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(54) CIIOCOB ITOJIVYEHW A1 KAPBUJA KPEMHUA

(57) Pedepar:

N306pereHne OTHOCHTCS K IMPOU3BOJICTBY
Kapbuga KpeMmHHs, KOTOPBIi MOXET OBITh
UCIIONb30BAaH NI TIOIYYEHUSI  KEPaAMHKH,

abpa3uBHOTO MHCTPYMEHTA, BBICOKOTEMITEPATYPHBIX
HarpeBaTeIbHBIX O3JIEMEHTOB U KaTaJIM3aTOPOB.
Cnoco0 monydyeHHUs KapOuaa KpPeMHHS BKJIIOUAET
MOATOTOBKY IIUXThl U3 KPEMHHUUCOJEPIKAILIETO W
YIIIEPONICOMAEPKAIIETO KOMIIOHEHTOB, 3arpy3Ky
IMUXTBI W HarpeB IIMXTBl. B KkadecTBe
KPEMHHUHCOEPKAINETO KOMIIOHEHTa HUCIIONIB3YIOT
KpemHueByro kuciaory H,SiO3. B kauectse

YIIIEPOJICOJEPKAIIETO KOMIIOHEHTa HCIIONb3YIOT
OTXO0JX MPOU3BOACTBA KpEeMHHUS -
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yIIIepoAcoepIKallee CBIPbE, BKJIIOYAlOIIEE
MUKpOCUIIUKY. IIpu 3TOM cooTHOIIeHHe Mo Macce
yrilepoga K KpeMHMIO BbLIEPKUBAIOT OT 1,25:1 no
1,3:1. CooTHOIIIEHHKE TI0 MacCe YIIIepoia K KPEMHHIO
B YIJIEPOJICOJIEPIKAIIEM ChIPbE COCTaBIIsIeT OT 2,17:1
110 2,64:1. TTociie TOATOTOBKM IIIMXThI IPOBOJST €€
TepMOOOPAOOTKY B BAKYYMHOM €YU ITPHU JABIICHUU
ot 0,030 mo 0,040 TexHMueckux aTmochep Hu
temiiepatype ot 1450 1o 1650 °C B Treuenue ot 1 10
2 4. W300peTeHME TO3BOJISICT TMOBBICUTH BBIXOJ
KapOWga KpeMHHsST M €ro YUCTOTY, CHU3HUTH
MIPOOIKUTEITFHOCTDh TEPMOOOPAOOTKH, YIIPOCTUTH
TEXHOJIOTUYECKHUH mpouece. 1 ui., 5 mp.
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(54) METHOD FOR OBTAINING SILICON CARBIDE

(57) Abstract:

FIELD: silicon carbide production.

SUBSTANCE: invention relates to the production
of silicon carbide, which can be used to produce
ceramics, abrasive tools, high-temperature heating
elements and catalysts. Silicon carbide production
method includes preparation of charge from silicon-
containing and carbon-containing components, loading
of charge and heating of charge. Silicic acid H,SiOj3 is

used as a silicon-containing component. As a carbon-
containing component, silicon production waste is used
- a carbon-containing raw material, including

Crp.: 2

microsilica. In this case, the mass ratio of carbon to
silicon is maintained from 1.25:1 to 1.3:1. The mass
ratio of carbon to silicon in the carbonaceous feedstock
is from 2.17:1 to 2.64:1. After preparing the charge, it
is heat treated in a vacuum furnace at a pressure of
0.030 to 0.040 technical atmospheres and a temperature
of 1450 to 1650 °C for 1 to 2 hours.

EFFECT: invention makes it possible to increase
the yield of silicon carbide and its purity, reduce the
duration of heat treatment, and simplify the
technological process.
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N300peTeHre OTHOCUTCS K HEOPTAaHUYECKON XUMUM, B YACTHOCTH K CITOCO0AM TTOTyUeHUsT
KapOuaa kpeMHus, a UMeHHO 3C - kyouueckoro ([ - SiC) kapobuaa KpeMHHsI, KOTOPbIN MOKET
OBITh UCIOJIL30BAH JIJIs1 TOJIyUEHUS] KEpAMUKU, A0pa3MBHOTO HHCTPYMEHTA,
BBICOKOTEMIIEPATYPHBIX HATPEBATEIBHBIX 3JIEMEHTOB U KATAJIM3ATOPOB.

N3BecteH crioco6 nosyyeHust HaHonopoiika kapouaa kpemuust (ITatent PO No2327638,
omy0671. 27.06.2008), BKIIOUAIOIIMI BBEJICHUE B ITIOTOK a30THOM IJIa3MBbI IIOPOIIIKa KpeMHe3eMa,
raz000pa3HOTro YIJIEBOIOPO/Ia B COUETAHUU C BOJOPOACOIEPKALIUM Ia30M, UX CMEILIMBAHUE,
MIPUYEM B KAYECTBE MOPOIIKA KPEMHE3EMA UCTIONB3YIOT MUKPOKPEMHE3ZEMBI, 4 B KAUECTBE
BOJIOPOJICOAEPIKAIIETO ra3a - aMMUAK, BBOJMMBIN C ra3000pa3HbIM YIJIEBOIOPOIOM B
MOJIBHOM COOTHOIIEHUHU yriiepoja u ammuaka 1:(1,0-1,5) nmpu temniepatype Boiie 5500°K,
MPOAYKTHI B3aUMOJCHUCTBUS OXJIAXKIAIOT HA MIEPBOM CTAAUU 10 TeMnepaTtypsl ot 2800 1o

3200°K, a 3atem 10 Temnepatypsl 1000°K, mociie 4ero npoBosT MACCUBALUIO TAPAMU
METAaHOBOU KUCIIOTBI, BBOAMMOM B IIOTOK ITPU MOJIbHOM COOTHOIIEHUH KPEMHUS U METAHOBOM
kucnotsl 1:(0,05-0,15).

