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13. 'H-NMR spectrum of P4
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25. 'H-NMR spectrum of P16
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26. *H-NMR spectrum of P17
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Temperature(°C)
29. TGA thermogram of P1
DSC »> Temperature Program: Gomments:
Name:P1-héeating2 [C] [Cmn] [min] [sec] Operator Kai
4/ 4/ 3 16:41 1" 30- 300 20 f }0‘5
ple: P1 2* 300- O 40 n 0.5
4.37 mg 3 0 - 300 20 b 0s
rence: Al 4* 300- 25 40 0 05
o] mg
-0.400 F
-0.500
-0.500
-0.700 |
T 17 7.9C
: H\\ 0.01513268mJ/clegima
-0.800 | T
T~
\\R——‘—-——_—M__,_
~-0.900
-1.000 |
-1.100
126.0 14(l),0 ] 166,0 180.0 200.0 220.0
‘Temp. C

30. DSC thermogram of P1
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0
-10 I v I v I v I v I v I v I v I v I '
0 100 200 300 400 500 600 700 800
Temperature(°C)
31. TGA thermogram of P2
<< DSC >> Ternperature Program: Comments:
Data Name:P2-HEATING2 [C] [Cmn] [min] [sec] Operator Kai
Date: 4/ 4/ 3 18:18 1* 30 - 300 20 1 05
Sample: P2 2" 300- O 40 1 05
3.35 mg 3 0 - 300 20 1 0.5
Reference: Al 4* 300- 25 40 0 0.5
[o] mg
-600.0 - 86.00
-650.0 |
84.00
-700.0 )
82.00 |
% :
o -750.0; e
2 T | so.00{
\‘-_
-800.0 | . . u.a;gé.sa%am.udeo.mg {
™ i 7s.00
-850.0 \‘-~ — .
76.00
-900.0 |
74.00
-950.0 } ) . . . . .
120.0 140.0 160.0 180.0 200.0 220.0
yo Temp. C

32. DSC thermogram of P2
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o d
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33. TGA thermogram of P3
w2 DS == Tamparatuig Program: Commants;
Data Narma: P3-H2 [C] [Cea] [min] [sec] Cparator Kail
Craty A 45 4 13:51 1= 30- 300 2 1 0%
Sample:  P3 W0- 0 40 1 08
412 mg 3 30 - 300 20 1 os
Refarance; Al 4 300- 28 A0 o o8
o mg
B { 1800
-1.800 | |
[
-1.700 |
185.0
-1.800 |
i _—
% =1.800 | TT— - D.;rg;.ﬁaﬂqlﬁm_h’d-ﬁ.mﬁ 180.0
o o |
-2.000 | e . .
. T 1750
-2.100 ¢
2,200 |
170.0
.2.300 -
"e0.0 e0.0 100.0 1200 100 1eco  isoo
Thm Tamp. T

34. DSC thermogram of P3
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110 -

100 - —— P4 95%: 421.4°C
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0
-10 I L] I L] I L] I L] I L] I L] I L] I L] I L]
0 100 200 300 400 500 600 700 800
Temperature(°C)
35. TGA thermogram of P4
<< DSC >> Temperature Program: Comments:
Data Name: P4 [C} [Cmi] [min] [sec] Operator Kai
Date: 4/ 4/ 4 14:57 1* 30 - 300 20 105
Sample: Pa 2* 300- 30 40 1 05
353 mg 3* 30- 300 20 105
Reference: Al 4 300- 25 40 o 05
[s] mg
-1.000 |
160.0
-1.100 |
[ 155.0
-1.200
150.0
-1.300 | E
8 I O.;:g;,OC‘IBmJ/deg.mn 145.0 0
a ~1.400 - “\\ g
s}
500 \\\__ﬁ_/_///__\” 140.0
-1.800 | 135.0
-1.700 - 130.0
106.0 12‘0.0_" T 14‘00 . 166.0 718&)’.‘07 o 720(‘)(; o
yao Temp. C

