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Cunre3 6e3p03MebHOTO
KOMIIO3UIiHHOro nopomky Si;N,—ZrN

IIpedcmasneno unenom-xopecnondenmom HAH Ykpainu A.B. Pazynero

Busueno nosedinky peaxuiiinoi cymiwi Si;N, + 4 Zr 3a ymos mepmoobpobku y eaxyymi 6 inmepeaii memnepamyp
750—1450 °C ma nodanvwozo azomysanns npodyxmy eaxyymnoi mepmoodpodru npu 1000—1200 °C. 3a danu-
MU penmezenophasoeozo ananisy 6cmanosieno, wo ducouiauis Si;N, y eaxyymi nouunaemocs npu 750 °C i cynpo-
B00XCYEMBCSL. YMBOPEHHAM HIMPUie yupkonito, a ougysis kpemuito npu 1000 °C — nos6oH0 HUNCUUX CUTTUUOHUX
¢as Zr,Si ma ZrSi. [locrioxceno npoyec asomysannus 6 inmepeani memnepamyp 1000—1200 °C ucokoaxmushozo
npodyxmy eaxyymnoi mepmoobpobxu (npexypcopy) 3 Memoro 00epicanis KoMno3uyiinozo mamepiany SisN ,—Zr.
Bemanoeneno, wo onmumManshum pejcumom cunmesy Komno3uyiinozo mamepiany Si;N,—ZrN 6 edurnomy mexno-
N02iuHOMY YUK € saxyymuui éionan npu 1000 °C (cmadis 1) ma azomysanns npu 1200 °C npomsizom 1200 (cma-
dis 2). Kinyesuii npodyxm micmums miioKu Himpuoni pasu yupkouito ma Kpemmin. 3a 6Cmano6ieHuM percumom
cunmesy 00epIcano KoMNOUUIHI Nopowky 6 Wupoxii Konuenmpayiinii oonacmi 10—40 06. % ZrN. IIpodyxmom
cunmesy € 6e3pO3MeNvHULL OUCNEPCHUT NOPOULOK KOMNOSUUITIHO20 MAMEPIANY Y 6UIA0T AZIOMEPAMIB, POIMIP UaC-
MUHOK 5K020 Nicas ducnepeyeanis cmanosums 0,2—3,0 mxm.

Kmouosi croea: meepoogpasnuii curmes, Himpuona kepamixa, KOMnO3UYitini nopouKu, 6aKyym, d3om.

Kowmrieke ¢isnko-mMexaHiuHUX i XIMIYHUX BJIACTHBOCTEN OE3MOPUCTUX HAHOKOMIIO3WTIB 3 Ke-
paMiuHOI0 MaTpPHIleIo Ha 0cHOBI Si,N, micisa BBeienHa B Hei HAHOPO3MIPHUX YaCTUHOK KapOiiB
Ta HITPUJIB MEPEXiIHUX METAJIB JAa€ MiJICTAaBy CHO/AIBATUCS HA OJEP:KaHHS HOBOTO TIOKOJIIHHS
KepaMivHUX MiAMUITHUKIB 1 yIIIbHIOBAYiB, IPU3HAYEHKX JJISI POOOTH B JKOPCTKUX YMOBaX TEPTSL.
Hampuknaz, BBeleHHST HITPUY ITMPKOHIIO B HITPUIOKPEMHIEBY MATPUILIO JIA€ 3MOTY IiIBUNITUTH
KOPO3iiiHy CTIKICTh 3aB/AAKN yTBOPEHHIO HEPO3UMHHIX OKCUIHUX IapPiB, 110 3a0e31euye edexr
“camozasiikoByBaHHs Martepiaiy. [IpoTIroM KOHTaKTY Y BOJTHOMY CEPE/IOBUIIT YTBOPIOETHCS TEN,
110 Ma€ OibInii 06’eM 1 3aXWIae TPAHUII 3€peH Bijx mogasbinoi Koposii [1]. Husbka ximMiuHa
aKTUBHICTH ITUX KEPAMIUHUX MaTepiasiB, BUCOKA CTIMKICTD 0 OKMCHEHHS Ta HAA3BUYAITHO HU3bKA
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MOPyBaTiCTh BUPOOIB 3 HUX, MO 3a0€3MMEIYETHCS METOAOM ICKPOIIJIA3MOBOTO CITIKAHHSI, TapaH-
TYIOTD IMiJIBUNIEH] eKCITyaTalliifHi XapaKTepUCTUKU MiITUITHUKIB KOUCHHST Ta KOB3aHHsI, IIPU-
3HAYEHUX JIJIsI POOOTH B JKOPCTKUX YMOBAX B KOPO3iiHO-ePO3iHHIX cepeoBHIax 6e3 MacTHIL.

