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(54) Criocob moy4eHus peaK TUBHOTO alib(ha-OKCH/I1a aIFOMHAHHS

(57) Pedepar:

N300peTeHne OTHOCUTCS K 00JIACTH XUMUYECK O
TEXHOJIOTMM, 4 MMEHHO K CIoco0aMm IOJIyuyeHMs
peakTuBHOro anbda-oxcuaa amoMuHus (o-Al,O3).
Crioco0 noryueHust peak TMBHOTO a-Al,O3 BKITIoYaeT
CyXo¥ MOMOJI TJIMHO3eMa B IIapoBOil MenbHULE. B
Ka4yecTBE  MCXOJAHOTO  CBIPbS  HCIOJIB3YIOT
METaJUTY PTUYECKUI OKCHUJT ATTFOMUHUS C METMAHHBIM
pasmepoM uactun Dsy 9-22 MKM, coaeprkaiuui
kpucrammmyeckue ¢aser y-Al,O3 u 0-Al,O3 B
TMTOJIyYeHHYIO IIIMXTY BBOJST T00ABKY, BKITIOYAIOIIYIO
okcug xpoma (CrpO3) B KomuuectBe 5 Moi. % B

IepecyeTe Ha UOH cr’tu ¢ropun ammonus (NH4F)

B kosmuecTse 0,5-1,5 moit. % B niepecuere Ha MOH F.
Hanee  no0GaBistoT  BOAy A0  IOJIYYEHMs

Crp.: 1

MacTooO0pa3HOro CocTosiHUSl. ['OTOBAT OpUKETHI
MyTeM YKJIaJAKu B (QOPMBI U BBICYIIMBAIOT [0
MOCTOSTHHOM Macchl Ipu Temmnepatype 110£15°C.
Bpukersl  momBeprarT  KalbIUHAMKA  TIPU
temneparype 1200-1450°C B Teuenue 2 yacos. [lanee
MPOAYKTHI 00KUTa APOOSIT, a 3aTeM N3MEITHYAIOT B
IIapoOBOM MeNbHUIE B TedeHue 2-6 yacoB. K
MPOAYKTaM OOXKHWTa Tiepe]] HauajoM WU3MEITbUeHUS
CBepX MaccCBhl no0aBIAOT 0,05 %
MOJIMATUIIEHTTIMKOJIs1.  OOecreunBaeTcsl CHUKCHUE
TeMIIEpaTypbl CHHTE3a PEaKTUBHOIO alib(a-okcuaa
QTFOMUHHUSL W TIOBBIINICHUE IIJIAKOYCTOMYMBOCTH
KOPYHIOBOW  KE€paMMKH,  M3TOTOBIEHHOH C
HCIIOIb30BAHUEM BBICOKOJMCIIEPCHBIX IMOPOIIKOB
peakTUBHOTO anbda-okcuaa amoMuHus. 1 wi., 2
tab., 3 mp.
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(54) METHOD OF PRODUCING REACTIVE ALPHA-ALUMINIUM OXIDE

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to chemical
engineering, specifically to methods of producing
reactive alpha-aluminium oxide (a-Al,0O3). Method of
producing a reactive a-Al,O3 includes dry grinding of
alumina in a ball mill. Raw material used is
metallurgical aluminium oxide with median particle
size D5p 9-22 mcm, containing crystalline phase vy-
Al,O3 and 0-Al,O3 Into obtained charge additive is

added, including chromium oxide (Cr,O3) in amount

of 5 mol. % in terms of Cr>* ion and ammonium
fluoride (NH4F) in amount of 0.5-1.5 mol. % in terms

Crp.: 2

of F" ion. Then one adds water till paste-like condition
is obtained. Briquettes are prepared by laying into
moulds and dried to constant mass at temperature
110+15 °C. Briquettes are subjected to calcination at
temperature 1200-1450 °C for 2 hours. Further, the
roasting products are crushed and then ground in a ball
mill for 2-6 hours. Before grinding, 0.05 %
polyethylene glycol is added to the roasting products.

EFFECT: low synthesis temperature of reactive
alpha-aluminium oxide and high slag resistance of
corundum ceramic made using finely dispersed powder
of reactive alpha-aluminium oxide.

1cl, 1 dwg, 2 tbl, 3 ex
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M3006peTeHre 0OTHOCUTCS K 00JIaCTH XUMHUECKOM TEXHOJIOTHH, & UMEHHO K CITOCO0am
MOJTY4YeHUS PEAaKTUBHOTO alib(pa-oxcuaa amoMunus (o-Al,03), KOTOPBIN UCITOIb3YEeTCS KaK

BBICOKO/IUCTIEPCHBIN KOMIIOHEHT MPU MPOU3BOJICTBE OMOCOBMECTUMOM, KOHCTPYKIIMOHHOM
Y TEXHUUECKOW KOPYHIOBOW KEPAMUKH, KAK KOMIIOHEHT MATPUUHBIX CUCTEM B TEXHOJIOTUU
HU3KOLEMEHTHBIX OTHEYIIOPHBIX JINTHEBBIX MACC, 4 TAKKE B KAYECTBE KATAJIM3aTOPA,
aJicopOeHTa, abpa3uBHOIO MaTepuana.

