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R. N. Datta
Flexsys
TESPT
TQ330.38*5 B 1006-8171 2005 01-0032-08
1
TESPT 1 2 3 4 5 6
TESPT 6.7 6.7 6.7 5.4 54 5.4
MA 0
TESPT Perkacit TMTD 0 02 0 0 0
y Perkacit TBZTD 0 02 0 0 0.2 0.2
SBR Buna VSL50-25-1 103.13 BR Bu-
TESPT na CB10 25 KS 408 gr 80 8 3
2 6PPD 2 PEG 4000 3.2 Santocure
TBBS 1.7 Perkacit DPG 2 L5
benthan Polymix 150 L
10 1.2 50 ~70 C
10 min
SBR + BR 31,2 Lo
1/2 L
TBZTD 30 C 90 C
114
TMTD r- min"' 125 C 72
TESPT r- min"' 130 ~ 135
C 5 min 150 ~ 155 C
ASTM
1
1 Werner RPA
& Pfleider 5.0 L AM M,
0.7 50 C 30 M, lo M,
r- min”' 6 min Schwa- log  Los 90%
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95% AM ML 1 +4
Fontyne TP-400
- ISO 37
ISO 34/1 DIN
ISO 4649
ISO 815/91 ISO 48 100 C
3d ISO 188
11 kg 0.045 cm 30 Hz
100 °C 1 h ISO 4666/3
1982
1% 15 Hz 60 C
Metravib Visco VA2000
E,
E" tand
Inova-<400MHz Varian
1700 "H-NMR TMS
75 C
120 C
HPLC
LC-MS - HPLC MS
1 HPLC

°
° Zorbax Rx-C-18 250 x4.6 mm ID
5 pm
L 95/5 /

1

2 mL- min~

° 10 mL
° 254 nm

35 mL- min "'

° 10 mL
. 200 ~1 500 Da
o 3.5 kV
. 0.5V
° 5V
. 10V/30V/60V
° 60 C
. 650
ESI M+H *
m/z T+1
'"H-NMR
TESPT/
1 240 mg 1.0 mmol
TMTD 544 mg 1.0 mmol TBzTD 3
mL 539 mg 1.0 mmol
TESPT
2 TESPT
0.2: 6.7 TMTD TBzTD 85 C
60 min
TMTD 150 °C TBZTD 130
C TESPT
"H-NMR FI-MS
170 C 15
60 min
3 90 C
1: 2 TMTD TBzTD
TESPT "H-NMR
TMTD
75 C TMTD
TBZID  TESPT 10: 1
75%
10°C 6d

'"H-NMR
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34
13 A” 13 B” 3.2
120 C TMTD
TESPT  TBZTD  TESPT 1: 7
0.25 60 min
DSC Mettler Toledo Stare System 3
°C- min~' TMTD TBzTD TESPT
0 5 10 5 20
ﬂ‘fﬁl/’min
2 1 170 °C
2.1 TBzTD TMTD = 2 TMID 3—TBaTh
75
2 1 3
TMTD  TBzTD gy
1 g
P
TMTD TBZTD ¥ oosr
TMTD  TBzTD TMTD
TBZTD 1 TBZTD . ;
0 10 20 30
TESPT 1 Bl /min
TBZTD 4 2 nre
1
1
TESPT
2
4 2
170 C
TBZTD L
z o0 los MA
1 2
TMTD 1
3
170 C tos
3
2 170 °C
TBzTD TBzTD
1 2 3 4 5 6 4 TMTD
3 6 7
ML 1+4 100°C 72 72 72 78 718 70
AM/ N- m 2.26 2.26 2.22 2.22 2.19 2.20 3
i,/ min 1.10 1.00 1.00 0.75 0.75 0.85 TESPT 4
top/min 9.2 6.3 8.1 81 49 5.2
Los/min 12.1 8.5 11.0 11.2 6.4 6.9 4
1 170 C 2 TBZTD 5
121 C
1
6
TBzTD TMTD
TBzTD TESPT TMTD TESPT