Jl1s po3pobKK HOBUX HITPUAOKPEMHIEBUX KOMIIO3UI[IHHUX IMOPOIIKOBUX MarepiasiB 3 ro-
MOTEHHUM PO3MO/IiJIOM KOMTIOHEHTIB Ta OHOPITHIM XapaKTepOM PO3BUTKY CTPYKTYPHUX Tiepe-
TBOPEHb JIOIIJIBHO BUKOPUCTOBYBATH TIPEKYPCOPH, 0 CKJIALY SKUX BXOIATH yci MOTPiOHI ere-
MEHTH JIJIs1 CUHTe3y KiHI[eBOoi koMmo3uilii. [Ipu 1boMy OCHOBHUMU BUMOTaMU JI0 IPEKYPCOPIB €:

TePMO/IMHAMIYHA HeCTabiIbHICTh MPH Bi/IHOCHO HU3bKUX TEMITEPATYPAX MOPIBHIHO 3 TEPMO-
JIMHAMIYHOIO CTIHKICTIO TTPOIyKTiB B3AEMO/IIT;

MOBHOTA ITPOXO/[XKEHHS PeaKIlii.

PesysbraTu Hallux TOTEPEAHIX MOCHIKEHb 3 PO3POOKU METOMIB O/lepKaHHs HITPUAHUX
KOMTIO3UIIITHUX MaTepiamiB [2], a TaKoX /JaHi HAYKOBUX JixKeped [3, 4] cBim4aTh PO MepCrieKTuB-
HICTh BUKOPUCTAHHS SIK BUXI/IHUX KOMIIOHEHTIB CUJIITUIIB TIEPEeXiTHUX MeTasliB (IIPeKypCcopiB),
710 CKJIa/ly SIKUX BXO/ISATD YCi CKIQIOBI MTPOYKTY iX a30TyBanHs. OHAK BUKOPUCTAHHS TUCUITITIN-
JIiB SIK MPEKypCOPiB He /1Ia€ 3MOTU B MPOIIeCi 1X a30TyBaHHS O/iep>KaTU HITPU/HI KOMITO3UITIHI
Marepiaju B IMUPOKii KOHIeHTpaIliiiHiil obmacTi [3].

Binomo, 1o mpu (hazoBuX mepexomax B MPOIIeCi PO3KIAAY CKIATHUX PEYOBUH MOKHA OTPH-
MaTH aKTUBHI KOMIIOHEHTH, SIKi € BUXITHUMH iHTPelliEcHTaMU JIJIsI CUHTE3Y HOBUX CIOJYK [4].
[Ipukaazom 1IbOTO TPOIIECY € B3aEMO/IiSA Y BAKyyMi TIePeXiIHOTO MeTaJy 1 HITpuay KpeMmHiio. Me-
TaJI IPUCKOPIOE IIPOIleC AUCOIiallil HITPUY KPEMHIIO IPU TeMIlepaTypax, 3Ha4YHO HUYKYUX 32 TeM-
neparypy poskaamy 4uctoro Si;N, y Bakyymi. 3aBasaku poskaany SigN, Ha BUCOKOAKTUBHI KPeM-
Hiil 1 a30T, B TIPOIIEC] iX B3AEMO/Iii 3 METAJIOM Y BaKyyMi 3 SIBJISIETHCS MOXKJIUBICTD OJIEPKATH JTUC-
HEepPCHMIT TIPOAYKT — HiTpu abo cuutinua MetTany [5].

