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Nzobperenue OTHOCHUTCS K XUMHKO-
TEXHOJIOTUYECKUM TIpOIeccaM, B YaCTHOCTH K
XUMHUYECKUM  CcrocobaM  TIOIYYeHHS  OKCHIa
AJIIOMUHMST M3 HHUTpaTa ajlOMUHUS C BBICOKO
YIOPSIOYeHHON CTpyKTypold. Crioco0 TorydeHus
OKCHJA AJIIOMUHMS, BKIIIOYAET MPEIBAPUTEIHBHOE
CMEIIMBaHKUE BOJHOTO PaCTBOPA HUTPATA ATTIOMUHUS
C KOMIIOHCHTOM, IIOBBINIAIOMIMM OJHOPOIHOCTH

CTPYKTYPBI pacTBopa, u TTOCITEAYIOTYIO
TepMooOpaboTKy. B  KkadecTBe KOMITOHEHTA,
TTOBBIIAIOIIETO OIHOPOTHOCTH CTPYKTYPBI

pacTtBopa, HUCHOJIb3YIOT MOJIM3TUIIEHTJIMKOJIEBBIM
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a¢up uzooktundenomna (OI1-10), mpu atom 37,5 macc.
% BOITHBIN PACTBOP HUTPATA AITFOMUHUS CMEIIIUBAIOT
¢ 39-49 macc. % OII-10. ITomydeHHBI pacTBOP
MOABEPraroT TUAPOIU3Y IapaMy aMMHaka B
peakrope ¢ cocynoM ¢ 10 macc. % pacTtBOpoM
ammuaxa. ITomyueHHBbIN TPOIYKT IPOMBIBAIOT B 96
Macc. % 3TaHoIe, 3aTeM BhICYIMBAIOT IpHu 8§0-90°C
U TOoABepraioT mpokanuBanuio mpu 440-460°C.
Oo0ecnieunBaeTcst TTOBBIIIICHNE XUMHYECKOU
AKTUBHOCTH OKCHJA ATIOMUHUS ITYTEM yBEITUUCHUS
OIHOPOHOCTU pazMepa me3omnop. 1 Tad.
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(54) METHOD FOR PRODUCING ALUMINUM OXIDE

(57) Abstract:

FIELD: chemical and technological processes.

SUBSTANCE: invention relates to chemical and
technological processes, in particular to chemical
methods for producing aluminum oxide from aluminum
nitrate with highly ordered structure. The method for
producing aluminum oxide includes pre-mixing of an
aqueous solution of aluminum nitrate with a component
increasing the homogeneity of the solution structure,
and following heat-treating. As a component increasing
the homogeneity of the solution structure, polyethylene
glycol ether of isooctyl phenol (hereinafter — OP-10) is

Crp.: 2

used, wherein 37.5 wt. % of an aqueous solution of
aluminum nitrate is mixed with 39-49 wt. % of OP-10.
The produced solution is hydrolyzed with ammonia
vapor in a reactor with a vessel with 10 wt. % of
ammonia solution. The produced product is washed in
96 wt. % of ethanol, and then dried at 80-90°C, and
ignited at 440-460°C.

EFFECT: chemical activity of aluminum oxide is
increased by increasing the homogeneity of mesopore
size.
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N300peTeHre OTHOCUTCS] K XUMUKO-TEXHOJIOTMUECKUM IPOLECCaM, B YACTHOCTH K
XUMUYECKHM CIOCOOaM MOTYyUEHHUS OKCUA ATTIOMUHUS U3 HUTPATa AJIIOMUHUS C BBICOKO
YIIOPATOUYEHHOU CTPYKTYPOWU.

N3BecteH criocob mosyuyeHrs OKCUaa aTIOMUHUS U3 OOKCUTOBBIX pyAd. Hallle Bcero
MIPUMEHSIETCS] METOJI ClIEKaHUSI O0KCUTO-U3BECTKOBOM IIMXTHI (ATFOMUHUEBOM PYIbI, COJIBI U
U3BECTHSKA), C MOCIIEAYIOIIMM BBIIIEIAYMBAHUEM ITOJTYUYEHHOTO crieka Bogou. (MeTammyprus
BeTHBIX MeTau10B. YTKkUH H.W. Yuebnuk miis texuukyMmoB. M.: Meramnyprus, 1985. 440
C.).

