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AHHOTa M

OKcH/| aJTFOMMHUSI HaXOIUT INHUPOKOe TMPUMEHEHHe B TIPOMBIILIEHHOCTH O1arofiapsi CBOeMy YHUKAJbHOMY CBOMCTBY —
KOJI0CCA/bHO Pa3sBUTOM Y/ie/IbHOM TOBEpXHOCTH, B YaCTHOCTH, JaHHbIM MaTepuas TPUMeHsIeTCsl B KaueCTBe HOCHUTess
JparolieHHbIX METaJlJIoB B COCTaBe TpPeXMapILIPYTHBIX aBTOMOOW/IBHBIX KaTaju3aToOpoB. B CBf3M C >KeCTKOCTBIO YC/IOBHH
IKCIUIyaTallid, K OKCHUZY aIOMUHHS TIPeJbsB/ISIIOTCS OIpefiesieHHble TPeDOBaHWS OTHOCHTEIBHO €ro IOBePXHOCTH U
CNoCcoOHOCTHY BBIIEP)KMBATh BLICOKHE TeMrepaTyphbl BIuioTh [0 1200°C. 3HaueHuUs y/ie/bHON TTOBEPXHOCTH U TIOPUCTOCTH, a
TaK)Ke TepMOCTabW/IBHOCTh OKCHZA AJFOMHHUS SIBISIOTCS K/TIOUEBBIMH XapaKTePUCTUKAMH, Ha 3HayeHWs KOTOPHIX MOXKHO
B/USATH MyTeM KM3MeHeHUsl YCIOBUM CHHTe3a MarepHasa: MoAW(HULIMPOBaHHE OKCHZA a/lFOMUHUS OKCHZaMM pefKO3eMelbHbIX
3/1IeMeHTOB, 3HaueHWe pH cucTeMBbl NpY CHMHTEe3e TWAPOKCH/A aJOMHHUS, COCTaB MCXOJHOTO CHIPhS, BAPHUAHTHI 00pabOTKU.
CoueTaHue TIEPEeUUCTEHHBIX (PaKTOPOB TI03BOJISIET TIOJYYUTh TEPMOCTAOU/ILHBIN OKCHJ| aTIOMUHHS C PAa3BUTOM MOBEPXHOCTHIO
U [TIOPUCTOCTHIO, VAOBJIETBOPSIIOLMI TpeOOBaHNAM TEXHUUECKOTO 3a/laHusl Ha [aHHbINA MaTepHai. I1og Bo3aelicTBIeM BbICOKMX
9KCIUIyaTallMOHHBbIX TeMIlepaTyp IIPOMCXOAUT Jerpafalus II0BepXHOCTH OKCHJa allOMHWHUS, CUHTe3MPOBaHHOIO U3
aIIOMMHATa HATpUsl U He OUMIIEHHOro MpeJBapuTesbHO OT IPUMECHOro KOMIIOHeHTa. OOpasyroluics OKCHA HaTpus
pearupyeT ¢ KMUC/IOPOZOM BO37yxa, 00pa3ysi TMAPOKCH/ HaTpHsl, KOTOPbIN CIUIAB/sIeT OKCHJ, alFOMUHMSL 00paTHO B a/IFOMUHAT,
YTO MPUBOJUT K yMEHBIIEHWIO MOPUCTOCTH Marepuana. ABTOpbI M3yda/M B/MsSHUE MPOBeeHUs CTafuy NPOMbBIBKA IpU
CHHTe3€e OKCH7Ia aJTFOMUHUS U3 aJIFOMHMHATa HaTPHsI Ha MTapaMeTphbl TOBEPXHOCTH U TePMOCTabU/IBHOCTh: MOKa3aHO KOJIMYeCTBO
TIPOMBIBHOTO PacTBOPa, HeOOX0AUMOTO /151 3 PEeKTUBHOM MPOMBIBKY OT MOHOB HaTPHSL.