Harmma mMeta — goc/iiskeHHst yMOB CUHTE3Y 0€3PO3METbHUX AUCIEPCHUX KOMITO3UITiHHITX
nopomkis cucremu SigN,—ZrN y mmpokiii KoHIeHTpariiiniii 061acTi Ha OCHOBI BUBUEHHS 10~
BEIIHKY peakuiininoi cyminn SizN,+4 Zr y Bakyymi 3 HOAQJIbIINM a30TYBaHHAM OJIE€PKAHOTO 1IPO-
AyKTY (IPEKYPCOPY).

Marepiaiu i MeToauKa eKcepuMeHTy. BuximHumu matepiasamu Gysin MOPOIIKH Zr Ta
a- un B-Si;N,. [Topomok Zr mapku IIILE i3 cepeanim posmipom gacTunok 10 20 mxm. Iopom-
ku o-Si;N, 3 nuromoro nosepxuero (S, ) 5,6 M2/F i BmicTom asoty 36,7 mac. % Ta B-Si;N, 3
MMATOMOIO TIOBEPXHEo 3,8 M2/r i BMicTom a3oty 38,0 mac. %. Peaxitiiini cymitri po3paxoByBasu 3a
PeaKlIIieio

Si,N+4Zr=4ZrN+3Si  (saxyym, 1450 °C) [5], (1)

cymim 1 — a-SizN,+4 Zr , cymimr 2 — B-Si;N,+4 Zr.

[y piBHOMIPHOTO PO3MOALIY eJieMEHTIB KOMIIOHEHTH MijilaBajii 3MIITyBaHHIO B TLJIaHe-
tapHomy MumHI Tuny “Pulverizette—6” y cepemoBuiii etnaoBoro cnupty B 6apabaHi Ta 3 pos-
MeJIbHUMU TiIaMH i3 HiTpuay kpemHito. [1ij yac 3MinryBaHHS PO3Mip YaCTUHOK He 3MiHIOBABCH.
TepMoOGPOOKY TOMOTEHI30BAaHUX PEAKIIHHIX CYMIllIell MPOBOAWIN B €JEKTPOBAKYyMHiil Teui
CHB-1.3,1/20-U11 y Bakyymi ~ 1 - 10 S las intepBaii Temmeparyp 750—1450 °C Tta B cepe-
nosuti azorty mpu 1000—1200 °C.

[TpomyxTu TBEpOha3HOI B3aEMOIii Y BaKyyMi Ta CEPEIOBUII a30TY AOCTI/IKYyBaIU METOIOM
pentrenodazosoro ananizy (PMA). 3itomky BukonyBaiu ua audpaxkromerpi [/POH-3 3 Buko-
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pUCTaHHSM BiZIhiTBTPOBAHOTO MiTHOTO BUTTPOMIHIOBaHHS. BMicT a30Ty Ta IMPKOHIO B KiHIEBO-
My TPOAYKTiI BU3HAYATIM METOIOM XIMIUHOTO aHami3y 3a crangapTHumMu metoaukamu (FOCT
27417—87). Po3Mip 4acTUHOK CUHTE30BAHOTO TOPOIIKY OIIHIOBATH 3a JOTTOMOTOIO aHaJ/Ii3aTopa
CILAS 990 Liquid. MikpocTpyKTypHi JOCJTi/I>KEHHST TOPOIIIKIB MTPOBOIMIIN 32 IOITOMOTOIO0 CKaHYy-
BaJIbHOTO MiKpOCKoIa Superprobe-733.

