lucbma B XKT®, 2003, Tom 29, Bbirl. 6 26 mapta

05;12

UccnepgoBaHne KapbnakpeMHueBbix
MaTtepuasnosB, NOJslyYeHHbIX

C UCNoNb30BaHNEM PUCOBOWN LUENyXu

© I'T. Agbinos, LL.A. @anisues, M.C. lNansynnaxaHos,
C. Myxcumos, 3. Hogupmatos

HMNO ,®usunka—ConHue®, MHctutyT matepuanosefneHusa AH PY3, TawkeHT
B okonyvarenbHoli pegakumm 8 oktabps 2002 r.

ITokasaHo, 4TO TepMudeckasi 0OpaboTKa 30716l PUCOBOII IIETyXH IIPU TeMIIepaType
T > 750°C Ha BO3MyXe NMPHUBOIKT K arperaTHOMy MPEBPAIICHUIO aMOPPHOro Kpem-
Hesema SiO, B kpucrabomur (06pasusl B-tumna). B ciiydae TepMmrdeckoit 06paboTku
30716l TIpu Temmeparypax T = 1400°C B 3akpbiToM rpaduTOBOM THIJIC 0Opasyercs
cMech (a3 kapOuma kpemHusi SiC rekcaroHajJpHOM Momudukaimu u rpadura
(obpasmsr A-tuma). Ilpu stom wmsmesmst w3 A-Tuma B Ge300)KHTOBOM  COCTOSIHUM
OOHapy)XHBaJI BBICOKHE 3HAYCHUs TemIeparypsl orueymopHoctd 1650°C. Ilpu
UCNOJIB30BaHUY KAOJMHA B KayecTBE CBA3YIOLIETO B KapOMIKPEMHHEBBIX U3IENHSX
UX OTHEYIIOPHBIC XapaKTePUCTUKU YXYHIIAIOTCS.

1. Bsedenue. Kapbun xkpemuus (kapbopyHa) — 9TO Marepua, obJama-
ONINIA YPE3BBIYANHO MMAPOKUM KOMIUTIEKCOM IOJIE3HBIX 3JIEKTPO(GU3UIECKHUX,
AHTHKOPPO3MOHHBIX M IIPOYHOCTHBIX CBOUCTB. Bitaromapst TakoMy codeTaHmio
OH BC€ IIUPE HUCIIOJIB3YETCSI B COBPEMEHHBIX OTPACIISIX POU3BOICTBA.

B mpumensiemoii B Hacrosliee BpeMs TEXHOJIOTHU HOJTydeHHs KapOuma
KpeMHust 110 MeTony AdecoHa [1] ucmonb3yoTest TBepaoQa3Hble XUMUYECKUE
peakuuu mpu BeICOKMX Temmeparypax (1400—2000°C). KapGopynn —
KPUCTaJUIMYECKUN TPOMYKT, IBET KOTOPOTO MOKET MEHSITbCS OT CBETJIO-
3€JICHOTO JI0 YEPHOTr0, MMOJIyYaeTcsl B JICKTPUUCCKUX MeYax CONPOTHUBIICHUS
M3 YUCTHIX KBAapIeBOro Ilecka M HE(TSIHOro Kokca. BpemHble mpumecn
nucxomaerx MarepuaiioB Al,O3; m Fe,Os B mporecce mpon3BoncTBa Kapoo-
pyana ymansorcsi B Bume AlCls, FeCls. st aToro B mUXTy HOOAaBISIOT
TIOBapEHHYIO COJIb M OTIVJIKY ISl TPHAIaHust peixJtocTu. [IpenBapuresbHo st
W3TOTOBJICHUS] TOHKOIWCIICPCHBIX IOPOIIKOB IPOIYKTHl CHHTE3a IOfIBepra-
JOTCSl JUTUTEIIbHOMY TTOMOJTY.
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W3 BbILIENpHUBEIEHHOIO CJIAYeT, YTO IpoLecc MOMydYeHHs KapOuua
KpeMHHs1 TpeOyeT OOJBIIMX 3aTpaT SHEPrHu, CHIpbS M BPEMEHH, 4YTO
CKa3bIBaeTCsI HA CTOMMOCTH KOHEYHOTro nponykra. CuHTe3 Kapouma KpeMHHUs
U3 ra3000pa3HOTrO CHIPbSI MO3BOJIIET IOJYYHTh BBICOKOUYMCTHI MaTepHal,
OJIHAKO TaKOe IPOU3BOJCTBO €IlIe AOPOKe.

