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] 1
(metathe
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’ ( 1 )
( 1 ) ’
1 (
).
( )
, - 5,874,616 (Howells etal.), 5,723,664 (Saka
guchi et al.), 5,072,040 (Armand) 4,387,222 (Koshar); (methide) — 5,
554,664 (Lamanna et al.) 5,273,840 (Dominey); - 5,176,943(Wou), 4,
582,781 (Chenetal.), 3,476,753 (Hanson) 2,732,398(Brice et al.);
, - 5,514,493 (Waddell et al.);
— R.J. Koshar  R.A. Mitsch, J. Org. Chem., 38, 3358 (1973) 5,136,097 (Armand)
, ReSO, F
( ) 5,874,616 (Howells et al.)
1
( )
—2- ( )

[CeHi7 N* (CH3)2 CH, CH, OH™ N(S0, CF3 ). 1,
—2_

[CsHy7 N* (CH3), CH, CH, OH™ 0S0, C4 Fg ],
—2_

[CsHy7 N* (CH3), CH, CH, OH™ OS0, CF;3 1,

—2- ( )
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[CsHy7 N* (CH3), CH, CH, OH™ C(SO, CF3)31,

—2- ( )
[(CH3)3N" CH, CH, 0C(O)CH3; ~ N(S0,CF3),1,

~2- ( )
[(CHs )3 N* CH, CH, OH™ N(S0, C, Fg) 1,

( ) - [Ets N" HT N(S0,C, Fs)-1,

[CF5S0; ~* NEt, ],
( ) © (CF3S03)2N~* NEt, ],
( )
[(CH3)4,N* = C(SO,CF;3)s],
( )
[(CaHg)aN" = N(SO0,CF3),1,
—3- ( )
[Cg F17 SO2 NH(CH3)3N™ (CH3z)3 ~ N(S0,CF3),1,
1- ( )
[n—Cy6 Hzz —cyc—N"CsHs ~ N(S0,C;Fs)-1,
1—
[N—Cig Has —cyc—N* C5Hg ~ 0S0,C, Fg1,
1—
[n—Ci Haz —cyc—N" CsHs ~ 0SO, CgF17 1,
n— ( )
[n—C4Hy —cyc—N™* CsHs ~ N(S0,CF;),1.
n—

[n—C4,Hg —cyc—N™ C5Hs ~ 0S0, C, Fg ],



1,3— ( )
[CH; —cyc—(N™* C, H, NCH)CH, CH; ~ N(SO, CF3),1,
1,3—
[CH; —cyc—(N* C, H, NCH)CH, CHy ~ 0S0,C, Fo 1,
1,3—
[CH; —cyc—(N™* C, H, NCH)CH, CH; ~ 0S0, CF5 ],
1,3—
[CH; —cyc—(N* C, H, NCH)CH, CH3 PFg ~ 1,
1,3—
[CH; —cyc—(N* C, H, NCH)CH, CH3 BF, ~ 1,

: [Li*~ 0SO,C,Fg1,

: [Li* ~ 0S0,CF;],
( ) : [Li* = N(S0,CF3).1,

( ) t [LiT 7 C(SO,CR3)31,

( ) : [Na* = C(CgH5)(S0,CF3),1,

—2— : [Cs Hy7 N* (CH3), CH, CH, OH™ OTeFs ],

- - : [Li" 7 CByy (CH3)12 1,
_ — : [Na+ - CB]_]_ Hio ],

—( ) : [Na" = B(CgFs)al,

[CsH;7 N* (CH3), CH, CH, OH™ 0S0, CH3 1],

i [(GHg)4P* ~ 0S0,C4Fg1,

[(CeHs)4P™ = N(SO,CF3),1,

2002-0083147



[(CgHi7 )3 (CHz)NT C171],
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[(CgHi7 )3 (CH3)N™ = 0S0,C4 o],

3-(2- )y-1-  —2- p—

[CH; —cyc—(N* C, Hy N(CH, CH, OH)C)C;; Hys ~ 0S0O,CqH, CH31,
I —2—  —3-(2- ) o—

[C12 H25 —CyC—(N * C’Z H4 N(CH2 CH2 OH)C)C2 H5 - OSOZ CG H4 CH3],
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_o_ (
[Cs Hiz N™ (CH3 )2 CH, CH, OH™ N(S0, CF3)2 1,
—2_
[CsH;7 N* (CH3),CH,CH,OH™ 0S0,C,Fq1,
_o_
[CgHi7 N* (CH3), CH, CH, OH™ 0S0, CF;],
_o_ (
[CgHi7 N™ (CH3); CH, CH, OH™ C(S0, CFs3 )31,
_o_ (
[(CH3)3N*" CH, CH, OC(0O)CH;3 ~ N(S0,CF;5)-1.
_o_ (

