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)2 4 ( 2000, 3000, 4000, 6000rpm)
120 30 (bake)
(Gaertner Scientific)( ) L116A (Ellipsometer) (400 120
0 ) . , CaF, 2
(b) 2 CaF, 1 x 0.80" ) , 632 (Deuterium Source), 658
(photomultiplier) 485 (Keithley 485 picoammeter) , (
) 234/302 (file)
©) (@) 2 ( 2000 4000rpm) CaF
. 120 30
, CaF,
(d , 386(GRAMS386) (KALEIDAGRAPH)
, (CaF, CaF, ) (abs/mic)

(clearing dose)"

( mJ/ )
NB—OAc NB-OH (Posner) [ Tetrahedron, vol.32, 2281 (1976)] (Davi
es) [J.Chem.Soc.Perkin I, 433 (1973)] . (Adelman)
[J.Org.Chem., vol.33, 1400 1410 (1968)] ,
CH, =CHCH, C(CF3),0H  CH, =C(CH3;)CH, C(CF3),0OH
. . 3 -
(Honshu Chemicals) . [(n ®—MeCHCHCH,)PdCI],
(Reinmuth) [Macromol.Rapid Commun., vol.17, 173 (1996)]
1
1,1- ( ) (HFIBO)
CH,=C(CF3), (25 , 40g) , NaOClI (-5 -3 , 100 NaOH
50 % 50 15¢g ) , (
phase transfer catalyst) 0.5g -2 2
1 1 30
(-78 ) 42 /760m
mHg 37.5g( 86%) , 1,1- ( )

1H NMR (8 ) 3.28(s). ¥ F NMR(3 ) 73.34(s). ' C {H} NMR: 46.75(s), 54.99(sept, 37Hz), 126.76(q,275)
IR(gas, major): 1404(s), 1388(s), 1220(s), 1083(s), 997(m), 871(m), 758(w), 690(m), 636(w) -1.c
4H FO : : C,26.68, H, 1.12. : C, 27.64, H, 1.10.

2

CH, =CHOCH, CH, OCH, C(CF3), OH(VE—F—OH)
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5% 14.29(0.59mol) DMF 400 ) 10 2—
41.69(0.47mol) 30 . DMF 250 1
. 20 23 1,1- ( ) ( -
, HFIBO)(85g, 0.47mol) 1 : 22 )
1 DMF 29 0.1 250
, 10% pH 8
50 59 0.5 (Kugelrohr) 89g(71%)
1H NMR (8 , CgDg) 3.12(d,2H), 3.28(d,2H), 3.60(s,2H), 3.90(d,1H), 4.07(d,1H), 6.20(dd,1H). 19 F NMR
(3, CgDg) —76.89(s).
CgHyo Fs 03 : : C,35.83, H, 3.76, F, 42.51. : C, 35.13, H, 3.92, F, 41.40.
3
- NB—-Me—F—0H
, 95% 28.8g(1.2m
ol) DMF 400 .5— —2—- (NB—ME—-OH, 108.6g, 0.875mol) 30
3 11— ( ) (
, HFIBO)(173.2g, 0.96mol) 2 .
72 .DMF 45 1 : 30
300 : 2x 25 :
3x 100 : , , 65 87 0.1
. NMR DMF )
100 ,  4x 200 , , , 70 80
0.1 ( - ) 233.99(88%)
, 12" (Vigreux) 0.1 52 53
'HNMR (5 ,CD,Cl,) 0.5 4.3( , 12H), 5.90, 6.19  6.26(m,2H). '®* FNMR(3 , CD,Cl,) —
77.4(5).
Ci Hyg F O, : : C,47.37, H, 4.65, F, 37.47. : C, 46.15, H, 4.69, F, 37.96.
4
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CH2 :C(CH3 )CH2 C(CF3 )2 OH

800 , —80 , 100g(0.6mol) 2-—
68g(1.2mol) . 72 . 10
. 200 12"
136g . 12"
210g(79%) (200 72 ).

1H NMR (3 , C¢Dg) 1.51(s,3H), 2.30(s,2H), 2.57(bs,1H), 4.52(s,1H), 4.70(s,1H). 2 FNMR(3 , C¢Dg) —
76.9(s).

5

CH, =CHOCH, CH, OCH, C(CF3), OH

200 CH, =CHOCH, CH, OCH, C(CF;), OH 53.6g9(0.20mol), 3 - 75 0.2g
52( ) 0.5g . ,
, 30g(0.30mol) . 50
18 346psi 196psi
44 62.19(74%)

'H NMR (5 , THF—dg) 2.4—-2.8(m,2H), 3.6—3.9(m,6H), 4.38(bs,1H), 6.6(s,1H). *° FNMR(3 , THF—-djg)
-77.2(s,CF3; ), —-110 —125(m, CF ,).

