Silicon metal 50 mm.  17.5 mm.
60 kg/cm2 41 10 110°C

4
4.1 ,

(DxL (mm) em3 ©
N0.L 50.15x17.55 3465 0941
No.2 50.15x17.30 A.15 4884
No.3 50.15x17.50 455 4914
No4 50.15x17.30 A.15 n1
No.5 50.15x17.35 A2 49,01
No.6 50.15x17.35 A5 021
No.7 50.15x17.40 A3H 4899
No.8 50.15x17.40 A3H 4944
No.9 50.15x17.35 A5 49,08
No.10 50.15x17.35 A5 4920

Avergae - AR 4914
STV - 0.16 0.18
143 g/lcm3 61.7 %

(—1.5-1.6 g/cm3 [Moulson,1979]
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4.2

421

4.2

Sample

No.l
No.2
No.3
No.4
N0.5
No.6
No.7
No.8
No.9
No. 10
Avergae
STDV

43

Temperature
('C)
1350
1375
1400
1450
1500

Commercial

?
Uniaxial Press Pre-Sinter
Bulk density % theoretical ~ Bulk density % theoretical
(glcm3 density (g/cm3 density
142 61.45 1.48 64.16
142 61.62 1.49 64.59
142 61.29 1.46 63.31
1.43 61.96 1.49 64.63
1.43 61.63 147 63.38
143 61.91 149 64.43
1.42 61.46 147 63.59
143 62.02 1.50 65.02
143 61.75 1.50 64.82
1.43 61.90 1.49 64.37
1.43 61.70 1.49 64.23
0.0057 0.2485 0.0014 0.6055
True density ~ Bulk density % Theoretical % Porosity
(g/cm3) (g/cm3) density

2.13 2.283 72.24 16.37

2.13 2.288 7240 16.19

3.07 2.317 73.32 24.53

3.09 2.426 76.77 21.48

KNI 2.596 82.15 16.53

2.99 2.669 84.46 10.73

34
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35

1200°C 10
1.49 glcm3 64.2 % (

! ' ) 34.32 cm3
3242 cm3 5.53 %
bulk density

86 —575—
84 82.2
82
%‘ 80 -
é Zac 76.8
8 76-
% 74 722 72.4
£
70
68
68
1350 1375 1400 1450 1500 Commercial
Sample
4.3 ?



422 Grindosonic

4.4
1 Tenrnat
Nitridation Average Young' STDV Number of
Temperature Modulus (GPa) (GPa) specimens
Pre-sinter (25JTm) 13.14 4.76 10
Nitride 1350°c 128.17 17.44 5
Nitride 1375°c 102.15 21.89 5
Nitride 1400°c 68.31 2.92 3
Nitride 1450°c 74.42 12.63 5
Nitride 1500°c 138.59 34.65 5
Commercial 255.84 8.38 3

Young ' modulus  %Porosity

300
255.84
250 -
&
200 -
L]
'9 150
g 100
S
50
0
10.73 16.19 16.37 16.53 21.48 24.48
%Porosity
44 Young ' modulus % porosity

Young ' modulus
% porosity



4.3

431
45
Nitridation Vickers Hardness
Temperature (HV)
Pre-sinter (25 ) 26.16
Nitride 1350°c 575.48
Nitride 1375°c 497.17
Nitride 1400°c 458.42
Nitride 1450°c 545.60
Nitride 1500°c 399.53
Commercial 780.30
26.16 HV
(

STDV

749
149.66
122.05
250.70
202.59
129.48
263.64

Tenmat

Number of

749

Testing
16
10
10
10
10
10
10

25

400-575 RV



43.2

4.6

Nitridation
Temperature (°C)
1350
1375
1400
1450
1500
Commercial

Mean Stress at Yield
(Max load) (MPa)

143.65
119.28
42.44
55.76
117.25
196.99

Young ' modulus

Three-point bending

STDV
(=)
21,50
1360
1269
1221
50.15
871

Tenmat

Flexural strength

Flexural Strength (MPa)

197.00

68.31

45

74.42

102.15

12817

Young 's modulus (GPa)

138.59

255.84



44

441

Sample

4.7

Average
STDV

44.2

4.8

Surface Roughness Average Ra (|im)

Feed (m/min)
0.00741
0.00855
0.01010
0.01235
0.01482

2.12
1.58
2.22
151
1.99

4.29 MPa

Critrical load (kN)

250
4.73
491
537
544
5.95

Cross-section area (mm2  Critical stress (MPa)

56.73
4141
5140
44.83
59.45

Speed (rpm)