[(CH3)3N" CH, CH, OH™ N(S0,C,Fg)-1,

- [CR; 805~ * NEt, 1,

(
[(CH3)4N* = C(S0,CF3)3],
( )
[(C4Hg)4N™ = N(SO,CF3).1,

—3—

[Cs F17 SO, NH(CH; )3 N™ (CH3 )3~ N(S0,CF3):1,

12 -
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1- ( )
[n—Cig Hzz —cyc—N™ CsHs ~ N(S0,C,Fs),1,
1—
[N—Cig Haz —cyc—N* C5Hs; ~ 0S0O,C, Fg1,
1—
[n—Ci Haz —cyc—N" CsHs =~ 0SO, CgF17 1,
n— ( )
[n—C4Hy —cyc—N™* CsHs ~ N(S0,CF;),1.
n—
[n—C,Hg —cyc—N™ C5Hs ~ 0S0,C, Fg ],
1,3- ( )
[CH; —cyc—(N™ C, H, NCH)CH, CH; ~ N(S0, CF;3)-1,
1,3—
[CH; —cyc—(N™* C, Hy NCH)CH, CHy ~ 050, C4 Fo 1,
1,3-
[CHs —cyc— (N C, Hy NCH) CH, CH3 ~ 0S0, CFs 1,
- [Li* ~ 0S0,C,Fo],
- [Li* ~ 0S0,CFs],
( ) : [Li* = N(S0,CF3).1,
: [(GHg)4P* ~ 0S0,C4Fs],
o
[CgHi7 N* (CH3), CH, CH, OH™ 0S0, CH; 1,
1— 2 _3—(2- ) p—
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, R? [ , —Q-R¢( , Q R
f « ) )
1 . R? [ , -Q-R¢(Q R¢ , R R
1 R¢ ) ] , A ,a
0 1 ,b O 6 ,c 0,1 2 , a+b+c 1 R 1 —QRs{
, R¢ 3 20 , 4 12 , Q
: : [Q —SO;N(R") (CH)k—,—(CH2)k—,—CON(R" )(CH; )i —, —(CH>)
kSO, N(R" )(CH )~ R : ( 6 ) ( )
, Kk 1 20 1 } ,a 1,b 0,c O , A
12 22
: ( :
) ,
1 R¢ . , 20 100 1 24
) 20 1
00 1 24
5,025,052 5,099,026 (Crater et al.)
( )
3,899,563 (Oxenrider et al.), 4,219,625 (Maresetal.), 5,560,992 (Sargent et
al.) 5,681,963 (Liss), WO 97/22576, WO 97/22659 WO 97/22660(E.I. du Pont de N
emours and Company), 3-041160(Kao Corporation)  9323956(Wako Junyaku Kogyo Co.)

WO 99/05345 (Minnesota Mining and Manufacturing Company)
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. , [Wente, " Superfine Thermoplastic Fibers" , Indus. Eng' g Chem.48, 134
2(1956) Wente et al., " Manufacture of Superfine Organic Fibers" , Naval Research Laboratories Rep
ort No. 4364(1954)]

, 5,145,727 (Potts et al.) 5,149,576 (P

otts et al.) 2
, 1
) 1 . y /
/ ("SMS") 3 : 1
( ’
) )
( ) ,
) 1 1 L)
C ( , )
/
L%
HTS 905 905A— Larostat ™ HTS 905  905A ( ), C gHiz N* (CHs ), CH, CH, OH™ 0S0, CHs,
BASF
HTS—904— 3—(2- )>-1- -2- p— ,

BASF
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TOHO
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3M

2[C2-

_ ACROS

HQ-115— LiN(SO ,CF;3),,

PBSF—

FC—24-

FC—754—

FC—-94—

1,3-

AgBF4, —

NH4, PF6, —

FC—-808—
3M

— CHy CO, CH, CH, N(CH3 )5 Cl,

— HOCH, CH, N(CH3)3Cl,

3M
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MeFOSE — CgF17 SO, N(CH3)CH, CH, OH, 540 , 2,803,656 (Ahlbrecht et al.)
1 , POSF
2
EmporTM™ 1008 — , 3
05 , /
PripolTM ™ 1048 — / :
PP3505— ESCORENE ™ PP3505 , 400 ,
H422PP— ( ), 850 ,
PBO200— ,
PB8340— 1— ,
PE6806— ASPUN ™ 6806 , 105 g/10 (ASTM D—1238 ),
124.8 ,

PS440—200— MORTHANE ™ PS440-200 ,

(DSC) 20 (ramp)
(Tm) : :

(TGA) 10

, . 9cm x 12cm
12 10%, 25% 50% . 22 25
10113, 4046 " " ET
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S 406C ( - , )
. (5000 ) (
) , (fieldmeter) 5000 ( )
10%
. 3
( ) .>10,> 60, > 100
3000
ASTM D-257 " D.C. " .
803B ( - ) ETS
872 .
2 100 , /
3M (floor covering) 3M (19949 2 )
, (IPA)
[ 1]
/1IPA ( %)
0 100 %
1 90/10 /IPA
2 80/20 /IPA
3 70/30 /IPA
4 60/40 /IPA
S 50/50 /IPA
6 40/60 /IPA
7 30/70 /IPA
8 20/80 /IPA
9 10/90 /IPA
10 100 % IPA
, . /IPA
5 2 . 45° 10 5
4 '
/IPA
4, 6
3M 3M (199
4 2 ) . ,
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[ 2]
0 (Kaydol ™ )
1 Kaydol ™
2 65/35( ) /n—
3 n—
4 n—
5 n—
6 n—
7 n—
8 n—
1, 3
1 1
( ) , Et33 N+ H—"N(S02,C2,F5;5)2,