BricokonucnepcHble Mopoku a-Al,O3 B aHITIOA3BIYHON TEXHUYECKON TEPMUHOJIOTUU

U3BECTHBI KaK PEaKTUBHbIN rIIMHO3eM (Reactive alumina). B peakTMBHOM IJIMHO3eME MaTeEpUal
JMCIIEPTUPOBAH 0 pa3Mepa NMepBUYHbIX KpUCTAILIOB (0,5 - 2 MKM). /{711 MHOTOTOHHAKHOT'O
ITPOU3BOACTBA TOHKO- U YJIbPAIUCIIEPCHOTO aKTUBUPOBAHHOT O 0.-Al,O3 B KaUeCTBE UCXOAHOTO

CBIPbS B HACTOSIIIEE BPEMS UCIIOJIb3YIOT, KAK IIPABUIIO0, KATBLUHUPOBAHHBIN IITMHO3EeM. Takon
PEaKTUBHBINM [IIMHO3EM MOJYYaIOT TEPMOOOPAOOTKOM (KaablMHALIMEN) 0allepOBCKOTO
ruapokcuaa aaroMuaus oT 1300 go 2000°C. Ha pazmepbl 00pa3yrommxcst KpUCTaIOB O~
OKCHJA AJIFOMUHMS BIMSIOT KaK TEMIIEPATYPA, TAK U CKOPOCTh KaJblUUHALMU. HeM BbILIE
TeMmIrepaTypa KaJblLUHAIWK, TEM OOJIbIIIE pa3Mep TIOTHBIX MIEPBUUHBIX KPUCTAIIIOB U
conepxkanue Al,O3 B a-popme. ITO B CBOIO 0UYEPEb CYIIECTBEHHO BIMSIET Ha

paSMOHOCHOCO6HOCTB MaTcpuajia u MEIUAHHBIN Pa3sMEp 4aCTuUll D50 PCAKTUBHOT'O I'NTMHO3EMaA.

Jlanee KaJIbIUHUPOBAHHBINM IIIMHO3EM ITOJIBEPTAIOT CYyXOMY WJIM MOKPOMY U3METIBUCHUIO 1O
pa3mepa MepBUYHBIX KPUCTAJUIOB B BUOPALIMOHHBIX, CTPYMUHBIX U IIAPOBBIX METLHULIAX
[Bopo6rer H.JI. MoaenupoBaHnue mpolecca u3MelIbUeHus B IIapOBBIX MeTbHUIAX // ['opHBIi
xypHalL. 2004. Ne5. C. 65 - 68].

N3BecTHO, uTO 1pu cuHTE3E a-Al,O3 U3 pa3HbIX IPEKypcOpoB (0aiiepoBCKOTO THAPOKCUAA

amomuHusi AI(OH)3, Hu3KoTemMnepatypHbix Moaudukanuit Al,O3z) UCTIOIB3YIOT

MHUHEpaIU3yIoLMe 100aBK1 Pa3HOIO COCTAaBa, CyLIECTBEHHO BIIUSIOIINAE HA ITPOLECCHI
MOJIMMOP(HBIX MPEBPALLEHUNA, MOP(HOJIOTHIO U pa3Mep YACTUL TOTOBOIO MIPOIYKTA.
Astopamu crateu Effect of AlF; seed concentrations and calcination temperatures on the

crystal growth of hexagonally shaped a-alumina powders [H. S. Kim, N. Park, T. J. Lee, M. Kang/
/Ceram. Int. 2015. - Vol. 40. - P. 3813-3818] uccnenoBano BiausiHue (GTOPUA-UOHOB HA pa3Mep
0o0pa3zyroumxcst Kpuctayuion a-Al,O3. ITokazano, yTo 70OaBKa NPUBOAUT K CHUKEHHUIO

TeMIepaTypbl 00pa3oBaHus a-(pa3bl, a TAKKE BIUSIET HA pa3Mep U MOPQOIJIOTHIO YACTHUI] U
obecrieunBaeT MHTEHCU(PUKALMIO IPOLIECCOB POCTA MEPBUYHBIX KPUCTAILIOB 0.-Al,O3 1 HU3KYIO

TEMIIEPATYPY KaJbLUHALMH.
Biusinue BBegenus xpomcopaepxkaiueit 1o6aBku (CryO3) Ha MUKPOCTPYKTYPY U HU3UKO-

MeXaHWYEeCKUE CBOMCTBA KOPYHIOBBIX 00PA3IOB, MOJYUYEHHBIX METOIOM TOPSIYETO
npeccoBanus npu 1500°C, npencrasieHo B HayyHol craTbe Effect of Cr,O3 addition on

microstructural evolution and mechanical properties of Al,O3 [D. Riu, Y. Kong, H. Kim // J. Eur.
Ceram. - 2000. - Vol. 10. - P. 1475-1481]. ITpu BBeaeHuun HeOonbIUX KondecTB CryO3 (21 5
MoJ1. %) 3epHa a-Al,O3 CTAHOBWJIMCH KPYITHEE U XapAKTEPU30BAINCHh OMMOIAJIbHBIM

pacnpenenenreM. OTMEUEHO, UTO BSI3KOCTh pa3pyLIEHHMs], TPELIMHOCTONKOCTh, TBEPIOCTh U
MOZYJIb YIIPYTOCTH TAKKUX 00Pa3LOB ObUIM 3HAUYUTENIBHO MTOBBILIEHBI IIPU BBEIEHUM MEHEE 5
MOJL. % CryO3. OgHako MexaHudeckas IPOYHOCTh BCEX U3YUEHHBIX 00Opa3LOB, COAEPKALIUX

Cr,0O3, camkanace. [1pu yBenmMueHnn KOHIEHTPAalMy BBOAUMOI'0 oKcuaa xpoma 10 10 mour.

