Ha cHuMKe 1ieonuta Y (puc. 20)
MOIOXKKA CHIMKaaJloMorejsi He BUIHA, MOXKHO
MPEANOI0XKUTh, YTO B Xone cuHTte3a npu 100°C Bce
3apOJBIIIN ITOJTHOCTBIO IIPEeBpAIIAlOTCSI B KPUCTAJI-
JuThl. M300paxkeHus1, TOJydeHHBIE C ITOMOIIBIO
2JIEKTPOHHOTO MHKpockona (puc. 40 u 4B), cBUIe-
TEJIBCTBYIOT, YTO IIPU IOBBIILIEHUH TEeMIIEPaTyphl 10
110—130°C oT4eT/IUBO IIPOSIBILETCS CTamaus POCTa
KPUCTAJIJIOB, M pa3Mep KPUCTAJUIUTOB ITOCTEIIEHHO

yBeanuuBaeTcsi. OCHOBHYIO YaCTh MIPOIYKTOB CUHTE-
3a, nosydeHHbIX npu 110°C, obpa3yloT YacTHUILIBLI C
pazmepoM 0.5—0.8 MKM, 1 KpoMme 1ieoauTa Y IpyTux
KPUCTAJUTUUECKUX (a3 3TOT MPOIYKT HE COMEPKMT.
OnHaKoO 0Ka3ajaocCh, YTO MPU MOBBIIICHUU TeMIIepa-
Typsl 70 130°C 4acTUYKU KPUCTAJUIUTOB OOBEINHSI-
I0TCSI Y YIUIOTHSIIOTCSI ¢ 0Opa3oBaHUEM MPUMECHOM
da3bl (eonut P), KoTopas otTiauyaeTcsl OOJIbLICH
TJIOTHOCTBIO U 00Jiee KPYITHBIMUA YacCTUIIAMU C pa3-
MmepoM 2—4 MkMm. TTpocMaTpuBast nudpakTorpaMMBbl
0o0pa3uoB, noaydeHHbIX I1pu 130°C (puc. 4r), MOXKHO
JIETKO 3aMETUTh, YTO TIOMUMO lieoauTa Y B HUX CO-
nepxutcs 1eoauT P. Pe3yibTaTsl NpoBeIeHHBIX aHA-
JIM30B MOATBEPXKAAIOT, YTO ITyTeM HarpeBaHUS peak-
LIMOHHOI CMECU B MMKPOBOJIHOBOM pEXUME IMpU
100—110°C MoxHO OBICTPO (32 2 4) CMHTE3UPOBATh
neoaut Y. B nmuteparype oTMevyanoch, YTO CyOMUK-
POHHBIN HeonuT ¢ pasmepamu dactuil 0.5—0.8 Mxm
OTJIMYAETCsS HE TOJBbKO PaBHOMEPHBLIM pacIpenesie-
HUEM 4YacTHUIl II0 pa3MepaM, HO M BBICOKOM TepMO-
crabuibHOCTRIO [9, 14]. IToaTOMY Ha OCHOBE 11€0JIM-
ta Y, cuHTe3upoBaHHoro npu 110°C, MOXHO NpUro-
TOBUTBH OoJiee 3(pPEeKTUBHBIN KaTaJan3aTop Mmpoiiecca
KaTaJUTUIECKOTO KPEKMHIAa B KUIISIIEM CJI0€, YeM
Ha OCHOBE LIe0JInTAa, ITosydyeHHoro mnpu 100°C.
KNUHETUKA U KATAJIU3 Ne 3
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Puc. 5. COM-u3o6paxkeHus MPOAYKTOB, CHHTe3UpOBaHHBIX B TeueHue 0.5 (a), 1 (6), 2 (B) u 2.5 9 (T) audpakTorpaMMBbl IIpo-
IYKTOB, TOJIy4€HHBIX [TPY Pa3IM4YHOI MPONODKUTEIBHOCTY KpUCTaUIM3auuy. Yenosus cuntesa: 7= 110°C, Na,O : Al,05 = 3.