BE , 50.3 % 497 %

DSC: T,11C. (THF  1%) 0.865. GPC: M ,=268400; M ,, =477600; M, /M,=1.78.  : ' C,3
2.45, H,2.40, F,47.95.

0.262N

6
TFE B S
200 14.19(0.15mol), - 45.69(0.15m
ol), 1,1,2— 75 16N 1.2g . ,

, ) 45g(0.45mol) . 50
18 .

50 3.5¢
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1H NMR (5 , THF—=dg) 0.6—4.0( ). FNMR(3 , THF—dg) —78.8(s,CF 3 ), —100 —125(m,
CF,).
19 = , _
1.76:1
GPC: M,=6600; M, =14100; M, /M,=2.13. DSC: T ;=106 . : : C,48.23, H,4.47, F,28.87.
7

B e N

, - 30.0g(0.099mol) 30
. 100 Cl, (PCy3), Ru=CHPh 0.81g
(9.9x 10™* mol) . . 10
. 24.7¢ . 1H NMR( —d%)
( (tacticity) ).
/
n
CF3"IIN
cF.* oH
(0.262N )
Cl, (PCy3), Ru=CHPh 01950—-4098 7 (Strem
Chemicals)
8
@cx—xzocx—l 2CCCF 33208

, [(n 3 —MeCHCHCH, )PdCI], 0.39g(0.99mmol) 0.

68g(2.0mmol) 90 . 20 .
AgCI . - 30.0g(0.099mol)
50 ;
14.2¢ . IHN

MR(CD,Cl,) (



(Risse W.)

9

7
10.8g,

"P",1.00

CF3“|I--
CF3° OH

(0.262N

[Macromol.Rapid Commun., vol.17, 173

( —
2.3g, t— 0.564g,
5( )%
—100CB /
(orient) .

(Mathew,J.P.),
(1996)]

)
0.45u PTFE

2.8g

—790)(Litho Tech Japan Co. Resist Development Analyzer) (Model—790)

(HMDS) 6 1000rpm 5

5000rpm 60

. 6
120 60

IEL Model-82421 Solar Simulator) (1000 )

248

248
18

120 120

-W, 2.38% TMAH

10

0.2199g(0.637mmol)
AgCl

y 1

, 0.45)

, 248

%—*CHZOCHZC(CFS)ZOH 46

[(n 3 =MeCHCHCH, )PdCI], 0.125g(0.319mmol)

40

6.46g9(21.2mol) 1.00g(10.62mmol)

7.48¢g

1H NMR(CD,Cl,)

15

5
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(Melia,J)

15( )%

3500rpm 10
—82421 (OR
30%
30 .
(TMAH) (ONKA NMD
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0.33
0.67
0
CF3I“?2
CF3;¥. OH
11
10 2.18q, 15.3¢g, t—
0.76g, 0.45p PTFE ,
5( )% 1.8g . -1
oocB / 5 , "pP",1.00
( —790)
(HMDS) 6 1000rpm 5 3500rpm 10
. 6 , 0.45p ,
5000rpm 60 120 60 . —82421 (10
00 ) , 248 30% 248
248 . '
18 30 . 120 120
(TMAH) (ONKA NMD-W, 2.38% TMAH )
12
NB—Me—F-OMOM
, ; 95%
4.05g(0.16mol)  THF 300 . 0 THF 30 NB—Me—F—0H( 3
) 46.0g(0.151mol) (exotherm) 8
, 5 1 . THF 20 (
) 12.0 (0.158moal) 10 3
THF 4x 20

43.29(82%)

. 40 50 0.13

1H NMR (8 , CDCl3) 0.4—3.3(m,9H), 3.45(3,3H), 3.80—4.10(m,2H), 5.00—5.20(m,2H), 5.85—6.00(m,1H),

6.10—6.20(m,1H). ** F NMR(8 , CDCl3) —74.6(5S).