OO0roBopenHs pe3yabraTiB ekcnepumenty. JlocTisKeHHs TOBEAIHKY peakiiiHoi cymint 1y
BaKyyMi IIiJ] Zi€ro TemMiepaTypHoro ynHHuKa (tabu. 1) mokasaso, mo Bxe mpu 750 °C mae micie
TBepAodasHa B3a€MO/Iisl Ha MeKaX YaCTUHOK IIUPKOHIIO Ta o-SisN,, PO M0 CBIAYNTH YTBOPEHHA
TBEP/OTO PO3YHHY a30Ty B MUPKOHII (0-ZIN 5¢) 33 MeXaHI3MOM KOHTAKTHOL mudysii. Pozunn-
HICTh a30Ty B O-ZT TIPH IIill TeMIepaTypi cTanoBuTh 4,8 Mac. % [6]. IlinBuinienns temnepaTypu
06po6ku 10 1000 °C cripuuntsie yTBOPEHHS HITPUAY IIMPKOHIIO Ta MOSBY CUIIMAHUX (has 1up-
KOHII0 BHACIZIOK KOHTAKTHOI An(y3ii KpeMHil0 y TUPKOHiN. KpiM HOBOyTBOpEHUX HITPUAHUX i
cuminuaaux (a3 B ofepskaHux cyminax moporikis mpu 750—1000 °C 36epiraeTbest 3HaYHA KisTh-
KicTh o-SisN, i cigu BibHoro xpemuito. Ipu 1450 °C mae micue moBHa aucoLiallis HITPULY
KpPeMHi10, a OCHOBHUMH (hazamu € ZrN Ta HUXKYI CUJTIN/IN IIUPKOHII0. 3a JAaHUMU XiMIYHOTO aHa-
JIi3y, BMICT a30Ty B ITPOYKTaX B3aEMOJIi1 30epiraeThest 1 BiAMOBia€ Ooro BMIiCTy ¥ BUXiIHIN peak-
uiitnii cymimmi (SisN,+4 Zr) 9,8 mac. %. e cBiguuThb 1po Te, 10 IPaKTUYHO BCs KilbKiCTb a30Ty
B34J1a y4acThb y TBep/oda3Hill B3aEMOIii.

3rinno 3 pesymsraramn PDA, s peaxiiiinoi cymint B-SigN,+4 Zr nepebir TBeprodasmoi
B3a€MOJIil y BaKyyMi aHaJIOTIYHUIA 10 TAKOTO peakiiinHol cymimni o-SigN,+4 Zr. OnHak 3aBaaku
MOCUTDb BUCOKIN mBUAKOCTI camoandysii asory B B-Si;N, (D, = 6,8 - 10%exp(~777,5/RT) M2/C)
HOPIBHAHO 31 WBUAKICTIO camoandysii azoty B a-SizN, (D, =1,2 - 10716exp(—233,2/RT) MZ/C)
[6], 1110 OB’ s13aH0, HA HAIII TOTJISI, i3 CTPYKTYPHUME OCOOJIMBOCTSIMU HITPHUIY KPEMHIIO, TBEP/IO-
(basHa peakitist mpoxoauTh OisbIr iHTeHcHBHO. [Ipu 750 °C y mpoaykrax TepMooOpOOKH, KpiM
B-SizN,, dikcyerbest yTBOpeHHst TBepAOro po3uniy a-ZrN o i dasu ZrN. ITixsuiens remnepa-
Typu 10 1000 °C cupuymnse yrsopenns Ak Hitpuanux (o-Zr,N, ZrN), tax i cuminuaaux ¢as
UUPKOHIIO (ZrsSi,, Z1,Si, ZrSi). Kpim Toro, npucyThi BinbHuil KpeMHill Ta dasa a-SigN,. [Ipogyk-
ToMm TBepaodasnoi Bzaemonii npu 1450 °C e cyminn ZrN, ZrSi, Ta HeBenKa KibkicTb B-SisN,.