HenocraTtkom uzBecTHOTO crioco0a sIBIISIETCsl HEBBICOKA Sl YUCTOTA IMOJIy4aeMOoro Kapouaa
KPEMHUS, TOCKOJIBKY MPU peaiu3alyu Clioco0a MPOUCXOIUT 3arpsiI3HEHUE MTOJTy4aeMOro
MPOJIyKTa MIOHAMHU TSIKEIIbIX METAJUIOB (TaHTal, TadHuit, Meaib). Kpome Toro, HemocraTkom

SIBIIIETCS BBICOKHME TEMIIEPATYPHI ITPOLECCA MONTydeHus Kapouaa kpemuus (5500°K).

N3Becten criocob momyuenus kapouaa kpemuus (ITatent CHIA Ne6022515, omy0s1.
08.02.2000), BKJIrOUaIOIIMi B3aUMOAEHCTBUE B Ieuu Iipu Temmnepatype ot 1500 go 2300°C
MPUOIIM3UTETTBHBIX CTEXMOMETPUUECKUX KOJTMYECTB TMOKCHIA KPEMHUS M ICTOUHUKA YIJTIEPO/a,
BKJIIOYAIOILMH EPBYIO CTAAUIO, HA KOTOPOH IMOKCHU KPEMHMS U UCTOUYHMK yIriepoaa
HEIPEPHIBHO MOJIAIOT B [1€4b, I/I€ OHU PEATUPYIOT MEXKIY cO00M nmpu TeMnepatype ot 1500
1o 1800°C ¢ obpazoBaHueM OeTa-KapOuaa KpeMHHUS, U BTOPYIO CTaJIMI0, HA KOTOPOM
00pa30BaHHbIN OeTa-KapOUI KPEMHUSI HEPEPBIBHO U3BIIEKAIOT U3 YKA3aHHOM M€Y U
npeodpasyroT B anbha-kapOua KpeMHUs MyTeM TepMOoOpabOTKH Ipu TemiiepaType ot 1800
1o 2300°C.

Henocratkamu crioco0a sIBISIIOTCS] BRICOKHE TeMIlepaTyphl mporecca 10 2300°C, a Takxke
TO, YTO MPOLECC OCYIIIECTBUM JIMIIIb B PEAKTOPaX HEOOJBIIOTO 00beEMA, C HU3KUM BBIXOJOM
FOAHOTO MPOAYKTA, HEe OoJiee 75% 1 ero HU3KOW YMCTOTOM.

N3Becten criocob nonyueHust kapouna kpeMmuus (nmateHT CIHIA Ne3485591, omy0.
23.12.1969), 1o KOTOPOMY YaCTULBI OKCUIA KPEMHMUS U YIIIEPOAA BBOAAT B IIOTOK
WHAYUMPOBAHHOM MJIA3MBI, IIPU 3TOM OKCUJ KPEMHUS UCTIAPSIETCS B IUIa3M€, U UHULIMUPYETCS
peakuys ¢ yriaepoaucTbIM MaTEPUAIOM, IIPUUEM TEMIIEPATYPA PEAKLUMUA B3aUMOIEHCTBUS

MOJJIEPKUBAETCS B IMAIIA30HE OT 2200°C mo 2700°C.
HenocTaTkoM U3BECTHOTO CITOco0a SIBISETCS CIIOKHOCTD €ro peaiv3alii U BRICOKAs
9HEPrOeMKOCTb IpolLiecca, BCIEACTBUE MPUMEHEHHUS B CIIOCOOE BHICOKUX TeMIEPATyp 110

2700°C.

N3BecteH criocob nonyyeHust kapouaa KpeMHust (aBTopckoe ceuaetenbctBo CCCP
Ne1730035, omty6:1. 30.04.1992), BKIIOUAIOIIMI TPUTOTOBJICHUE IITUXTHI U3 MEJIKO3EPHUCTOIO
OypOYTOJIBHOTO TIOJIYKOKCA U aMOPGHOMN YIBTPAAUCIIEPCHON MBUIA CYXOM ra3004UCTKU
MIPOU3BOJICTBA (PEPPOCUITUIIMS, TTPUUEM COOTHOIIIEHHE KOKCa K KpeMHe3eMCcoAepKaliiel MbLIx
cocranseT oT 0,55 no 0,6 o macce, rpaHyIMPOBAHKE MTOJIYYEHHOW IUXTHI IIPOU3BOMST B
MIPUCYTCTBUM OT 15 10 25% 110 Macce CBS3YIOIIEro, B KAUYECTBE KOTOPOT'O UCTIONIB3YIOT BOIHBIN
PacTBOP JIMUTHOCYIb(OHATOB UJIH )KMIKOT'O CTEKJTIA ITPY KOHIIEHTPAIMH ITOCIIEAHUX B PACTBOPE
oT 5 10 50% macc. I'paHyIMpOBaHHYIO IIUXTY TOABEPralOT TEPMOOOPAOOTKE B AIEKTPOIICUaX.