M3BecTHO, 4TO Ka4eCTBO OTHEYNOPHOI'O MJIM KEPaMHUYECKOr0 U3HEIINSA BO
MHOTOM OIpENEeSISIeTC CTENeHbIO TUCIEPCHOCTH MCXOMHOTO MOPOIIKOBOT'O
Marepuaina. [ToaTomy Bompoc, kacalolmuiicsi HOMCKa HOBBIX, NEPCIICKTHBHBIX
WCTOYHHMKOB CBHIPbSl [UIS TIOJYYEHHsI TOHKOMMCIIEPCHBIX MOPOIIKOB KapOwma
KPEMHHUS SIBJISICTCS aKTyaJIbHBIM.

Kax moxasan maTeHTHO-TIOMCKOBBIN aHajM3, HOBBIM M IEPCHEKTUBHBIM
WCTOYHHUKOM CHIPbsI JIJIs1 IPOU3BOICTBA KapOuaa KpeMHHsI SIBJISIETCSI PHCOBast
IIeTyXa, cofiepiKaliasi B CBOEM COCTaBe Hapsily C OPraHMYEeCKON YacThio 10
20% xpemHe3eMa — okcupa Kpemuus [2-4]. IIpu 9ToM HOmYepKUBacTCS
IpEeXae BCEro YACTOTa M AUCICPCHOCTb MOITYyYaeMOro U3 PUCOBOM IIETyXH
MOPOIIKOBOT'0 MaTepuaia. ITo 00CTOSTEIbCTBO MOPOXKAAET OOJIbIINE HAMIEHK-
Ipl Ha pa3paboTKy TEXHOJIOTWH MOJIyYeHHs KapOwia KpeMHHS M3 PHCOBOI
IICITyXH.

B nacTosmmieit paboTe NpUBOISTCS HEKOTOPBIE PE3YJIbTAThl IPOBEICHHBIX
HCCJICIOBAHUH IO TOJIYICHUIO KapOuia KpeMHHUS U3 PHCOBOU HICITyXIL.

2. Mamepuaavt u memoost uccaedoganus. C LeJblo YIaJeHUs [VIIH
WIM KaMEHHCTBIX MpUMecell pUcoBasl IeyXa IOBeprajaach MPOMBIBAHHIO
B CTpye MPOTOYHOI BOMBI C Tocenylomeil TepmMoodpaborkoit mpu 400°C B
snaboparopnoit neun CHOJL

O6pasmsl B hopme mumHApa qramerpom 20 mm u BeicoTo# 50 mm u3-
TOTOBJISUIUCh METOIOM IOJTyCYXOro mpeccoBanud Ipu aasiieHny 30 MPa na
ycranoBke tuna CT-100. IIpu 3ToM B KadecTBe CBSI3YIOLIETO HUCHOJIB30BAIN
xuteit mapku [1BA B xormmdecte 1 mas.%.

OO6pa3upl oMemmamich Ju00 B rpadUTOBBIN THUTENb MAJIHHIPUICCKOM
(GOpMBI C BHYTPEHHHM 3aKpbIThIM 00beMoM (06pasusl Tuma A), mbo B
KOPYHIOBBIIl TUresb vamieoopasHoii dopmer (o6pasiper tuma B). Turmm c
oOpasnamu HarpeBaiuCh B KpuNTOIOBOM meun. CKOpoCcTh HarpeBa Ipu
aToM coctaBiisia 50 grad/min. OTkur mpoBoaui mpu Temmepatypax 500
u 1400°C B Teuerue 2 h ¢ mocieayOMM IPON3BOJIBHBIM OXJIAKICHACM.

W3 monyveHHBIX MaTepuasioB HW3TOTOBJISUIUCH HM3HEIMS — INTAOUKH
METOIOM IOJTyCYXOr'o MPEecCOBaHusA 0e3 MPUMEHEHHUS CBA3YIOIIETO JIEMEHTA
(u3 B-06pasiioB) u co cBssyoumM < 5mas.% koanmuHoM (n3 A-06pasiioB).
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Yactp m3nenuit noxsepraigack ooxury npu temmneparype 1550°C ¢ mocre-
AYIOIINM ITPOU3BOJIBHBIM OXJIAKICHUCM.