% TPUHIMTTHATBHBIX U3MEHEHUHN CTPYKTYPHO-MOPGOIOTUIECKUX XapAKTEPUCTUK 3€PEH -
[JIMHO3EeMa He HaOJII01aJ10Ch.
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NzBectren matent KR1020040077294, B koTOopoMm mpencrasieH Criocod mpuroToBICHUS
CBEPXTOHKOTO MOPOIIKA OKCUAA AJTFOMUHMS ITyTEM BBEAECHUS MTOJIMMEPHBIX MATEPUAIIOB B
pacTBOP, COJEPKAIINIA NOHBI ATTFOMUHUS, WU TUIPOKCU AJTFOMUHUS, UJTU CYCIIEH3UIO TaMMa-
OKCHMIA allfoMuHMs. HaHopa3mepHsIii MOPOIIOK a-0Kcuaa antoMuHus (a-Al,O3) momydaror

C IIOMOILBIO CIEAYIOIMX ITAIIOB: JO0ABIEHHUE IOJTMMEPHBIX MATEPUAIIOB WU
MTOJIMMEPU30BAHHBIX OPraHUYECKUX coeqMHEHUN K pacTBOpY Al(NO3)3, AICI; min Aly(SOy)3,

6o Kk cexeocaxkaeHHoMY Al(OH)3, mn6o k cycnensuu ramma-Al,O3. B kauectse

OpPraHUYEeCKUX JOOABOK UCIOIB3YIOT HU3KOMOJIEKYJISIPHbIE OpraHUYECKHE BEIIECTBA, TAKHE
KaK 3TUJICHIJIMKOJIb U TJIMIMH; 1aJIee POBOIST U3MEIbUCHHE 3aTBEPIEBIICH KapOUIHON
CMOIJIBI, COAEPKAILEH MOHBI AITFOMUHHUS U OCYIIECTBIISIIOT MOCIIEAYIOMYIO KaIbIUHALUIO
kapouaHoro nmopoika npu Temiepatype 1000-1200°C pis nepexoaa amopdHOro okcuaa
amoMuHus B a-popmy. Ocrasimecs KapOouabl yIAISIOT U3 TOJIYYEHHOTO MPOIYKTa MTyTeM
TepMOOOpabOTKH MpokasieHHoro nopouika mpu 600°C Ha Bozayxe. [Ipeanaraemslit crioco6
MpeIycMaTPUBAET OOJIBIIIOE KOJIMUYECTBO TEXHOJIOTHUECKUX ONepaunii, He0OX0AUMOCTh
BBE/ICHUSI PA3TIMYHBIX OPraHUYECKUX BEILIECTB U HE MOKET ObITh UCIIOJIB30BAH IS
OpraHMU3aLMA MHOTOTOHHAXHOTO IIPOU3BOJICTBA.

HaunbGonee 01u3kuM K npeaaraeMoMy TEXHUUECKOMY PEIICHUIO, B3ITOMY 3a IPOTOTHIIL,
apisieTcst naTeHT RU 2791045 (omy6:1. 01.03.2024), rae onucan Crioco6 mosiydeHus
PEaKTUBHOTO alib(a-OKCHIa AITFOMUHMS, BKITIOYAIOIIWI CyXOi ITOMOJI TTIMHO3EMA B IIIAPOBOIA

MCJIBHUIEC ITPU UCITOJIB30BAHUHN MCEJTIOIHNX TCJI I_[I/IJ'II/IHI[pI/I‘IeCKOfI (1)0pr1 00BEMOM 6,3 CM3

KaxJ10€ U 00bEMHOM 3arpy3ke Oapadbana Memommmu TenamMu 35%. B kauecTBe UCXOTHOTO
CBIPbSI UCTIOJIB3YETCS METAJITY PTHUECKHI OKCHUJT ATIOMUHUS C MEIMAHHBIM PAa3MEPOM YaACTHI]
D50, cocraBisitomum 9-22 MKM, coJiepKaliui Kpuctayuimueckue ¢assl y-Al,O5 u 6-Al,03, B

KOTOPBII BBOJST KOMIUIEKCHYIO 100aBKY-MUHEPATIU3ATOP - AUXPOMAT AaMMOHMUSI B KOJIMYECTBE
0,005-0,5 Mm011.% B TIepecyeTe Ha XPOM, Jajiee B MOJYUYEHHYIO IIUXTY J00ABISIOT BOIY A0
MOJTyYEHUs TaCTOOOPA3HOTO COCTOSIHUSI, TOTOBSIT OPUKETHI IMyTEM YKJIAAKU B (DOPMBI U
BBICYILIMBAIOT J10 ITIOCTOSIHHOM Macchl Ipu Temrieparype 110+15°C, mocie yero OpukeTsl
MOJIBEPraroT KalblMHAIMU TTpU TemnepaType 1350-1550°C B Teuenue 34, najaee mpoayKThI
00wura 1po0dsIT, K KATBIMHUPOBAHHOMY TJIMHO3EMY CBEpX Macchl 100aBisitoT 0,05 %
MTOJIMATUJICHTJIMKOJIS, & 3aTEM U3MEIIBYAIOT B IIAPOBOM MEIBHULE ITPU UCIIOJIb30BAHUN