; , 5,874,616 (Howells,

et al) 3 . (T )
(T 1
2 2
, CF3;S03; —+~" NEt4,
2L CF53S0O; H(FC—-24) 300 g . pH 6 Et 4NOH 800 g(35%)
: : (560 9)
- 520 g .
(M) (Ta) : 1
3 3
—CH2, CI2, ( ) , (CF35;502,)2, N—+~* NE
t4,
1L (CF3S0,),N™ Li" (HQ—115) 50 ¢ 5049 . N ,
35% Et, NOH 89 g .CH,Cl,50 g .
. CH30H-H,0
7049 : (Tm) (Tq)
1
4 4
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( ) , (C44H99)4,N+—-"" N (S02,CF33)2,
, 5,554,664 (Lamanna et al) 18 (C 4H)sN*"Br (
) 10% Li*~ N(S0,CF;3), (HQ115)
(Tm) (Tq)
1
[ 31 (T
Tn( ) Ta( )
1 EtyN* H™ N(SO,C, Fs), -10 351
2 CF5S0; % NEt, 133 371
3 (CF3S0,),N~* NEt, 8 426
4 (C4Hg)4sN"~ N(S0,CF3), 93 401
23 (CgHy7 )3N* (CH3)CI™ <28 177
1 1-4
23
5 5
1- ( ) , N—Cl6,g H3333 —cyc—N+* C55 H55 —~ N(S02,C2, F55)
23
, Li"™™ N(S0,C,F5),(HQ—115) 85.1g Li*~ 0SO,C,Fq
, 6 : (Mm)
(Ta) : 2
6 6
1- , N—Cl6,g H3333 —cyc—N+* C55 H55 —~ 0S02, C4, F9,
(75 9) 800 ml .
600 mL Li *~ 0S0,C, Fg (C4 Fg SO, F[PBSF]  LiOH ) 67.
84¢g . .
) 40 102 . (Tw)
(Tq) : 2
7 7
1-— , n—C|6|6 H3333 —CyC—N++ C55 H55 = 08022 C88 F1717
, Li™= 0S0, Cg F;; (FC—94) , 6
(Twm) (Tq)
2
8 8
n— ( ) , N—C4, H9g —cyc—N+* C55 H5; —— N (S02,CF33)2,




Li*~ N(S0,CF5), (HQ—115)(287 g/mol, 0.174 mol) 50 g DI 100 ml
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(171.6 g/mol, 0.174) 30 g 100 ml .2 200
mi ,
3x 200 ml
120 70 g (97% ). (T
(T . 2

9 9

n— , N—C4, H9g —cyc—N+"* C5; H5; —~ 0S02, C4, F9y
(171.6 g/mol, 0.116 mol) 20 g 100 ml .Li T 0S0,C,4Fq (LiOH
C,F9 SO, F[PBSF] )(306 g/mol, 0.116 mol) 35.7 g 100 ml
.2 200 ml
DI 200 mi
. , 130
44 9(87% ) (Tm) (Tq)
2
[ 4 (@
Tn( ) Ta( )
5 n—C|6 H33 —CyC—N+ C5 H5 B N(SOZCQ F5 )2 34 396
6 N—Cyg Hazz —cyc—N"* C5Hs ~ 0S0, C, Fy 95 357
7 N—Cyg Hzg —cyc—N"* CsHs ~ 0S0, Cg Fy7 93 364
8 n—C4 Hg —CyC—N * C5 H5 B N(SOZ CF3 )2 33 430
9 n—Cy4Hg —cyc—N™ C5H; —0S0, C, Fy 63 391
2 5~9

10 10
1,3—- ( ) , CH3; —cyc—(N+* C2, H2, NCH)CH2,CH3; —— N
(502, CF33)2,
1,3—- (50.0g) LiN(SO ,CF;), (HQ—-115)(102.89) 50
0 mL

500 mL
500 mL 2 ,
, 30~100 20~10 3
112.2 g(84% ) 'H ®FNMR
(Twm) (Ta)

11 11
1,3—- , CH33 —cyc—(N+* C2, H2, NCH) CH2, CH3; —~ 0S02, C4
4F9g
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1,3- (49.g) LiOSO ,C4Fq(107.6g, LIOH C 4F3SO,F )
500 mL . , CH ,Cl, 500 m
| 10 .
65.0 g(47% ) , 'H FNMR .
(Twm) (Tw : 3
12 12
1,3- , CH33 —cyc—(N+"* C2, H2, NCH) CH2, CH3; —~ 0S02, CF
33
1,3—- (299, 0.199 mole) 100 mi 200 g
(0.195 mol) 50 g . )
100 ml : 75 'H ¥ FNMR
475¢ . (T
(Ta) . 3
13 13
1,3- , CH3; —cyc—(N+* C2, H2, NCH)CH2, CH3; BF4, —~
200 ml AgBF 4 (194.68 g/mol, 0.255 mol) 49.6 g 200 mL 1,3-
(146.62 g/mol, 0.255 mol) 37.35¢g .2 ,
, D— (frit) . ,
200 ml
, 75 .
40 g(79% ) : (Tm) (Tq)
3
14 14
1,3- , CH33 —cyc—(N+* C2, H2, NCH)CH2, CH3; PF6¢ —~
500 ml  1,3- (146.6 g/mol, 0.498 mol) 1L
250 ml NH,PFg (163 g/mol, 0.498 mol)
.2 . 1 0
D— Celite ™
. 75 .
114 g(89% ) . (T w) (
Tq) . 3
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[ 5]
Tm( ) Td( )