3.4. Bausnue epemenu kpucmaniuzayuu

it u3ydeHusT BAUSIHUSL BpEeMEHU KpUCTaIn3a-
UM Ha KaYeCTBO MPOAYKTOB CUHTE3a PEaKIIMOHHYIO
cMech (x = 3) HarpeBanu 1pu 110°C B MUKPOBOJTHO-
BOM pexxume BTedeHue 0.5, 1, 2 1 2.5 4. DIeKTpOHHO-
MUKPOCKOIUYECKNE N300paKeHUsI U PpEHTTeHOTrpaM-
MBI ITIPOJIYKTOB, MOJYYEHHBIX 32 pa3HOE BPeMsI CUH-
Te3a, TIpUBeASeHBI Ha puc. 5. Pe3ynbTaThl aHaIM30B
metogamu COM u PDA 06006111eHbI B Ta0I. 2.

Ha nndpakrorpamme odbpasna, CHHTE3MPOBaHHO-
ro 3a 0.5 4, BUIHHBI clradble U paKIIMOHHBIE MaKCH-
MYMBI, XapaKTepHbIe IS HeoauTa (pUc. 5T), U WH-
TEHCUBHOCTh 3THX ITMKOB BO3pacTaeT 110 Mepe yBe-
JIMYEHUS POJOJLKMTEILHOCTY KpUcTaum3auu. Ha
puc. 5a u 56 BUZHO, YTO TP U3MEHEHUU BPEMEHU
cunTte3a ot 0.5 o 1 9 goist amopdHOIT (pa3wl cokpa-
IIaeTCcs, a CoAepKaHNe YaCTUIL 1IeoJINTa Y B TIPOIYK-
TaX CHHTe3a IOBHIIIaeTcs. Takum o6pa3oM, yBEIU-
YeHUE IIPONOJDKUTEIBHOCTA KPUCTAUIM3ALUU CIO-
COOCTBYeT IIpeBpallicHUI0O aMOp(dHOTO Telsl B
LICOJIUTHBIE KpUcTa/ibl. OMHAKO Jaxe IocJie Harpe-
BaHUS B TeueHUe 1 4 onpeaesieHHas YacTh CUJINKa-

KMHETUKA U KATAJIN3 Ne 3

TOM 62 2021

aJrroMoresisi He TIPOXOIUT IIEOTUTU3AINI0 U OOHApY-
JKMBAETCsl B MPONYKTax KpUCTa/UIM3allMu BMECTE C
HeouTOM Y. DTO yKa3bIBaeT Ha TO, YTO MIPOTPEBaHUSI
peaKIMOHHOM MacChl B TeueHre 1 9 He TOCTaTOIHO
JUIST TOTO, UTOOBI BaxKHBIM 3Tarm oOpa30BaHUS 3apO-
IBITITeH 1eoarTa Y B CIOSIX aMOP(HOTO Tl MOT 3a-
BEpIIUTHCS. TOJABKO Mpu OoJiee MPOIOJLKUTETbHOM
CHHTE3€ CKOPOCTD 3apOIBIIIIe00pa30BaHUS CHITKACT-
¢Sl M1 POCT KPUCTAJJIOB CTAHOBUTCSI OCHOBHBIM IPOILIEC-
coM. PeHTreHorpamMMa mpomyKTa, CHHTE3MPOBAHHOTO
3a 2 4, MMOATBEPXKIAET, UYTO LIEOJUT Y CTAHOBUTCS €IUH -
CTBEHHOI c(D)OPMHUPOBABIICHCS KPUCTALINYSCKOM (ha-
301, a Ha COM-cHuMKkax (puc. 40) BUOZHO, 4TO OC-
HOBHas Macca 11e0JIMTa COCTOUT M3 YaCTUI] pa3MEPOM
0.5—0.8 MKM. YBennueHne BpeMeH! KPpUCTaUIA3al iy
JI0 2.5 4 He TIpUBOJIMT K ITOSIBJIEHUIO TTIOCTOPOHHUX (ha3,
HO YaCTHIIHI 1Ie0/INTa Y 3aMETHO BBIPACTAIOT TN 00pa-
3YIOT KPYITHbIE MUKpOJacTUIlbl pazmMepoM 1.0—3 MxMm
(puc. 58). OTclona ciiemyeT, 4To AJIsI ITOJTyIeHUS 1Ie0-
JUTOB Y CYOMUKPOHHOTIO pa3Mepa YCJIOBUSI CUHTEe3a
MOJDKHBI  TIpeIycMaTpyBaTh KPUCTAILIA3AIMUIO TIPU
110°C B TeueHue 2 4. IIpomyKT, MOJy4eHHBbIN TMpU
STHX YCIIOBUSIX, COMECPXKUT OMHOPOIHBIE TTO0 pa3mMe-
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Puc. 6. PacrtipenesieHrie 1o pa3Mepy 4acTull rieouTa Y cuHTe3upoBaHHoro npu 110°C B TeyeHue 2 9 M3 CMECH C OTHOLICHUEM

Na,O : Al,O3 = 3 B pexkuMeé MUKPOBOJIHOBOTO HarpeBaHUsI.

