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BBuay AMHamMu4yHOro pasBUTUS Takux obnacTel, Kak aBMaLMOHHAs MPOMbLIWIIEHHOCTb W PaKeTOCTPOEeHWe, Ha AaHHbINA
MOMEHT [0CTaTOYHO OCTPO CTOMT npobnema pa3paboTkm W MCCredoBaHUS CBOWCTB HOBbIX Kepamuyeckux (B TOM 4ucrne wu
HaHopa3MepHbIX) MaTepranos, a Takke UCCNef0oBaHNs BO3MOXHOCTU ypaBreHns CTPYKTYpPOI 1 CBOMCTBaMU Taknux matepuanos. B
KayecTBe crekawLlmx 4o0O6aBOK KepaMMKM Ha OCHOBE HUTPUAA KPeMHUS BblOpaHbl MOPOLUKM OKCUAOB anioMUHWUS U MarHus BBUAY
HU3KoN cebecToumocTH N 3PDEKTUBHOCTU AaHHBIX KOMNOHEHTOB. NokasaHo, 4To fobaBneHne B COCTaB LUMXTbl OKCUMAHbLIX A06aBOK
Al,03-MgO ¢ noBbiweHnem Temnepatypbl cnekaHus ot 1550°C pgo 1650°C npuBoauno k cobupaTenbHOM pekpucTannusaumm m
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HECYLLLECTBEHHOMY TMOBBILLIEHUID  MIOTHOCTY,
Habnaanock.

Knroyeenle crioga: kepamuka, Humpud KpeMHusi, UCKpoeoe Inj1la3sMeHHoe crieKkaHue, NJIomHocmb, cCmpykmypa

OAHaKO WHTEeHCUdUKaLMM (PasoBoro npespalleHuss HUTpUMAa KpPeMHus He

Development of new (including nanoscale) ceramics as well as investigation of its properties and possibility of controlling the
structure and properties of such materials is quite acute at the moment due to dynamic development of such areas as the aviation
industry and rocket engineering. Aluminum and magnesium oxide powders were used as sintering additives because of the low cost
and efficiency of these components. It is shown that Al,03-MgO oxide additives and increase in temperature from 1550°C to 1650°C led
to collective recrystallization and insignificant increase in the density, however, no intensification of the phase transformation of silicon

nitride was observed.

Keywords: ceramics, silicon nitride, spark plasma sintering, density, structure

B Hacrosmiee BpeMs HHUTPUA KPEMHHS SBIISETCA
OJHUM M3 HauOosee BOCTPeOOBaHHBIX U IEPCIEKTHBHBIX
0€30KCHIHBIX MaTepHaloB. /luana3oH NPUMEHEHUs HUT-
PUIOKPEMHHEBOM KEpaMMKH UpPE3BBIYAaHHO IIMPOK U
BKJIIOYAET B ceOs TaKue OTpaciy, KaK MaIIUHOCTPOEHUE,
JIBUTATEJICCTPOEHHE, aTOMHYI0, XUMUYECKYIO U THUIIEBYIO
MIPOMBIIIUIEHHOCTh, a Takke MeTayurypruto [1]. B ces3u ¢
9TUM HCCIIEIOBAHHE BO3MOXKHOCTH YIPABJICHUS CTPYKTY-
PO U cBOMCTBaMH (B TOM 4HC/IE BIMSHUE OKCUIHBIX JIO-
0aBOK M PEKUMOB CIIEKaHUs) BKYIE ¢ pa3paOOTKOH HOBBIX
KepaMHYECKHX MaTepUaloB Ha OCHOBE HUTPHUIA KPEMHHUS
U HCCIIENOBAHMEM DKCIUTyaTAllMOHHBIX CBOMCTB TaKHX
MaTepHaIoB IPEACTaBIIOT 3HAUNTENBHBII HHTEPEC.

CrnekaHue TIPOBOAWIOCH IIPU  TeMIepaTypax
1550°C u 1650°C. Uccnenyemslit TeMnepaTypHbIi aua-
[a30H NPEACTABIAET MHTEPEC BBUIY M3YYEHHUS HHTEH-
CHBHOCTH IIpoLieccoB (azoobpa3oBaHus. B xayectBe ok-
CHIHBIX J100aBOK HCIIOJIB30BAIUCH IIOPOIIKH OKCHIOB
amromuHuss 1 Maraust AlL,O3;-MgO. CoctaB HCXOIHOM
MUXTHl U Pabodyue PexXUMBbl H3TOTOBJICHUS KepaMH4e-
CKMX MAaTepHajloB Ha OCHOBE HUTPHIA KPEMHHSA C HC-
HOJIB30BAaHUEM METO/la MCKPOBOTO ILIA3MEHHOTO CIIeKa-
HUS IPUBEJICHBI B Ta0I. 1.