Ha o6pasiax npoBOOWIINCh WCIBITAaHWSI HA OTHEYIIOPHOCTh B KPHIITO-
JIOBOH TIe4H, TO3BOJISIONICH MPOBOOUTh HarpeB BIUIOTh a0 2000°C, e
TeMIIepaTypa KOHTPOJMPOBAJIACh C IOMOIIBIO ONTHYECKOrO HHPOMETPa,
numMerolero norpemsdocts +15°C.

OrHeynopHOCTBIO Ha3bIBAIOT CBOMCTBO KEPAMHUYECKUX MaTEPUAIIOB M 13-
Heuil TPOTHBOCTOSATb, HE PACIUIABJIASCH, BO3NCHCTBHIO BBICOKHX TEM-
nepatyp. CyIOIHOCTP METOOMKH OIIPEEICHUS OTHEYHNOPHOCTH, COTJIACHO
I'OCTy 4069-69, 3axmouaeTcs B ciefyionieM. VcnbTeiBaeMOMy MaTepHray
myTeM (GopMHpOBaHHS NPUAAIOT GOPMY YCEUCHHOMN TPEXTPaHHOU IHPAMHUIIBI
¢ BbicoToit 30 mm, CTOpOHa HM)KHETO OCHOBaHMSI § mm, BEPXHEro 2 mm —
rupockorl. OTHEYIIOPHOCTh BHIPAXKAIOT depe3 Temneparypy B °C, mpu KoTo-
poii obpaserr — MUPOCKON M3 IAHHOTO MaTepHaia, pa3MsArdasch, KOCHETCS
CBOEH BEPIIMHON IIOCKOCTH OCHOBAHHMS TTOICTABKH.

Tak Kak KepamMHU4ecKoe ChIpbe OOBIYHO SIBJISIETCS IMOJIMMHHEPAJIbHBIM,
a TOTOBBIC M3/IENUS MOMHMO OCHOBHBIX KPHUCTAIMYECKHX (a3 comepiar
CTEKJIOBHAHYIO (ha3y, TO TeMIeparypa, COOTBETCTBYIOLIAs OrHEYHOPHOCTH,
XapaKkTepU3yeT ONpPECICHHYIO CTaJIMI0 MOCTEIIEHHOTO PasMArYeHHsi MHUPOo-
CKOIla — TIepexofia ero B BSI3KOE COCTOsSIHHE. DTa TeMIleparypa He COOT-
BETCTBYET IOHSITHIO ,,TEMIIEPaTypa IJIaBJICHHS ", SIBJIAIONIEMYCs] (pU3NIECKOi
BeJIMUMHON. JInmb 17151 0c000 YMCTBIX OMHO(MA3HBIX KePaMHUYECKUX MaTepha-
JIOB, HaIpUMep OKCHUIHBEIX, OTHEYIOPHOCTb COOTBETCTBYET TEMIIEpaType MX
TIJIaBJICHHSI.

Da3oBBII COCTaB, CTPYKTYPHBIE IapaMeTpbl HCCIIETYeMbIX 00pasloB
onpenensumch Ha yctaHoBke J[POH-3 ¢ Cu-Ka-usmyyennem MoHOXpoMa-
TU3UPOBaHHBIM Ni-(QIIBTPOM.

3. Pesyabmamet u ux obcyyucoenue. Ha puc. 1,a npuBeneHa peHT-
reHorpaMma 30JIbI PHCOBOU MIeTyXH Iocjie TepMoobpabotkn mpu 400°C.
HudpakunonHass kapTuHa OOHapy>KMBaeT JMIIb (OHOBOE paccessHue 0e3
BBIPKCHHBIX MaKCHIMYMOB M COOTBETCTBYET aMOP(HOMY COCTOSTHHIO Bellie-
CTBa.

Ha puc. 1,b u c mpencraBiieHsl peHTreHOpaMMBl 00pa3noB B-tuma,
oboxokeHHbix Tpu 700 m 1400°C cooTBeTcTBeHHO. BmmHO, 4TO OOXKUT
npu 700°C He BBI3BIBaCT KaKUX-THMOO M3MECHEHHII B arperaTHOM COCTOSTHUU
Marepuasia: Au(paKkUOHHAs KapTHHA MOYTH HE OTVIMYaeTCd OT TaKOBOM,
MIPUBEICHHON Ha puc. 1,a.
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Puc. 1. PenrtreHorpamMmbl 30JibI PHCOBOM IIEJIYXH IOCTIE TEPMOOOPAOOTKH Ha
kopynmoBoM Turite 1ipu 400°C (a), 700°C (b) u 1400°C (¢) cOOTBETCTBEHHO.
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Ta6nuua 1. YriioBble MOJIOKEHHS], MEXKIUIOCKOCTHBIE PACCTOSIHHS U OTHOCHTEJIBHBIC
MHTEHCUBHOCTH NH(PAKIMOHHBIX MakKCHMyMOB B-Tmma o0pasma mociie oGura
npu 1400°C