315
4.52
4.61
4.40
4.75
5.03

400
4.18
421
4.49
441
4.52

500
3.83
3.50
3.89
390
399

3141
33.32
43.34
3381
3348
36.27
4.296

36.27 MPa

39



UNNIARFUBINITNAY (Mm2rev)

#2 Ra (um)

ANNUTUTECYBINY

4.6

Q0741 0.00855  0.01010 Q01235 Q01482

(/i)

7.41

8.55 10.10 12.35 14.82

ansnastlauiinn@a (mm/min)

4.1

40

o
ANNLTITAL (rpm)

=250

315



4.6
Ra
Ra

(MRRIV)

4.5

423

(x10)

Rating 1
Rating 2
Rating 3
Rating 4

29 |

314

2.9

48

4

4.5



42

100 pm

100 pm

100 pm

100 pm

(D)

3mm

48

(x10)

rating 4

)

rating 2 C) rating 3

)

rating 1

A



(rating)

(rating)

45

3.5

25

05

A 3mm
S compact
(1pm)
--------- 1150
-------- 685
.......... 480
0 01 02 03 04
(m/min)
() ! 4mm
S compact il
&t (1)
1150
685
480



© 5 mm
S compact

A == e S N s—

é 35 ANIFITAL (rpm)
é 2.5 1150
p= 3
‘s —i=i=1685
A S T "V e 480
fnsNstlauAena@INu (m/min)
48 )
(A) 3 mm (B) 4 mm (C) 5mm
4.10
49 9 3 mm
Surface Roughness Average Ra (Jim)
Speed (rpm)
.Feed (m/min) 480 685 1150
0.08 6.86 6.78 6.98
0.16 .18 6.55 7.05
0.24 1.76 158 123

0.35 8.25 .34 .13



Ra (um)

ANNLSEURA

410

Feed (m/min)
0.08
0.16
0.24
0.35

411

Feed (m/min)
0.08
0.16
0.24
0.35

480
6.88
1.2
1.56
147

480
6.05
.34
6.86
6.25

Surface Roughness Average Ra (
Speed (rpm)

685
.04
6.9
[N
1.23

Surface Roughness Average Ra (|4m)
Speed (rpm)

685
2
6.95
7.03
8.78

1150
6.17
6.85
6.20
117

1150
1,02
6.58
1.32
117

85

7.5 4

6.5 4

55

0.08

0.16

024

0.3

()4 mm

() 5 mm

ANIETDY (rpm)
y 480

m— 085

1150
._A_



Ra (um)

-

AMNEELRY

Ra (urn)

ANNIFITRL (rpm)

—
480

—&— 685

1150
+

5mm

ANIFTRU (rpm)

——
480

—m— 685

1150
——

0.08 0.16 0.24 0.35

(m/min)

4.10
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3mm

06
> 05
e
g (rpm)
g 04
» —— 40
€
g sy 020909090900 e U s | 685
S L AR <R I— 1150
‘% 02 -
g
=
3 0.1 4

]
80 160 240 350

4.10

4.10

ansIN2LauABNAIY (mm/min)

013
3 mm)
0.17
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4.13
A)1350°c B) 1375°c 0 1400°c D) 1450°c E) 1500°c F) Commercial
10
(1350-1375°C)
)
1400°c 1450°c ( )
1500°c 50 Jim
4.5.2 (SEM)
4521 Scanning Electron
Microscope Energy Dispersive Spectroscropy

mapping



414 (x50)  mapping RBSN
1500 ( )

4.15 (X50)  maping RBSN
1500 )



4511

RBSN

(1350°) 50
mapping

1400°c
mapping
1350°c
1450°c
mapping 2

1500°c
mapping 2

SEM

(A) 1500 °c (x200) (B) 1500 °C (X1500)

ol
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(C) Commercial (x200) () Commercial (x1500)

416 SEM 1500°
(Q00)  (x1500)

Scanning Electron  Microscope X200
X1500
1350°c 35 (4m
10-20 (X
oreoms 5-10 (4
1400°c 10 (4
20-30 (4m
1450°c
50 |4 fiber
1500°c 10 (4m
10 (4m

fiber



45.1.1 (fracture surface) SEM

(B) 1400°C (x500) (F) 1400° (x3500)



(K) Commercial (x500) (L) Commercial (x3500)