HenocratkoM u3BecTHOTO crioco0a SBIsSeTCS HU3KUM BBIXOI MPOAYKTa OT 79 10 86%, npu
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3TOM MOJIy4aeMblii KapOul KPEMHHMS XapaKTepU3yeTcsl HU3KOM YUCTOTOM.

N3BecteH criocob noayyeHus Kapouia KpeEMHHUSI U3 OTX0/1a POU3BOJICTBA KPEMHMSI (TATEHT
P® Ne 2627428, omy6:1. 08.08.2017), BKIOYAOIIUI B ceOs1 JO3UPOBAHUE
KPEMHE3EMCOIEPKAIIUX MATEPUAIIOB U YITIEPOAUCTBIX BOCCTAHOBUTEIIEH, 3aIPy3Ky UX B
3IIEKTPUYECKYIO [1€Yb COITPOTUBIIEHHUS U BEJIEHUE BOCCTAHOBUTENIBHOM IUIABKH, KOTJ]a BHAYAIIE,
BOKPYT KEpHa, 3arpyKaroT CJIOM IIUXThI, COASPKAIIel KBapIUT ¢ppakiueit ot 6 1o 10 MM, u
3aTEM CIIEAYIOIIUM CIIOEM 3aTrPYXKAIOT LIUXTY, COIECPIKAILYIO KBAPLEBBIN NIECOK W/WJIIU KBAPLUUT
dbpaxuueti ot 0,3 10 6,0 MM, TTOCTIE YETO B BEPXHIOIO YACTh €YU U Ha MepUdepuIo 3arpyKaroT
CIJIOV IIMXTBHI, COACPIKAIIMI KBAPLEBbIN Mecok ¢pakuueit MmeHee 0,3 MM U MEJIKOIUCTIEPCHBII
KkpeMHe3eM (pakiueti Mmenee 0,22 MM.

HenocraTkaMu U3BECTHOTO CIOCO0A ABIISIFOTCS HU3KASl YUCTOTA M HEBBICOKHI BBIXO/T
KOHEYHOT'0 IIPOJYKTAa, KOTOPBIE SIBIISIFOTCS CIIEACTBUEM CIIEAYIOLIMX IPOLECCOB: 00PA3YIOMIMICS
B KQuecTBe MMPOMEKYTOUYHOTO MPOIYKTa B IIPoIecce KapOOTEPMUIECKOTO BOCCTAHOBIICHUS
MOHOOKCHI KpeMHHUs Si0, KOTOPBIN BCerna HaXOAUTCS B OTXOAaX KPEMHUEBOTO IPOU3BOACTBA,
HE YCIIEBAET ITOJIHOCTBIO IPOPEATUPOBATD U B 3HAUUTEIIbHBIX KOJIMYECTBAX YHOCUTCS C
MEYHBIMU ['A3aMHU, BbI3bIBAS IIOTEPU KPEMHUS U 3aTrPSI3HSIS OKPYKAIOLIYIO Cpely; KOrjaa B
uHTepBase teMnepatyp ot 1800 mo 2000°C mpoUcXoauT pas3iioKeHUe Kapouaa KpeMHUs Ha
KPEMHMUIA U yTJIEPOI, YTO TAKXKE YBEJIMUMBALT ITOTEPU KapOu1a KPEMHMSI, KOTOPBIH 3arpsi3HEH
IIPUMECSIMU YTIIEPOJIA, OKCUIA KPEMHMS, KBAPL, KPUCTAIUIUT U T.J. C BBIXOAOM I'OJJHOTO 15-
20%.

N3BecteH criocob nonyyeHus: kapouna kpemuus (mateHT PO Ne 2642660, omyo:1.
25.01.2018), mpuHSTHIN 32 MPOTOTHII, BKIIOYAIOLINUNA TPUTOTOBJICHUE IIIMXTHI U3
KPEMHMICOIEPIKALLETO U YIIIEPOJCOAECPKALIETO KOMIIOHEHTOB, 3arPY3KY LIMXThI, HAIPEB
[IMXTHI, IPUYEM B KAYECTBE KPEMHHUHUCOAEPKAIIETO KOMIIOHEHTA UCTIOIB3YIOT HAHOMIOPOIIOK
o6meit popmysl SiH;,O,, rae h=0 wu 2; z=1, 2, 3 WK cMech HAHOTIOPOIIKOB COETUHEHUIA