- 23 -
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Cis Hig Fg O3 : : C,48.27, H, 5.22, F, 32.73. : C, 48.54, H, 5.57, F, 29.96.
13
NB—F—-OH
, 95%
19.79(0.78mol) DMF 500 . 5 —5-— -2
— 80.19(0.728mol) 15 . 30 . HFIBO(1
31g, 0.728mol) . . 40
DMF . 200 pH 8.0
3x 150 . 3x 150 150
) ) .30 60
0.15 0.20 190.1g9(90%)

1H NMR (5 , CD,Cl,) 1.10—1.30(m,1H), 1.50(d,1H), 1.55—1.65(m,1H), 1.70(s,1H), 1.75(d,1H), 2.70(s,
1H), 2.85(s,1H), 3.90(d,1H), 5.95(s,1H), 6.25(s,1H).

Cy1 Hip Fg O, : : C,45.53, H, 4.17, F, 39.28. : C, 44.98, H, 4.22, F, 38.25.
14
NB—F-OMOM
) . 95%
5.05¢g(0.2mol)  THF 200 . 0 NB—F—-OH 55.7g(0.192mol) H
6 . 2
( ) 15.2 (0.2mol)
THF 3x 50 .
. 30 47 0.13 ,
( , foreshot) , 47.19(73%)

1H NMR (& , CDCl 3) 1.40(m,1H), 1.58(m,2H), 1.68(m,1H), 2.78(s,1H), 2.90(s,1H), 3.45(s,3H), 3.50(m,
1H), 4.08(dd,1H), 5.08(s,2H), 5.96(m,1H), 6.11(m,1H). ° F NMR(5 , CDCl3) —76.8(s).

Ci3 Hig Fg O3 : - C,46.71, H, 4.82, F, 34.10. : C, 46.26, H, 5.03, F, 32.01.
15

VE—-F-OMOM
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) ) THF 300
95% 13.19(0.52mol) . 2— (45.4qg, 0.5mol)
35 . THF
1 , 0 HFIBO(93.9g, 0.52mol) .
40 . . 0
(41.8g, 0.52mol) 5
THF 100
, 30 0.13
9/1 /

82.39(53%)

1H NMR (3 , CDCl3) 3.44(s,3H), 3.75(m,2H), 3.85(m,2H), 4.04(dd,1H), 4.17(s,2H), 4.20(dd,1H), 5.10(
s,2H), 6.50(dd,1H). *® F NMR(3 , CDCl3) —74.4.

Cio Hiq FsO4 : : C,38.47, H, 4.52, F, 36.51. : C, 38.47, H, 4.69, F, 33.92.
16
VE-F-OH 3 - TFE (terpolymer)
200 VE—F—0OH 32.2g(0.12mol), 3 — 5.129(0.04mol), 3 — 40
30 , 0.5g 52( )
0.4g . , , TFE 249(0.24mol)
50 18 277psi 202psi
) , 55
41.69
HNMR (& , THF—dg) 1.45(s) 1.3-2.0( =32)(t— ), 2.6(m), 3.7(s), 3.8(s) 4.35
(m)( =60.8) (VE—F—0H). 1 F NMR(5 , THF—dg) —110 —125(m, =60.7, CF ,), —75.8(s, =
100).
'H 9 FNMR : - TFE
43 %, VE-F-OH 40 % 3 -
17 %. GPC: M ,=109200, M ,, =362900, M ,, /M,,=3.32. DSC: T =17.5 . : : C,36.25, H,
3.45, F,45.73. - 5 % , - ,
157 137 226 1 ,
17
VE-F-OH 3 - TFE
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VE—F—0OH 40.2g(0.15mol), 3 — 6.49(0.05mol), 3 — 50 25
0.5¢, 52 0.5 TFE 30g , 16 . (cha
in transfer agent) . 32.2¢g : NMR
, TFE 38 %, VE-F-OH 41 % 3 -
21 %. GPC: M,=3900, M, =11600, M, /M, =2.96. : : C,36.87, H,3.7
3, F,42.97.
18
VE-F-OH 3 - TFE
200 14.1g(0.15mol), VE—F—0H 20.1g(0.075mol), 3 — 9.69
(0.075mol), 1,1,2— 50 ,3 - 25 0.5¢g 16N 1.2¢g
; , 45¢g(0.45mol)
50 18
: THF
. , THF , 50%
, 29.4g
GPC: M,,=11600, M ,, =21900, M, /M,=1.89. DSC: T ;=46 . : : C,51.29, H,5.88, F,26.98. —
2— 5 % , - , 157
78.6 319 1 62.5 326 !
19
NB—F—-OH TFE
200 18.8g(0.20mol), NB—F—OH 29.0g(0.10mol), 1,1,2—
75 16N 1.2g : , , TFE 45g(0.4
5mol) . 50 18 .
. 10 . ,
, 75 13.99
9 FNMR(® , THF—dg) —75.7(s, CF 3 ), —95 —125(m,CF )
, TFE NB—F—-OH
4.2:1
13 C NMR(3 , CD,Cl,) 20—-45(  =448.63), 64(  =14.65), 74—-86(  =31.92), 114-128(  =149.5
6).
47 %, 40 % NB—F-OH
12 %. GPC: M,=7300, M, =11000, M, /M,=1.51. DSC: T =157 . : :C,51.47, H,
4.76, F,38.07.
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20