Tabmauna 1
McxomHblii cocTaB IIUXTHI
T,°C Si3Ny, mac.% | Al,Os, mac.% | MgO, mac.%
1550 92 6 2
1650 92 6 2

CriekaHue NPOBOAMIOCH MPU ITOMOIIM CIIeNUaIN-
3MPOBAaHHOI YCTAQHOBKH, IPEIHA3HAUCHHOH Ui HCKPO-
BOro IasMeHHoro cnekanusa Dr. Sinter 2050. PaGouee
naBieHne cocraBmwio 50 MIla, BpeMsi BBIIEpKKH OBLIO
paBHBIM 5 MuH. CriekaHue OCYIIECTBIIUIOCH B IrpaduTo-
BBIX IIpecc-(opMax.

Jis uccnenoBaHUS MUKPOCTPYKTYPBI IIOIYy4YeH-
HOM KepaMUKH HCIOJIb30BAJICS PACTPOBBIN 3JIEKTPOHHBIH
Mukpockorn Quanta 200 3D. Cpemka Benach B pexuMe
00paTHO paccessHHBIX AJIEKTPOHOB (pHC.1).

Js pentreHoda3oBoro aHagu3a HCIOIb30BAJICA
nmudpaxromerp Gupmbl «Rigakuy. Chemka npoBoanIach
¢ ucnons3oBanueM u3nydeHus CuKo B auamaszoHe yriios
ot 5° go 120°.

ITnoTHOCTH HONy4eHHBIX 00pa31oB OblIa ompene-
JIeHa METOIOM TIE€JIHEeBOM INHMKHOMETPUU C IOMOIIBIO
nukHOMeTpa AccuPyc II 1340.

B Hameii paboTe ObUIO YCTAHOBJIEHO, YTO J00aB-
JICHHE B COCTaB MCXOIHOM INMXTHl HUTPUAA KPEMHHS
okcnnoB Al,O3-MgO mpuBOoAMIO K TONYYEHUIO Marte-
pHana, MUKPOCTPYKTypa KOTOPOTO NpEeACTaBlIeHa 3epHa-
MU HENPaBWIBLHOH CIOKHOHM (OJMKe K TeKcaroHaIbHOM)
¢dopmbl. 19 KepaMuKH, CHEYEHHOH IpU TeMIeparype
1550°C, pa3mep 3epen cocraBui oT 400 M 10 830 HM
(cpennwuit pasmep d, = 615 HM), Kak MOKa3aHO B TaOI.2.
B 1O Xe BpeMsa pa3Mmep CTPYKTYPHBIX COCTaBJISIOLIHUX
BapbupoBaiics B auanazone 508-850 um (cpemHumii pas-
Mep dop, = 679 HM) 1711 MaTepuasa, U3TOTOBIEHHOTO MPH
1650°C. Takum o00pa3om, cieayeT 3aMeTUTh, 4TO WC-
nonb3oBanue nodaBku Al,O;-MgO, oueBumHO, crioco0-

Puc.1. MUKpOCTPYKTypa KepaMM4ecKoro Matepvana Ha OCHOBe HUTpuaa KpemHus ¢ fobaeneHnem Al,Os-MgO, nomny4eHHOro CKPOBbIM Mias-

MEHHbIM criekaHneM npu Temnepatypax 1550°C (a) n 1650°C (6)
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CTBOBAJIO MPOTEKAHUIO Mpoliecca COOUpATENbHON PEKpH-
crayuu3anmu. [y Oojee IONHOrO aHaiu3a W OLEHKH
TIOJTYYEHHBIX PE3YJIbTATOB IPUBEIEM HEKOTOPHIE CpaB-
HUTENbHBIE JTaHHBIE, TOJyYEeHHbIE IPYTMMHU HCCIeN0Ba-
tenssmu. Tak, B yactHoctd, B pabore [IvHa u ap. [2]
MIPE/ICTaBJICHbl HCCIIEIOBAHUSI OCOOEHHOCTEH MUKpO-
CTPYKTYpbl KEpaMHUKH Ha OCHOBE HUTPHIA KPEMHHS B
Oonmee mMPOKOM TemmeparypHoMm uHTepBane 1400-
1600°C. B nanHO# paboTe OBUIO YCTAaHOBJICHO, YTO MHUK-
POCTPYKTYpa KepaMHKH Ha OCHOBE HHTpHUIA KPEMHUS,
TIOJTYYE€HHOW MCKPOBBIM IIIa3MEHHBIM CHEKaHHEM, Mpe[-
CTaBIsieT COOOH paBHOOCHBIE 3€pHA TI'eKCArOHAJIBHOM
($OpMBI o-THIA AJISI MaTrepuala, MOJIYYEeHHOTO MPU TeM-
neparype 1450°C (B TeueHne 6 MUHYT), U yIJIUHEHHbIE
3epHa (-Tumna i Marepuana npu criekanuu npu 1600°C
B TeueHue 12 MHUHYT, YTO COIJIACYEeTCsl C pe3ylbTaTaMH
Hacrosimiei paboThI.