Ne 20, grad d, A J/Jo, % No 20, grad d, A J/Jo, %
1 20.70 429 8 6 36.16 248 20
2 21.85 4.05 100 7 36.45 2.76 4
3 27.50 324 6 8 37.75 238 4
4 28.40 3.14 7 9 47.00 1.93 4
5 31.40 2.84 7 10 48.50 1.87 4

Tabnuua 2. YriioBble MOIOKEHHS, MEKIJIOCKOCTHBIC PACCTOSIHUS M OTHOCHTEIIbHBIC
MHTEHCUBHOCTH [U()PAKLMOHHBIX MaKCUMyMOB A-Tuma oOpasla Iocie o0xura
npu 1400°C

No 20, grad d, A J/Jo, % No 20, grad d, A J/Jo, %
1 21.74 4.09 7 5 37.40 2.39 22
2 26.00 342 14 6 4140 218 27
3 33.70 2.65 26 7 60.00 1.54 48
4 35.60 252 100 8 71.64 131 46

B To Bpemsi Kak peHTreHorpamma obpasmna, oToxkeHHoro mpu 1400°C
(puc. 1, ¢), cBUACTEIIBCTBYET O KPUCTAJUTTYECKOM COCTOSIHIU OOBEKTA, B HEM
TIPACYTCTBYIOT SIBHO BBHIpa)KEHHbIC MH(paKkIMOHHBIE OoTpakeHHs. B Tads. 1
MIPUBEICHBI YIJIOBBIC MOJIOKEHUS, MEKIIJIOCKOCTHBIC PACCTOSIHHS M OTHOCH-
TeJIbHBIE MHTEHCHUBHOCTU JU()PAKIIMOHHBIX MaKCHMYMOB.

AHayM3 TOKasaj, 4YTO 3TH JaHHBIE COOTBETCTBYIOT IU(PPAKIMOHHOMN
KapTuHe KpucTabomuTHOH (as3bl a-Si0) KyOMYEecKOil CHHIOHHMHU C IapameT-
pom a="7.12A.

CreoBatesbHO, pUCOBasi IeTyXa COIEPKUT TNOKCHI KPEMHUS B aMopQ-
HOM COCTOSIHUH, ycToitunBoM BIUIOTH 10 700°C, u Tepmudeckass oOpaboTka
ee npu 1400°C Ha Bo3myxe MPUBOIMT K M3MEHEHMIO arperaTHoro COCTO-
SAHAA — KPHUCTAJUIH3AIMU ¢ oOpa3oBaHMeM KpucTabommTtHOU a-SiO; dasbL
Taxoil BBIBO HE MPOTHBOPEYUT Pe3yJbTaTaM paboThl [2], rae ompenelieHa
TeMIeparypa Hadayia KpHUcTa/UTM3anoHHoro mponecca — 750°C.

Ha puc. 2 npusenena perrreHorpama A-tuma obpasma. Ha mem npucyt-
CTBYIOT HECKOJIbKO MU(PAKIMOHHBIX MAaKCIMyMOB C Pa3JIMYHON WHTEHCHB-
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Puc. 2. PenrreHorpamma 307161 PUCOBOM HICTYXHM IOCJE TEPMOOOPabOTKH Ha
rpa¢uroBom Turiie tipu 1400°C.

HOCTBIO. YTJIOBBIE TTOJIOKEHHS, MEKIJIOCKOCTHBIE PACCTOSIHHS M OTHOCHTEITb-
HBIC MHTEHCUBHOCTHU AU(PAKIIMOHHBIX MAaKCUMYMOB MPHUBEICHHI B TabJL. 2.

AHanm3 mokasaj, 4yTo Takasg AU(PAKIMOHHAs KapThHA OO0YCJIOBJICHA
HaJIMIUeM JIBYX (a3 — kxapbunia kpeMHust a-SiC rekcaroHaJIbHOW CHHTOHUH
¢ mapameTpamu perretkn & = 3.37 A, ¢ = 6.54 A u rpadura C rekcaroHab-
HOH CUHIOHHH.

