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Annomayua. Myt obnajfaeT HU3KUM KO3()QUIMEHTOM TEIUIOBOTO PACIIPEHHS, Tell-
JIOTIPOBOJTHOCTHIO U OTJIMYHON CTOMKOCTBIO K TEINIOBOMY VJapy U IOSTOMY UTPaeT Ba)KHYIO
POIIb IIPH CHHTE3€ COBPEMEHHBIX KepaMHUUYECKHX MaTepualoB. B Hactosmed pabore Ipej-
CTaBJIEHBI Pe3yJIbTaThl 3KCIICPUMEHTAIBHBIX MCCIIE/I0OBAHUM 110 CHHTE3Y MYJUIMTOBON KepaMu-
KU B cpejie TepMIYecKoi IasMpl. [lomyueHne oGpasIoB IIPOM3BOUIOCH U3 IIPUPOJHOTO CHI-
pps Oémura y-AlO(OH) u xBaprieporo mecka SiO2 B CTEXHOMETPHUYECKOM COOTHOIIEHHUH
N = ALOs/Si0; = 1,86; 3; 5,67.

YCTaHOBJIEHO, YTO ONTHMAIBHBIM PEKUMOM PaGOTHI MEKTPOAYTOBOrO INIA3MOTPOHA IIPU
CHUHTE3€ MYJUIUTOCO/IepKalX 00paslioB U3 IMXTHI Maccoil 8 r spisercs: cwia Toka 80 A,
HarpsbkeHde 100 B 1 Bpemst BozeHcTBHSA INTa3MeHHOTo 1ToToka 60 c. [1pr Takux TexHoIornye-
CKHX ITapaMeTpax (GopMupyeTcs IPOJyKT IUIaBIEHUS B BHJE Ioiycdepsl (quaMerp 23 MM,
TommuHa 11 MM), UTO yKa3bBaeT Ha (akT ITOIHOTO IIePexo,ia UCXOHBIX KOMIIOHEHTOB B pac-
IUIABIEHHOE COCTOSHUE.

CHHTE3UpOBAaHHBIE KepaMUUECKHe 00pasIlbl XapaKTepH3YIOTCsl KpUcTalIMueckoi (a3oi
mymmuta 3A1052Si0s. Tlpu stoM a1 N = 1,86 IPUCYTCTBYIOT CKPBITOKPUCTAIIMUECKUE JIH-
($paKIMOHHbIe MAKCUMYMBI B patioHe 20 = 53-54° 1 69—76°, uro 06yCIOBICHO TTOBBITIEHHBIM
cojtepkarreM SiOz. I1poBejieHHBIE MOPHOIOTHUECKHE HCCIEAOBAHUS IS N = 3, SBISIOIIET0-
s TPaMIIMOHHBIM CTEXHOMETPUUECKUM COOTHOIIEHUEM IIONYUeHUs MYJUIUTOBOH (aspl, 10-
Kasaly, YT0 MaTpHUIla CHHTE3HpyeMoro obpaslia IpejicTapieHa aMopdHoit da30i, IpoHU3aH-
HOHM HUTEBUIHBIMU MOHOKPHCTAILIAMH MYJUINTA CO CPEeHEH JIMHOM BOJIOKOH 3,3 MKM U TOJ-
nmHol 0,86 MKkM. Pesyipratamu peHTreHo(a30BOr0 aHaIM3a YCTAHOBIIEHO, UTO IIEPEXO/THBI
CIIOH MeX/Ty JaHHBIMH (a3aMy UMEeT CTEKIIOKPUCTALINIECKYIO CTPYKTYDY.
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OPTIMIZED SYNTHESIS OF MULLITE CERAMICS
IN THERMAL PLASMA

Abstract. Mullite has low thermal expansion coefficient, thermal conductivity and excellent
resistance to thermal shock, and plays therefore an important role in the synthesis of modem
ceramic materials. The paper presents the experimental results of mullite ceramics synthesis
using thermal plasma. The ceramic samples are obtained from natural raw materials such as
boehmite and silica sand in the stoichiometric Al,O03/SiO; ratio of 1.86, 3 and 5.67.