KPEMHUS B PABHBIX JOJISIX, B KAUECTBE YIJIEPOACOAEPKALLETO KOMIIOHEHTA UCTIOJIb3YIOT
yraeBoa o6mieit popmymsl C,(H,0),,, e n>12; m=n-1 nix MHOTOATOMHBIN CITUPT OOIIIEi

dbopmynsl C Hy -0, T N>2, WK aTTbAETUAHBIC JTUOO KETOHHBIE TPOU3BOIHBIC
MHOT'0aTOMHBIX ClIUPTOB 00111el hopmyisl (CH,0),, Tie n>3, With X CMECH B paBHBIX JOJIAX;

IIpY BECOBOM COOTHOIIIEHMH B IiepecueTe Ha KpeMHUit u yriepoa Si:C=1:(1,04-1,4);
IIPUTOTOBJICHUE IIMXTHI BEAYT B JICMOHU30BAHHOM BOAE OT 15 110 20% K peakiMOHHOMY
00beMY, a HarPEB IUXThI OCYILIECTBIISIIOT CTYIEHYATO B TPU CTAAUU: O TEMIEPATYPHI OT
145 no 195°C ¢ BbIIEpKKOM B TeueHue oT 1,5 10 3 yacoB; g0 Temnepatypsl oT 800 1o 1000°C
¢ BbliepkKou B TeueHue oT 0,4 1o 1 yaca u 1o remnepatypsi oT 1450 1o 1650°C ¢ BbLaepKKOH
B TeyeHue ot 1 1o 1,5 gacos.

HenocratkoMm criocoba sBisieTCss HU3KUM BBIXOT MpoaykTa oT 80 10 85%, BbICOKas
MIPOJIOKUTEIIBHOCTD OTIEpalyii TEPMOOOPaOOTKH, a TaK)Ke HEOOXOMMOCTD JUTUTEIIBHOM
OYMCTKH MOJIYYEHHOTO MPOYKTA, CBSI3aHHOM C MEPEBOIOM [ - OJIMTUIIA TTIPU HATPEBAHUU U
JUTMTEIbHOM BhIAEPKKE pU TemmepaTtype 0oiiee 1700°C, 4TO MPUBOJIUT K BBOAY
JIOTIOJTHUTEIbHBIX TEXHOJOTUUECKUX OIepalui.

TexHuuyeckuii pe3yJIbTaT 3aKII0OUACTCS B TOBBIIICHUH BBIX0 14 KapOu1a KpeMHHUS BEICOKON
YUCTOTHI MPU CHUKEHUHU TTPOJIOJIKUTEIBHOCTH OTepanyit TepMooOpabOTKU U yIIPOILIEHUN
TEXHOJIOTMYECKOT O MMpOoLEcca.

TexHuuecknii pe3ybTaT JOCTUTAETCS TEM, YTO B KAYECTBE KPEMHUICOAEPKAIIETO
KOMITOHEHTA UCIIOJIb3YIOT KpeMHUEBYIO KUCIIOTy H,Si03, a B KauecTBe yIiiepoIcoAepKaILEro

KOMITOHCHTA UCIIOJIB3YIOT OTXO/ ITPOU3BOACTBA KPEMHUA - YITICPOACOACPKAIIICEC ChIPbE,
BKIIIOHAIOIIEC MUKPOCUIIUKY, ITPH 3TOM COOTHOMICHUEC 110 MACCC YyIJI€pOoaa K KPEMHUIO B
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BbIIEepkUBatOT OT 1,25:1 1o 1,3:1 npu COOTHOLIEHUH YIJIEPOJIa K KPEMHHUIO B
yriepocoaepsxaiiee ceipbe ot 2,17:1 1o 2,64:1, a mociie tOArOTOBKH MIUXThI MPOBOJIST €€
MOCJIEIYIONIYI0 TEPMOOOPAOOTKY B BaKyyMHOM rnieur npu aasiaeHuu oT 0,030 TeXHUUeCKUx

atMocdep 10 0,040 Texuuueckux atmocdep u Temrepatype ot 1450 1o 1650°C, B Teuenue
oT 1 10 2 yacos.

Crnoco6 nosrydeHust Kapouaa KpeMHHUS TOSICHSIETCSI CIEYIOIIUMHU (PUTyPAMHU:

@ur. 1 - U300paxenue CTpyKTypbl KapOu1a KPEMHHUS.

Crioco0 ocyIecTBiseTcs ClIeayommuM oopa3oM. Ha 3Tane moAroToOBKM IIKMXTHI B
rpaUTOBBIN TUTEITb BBOIST YIIIEPOICOACPIKAIIEE ChIPhE, BKIIFOUAIOIIEe MUKPOCHITUKY, B
Ka4ecTBe YIJIepOICOIePKAIIEr0o KOMIIOHEHTA, U Pa3IMYHble MOAU(DUKALIMM KPEMHUEBOM
kucinotsl H,Si03, B KauecTBe KpEMHUNCOAEPKAILET0 KOMIIOHEHTA, IT0CJIE Yer0 KOMIIOHEHTBI

