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UM, S5 RFREA, UL TIN M 93 AR NGRS, SRR E] B-SisNy AT TiN AH, SizN, dhkiE TiN BURIEHR, % .
SRR B AN BT LM 40 1 9(15.6+0.3) GPa. (1 058+78) MPa Fl(11.2+0.6) MPa-m"?; 24 LA TiO, ¥y 94 ZAHVR NN, BR T B-SisNy
AT TIN A, @AM E] O'-Sialon #H, O'-Sialon HHIIEEN 8.7% (FREHHD), SizsNy fhi 5 TiN BRI SI40/N, FEMEERE
$(16.7+0.4) GPa, R ZHIVERA B E L, 43518(986£76) MPa F1(11.3+0.4) MPa-m'"?; 24 L) TiO, % A5 AR N
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Effect of TiN Source on Microstructures and Mechanical Properties of
Hot-pressed Si;N4—TiN Ceramics

WEI Wanxin, YU Junjie, LIU Weijian, GUO Weiming, LIN Huatay
(School of Electromechanical Engineering, Guangdong University of Technology, Guangzhou 510006, China)

Abstract: The effect of TiN source (i.e., TiN powder, TiO, powder and TiO, sol) on the phase compositions, microstructures and
mechanical properties of hot-pressed Si;N,—TiN ceramics was investigated. The results show that only $-SizsN, and TiN phases are
detected for the sample with TiN powder. The sizes of 5-SizsN, and TiN grains are large, the Vickers hardness, flexure strength, and
fracture toughness are (15.6+0.3) GPa, (1 058+78) MPa, and (11.2+0.6) MPa-m"?, respectively. However, the O'-Sialon phase appears
in the sample with TiO, powder in addition to S-Si;N, and TiN phases, and the content of O'-Sialon is 8.7wt%. Due to the relatively
fine grains of $-Si;N4 and TiN, the Vickers hardness increases to (16.7+0.4) GPa, and the flexure strength and fracture toughness are
(986+76) MPa and (11.3+0.4) MPa-m"?, respectively. Moreover, the O'-Sialon phase appears in the sample with TiO, sol, the content
of O'-Sialon is 12.5wt%, and the size of $-SizN, and TiN grains is finer, having a higher Vickers hardness (i.e., 16.6+£0.5 GPa), and
relatively lower flexure strength (i.c., 788+94 MPa) and fracture toughness (i.e., 10.2+1.0 MPa-m"?). SisN,~TiN ceramics with
uniformly fine microstructures and good mechanical properties can be thus obtained with TiO, powder.
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TiN 5 SizN, KL EA R 4F A e AR A SisN, P&
MR R G 85 AR s R TIN5
SisN, &, il SisN,—TiN S AHF &R, 5 8AH
SisNy P &AM b, S AR AR B K IR 3
(12151 Hillinger 271 Zhou 25121348 t TIN 19 5] A\
AR EIE SizNTIN ZAHPEM WM. HE
U BIEE g T gk TIN (&80 SisN, Btk fg
sz, SERFB: 40K TIN BT 83
SisNy Wi P 5 R 490 . Gao 251 *h@ it
] SisNy KA o 5INEKIR T HE(C16H3604Ti) HE LK M
Ja YK TiO, &84 SN, M ERIES, HiZJy
AR ERTE SisN-TIN EAM R I REF1 S
B PEAE. Zheng 25T PEIs 20 Ek48k TiO, S2B
mPERE SisN—TiN EAHM &M H 4, HHT TiN B
o351 S /N A LR B 1 A3 B KR R R . (RS
Si;N,~TiN A M &R 7L, B R R
TiN [RSRIEXT R Be4E SisN,—TiN &AM % 54
TN 7 2 e 5 g L

PLa-SisNg R R RN, a-ALOs ¥ A1 Y05 ¥ 8
IREEIF, TIN 1 3 MoRIETT X5 4: TiN #.
TiO, ¥y X E 1] TiO, e, #FFL T4 1800 CH#ERE
455 TIN FIRIENT SisN,—TiN 5 FH B 7 i AH 2R
RGNS R, N & m R
SisNy—TiN &AW EHL AL H Bh o