It is shown that the optimal operation mode of the arc plasma torch in the synthesis of mul-
lite-containing samples from an 8 g charge weighing includes 80 A current, 100 V voltage, and
60 s exposure time. With such technological parameters, the melting product is a hemisphere
with diameter 23 mm and thickness 11 mm, which indicates to a complete transition of the ini-
tial components to the molten state.

The synthesized ceramic samples are characterized by the crystalline phase of mullite
3AL0328i0;:. At the same time, at the Al2O3/SiO2 ratio of 1.86, cryptocrystalline diffraction
maxima are observed at 26 = 53-54° and 69-76° due to the increased content of SiO2. Accord-
ing to morphological studies performed for the Al203/SiOz ratio of 3, which is the traditional
stoichiometric ratio for the mullite phase synthesis, the matrix of the synthesized sample is
represented by the amorphous phase penetrated by filamentary single crystals of mullite with
the average length of 3.3 pm and 0.86 pm thickness. It is found that the transition layer be-
tween these phases has a glass-ceramic structure, which is consistent with the results of the
X-ray phase analysis.
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Mymur kak MaTepuan 00IaJacT BEICOKHM COMIPOTHUBICHUEM MOI3YUECTH, XO-
POLICH CTOMKOCTBIO K TCINIOBOMY YAapy U MAJIbIM OCIa0ACHUEM MPOYHOCTH IPU BbI-
COKHX TeMIeparypax, 4TO IPHWBICKAcT BHUMAaHHWE YUYEHBIX Bcero mmpa [1-3].
B nocnennue roxpl, 6naromaps HEMPEPHIBHOMY Pa3BHTHIO W COBEPIICHCTBOBAHHIO
MPOMBILIJICHHBIX TCXHOJIOTHH, MYIUIUTOBBIC OTHEVIOPHEL OBICTPO Pa3BHBAIOTCSA
U IIHPOKO HCTONB3VIOTCSA B HEQTAHOH, METAUTYPTUUECKOH, adPOKOCMHUYCCKOH, XH-
MHYECKOM M JPYTHX OTPaciIiaX MPOMBIIIICHHOCTH. Kpome Toro, MymmroBas kepa-
MHKa Takke OONamacT MPEBOCXOTHBIMH BICKTPOXUMHUYCCKUMH W ONTHYCCKUMH
CBOWCTBAMM, TAKMMH KaK NIHPOKOIOIOCHOE HHPPAKPACHOE H3TYUCHHUE U PAIHONPO-
3pavHOCTb, YTO MO3BOJIIET MCIIOIB30BATh €€ IPH MPOU3BOJACTBE BEICOKOTEXHOJIOTHY-
HOro 00opyaoBanus [4—6]. OQHAKO MOAYUCHUE CTOJb MOJAC3HOIO MATCPHAIA OCIIOK-
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HACTCS BBICOKOH TeMmeparypoil Havyana cuHte3a mymmra (>1100 °C, 6e3 yuera ao-
0aBoK), JOCTIKCHHE U TIOAJCPIKAHHUE KOTOPOH SBICTCSA BEChMa 3HEPro3aTpaTHBIM
npoueccoM. B pabotax [7-9] nokazaHa BO3MOKHOCTh IPUMCHCHHS SHEPTHH TCPMU-
YECKOU TIa3MEI Opy IIaBJICHUN TYTOIUIABKOI'O0 AJIFOMOCUIIUKATHOTO CBIPbA. Tak Ha
OCHOBE ITABJICHHUS KAOIWHOBBIX TTIMH OblIA MOMYUCHA KEPaMHKa, KOTOPast NPEACTAB-
et codoit amopdHYIo (asy, MPOHNU3AHHYIO HUTCBUIHEIMH MOHOKPHUCTAILIAMH MYII-
auta [10]. OqHako CnMCOK MyONUKALMNA, MOCBSIICHHBIX CHHTE3Y MYJLINTA [LIa3MCH-
HBIM METOIOM, BEChMa OTpaHuucH. bomee Toro, OOMBIIMHCTBO M3 HUX HE COACPKAT
JAHHBIX O MOCTEIOBATCIEHOCTH TEXHOIOTHUCCKHX MPOLECCOB U CPOKAX MX BBIION-
HeHusd. TakuM 00pa3oM, LETbI0 HACTOSIICH PaboOThI ABIACTCS ONTHMH3ALIHS ITPOLICC-
€a CHHTE3a MYJUTUTOBON KEPAMHUKH M3 PACHPOCTPAHCHHOTO MPHPOIHOIO MarepHaia
METOOOM MIA3MCHHOM IUIABKH IMHXTHI U OOCICAYIOMICTO U3YUCHUA ITOJYUCHHOI'O
MPOAYKTA ILIABICHH.