VE-F-OMOM TFE

200 VE—-F-OMOM 49.9g(0.16mol), 3 - 75 0.5g 52(
) 0.4¢g . , ,
249(0.24mol) . 50 18
288psi 178psi .
. THF(120 )
11 . 70

44.79(60%)

1H NMR (& , THF=d ) 2.58(m,2H), 3.40(s,3H), 3.67(s,2H), 3.68(s,2H), 4.17(s,2H), 4.37(m,1H), 5.08(

$,2H).*® F NMR(® , THF—-dg) —73.8(s,CF 3 ), —105 —125(m, CF ,).
YF , : TFE
51 %, VE—F—OMOM 49 %.DSC: T y=—21 .GPC: M,=82800,
M,, =304800, M ,, /M, =3.68. : : C,35.56, H,3.51, F,45.61.
21

NB—-F-OMOM TFE

200 18.89(0.20mol), NB—F—0H 33.8g(0.10mol), 1,1,2—

75 16N 1.2¢g . , , TFE 45¢(0.4
5mol) . 50 18 .

. 10 : ,

, 75 21.99
1H NMR(3 , CDCl3) 1.0-3.0(m), 3.45,4.0 5.0 (NB—F-0OMOM 8H ).
9 F NMR(® , CDCl3) —74(CF3) —-95 —125(CF ,)
NMR ) : TFE

46 %, 41 % NB—F-OMOM
13 %. GPC: M,=5600, M, =8400, M, /M,=1.51. DSC: T (=127 . : : C,50.01, H,4.35, F,38.89.
- 2— 5 % , - , 157
76.9 1.62 1! 44.8 192 1 ,
22

NB—F—-OH TFE
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200 NB—F—-0OH 58.0g(0.20mal), 1,1,2— 75 16N
0.8g . , , TFE 30g(0.30mol)
50 18 .
10 . , 100
7.1g

1H NMR(3 , THF—dg) 1.0—3.0(m, 8H), 3.3—4.1(m,3H), 6.8(m,1H)

19 F NMR(® , THF—dg) —75.6(s,CF 3), —95 —125(m,CF ;). DSC: T ;=142 . : : C,42.13, H,
3.62, F,45.14.
0.26M . - 2— 5
% , — , 157 67.5 127 1
52.3 140 1 ,
23

NB—-F-OH NB-F-OMOM TFE

200 NB—F—0OH 29.0g(0.10mol), NB—F—OMOM 33.4g(0.10mol), 1,1,2—
75 16N 0.8g . , , TFE 30g
(0.30mol) . 50 18 .
10 . , 100
7.29

1H NMR(3 , THF—dg) 1.0—3.0(m), 3.3—4.1(m), 5.0(s), 6.8(m,1H)

19 F NMR(® , THF—-dg) —73.8(s,CF 3), —=75.7(s,CF 3), —95 —125(m,CF ,).
19 F NMR , :NB—
F—OH 27 %, NB—F—OMOM 27 % TFE
46 %. 22 , 0.26M
. - 2— 5 % , -
, 157 69.2 240 1 54.9 217 1
24

200 18.6g(0.20mol), CH , =CHCH, C(CF3), OH 20.8g(0.10mol), 1,1,2—
80 16N 1.2g . , ,
TFE 45g(0.45mol) . 50 18
6.79
19 FNMR(® , THF—-dg) -75 —-79(CF3) -95 —125(CF ,)
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, TFE CH, =CHCH, C(CF3), OH
1:0.19
DSC: T4=132 . GPC: M,=5400, M,, =8200, M, /M, =1.52. : : C,50.62, H,4.61, F,42.76.
25
NB—Me—F-OMOM
- 1
57 ( 4 1 ) : ,
[(n ® —MeCHCHCH, )PdCI], 0.045g(0.11mmol) 0.08g(0.23mmol)
20 . 30 . AgCl
NB—Me—F—-OMOM 4.0g(11.5mmol) . 2
4 % , 0.2
2.19g
GPC: M,,=8253, M, =15073, M ,, /M, =1.83. : : C,47.83, H,5.34, F,30.31.
TH( —dg) ¥ c(CcD,Cl,) NMR
37 1a
o/CHz
CF:y,,‘
CF3""€
o
<o
/
0.26N ,
. — 2— 5 % , — , 1
57 2 . : 537 3.67
-1 644 3.63 1.