Tabnuys 1. Pesyabratu TBepaoda3Hoi B3aeMoii
y Bakyymi cymimi Si;N,+4Zr nporsrom 1 rox

Peg;c;iﬁmﬁa TeMnfipCaTypa, Dasosuit ckian BMiAc;C:.:l;())Ty,
(1) a-SigN,+4 Zr 750 a-SizN, 0-ZrNj g 9,7
(2) B-Si,N,+4 Zr B-Si,N, 0-ZIN, g, ZIN 99
(1) a-Si,N,+4 Zr 1000 a-ZrN, o-Si;N,, ZrN,
a-ZrN 55, Z1,Si, Z1Si, Si 9.8
(2) B-Si,N,+4 Zr B-Si,N, ZrN, a-Zr,N, ZrSi,, Zr,Si,
ZrSi, Si, a_SiSNzi(cniLu/{) 9,6
(1) a-SigN,+4 Zr 1450 ZiN, Zr,Si, ZrSi 8,2
(2) B-Si,N,+4 Zr ZtN, ZrSi,, B-Si;N, 9,3
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TakuMm 4MHOM, BHACJIIIOK AUCOIiallil Si3N A Tab6nuyzs 2. Peaynsrati asotyBauus -Si;N,+4 Zr
HE3QJIEKHO Biz Horo Mopudikarii o- uir B-teep- ~ NPOTATOM 1 rog NpoAyKTy TEpMOOGPOOKH Y BaKyyMi

noaszHa B3a€MO/Iist y BaKyyMi BiZIOyBa€ThCs 3a Temnepartypa, Mazosuii cknan Buict azory,
. .o . “ee ° 1 - 0,
MeXaHI3MOM peakIfiitHoi audysii Ha Mexax po3- c KIHIEBOTO MPOAYKTY mac. %
JIiJTy YaCTMHOK IMPKOHII0 1 HITPULY KPEMHIIO. 1000 ZiN, B-Si,N,, ZrSi, 11.7
b 17 ’

Ha 11iif migcTaBi MOKHA TIPUITYCTUTH, IO YTBO-
PEHHST KOMIIO3UIIIHHOTO MaTepiaay Oyie Biaby-
BAaTHUCS Ha YacTUHKAX BUXIJHOTO IIMPKOHIIO. 1200 ZN, B-SizN, 13,1
Jludysis azory B iupkowiii mpu 750 °C cynpo-
BOJIKYETBCS YTBOPEHHSIM HITPHU/IIB IUPKOHIIO, a ndysisd kpemuio npu 1000 °C — \mxunx cuJri-
muaHux ¢as Zr,Si ta ZrSi. Ile ¢cBig4nTh IPo AOLIIbHICTD BUKOPUCTAHHS BUCOKOAKTUBHOTO TIPO-
JIYKTY BakyyMHOI TBepodasznoi Baemoqii mpu 1000 °C sk npekypcopy A7 MOAATbIIOTO a30Ty-
BaHHS. 3IICHEHHS IIUX OTepaIliii B ETMHOMY TEXHOJIOTIYHOMY TIPOIeci EKOHOMIYHO BUTITHE.

Jlocimkeno mpoiiec MOAIBbIIOT0 a30TYBaHHS B €IMHOMY ITUKJIi POIYKTY TOTIEPeIHbOI Ba-
KyyMHOi TepMoo6pobku cymimi 2 (B-SigN,+4 Zr) mpu 1000 °C nporsarom 1 roz. XapakrepucTuku
KiHIIeBOTO IPOAYKTY 3a mannMu PMA i ximiuHOro aHastisy HaBe/eHi B Ta0J1. 2. AHaI3 ojiepsKaHuX
JAHUX CBIUYUTH PO Te, 1o Tiabku pu 1200 °C mpoaykTom azoTyBanHs € ZrN, B-Si3N &