HepocratkoM 1aHHOTO crioco0a SBISIOTCS HU3KAS UACTOTA, & TAK)KE HU3KASI XUMUYECKas
AKTUBHOCTb IIOJIy4a€MOTO OKCHA ATTIOMUHUS.

Haubosee 651M3KuM 110 TEXHUYECKOM CYIITHOCTH U IOCTUTAeMOMY TpeuiaraeMmomy 3hdexTy
SIBJISIETCS CIIOCO0 MOTyUYeHUsI OTHOPOIHOM (ha3bl HAHOKPUCTATIIMUECKOTO MTOPOIIIKA OKCUIA
amoMuHus ¢ pazmepoM yactur Menee 100 um (ITatent P No2424186, Criocob mosryyeHust
HaHOKpucTau1oB okcuaa amomunust MITK CO1F 7/02, B82B 3/00 ot 20.07.2011 r.). B tanHOM
croco0e COeIMHEHHS ATFOMUHUS (U3 Psa: XJIOPUIT, HUTPAT, CyJIb(aT, TUIPOKCU]T) CMEIIMBAIOT
C LEJUIIOJI030M B BOJIE 10 00pa30BaHUs OJHOPOIHOM quctiepcHoit (ha3bl. CocTaB UCXOTHOM
CMECU COEIMHEHUI AJTFOMUHUS C LIEJUTIOJIO30U TOTOBST IIPU MACCOBOM COOTHOILIEHUH 1:1,3+2,0.
[Tonydennyro gucnepcHyo $haszy oTGuIbTpOBEIBaIOT, HarpearoT 10 500-850°C, 3aTem
MOMEIIAIOT B aBTOKJIAB, [/I€ OCYIIECTBIISIETCS TMIpOTepMalibHasi 00paboTKa B KUCIION cpeie.

HenocraTtkoM yka3aHHOTO METO/1a SIBJISIETCSI HU3KAsl CTENIEHb OJJHOPOJHOCTH pa3Mepa
ME30I0P OKCUA AJTFIOMHUHMS, & TAK)KE TEXHUUECKAS CJIO)KHOCTh OCYIIIECTBIICHUS] aBTOKJIABHOM
00paboTKH.

TexHuueckoi mpoOIeMOoi SIBIISIETCS TPYTHOCTb MOJTYyUEHHUsT OKCU/IA AJTFOMUHUS C BBICOKOM
CTEIEHBIO OTHOPOIHOCTHU pa3Mepa Me30I0P.

TexHuyeckuM pe3yIbTaATOM SIBIISIETCS TOBBIIEHUE XUMUYECKON AKTUBHOCTU OKCHUJIA
AIIOMUHUS TTyTEM YBEJIMYEHUS OTHOPOJHOCTH pa3Mepa ME30IIOP.

[TocTraBneHHbIN TeXHUYECKUI 3PPEKT TOCTUTAETCS TEM, YTO B CIIOCOOE MOTYYEHUS OKCUIA
QJIIOMUHUS, BKJIIOYAIOIIEM IIPEIBAPUTEIIBHOE CMELIMBAHUE BOJIHOI'O pACTBOPA HUTPATA
QJIIOMUHUS C KOMIIOHEHTOM, MOBBIIIAIOIIMM OJTHOPOIHOCTh CTPYKTYpPbI pacTBOpA, C
MOCIIEAYIOIEH TepMOOOPAOOTKOM, COIIACHO MPEeAJIaraéMOMY PELICHUIO, B KAUeCTBE
KOMITOHEHTA, MOBBIIIAIOIIETO OJJTHOPOJHOCTh CTPYKTYPhI PACTBOPA, UCIIOIB3YIOT
MOJIUATUJIEHTJIMKOJIEBBIN 3hup nzooktuindenosa (OI1-10), mpu atom 37,5 macc. % BOIHBIN
pACTBOP HUTpATA ATIOMUHUS cMeUBaloT ¢ 39-49 macc. % OI1-10, 3aTeM noaBepraroT
TUAPOIJIN3Y IApAMU AMMHUAKA B peakTope ¢ cocyaoM ¢ 10 macc. % pacTBOpOM aMMHAKa, ITOCIIE
Yero NOJIyYEHHBIN MPOAYKT IPOMBIBAIOT B 96 Macc. % 3TaHOJIE, 3aTEM BbICYLIMBAIOT IIpU 80-
90°C u nojBeprarT npokaauBaHuio npu 440-460°C.