1.1 kR

LL 85%[1) a-SisN, ¥3A&(SN-E10, 4iE>95%,
Fif2 03 um, HAUBEFHRAE)AEE, LL5%H
a-ALO; ¥ (TM-DAR , 4l £ >99.99% , Hi4% 0.3
um, H A KB ) & 5%8 Y05 ¥ (4
[£>99.999%, Kiff 3~6 um, JLRUZEREHER
ANENRREE B, FFEa AN 5% TIN ¥ (40
[£>99.99%, Fift 20 nm, & AEHF/RGKAEIERHY
HIRAT, SNTN). 5% TiO, # (2l E>99.99%,
Fift 20 nm, FEEEEZEAF, SNTO)VMZAKEG
REAE IR 5% TiO, ¥3 1 TiO, I X (SNTOS).  TiO, ¥k

& FE AR Bk 85.1 g BKIRIY T HE AN 20 g
ToK CEEFIN =300, e 1 h (idEid S
N 1000 r/min), AVE A; REHE 17 ¢ T/KLEE
5 10 g FMithBRORE AN 3 mol/L) R AL, NEHR
B; AW B @M IR A, ki 6 h (i
PR N 1000 r/min), HI73 TiO, . FilkEt%
L5 0 N 5 DU S 2 0 BR B G b ol o AT B Bk B
(3001/min, 96 h)FH &G A K TE, FIGTH
BISIRRA R W — RN AR
PPl L ol I AR e S il % SisN-TIN E A&,
Ho R BESE IR N 1800 °C, B HIINIE 30 MPa,
PRI R R E] 60 min, N, < /724 0.1 MPa.
1.2 #HmRIE

Be 4 5 R FE 2B B 0 % J5 K BB AR i ASTM
B962—17 KH] Archimedes HE/KEE & AR5 B,
FIFH R 2 RE B DA RO B R 1S A R . A A
D8-Advance B X HHZATHHACINA LS5 X AE I AH
MRS Cudll, FHE 40kV, EHI 30 mA.
FIF Nova NanoSEMA430 37 & 514 B 1 W0 BE 40
AR IS . FIF HXD-2000 A0 iR %
MEEAER Vickers B, #ifif 49N, {REITE 105,
R s be 2 &l FE s sm i, Wk R
(1.5 mmx2 mm>25mm), NAMNEREZ 5124 10 F1 20 mm,
IN#GER A 0.5 mm/min. A #3405 105 (SENB)
I E AR W, W55 R (2.5 mmxS mmx
S5mm), AN 20mm, JNEGERA 0.05 mm/min.

2 EREH®

2.1 SR

RFEZ 1800 CHEREL, 5, MX % EI AR
98.5% LA (a5 1), SLIAFEReLs AL, 1iH
TiN [RSRIEXT R B SiaN,—TiN 5 A &1 30
FEREIREL/N o

Kl 1 ik SNTN. SNTO Al SNTOS [f] XRD
ke B 1 TTUUE W, BrE IR RIE] B-SisN,
FAHA TIN M. 281800 Criibeds)n, a-SisN, 1E
R BIFIIE T 285N B-SisNg A, A

F1 SN, AZRRXHPRFHRT. TiN KR, HFZE. Vickers F8E . EREMBTETIME

Table 1 Grain size of the elongated grains, TiN sources, Relative density, Vickers hardness, Flexure strength and Fracture

toughness of Si;N, ceramic samples

Sample Grain size of the elongated TiN Relative Vickers Flexure Fracture
Designations grains/pm sources density/% hardness/GPa Strength/MPa toughness/MPa-m""?
SNTN 0.43+0.2 TiN 98.5 15.6+0.3 1058+78 11.2+0.6
SNTO 0.35+0.1 TiO, 99.0 16.7+0.4 986+76 11.3+0.4
SNTOS 0.34+0.1 TiO, sol 98.8 16.6+0.5 788+94 9.3£1.0
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o i j’L ollo e o 2 G I  ERUES . R 1 AR
Z Bk SR AR, B 3 N f bR A
flao 1 T I 2 RIEL 3 RTLLE A SR A S
¢ 1% oo B % de LWASEIS Z SNy VRS ri R T (AP R 7 o
o AR TS 5 70 A % AT . 1FE SNTN H i
SNTN ? A J i‘ % 0'? %Eﬁl*ﬁﬁﬁéﬁii(@ 2a), &%%%Eﬁé%i@{ﬁy‘j
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Fig. 1 XRD patterns of Si;N, samples