B kadecTBe HCXOTHOTO CHIPBSl HCIOIB30BANHCH CICAYIOLIME MAaTepPUabl
MPHUPOAHOTO MPOUCXOKACHUA. OEMUT (MecTopoxkacHHH OokcutoB, CeBEpHBIA
VYpaia) u MEIKO3CpPHHUCTBIH KBapLEBbIH necok (mecouHsl kapeep, Camapckas o6-
dacte). Brabn. | mpexacraBneH YCpPeAHCHHBIM OKCHIHBIM COCTAaB MATCPHAIIOB,
a TAKKE Pa3NHIHOC CTEXHOMETPHUECKOE COOTHOLICHHE IMMXTH N, MONYYCHHONW Ha
OCHOBEC JAHHOTO CHIPBSL.

Tabnuya 1
Y cpenHeHHBIH OKCHAHBII cocTas, Macc. %o
Oxcun N = ALO5/Si0;
Marepuasst -
SiO2 AlL,Os X Ny, 1,86 3,0 567
Ksapuesblii necok 96,88 0,93 0,43 1,76 35 25 15
Bémur 0,03 88,45 0,35 11,2 65 75 85

X — mpumecH, Avip— MOTEPH TIPH MPOKATHBAHUHI

Ha puc. 1, o npeacraBnena dortorpadus SKCHCPUMEHTATBHOTO CTCHAA,
BKITIOYAIOLICTO. MOJU(PHUIMPOBAHHBIA 3JICKTPOAYTOBOM IIA3MOTPOH ATl TUIA3MEH-
Ho# pesku BITP-410 ¢ amametpom comna 5 MM (katof), rpadutoBsiii TUreIb 00bE-
MoM 53,9 cm® (anon), ncrounrk muranus CUT 160, a Takke pacnonoKeHHE MOAr0-
TOBJICHHOH wmuXThl Ha creHae. Ha puc. 2, 6 mpeactaBneHbl TPeHAB W3MEHCHUSA
TEMIICPATYPhl MPU PATUIHON BKIaAbIBACMON MotHOCTH (P = 5-8 kBT), ycraHoB-
nenneie Meronom UK-mupomerpun (Mereon 162200, Poccust). YcranoBneHo, 4To
3a 30 ¢ paboThl IIA3MOTPOHA, B JUAMA30HC BKIAAbIBACMONW MOIIHOCTH 5—8 KBT,
rpa¢HuTOBBIH TUrENb Iporpeeaetcs A0 temreparyp 1675 — 1912 °C, uro obecneun-
BacT TEMIICPATYPHBIH JUANIA30H CHHTE3a MYJLTHTA.

Jig onTrMH3anuy npouecca IIaBICHNS H OTPabOTKH TEXHOJIOTHUICCKUX Pe-
JKUMOB TIPOBEICHA CEPHUsl IKCIICPUMEHTOB C BAPHALIMCH BPEMCHHU HArpeBa M MOII-
HOCTH 3JICKTPOITIa3MEHHOTO NoToKa. OLEHKY MOTEpH Macchl OT BPEMCHH Harpesa
MPOBOJMIN I BCCH TUHEHKN PAacCMaTPHUBACMBIX COCTABOB, a OTPabOTKY 3HEpre-
THYECKUX 3aTpar — OPH KIACCHYCCKOM CTEXHOMETPHUYECKOM COOTHOUICHHUH N = 3.
Macca HoAroTOBICHHOTO TPaHYIHPOBAHHOTO HCXOJHOTO CHIPBS, MOTPY’KACMOTO
B rpaduToBbIii THIrEIb, cocTaBmiia § r. Ha puc. 2 npenctaBneHsl pe3ynbTaThl HUC-
CJACIOBAHUE MO MOTEPE MACChl B 3aBUCUMOCTH OT NN (¢) M YCTaHABIMBACMOU MOII-
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HOCTW Ha 3KCMEepUMeHTasIbHOM cTeHfe (6). Ha puc. 2 Take npuBeAeHbl BCTaBKM
(hoTorpaguii BHeLHero BUAa NOMyY€eHHbIX 06pa3sLLoB.