PY ¥ ITOJTHOCThIO chOpMUPOBAaHHBIC YacTUIBI. Kak
BUIHO Ha puc. 6, IMaIla30H pa3Mepa 4acTHl] 1eo-
Juta Y, CMHTE3UPOBAHHOTO B MUKPOBOJHOBOM pe-
xumMme 1ipu 110°C B TedeHue 2 4 U3 CMECHU C OTHOILIE-
HueM Na,O : Al,O; = 3, 10BOJIbHO y30K. O0beMHOE
coliepKaHUe YacTUL, CYOMUKPOHHOTO pa3Mepa Co-
craBisaeT 92%, a OTHOCUTEIBHBIIT OOBbEM 4YaCTHL C
pasMmepoM 0.5—0.8 MM gocturaet 80%.

Nmeromasicsa B turepaType nHGOpPMAaIIus O CBSI3U
MEXIY YCJIOBUSIMU CUHTE3a U Pa3MEPOM YaCTHUIL LIEO-
juta Y ripeacrtasiieHa B Ta01. 3. CorjacHO 3TUM JaH-
HBIM CYOMMKPOHHBII 1IEOIUT Y MOXHO CUHTE3UPO-
BaThb nipu 100—110°C 3a 16—32 9, MCIOIB3YS KIIaCCH-
YEeCKUI TUAPOTEPMANbHBLIA METOHA, HEOTHOKPATHO
onucaHHBbIi B muteparype [9, 20]. OgHako B IpoayK-
Tax CUHTE3a OOHAPYKMBaETCs IIPUCYTCTBHE B HEOOJTh-

Ta6auua 3. JInteparypHble JaHHBIE O CBA3U YCJIIOBUIA CUHTE3A C pa3MEPOM 0OpasyIolInXcs YacTull HeoynTa Y

Merton HarpeBaHUS Temnep a’rzfp a Bpews kpucran- Pasmep wacTuir, MKm Cchuika
cuHTe3a, °C JIN3aIH, 4
OOBIYHOE HarpeBaHUE 100 24-32 0.32—1.1 [9]
0.1—8 MKM;
OOBIYHOE HarpeBaHUE 110 16 65% vacru [20]
CYOMMKPOHHOTO
pasmMmepa
MukpososHOoBoe 90 12 0.15-0.25 [15]
HarpeBaHue
MuKpoOBOJIHOBOE O6paszoBaHue 3aponbl- | Ob6pazoBaHUE 3apOIbI-
HarpeBaHue mreit mpu 120°C 1 poct | meit (30 ¢) u pocT <0.5 [18]
kpuctasioB 1ipu 100°C | kpucrasios (10 MuH)
OOBIYHOE HArpeBaHUe 100 3—6 0.16—0.28
19
Mutkposontiosoe 100 0.75—4 0.18—0.28 1]
HarpeBaHue
CyOMMKpPOHHBII
MuKpoOBOJIHOBOE LEeoJInT Y; Hacrosias
110 2
HarpeBaHue 80% yvacTtuil — KpucTa- pabora
uthl 0.5—0.8 MKM
KMHETUKA U KATAJIU3  tom 62  No 3 2021
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mx KoamdecTBax neoymta P [20]. TaknM obpas3om, B
HacTosIIIel paboTe ¢ TOMOIIBIO MUKPOBOJIHOBOTO Ha-
rpeBaHMs yIAJTOCh COKPATUTh BpeMsl KpUCTAJIIN3all
U CUHTE3UPOBATh LICOIUT Y ¢ 00J1ee OMHOPOIHBIM pa3-
MEpPOM 4YacTull M ©0e3 IOCTOPOHHUX IIpHUMECEid.
B tabn. 3 mipuBeneHnl pe3yabTaThl MCCIIENOBaHMWI, B
KOTOPBIX TaKXKe OBLI MCIOJB30BAH MUKPOBOJIHOBOI
PEXUM, HO METO/I, OTIMCAHHLII B ITpeICTaBJICHHOM pa-
00Te, MO3BOJISIET 3HAYMTEIIFHO YMEHBIIUTh ITPOHOJI-
KUTEJIbHOCTb KPUCTAJUIM3ALY U IIPU 3TOM HOJIYYUTh
6oJiee OMHOPOIHBIE IO pa3Mepy U He3arpsi3HeHHBIe
MPUMECIMU YACTULIBI.