IIEPEMEIINBAIOT 1O OJHOPOJAHOM MACCHI, IIPU 3TOM COOTHOIIIEHHE 110 MACCE YIIEPOaa K
KpPEeMHHUIO BblIepkuBatoT oT 1,25:1 no 1,3:1 npu COOTHOLIEHUH YIJIEPO/Ia K KPEMHUIO B
yTIIEPOACOIEpKAIIEM ChIphbe OT 2,17:1 10 2,64:1. BeIOpaHHBIN COCTAB IMIUXTHI 00ECIIEUNBALET
MoJIy4YeHUe KapOuaa KpeMHHUSI BLICOKOM YACTOTBI, IIPU 3TOM YIIPOILasi Cocob ero Moxy4yeHus,
MTOCKOJIbKY YIJIEPOICOIEPKAIIEE ChIPhE, BKIIIOUAIOIIEE MUKPOCUITUKY SIBJISIETCS M30BITOUHBIM
OTXOJIOM KPEMHHUEBOTO MPOU3BOJICTBA, & KPEMHUEBBIE KUCIIOTHI IIIMPOKO MPUMEHSIFOTCS B
Pa3JIMYHBIX OTPACIISIX HAPOJHOTO X0351icTBa. B mpouecce peanuzanuu cnocoda mpoucxouT
PA3JIOKEHUS] MOJIEKYJI KPEMHHUEBBIX KUCIOT C 00pa30BaHUEM BBICOKOIUCIIEPCHOTO OKCUAA
KpPEMHHUSI, KOTOPBIN MPHU 3aJITAHHBIX YCIOBUSIX B BAKYyM€ BCTYIIAET BO B3AaUMOJICHCTBUE C
YaCTULAMU YIJIEPO/Ia YIIIEPOICOIEPKAILETO KOMIIOHEHTA ¢ 00pa30oBaHMEM KapOuaa KpeMHHUSI.
Bbe16panHOE COOTHOLIEHUE IO MAcCe YIJIepo1a K KPEMHUIO BbIAEpkUBatoT ot 1,25:1 no 1,3:1
MPU COOTHOIIIEHUH YTJIEpOAa K KPEMHMIO B YIJIEPOJICOAEPXKAIIEM ChIpbe OT 2,17:1 1o 2,64:1,
YTO 0OECIEUMBAET MOJIyYeHHE TPOAYKTA HEOOXOAUMOTO CTEXMOMETPUUECKOT O COCTaBa
BBICOKOM UYMCTOTHI. [Ipu cooTHOIIEHNN MeHee 1,25:1 HE JOCTUTaeTCsl TEXHUYECKUI PE3YIIbTAT,
MOCKOJIbKY B 3TOM CIIy4ae UMEET MECTO U30BITOK KPEMHMUSI, TPU COOTHOIIIeHUH OoJtee 1,3:1
HE JIOCTUTaeTCsl TEXHUUECKUI Pe3yJIbTaT, IOCKOIbKY B 3TOM CIy4yae UMEET MECTO U30OBITOK
yriaepoza. 3aTteM rpadUTOBBIN TUTENIb C TOJTOTOBIEHHON IMXTON 3aKPBIBAIOT KPBIIIKOM,
HaIpuUMep, U3 rpaUTOBOTO BOMIOKA, rpadiekca v rpaduTa B BUJIE TUTACTUHEL, U 3aTPYKAIOT
B [IeUb, BAKyyMUPYIOT 10 aaBiienus oT 0,030 mo 0,040 TexHMueckux aTtMochep U HarpeBaroT

10 TemnepaTypsl oT 1450 1o 1650°C. Bakyymuposanue neuu 10 gasinenus ot 0,030
TexHuueckux armocdep a0 0,040 TexHuUeCcKUX aTMochep TPOBOASAT C LEIbIO CO3AAHUS
MHEPTHOM aTMOC(hEPHI C MUHUMAIbHBIM COAECPKAHUEM Ta30B - 230Ta, KUCIOPOIa U JIp., IPH
3TOM NOJIYYaEeTCs MPOAYKT BBICOKOM Xxumuueckon yuctoTsl. [1pu naBnenuun menee 0,030
TEXHUYECKHX aTMOC(hED CIIOcO0 MPOBOAUTH HElleIecO00pa3HO BBUTY BOZMOKHOT'O UCTIAPEHUS
KOMITOHEHTOB U IMPOMEKYTOUYHBIX MTPOAYKTOB peakuuu. [1pu nasiaenun 6omee 0,040
TEXHUYECKUX aTMOC(ep BO3MOXKHO OKUCIIEHUE NMPOAYKTA PeakLuu (KapOuaa KpeMHus) U
yraepoaa. TemnepaTtypsl, 10 KOTOPBIX HATPEBAIOT BAKYYMHYIO [1€4b, IPOBOIS TEPMUUYECKYIO
00pabOTKYy, MO3BOJISAIOT 00ECIIEUUTh MOJIyUYeHUe HU3KOTeMITepaTypHoi (hopMbl KapOuaa

kpemuus (3C - xkyouueckas ( - SiC). ITpu remnepatype menee 1450°C He obecnieunBaercs
TEXHUUYECKUH Pe3yNbTaT, IOCKOJIBKY B 3TOM CIy4ae MPOLECcC XapaKTepU3yeTcst Maloil
CKOPOCTBIO, B pe3yJIbTaTe Yero He 00pa3yeTcs 3aMETHBIX KOIM4YecTB Kapouaa kpemuust. [1pu