SNTO £l SNTOS H ] TiN A KJE T TiO, 5 SisN,
(R N, R FTRE™,
28i3N4(s)+6TiO,(s)—>6Si0,(s or 1)+6TiN(s)+Na(g) (1)
B 1 ATRUE H, 7E3FE SNTN He, Bk B-SisNy
FTIN AAh, FHEA RN LT g A, X g
HH T B4 Bh 7 ALOs-Y,05 5 SisNy By AR H ) SiO,
S S RRTE SE R R s AR, SRifT, ZEiREE SNTO
A SNTOS 1, & p-SisNy 1 TiN #H4N, iE460 5
O"-Sialon #(Si,ALO . Ny_)o XA e T RS
i, EE SNTO A SNTOS 111 TiO, 55 SisN,
RN R Si0, F SisNg B AR T 1 Si0, 45
SisNy K MJERL SN0 (W MW T FENQ)FR), 4
Si—O-N ¥R it L 73k B[ SiN; O ¥ e, SipN,O 7E
AR AR T A% A WK K o Bl A s B R 4k 2R 10T
ALO; 2B fE, ALO; HI1 Al-O FEETE RS H AN
BAC Sib,N,O Fh#s A 9 Si-N - 8, il 15 3 AH
Si-Al-O-N R FEA W N, MIaA RS MARE,
¥ 248 O-Sialon 703 HLAFI 78 VAH H AN 7 i
Hrit, O™-Sialon FITE R EIALE T ALO; 1BV %
B, NSRRI E) TR, giA RN FE ()
M)A b FEE(4)

%Sio2 +%Si3N4 — Si,N,0 Q)
X . X .
1_5 slzNzo+§A1203 —Si, AlLO, N, (3
l(2—x)Si N +l(2—x)s10 +
4 Ty : 4)

N2—X

I+x

A, RFE SNTO 5 SNTOS H O'-Sialon
I 35 5 A AH A, BE SNTO H O'-Sialon AHIE RS,
BN 8.7%, ilFE SNTOS ' O'-Sialon FHIE 5555 ,
FERN 12.5%.1X 52 H T 30FE SNTOS H BT FH ) TiO,

%Alzo3 —Si, ALO

(¢) Microstructures of SNTOS

Bl 2  Si;N, M el e o i i) Ao sR
Fig. 2 Microstructures of polished surface of SizN4 ceramic
samples
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Fig. 3 Grain size distribution of Si;N, ceramic samples

SNTO 5 SNTOS -tk ik ELARH4H /N (B 2b 1
c), KR i B4 P48 43 1) 29(0.35+0.1) pm FTE] 2
(0.34+0.10) pm, @R/ A A2 (B 3b ATE 3c).
AR, 7EEE SNTO 1 SNTOS Hids & BUCHR fki (B
Pl 2b R 2¢ AR FE AT )
ESCRR21]) 0T H1: ZBCIR kA O'-Sialon AH. U
SNTN. #Ff SNTO FHAFE SNTOS H TiN [R5

, 454 XRD i i

FAMFEGE 2 FEEkAR), BAREEE SNTN 5
SNTO AR TiN 5 TiO, KIkiA2H[E, HZ#)E
Begk s, WFE SNTN B TiN Fikiik, ik SNTO
HTIN RLAR RN, X2 BT SNTO H1 TiN
ST TiO, 5 SisNg R AT [ SIE R« 5 i SNTN
5 SNTO L, 1FE SNTOS o TiN HkL4% 5 /N E
2¢ HETLATR), XEZRH T SNTOS H11
TiO, ¥ I &K G BRI AR T /N A B3 21 1
TiO,, FF&MNAR TiN. Kitk, ik SNTN 7L,
e SNTO A1 SNTOS F A 41441 5 4l 1) 1 Jis [
2 T 1 TIN BRSO3 51 B4/, SizNg
iR E AR K R A B B AL 3 A ELAS R ) 28 A
WKL TIN f O'-Sialon A7 A4 BRI iy ST HL AN,
HET A B-SisNy dbL AR . Fk, 4LL TiOo, #r
A1 TIO, ¥R TIN FIRIEI AT 3RA SisNy fhki 5
TiN FIURL AR5 2140 /N 1) SizNg—TiN B AP % .

Kl 4 iR SNTO #iltm it oz A Bl . A
4 TUABEAEH, WA Siv Ny Oy Al Y F1 Ti
AR E, EKARFRFI SRR AL O JTCRER
b, IRk R SisNg ik Ti TR E B
B, NuEBHESE, SicaMntil, X
B B TINg ALY I ARAHx 441, 14
B AGERPE P T B Si—Al-O-N-Y IHIEAH .