To, uTo B npeayIaraeMoM pelIeHny IPeIBAPUTEIIBHO CMELIMBAIOT BOAHBIN pACTBOP HUTpATA
AJTFOMUHUS C HEMHOT€HHBIM MOBEPXHOCTHO-aKTUBHBIM BeliecTBoM OI1-10 mo3BosieT BAUSTh
Ha MOPGOIOTHIO U JUCTIEPCHBIN COCTAB KOHEYHOTO MPOIYKTa OKCUIA ATFOMUHUS, T.€.
IIOJIyYUTh BBICOKO OJHOPOAHBII HAHOPA3MEPHBIN MaTepUall 3a CUeT 00Pa30BAHUS
MPOMEXKYTOYHOTO KUAKOKPUCTATIIMYECKOTO paCTBOPA € MOCIEAYIOUIUM €TI0 TUAPOIU30M.
N3BecTHO, YTO B MHOTOKOMITOHEHTHBIX CUCTeMax, cojepkamumx Boay u [TAB, moryT
BO3HUKATh TEPMOIMHAMHUECKH YCTONYMBEIC (ha3bl, B T.U. )KUIKUE KPUCTAJUIBI, 00IagafoIIme
OJTHOPOJHOM CTPYKTYPOH € XapaKTepHbIM pazMepoM Mulesi1 ot 3 1o 100 um. O6pazoBaHue
TAKUX KUIKUX KPUCTAIIIOB, COAEPKAIIMX HATPAT AJIFOMUHUS, ITO3BOJISIET ITPU MTOCIIETYOIIEN
00paboTke napaMy aMMHaKa MoJIy4yaTh OAHOPOAHBIN MO JUCTIEPCHOM CTPYKTYpE
OKCUTUJIPOKCHJ aJTFOMUHUS, 00JIAAAIOIIMI BBICOKUM 00bEMOM ME30I0p, B PE3YJIbTATE YETO
MOBBIIIAETCS XMMUYECKAsl AKTUBHOCTh KOHEUHOT' O MPOAyKTa. [Tpy ucnosib30BaHUM NapoB
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aMMHuaka (OpMUPOBAHUE OKCUTUIPOKCUIA ATTIOMUHUSI IPOTEKAET MEIJIEHHO, B YCIIOBUSIX,
OJIM3KHUX K PABHOBECHIO, TAK YTO IIPU THAPOJIN3E 00pa3yeTcss OAHOPOAHBIN BHICOKO
YIOPSIIOYEHHBIN TPOIYKT.

ITpu 5TOM UCIOIB3YIOT ITOCTOSTHHBIE ITO0 MACCE KOJIMYECTBA HUTPATA AJIFOMUHHUS U BOJBI U
NepeMeHHbIe KOHIIEHTpALMU MOBEPXHOCTHO-aKTUBHOTO BemecTBa (OI1-10).

Benenue menee 39 macc. % OI1-10 He TO3BOJISIET MOTYUUTh KUIKOKPUCTATITMUECKUI
PacTBOP M MPUBOIUT K GOPMHUPOBAHUIO OKCH/IA ATTFOMUHUS C HEOAHOPOIHON CTPYKTYPOU U
HU3KUM 00beMoM Me3omop. YBenmuueHnue koaudectBa OI1-10 6omee 49 macc. % npakTUUECKU
MOTHOCTBHIO UCKITIOUAET 00pa30BaHUE OKCU/IA ATTIOMUHUS BBUIY €TO PACTBOPUMOCTH B CTOJIh
KOHIEHTPUPOBAHHBIX pacTBopax OII-10.

BricymBaHue ojiy4eHHOT 0 MPOAyKTa Ipu Temnepatype MeHee 80°C yBeIMunBaeT BpeMs
BBIICPKKU U151 0OecrieueHus MOJIHOTO UCTIAPEHUS CIIMPTA, a IIpu Temiiepatype 6omee 90°C
MPOLECC BBICYIIMBAHUS IPOUCXOIUT OUE€Hb MHTEHCUBHO Y MPUBOJIUT K TIEPETPEBY 00pa3LOB.