[TnoTHOCTH MONYYEHHBIX HAMH MaTepUajoB C JIO-
6asnerneM Al,O;-MgO mpakTH4ecKy He 3aBUCHUT OT TeM-
nepatypsi criekarus (3,13 r/em® u 3,14 r/em’ st 1550°C u
1650°C COOTBETCTBEHHO), KaK MOKa3aHO B Ta0i.2. Takum
00pa3oM, MO)KHO KOHCTaTHpPOBATh, YTO B paccMaTpHBac-
MOM Y3KOM JHaria3oHe TeMIepaTyp BOJIU3M TeMIepaTyphbl
($a3oBoro o—f} MpeBpaIieHUs HUTPHIA KPEeMHHS J00aBKa
Al,05-MgO He NpUBOINT K CYIIECTBEHHOMY YILIOTHEHHUIO
HCCIIEAYEMbIX KEPAMHYECKIX MaTepHaIIOB.

TabGnuna 2
I110THOCTD, CpeqHUI pa3Mep MOpP U 3€PEH MaTEPUAIIOB
Ha OCHOBE HUTPHJIA KPEMHUS, MOTYYEHHBIX METOIOM
HCKPOBOTO IIa3MEHHOI'O CIIEKAHUS

dep,HM P, /em®
1550°C | 1650°C | 1550°C | 1650°C

Si3N4-ALO5-MgO | 615 679 3,13 3,14

CocraB

Pesyneratel POA, B cBOIO 04epenb, HAIISAHO Je-
MOHCTPHPYIOT, 4TO (ha30BbIi COCTAB JAHHBIX MATEPHAIIOB
MIPeJCTaBIIeH OTACAbHBIMHU (azamu 0-SisN, mwin B-SizNy,
100 UX COBOKYITHOCTBIO MPU OTCYTCTBHH TBEPIBIX pac-
TBOPOB 3aMeleHHsI CHAIOHOB. JIaHHOE SIBJICHHE B HAIIIEM
clydae, MPeANoNOKHUTEIBHO, MOXKET OBITh CBA3aHO C Ma-
JIBIM BPEMEHEM CIIEKaHHs W, KaK CJIEICTBUE, MOaBICHH-
eM Jub(y3HOHHBIX MPOIECcoB. Tak, B YaCTHOCTH, Kak
MOKHO BHIETh Ha MupakTorpamMMax, TPHUBEICHHBIX Ha
puc.2, paccMaTpuBaeMble KEpaAMHUYECKHE MaTepHaIbl,
CIICYCHHbIC BHE 3aBHCHMOCTH OT TEMIIEPATyphl CIIeKa-
HUSL, XapaKTEePU3YIOTCs MPeobiaaHueM O-MOAU(UKAIHH
HUTPHUIA KPEMHHS B KauyeCcTBE OCHOBHOHW (pa3bl U HE3Ha-
yuTeNnbHBIM coziepxkanueM B-SizNy. Takum oOpaszom, mo-
BBIIIIEHHE TEMIICPATYPHI CIIEKAHUSI B BHIOPAHHOM HHTEp-
BaJie TEMIICPATyp HE MPHBOIMIO K HHTCHCH()UKAIUH
(azoBoro o—f npeBpaieHus] HUTpUAa KpeMHus. Xapax-
TepUCTHKH (a3 mpuBeeHbl B Ta01.3. Ciaemayer OTMETHUTS,
YTO PEe3yNbTATHI HCCICOBAHUS OCOOCHHOCTEH (ha30BOTO
coCTaBa MOJYYSHHBIX MAaTEpPHATIOB OTIIMYHO KOPPEIHPY-
0T C OINHCAHHBIMH OCOOEHHOCTAMH MHKPOCTPYKTYPBI
JTAHHBIX MATEPHAJIOB, H3YUEHHBIX C TOMOIIBIO PACTPOBOIL
3NEKTPOHHON MUKPOCKOIHH.