# 1 iAFE SNTNLSNTO F1 SNTOC ] Vickers
MRS P amEFIWT 2. R 1 ATRLEH, 3K
F£ SNTN (1] Vickers ffi B 5K A(15.6+0.3) GPa, i
FE SNTO 1 SNTOS ] Vickers fifi J5 %5 7 HLIEAA A,
439 °9(16.7£0.4) GPa F1(16.6+£0.5) GPa, iX 1] At /& i
TFE SNTN wr i ki B K, Tl SNTO
SNTOS fRii4n . iFE SNTN. SNTO 1 SNTOS
(BT 9k 22 AR K, 40l (1 058+78) MPa.
(986+76) MPa #1(788+94) MPa. LA TiO, V& N5 —
AN I 7] PR RE e 25 i B AR 19 Do R A2 e T R
SNTOS 1 O-Sialon & &EH . W78
O'-Sialon PrEMPERAE, (HIEEERK: #4LL TIN
ol e i N 1 1 N 7 R 3 ol - S =T )
SisN,—TiN ZAHF & . A SNTN F1 SNTO [l
TR 2R AR K, 4 5 9(11.20.6) MPa-m'?
F(11.320.4) MPa-m'?, ik FE SNTOS [ 447 1
A% (9.3+1.0) MPa-m'?. Kleebe 15 1%, & &k
JUSFAREE, 5 SR A 27 P TR (1) W 24 M 52
Wi 56K

B 5 AR W SRR Ao AL S AT AR
EE SNTN ARFE SNTO (B BHRE . fFER %
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(1) R P I (an P Sa AT Sb &Sk TR .
BEARAFE SNTOS KRB EA/NHEREZ,

EARRE B W 2 (B Se), 31X 3B BT IR AR
SNTOS HF{ER: % ) O'-Sialon, ] O'-Sialon [1]
IREE R AFAE BRI, H O'-Sialon &4k 5B FM 2
) s R R, ABCE W R R R B
BEZMEbR IS, BOAFE SNTOS B 1

(a) Microstructures of SNTO

(@O0

K. Bk, TN PRI AL SisN,-TiN P
D1 PERERC MBI . 4 LA TN A28 AU InFRIE
AT SRAF AL (TS B AN W B, R A
2P TiO, AR M INFIR, WRERE, HITE R
FERYMG. Wit S SNTN ZHIAK: 4L TiO,
NS AR IR, RS SNTO ZHIAK,
R0 25 5 2 R I R M 35 3K

()N

4 B SNTO #DbTH BAMIESR I Siv Ny O. AlL Y #1Ti e &40
Fig. 4 Microstructures and compositional maps for Si. N. O. Al. Y and Ti of polished section of SNTO

(a) Fracture surface of SNTN

(c) Fracture surface of SNTOS

K5 SisN, i A i

Fig. 5 Microstructures of the fracture surface of Si;N, ceramic samples
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1) 4 PL TiN # A 58 ZAR AR, 3R P AAE
7E B-SizNy Al TiN A, SisNy ik 5 TiN S0k B K,
T B 350G N (15.6£0.3) GPa, 5 5 ALK 4 ) M e v
528(1 058+78) MPa #1(11.2+0.6) MPa-m'?,

2) HLL TiO, A% AHA IR, R ik
¥l ] O'-Sialon #H(8.7%), SisNy ki 5 TiN ki 15
SJOH/N, W N (16.7+0.4) GPa, BREERYAC A
(986+76)MPa, W41t J(11.3£0.4) MPam'?.

3) ML TiO, IR E AR IR, A
WA 2] O'-Sialon #H, T TIN FUkL B N3 ) 4/
FO™-Sialon AHH &l FHET FLAASAEAT BAAE I 2]
g/, 5 9(16.6£0.4) GPa, {HHIT O-Sialon
A R R(12.5%), T80 W R RAR,
5 9(788+94) MPa H1(9.3+1.0) MPa-m"2.

4) LB TIN PISRIEXT R B4 SisN,~TiN & A
Ve B P s AT S B 24 DL TiO, B N 38 — ARSI
B, AR B M. SRE TR AE
] SisN4—TiN &4 g Z 1kl
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