C ucroJib30BaHWEM Hallleil METOAUKHA MUKPOBOJI -
HOBOIO HarpeBaHMsl ObLI MOJyYyeH CyOMUKPOHHBIM
eoJINT Y, y KoToporo 80% YacTHIl COCTABIISLTA KPH-
ctayuuThl ¢ pazmepom 0.5—0.8 Mxm. B To ke Bpems, cy-
ISl IO JAHHBIM Ta0i1. 3, pa3Mep YacTUll, TTOJTy4eHHBIX
IpyTUMU McciaenoBarensiMu, obu1 MeHee 0.5 MxM. OT-
crofia cJielyeT BbIBOJI, YTO HAILIM 00pa31ibl OTJIUYAIOT-
cs1 6oJ1ee OMHOPOAHBIM Pa3MEePOM YACTHIL, U TTIOITOMY
Ha X OCHOBE MOXHO TIPUTOTOBUTH Oojiee s3dex-
TUBHBIC KaTaJIM3aTOPHI.

4. BAKJIIFOYEHUE

MUKpPOBOTHOBOE HarpeBaHUE UCITOJIb30BAHO IS
cUHTe3a lieojimTta Y CyOMUKPOHHBIX pa3zMepoB. Mc-
CJICIOBAHO BJIMSIHUE CTPYKTYPUPYIOIIMX AareHTOB,
TeMIIepaTypbl CUHTE3a, BpeMEHU KPUCTALUIU3ALIUN U
KOHIIEHTPALIWH 10U Ha pe3yIbTaThl CHHTE3a.

Ha ocHoBe IIOJIYYC€HHBIX pE€3YyJIbTaTOB MOKHO CIC-
JIaTh CJICAYIOIIME BBIBOABI:

1) BBeZieHUE CTPYKTYPUPYIOLLEN 10OABKH, YBEIN-
yeHue oTHoweHus Na,O : Al,O;, noBblLIEHUE TEM-
MepaTypbl WIM MPONOJDKUTEIBHOCT MUKPOBOJIHO-
BOTO M3JIYy4EHUs CITIOCOOCTBYIOT (DOPMHUPOBAHUIO U
POCTY pa3MepOB KPHCTAJUIUTOB LieouTa Y,

2) U30BITOYHOE COACPKAHME IICTOYHOM JOOABKU
IIPUBOJIUT K PACTBOPEHUIO yKe C(ODOPMUPOBABIINXCS
KPUCTAJUIUTOB, a IIOBBIIICHHAsI TeMIlepaTypa W1
CJIMIIIKOM MPOIOJDKUTENIbHAs KpUCTAJIM3alus Ha-
pYIIAIOT OJHOPOIHOE pacHpeleieHne 4YacTUIl II0
pa3zMepaM UM BBI3BIBAIOT IIOSIBJIEHHE ITOCTOPOHHUX
KpUCTaJUINYECKUX (pa3;

3) KpucTajuiM3aluds CMeCHU C OTHOIISHUEM
Na,O : Al,O; = 3 ipu 110°C B TeueHue 2 4 B MUKpPO-
BOJJTHOBOM pPEXHWME IT03BOJISIET TOJYYUTH IICOTUT
CyOMUKpOHHEBIN Y, y KoToporo 80% 4JacTHII cOCTaB-
JISTIOT KpUCTaJIUTEL ¢ pa3Mepom 0.5—0.8 MxM.

OPMHAHCHUPOBAHUME

ABTOpPHI 6JlaromapsAT MporpaMMmy IO WHTEJUIEKTYalb-
HOMY pa3BUTUI0O KyHBMMHCKOTO YHUBEpPCHUTETa HAyKU U
TEXHOJIOTUU 32 (PMHAHCOBYIO MOIAECPXKKY JAHHOTO HUCCIie-
TIOBaHUSI.

KNMHETUKA U KATAJIIN3 Ne 3

TOM 62 2021

KOH®JIMUKT MHTEPECOB

ABTODHI 3aSIBJISIIOT 00 OTCYTCTBUM KOH(DIMKTA MHTEpE-
COB, TPEOYIOIIEro PACKPHITUS B JAHHOM CTaThe.