MEJTIOIIMX TeJI HWIMHIPUIECKON (GOPMBI 00BEMOM 6,3 cM® KasK0€e 1 0OGBEMHOI 3arpyske
Oapabana MenmrormMu Terramu 35% B Tedenue 2-8 4. B pe3ypTate cyxoro nmoMosa moixyqyaroT
MOPOIIIKH PEAKTUBHOTO aTb(ha-OKCUIa ATFOMUHUS CO CPEIHUM Pa3MepPOM IePBUYHBIX

kpuctauioB 0,5-1 MKM U yAelIbHON MOBEPXHOCTHIO Oosee 27000 eM?/r.

TexHuueckoi 3a1a4eil mpe1IaraeMoro TEXHUUECKOr0 PEIIEHUS SBJISETCS PACIIUPEHUE
apceHalia CpeICTB IyTeM pa3pabOTKH croco0a MoIydeHHs] peaKTUBHOTO aib(da-okcuaa
AJTFOMUHUSL.

TexHUYEeCKUM pe3yJIbTATOM IIPEAIaracéMoro TEXHUYECKOTO PELICHUS SIBJISIETCS CHUKEHUE
TEMIIEPATYPbI CHHTE32 XPOMCOAEPKAIIETO PEAKTUBHOIO ajib(a-okcuaa amomunus 1o 1200°C.

Bropoii TexHHuecKuil pe3ysIbTaT - MOBBIIIEHUE NUIAKOYCTOMYMBOCTU KOPYHIOBOM
KEPAMMKH, U3TOTOBJIEHHOM C UCITOJIb30BAHUEM BBICOKOIUCIIEPCHBIX ITOPOIIKOB PEAKTUBHOT'O
anbda-oKcuaa aTFOMUHUS

J{1s peanu3anyu NOCTaBJIEHHBIX 33124 MPEAJI0KEH CIIOCO0 MOIYYEHUS] PEAKTUBHOT'O
anb(a-oKcuaa aIFOMUHUS, KOTOPBIN OCYIIECTBIISIOT CIEAYIOIIMM CIIOCOO0M:

B xauecTBe MCXOTHOTO CHIPHS UCTIOJIB3YIOT KOMMEPUYECKH JOCTYITHBINA METAJLIIy PrUUECKUI
OKCH/JI AJIIOMUHUS C MEAUAHHBIM pa3MepoM yacTull D5 ~ 9-22 MKM, conepkalui

Crp.: 4
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Kkpuctajumueckue gaszsl y-Al,O3 1 06-Al,O3. [I1st TpUroTOBIEHUS IIKMXTHI METAJLITY PrUUECKHit

OKCHJT aJTIOMMHUS CMEIITMBAIOT C KOMIUIEKCHOM MMHEPAJIM3YIOIIei 100aBKOM, BKITIOYAOIIEH

okcuz xpoMma (CrpO3) B KomMyecTBe 5 MO % B IIEPECUYETE HA NOH Critu dbTopum aMMOHHMS

(NH4F) B konmnuectse 0,5-1,5 moi1. % B nnepecuete Ha oH F . K mosyueHHO# mmMxte 1o0O6aBIsIOT

BO/J1y J10 TOJIyYEHHUs TACTOOOPA3HOTO COCTOSIHUS, 3ATEM F'OTOBSIT OPUKETHI ITyTEM YKIAIKU
B (pOPMBI 1 BBICYIIMBAIOT JI0 TIOCTOSTHHOM Macchl 1pu Temnepatype 110+£15°C. [lanee OpukeTsl
MOJIBEpraroT KajbuuHauuu npu remmnepatype 1200 - 1450°C B Teuenue 2 yacoB. B ykazanHom
UMHTEpBAJIE TEMIIEPATYP NPOUCXOIUT niepexon Y-Al,O3 u 0-Al,O3 B a-Al,O3. IIpoaykTsl

o0xura I[pO6$IT, a 3aTEM MMOABECPrarOT UBMEJIILYCHUIO B mapOBoﬁ MCJIBHUIC B TCUCHUC 2-6

YaCOB IPU UCTIOTH30BAHUN METTIOIIHX TeJl IUIMHAPUIECKON GOopMbI 00beMOM 6,3 oM Kak0e,
1 00BEMHOM 3arpy3Kke OapadaHa MeTroIMMy TeaMu 35 %, TIpy CKOPOCTH BpallieHus: bapabaHa,
pasHoit 100 06/mMuH. CKOpOCTh BpallleHUs OapabaHa 11apoBOM MEJIbHUIIbI 3ABUCUT OT
TEXHUYECKUX XaPAKTEPUCTUK 000PYIOBAHUS U HE BIIUSIET HA OCYILIECTBIICHUE MPE/iIaraeMoro
croco0a ToJIyueHusl peaKTUBHOTO allb(a-okcuaa amtomunus. Koapdument K,
XapaKTepU3YIOLIMH COOTHOIIEHHE 00bEMA U3MENIbUAEMOT0 MaTepralia K 00bEMY IyCTOT
MEX 1y MEJTIOIIUMHU TeJIaMH BO BCEX CITydasix MPUHUMAIOT paBHbIM 1. K KanblMHUpOBaHHOMY
[JIMHO3EMY Mepe HaualloM U3MEeNIbUeHUsI CBepX Macchl 100aBisioT 0,05 %
MTOJIUITUIICHT JIUKOJISL.