26

NB—-Me—F-OH NB—-Me—-F-OMOM

- (

=75/25) : ,

[(n ® —=MeCHCHCH, )PdCI], 0.24g(0.61mmol) 0.43g(1.2mmol)

30 : 30 . AgClI
: NB—Me—F—-OMOM 5.33g(15.3mmol) NB—Me—F—0H 14.0g(46.0mmol) (80
) ) 3 :

4 % ,0.2
9.69
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GPC: M,=13119, M, =17916, M, /M, =1.37. : : C,47.30, H,4.76, F,33.77. ° FNMR(5 , THF—dg)
—74.8[(CF3), COCH, OMe], —77.8[(CF 3), COH].

1H(cD,Cl,) ¥ c(cD,Cl) NMR A9F B CNMR
, NB—Me—F—0OH 79 % NB—Me—F—OMOM
21 % : 0.26N
, : - 2—
5 % , - , 157 2
: 562 345 1, 699 329 1.
27

NB—-Me—F-OH NB—-Me—-F-OMOM

- (
=80/20) . ,
[(n ® —=MeCHCHCH, )PdCI], 0.24g(0.61mmol) 0.43g(1.2mmol)
30 . 30 . AgCl
. NB—Me—F—OMOM 4.3g(12.3mmol) NB—Me—F—0H 15.0g(49.0mmol) (80
) ) 1 .
4 % ,0.2
6.39
GPC: M,=9838, M, =19384, M ,, /M, =1.97. : : C,46.38, H,4.27, F,31.98. ° FNMR(3 , THF—dg)
—74.8[(CF3),COCH,O0Me], —77.8[(CF 3), COH].
1H NMR( —dg) ¥ CNMR(CD,Cl,) 19 F NMR
, NB—-Me—F—OH 80 % NB—Me—F-OMOM
20 % ) ¥ CNMR NB-Me—-F-0OH
85 % NB—Me—F-OMOM 15 %
0.26N ,
28
NB—Me—F—-OH NB—Me—F—-0OMOM
- (
=85/15) . ,
[(n ® —MeCHCHCH,)PdCI], 0.24g(0.61mmol) 0.43g(1.2mmol)
30 : 30 : AgClI
. NB—Me—F—OMOM 3.2g(9.2mmol) NB—Me—F—0H 15.8g(52.0mmol) (80
) . 2 .
: 4 % ,0.2
9.0g
GPC: M,,=12636, M ,, =18889, M, /M, =1.49. : : C,46.12, H,4.68, F,35.79. ° FNMR(3 , THF—dg)

—74.8[(CF3), COCH, OMe], —77.9[(CF 3), COH].



1H(cD,Cl,) ¥ c(cD,Cl) NMR

, NB—Me—F—0OH
16 %
89 NB—Me—F—OMOM

6N

%

- 2— 5

703 297 1.
29

NB—-Me—-F-OH NB-Me—-F-OMOM

=90/10)

[(n 2 =MeCHCHCH, )PdCI], 0.25g(0.64mmol)
. 30 .
NB—Me—F—-0OMOM 2.2g(6.4mmol) NB-Me—F—-0H 17.5g(57.6mmol)

30

GPC: M,=11079, M, =19457, M, /M, =1.76.

TH(CD,Cl,) ' C NMR(CD,Cl,)
11 %
92 NB—Me—F—-OMOM

0.26N

%

30

NB—Me—-F-0OH

9g(0.49mmol)
30 .
NB—Me—F—-0H 15.0g(49.0mmol)

, 0.2
7.89

(Teflon, )

GPC: M,=10352, M, =19741, M, /M, =1.91.

1H NMR(CD,Cl,)

, NB—-Me—-F-0OH

2002-0012206

19 FENMR
84 % NB—Me—F—OMOM
13 CNMR NB-Me—F—0OH
11 % 0.2
% , - , 157
580 3.37 1,
- (
0.44g(1.27mmol)
AgCl
(80
3
4 % , 0.2
9.4q
: C,46.14, H,4.70, F,33.75.
L2 ENM

89 % NB—Me—F—OMOM
13 CNMR NB-Me—F—0OH
8 %

157
. , [(n 3 —MeCHCHCH,)PdCI],0.1
0.349(0.98mmol) 40
AgCI , 10
3
10 %

: C,46.28, H,4.81, F,34.22.