CITNCOK JIMTEPATYPbI

1. Ren X.Y, Liu S.J., Qu R.Y., Xiao L.F,, Hu P, Song H.,
Wu W.H., Zheng C.H., Wu X.C., Gao X. // Micropor.
Mesopor. Mater. 2020. V. 295. P. 109940.

2. Bonaccorsi L., Calabrese L., Proverbio E. // Micropor.
Mesopor. Mater. 2011. V. 14. Ne 1-3. P. 40.

3. Venkatesan C., Hongjun P., Kim J., Lee S., Ryoo R. //
Micropor. Mesopor. Mater. 2019. V. 288. P. 109579.

4. Wang X.J., Yan, C.L. // Inorg. Mater. 2010. V. 46. Ne 5.
P. 517.

5. SuJ M., XuXZ, Liu WB., Liang Y.J. // Pet. Process.
Petrochem. 2002. V. 12. P. 26. (In Chinese).

6. Camblor M.A., Corma A., Martinez A., Mocholi FA.,
Pérez Pariente J. // Appl. Catal. 1989. V. 55. P. 65.

7. Holmberg B.A., Wang H.T., Norbeck J. M., Yan Y.S. //
Micropor. Mesopor. Mater. 2003. V. 59. P. 13.

8. Padhy R.R., Shaw R., Tiwari S., Tiwari S.K. //J. Porous
Mater. 2015. V. 22. Ne 6. P. 1483.

9. Shen, S.M. // Qilu Pet. Technol. 2002. V. 30. Ne 1. P. 6.
(In Chinese).

10. Han S.Y., Liu Y., Yin C.R., Jiang N.Z. // Micropor.
Mesopor. Mater. 2019. V. 275. P. 223.

11. Ren N., Yang Z.J., Lv X.C., Shi J., Zhang Y.H., Tang Y. //
Micropor. Mesopor. Mater. 2010. V. 131. Ne 1-3.
P. 103.

12. Panzarella B., Tompsett G.A., Yngvesson K.S.,
Conner W.C. // J. Phys. Chem. B. 2007. V. 111. Ne 44.
P. 12657.

13. Hu Y., Liu C., Zhang Y., Ren N., Tang Y. // Micropor.
Mesopor. Mater. 2009. V. 119. Ne 1-3. P. 306.

14. Liu W.B., SuJ M., Xu XZ, DaJ W, Wu L.P, Jing L.J. //
J. Fuel Chem. Technol. 2001. V. 29. P. 19. (In Chi-
nese).

15. Yang Z.Z., Liu YM., Yu C.L., Gu X.H., Xu N.P. //
Membrane Sci. 2012. V. 392—393. P. 18.

16. Cundy, Colin S. // Collect. Czech. Chem. C. 1998.
V. 63. Ne 11. P. 1699.

17. Aradjo L.R.G.D., Cavalcante Jr. C.L., Farias KM.,
Guedes I., Sasaki J.M., Freire PT.C., Melo FE.A.,
Mendes-Filho J. // Mater. Res. 1999. V. 2. No 2. P. 105.

18. Arafat A., Jansen J.C., Ebaid A.R., Bekkum H.V. /] Ze-
olites. 1993. V. 13. Ne 3. P. 162.

19. Katsuki H., Furuta S., Komarneni S. // J. Porous Mater.
2001. V. 8. Ne 1. P. 5.

20. Li 8.Y. // Chem. Eng. Eq. 2010. V. 6. P. 151. (In Chi-
nese).



398

LE u np.

Fast Synthesis of Submicron Zeolite Y Using Microwave Heating
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Submicron zeolite has become the focus of research because of its high thermal stability, high catalytic activ-
ity, and uniform size. A rapid method for synthesizing submicron zeolite Y by using microwave heating is in-
troduced in this work. The effect of directing agent, synthesis temperature, crystallization time, and alkali ra-
tio on the synthesis of submicron zeolite Y is systematically investigated. XRD, SEM, and particle size inves-
tigations are carried out to characterize the obtained product. The experimental results show that adding
directing agent, increasing the alkali ratio, increasing the temperature or prolonging the microwave radiation
time are advantageous to the formation and growth of zeolite Y. However, the high alkali ratio leads to the
dissolution of the generated crystal, while excessively increasing the temperature or crystallization time easily
generates uneven-sized particles or causes crystal transformation. Submicron zeolite Y of particle size 0.5—
0.8 um accounting for 80% is synthesized at 110°C in just 2 h using alkali ratio of 3 under microwave heating.

Keywords: submicron, zeolite Y, synthesis process, microwave
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