OTaMUUTETBPHOM 0COOEHHOCTHIO MPETATaeMOTO CIIOCO0a MOJTyUeHUSI PEaKTUBHOTO ajTb(a-
OKCH/Ia aJTIOMUHMSI SIBJISIETCS] BBEZICHHUE B UCXOIHYIO IIUXTY KOMIUIEKCHON MUHEpaJIU3yIolen
n06aBku - okcunaa xpoma (CryO3) u propuna ammonust (NH4F), a Takke cHuxkeHne

teMrnepaTypsl cuaresa 10 1200-1450°C. CunepreTuyeckoe AeMCTBUE BBOIMMOM KOMILIEKCHOMN
MUHEpAIM3YIOIIEH 100aBKu, comepxarieii propua-noH u katuod xpoma (II1), obecrieunBaer

dhopMupoBaHKe TBEPAOTO pacTBOpaA Ccr’t s ITIOBEPXHOCTHOM cJ10€ YacTtul a-Al,Oz u

ONTUMAJIBHYIO AUCIIEPCHOCTH Mpu Temiiepatypax 1200-1350°C. Hanuuue Takoro
MMOBEPXHOCTHOT'O XPOMCOAEPKAIIETO TBEPIOTO PACTBOPA CYIIECTBEHHO YIyUIlIaeT
Pa3MOJIOCIIOCOOHOCTh MaTepHaJa Mocjie KalblIUHALMY, 4 TAK)Ke 00eCIIeunBaeT MOBBIIIICHHUE
[IJTAKOYCTOMYUBOCTH KOPYHAOBOM KEPAMUKH, U3TOTOBJIEHHON U3 BBICOKOIUCIIEPCHBIX
MOPOIIKOB XPOMCOJIEPIKAIIET0 PEAKTUBHOTO alib(a-OKCUIa aJIFOMUHUSI.

[Tpumeps! peanuzanuu U300pETEHUS.

[Tpumep 1

K meTtamnypruyeckoMy OKCUAy aJlOMUHUS C MEAMAHHBIM pa3MepoM dacThl D5 ~ 9- 22
MKM, cojiepXkalieMy Kpucrammyeckue ¢assl y-Al,O3 u 0-Al,0O3, 106aBISIOT KOMIUIEKCHYIO

MHUHEPAIHU3YIOIYIO0 100aBKYy, coaepxaliyto okcua xpoma (Cr,O3) B KoauuecTBe 5 Moil. % B
IepecyeTe Ha UOH Cr’*u ¢ropun ammonust (NH4F) B kommuectse 0,5-1,5 Mo % B niepecueTte

Ha voH F . K noixyyeHHoM mMxTe 100aBIsIOT BOAY A0 IMOJTYyYEHHS TACTOOOPA3HOTO COCTOSIHUS,
3aTe€M FOTOBST OPUKETHI MyTEM YKIIAJAKU B (DOPMBI U BBICYIIMBAIOT O TOCTOSIHHOM MacChl
npu temneparype 110£15°C. [Janee OpuKeThl MOABEPraroT KAIbIUHALMY IIPU TEMIIEPATYPE
1200 - 1450°C B Teuenue 2 yacoB. Jlanee npoayKThl 0OKUra ApoOST, a 3aTEM IPOBOISIT
U3MeEJIbUYEHHME B IIAPOBOM MEJIBHULE B TeUEHHE 2-6 YACOB IIPU UCIIOJIb30BAHUM MEITFOIIMUX TEJl

UJIMHApUYECKOH (hopMbl 00bEMOM 6,3 oM Kax/10€, 1 06BeMHOI 3arpy3ke 60apabana
MEJTIOIUMU TestaMu 35 %, TIpu CKOPOCTH BpailieHus bapabana, paBHoit 100 06/MuH., Tpu
9TOM K MPOAYKTAM KJIbIUHAIWY ITEPET HAUaJIOM U3METbYEHHUS CBEPX MACCHI T0OABIISIOT
0,05 % moNUATUIICHTIIUKOJIS.
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Ha ¢ur. 1 oToOpakeHbI pe3ynbTaThl onpeeaeHus (pa3oBoro cocrapa MpoayKTOB
KaJbIMHAIIMY UCXOTHOTO METAJITypPTrUYeCKOT0 IIIMHO3eMa (KOHTPOJIh), METAITYPTUIECKOTO
TJIMHO3EeMa C TIPeABAPUTEIIBHBIM BBeIeHHEM 100aBku Cr,O3 B KOJTMUeCcTBE 5 MOIL. % B IepecueTe

Ha Cr’* u METaJUTyPrMYeCcKOro IIIMHO3eMa C MpeiBapUTENIbHBIM BBEJIEHUEM KOMIUIEKCHOM
MUHEpam3yrolen 100aBku, Bkirovaromen CroO3 B KOIMUecTBe S MOJ1.% B IepecueTe Ha

Crtu NH,4F B xomuuectse 0,5-1,5 Moi1. % B nepecuere Ha MOH F .