10 CHs —Cyc—(N* C, Hy NCH)CH, CHg ~ N(SO, CF3 ), _18 450
11 CHs —cyc—(N* C,H,NCH)CH, CH, ~ 050, C, F 18 410
1 CHs —cyc—(N* C, H, NCH)CH, CH, - 050, CF, _16 429
13 CHs —cyc—(N* C, Hy NCH)CH, CH3 BF ;- 7 420
14 CHs —cyc— (N C,H, NCH)CH,, CH, PF¢ - 70 490

3 400

Ty
15 15

1- _o— 3 [2- 1 , CI2), H2555 —cyc—[N+* C2, H4, N(CH

2, CH2, OH)C]C2, H55 —~ 0S02, C65 H4, CH33

2—  —3-[2-
g 1-
) 1
16
—2_

H—~ N(S02,CF3;)2,

CgHy7 N* (CH3), CH, CH, OH™ 0SO, CH, (HTS 905A) 19.2 g

79

17

—2_
2, C4, F9,

Cg Hy7 N* (CH3 ), CH, CH, OH™ 0SO, CHy (HTS 905A)

125 mL
125 mL 2

, 30~100 , 20~10 3

(22.649,85% ) :
(Twm)

17

1 ( 4,014,880 ) 142.2
(Organic Synthesis, Collected Volume 3, p.336(1955)
3 4 75
16
( ) , C& H17,7 N+* (CH33)2,CH2,CH2,0

120 mL LiIN(SO ,CF3), (HQ—115) 15.

'H®C FNMR
(Tw

, C8H17,; N+* —(CH33)2,CH2, CH2, OH—~ 0SO

i0S0,C, Fo (LIOH  C,FyS0, F[PBSF]

.2

85 45

(NMR)
(Tg)

18

18

118.5g(0.399 mol) 250 ml
) 123.99(0.399 mol) 100 ml
200 ml
200ml 2
’ ATEENC
(Tw)




—2—
2,CF3;
125 ml
g (0.1 mole)
15.6 g(0.1 mole)
HTS—905A
10 C
. Celite ™
Hg 85 45
3 C NMR .
(To) 4
19 19
—2_

OH—"C(S02,CF33)3;
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, C& H17,, N+* (CH33)2, CH2, CH2, 0H—~ 0SO

309 HTS—905A (C gH;7 N* (CH3), CH, CH, OH™ 03 SCH529. 7
10 125 ml
30 ml , 1
. 2 ml
, HTS—905A
125 ml Celite ™
30g . 50 mm
245¢ , IH,
(Twm)
) , C8& H17,7; N+* (CH3;3)2, CH2, CH2,

CgHi7 N* (CH3), CH, CH, OH™ OSO, CH5 (HTS 905)
5,554,664 (Lamanna et al.)

, 300 mL ,

. NMR
2 (SO, F)

20

—2—

N(S02, CF33)2,

80) 600 mL

16

CH, Cl,

21

4F99)2;

20

(98g,

179.19(77% )
(Tw)

21

] 29. 69 . ,
16 .
29.0 g(79% ) , IH ®FNMR
90 % ) ~ C(S0,CF3)
(Tm) (T
) , (CH3;)3;3N+* CH2, CH2,0C(O)CH3; —~

)  LiN(SO,CF;3), (HQ—115)(165.

'H®C FNMR :
(Ta) : 4

) , (CH33)3;N+* CH2, CH2, 0H—~ N(S02, C4



2002-0083147

(37.34g)  LiN(SO ,C,Fq), (142.7g, 5,874,616 (Howells et al.)
4 ) 400 mL
110 mL
. 400 mL 2
30~100 , 20~10 3
(155.3 g, 93 % ) , IHBCc ®FNMR .
(Tm) (Ta) - 4
22 22
Larostat "™ HTS 905A, (CgH;7 N* (CH3),C,H,OH™ 0SO, CH3)
(Tm) (Tw) : 4
[ 61 (T
T™m( ) Td( )
16 Cg Hy7 N* (CH3), CH, CH, OH™ N(SO, CF3), 409
17 CgHy7 N* (CH3), CH, CH, OH~ 0S0, C, Fq 147 374
18 Cg Hi7 N, (CHg ), CH, CH, OH™ 0S0, CF4 -26 370
19 Cg Hy7 N* (CHg), CH, CH, OH™ C(S0,CF3 ), 387
20 (CH3)3N* CH, CH, 0C(0)CH; ~ N(S0,CF5), 24 361
21 (CH3)3N* CH, CH, OH™ N(S0,C,4Fg), 32 402
22 Cg Hy7 N* (CHg), CH, CH, OH™ 0S0O, CH,4 30 289
4
( 16~21) 22
23 23
Aliquat ™ 336, ((CgH;7 )3N* (CH3)C17)
(Ty) : 1
24 24
, (C4H9y)4,P+—*~ 0S02,C4, F9q
: PBSF CF3(CF,),SO,F
2,732,398 (Brice et al.) 3 . (A
mberjet ™ 1200H, )
- (
) L
FR—1 FR—1