temnepatype 6o1ee 1650°C npoBeieHre IPOLECca XapaKTEPU3YETC BBICOKMM PACXOI0M
3JIEKTPOIHEPTHUH U MOBBIIIEHHON MPOJOJIKUTEIBHOCTBIO porecca. [Tocie HarpeBa mpoBoasT
BBIJICPKKY TIPH 3aJJaHHBIX YCIOBUSX B TEUCHHE OT 1 10 2 4acCOB, TEM caMbIM 00eCIIeunBast
TepMOOOpabOTKyY. 3aJaHHbIN AUATIA30H BPEMEHHU BBIIEPIKKHU, OOBSICHSIETCS HEOOXOIUMbIM
BpEMEHEM, KOTOPOe HEOOXOAUMO TSI MPOTEKAHUS PEAKIUH, ¥ IIOBBIIIICHHBIM BBIXOJIOM
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KapOuaa KpeMHUS BBICOKOM YUCTOTHI. [ 1py BpeMeHu BbIIepKKU MeHee | yaca He I0CTUTaeTcst
3asIBJICHHBIM TEXHUYECKHUI PE3YJIbTAT, TAK KAK HEJOCTATOYHO BPEMEHU JJI1 MPOTEKAHUS
peakuuy 06pa3oBaHUs KapOuia KpeMHHUS, a BpeMsl BBIICPIKKU OoJiee 2 4acoB Helerecooopa3Ho
13-3a IOBBILIEHHOT O PACX0/1a JIEKTPOIHEPT UM U ITOBBILLIEHHOM ITOJI0KUTEIBHOCTH ITPOLIECCA.
[Tocne npoBeneHNs BBIAEPKKU MPOBOAAT OXJIAKIECHUE TTOJYYEHHOTI'O ITPOJIYKTA, a 3aTEM
MPOBOJSIT AHAJIU3 CTPYKTYPBI U MOPGOJIOTHUH C TTOMOIIBIO CKAHUPYIOIIETO 3JIEKTPOHHOIO
MUKpocKkoIa Tescan Vega 1 MUKPOPEHTIEHOCIIEKTPAJIBHBIN aHAJIU3 XUMUYECKOI'O COCTaBa ¢
MMOMOIIIBIO PEHTTEHOBCKOI'O SHEPTOJIUCIIEPCUOHHOT 0 MUKpoaHainzaTopa Aztec X-Act (Oxford
Instruments).

Cnioco6 nosicHsIeTCs CIEeYIOUUMMU TPUMEPaMHU.

ITpumep 1. Ha stamne noAroTOBKM MIMXTHI B TPa(UTOBBIN TUTETb BBOIST
YIJIEPOACOIEPKALIEE ChIPhE, BKIIIOUAroee MUKpOCWIMKY - 1000 rpamMm, B KauecTBe
YIJIEPOACOAECPKALLETO KOMIIOHEHTA, U KPEMHUEBYIO Kuciioty H,S103 - 460 rpamm, B KayecTBe

KPEMHUMCOIEPKALLETO KOMIIOHEHTA, IIOCJIE YETO KOMIIOHEHTHI IIEPEMELLIUBAIOT 10
OJHOPOIHOMN MACCBI, ITPY ITOM COOTHOIIEHHE IT0 MACCE YINIEPOAA K KDEMHUIO BBIAEPKUBAIOT
1,29:1, npy COOTHOIIIEHUM YIJIEpO/ia K KPEMHHUIO B YIJIEPOICOAEpKAIeM Chipbe 2,17:1. 3aTem
rpaUTOBBIN TUTEIb C TOJATOTOBICHHON IIMXTOM 3aKPhIBAIOT KPBIIIKOW, HATIPUMED, U3
rpaduTroBOro Bominoka, rpaduexca u rpadura B BU€ IJIACTUHBI, U 3arPYKAIOT B I1€Yb,
BaKyyMUPYIOT 110 AaBieHus 0,030 TexHu4eckux atMocdep, HarpeBaroT 0 TeMIIepaTyphl

1450°C, mocrie 4ero mpoBOAT BBIIEPKKY ITPHU 3aJaHHBIX YCIOBUSIX B TedeHue | uaca, TeM
caMbIM obecrieurBasi TepMOOOPaAOOTKY.

TexHooru4yeckue ycaoBUsi 00ECieunBaroOT MOJIydYeHUE KapOuaa KpeMHUS C BBIXO10M 95%,
qyucToTOoln 99,99 %.