HarpeB 30cC OCTbIBaHMe
NNasmMoTpoH
(kaTop)
apaseL,
rpadyMTOBbIV TUTEND
(aHon)
a 6

Puc. 1 dotorpadmsi npoliecca CUHTe3a MY/IATOBLIX 06PasuoB (a) WM TPeHAbl W3MEHEHUs
TemnepaTypbl BHeLLHeli CTEHKM rpauTOBOr0 TUI/IS MY pasnyHoOl MOLLHOCTY (6)

Puc. 2. MoTeps Macchl KOHAEHCMPOBAHHOM (hasbl NPY CUHTE3e KEPaMUYECKNX 06pPa3LioB:
a - 3aBUCKMMOCTb MOTepU Macchbl 0T N; 6 - 3aBUCMMOCTb MOTEPU MacChbl OT YCTaHOB-

NeHHOW MOLLHOCTH

O6pasybl, NOMyYeHHble MPU BPEMEHW BO3AENCTBMA MNMA3MEHHOW CTpyu Ha
MOAFOTOB/IEHHYIO WKNXTY B TeuyeHue 30 C, UMEKOT HEMPaBWUIbHYH CHEepUYecKyHo
(hopMy, 4TO CBA3aHO C HEAOCTATOYHbIM MOSYYEHMEM TEMIOBOI 3HEPTUMN B MpoLecce
cuMHTe3a (MOoBbILEHHAs BA3KOCTb pacnnasa). O6pasbl, Nony4veHHble B TeyeHue 60 c,
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XapakTepusytoTca nonycgepamu (guametp 23 MM, TonwmHa 11 MM), OTKIOHEHUe
OT ChepUYHOCTM He npeBbillaeT 5 % B pamkax 10 akcnepuMeHTOB. ITO yKa3biBaeT
Ha ()akT MONHOro nepexofa WCXOLHbIX KOMMOHEHTOB B pacrnjasfieHHOe COCTOS-
Hue [11]. Takum 06pa3om, YCTaHOBMEHO, YTO OMTMMaNbHbIM PEXUMOM MaBMEHUS
8 r ncxogHoro marepuana fsnserca: cuna toka 80 A, Hanps>xeHue 100 B u Bpems
BO3AEMCTBMSA NNa3MeHHOro notoka 60 c. Mpu Taknx TEXHMYECKUX napamMeTpax Koau-
4ecTBO MOABOAMMOI 3HEPrMmM cocTaBnseT nopsagka 480 Kx.

CpaBHVBas BHELWHWIA BUS MNONYYEHHbIX MPOAYKTOB MAaBAeHUs M0 KO3hduuum-
eHTY N, MOXHO fBHO YBWAETb CYLLECTBEHHYIO PasHMLY B COOTHOLIEHUU amMOPQHOI
M KpUCTaNn4yeckoi hasbl, YTO HaMpPAMYIO ONpeAenseTca CofepXaHnem KpemHeséma
B COCTaBe WUCXOLHOW LUMXTbl W KOPPENUpyeT C MOMYYEHHbIMWU PEHTIEHOBCKUMU [M-
(hpakTorpaMMamu, CHATLIMU C JaHHbIX 06pa3yos (puc. 3).

Puvc. 3. PeHTreHoBCckMe AudpakTorpamMmMbl MOMYYEHHbIX NMPOLYKTOB N/aBfEHWS NPU PasHOM
CTEXMOMETPUYECKOM COOTHOLLEHNM N:
a - 06wwii Bug; 6 - yyactok gna 20 = 52-76°