36. DSC thermogram of P4
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0
-10 ! v ! v ! v ! v ! v ! v ! v ! v ! v
0 100 200 300 400 500 600 700 800
Temperature(°C)
37. TGA thermogram of P5
<< DSC >> Temperature Program: Comments:
Data Name:P5 [C] [Cin] fmin] [sec] Operator Kai
Date: 4/ 4/ 4 16:02 1 30- 300 20 1 05
Sample:  PS 2* 300- 30 40 1 05
3.53 mg 3 30- 300 20 1 0.5
Reference: Al 4 300- 25 40 O 05
o mg
|
-1.200 |
180.0
-1.300
160.0
-1.400
171.3C £
; J— _,—_‘_‘__\u 0.0837023mJ/deg.mg E
E ~0 3
-1.500 } ~ e 140.0 3
2 \\“-x\ 0
2 ~— :
-1.600 a]
120.0
-1.700
100.0
-1.800 |
120.0 140.0 160.0 180.0 200.0 220.0 240.0 260.0
Yo Temp. C

38. DSC thermogram of P5
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— P6 95%: 426.7°C

<< DSC >>
Data Name: P&

Date:

Sample: Pe

Reference: Al

DSC mw

T T
0

4/ 4/ 6 17:12

3.65

o

T T T T T T T
100 200 300 400 500 600 700 800

Temnerature(°C)

39. TGA thermogram of P6

Comments:
Operator Kai

Temperature Program:
IC] [Cmn] [min] [sec]
1* 30 - 300 20 1 0.5
2 300- 30 40 1 05
mg 3* 30- 300 20 1 a5
4 300- 25 40 0 0.5
mg

-1.200 -

-1.250 |

-1.300 |

-1.3s50 |

-1.400 |

-1.450

-1.5005—

-1.550 -

«I 180.0

160.0
183.7C

0.033988MJI/deg .M

140.0

S { 1200

DDSC uvwW/min

4 100.0

80.0

60.0

160.0

I . I
200.0 220.0 240.C

Temp. C

180.0

40. DSC thermogram of P6
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0=

-10 4—

<< DSC »>
Data Name:P7-H2
Date: 4/ 4/ 6 18:25
Sarple: P7
3.79
Reference: Al
o

T
100

Temperature Program:

1* 30

mg

mg

T
200

- 300 20 1
2 300-
3 30-
4 300-

T T T
300 400 500

Temperature(°C)

T
600

T
700

41. TGA thermogram of P7

Comments:
[C] [Cimin] [min] [sec] Operator Kai
05
0.5
0.5

05

30 40 1
300 20 1
25 40 0

T
800

-1.250 |

-1.300

-1.350

-1.400

DSC mw

-1.450

-1.500

-1.850 -

-1.800 -

1686.8C
0.0212214mJd/deg.mg

I
120.0
yo

140.0

180.0
Temp. C

160.0

42. DSC thermogram of P7
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EL

Weight %

110 -
100 +
90 =
80
70 =
60 =
50 =
40 <
30 =
20 =
10 <

04

—— P8 95%: 410.5°C

-10

DSC ==

Data Name: P8-2

Drate:

Sample: p8

Raferance: Al

DSC mw

Tim

=0. 400

=000 -

=0 SO0 -

-1.000 |

-1.100 -

A 4f T 22:47

T T T T T T T 1
0 100 200 300 400 500 600 700 800

Temperature(°C)

43. TGA thermogram of P8

Tamparaturs Program: Commants:

[C] [Cmn] [min] [sec] Operator kai
300 1 05

11

11}

o5

g0

F
2 22 mg 3
e

gugs
suan

30
300
5

[ —

o mg

140.0

120.0

8
o

12720
S Q.07 1 Daasrm. Ad e D

A
o
DDSC uWimin

40.0

40,0 0.0 80.0 100.0 120.0 1400 1600 180.0 200.0 220.0
Tamp. ©

44. DSC thermogram of P8
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LSRN BL A R RN R AN R AN L R
100 200 300 400 500 600 700 800
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45. TGA thermogram of P9

el DSC =
Data Nama: PE-H1
Dt Af i T 2348
Sample: @
3.24 g

Tempemaiure Program;
(el (Gl m

1* 30 - 300 20

= - 3

inj
1

Raferance: Al

-0.800 |

=1.400 |

=1.800 -

=20.0

Tim

4

00
¥ . 00
Wo- X5

&0 1
20 1
40 a

[se]
o5
o5
a5
0.5

Commants:
Opearator kai

40.0 80.0 800

1800
160.0

140.0

127 00
O.047E0BZmlideg. Mg

100.0

80.0

S " E——

120.0 140.0 150.0 180.0 200.0

Temp. C

46. DSC thermogram of P9

100.0
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-10 | SN B I SN R SN R A R AN R AN RN BN BN
0 100 200 300 400 500 600 700 800

Temperature(°C)