1 R. N. Datta. 35
5
4
TMTD TBZTD ! 2 3 43 6
E'/MPa .5 114 1.5 125 11.6 11.7
TESPT 25 6 E"/MPa .37 1.23  1.38 1.53 1.34 1.35
TMTD tand 0.119 0.108 0.120 0.124 0.116 0.115
/ 4
5 TMTD TBzTD
tand
3 TBzTD TMTD
b 2 3 4 5 6 2.2 TESPT TMTD TBzTD
IRHD / 79 79 78 78 78 78
100% /MPa 3.0 3.0 3.0 2.7 2.8 2.9
300% /MPa 11.9 11.8 11.6 10.5 11.1 11.2 TMTD  TBzTD
/% 380 400 370 410 430 420 4
/ kN- m~! 50 57 50 50 55 55 H,C - CH,
/mm? 130 110 120 135 120 120 N 7 »N/
/% 7 s—s N
H,C CH,
x72 h 7 6 7 8 1 1
100 °C x24 1 33 30 36 40 32 30 a TMID
1 3 -
100 C x3 d 4 \ﬂ S S\ ﬁ/—\
IRHD / 85 83 8 84 8 83 /_\7/N%g7g>*N\7/ N\
100% /MPa 4.9 45 50 4.6 4.2 4.6 c
300% /MPa — — — 16.7 16.0 16.2 b TBzTD
/% 260 270 240 300 300 310 4 TMTD TBzTD
/ kN- m~! 30 45 35 40 45 50 TMTD  TBzTD
/mm’ 160 130 150 165 140 130 TMID  TBs
TD 10° Pa
168 .
TMTD * 7 300 °C
164
£ X...J.bt » DBZA
4 DPG Pka DPG =10.2
1 160
B Pka DBzA =9.7
o sl
E TMTD TBzTD
et /
TB2TD *
148 ' : J ; ; .
0 05 10 15 20 25 30 35 TEPST
M, /MPa
3 My,
1
4 100 °C x1 h H-NMR TESPT  TBZTD
TMTD
1 2 3 4 5 6 TESPT
A§ /C 38 34 37 42 36 35 320 1 6.4 0.2
/% 6 55 55 12 6.5 6.5 ) ’
TBzTD 29: 1 TMTD
170 °C X tgs