Bo BCcex cyyasax CMHTe3MpOBaHHble KepaMuyeckre ob6pasLibl XxapakTepusyroTcs
KpucTanimyeckoii hasoin mynnmta s AhOs2SiO2. OCHOBHbIE AMGPaKLUOHHbIE MaKCU-
mymbl gns 20 = 16,3; 26,2; 30,9-42,5; 60,5° cornacytoTcs C 3TafOHHOW KapTO4KOWA
ID = R141101, nony4eHHON M3 UHTETPUPOBaHHON 6a3bl faHHbIX RRUFF, cogepxa-
e CNeKTpbl PEHTreHOBCKOW AMMPaKUMM U XUMUYECKUX LaHHbIX L1 MUHEPanoB
pasnuuHbIX rpynn. CocTaB MynaMTOBOA (hasbl onucbiBaeTca Gopmynoin s AhOs2SiOz,
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napameTpbl pelleTkn cooTBeTcTBYOT: a = 0,752; b = 0,768; ¢ = 0,289 HM, opTOpOM6OU-
yeckas CuMHroHua. lMpu atom gns N = 1,86 NpuCyTCTBYIOT CKPbITOKPUCTASI/IMYECKNE
ANGpaKLMOHHbIE MakcMyMbl B paiioHe 20 = 53-54° n 69-76°, 4To 06yC/IOB/IEHO MO-
BblLLEHHbIM cogepxaHnem SiO:z B LWIMXTe U CNOCO6CTBYET 06pa30BaHUIO HECTEXNOMET-
pyyecKoro MyJnnuTa.

Ha ocHOBe BM3yasibHOI OLEHKM M COTNacHo anarpamme coctosHms SiO2 -Al20s
JanbHeliwne (U3NMKO-XMMWYECKNE WUCCNef0BaHUA MPOBeAeHbl AN MNOAYYeHHbIX 00-
pa3LoB CO CTEXMOMETPMYECKUM cooTHOWeHMeM N = 3. Ha puc. 4 npefcrasiieHbl pe-
3yNbTaTbl CKAHWPYIOLLEA 31eKTPOHHOW MUKPOCKOMMMN U 3HEPTOANCTIEPCUOHHON PEHT-
reHOBCKOW CMEKTPOCKOMMU CUHTe3npoBaHHOro obpasua. Mopdonorus npeacrasneHa
YeTKUM pasfefieHnemM HUTEBUAHbLIX KPWUCTAN/I0B MY/AUTa, PacrosioXeHHbIX B MOHO-
NNTHOM amop(HOM Kapkace. ONeMeHTHbI COCTaB, MOYUYEHHbI CO CNeKTpanbHOM
obnactn 30730 MKM, Mokasan Hannume crnegyrouinx snemeHtos: Al ~ 35, Si ~ 20
n O ~ 40 macc. %. MpucyTcTeme B cocTaBe yraepoga C ~ 5,6 macc. % obycnosneHo
MCMosib30BaHWEM TPaUTOBOro TUINA B MPOLECCe NMPOBEAEHUSA IKCMNEPUMEHTANbHbIX
nccnefoBaHnin, YacTULbl KOTOPOro MOTyT 0cefaTh Ha MOBEPXHOCTY 06pasLa.

a 8

Puic. 4. Pe3ynbTaThl CKaHMPYHOLLEN 3/1IEKTPOHHO MUKPOCKONMM KepaMmuyeckoro obpasuaN = 3:
a - 3MeKTPOHHbI CHUMOK MOBEPXHOCTU CUHTE3MpyeMoro obpasua; 6 - 3Heproguc-
NePCUOHHBIA PEHTIEHOBCKUI CMEKTP

Ha pwuc. 5, a npeacTaBneHo pacnpegeneHne AMHbI HUTEBUAHbBIX KPUCTaN/oB
B MaTpuLUe KepaMW4yeckoro oébpasua. HuTeBMAHbIE KPUCTaNNbl XapaKTepPU3yHTCS
cpegHel gnuHon 3,326 MKM v TonwmHol 0,86 mkm. Ha puc. 5, 6 npefctaBneHo
TUNNYHOe KapTupoBaHHoe COM-n306paXKeHNe, KOTOpOe NoKa3biBaeT, YTO MaTpuua
CMHTE3MPYyeMOro obpasya COCTOUT U3 KPUCTaIMYECKMX BOMOKOH (7), MMEHLmnX
NMepexoaHyl0 FpaHuuy B BMAE CTEK/IOKPUCTANMYECKOR (asbl (2), mepeTekaroLlel
B amopdHyto (3).