47. TGA thermogram of P10

<< DSC >> Temperature Program: Comments:
Data Name: P10 [C] [Cme] [min] [sec] Operator kai
Date: 4/ 4/ 7 19:30 ™ 30 - 300 20 1 05
Sample: p10 2 300- 30 40 1 05
4.1 mg 3 30- 300 20 1 0.5
Reference: Al 4 300- 25 40 o} 05
o mg
= 80.00
70.00
-280.0 |
4 60.00
- L 134 .9C
300.0 0.00496288mJ/deg.mg 50.00 é
; _— e T =
2 \\_ %
8 h—— T 4 40.00 O
o . 7]
320.0 hal
]
4 30.00
i
-340.0 20.00
10.00
-360.0
. . . . I
125.0 130.0 135.0 140.0 145.0 150.0
yo Temp. C

48. DSC thermogram of P10
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49. TGA thermogram of P11

<< DSC >> Temperature Program: Comments:
Data Name: P11 [C] [Cmin] [min] [sec] Operator Kai
Date: 4/ 4/28 20:44 1* 25- 300 20 1 05
Sample: P11 2* 300- 30 40 1 0.5
2.95 mg 3* 30- 300 20 1 05
Reference: Al 4* 300- 25 40 0 05
o mg
94.00
-0.600 |
~.0.700 | 92.00
e
-0.800 -
S 170.5C 80.00
0.03684683mJ/deg. mg
£
g -0.s00} 13
= -~
3 T —— 88.00
S
0
0 9]
a -1.000} »
8]
86.00 O
-1.100 |
84.00
-1.200 -
-1.300 | 82.00
. . 1 ; L . . A
120.0 140.0 160.0 180.0 200.0 220.0 240.0 260.0
Tim Temp. C

50. DSC thermogram of P11
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51. TGA thermogram of P12
o DSC == Temperature Program: Commaenis:
Data Mams:P12-H2 [C] [Can] [min] ([sec] Cparator Kai
Datm; A4F 4528 18:32 1* 25. 300 20 1 0s
Sampla: P12 @ ¥0- 30 40 1 o5
3.08 mg 3 M- 3N 20 1 o5
Reference: Al 4" 300- 25 40 o L1
o mg
-0.600
=0 800 .
187 .2
- 0.033268m.J/deg. ma
g —
3 =1.000 —
Q
w
]
-1.200
=1.400
=1.500
B0.0 'I{JlI:J.D 120.0 'IAID.G 1&1-10 1 Bl;').ﬂ ZD-;I:I.D 224}.0 240.0 Z80.0
¥o Temp. C

52. DSC thermogram of P12
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53. TGA thermogram of P13

<< DSC >> Temperature Program: Comments:
Data Name: P13 [C] [Cmie] [min] [sec] Operator Kai
Date: 4/ 5/ 2 18:01 1* 30- 300 20 0 0.5
Sample: P13 2* 300- 30 40 [} 0.5
3.68 mg 3* 30- 300 20 0 0.5
Reference: Al 4* 300- 30 40 0 0.5
o] mg

-0.600 |

-0.800
; 152.2C
£ 0.0208815mJ/deg.mg
Q
0]
0 1000}

—
-1.200 |
-1.400
) . L . ) 1 ;
80.0 100.0 120.0 140.0 160.0 180.0 200.0 220.0

Tim Temp. C

54. DSC thermogram of P13
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55. TGA thermogram of P14
<< DSC >> Temperature Program: Comments:
Data Name:P14-H1 [C] [Cmi] [min] [sec] Operator Kai
Date: 4/ 5/ 2 18:58 1* 30- 300 20 0 0.5
Sample: P14 2* 300- 30 40 0 0.5
2.65 mg 3* 30- 300 20 0 0.5
Reference: Al 4* 300- 30 40 0 0.5
] mg
j 60.00
-400.0 |
-500.0 | 40.00
134.4C
0.0853008mJ/deg.mg
-800.0 T
5
4]
(7]
0 -700.0
0.00
-800.0 |
4 -20.00
-900.0 -
8(;.0 100.0 12C‘J.0 14(‘).0 16(I).0 18(;.0 ZOl0.0 226.0
yac Temp. C

56. DSC thermogram of P14
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57. TGA thermogram of P15

<< DSC >> Temperature Program: Comments:
Data Name:P15-H2 [C] [Cmn] [min] [sec] Operator Kai
Date: 4/ 5/ 2 19:58 1* 30- 300 20 0 0.5
Sample: P14{ 2* 300- 30 40 0 05
2.2 mg 3* 30- 300 20 0 05
Reference: Al 4* 300- 30 40 0 0.5
(o] mg
200.0
100.0}
0.0
3 -100.0 |
3
2
= - 144.8C
0 -200.0f 0.0511792mJ/deg.mg