CrenoBaTenbHO, IpPU OIpPENEJICHHBIX YCJIOBHAX TEPMOOOPaOOTKU W3
PHCOBOH INEJTyXM MOXKHO CHHTE3MpOBATh KapOuI KpeMHUsI — MaTrepual,
HEOOXOMUMBIIA TS TTOJTYYCHHSI OTHEYITOPHBIX U a0Pa3UBHBIX U3MEITHN.

B Tabs. 3 mpuBeneHBl pe3ysbTAaTHl HCIBITAHMHA 0Opas3lioB Ha OTHe-
yrnopaocTb. [lpy 3TOM OosblMe 3HAYCHUS TeMIlepaTypbl OrHEYIOPHOCTH
obHapyxkuBaeT obOpaser] A-Tima B 6€300KUTOBOM COCTOSTHHUL

Ananu3 peHTreHorpamMMel oOpasua A-tuma nocse ooxura npu 1550°C
M0Ka3aJl, YTO TAaKOi MaTepHajl COHCP)KUT B CBOEM COCTaBe KapOua Kpem-
Husg SiC, nuokcun KpemHHsS B KpuctabonutHoil ¢opme SiO;, a Takxe
Myt (3A1,032Si0;). KpucrabonmutHast ¢asa mMoxer ObITh 0OpasoBaHa
BCJICIICTBUE OKHCJICHUS HEKOTOpo# dacTh Kapbmma kpemuws SiC+ O, —
SiO0; 4 CO,. IMpucyrcTBue MyauToBO# (asbl 00ycI0BI€HO 00pa3oBaHHEM
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Ta6bnuua 3. Tlokasarenn OrHEYNOPHOCTH OOPA3LOB, MOTYYCHHBIX C MCIIOIb30BAHN-
€M PUCOBOM LIETyXH

Ne Tun o6pasna Temmeparypa oraeymnoproctH, °C
1 A, 6e3 obxwra 1650
2 A, nocite o0kura 1580
3 B, 6e3 o0xkura 1640
4 B, mocne obxwura 1640

ero u3 kaomunta 3(Al;032S5i0,2H,0) — 3A1,052Si0;, + 6H, 0. I1pu s3ToM
COOTHOILICHNE WHTEHCUBHOCTEN MaKCHMyMOB, NPHHAUISKAIIAX PAa3IMIHBIM
¢azam B psamy SiC : (3A1,052Si0;) : SiO; cocrasmio 1:1:3.

Habmmonaemoe yxyalieHue OrHEYHNODPHBIX XapaKTePUCTUK 0OpaslioB IIO-
cjie 00Kura, Io-BUIMIMOMY, OOYCJIOBJICHO IIPUCYTCTBUEM B HUX KPHUCTAOOIIH-
Ta 1 My/uTa. MesxdasHas rpaHuLa CI0XKHON (GOpMBI U XapakTepa Ipu TOM
HUTpaeT CBOCOOpasHyIo Pojib B (OPMHUPOBAHUHN OTHEYIIOPHBIX U aOpa3sMBHBIX
XapaKTepUCTHK MACCHUBHOTO MaTepwaia — usfenus. [loaTroMy BHIOOp Kao-
JIMHA B Ka4yecTBE CBA3YIOIIETO He BIIOJIHE ONpaBiaH. B fgasjbHeimeM B 9THX
LEJISIX 1e1eco00pasHo ObLTO OBl MCIOIB30BaHKE MO0 YMCTOro KpeMHust [5),
b0 HUTPHUAA KpeMHuUs [6].

4. Bo1600b1. Taxum 00pa3om, U3 30JT6l PUCOBOI MIETTYXH B ONIPEHCICHHBIX
YCJIOBHSIX MOXET OBITh HOJIy4eH KapOua KpeMHHs — MaTepuall, HeoOXomu-
MBIii [UI1 OTHEYIIOPHOTO M a0pasMBHOTO MPOM3BOACTRA. [Ipy ncmosnbp30BaHmN
KaojlMHa B KayecTBEe CBA3YIOIIETO B KapOMIKPEMHUEBBIX WU3[EIHUAX HX
OTHEYIOPHBIE XapaKTEPUCTUKU YXYAIIAIOTCA.
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