JlaHHBIMU, PUBEICHHBIMU Ha (pHr. 1 TOATBEPIKAACTCS, YTO MOITydaeMble TTPOAYKTHI
KaJIbIIMHAIMY TIPEJICTABIISIOT COOO0M rIMHO3eM B ajbda-Moaudukaimu. Coaepxanue (pas3bl

13+

a-Al,O3 gocturaet 100 %. [Tpu usomophHOM 3aMelIeHMH KATUOHOB Al”™" B KpUCTATIIMUECKOMN

pelIeTKe OKCHIA aJTFOMUHKS Ha KATHOHBI cr’t IIPOUCXOAUT CMELIEHUE MAKCUMYMa
TU(GPAKIMOHHBIX TMKOB B CTOPOHY MEHBIIMX YIJIOB 20 1O CPAaBHEHHIO C KOHTPOJIBHBIM
00pa31OM 0-OKCH[IA ATTFOMUHUS, CAHTE3UPOBAHHBIM O€3 BBEIEHUSI T00ABOK-MUHEPATIM3ATOPOB.
DTO gBIIsIeTCS MOATBEPKIEHUEM 00pa30BaHus TBEPAOTO pacTBopa B cucreMe Al,O3-CryOs.

Tax>xe MoATBEPKIAETCS, UTO TeMIIEpaTypa KajbliMHauuu, paBHas 1200°C, siBisieTcs
JIOCTaTOYHOM /TSl 00pa30BaHMsI TBEPAOTO PACTBOPA MPU CUHTE3E PEAKTUBHOTO alb(a-oKcruaa
AJIFOMUHUS B IPUCYTCTBUM KOMIUIEKCHON MUHEpaIU3yIolIel 100aBku, BKiItouarolieit CrrO5

u NH4FE. MakcumanbHast TeMriepaTypa nNpucyTCTBUsL (GTOPU-UOHOB B CUCTEME COCTABIISIET

1300°C. Bpiiie ykazaHHOM TeMIIEpATyphbl IPOUCXOAUT pa3ioxkeHue pTopcoaepxaieit

MUHEpaIU3YIoIIei 100aBku U ojiHoe yaaieHnue F u3 cucremsl. [1pu temnepatype 1450°C
npouecchl 06pa30BaHUs MOBEPXHOCTHOTO TBEPAOTO PACTBOPA OCTAIOTCS 0€3 U3MEHEHUIA.
ITpumep 2
B npumepe 2 kK MeTasTypruuecKoOMy OKCHUJTy aJIFOMUHUS C MEAMAHHBIM PA3MEPOM YACTHI]
D50 ~ 9-22 mkM, coaepxalieMy Kpuctauideckue ¢dassl y-Al,O3 u 6-Al,03, 106aBISIOT

KOMILJIEKCHYIO MUHEPAJIM3YIOIIYIO 100aBKY, coiepkaliyto okcua xpoma (Cr,O3) B KOJIMYECTBE
5 Mou. % B niepecueTe Ha MOH Cr’tu ¢ropun ammonust (NH4F) B kommuectse 0,5-1,5 moit. %

B riepecyere Ha MoH F . K nosyueHHoM mmxTe 100aBiIsoT BOLY 10 IOJIyYEHUs TACTOO0Pa3HOro
COCTOSIHUSI, 3aTEM F'OTOBSIT OPUKETHI ITyTEM YKIIAJIKU B (DOPMBI U BBICYILIMBAIOT J10 IOCTOSIHHOM
Maccel ipu Temnepatype 110£15°C. Jlanee OpUKeThI MOABEPTaIOT KaJbIUHAIMH TTPU

temriepatype 1200°C B Teuenue 2 yacoB. Jlanee mpoyKThl 005KkUra JpoosiT, a 3aTeM IPOBOAST
U3MeEJIbUYEHHUE B IIAPOBOM MEJIBHULE B TeUEHHE 2-6 YACOB IIPU UCTIOJIb30BAHUM MEITFOIIUX TEJl

UJIMHApUYECKOH (hopMbl 00beEMOM 6,3 oM’ Kakzoe, 1 05 bEMHOI 3arpyske 0apabana
MEJTIOIMMU TestaMu 35 %, TIpu CKOPOCTH BpallieHus bapabana, paBHoit 100 06/MuH., Tpu
9TOM K MPOAYKTaM KJIbIUHAIWY ITEPE/T HAUaJIOM U3METbYEHHUS CBEPX MACChI TOOABIISIOT
0,05 % monuaTUIEHTTUKOIISL. BiusiHue coctaBa BBOAMMOI MUHEpAIU3YIOIIeH 100aBKH Ha
TPAaHYJIOMETPUYECKHIA COCTAB MOTYYEHHBIX TOPOIIKOB PEAKTUBHOTO aTb(pa-OKCHIA ATFOMUHMS,
MIpUBEICHBI B Tabmuue 1.