2002-0083147

FR—1( ) N-
, CgFi7 SO, N(Me)CH(OH)CH, Cl 1:1
5,025,052 (Crater et al.)

FR-2 FR-2

FR—2( ) MeFOSE Empol ™ 1008
2:1 . ,
(Dean—Stark trap) 500 mL 2 Empol ™ 1008 57.8 g(0.190 eq),
MeFOSE 100 g(0.185 €eq), p— 1lg 5049 . 150

18 , 2.8 mL
. 100
120 g 2 pH 3
, 90 120
IH 13 CNMR

FR-3 FR-3

FR—3( ) FR—2
MeFOSE Pripol ™ 1048 / 2:1

FR—4 FR—4

FR—4( ) FR-2
MeFOSE 2:1

FR—1  HTS-905( 22) 085 1 % P
B0200 PP3505 400 ( PB0200 1 PP3505 10 )
25.4 cm (die) 1.9cm 10
(Wente, Van A., " superfine Thermoplastic fibers" , Industrial and Eng. Chemi
stry, Vol. 48, No. 8, 1956, pp. 1342—1345, and Naval Research Laboratory Report 111437, April 15, 195

4). 1 265 , 275 . 277 ,

279 . 70 rpm . 0.763 mm (s
et back) 0.69 mm : 30.5 cm 50 g/m 2

.93.3 30.5 cm/min 35.7 Kg/
cm 5% .
(23 ) 50%
5
C1 C1
HTS-905 1
5
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C2 Cc2
1 , HTS
—905 0.5 % . 5
[ 7]
( %) « % ()
0 w
1 FR—1(0.85%) 22(1%) 6 |0 [o07
c1 FR—1(0.85%) 6 |10 |> 1000
c2 22(1%) 0 |3 [ooz
0=
W =
5
2~6 C3 2~6 C3
FR-1 15C 12 H25 —CyC— [N+ Cz H4 N(CH2 CH2 OH)C]Cz H5 - OSOZ C6 H4 CH3)
PP3505 . PP3505 FR-1 1 %
1 - 1
1 ( C3). 6
7
FR-1(1 %) 15(1 %) PP3505(80 %) PB8340(20 %)
1 , 6
[ 8] -
FR-1( %) 15( %) ()
0] W
C3 0 0 0 2 JwNC!
2 1.0 0.5 3 8 ]0.15
3 1.0 0.6 3 8 ]0.11
4 1.0 0.7 2 8 ]0.06
5 1.0 0.8 2 8 0.09
6 1.0 1.0 2 8 0.04
7 1.0 1.0 4 9 ]0.05
1
6 15( )



2002-0083147

8 8
FR—1(0.85 %) HTS—-904(1 %) PP3505
1 7
9 9
FR—-1(0.85 %) HTS—-904(1 %) PP3505(85 %) PB8340(1
5 %) 1
7
[ 9] —
PB8340( %) ( %) ( %) ()
o |[w
8 0 FR-1(0.85%) HTS-904(1%) 2 J9 ooz
9 15 FR-1(0.85%) HTS-904(1%) 6 |10 ]0.05
0=
W =
5
C4~C6 C4~C6
FR-10 1.0 %  Anstex ™ SA-300 0, 1.0, 1.25 %
1 8
[ 10] —
FR-1( %) SA-300 (%) ()
c3 0 1.0 0 2 l14.9
c4 1.0 0.0 4 9 [wNC
c5 1.0 1.25 4 8 [wNC
1
8
10~19 C7—C17 10~19 C7~-C17
16~19 22 FR—1, FR-2, FR-3, FR-41 1.25 %
, 5,300,357 (Gardine
r) 10 ,
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FR—-1, FR-2, FR-3, FR-4
270~280 12
(30 cm) Brabender 42 mm

, ,  Escorene ™ PP3505

1
, % 1%
, (50 + 5 g/m ?)
(5—18 ) . , 27
0~280 , 270 , 124 kPa(18 psi) , 0.076 cm ,
180 g/ /cm
9 10
[ 11]Escorene
( %) ( %) ( ) ()
O [W]J10%RH |25%RH [50%RH |10%RH |25%RH 50%RH
C6 0 2 |43 5+1.75 [|5+1.75 |60+ 60> 10> 10 60> 10> 10
C7 FR-1 1% 1 |8 JWNC WNC WNC WNC WNC WNC
C8 FR-2 1% 0 |7 INR NR NR NR NR NR
C9 FR-3 1.25% 0 {7 INR NR -5 NR NR > 10
C10 FR—-4 1% 1 |7 INR NR -.75 NR NR > 10
RH =
WNC = ( )
NR =
0=
W =
9 1
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[ 12]
( %) ( %) ( ) )
0 WJ10%RH J25%RH |50%RH J10%RH {25%RH 50%RH