CF%‘
CF3’<

4 3.00 ',
. HBr/CI
- DUV(248 )
31

NB—F—OH

30 , 100%

1H NMR( —dg)

FaCr,

CF3

GPC: M,=13975, M, =183026, M ,, /M, =13.1.
0.26N
- . 157
: 1144 235 1,
32
NB—Me—F—-OH NB—-Me-OH TCDD-CO,tBu
157
0.65g(1.9mmol)

. AgCl
Me—F—0H 20.0g(65.7mmol)

8.9¢g

CH2

OH

OH

883

2002-0012206

- , 157
484 280 1, 56
, 1.16x% (Novolak)
, 1.1x —
NB—F—OH 32%

247 1.

[(n ®—-MeCHCHCH,)PdCI],0.37g(0.94mmol)

32 -

. 30
NB—Me—F—-0OH 1.17g(9.4mmol) NB-

- 4.99(18.8mmol)

600
, 0.2
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GPC: M,=10396, M, =17948, M, /M, =1.73. : : C,52.68, H,5.62, F,25.87.
13 C NMR( —dg) , NB—Me
—F—OH 53 %, TCDD—CO,tBu 20 % NB—Me—OH
27 % . - 157 2
: 605 371 1, 519 3.77 1.
33
22 TFE/NB—F—OH ( =60/40) 0.312g, 2— 1.800g,
1.648g, t— 0.080g, 0.45u PTFE ,
5( )% 0.160g ,
. —100CB / 4 " P,
< 100>
( -=790)
(HMDS) 6 1000rpm 5 3500rpm 10
. 6 0.2 PTFE ,
3000rpm 60 120 60
—82421 (1000 ) , 248 30%
248 248
30 , 20.5mJ/ (unattenuated dose)
18 : , 120
120
(TMAH) (ONKA NMD-3, 2.38% TMAH )
12mJ/
34
23 TFE/NB—F—0OH/NB—F—-0OMOM ( =60/20/20) 0.312g, 2—
1.801g, 1.648g, t— 0.080g, 0.45u PTFE ,
5( )% 0.160g ,
) —100CB / 4
" pP", < 100>
( =790
(HMDS) 6 1000rpm 5 3500rpm 10
. 6 0.2 PTFE ,
3000rpm 60 120 60



—82421
248
60
18

35

26
4.758g, t—

< 100>
( —790)
(HMDS)
3000rpm 60
—82421
248

30
18

36

27
4.758g, t—

< 100>
( —790)

(HMDS)
3000rpm 60
—82421
248

60
18

2002-0012206

(1000 ) , 248 30%
248
, 41mJ/
120 120
(TMAH) (ONKA NMD-3, 2.38% TMAH )
23mJ/
NB—Me—F—-OH/NB—-Me—F-OMOM ( =75/25) 0.702g,
0.180g, 0.45y PTFE ,
5( )% 0.360g ,
—100CB / 4 P,
6 1000rpm 5 3500rpm 10
, 0.2 PTFE ,
120 60
(1000 ) , 248 30%
248
, 20.5mJ/
120 120
(TMAH) (ONKA NMD-3, 2.38% TMAH )
4.3mJ/
NB—Me—F—-OH/NB—-Me—F-OMOM ( =80/20) 0.769q,
0.113g, 0.45y PTFE ,
5( )% 0.360g ,
—100CB / 4 P,
6 1000rpm 5 3500rpm 10
, 0.2y PTFE ,
120 60
(1000 ) , 248 30%
248
, 41mJ/
120 120
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(TMAH)  (ONKA NMD-3, 2.38% TMAH )