Tabmna 1
. MeauvaHHBIN CpenHee copepkaHie CyOMUKPOHHOIM
Komriectso ;}z?ft;wo" niobaskH, pas3Mep YacTHI B IIOPOIIKAX MOCIe dbpakimu
- 6 9 U3MEJTbYCHHMS, MKM (=1 MxMm), %
0 (KOHTpPOJIb) 1,68 34,0
1,0 Mmon.% F 2,48 23,5
3+
5 mon.% Cro™ + 114 37.8
0,5 mon.% F~

Crp.: 6
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5 moL.% Crt +
1,0 Mon1.% F

1,77 32,0

5Mom% Crt +
1,5 mon1.% F~

1,82 30,5

JIaHHBIMU, TPUBEACHHBIMU B TAOJIULIE, TOATBEPKIAETCS, UTO O€3 BBEACHHSI KOMITJIEKCHOM
MUHEpAIU3YIOLIEH JOOABKH MOJIYYUTh OT/IEIbHbIE IEPBUUHbBIE KPUCTAILIBI alb(a-oKcuaa
AJIFOMUHMS [TyTEM U3MEIIbUYEHHUS B IIIAPOBOW MEJIBHULIE HEBO3MOYKHO, KOHTPOJIbHBIN 0Opa3er
PEaKTUBHOTO ajib(ha-oOKCHIa aJIFOMUHUS IIPEICTABIIEH IPEUMYILIECTBEHHOTO arjioMepaTaMmu
YaCTULl C MEAUAHHBIM pazMepoM 1,68 MkM. [1pu BBeieHMM B KaueCTBE MUHEPAIUBYIOLLEN

n06aBku Tonbko F B konnyectse 1,0 Mo1. % MeIMaHHBIN pa3Mep OTIEIbHBIX IEPBUYHBIX
KPUCTAJUIOB aib(ha-oOKcuaa aTlOMUHUS COCTaBIsIeT 2,48 MKM Ha PsIY C HEBBICOKUM
coiep)KaHueM CyOMUKPOHHOM ppakuuu - 23,5%. I1pu BBe1eHUH KOMIUIEKCHOMN

MUHEPaIU3YIONIeH 100aBKU, PeAIoaraoiei Haauue 5 Mo % Cr’* u 1 Mo %F",
MEIMaHHBIN pa3Mep KPUCTAIIUTOB alTb(ha-OKCH/Ia aTFOMUHUS COCTABISET 1,77 MKM,
cojiep)kaHue CyOMUKPOHHOM pakiuu - 32 %. ITO 0OBSICHSIETCS HU3KOTEMITEPATYPHBIM

9YHEPro3aTpaTHBIM IIPOLECCOM 0OPA30BaHKs TBEPAOro pacTBopa Cro™ B peleTke Al,O5 (cMm.

npumep 1). [ToaTomy npucyrctBue 1 Mot % GTOPUI-UOHOB HE TPUBOJIUT K YPEZMEPHOMY
POCTY MEPBUYHBIX KPUCTAIIIOB, a 00ecleunBaeT ONTUMAIbHYIO IUCIIEPCHOCTh PEAKTUBHOIO
anbda-okcuaa alTFOMUHUS. Y BEIIMUEHUE KOHIIGHTpaIy GTOpUA-UOHOB 110 1,5 Mo.% B
KOMIUIEKCHOM MUHEPAIU3YIOIIe 100aBKe MPUBOAUT K aKTUBHOMY 3aPOIbIIIIE00pa30BaHMIO,
T.€. BO3BHUKHOBEHHUIO OOJIBIIIOT0 KOJIMYECTBA HEHTPOB KPUCTAIUIU3ALIMH, YTO B CBOIO OYEPEh
MPEMSATCTBYET POCTY KPUCTAIUIOB allb(a-0KCUIa aTIOMUHUS.

[Tpumep 3

BrusitHue BBOMMOM TIPH CHHTE3€ PEAKTUBHOTO alTb(ha-OKCH/Ia ATFOMUHUS KOMIUTIEKCHOM
MUHEPaIU3YIoIIel 100aBKU Ha IIUTAKOYCTONYMBOCTD MOJIydYaeMOM KOPYHI0BOM KEpaMUKHU
OLEHMBAJIA CTATUYECKUM METOHAOM. /111 UCIIBITAHUS METOJIOM OJTHOOCHOTO IPECCOBAHUS
OBUIM 3T OTOBJIEHBI TOJTy(adbpUKaThl pazMepoM S0x50 MM K3 MOPOIIIKOB PEAKTUBHOTO ajib(da-
OKCHJIa AJTFIOMUHUS, CHHTE3UPOBAHHBIX O€3 UCTIOJIH30BAHUS JOOABKU-MUHEPAIU3aATOPA
(KOHTPOIIb), C UCIIOIb30BaHueM 100aBku NH4F B koHueHTpauuu 1 Moil. % B miepecueTe Ha

F~ 1 komruiekcHoi 1o6aBku, conepxkartert Cr,O3 1 NH4F B KOHLIEHTpalusiX, COOTBETCTBYIOIIUX

5 Mo % Cr°* u 1 Mmon.% F. ITonydyeHHBIE TpecCOBaHHBIC MMOTY(aOpUKaThI TOABEPTaIn
o0xury npu 1550°C. Jlanee aJis UcCeq0BaHUS INIAKOYCTOMYMBOCTHU B 3apaHee
oT(opMOBaHHBIE YIIIyOJIeHUs (AMaMETPOM U TJIyOMHOM 20MM) Ha MOBEPXHOCTU CIIEUEHHBIX
00pa3L0B 3aChITAIM HABECKY METAJUIypruyeckoro mnuiaka secom 3r. ITocne atoro
MOJITOTOBJIEHHBIE 0OPa3Ibl BRIACPKUBAIIM B TeUeHUE 2 U pu Temmepatype 1450°C B
BBICOKOTeMIIepaTypHo neur. [1o okoHUaHUIO BBIIEPIKKU 00pa3Ibl OXJTAXKIATN U PACTUIIMBAIIA
Ha JIBE YACTH AJIMA3HBIM UHCTPYMEHTOM IO OCU CUMMETpPUU. Jlaee Ha pacnuie T Kak10T0
00pasia U3MepsIU CTETEeHb MPOIMTKU U CTENIeHb pazbelanus. B Tabmnuie 2 mpuBeneHbl
CpeHMe 3HAYEeHMS 1711 5 00pa3loB KaXq0I0 COCTaBa.