[Tpumep 2. Ha sTamne noAroTOBKYU MIMXTHI B TPA(GUTOBBINM TUTEIb BBOIST
YTIIEPOJICOIEPIKALIEE ChIPBE, BKIIIOUAIOIIee MUKPOCHIUKY - 1000 rpamMm, B KauecTBe
YIJIEPOACOAECPKALLETO KOMIIOHEHTA, U KPEMHUEBYIO KuciioTy H,S103 - 379 rpamm, B KauecTsBe

KPEMHMICOAEPIKAIIETO KOMIIOHEHTA, ITOCTIE YeETO KOMIIOHEHTHI IEPEMELLIUMBAIOT 10
OJHOPOIHOM MACCBI, ITPY ITOM COOTHOIIEHHE 10 MACCE YITIEPOAA K KDEMHUIO BBIAEPKUBAIOT
1,30:1, mpy COOTHOIIIEHUH YTIIEPOaa K KPEMHMIO B YTIIEPOJICOIeprKalleM Chipbe 2,64:1. 3aTem
rpaUTOBBIN TUTEIb C TOJATOTOBICHHON IIMXTOM 3aKPBIBAIOT KPBIIIKOW, HATIPUMED, U3
rpauTOBOrO BOMIIOKA, rpadekca U rpadgura B BUJIE IUIACTUHBI, U 3arPY’KatOT B II€Ub,
BaKyyMupyroT 110 nasienus 0,040 Texuuueckux atMochep, HarpeBaroT A0 TeMIIEpaTypbl

1650°C, mociie 4ero MpoBOAAT BBIAEPKKY IIPU 3aJaHHBIX YCIOBUSX B TEUEHHUE 2 YACOB, TEM
caMbIM o0ecrieunBas TepMOOOpaOOTKY.

TexHosoruueckue ycaoBus 0OeCneurBaloT MoJIy4eHrue Kapouia KpeMHHUS € BBIXOI0M 99%,
qucTOoTOMN 99,99%.

[Tpumep 3. Ha sTame noAroTOBKYU MIMXTHI B TPA(GUTOBBINM TUTEIh BBOIST
YIJIEPOACOIEpXKALLEE ChIPbE, BKIIIOUYAIOIee MUKPOCUITMKY - 1000 rpaMM, B KauecTBe
YTJIEPOACOAECPKALIETO KOMIIOHEHTA, M KPEMHUEBYIO KucitoTy H,Si03 - 418 rpamm, B KauecTsBe

KPEMHMICOEPKAIIETO KOMIIOHEHTA, ITOCTIE YeETO KOMIIOHEHTHI IEPEMELIUBAIOT 10
OJHOPOAHOMN MAaCChI, IIPU 3TOM COOTHOLIEHHE I10 MACCE YIVIEPO1a K KDEMHHUIO BBIAEP)KUBAIOT
1,25:1 npu COOTHOIIEHUH YTIIEPOa K KPEMHHUIO B YIIIEPOICOepKaIIEeM chipbe 2,39:1. 3aTem
rpadUTOBBIN TUTEIb C IIOTOTOBJICHHON IIIMXTOM 3aKPBIBAIOT KPBIIIKOW, HATIPUMED, U3
rpauTOBOrO BOIIIOKA, rpadiekca U rpadgura B BUIE IUIACTUHBI, U 3arPY’KatOT B IIeUb,
BaKkyyMupyroT 10 nasienus 0,035 Texauueckux atMochep, HarpeBaroT A0 TeMITEpaTypbl

1550°C, mociie 4ero MpoBOAAT BBIAEPKKY IIPU 3aJAHHBIX YCIOBUSX B TeUeHHUe 1,5 4acoB, TeM
caMbIM o0ecrieuuBas TepMOOOpPaOOTKY.
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TexHooruveckue ycaoBus 00eCneurnBaroT MoJIy4eHrue Kapouia KpeMHHUs ¢ BBIXOI0M 95%,
qucTOTOMN 99,99%.

Hcnonp3oBaHue B KaUECTBE KPEMHMIICOIEPKAIIETO KOMIIOHEHTA KPEMHUEBON KUCIIOTHI
B BUJIE CUJIMKATeJIsl WM a3pOCUIIa BO BCEX BBILIEIIPUBEIEHHBIX TPUMEPAX MPUBOJIUT K
MOJIyYEHUIO aHAJIOTUUHBIX PE3yJIbTATOB.

B pesynbTate aHaIM30B TaKKe YCTAHOBJIEHO, YTO MOJTYYEHHBIN KapOUuI KPeMHUS UMEeT
KyOMUYeCKYyI0 CUHTOHHUIO, pa3Mepbl yacTull He peBbimatoT 80-100 uM (Dur. 1).

[Tpumep 4. Ha stane noAroTOBKM MIUXThI B TPA(UTOBBIN TUTeIb BBOAST
YIJIEPOJICOIEPKAIIEE ChIPhE, BKIIIOUAOIIEE MUKPOCWIIMKY - 1000 rpaMm, B Ka4eCcTBE
YTJIEPOJICOAEPAKAIIETO KOMIIOHEHTA, U KpeMHUEBYI0 KUCIOTY H,Si05 - 555 rpaMm B kauecTBe