5.5mJ/
37
28 NB—Me—F—-OH/NB—Me—F-OMOM ( =85/15) 0.769q,
4.758¢, t— 0.113g, 0.45p PTFE ,
5( )% 0.360g ,
. —100CB / 4 P,
< 100>
( —790)
(HMDS) 6 1000rpm 5 3500rpm 10
. 6 , 0.2y PTFE ,
3000rpm 60 120 60
—82421 (1000 ) , 248 30%
248 248
60 , 41mJ/ .
18 . , 120 120
(TMAH) (ONKA NMD-3, 2.38% TMAH )
25mJ/
38
29 NB—Me—F—-OH/NB—-Me—F-OMOM ( =90/10) 0.4684q,
5.172g, t— 0.120g, 0.45y PTFE ,
5( )% 0.2409g ,
. —100CB / 4 P,
< 100>
( —790)
(HMDS) 6 1000rpm 5 3500rpm 10
. 6 , 045 PTFE ,
3000rpm 60 120 60
—82421 (1000 ) , 248 30%
248 248
30 , 20.5mJ/ .
18 . , 120 120
(TMAH) (ONKA NMD-3, 2.38% TMAH )
20.5mJ/
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39
22 TFE/NB—F—-0OH ( =60/40) 0.312g, 2— 1.800g,
1.648g, t— 0.080g, 0.45u PTFE ,
5( )% 0.160g )
. —100CB / 4 "p",
< 100>
( —790)
(HMDS) 6 1000rpm 5 3500rpm 10
. 6 , 0.45u PTFE ,
5000rpm 60 120 60
157 - 102
(open frame) 157 . (spot)
.8 3.0mJ/ 190mJ/
, 120 120
(TMAH) (ONKA NMD-3, 2.38% TMAH )
24mJ/ . 190mJ/
( 1
L )
40
23 TFE/NB—F—-OH/NB—F—-OMOM ( =60/20/20) 0.460g, 2—
5.120g, t— 0.120g, 0.45y PTFE ,
2— 6.82( )% 0.300g , .
—100CB / 4 "P", < 100&g
t; . ( -7
90)
(HMDS) 6 1000rpm 5 3500rpm 10
. 6 ,0.45u PTFE ,
5000rpm 60 120 60
157 - 102
157 .
.8 3.0mJ/ 190mJ/
, 120 120
(TMAH) (ONKA NMD-3, 2.38% TMAH )
50mJ/ . 190mJ/
41



26 NB—Me—F—-0OH/NB—Me—F-OMOM (
4.758¢g, t— 0.113g, 0.45y PTFE
5( )% 0.360g
, 12% .
/ 4 "pP", < 100>
( -790)
(HMDS) 6 1000rpm 5
6 ,0.45p PTFE
5000rpm 60 120 60
157 — 102
157 .
. 8 4mJ/ 128mJ/
120 120
(TMAH)
15mJ/
42
27 NB—Me—F-0OH/NB—Me—F-OMOM (
4.758g, t— 0.113g, 0.45y PTFE
5( )% 0.360g
, 12% .
/ 4 "pP", < 100>
( =790)
(HMDS) 6 1000rpm 5
6 ,0.20 PTFE
3000rpm 60 120 60
157 — 102
157 .
.6 1.25mJ/ 300mJ/
, 120 120
(TMAH)
11mJ/
43
28 NB—Me—F—-0OH/NB—Me—F-0OMOM (
2.470q, t— 0.045¢q, 0.45y PTFE
5( )% 0.181g

2002-0012206

=75/25) 0.769g,

—100CB

3500rpm 10

(ONKA NMD-3, 2.38% TMAH )

50mJ/

=80/20) 0.769g,

—100CB

3500rpm 10

(ONKA NMD-3, 2.38% TMAH )

100mJ/

=85/15) 0.307g,



< 100>
( —790)

(HMDS)

3000rpm 60

157
157
, 120
44
29
4.758¢, t—
, 12%
/
(HMDS)
3000rpm 60
157
157
, 120
67
1.
@ —CRD(Ry)OH [
, (CF2)n(
(b)

—100CB /
6 1000rpm 5
6 ,0.20 PTFE
120 60
- 102
.7 2.7mJ/ 180mJ/
120
(TMAH)
43mJ/
NB—Me—F—-OH/NB—Me—-F-OMOM (
0.113g, 0.45u PTFE
5( )% 0.360g
4 "pP", < 100>
( —790)
6 1000rpm 5
6 ,0.20 PTFE
120 60
- 102
.8 2.5mJ/ 160mJ/
120
(TMAH)
20mJ/
R R , 1 10
2 10 ) 1

, 157

2002-0012206

4 " P,

3500rpm 10

(ONKA NMD-3, 2.38% TMAH )

180mJ/

=90/10) 0.769g,

—100CB

3500rpm 10

(ONKA NMD-3, 2.38% TMAH )

160mJ/

40 ?



2.
1
3.
1
4,
1
0
5.
4
6.
W) (@
)
Q9]
@
7.
6
8.
6
9.
6
10.