1100 ZIN, B-Si;N,, ZrSi, 12,7

¢ III — 22,7 mac. % N IIT — 20,8 mac. % N
4 v o-Si,N, ¢

v B-Si,N,
¢ 7ZrN

o ZrSi,

e Si -

IT — 24,7 mac. % N

v
v v v ° C)v
|
. v
v
v v OP oY o v Oy VY vy
20 30 40 30 60 70 20 30 40 50 60 20, rpax
a-Si,N, + Zr B-Si,N, + Zr

Puc. 1. ludpparTorpamMu MPpOAYKTiB ABOCTAAINHOTO CHHTE3Y peakIiitHux cymimnreii pisaoro ckmaxy (I — 67 06. %
SizN,+33 06. % ZrN, IT — 78 06. % Si;N,+22 06. % ZrN, I1I — 89 06. % Si;N,+11 06. % ZrN) na ocnosi niTpuuy
KPEMHIIO IBOX MOIM(iKaIliit
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Puc. 2. Po3nioziin yacTHHOK KOMIIO3HIifiHOTr0 Iopomky 78 06. % Si;N, — 22 06. % ZrN 3a poamipom micJist cunTe-
3y (@) Ta micas gucneprysarts (6) i MopdosIoTisa BUXigHOI cymini (8) Ta CHHTE30BAaHOTO OPOIIKY (2)

TakyM YMHOM, ONTUMAJIBHUM PEKUMOM CUHTE3y KOMIO3uIiiiHOro Marepiany SigN,—ZrN B
emmHOMY TMKJTi € Bakyymuani Biamas mpu 1000 °C (crazis 1) ta azorysanns nmpu 1200 °C mpoTsi-
rom 1 rog (cramist 2). KiameBuii mpoyKT MiCTUTD TiTbKYU HITPUIHI a3y IMMPKOHIIO Ta KPEMHITO.
BwmicT a3oty BiznoBinae pospaxoBanomy 3a peaxiti€io (1).

JocmiazKeHo MOKIMBICTD OJlepsKaHHA KOMIO3uIiiHoro marepiany SigN,~ZrN B mmpokiii
KoHIeHTpariiiHiit o0macti 10—40 006. % HITpUIY NUPKOHIIO 32 YMOB BCTAHOBJIEHUX OIITUMAJIb-
HUX PEKUMIB CUHTE3Y.

Ha puc. 1 306paskeno audpakTorpamMmut IPOAYKTIB ABOCTAMIITHOTO CHHTE3Y PEAKI[IHUX Cy-
Millleld pi3HOTO CKJIaay. ¥ BUTAQJIKY PEAKIIMHUX CyMilllel, e 9K BUXiIHUH KOMIIOHEHT BUKOPH-
croByBanu o-SizN,, y BCiX ckmazax, kpim ocHoBHUX (a3 (SigN,, ZrN), 6ynu npucyTHi cuminm-
AM IMPKOHIIO i BiIbHMIA KpeMHii. Y pasi Bukopucranus B-Si;N, B yciX mocmiikeHnx ckmagax
oJlepsKaHo 1BOMA3HUI TPOYKT.

Jlani XiMIYHOTO aHaJIi3y MPOAYKTIB CUHTE3y 32 BCTAHOBJEHUM PEKMMOM TOKA3aJu, 10 T0-
€IHAHHS B €[IMHOMY TEXHOJIOTTYHOMY Mpoiieci Tepmoo6pobku mipu 1000 °C y Bakyywmi 3 1moganb-
M azotyBanasaM mipu 1200 °C gae 3Mory ofiep;KaTi MOPOTIKY KOMIO3UIIIITHIX MaTepiasiB, SKi