C12 22(1%) 0 2 |5+ 34 5+ 0.86 0.14 0.03
10 FR-1(1%) 201%) 2 |9 [5 5 5 0.6 0.3 0.03
11 FR—2(1%) 2% It 715 5 4 0.7 03 0.05
12 FR—4(1%) 2% |t 55 5 4 13 11 0.4
C13 16(1%) [0 [2 [5+ 5t 5+ 014 [0.19 0.63
13 FR-1(1%) 61%) 15 [9 5 5 5 05 0.2 0.2
14 FR-3(1.25%) 16(1%) 1 714 4.7 45 0.1 0.09 0.1
15 FR—4(1%) 161%) [0 [5[4 45 47 0.6 0.2 2.8
Cl4 16(1%) 0 2 INR 5 5 NR > 10 0.95
16 FR-1(1%) 6% |t 75 5 5 05 0.2 0.2
C15 17(1%) 05 {2 |5 5 5 0.90 0.02 0.02
17 FR-1(1%) 7% [t [8 |42 46 5 8.8 73 14
C16 18(1%) 0 2 15 5 5 4.17 0.09 0.03
18 FR—1(1%) 18(1%) 2 oI5 5 5 0.2 0.1 0.04
C17 19(1%) 0 2 INR NR 5 NR NR >10
19 FR—(1%) 191%) |2 [0 5 5 5 0.3 0.1 0.2
RH =

NR =

0=

W =

10 9 —2-
20~26 C18~C23 20~26 C18~C23
1-4,20 21 FR-1  FR-31 125 %
10~19 C12~C17

11

35 -
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[ 13]
( %) ( %) ( ) )
0 WJ10%RH J25%RH |50%RH J10%RH {25%RH 50%RH
C18 20(1%) 0 2 INR 5+ 5+ NR > 60 > 60
20 FR—1(1%) 2000%) |t |8 |5+ 5t 5+ 001 [003 0.9
21 FR—3(1.25%) 200%) [t [8 [\R 5+ 4.4 NR 0.02 0.06
C19 21(1%) 0 2 INR 4.8 5+ NR 56 > 60
22 FR-1(1%) 21(1%) 15 |9 NR 5+ 5+ NR > 60 0.9
C20 1(1%) 0 2 15 5 5 0.03 0.03 0.02
23 FR-1(1%) 1(1%) 1T [9 [\WR 25 25 NR > 10 0.01
c21 2(1%) 0 [2 I\R NR 5 NR NR > 10
2 FR-1(1%) 2(1%) 2 9 INR NR “15  INR NR > 10
C22 3(1%) 0 2 INR NR 5 NR NR > 10
25 FR—1(1%) 3(1%) 2 9 [N\R 0.7 15 NR > 10 0.01
C23 4(1%) 0 2 INR 3.7 3.6 NR 60 60
26 FR-1(1%) 4(1%) 1 8 [\WR 4 42 NR 28 11
RH =
NR =
0=
W =
11 9
27~34 C24—-C28 27—-34 C24—~C28
5~9 FR-1 FR-31 1.25 %
10—-19 Cl12—-C17
12

36 -
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[ 14]
( %) ( %) ( ) ()
0 W J10%RH J25%RH |50%RH J10%RH J25%RH [50%RH
C24 5(1%) 0 2 |48 4.7 5+ 34 8.9 45
27 FR-1(1%) 5(1%) 1 |6 |5+ 5+ 5+ 13 0.7 11
28 FR—3(1.25%) 5(1%) 05 |6 |5+ 5+ 5+ 0.4 13 0.6
C25 6(1%) 0 2 INR 5+ 5+ NR 56 1.01
29 FR-1(1%) 6(1%) 1 |7 |NR 2.7 47 NR 5 21
30 FR-3(1.25%) 6(1%) 1 6 |NR 1.3 4.2 NR 0.01 33
C26 7(1%) 0 2 INR 3.6 5+ NR > 60 3.98
31 FR-1(1%) 7(1%) 1 |7 |NR 43 5+ NR >60 9.9
2 FR—3(1.25%) 7(1%) 1 |6 |NR 42 5+ NR 36 9.9
C27 8(1%) 0 2 INR 5+ 4.3 NR 49 0.06
33 FR-1(1%) 8(1%) 15 [9 |NR 5+ 5+ NR >60 |15
C28 9(1%) 0 2 INR 5+ 5+ NR > 60 0.46
34 FR-1(1%) 9(1%) 2 |10 [\R 5+ 5+ NR >60 |05
RH
NR
0=
W =
12 9
35—38 C29—~C32 35—38 C29—~C32
10—-14 FR-11 %
10—-19 Cl2—-17
) , 1
3