KiroueBble ¢JI0Ba: OKCH/| aMIOMUHUS, TEPMOCTAOUIbHOCTD, TPEXMapIIPYTHHIE KaTaIu3aToPhI.
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Abstract

Aluminium oxide is widely used in industry due to its unique property — a colossally developed specific surface area, in
particular, this material is used as a carrier of precious metals in the composition of three-route automotive catalysts. Due to the
harshness of operating conditions, aluminium oxide is subject to certain requirements regarding its surface area and ability to
withstand high temperatures up to 1200°C. The values of specific surface area and porosity, as well as thermal stability of
aluminium oxide are the key characteristics, the values of which can be influenced by changing the conditions of material
synthesis: modification of aluminium oxide with rare-earth element oxides, pH value of the system during aluminium
hydroxide synthesis, composition of feedstock, processing options. The combination of these factors allows to obtain
thermostable aluminium oxide with developed surface and porosity, satisfying the requirements of the technical specification
for this material. Under the influence of high operating temperatures, there is degradation of the surface of aluminium oxide
synthesized from sodium aluminate and not previously purified from the impurity component. The resulting sodium oxide
reacts with air oxygen to form sodium hydroxide, which fuses aluminium oxide back into aluminate, resulting in a decrease in
the porosity of the material. The authors studied the effect of the washing step in the synthesis of aluminium oxide from
sodium aluminate on surface parameters and thermal stability: the amount of washing solution required for effective washing
from sodium ions is demonstrated.

Keywords: aluminium oxide, thermal stability, three-route catalysts.

BBeaenmne
B coBpeMeHHOM MuHpe 3HauMMasi pPOJib OTBOJUTCS BOIMPOCAM 3KOJOTHYECKOM 6e30macHOCTM TIaHeThl, B TOM UHCJIe
OTHOCHUTE/IbHO BBIXJIOMHBIX BHIOPOCOB aBTOTpaHcropra [1]. B cBsA3u c uem B mocjeHue [eCITUNeTUs ObUT MPUHST PsiJ Mep
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sl 00ecrieueHUsT Y)KeCTOUueHHs1 TpeOOBaHMM W 3IKOJOTHMUYECKUX CTaH/ApTOB, TpEIbSB/SEMbIX K KauecTBy TMepepaboTKu
BBIXJIONTHBIX Ta30B M, COOTBETCTBEHHO, MX KojuuecTBy. CTeleHb KOHBEDCHHM BBIXJIOMHBIX Ta30B HaNpsSMyH) 3aBUCUT OT
3¢ dekTrBHOCTH PabOThI TPeXMapIIPYTHOTO KaTajau3aTopa B COCTaBe JBUTaTeslss BHYTPEHHEro CropaHusi aBromobwns [2].
IlaHHOe yCTPOWMCTBO Tpe/ACTaB/sIeT COOOM KepaMUUeCKyl COTOBYHO CTPYKTYPy C HaHECEHHBIM TMOKDBITHEM, COJEepXKallyim
[IparoLieHHble MeTa/Ulbl — TUIATHHY, Ma/iajuid, poauil. B ycioBusix paboThl aBTOMOOW/IBHOTO KaTajaud3aTtopa MpPOUCXOJUT
arperanys JIparoljeHHbIX MeTa//IOB I0J, BO3/IeHiCTBHEM BBICOKHX TeMIIepaTyp, YTO NMPUBOAUT K CYLeCTBEHHOMY CHIDKEHUIO
s¢dektuBHOCTH paboThl KaTamu3aropa. [Ijisi peAoTBpAIleHUs JaHHOTO HeXKenaTeabHOro 3¢gekra NMPUMEHSIeTCS HOCUTEb
KaTajy3aTopa: OH 3aKpeIuiseT YacTULbl [parolieHHbIX MeTalJioB Ha CBOeH IMOBEpXHOCTH, IpejoTBpaljasg TeM CaMbIM HX
criekanve. Takoil Mmarepuan J0/DKeH 006afaTh pa3sBUTOM VIeIbHOM TIOBEPXHOCTHIO M BBICOKOMOPUCTOH CTPYKTYPOM.
Marepuasom, 06/1aatolUM JaHHBIMU CBOWCTBaMU, SIBJISIETCSI CHHTETUYE CKUI OKCHJL aTFOMUHMUSL.