-300.0 +
-400.0 |
-500.0
. . L . L
50.0 100.0 150.0 200.0 250.0
Tim Temp. C

58. DSC thermogram of P15
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59. TGA thermogram of P16

<< DSC >> Temperature Program: Comments:
Data Name:P16-H1 [C) [Cima] [min] [sec] Operator Kai
Date: 4/ 85/ 2 20:51 i* 30- 300 20 0 0.5
Sample: P16 2* 300- 30 40 0 0.5
2.28 mg 3* 30- 300 20 0 05
Reference: Al 4* 300- 30 40 0 0.5
o mg
0.0L
32.00
-100.0
31.00
-200.0
=
3 £
3 300.0 %
8 T 30.00 ;5
PSR
a 140.8C 8
0.0414637mJ/deg.mg a
-400.0
29.00
-500.0 ———
28.00
-600.0
-700.0 . . | . I ; : . . .
60.0 80.0 100.0 120.0 140.0 160.0 180.0 200.0 220.0 240.0
Tim Temp. C

60. DSC thermogram of P16
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61. TGA thermogram of P17

= DSC == Temperature Program: Comrmants:
Data Marma:P17-H1 [C] [Cme] [min] [eec] Ciparator HKai
Dot a4 5/ 2 21:45 1" 30.- 300 20 [} 05
Sarmple: P17 2* 300- 30 40 [+ ns
e mg ¥ M- M0 30 o 05
Refarancs: Al 4* 300- 30 40 L] o5
La] g
100.0
=0, 500
=0.800 80.0
=0. 700
2 o DaEASm.d s0.0
£ -0.800 : e UL
o
w
a =0. 900
40,0
=1.000
20.0
=1.,100
-1.200
i 0.0
B80.0 100.0 120.0 140.0 180.0 180.0 200.0 2200
ymo Tamp. C

62. DSC thermogram of P17
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63. TGA thermogram of P18
<< DSC >> Temperature Program: Comments:
Data Name:P18-H1 [C] {Cimin] [min] ([sec] Operator Kai
Date: 4/ 5/ 2 22:37 1 30- 300 20 0 a5
Sample: P18 2* 300- 30 40 o] 0.5
4.84 mg 3 30- 300 20 0 a5
Reference: Al 4* 300- 30 40 0 0.5
0 mg
-1.100 L 140.0
130.0
-1.200 -
120.0
£
3 £
E Slclole) ‘ T ———e . 137.7C ;
0 *\\:< . 0.0199085mJ/deg.mg 110.0 ‘:)s
(g - {\‘\ 8
T e T a
-1.400 100.0
90.0
-1.5600 -
80.0
BC;.O 10‘040 126.0 140.6 S 16(I).0 18(').0 200.0 220.0 i
yao Temp. C

64. DSC thermogram of P18
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Filename:
Operator ID:
Sample ID: P5

C\TGA file\skyking\P5.tg1d
rabby

Sample Weight §.261 mg

105

100 +

3 g g
R _

@
=3

Weight % (%) —— ——

300 350 400 450 500 550
Temperature (*C)

600 650

2003/5/22 T4 12:47:50

700

.00°C to 700.00°C at 10.00°C/min

65. TGA thermogram of P19

Filename: C:ADSC file\skyking\3 3£} 5€\p5-2.pdid
Operator ID: sky
Sample ID: p5-2

‘Sample Weight: 2.700 mg

13.78 ]

138
134 —
132 {
13.0 4

12.8 4

Tg: Half Cp Extrapolated = 144.520 °C

Heat Flow Endo Up (mW) —— ——

120
11.8 -
16+

114 -

Delta Cp = 0.130 Jig**C

1125 4 : : B
16.53 40 80 80 100

120 140 160 180 200
Temperature (°C)

2003/5/21 £ 11:13:35

1) Heat from 30.00°C to 120.00°C at 20.00°C/min
2) Hold for 180.0 min at 120.00°C
3) Cool from 120.00°C to -60.00°C at 100.00°C/min

66.

4) Hold for 5.0 min at -60.00°C
5) Heat from -80.00°C to 300.00°C at 20.00°C/min

146

DSC thermogram of P19

250