ITpoxanuBanue npoaykra npu remnepatype meHee 440°C yBeIMUMBAET BPEMSI BBIIEPKKU
JIU1s1 00ecrieueHus1 MOJTHOTO pa3pyIleHusl OCTATKOB, a Ipu Temriiepatype 6oitee 460°C mporuece
MPOKAJIMBAHUS IIPOUCXOAUT OYEHb MHTEHCUBHO W IIPUBOJIUT K U3MEHEHHUIO MOpdoioruu
00pasIoB.

Crioco0 oCyIIeCTBIISIETCS CIEAYIOIMIMM 00pa30oM.

Hutpat anoMuHus MOMEAIOT B COCY M JOOABIISIOT BOAY. 3aTEM MOJIYUYEHHYIO CMECh
nepemennBatoT 20-30 MUHYT 40 ITOJTHOTO pacTBOpeHus coiu. ITocie 3Toro k pactBopy
nobasistroT OI1-10, HarpeBatoT 10 80-90°C u epeMEIMBAOT 10 OJTHOPOTHOCTH B TEUCHHE
1-1,5 4, OXJTAXXIAIOT U BBLIEPKUBAIOT 1,5-2 4 IIpU KOMHATHOM TeMiiepatype 10 GOpMUPOBAHUS
KUAKOKPUCTAIIIMYECKON CTPYKTYPBI. EMKOCTB € ITOJIyYE€HHBIM JKUIKOKPUCTAIUIMYECKUM
pacTBOPOM ITOMEIIAIOT B PEAKTOP COBMECTHO € cocyioM ¢ 10 Macc. % pacTBOpOM aMMHUaKa
B BOJIE U OCTABJISAIOT Ha 15-20 CyTOK 70 MOJIHOTO MPOTEKaHUs TuAposu3a. [1onyueHHbIN
MPOJYKT MPOMBIBAIOT 96 Macc. % pacTBOPOM 3TaHOJIA, 00bEM KOTOPOTro B 5-7 pa3 Ooblie
00beMa BiIaxHOro okcuruapokcuaa. [oce 3-5 cyTok BbIAEPKKU BIIaXKHOTO OKCUTUIPOKCUIA
B 3TAHOJIE, PACTBOP CIIMBAIOT, & IPOMBITBI OKCUTMAPOKCU BeICyIMBaOT Iipu 80-90°C B
teyeHue 1-1,5 cyTok U moABepraroT npokaauBanuto npu 440-460°C B Teuenue 1-1,5 cyTok ¢
LIEJIbI0 OKOHYATENbHOIO yaalieHus: npumecert OI1-10 1 HUTpaTa aMMOHMUS, a TAKKe
(bopMUpPOBaHUS OKCHIA ATTFOMUHUS.

CornacHo npeajiaraeMomy croco0y ObUT OCYIIECTBIIEH CUHTE3 OKcua aimtoMunus. Hutpat
aimoMuHus (AI(NO3)3*9H,0) B xomuecTBe 36 T pacTBopsiau B 60 T BOJBI 1S ITOJTyYEHUS

37,5 macc. % BOAHOTO pacTBOpPA HUTpATA AJIIOMUHUS. 3aTEM K MTOJTYYEHHOMY PAacTBOPY
no6asisiim 39 Mace. % NoMATUIIEHTTIMKOoJIeBOro 3dgupa uzooktuidenona (OI1-10). [Tocne
storo BeiaepxkuBaiu npu §0°C 1,5 4 40 MOTHOTO paCTBOPEHUSI KOMIIOHEHTOB U 2 4 IIPU
KOMHATHOM TeMIiepaType 10 GOPMUPOBAHUS KUIKOKPUCTATIIIMIECKOTO pACTBOPA.
[Tony4deHHBIN KUIKOKPUCTAIUIMYECKUIN paCTBOP MTOMEIIAIN B PEAKTOP C COCYIOM,
conepkamuMm 10 Macc. % pacTBOp aMMUAKa U OCTABIISUIN /IO TTIOTHOTO (hOPMHUPOBAHMS OCATKA
OKCUTHJIpOKCHAA antoMuHus B TeueHue 20 cyTok. [1omyyeHHbIN MpOayKT TPOMBIBAIU B 96
Macc. % 3TaHoJIe B TeUeHUE 4 CYTOK, 3aTeM BbicyluuBaiv npu 80°C B Teuenue 1,5 CyTok u
noJiBepraiy npokaausanuto npu 450°C B Teyenue 1,5 cyTok.