[TapameTpbl TIOBEPXHOCTH W MOPUCTOCTH OKCH/A aJFOMUHHUS HArpsIMyIO 3aBUCAT OT crocoba CHHTe3a Marepuasa, U B
CBSI3U C 3TUM IOJHUMAEeTCs BOTIPOC O LieJieHarpaB/ieHHOM CHHTe3e OKCH/ia alIOMUHUS C 3apaHee 3aJlaHHbIMK CBOMcTBamH [3],
[4]. CpoiicTBa rosyyaeMoro KOHEUHOTO OKCH/Ia aTFOMUHUS HAllpPSIMYH0 3aBUCSIT OT CBOMCTB €ro 0CaX/aeMoro ruipokcuza [5],
¥ BO3MOKHOCTD YTIPaBJIeHUs] TAKMMH B)KHEMIIIMMH XapaKTepHCTHKaMH KakK TeKCTypa ITOBePXHOCTH, (a30BbId W XMMUYe CKUH
COCTaB SIB/ISIETCSA OJIHOW W3 OCHOBHBIX 3ajlau Mpu pa3paboTke METO[0B CHUHTe3a OKCH/A aJOMHMHUS, T03TOMY KOHTDPOJIb
rapaMeTpOB CHUHTe3a FMPOKCH/IA aTFOMUHUSI — OCHOBHAsI 3ajiaua IpOM3BO/CTBA CTabMIM3MPOBAaHHOTO OKCH/A amoMuHus [6].

OfiHaKO MOMMMO pa3BUTOM MOBEPXHOCTU OKCHJ, aJFOMUHUS, IPUMEeHsIeMbIN B TPeXMapLIPYTHBIX KaTaau3aropax, [O/DKeH
006s1a/1aTh U BBICOKOHM TEPMOCTaOM/IBHOCTEIO, T. €. CTIOCOOHOCTBIO K COXPAaHEHHUIO BLICOKHX 3HauUeHHWH rapamMeTpOB ITOBEPXHOCTH
MPY BBICOKUX 3KCIUTyaTal[MOHHBIX Temrieparypax BIuoTh g0 1200°C [7], [8]. Yame Bcero mpobsema periaeTrcs myTeM
nobaBnenus: MoaudUKaTopa B BU/|e COeIMHEHUN PeIKO3eMeJbHbBIX /IEMEHTOB K OKCH/Y a/lFOMUHUS B TPOLIECCE €ero CUHTe3a.
Yactunpl MopuduKaTtopa COpOMPYIOTCSl Ha MOBEPXHOCTH OKCHJA alIOMHMHUS, TEM CaMbIM TPEAOTBpAlllasi YMeHbILEHNEe €ro
yZenpHOW ToBepxHOCTH. OfHAkO KpoMe BBefleHHs J00aBOK BO3MOXKHO MOJM(ULIMpOBaHWE OKCHJA aJOMUHUS [PYTUMU
criocobaMu: TIyTeM M3MEeHEeHHs] COCTaBa ChIpbsi, pH CHHTe3a THAPOKCHIA aJIOMHUHHUS M criocoba oO6paboTku. B HacToseit
paboTe H3yuyanoCh BAMSHWE CTAJWUM TPOMBIBKM OT WOHOB HATpHs TPU CHUHTE3€ OKCHJA aJOMUHUSI Ha €ro yAeJbHYHo
roBepxHOCTS [9], [10].

MeTopbl M IPUHIMIIBI HCC/IEJ0BAaHUA

Ilpn BbIOOpe MeTofia CHHTe3a OKCHZA aJIOMUHUS, CTabWIM3MPOBAaHHOTO OKCH/OM JlaHTaHa, OCTAHOBWIMCh Ha
KOHTPO/IMPYEMOM /IByXCTPYHHOM OC&K/€HUM MCXOAHBIX TMJPOKCH/IOB alIOMUHMS M JlaHTaHa IIpu MocTosHHOM pH B
TepUO/INUeCKOM PeXHMe U UX MOC/eAYIOLUM TepMUUe CKUM Pa3/ioKeHHeM.