13: 1
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3.60 x107° TMTD
1 1: 3.45x10°° TBZTD
TESPT TBZTD CH,
6 TESPT 'H-NMR
2.0x10°° CH, 1.8 x10°° TESPT
CH, 2.7x107° S, TMTD  TBZTD 35%
2.9x10°° S, 3.0x10°°  20%
x >3
TMTD 3.60 3.65x10° a b
6 TESPT TMTD TBzTD 1: 1
"H-NMR d x 10°
TESPT TMTD
/h Si—CH,—CH,—CH,—S,— Si—CH,—CH,—CH,—S, CH;—N
2.7 2.9 3.0 1.8 2.0 3.45 3.60/3.65
x=2 x=3 x=4
0 19 t 20 t 52 m 25 75 0 50/50
1 19 t 43 m 37 m 30 70 29 36/36
24 19 t 65 m 15 m 50 50 34 43/23
144 19 t 56 m 25 m 53 47 35 34/31
"H-NMR d x 10°
TESPT TBZTD
/h Si—CH,—CH,—CH,—S,— Si—CH,—CH,—CH,—S, —CH,—N
2.7 2.9 3.0 1.8 2.0 5.0 5.2 5.4
x=2 x=3 x=4
0 19 t 29 t 52 m 25 75 0 50 50
1 19 t 30 t 52 m 25 75 0 50 50
24 19 t 26 t 55 m 30 70 19 33 48
144 19 t 29 t 52 m 35 65 20 32 47
TESPT/ 1.0 CdCl, 0.33 mol- L°! 20 °C
7 a TESPT TMTD
"H-NMR d x 10°
TESPT/ y, y y TESPT TMTD
Si—CH,—CH,—CH,—S,— Si—CH,—CH,—CH,—S, CH;—N
mol- L~! C h
2.7 2.9 3.0 1.8 2.0 3.45 3.60/3.65
x=2 x=3 x=4
| 2.0 1.0 90 0.25 18 t 44 t 383 m 30 70 39 d 61 s
0.5 19 t 44 m 37 m 40 60 41 d 59 d
1.0 18 t 44 m 383 m 40 60 40 d 60 d
4.0 18 t 41 m 41 m 40 60 42 d 58 d
2 0.1 0.4 75 0.25" 15 t 54 t 31 m 43 57 21 d 79 d
3 1.0 0.4 90 0.252 19 t 32t 49 m 27 73 45 d 55 s
4 13 0.16 20 ~ 86 1 19 t 32t 49 m 25 75 45 55
TESPT 20 24 19 t 30 t 51 m 30 70 47 53
85 1 19 t 30 t 51 m 29 71 27 53
1 10 C TESPT/TMTD 0.6 2 14 d
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TESPT/TMTD 7.7
7 b TESPT TBzID TESPT
'"H-NMR 80 C
min d/ppm .
o TMID TMTD 13: 1 1h
CH,—N CH,—N 45% 24 h
3.45 3.35 85 C 1h TBz-
1 1 32 68 ™D 1 h
3 29 68
5 20 80 11% 24 h 50%
7 19 81 TBzTD TMTD
10 17 83
12 15 85
58 10 90 5
2 1 85 15
6 74 26
8 63 37 HPLC  LC-MS
10 33 4 TBZTD  TMTD TBZTD  TMTD
14 45 55
18 26 74 6
24 18 82 / 95/5
27 16 84
40 10 90
TESPT/ 7.0 1 2 TMTD TBZTD T™TD 273
TBZID 0.75 mol- L' TESPT TMTD/TBzTD 5: 1
120 C 90 C 2 min HPLC TBz-
N N _ EO Si ——— FE0 Si e
RN —(S—s>_ NI N S =) 0S—_ ¢ N
O O
CH
H,C S s CH, [ 0 S P
\ / \
N >N + Hpo siw U BO Sie .
I 0 5. — cH
H,C CH, [J 0 3
5 TESPT
100 N H
] RS
i o5t
2 =
/! A
I
JUL . JM ,
0 1 2 3 4 5 0 1 2 3 4 5
(8} /min BBl /min
6 TMTD TBzTD HPLC
A H3C\N%S ; N/i/ﬁ\
% .\
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TD/TMTD TESPT TMTD TBzTD
7 a b LC-MS
5 x=1~4 8 a
TESPT TMTD TBzTD b
HPLC
100 100
TBZTD [ {AS, (BHO) Si
(E10),5i S 3 ' s
: AN y”
el .
AS,
AS, 4o as) .
(3
1} . L A /\: S1
1 3 5 7 9 1l - .
g 11 13 15
B{E]/min A/ min
7 a TBzTD/TESPT 1/2 90 °C 2 min HPLC
100 100
(EtO).Si S CH, : (E10),81
L - "
S-5 CH, :
& BS &
w50 | ' Bg i 50
o ' ]
S!
BS, AK 3
0 2 4 6 8 10 12 0 2 10 12
£ /min o EdMl/min
7Db 2 min TMTD/TESPT 1/2 90 °C HPLC
8 a TESPT TMTD MS
S Mw
TMTD/TESPT 0.2/6.7 380 TMTD-TESPT +23 S=2 TESPT 497 529 562 433 429
TMTD/TESPT 1/2 358 TMTD-TESPT +1 S=2 380 TMTD-TESPT +23 S=2
241 TMTD M +1 267 TMTD M +23  TESPT 497 529 562 593 433
429
TMTD/TESPT 1/2 CAN / 429
1d 90/10
8b TESPT TBzTD MS
S Mw
TB2TD/TESPT 0.2/6.7 CAN / 545 TBZTD M+1 TESPT 497 529 562 433
90/10 707— TB2TD-TESPT +DBzA +
TBZTD/TESPT 1/2 532— TBZTD-TESPT +23 S=2 707—
TBZTD-TESPT +DBzA + 545 TBZTD M+1 567 TBZTD M +23
513 TBZID -S+1 577 TBZID +S+1 TESPT 497 529 562 593
TB2TD/TESPT 1/2 CAN / 567 513 577

1d 90/10




1 R. N. Datta.

39

TBZTD 8
NMR 120 C "H-NMR
TESPT/ 7: 1
25%
NMR 120 C
NMR
TMTD TBZTD
C =S —N
120 °C
TMTD 3.38 x10™° CH,
3.45x10°°
TMTD 12 min
90% TBZID 5.05x107°
5.15x10°°
120 C TBZTD
TMTD
TMTD
TESPT
TBZID  TESPT
100 510.0
M+1
-
g S0 7459
# M+237
512.3
318 5480 7468
. 42{1-3??4.4 | (58326517 748'4. 517.1

350 450 550 650 750 850 950

8 TBzTD TESHIJ”’/IZ‘ MS
DSC 1: 13 TMTD
TESPT 1: 29 TBzID  TESPT
85 C 1h DSC
9 DSC TMTD 135 C

TBzTD 150 C

TMTD
165 C TBzTD

175 C

il
2 mwW

9

20 20 60 80 100 120 M0 160 180 200 220

WE/C
9 DSC

1—TMTD  TESPT 2—TBzID  TESPT

TMTD  TBzTD

TBzTD

TESPT

TMTD

TESPT/TMTD  TESPT/TBzTD
NMR HPLC
LC-MS TESPT
TBzTD

TMTD

TMTD
TESPT
TMTD
TMTD TESPT
TMTD
TESPT DSC

TMTD

TBzTD

TBz-
TD

TESPT

TESPT TBzTD
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