37 -
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[ 15]
( %) ( % ( ) ()
0 |W]J10%RH J25%RH [|50%RH |10%RH 25%RH 50%RH
C29 10(1%) 0 2 141 3.9 34 60+ 0.01 53
35 FR-1(1%) 10(1%) 2 8 |4.7 5 5+ 0.01 0.02 0.03
C30 11(1%) 0 2 |5+ 5+ 5+ 0.02 20 0.03
36 FR-1(1%) 11(1%) 15 |8 |5+ 5+ 5+ 0.7 0.04 0.03
C31 13(1%) 0 2 145 4.9 4.2 > 60 > 60 > 60
37 FR-1(1%) 13(1%) 1 8 |45 5+ 5+ 0.10 0.02 0.10
C32 14(1%) 0 2 INR 3.8 4.4 NR > 60 > 60
38 FR-1(1%) 14(1%) 1 8 |4 3.7 3.6 1.8 0.02 0.01
RH =
NR =
0=
W =
13 9
39 C33 39 C33
24 FR-11 %
10~19 C12~C17

, , 14

[ 16]Escorene
( % ( % ( ) ()
0O W J10%RH [25%RH }50%RH {10%RH |25%RH {50%RH
C33 24(1%) 2 INR 5+ 5+ NR 25 12
39 FR-1(1%) 24(1%) 3 9 |5 4.9 4.3 0.5 0.4 0.6
RH =
NR =
0=
W =
14 9
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40 C34 40 C34
FR-11 %
10~19 C12~C17
15
[ 17]Escorene
( % ( % ( ) ()
W [10%RH }25%RH |50%RH J10%RH |25%RH }50%RH
C34 Li+-0S0,C,Fq 2 |INR NR 5 NR NR 0
40 FR-1 Li+-0S0,C,Fg 6 |NR NR 5 NR NR 0.03
RH =
NR =
0=
W =
15 9
C35~C43 C35~C43
, ; FR—1, FR-2,
FR-41 % 10~19 Cci2~C17
[ 18]Escorene
( %) ( %) ( ) ()
0 [W|25%RH |50%RH |25%RH }50%RH
C35 FR-1(1%) AIOCO(CH;)16 CHs (1%) 0 |9 INR -1 NR > 10
C36 FR-1(1%) LiOCO(CH,)16 CH; (1%) 1 19 INR 2.4 NR > 10
C37 FR-1(1%) HOCH,CH(OH)CH,0CO- (CH,)5 CH5(1%) 1 19 |12 0.9 0 > 10
C38 FR-2(1%) AIOCO(CH,)16 CH3(1%) 2 |8 INR 2 NR > 10
C39 FR-2(1%) LiOCO(CH,)16 CH; (1%) 1 |8 INR -0.5 NR > 10
C40 FR-2(1%) HOCH,CH(OH)CH,0CO- (CH,);s CH;(1%) 0 |5 INR 2 NR > 10
c41 FR—4(1%) AIOCO(CH,)1 CHs (1%) 1 ]9 INR 0.5 NR > 10
C42 FR—-4(1%) LiOCO(CH,)16 CH; (1%) 2 |6 INR -0.9 NR > 10
C43 FR—-4(1%) HOCH,CH(OH)CH,0CO—- (CH,)4 CHs(1%) 2 |8 INR 2.2 NR > 10
RH =
NR =

39 -
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0=
W =
16 ( )
41 C44~C46 41 C44~C46
16, CgH;7 N* (CH3), H, OH™ N(SO, CF3), (2 %) FR-1 (2 %) MO
RTHANE™ PS440-200 , 230
10~19 , MORTHANE ™ PS440-200
, 16(2 %)
FR-1(2 %) C7~C17
17
[ 19]Escorene
%) ( %) ( ) ()
0 |[W]10%RH [25%RH |50%RH |10%RH [25%RH  [50%RH
C44 0 {2 INR 5 5 NR > 60 > 60
C45 16(2%) 0 215 5 5 0.09 0.08 0.08
C46 FR-1(2%) 6 415 5 5 4.20 3.34 2.4
41 FR-1(2%) 16(2%) 6 (715 5 5 0.08 0.06 0.07
RH =
NR =
0=
W =
17
42 C47~49 42 C47~49
16(1 %) FR-1 (1 %) ASPUN ™ 6806 ( /)
: 240 10~19
, ASPUN™ 6806 ( /)
, 16(1 %) , FR-1(1 %)

40 -

18
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[ 20]
«C % ¢ % ( ) )
O (W |10%RH [J25%RH |50%RH |J10%RH {25%RH [50%RH
C47 0 2 INR NR 3 NR NR > 60
C48 16(1%) 0 2 15 5 5 0.07 0.08 0.07
C49 FR-1(1%) 3 9 |INR 1.7 3 NR 0.00 7.68
42 FR-1(1%) 16(1%) 6 7 |5 5 5 0.02 0.01 0.01
RH =
NR =
0=
W =
18 ( )
43~45 50 43~45 50
24) FR-1, FR-3 FR—4
39,