B xoze paboT ObUIM CHHTE3MPOBaHBI 00pa3Libl OKCH/A aFOMHHHS U3 Pa3/IMUHBIX MPEKYPCOPOB MpY pas3nuuHbix pH. B
KauecTBe IIPeKypcopa HCII0/Ib30Baly TOPOIIOK aJOMHMHATa HaTpHsl, PacTBOPEeHHbIM B Bofe. [lo/ydyeHHbI pacTBOp HUMesn
KOHLIEHTpALMI0 2 MOJb/71. B KauecTBe ocafuTesisi BbIOPAIM PacTBOP a30THON KHUC/IOTHI C KOHL|eHTpauued 3 mosb/a. CUHTe3
00pa3LoB MPOBOAWIN C/IeAYIOIIMM 00pa3oM: B Kare/JbHOM PEXUME TI0JaBali PacTBOPBI TIPEKYPCOPA U 0CA/IUTENs TaK, UTOObI
3HaueHWe pH B mporjecce ocaxieHWs ObLJIO MOCTOSHHO. YCTaHOBWIM CJleJlylOIje IlapaMeTphl IIpoliecca: Temrieparypa
cycrieHsun B peakrope 23°C, ckopocTh BpaieHusi Memanku paBHa 300 o6/mun, pH = 6. Ilocie cuHTe3a o0pa3LoB rpu
MOCTOSIHHOM 3HaueHMM pH 6 BBoAgW/IM pacTBOp HUTpara JaHTaHa B cucTeMy M JoBoauiu pH no 3HaueHusi 8 mipu
repeMelBaHUY ITyTeM J00aB/ieHus] pacTBOpa aMMHaKa [ijisl TI0JIHOTHI 0CaK/eHUsl TUPOKCH/Ia JlaHTaHa. Beibop 3Hauenust pH
ocakfieHus1 00yC/IOB/IeH pe3y/ibTaTaMy MpeAbIAYIIUX HCCieoBaHui. [Jaee MpoBoguiv (GUIBTPALMIO U MPOMBIBKY OT HOHOB
Harpus myTeM 7obaBieHUs1 Ha GUILTP pacTBopa aMMHaka ¢ KoHeHTpauueii 0,03% B komuuectBe 1 1 Ha 100 r obpasija B
repecueTe Ha KOHEeUHbId Okcui. OTOupanu mpoby ocajka, 3aTeM MOBTOPS/IM OMEpAL[HI0 TIPOMBIBKKA O TeX Top, TMOoKa
CyMMapHO He ObLTO M3pacxoJoBaHo 9 /1 pacTBopa aMmuaka Ha 100 r o6pasija B epecueTe Ha OKCH/I. 3aTeM MPOBOJV/IN CYLIKY
o6pa3ioB npu Temneparype 120°C B Teuenue 6 yacoB u oOxur nipu Temriepatrype 900 °C B TeueHue 4 4acoB.

O6pasipl TOBTOpHO obkwuramu npu Ttemreparype 1100 °C B TeueHHe 4 uYacOB C LIeJIbIO MOJE/UPOBaHUsSI yCIOBHH
9KCIUIyaTalii aBTOMOOH/ILHOTO KaTa/In3aTopa.

KoHrleHTpalyu sneMeHTOB B (UIbTpaTe IOC/TIe NPOMBIBKM M3MEpS/IA C TIOMOLbI0 Macc-CleKTpoMeTpa C MCTOYHUKOM
VIOHOB B BU/le MHYKTHBHO CBsi3aHHOM aproHoBoi miasmbl (MCIT-MC) ELAN ¢upwmsel PerkinElmer SCIEX. [Ins mpoBeseHys
aHam3a 0TOMpasu aMMKBOTY (uisTpara B 06beMe 5 M, f00aBnisiii 240 MK/ KOHLIeHTPUPOBAaHHOW a30THOM KMC/IOTHI M 15 MiT
JUCTU/UTMPOBAaHHOU BOJBL.