Kak u3BecTHO, THIT HCMONB3yeMOil 100aBKU OKa-
3bIBACT 3HAYMTEIBHOE BIMSIHHEC Ha MOP(OIOTHIO YACTHIIL

HUTpUAA KpeMHUs. B yactHOCTH, cormacHo monenu Koo-
Ja JUId HATpUAA KpeMHusi ¢ qodasnenueM MgO skumkas
(aza mpu TOpsSUEM MPECCOBAHUH CIIOCOOCTBYET (POpMHU-
POBaHHIO 3epeH OKPYTIIOH (OPMBI.

Tabmuma 3
XapakTepucTHKU Pa3 KepaMUYECKHX MaTEPHAIOB
Ha OCHOBE HUTPHUJA KPEMHUS, MOTYUEHHBIX
HCKPOBBIM IUIa3MEHHBIM CIIEKaHHEM

HOCTOHHHaH PEUICTKH, A

a C

a-SizN, | P3lc (159) 7,753 5,624
B-SizN, | P6;(173) 7,629 2,927

Paccmotpum ans cpaBHeHMA pe3yibTaThl JIu u ap.
[3], u3ydaBIIMX MHUKPOCTPYKTYPY AHAJIOTUYHBIX MaTe-
pHaNioB, MONYYeHHBIX MeTomoM SPS, ¢ moOaBieHHEM
Al,03;-MgO u MgO-AIPO,, npu Oosee HU3KUX TeMIlepa-
typax cnekanus 1300°C u 1400°C. OnucaHHbIi B 3TOM
paboTe TUII CTPYKTYpBI B LIEIOM COOTBETCTBYET PE3YIib-
TaTaM HallluxX uccienoBaHuid. OfHAKO MaTepHasbl, OIMH-
canHble B [3], xapakTepH30BaJUCh 3HAYHUTEIHHO Oolee
BBICOKOW TTOPUCTOCTHIO OT 2,1% 10 29,6% 10 cpaBHEHHUIO
C HalIUMH MaTepHalaMH.

® - SiaNa
S v B - SisNs

Intensity

26 (degree)

Puc.2. [udpakrorpaMmmbl KepaMmU4eCKUX MaTepuanoB Ha OCHOBE
HUTpMAa kpemHusi, ¢ gobasneHem AlbO3-MgO, NonyyeHHbIX UCKPOo-
BbIM Nia3mMeHHbIM criekaHnemnpy Temneparypax 1650°C (BepxHss
andpakTorpamma) u 1550°C (HwkHSAA avdppakTorpamma)

Takum oOpazoM, OBUIO YCTaHOBIIEHO, YTO TONY-
YEeHHbIE MaTepUallbl XapaKTePH30BAIUCH HAJTHIHEM JBYX
¢a3: o-SizNy u B-SizNy. [loBbimienre TeMneparypsl clie-
kanus no 1650°C st paccMaTpuUBaeMbIX MaTepHUalioB
COIPOBOXK/ATIOCH COOMPATETHHON pEKpUCTAIIIM3ALUEH U,
KakK CIIe/ICTBHE, POCTOM CTPYKTYPHBIX COCTABIISIOIINX, HO
B TO K€ BpeMsi HHTeHCH(UKamu Gpa3oBOro npeBpamieHus
HUTpHUAA KpeMHHs He HaOxirojmanock. B memom, uccre-
nyemble nobaBku Al,O;-MgO B paccMaTrpuBaeMoM TeM-
MepaTypHOM [Halla30He TMPHBOIWIN K (OPMHUPOBAHHIO
MHUKDPOCTPYKTYpPBI, KOTOpasi ONUCHIBAETCSI B paMKax Mo-
nenu Kobna. briuskue o BenuyuHe Gpu3ndeckue CBOMCT-
Ba M CXOJIHBII XapakTep CTPYKTYphl KEPaMHUYECKHX Ma-
TEpUaJiOB HA OCHOBE HUTPHJA KPEMHHs, IOTY4EHHBIX
criekanueM Oe3 paBieHus [5-9], U BIAHMSHHE KOJIMYECTBA
MarHusi Ha JaHHbIe XapaKTePUCTHKU OIHMCaHbI B HEKOTO-
PBIX HAIIKMX MpeAblIymux padorax [10].
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Hccnedosanus nposoounucy npu (GuHaHcosou noo-

oepoicke PODU 6 pamxax npoexma Nel6-32-00430 mon_a.
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