4.17 SEM (x500)  (x3500)



X3500

30

1 1450°c

4.6

46.1

4611

Scanning Electron Microscope

1350°c

1400°c

fiber

1375°C

1400°c

1450°c

1500°c

fiber

X-ray Diffractometer

X-ray Diffractometer

X500

X500

hexagonal
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500 Si

i

"“"k"’w"hll “ UJ A A«LJ&»M,JLJ\WMJ
0ﬂ;—~~ - Y—JO—J~A;—__ .T —— 1._._ el 4,1 e~

2-lhela

717 4.18 uansdaya XRD Mldannisasageudununtimmsiulaseduiiguugi 1350°C

o KI-04sld

a

LU KMJM J\”\M \J\AJ J )uk s

° i r PRSI IR e
e no IIIW 1

2-thelz

717 4.19 uanadiagys XRD "h“la’m’mnmsmaf-\mmuemwmumﬂu‘lmququu 1500°C

XRD
1350°c  1375°c  peak peak
Charles and Donald [1977] 1400°c



peak

20.59

4.12

Sample

Nitride1350°c
Nitride1375°c
Nitride1400°c
Nitride1450°c
Nitride 1500°c
Commercial

46.1.2

co

b

0.5

0.4

0.2

0.1

57

peak

(Integrated intensity) ~ peak a-SidN4  peak (101), 20 (Cukoc)
peak silicon  peak (111), 20 (CukQ) 28.48

Relative integrated intensity  peak Ot-SiaN4 peak  Silicon
Relative Integrated  Relative Integrated LS )
Intensity Intensity ~ peak _ ,
: , N§aa) A a-SiN4or )
peak Si 11t (X-SiaV4,
100.00 22.33 0.82
100.00 31.44 0.76
81.38 100.00 0.44
26.91 100.00 02
0.00 100.00 0.00
0.00 100.00 0.00

Calibration Curve — (a-Si3N4-Silicon

0 0.02 0.04 0.06 0.08 01
Weight fraction Si



1.0
08
S
04
0.2
0.0
0 0l 02 03 04 05 06 07 08
Weight fraction Si
4.20 Calibration curve Integrated intensty ~ Si a-Si3V4
Weight fraction S
[
N i
s[5 [
Qs o5
_§ B { Calculated
’ e NMETRBE From Jack &
L /4 Thompson (8]
1 b= 1
0.2 0.4 0.6 0.8 1.0
Weight Fraction - 8 SI3N4
421 Calibration curve Integrated intensity ~ Ct-Si3N4
Weight fraction P-Sia\4 [Charles and Donald,1977]
relative integrated intensity ,4.12 calibration curve
weight fraction silicon a-Si\4

P-SiaN4
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4.13 SiN4  Silicon Nitridation
Sample a- SiN4 (%) P- SiN4(%) Silicon (%)
Nitride1350°c 54 12 K
Nitride1375°c 63 4 33
Nitride1400°c 73 19 8
Nitride1450°c 55 44 1
Nitride1500°c 74 26 0
Commercial 8l 19 0
SiaN4
100 [ i
Temperature
4.22 Si3N4
a-SiN4
a-SiN4
XRD J3-SiN4

1400°c
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o
=4
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% product
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1330 1375° 1400° 1450°c 1500°c  Commercial

[ alpha-Si3N4 Dbeta-Si3N4 1 Silicon

4.23

46.2 Nuclear Magnetic Resornance (NMR)

A Wwﬂ”‘ﬂ WM "MW‘”M‘WWWWN"’“MM wwv«wwww

[ ECEtars P ! o R e s o e
40 2() 0 =20 =40 -60 -80 =100 —12() -14() —l()() - IRO —Z(K) —220

ppm

4.24 NMR 1350°c
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NMR a-SiN4  peak -48.21 ppm  peak S
peak -61.40,-79.58  -81.15 ppm Si02  peak -108.82 ppm
peak ( )

| |

1% N
Atiha) ﬂl}1,,64\‘.{«"..";,.\?W‘}’_‘M\J \‘«.,NJ i 1‘{1,"{;\,'.‘-'}\)“ adl H"\." M, /VJ \'Wﬂﬂw‘\ i, JgM}V,\.r’*/'mW"’J\v’%'J""-’\'“W“f Wt
4.25 NMR 1500°c
NMR
1350°c  peak 46,74 -72.78 ppm
SIN4  Silicon
1375°c  peak 4833 -73.49 ppm
N4 Silicon
1 1400°c  peak 48,743 7294 -110.35
ppm SN4  Silicon  Si02
1450°c peak -47.81 -60.71 -106.99
ppm SIN4  Silicon  Si02
1500°c peak -48.07 -60.66 1-102.14

-132.13 ppm N4 Silicon  Si02

ppm
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