Copep>kaHie MOHOB HAaTpusi B BBICYLIEHHBIX 0Opasljax W3Mepsuld CAeAyIoIMM 00pa3oM: HaBecKy B KOJMYeCTBe 5 T
TIOMellja/Id B pacTBOp Cy/baTa MarHust 1 H U OCTaB/Is/IM MepeMelIrBaThCsl B TeueHre 6 4acoB, 110C/Ie Yero rpoby OCTaB/siIu
OTCTauBaThCsl, 3aTeM NIPOBOJU/IN M3MepeHUs C ITIOMOLIBI0 MOHOCEe/IeKTUBHOIO /1eKTPO/ia.

PentreHociyopeciieHTHBIN aHanW3 Ha TPOLEHTHOEe COflep)kKaHHe OKCHUJOB allOMHHUS, JlaHTaHa U HaTpus B IIOPOILIKe
MPOBOAWIM Ha  BOJHOJUCIIEDCHOHHOM peHTreHoduyopeciieHTHOM —criektpoMerpe «ARL  ADVANT’X  4200W»,
TpeJiBapUTENIbHO CripeccoBaB Mpoby B TabneTKy Ha rugpaeandeckoM npecce « VANEOX 40T AUTOMATIC».

[TapameTpbI MOBEPXHOCTU U MOPUCTOCTU OTPEEISUIA MeToOM afcopbimu/gecopbimu asota Ha mpubope Quantachrome
1200e. O6pas3LibI TpeBApUTENHHO TO[BEPTa/IUCh JleTa3aluy pu temiieparype 290°C B TeueHHe yaca.

OcHOBHBIe pe3y/IbTaThl

ITpn mpoBefieHMM CTaZUM TNPOMBIBKM Hen30e)XKHbI TNOTEPH OCajKa, KOrzja HMOHBI METasjIoB YBJIEKAIOTCS B (U/ILTPAT,
M03TOMY TNPOBOJWIM KOHTPO/Ib UX COflepXKaHUsi B (puibTpare IOC/Ae KaKAOTO JIMTPa IPOMBIBKM METOAOM Macc-
CIIeKTPOMETpHH. Pe3y/bTaThl aHain3a NpecTaBieHsl B Tabnure 1 v oTpaxkaroT 3¢ eKTHBHOCTb TIPOBeJjeHHsI IIPOMBIBKHU: HOHBI
HaTpusl yJansitoTcs B (puibTpar.
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Tabnuna 1 - Pe3ynbTarhl MacC-CIIeKTPOMETPHU

DOI: https://doi.org/10.60797/IRJ.2024.143.152.1

Na* - La*
[Mudp obpasua (Mr/n) AT* (mr/n) (Mr/n)
BBIIIIE TIpeesa
6€3 POMBIBKH o6Hapy>KeHust 0,3 2,5
(>50)
BBbILLIE TIpe/iesia
1n o6Hapy>KeHust 3,8 34,7
(>50)
2n 35,3 7,9 54,7
3n 2,1 9,5 40,3

Co/iep>kaHyie MOHOB HAaTPUs B BBICYILIEHHBIX 00pa3iiax U3Mepsiiv C TIOMOIIbI0 NOHOCETeKTUBHOTO 3/IeKTPO/[d, Pe3Y/IbTaThl
TIPOLIEHTHOTO COZIEPKaHHUsI MIOHOB HAaTpUsl MpUBeZieHbI B Tabuile 2. Ha pucyHke 1 npuBe/ieHa 3aBUCUMOCTb COZIEPYKAHUS NOHOB
Hatpus (% Macc.) OT KOo/M4ecTBa NPOMBIBHOTO pacTBopa. IToka3aHo, UTO Npu NMpoMbIBKe 2 J1 pacTBopa amMMmuaka Ha 100 r
o6pasija B lepecyeTe Ha KOHEYHbIM OKCH/| 3HaU€HHUs CO/iep>KaHHsI HOHOB HAaTPHSI OCTAETCs IIOCTOSTHHBIM.
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PucyHok 1 - 3aBUCHMMOCTB COZiepKaHrsl MOHOB HaTPUs OT KOJIMUeCTBa IIPOMBIBHOI'O pacTBoOpa
DOI: https://doi.org/10.60797/IRJ.2024.143.152.2