58 ISSN 1025-6415. Dopov. Nac. akad. nauk Ukr. 2020. Ne 1



Cunmes 6esposmenviiozo Komnosuyiiirnozo nopowry SizN,—ZrN

He3aJIesKHO BiJl CKJIy 32 BMICTOM a30Ty MaKCUMAJbHO OJM3BKI 0 TeopeTndHuX. KimbKicTh
IIUPKOHIO 3a pe3ybrataMu Ximiunoro ananizy (I — Zr = 48,65 mac. %, 11 — Zr = 34,5 mac. %,
[T — Zr =21,5 mac. %) HaOIMKAETHCS 10 HOTO BMICTY Yy BUXIZTHUX CyMIIIIax, 1[0 BKa3y€ Ha BUCO-
Ky BIZITBOPIOBAHICTh TEXHOJIOTIUHOTO TIPOIIECY.

3TiTHO 3 JAHWUMU OIIHKW PO3TOITY YaCTMHOK CHHTE30BAHOTO KOMIIO3UIIITHOTO TTOPOIIKY
78 06. % SigN,~22 06. % ZrN, cepenmiii po3mip yacTHHOK cTanoBuTh 23,71 MxM (puc. 2, a). Ilic-
Jis IUCTIePTyBaHHS B CEPeOBUII 130IIPOTIJIOBOTO CHUPTY CEPeiHiil po3Mip YaCTMHOK 3MeH-
HIMBCS Ha MTOPSIIOK 1 cTaHOBUB 2,81 MKM (11B. puc. 2, 6).

Sk mokazas aHasti3 MOpMOITOTIT (ZIWB. pHC. 2, 2), OflepsKaHUH TIPOAYKT SIBJISIE COOOTO aroMepa-
T KomMmnozutiiinoro nmopomky SisN,—ZrN. [TopiBusanHEA MOpdoIOril BUXiAHOI CyMinli Ha OCHOBI
B-Si;N, (auB. puc. 2, 6) 3 MOP(HOJIOTi€I0 CHHTE30BAHOTO IOPOIIKY CBIIYUTD PO KapAWHAJIbHY 3MiHy
dhopmu YacTUHOK 3 0BracToi Ha oKpyray. Lle 106pe y3romKy€eThest 3 BUIE3pOOJeHUMI BUCHOB-
KaMM CTOCOBHO MeXaHi3My YTBOPEHHS KOMIIO3UIIITHOrO MaTepialy Ha OCHOBI YaCTUHOK IIUPKOHIIO.

TakuM YHHOM, BCTAaHOBJIEHO, 1[0 BakyyMHa TepMoo6pob6ka mpu 1000 °C peakIiiiiHux cymi-
ureit SizN,+Zr ae 3MoTy oiepKaTh MpPeKypcop, 10 CKJIay sSKOTO BXOAATH HeoOXinHi BUXinHi
KOMIIOHEHTH HITPUIHOI KepaMiku. Y pe3yJbrari TMOE€IHAHHS B €IMHOMY ITUKJI TIPOIIECiB BaKy-
yMHOI TepM0o0O6po6KHY Ta azotyBanHst (pu 1200 °C) moxxHa omepkaT 6e3pO3MeTbHI TUCTIep-
CHI MOPOIIKY KOMIO3UIiHNX MaTepiasiB SigN,~ZrN B IIMPOKOMY KOHIIEHTpalliiHOMY Jiarasoni
10—40 06. % ZrN.

Konexmue asmopie sucnosnioe enuboky edsunicmo komnanii TOB “Mamipians Jla6” 3a niiony
cnisnpauio.
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I[MTOJIYYEHME BE3PASMOJIBHOT'O
KOMIIO3MIMOHHOTI'O IIOPOIIKA Si;,N,—ZrN