JaHHoe Mopgonornyeckoe couvetaHue a3 No3BoNfAeT apMUpoBaTb CTeKI0Mda-
3y MEPKO/IMPOBAHHBIMMW KPUCTaNINYECKMMU BOTOKHAMM, a NEPEXOAHbIA CNO MeXay
HUMMW TOMLKO YNyYyLllaeT aAre3voHHble CBOMCTBA KepaMMUeCcKol MaTpuLbl B LLeNOM.

Takum 06pa3oM, NPOBEfEHHbIE 3KCMEPMMEHTaNbHble UCCNe[0BaHUS NO3BON-
NN YCTaHOBWUTb OMTWMA/IbHbLIA PEXWM MAaBfieHWsd, Npu KOTopom dopmupyeTcs
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NioTHas Kannsg pacnnaBa, YTO ABMAETCA KPUTEPUEM [LOCTUXEHUA TBEPAOPA3HbLIX
yacTuy, TemnepaTypbl naasneHnsa n opmMmpoBaHMa roMoreHHoro pacnnasa. Konu-
4YecTBO 3aTPayvyeHHOW 3HEpPrum B 3TOM cnydae coctaBnseT 480 kK.

a

Puc. 5. PacnpegeneHve AnvHbI KPUCTa/NIOB B KePaMUYECKO maTpuue (a) v KapTupoBaHue
MUKPOCTPYKTYpPbI KepamMuyeckoro obpasta (6):
1- kpucTannuueckas (asa; 2 - CTeKNIoKpUcTanyeckasn asa; 3 - amopHas (asa

YCTaHOBNEHO, YTO MNpU Bapuauuy CTEXMOMETPUUYECKOr0 COOTHOWeHUs N =
= AhO3/SiO2 ot 1,86 fo 5,67 ha3oBbIii COCTaB CUHTE3MPYEMbIX 06pa3L0B NpeacTaB-
NIEH B OCHOBHOM (Da3oil My/inTa, YTO MOATBEPXKAEHO OCHOBHbLIMU LUDPaKLUOHHBIMY
makcumymamu npu 20 = 16,3; 26,2; 30,9-42,5; 60,5°. MNpwn atom gna N = 1,86 npu-
CYTCTBYHT CKpPbITOKpUCTaIMYECKNE ANPPaKLUOHHbIE MaKCMMyMbl B paiioHe
20 =53-54° 1 69-76°, 4TO 0OYC/IOB/IEHO NOBLIWEHHbLIM cofepXXaHueMm SiOz. Muk-
POCTPYKTYypay CMHTE3MPOBaHHbIX 06pa3uoB npu N = 3 npefcTaBieHa YeTKMM pasje-
NEeHVeM HUTEBUAHbIX KPUCTAN/IOB, PacrnofioXeHHbIX B MOHO/IMTHOM Kapkace. Cpej-
HAA ANVHA KpucTania cocTtasngeT 3,3 MKM npu TonwuHe 0,86 MKM.

MpoBefeHHOE KapTMpoBaHWe MaTpulbl CUHTE3Mpyemoro obpasua nokasano
Hann4mne nepexofHbIX y4acTKOB B 06/11aCTW rpaHuL, HUTEBUAHbLIX KpucTannos. lMe-
pexogHas rpaHuua COCTOMT M3 CTEKIOKPUCTaNINYECKO (hasbl, YTO cOrnacyetcs
C pe3ynbTaTaMy peHTreHoa3oBoro aHanusa.

MonyyeHHble pe3ynbTaTbl MPeACTABAAT UHTEpPEC ANS CNeLnannucToB nNpous-
BOACTBA OrHeynopHbIX MaTepuanoB. [aHHble MCCNef0BaHWA ABAAKOTCA OCHOBOW
NOYYEHNS MYNINTOBON KepaMnKN IMTEAHBIM METOL0M C MCMOb30BAHNEM 3HEPTUM
nnasmbl, 4TO MO3BOJIUT YNYULINTb NMPOU3BOAUTENIBHOCTb CYLLECTBYIOLLMX OrHeynop-
HbIX MPeanpuATKiA 3a cYeT BbIGOPa Chipbsl, €r0 NOArOTOBKM, KOHCTPYKL MM YCTaHOBKN
1 cnocoba oxnaxaeHus pacnnasa.
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