KPEMHUICOAEPXKALIETO KOMIIOHEHTA, IIOCIIE YETO KOMITIOHEHTBI IIEPEMELIMBAIOT 10
OJHOPOIHOMN MACCBI, ITPYU ITOM COOTHOIIEHHE IT0 MACCE YITIEPOAA K KDEMHUIO BBIACPKUBAIOT
1,10:1, mpy COOTHOLIEHUH YTJIEPOIa K KPEMHHUIO B yIIIepoAcoaepKalieM coipbe 1,8:1. 3atem
rpaUTOBBIN TUTENb C TOJATOTOBICHHON IIIMXTOM 3aKPbIBAIOT KPBILIKON, HAIIPUMED, U3
rpauTOBOrO BOIMIIOKA, rpadiiekca U rpaduTa B BUIE TUIACTUHBI, U 3aTPYKAIOT B TIEUb,
BaKyyMuUpyIoT 10 aasieHus 0,025 TexHuueckux atMocep, HarpeBaroT 10 TeMIepaTypbl

1400°C, mocte 4ero MpoBOIAT BBIAEPKKY ITPH 33 JAHHBIX YCIOBUSX B TedeHHE 50 MUHYT, TEM
caMbIM oOecIieunuBasi TepMOOOPaOOTKY.

TexHoIornYeCcKre yCIOBUS HE 00ECIIEeUMBAIOT KAUYECTBEHHBIN BbIXO KapOuaa KpeMHUS
BBICOKOM YHUCTOTBHI.

[Tpumep 5. Ha stamne noAroTOBKM MIMXTHI B TPa(UTOBBIN TUTEIb BBOIST
YIJIEPOJICOIEPKAILIEE ChIPhE, BKIIIOUAOIIEE MUKPOCWIIMKY - 1000 rpaMm, B KAYECTBE
YIJIEPOACOAEPKALLET O KOMIIOHEHTA, U KpeMHHUEBYIO KUcaoTy H,Si103 - 310 rpaMm B kauecTBe

KPEMHUMCOIEPKAILETO KOMIIOHEHTA, IIOCJIE YETO KOMIIOHEHTHI IIEPEMELIUBAIOT 10
OJTHOPOTHOM MACCHI, IIPU 3TOM COOTHOIIEHHUE 10 MACCE YIJIEPOIa K KPEMHUIO BBIAEPKUBAIOT
1,40:1, ipy COOTHOIIIEHUM YTJIEPOIa K KPEMHMIO B YIJIepoJicoaepxkaiiemM ceipbe 3,11:1. 3atem
rpaduTOBBIN TUTENTb C MOJATOTOBJIEHHOM TUXTOM 3aKPBIBAIOT KPBIIIKON, HATTPUMED, U3
rpaduToBOrO BOMIOKA, rpaduiekca U rpaduTa B BUIE IUIACTUHBI, M 3aTPYKAIOT B I1€Yb,
BaKyyMUPYIOT 110 AaByieHus 0,045 TexHudeckux arMocdep, HarpeBaroT 10 TeMIepaTyphbl

1700°C, nocie 4ero NpoBOAAT BBIAECPKKY IPH 3aJAHHBIX YCIIOBUSX B TEUEHUE 2,5 4ACOB, TEM
caMbIM oOecIieuynBasi TepMOOOPaOOTKY.

TexHoIornyecKre ycioBusl He 00eCIeYMBaOT KAUYECTBEHHBIN BbIXO KapOuaa KpeMHUs
BBICOKOW YUCTOTBL.

Taxum 00pa3om, PeTOKEHHBIN CIIOCO0 MOTyYeHUsI KapOu1a KPEMHUS TTO3BOJISET
MOBBICUTD BBIXO/I Kapouaa KpeMHuUs 10 95-99%, u oJyduTh HAaHOPA3MEPHBIN TPOYKT 40 -
60 HM, ¢ ynucToTOM 110 99,99%, 1IPU 3TOM CHUKAETCS TPOIOTIKUTEIIBHOCTD OIEPALUA
TEPMOOOPAOOTKH 10 2-X YACOB U YIPOIIAETCS TEXHOJIOTMUECKHI TTPOLECC.

(57) ®opmyna uzobpeTeHus
Cnoco6 nostydeHust Kapouaa KpeMHHS, BKIIOUAIOIINN TOATOTOBKY IIIMXTHI U3
KPEMHMIICOIEPIKAIIETO U YTIIEPOICOAECPKALIETO KOMIIOHEHTOB, 3arpy3Ky IIMXThI U HATPEB
LIMXTBI, OTJIMYAIOLLUIACS TEM, YTO B KAUECTBE KPEMHUICOAECPKAIETO KOMIIOHEHTA UCTIOIB3YIOT
KpeMHHEBYIO KUcnoTy HpSi03, a B KauecTBe yriepoacoAepKalero KOMIOHEHTA UCTIONIb3YIOT

OTXO/J1 IPOU3BOJCTBA KPEMHUS — YIIIEPOACOAEPKALLEE ChIPBE, BKIIFOUAIOIIEE MUKPOCUIIUKY,
IIPY 3TOM COOTHOUIEHME TT0 MACCE YIJIEPOJA K KPEMHHUIO BblIepkuBatoT ot 1,25:1 no 1,3:1,

a COOTHOUIEHHUE 10 MACCE YIIepoa K KPEMHUIO B YIJIEPOACOAEPKALLEM ChIPbE COCTABIISET
oT 2,17:1 10 2,64:1, nocine noAroTOBKU IIUXThI IPOBOAST €€ TEpMOOOPAOOTKY B BAKYYMHOMN
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