AHaJIOTMYHO OBLT MOJIyYeH OKCHJT AJIFOMUHUS B YCIIOBUSIX, OTJIMUAIOIITUXCS TEM, UTO
ucrnojb3oBanu 37,5 macc. % BOJHBINM PACTBOP HUTpATA AIIFOMUHUS, K KOTOPOMY T100aBIISIIN
29 unu 49 macc. % OI1-10. Kaxxab1ii OnbIT TPOBOMIICS ABAXKABI /151 YBEIIMUEHUS HAJIEAKHOCTH
pe3yJIbTATOB.

PesynbraThl MccieqoBaHus yAEIbHOM IIIOIA M ITOBEPXHOCTH, 00bEMa U CPETHETO IUAMETpa
MOp OKCUJIA AJTFOMUHUS CBECHBI B Ta0IMIly. JlaHHBIE MOJTyYeHbI TT0 U30TepMaM
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HU3KOTEMIIEPATYPHOH a1copOLMU-Aecopoumu azoTa. st pacueTa NpUMEHSUTMCh METO/IbI,
peanuM30BaHHbIE TPOrPAMMHBIM oOecrnieueHreM npudbopa ASAP Micromeritics.

VY nenbHas
Conepxanue O6pem O6BeM HMuameTtp
Ne Iiolanab
OIl-10 MHKpOIIOp, | Me30Iop, Me30I10p,
n/n IIOBEPXHOCTH, 5 5
(macc. %) . cM/r cM’/r HM
M/r
1 |29 390,1 0,151 0,155 2,86
2 129 414,8 0,160 0,193 2,70
3 139 407,8 0,159 0,217 3,84
4 139 397,1 0,155 0,218 3,48
5 |49 389,7 0,153 0,367 6,71

Kax BugHO U3 Ta0uIbl, Bce 00pa3ibl 001a/1al0T OJMHAKOBO BBICOKOM yIeIbHOM
MMOBEPXHOCTHIO U 00BEMOM MHUKPOIIOP, HO TUAMETP U 00bEM ME30TIOP MOHOTOHHO
yBenumuuBaeTcsi ¢ poctoM koHueHTpauuu OI1-10. ITpu 3ToM 0THOBPEMEHHO MOBBIIIAETCS
OJHOPOJHOCTB IO pa3MepPy ME30MOP.

[Tpennaraemsplit cnoco0 HAMIET MPUMEHEHHUE B XMMUYECKOW MPOMBIIIIIEHHOCTH JJ15
MOJIy4YE€HUSI ME30TIOPUCTOTO OKCU/IA AJTIOMUHUS, TPEAHAZHAYEHHOTO 151 U3TOTOBJICHUS
CIENMAJIbHBIX BUJIOB KEPAMUKH, TPOU3BOJICTBA COPOSHTOB U HOCUTEJIEH JIJII KATAJIU3aTOPOB.

(57) ®opmyna uzoopeTeHus

Crioco0 moty4yeHus: OKCuaa aJIIOMUHMS, BKITIOUAIOIIMIA MTPeIBAPUTEIILHOE CMEIIIMBaHUE
BOJHOI'O PACTBOpA HUTPATA AJTIOMUHUS C KOMIIOHEHTOM, MTOBBIIIAIOIIUM OJHOPOJIHOCTD
CTPYKTYPBI pacTBOPA, € MOCTIEAYyIoEeH TEpMOOOPAOOTKOMN, OTIIMYAIOIIUICS TEM, UTO B
KaueCTBE KOMITOHEHTA, MMOBBIIIAIONIETO OJJHOPOAHOCTh CTPYKTYPBI PACTBOPA, UCHIOIB3YIOT
MTOJTUATUIICHTJIMKOJIEBBIN 3¢up nzooktuiihenosa (OI1-10), mpu atom 37,5 macc. % BOIHBIN
pacTBOP HUTpATA aTIOMUHUS cMelnuBatoT ¢ 39-49 macc. % OI1-10, 3aTeM moaBepraroT
TUAPOIIM3Y IapaMU aMMHUAKa B peaKTope ¢ cocyoM ¢ 10 macc. % pacTBOpOM aMMHAKa, ITOCTIe
Yero NOJIy4YEHHBIN MPOAYKT MPOMBIBAIOT B 96 Macc. % 3TaHOJIE, 3aTEM BbICYIIMBAIOT ITpH 80-
90°C u noaBeprarot npokaaupanuio npu 440-460°C.
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