157 3.0 1

—CRDR¢")ORL
(CF2)n( n

—CRORFIOHL R R

R, CH,OCH,Rs
n 2 10 ) ]
, 157
©)
157
193
, 365

- 39 -

1R5

2

1Rf

R¢'

10

10

)

4.0

-1

10

2002-0012206

(relief)



6 , - —CRORy JOR[ Ry R
0 , (CF,)n ( n 2 10
- ]
11.
10 , - R, CH,OCH,Rs ,Rs
12.
—CRORFIOH[ R Ry 1 10
(CF2)n( n 2 10 ) ]
13.
12 , —-C(RR+' )OR[ ,Re R 1
’ (CFZ)n( n 2 10 ) rRa
]
14.
13 ,R, CH,OCH,Rs ,Rs 1 10
15.
12 ,
ch( LR 1 10 | )
16.
(a) ,
—CROR)OH[ R R 1 10
. (CF)n( n 2 10 ) ]
(b)
17.

- 40 -
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10

R OCF=

365nm
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16
18.
16 , — —CRR{ )OR[ ,Rf R 1
10 , (CF)n( n 2 10 ) R, -
- 1
19.
18 ,R, CH,OCH,Rs ,Rs 1 10
20.
W) @
—CRIR¢)OHL R R 1 10
(CR)n( n 2 10 ) 1
365nm
- ; (b) ;o (©)
(€9)
™ _
@ -
21.
20 , 157
22.
20 , 193
23.
20 , , 365
24,
20 : - —-CR)Rf' )OR[  ,Rf R 1
10 , (CF2)n( n 2 10 ) R, -
- 1

- 41 -



25.

24

26.

()2

(b)

27.

26

28.

26
10

29.

28

30.

W) @ 2

; (0)
(€9)
™M
@

31.

30

R, CH,OCH,Rs ,Rs 1 10
3
-CRRIOHL R R
(CF>)n( n 2 10 )

- -CRR¢IORL ,Rs R

(CF,). ( n 2 10
]
R, CH,OCH,Rs ,Rs 1 10
3
—-CR)R¢)OHL R R
(CF2)n( n 2 10 )

©

157

- 42 -
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365nm
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32.
30 , 193
33.
30 , , 365
34.
30 , - -CRR¢IORL  ,Rs R 1
10 , (CF,)( n 2 10 ) LR, -
- ]
35.
34 ,R, CH,OCH,Rs ,Rs 1 10
36.
) —XCH,C(RDR{ )OH[ ,R R 1 10
, (CF3)n( n 2 10 ) i X , , . Va
Vla 1
, 365nm
- ; (D)
37.
36 ,
38.
36 , - —XCH,C(R)(R¢' )OR[ Ry R , 1
10 , (CF)N( n 2 10 ) , R,
- - , X , , . Va Via
1
39.
38 ,Ra  CH,OCH,Rs , Rg 1 10
40.

- 43 -



36

41.

W) @

Vlia

)
™
@

41

41

41

41
10

45

42.

43.

44,

45.

46.

47.

1>
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, - 157 3.0 1
—XCH,C(Re)(R¢' )OH [ R Ry 1 10
’ (CFZ )n( n 2 10 ) 3 X 3 ] ] ] Va
1
, 365nm
- ; (b)
; (©) ;o (@@
, 157
, 193
, , 365
, - —C(R)DRs )ORL »Re  Rf 1
, (CF2)n( n 2 10 ) R, -
1
,R, CH,OCH,Rs , Rg 1 10
, 157 40 1 _

- 44 -



2002-0012206

p
r
Ry
R: Rj
Ri,R2, Rz R4 , 1 10 ,
: : : —CRR¢IORL R Ry
1 10 , (CF5)N ( n 2 10 ) , Ry
- — ] ;
p ;
r O 4
v R1,R2,Rs Ry -C(Rr)(R¢' )OR,
48.
47 , Rp CH,OCH, Rs , Rg 1 10
49.
() 1 , 157 40 1 - (b))
< 1>
p
r
Ry
R: Rj
Rl! RZ! R3 R4 ' ’ 1 10 ’
: : : —CRR¢IORL R R
1 10 , (CF5) ( n 2 10 ) , Ry
- — ] ;

- 45 -
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,R1,Rs, Rz Ry —C(R(Rf' )OR,

50.
49
51.

w) (@) 1 , 157 40 1 -  (
b) ;. (©) '

)
™ -

@ -

Ri,R2,Rs Ry , 1 10

, : : -CRORIORL R R
1 10 , (CF ) ( n o2 10 ) Ry

,R1,Rs, Rz Ry —C(R(Rf' )OR,

52.

- 46 -



53.

54,

55.

56.

57.

58.

59.

60.

61.

62.

63.

2002-0012206



64.

63

65.

64

66.
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