KonTtponb 3ddeKTHBHOCTH TpOBeJeHUs CTauu TPOMBIBKHA OCYIIECTB/S/IA C IIOMOLIbIO PeHTreHO(IyopeCcLieHTHOTO
aHa/13a, pe3y/bTaThl KOTOPOTO TpHBe/ieHkl B Tabmuie 2. Obpasel] OKCHa alFOMUHKS Oe3 TIPOMBIBKH COJEP)KHT B cebe OKCH[
Hatpusi B cooTHommeHnu N,O/Al,Os; = 1,12, yTo sIB/AsieTCsl OUeHb BBICOKMM IIOKasaresieM, T.K. COJiep’kaHHhe OKCHJa HaTpys B
TPeXMapIIPYTHOM KaTa/r3aTope HOpMUpyeTcs Ha ypoBHe 0,05 U HUXKe B KOHEUHOM OKCH/IE.

HWccnenoBany BAMsHWE TIPOMBIBKM Ha VZENbHYIO TIOBEPXHOCTh 00pasijoB. Ha pucyHke 2 MNpuBefeHa TrUCTOrpamMMa
3HaueHWI ye/bHON TMOBepXHOCTM 00pa3lioB Ge3 IPOMBIBKM M C NPOMBIBKOH. [Ilf UMCTOTHI CcpaBHeHHs! ObUTM BbIOpaHBI
obpa3upl 6e3 OKcHza jaHTaHa, T.K. MOAWU(UKATOD TaKXKe OKa3bIBAaeT B/MSHUE HA YAEJbHYI0 TMOBEPXHOCTb. AHajOrMUHast
3aBHCHUMOCTb, HO JIJIsl COCTapeHHBIX 00pa3LioB, NpHBe/ieHa Ha PUCYHKE 3.

Tabnwiia 2 - Pe3ynbTarsl peHTreHOGTyOPeCIIeHTHOTO aHa/13a

DOI: https://doi.org/10.60797/IRJ.2024.143.152.3

ITpomeiBka 9 71 Ha 100 r Al,O5
CoenvHeHne macc. %

AlLO; 96,48
La;0; 3,33
710, 0,099

Cl 0,031
SiO, 0,027
SO 0,017
Fe,0s 0,006
Na,O 0,005




MestcOyHapoOHbili HayuHo-uccnedosamenbckull dcypHan = Ne 5 (143) S = CneyuanbHblii 8binyck no mamepuanam koHgeperyuu OTH = Maii

120
5 102,7
5 100
&
s 80 72,4
2 L
[O N 60
C =
>
[14]
E 40
o
>=[ 20

0
be3 06paboTKK +NPOMBIBKA

PucyHoK 2 - I'uctorpaMma 3HaueHHH ye/IbHOM II0BEPXHOCTH 00pa3LjoB 6e3 MPOMBIBKU U C IPOMBIBKOI
DOI: https://doi.org/10.60797/IRJ.2024.143.152.4
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PucyHok 3 - T'vctorpamma 3HaueHHH y/ie/IbHOM TTOBEPXHOCTH cocTapeHHBIX 1py 1100°C o6pa3iioB 6e3 MpOMBIBKY U C
TIPOMBIBKOM
DOI: https://doi.org/10.60797/IRJ.2024.143.152.5

3ak/roueHue

I/ICCJ'IG,Z[OBaHI/IH 6I>IJ'II/I HaHpaBJ'[eH]:I Ha I/IByLIEHI/IE B/IMAHUA CTagun HpOMbIBKI/I OT MOHOB HanI/IH l'[pI/I CHHTe3e OKCHa
aIIOMHUHUS U3 aJIFOMMHATa HaTpUs Ha yZebHYI0 TOBEPXHOCTb KOHEUHOTO MaTepuasa. Bbuio 1mokas3aHo, UTo CTajjuist IPOMBIBKH
MPUBOAUT K YBEJMUEHUIO Y/IeJbHOH TMOBEPXHOCTH 00pasijoB, a Takke COXpaHeHHI0 0ojiee BBICOKUX €€ 3HAueHWH B
MOZIeNIPYeMbIX KCIUTyaTalMOHHBIX YCJIOBUSIX.
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