M3yueno nosezienne peakinonnoii cmecu SizN,+4 Zr npu tepMoo6paboTKe B BAKYyMe B MHTEpBaJIe TeMIIePaTyp
750—1450 °C u mocnenyioniem azorupoBanun mnpu 1000—1200 °C. Ilo maHHBIM peHTreHO(hA30BOTO aHATM3a
YCTAHOBJIEHO, YTO auccouranus Si;N, B BakyyMe HaYMHAETCS IIPU 750 °C u compoBoxIaeTcs 00pa3oBaHIEM
HUTPHUAOB MUPKOHUS, a Auddysnsa kpemunsa npu 1000 °C — mosgrenreM HU3MINX CUTUIUAHBIX (as Zr,Si n
ZrSi. Uccaenosan nportiecc azotupoBanus B uHTepBasie Temieparyp 1000—1200 °C BbICOKOAKTUBHOTO MTPOYKTA
BaKyyMHOIi TepMooOpaboTK! (TIpeKypcopa) ¢ Helbio MOTydeHns KOMIO3HIMonHoro Mateprana SigN,—ZrN.
YcTaHOBJIEHO, YTO ONTUMAJILHBIM PEKUMOM CHUHTE3a KOMIIO3MIMOHHOIO MaTepuaia SisN,—ZrN B eAMHOM TeXHO-
JIOTHYECKOM IIMKJIE siBisieTcst TepMooOpaboTtka B Bakyyme ripu 1000 °C (cragus 1) u asoruposanue npu 1200 °C
B Teuenue 1 u (ctaaus 2). KoHeuHbIl IPOAYKT COAEPKUT TOJTbKO HUTPUIHBIE (Da3bl IUPKOHUS 1 KpeMHuUs. B yc-
TaHOBJIEHHOM PEKUME CHHTE32a IMOJIyYeHbl KOMITO3UI[HOHHbIE TOPOIIKK B IMUPOKON KOHIIEHTPAIIMOHHOI 061acTH
10—40 06. % ZrN. IIpoaykTom cuHTe3a sBJseTcs 6e3pasMOJbHBINA AUCIEPCHBIN MOPOIIOK KOMIIO3UIIMOHHOTO
MaTepHrasa B BU/IE arJIOMepaToB, pa3Mep 9acTHI] KOTOPOTO Tocie ArcrieprupoBanus coctasisget 0,2—0,3 MrM.

Kmoueswvie cnosa: meep&o(pasﬂbtﬁ cunmes, Humpuauaﬂ Kepamura, KOMNoO3uyUornvle nOPOUKU, 6AKYYM, A30M.
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SYNTHESIS OF Si;N,—ZrN COMPOSITE POWDER
WITHOUT SUBSEQUENT MILLING

The behavior of a Si;N, + 4 Zr reaction mixture during the heat treatment in vacuum in the temperature interval
750-1450 °C and the subsequent nitriding of a product of the vacuum treatment at temperatures 1000-1200 °C
has been studied. It has been established from to XRD data that the beginning of the dissociation of Si;N, in
vacuum is noted at 750 °C and is accompanied by the formation of zirconium nitrides. Silicon diffusion at
1000 °C is accompanied by the formation of Zr,Si and ZrSi lower silicide phases. The nitriding process of the
highly active product of the vacuum treatment (precursor) with the aim to obtain the Si;N,~ZrN composite
material has been investigated. It has been established that the optimal regime of synthesis of the Si,N,—ZrN
composite material in a single technological cycle is the heat treatment in vacuum at 1000 °C (stage 1) and the
nitriding at 1200 °C for 1 h (stage 2). The finished product contains only the nitride phases of zirconium and
silicon. In the established synthesis regime, composite powders have been obtained in the wide concentration
interval 10-40 vol. % ZrN. The synthesis product is a disperse powder of the composite material, not requiring
milling, in the form of agglomerates, the particle size of which after the dispersion is in the inetrval 0.2-3.0 um.

Keywords: solid-phase synthesis, nitride ceramics, composite powders, vacuum, nitrogen.

60 ISSN 1025-6415. Dopov. Nac. akad. nauk Ukr. 2020. Ne 1