Tabmuna 2
Oo0pasen CrerneHb NPONUTKY, % CreneHb pazbenanus, %
Kontpons 10 5
3+
0 M01.% Cr’™ + 12 6
1,0 moi.% F
5moL.% Crt + 5 2

1,0 mo1.% F~

Crp.: 7



10

5

20

25

30

35

40

45

RU 2843749 C1

JlaHHBIMH, TPUBEACHHBIMM B TaOJIMIIE 2 TTOATBEPKAACTCS, UTO 0Opa3Ibl HA OCHOBE
PEaKTUBHOTO alTb(ha-OKCH/Ia ATFOMUHHUS, CAHTE3UPOBAHHOTO B IPUCYTCTBUU KOMIUJICKCHOM

MUHEpaJIU3YIoIIel J0OaBKH, BKIIIOUAIOIIEH 5 MoIL. % crt +1,0 M011.% F o0magaeT HanbOonbIei
BEJIMYMHOM [INIAKOYCTONYUBOCTH.

B pesynbTare NprBeIeHHBIX IPUMEPOB IMMOATBEPKICHO PELIEHUE ITOCTABIEHHBIX
TEXHUYECKUX 3a71a4: CHIOKEHUE TEMIIEPATYPBI CUHTE3a XPOMCOAEPXKALLIETO PEAKTUBHOI'O
anbda-okcuaa amomunus 10 1200°C u noBbIIEHUE TUIAKOYCTOMYMBOCTH KOPYHAOBOMN
KEPaMUKU, U3TOTOBJICHHON C UCTIOIb30BAHUEM BBICOKOIUCIIEPCHBIX ITOPOIIKOB PEAKTUBHOI'O
anbda-okcuaa aTFOMUHUS.

(57) ®opmyna uzobpeTeHus
Cnoco0 noy4eHus peakTUBHOTO alb(ha-OKCchaa aJTIOMUHUS, BKIIFOUAIOLIHI CYyXO TOMOJT
TJIMHO3EMA B IIIaPOBOM MEIBHUIIE IPY UCTTOIb30BAaHUH METIOIIHX TeJT IITMHAPHYECKOM (POpMBI

o0beMoM 6,3 o’ KaXxxaoe, U 00beMHOM 3arpy3ke 6apabana memtommmu Teinamu 35 %, npu

3TOM B KQU€CTBE UCXOJHOTO ChIPbhSI UCIIOJIb3YIOT METAJUTYPIrUYECKUI OKCHU]T AJTFOMUHUS C
MEAUAHHBIM pasMepoM 4acTHL D5, COCTaBIAIOINM 9-22 MKM, COAEPKALLMNA KPUCTAIIMUECKUE

dasel y-Al,O3 1 6-Al,03, 3aTeM B MOIYYEHHYIO IIMXTY BBOJAT J0OAaBKY, 1ajiee 100aBIISIIOT

BOJY 710 MOJTyYEHUS TACTOOOPA3HOI0 COCTOSTHUSL, TOTOBSIT OPUKETHI ITyTEM YKIaAKU B (HOPMBI
Y BBICYLIMBAIOT JO MOCTOSIHHOW Macchl Tpu Temnepatype 110£15 °C, nocie yero OpukeThbl
MO/IBEPIatOT KaJbLMHALMH, 1aJIee TPOIYKThI 00KUra JpoOsT, a 3aTEM U3MENbUAIOT B IIAPOBOI
MEJIbHULE MTPY YKA3aHHBIX TEXHOJIIOTHUECKUX MTapaMeTpax, Mpu 3TOM K IPOIYKTaM OOKura
nepe HayajaoM U3MeNIbueHUs cBepX Macchl 100aBisioT 0,05 % MOIMITUIIEHTTIMKOIS,
OTJIMYAIOLLMICS TEM, YTO B ITOJYUYEHHYIO IIMXTY BBOIAT KOMIUIEKCHYIO MUHEPAIU3YIOLIY IO
n00aBKy, BKIIIoYaronyto okcua xpoma (CryO3) B KOJIMUECTBE 5 MOJI. % B IepecyeTe Ha UOH

Crtu ¢ropun ammonust (NH4F) B komuectse 0,5-1,5 moit. % B nepecuete Ha MoH F, a

OpUKeTHI OJIBEPraroT KajlbluHauu mpu temnepatype 1200-1450 °C B TeueHue 2 4acoB, pu
3TOM MPOJYKTHI OOKUIa U3MENIbUAIOT B IIIAPOBOM MEIbHULE B TEUEHHE 2—6 4acoB MpU
YKa3aHHBIX TEXHOJIOIMYECKUX ITapaMeTpax.

Crp.: 8
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