7 FR-1 FR-3 FR-4 39

: 349 11.2
cm x 17.1 cm (shim) 0.177 mm 200

30
. , 0.91 1
30 2
19
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[ 21]
%) ( %) ( ) ()
0 |W J10%RH |J25%RH |50%RH J10%RH  [25%RH |50%RH
C50 0 |4 INR NR 15 NR NR > 10
43 FR-1(1%) 24(1%) 2 |10 INR 5 5 NR > 10 1.3
44 FR-3(1%) 24(1%) 1 18 |5 5 43 > 10 2.1 0.7
45 FR-4(1%) 24(1%) 1 14 |5 5 4.2 4.4 1.6 0.02
RH =
NR =
0=
W =
19
46~49 C51~56 46~49 C51~56
220 g/m? Montell ™ H442P
P L b
( . ). 80 % (IPA) 20 % (pad bath)
, 0.366 %( FC—808 20 % 9.15g 500 g 80/20 IPA
) , 0.366 % , 0.366 % 0.36
6 % ) 4~6 g 0.41 MPa
7.6 m/ 12.7 cm 2 149
5 0.55 % 0.51
0.64% 20
[ 22] :
( %) ( %) ( ) )
0 W [10%RH |25%RH |50%R [10%R |25%R |50%RH
H H H
C51 0 2 |5 43 22 |>10 [|>10 |>10
C52 FR-808(0.54%) 6 |10 |5 NR 5 >10 |NR 2.1
C53 22(0.56%) B 5 5 11 |13 Joas
46 FR-808(0.51%) 22(0.51%) 7 |10 |5 5 5 .02 03 |o1
C54 23(0.55%) 0 o |5 5 5 0.01 0.04 ]0.01
47 FR-808(0.53~0.64%) 23(0.53~0.64%) 6 |10 |5 5 5 0.01 0.07 ]0.01
C55 p- 055%) [0 2 [NR NR 35 |NR NR > 10
48 FR-808(0.51%) p- (0.51%) |6 10 |5 5 5 15 20 |Jo1
C56 16(0.52%) B 5 5 21 J29 |14
49 FR-808(0.51~0.53%) 16(0.51~0.53%) 8 J10 |5 5 5 0.01 J0.01 0.01
RH =
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NR =
0=
W =

20

50 C57—~C59 50 C57—~C59
Scotchweld ™ 1838—iB/A Translucent Epoxy Adhesive(

3M )y A ( Y59 B ( )6g . 2

55 cm x 15.5 cm x 0.102 mm 12
( ) . 65 1 .
1-  -3- ( ) ( 10) 0.33 g, FR
-30.33g, 1- -3- ( ) ( 10) 0.33 g
FR—30.33 g A 5¢ .
) ) . 21
[ 23] :
C %) C % ( ) )
0 W |50%RH 50%RH

C57 1 6 5 > 60
C58 10(2.9%) 1 3 5 24
C59 FR-3(2.9%) 8 10 |5 > 60
50 FR—-3(2.9%) 10(2.9%) 8 10 |5 9.6
RH =
0=
W =

21

51 C60—~C62 51 C60—~C62
LHT 28( Union Carbide Corp.
)1 , PPG 3025( ARCO Chemical Co. )1 ,
4 . 80 4
60
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(109)
(heat gun) 100 2ml 25.5cm x 15.5cm x 0.102 mm
, 12
. 65 12 10
11— —-3- ( ) ( 10) 0.157 g,
FR-30.153g, 1- -3- ( ) ( 10) 0.15
749 FR—-30.151 g 10g
22 23
[ 24] ;
( %) ( % ( ) ()
0O W J10%RH |25%RH |[50%RH |J10%RH J25%RH [50%RH
C60 1 3 |5 5 5 24 24 29
C61 10(1.5%) 1 3 |5 5 5 0.01 0.01 0.01
C62 FR-3(1.5%) 8 10 |5 5 5 54 4.1 2.0
51 FR-3(1.5%) 10(1.5%) 8 10 |5 5 5 0.05 0.03 0.02
RH =
NR =
0=
W =
22
[ 25]
( %) ( %) 26% RH 217 (/ )
C60 > 10E12
C61 10(2.9%) 2.67 x 10E10
C62 FR-3(1.5%) > 10E12
51 FR-3(1.5%) 10(2.9%) 1.75 x 10E10
RH =
0=
W =
23

44 -
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(57)
1.
@C)H1 .2 1
) 1 C .
) 1
(b) 1
© 1
2.
1 1 20
3.
1
Ho -7
4.
1
5.
1
1 1
6.
1
7.
@ () 1 ) p—
1 1
(b) 1
©) 1 : @, ®) (©
8.
1 7

- 45 -
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9.
8
10.
1 7
11.
1 7 « )
12.
1 7
13.
@ ()1 , 2 1
() 1 C .
) 1
(b) 1 1
14.
@ () 1 1 1 ( 1
, 2 : :
). () 1 | () 1
(b) 1
15.
@ C) 1 1 1 ( 1
, 2 : :
). () 1 | () 1
(b) 1
16.

- 46 -



(b)

@

(b)

©

(

(b)

)

17.

18.

@

(

)

). (

)
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