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- ) (b. p. and elemental analyses of compounds 4, &)
55245 ¥ (Elemental analyses) (%)
- HED b. p. — :
{4 (Caled,) K44 (Found)
(Compound) (°C/mm) - -
. o H P C H F
4 (n=1) 91~93/19 19.05 1.59 38.78 18.85 1.68 37.82
J 4 (n=2) 110~113/15 19.96 1.29 45.66 20.00 1.55 45.11
4 (n=3) 135~136/10 ) 20.59 1.09 —_ 20.16 1.20 —
= 5 (n=1) 97~98/22 25.00 3.01 39.58 24.80 2.93 39.95
5 (n=2) 127~128/24 24,81 2.44 46.42 24.40 2.57 46.71
i
—_ 5 (n=3) 136~138/19 — 2.06 51.11 — 2.02 50.90

£2 e¥h 4 b n FNMR L ¥AH
(*H and *¥F NMR chemical shifts of compounds 4 and )

® & B 3(ppm)
. (Compound) | OH,Si ({Si(OCHg) | Si0H, [C—CH;~C|C—(0F):Cl CF,0 | CFSOF| SOF
6.8
4(n=1) 0.18 — 0.82 2.08 43.6 36.4 —117
1.8
- 38.3 5.3
4(n=2) 0.61 — 1.26 2.20 45.0 ‘ 35.0 -118
47.0 6.0
-
39.2
45.0 6.5
4(n==3) 0.61 — 1.26 2.20 35.9 —120
S 48.0 7.0
48.0
6.5
, B(n=1) 0.26 3.66 0.96 2.24 43.2 35.9 | —117.5
o 11.7
. 40.0 5.4
B(n=2) 0.16 3.57 0.86 2.20 47.0 _ 36.0 ~112
. 48.0 6.4
40.0
5 3.53 0.83 2.20 45.0 63 35.6 118
5(n=3) 0.1 . . . 8.3 6.7 .
- , 50.0

* JH NMR bl TMS J35Mg, %450 IE; ¥F NMR 4 TFA #5hks, @459 1E, (For 'HNMR, TMS as external
reference, positive values mean lower field; For YFNMR, TFA as external referemce positive values mean
bigh field).



966 e 3 % ® 40 2

S XURGXTRAMME

(Surface tension of aqueous solution of some polysulfonateby Du Nouy cyclic method,24°C)

) ¥ ¥R BE (Concentration of solution) (%)
wr T 0B ‘
20 | 10 | os 0.25 0.10 .  0.05 0.02
(Compound) ‘
% W 3% J1(Surface tension) (dyn/cm)
8(n=1, M=Na) — 20.5 20,5 23.6 30.2 37.5 46.9
8(n=1, M=K) — 19.0 21.3 24.0 27.6 42.8 54.0
8(n=2, M=Na) — 35.1 36.4 36.9 39.6 41.4 42.6
8(n=2, M=XK) — 33.6 34.5 35.0 37.5 41.3 42.6
8(n=3, M=Na) 35.0 35.0 36.5 37.5 43.4 | 47.5 50.5
5 L
teH2(n=1)

¥ 200g 1n=1) M 2g BERIAHLEPBRBEANOSL BELE P, WES, REEA
LI E 22kg/om®, M#ABHE, EWR125°CHEMRELEE, A5 HHEENEE 14
kg/om®, FEZMBEMKSERI 6 piF. BH), FEMB, REBRLARK, GO 2 HE,
b. p. 78°C/20 mm,

RRETHSMAEY 2(n=2, 3, 4), BENMYE T 5B E ERF,

ke 8(n=1, 2, 3)

FICER (BB T A L.

L& 4(n=3)

¥ 20g LAY 8(n=38) BT 50mL /NME#h, In A 1SmL B Z AR R EH
MR (1gH,PtCle+6H:0 ¥ T 10mL ROTRY), B KR, 7 120°C BIK LBY 8 /Mef. B4
BIE, RER 17.5g REEWRAE.

R L #ETHELEY 4(n=1, 2),

fkambin=1)

¥ 12g ba&Y Kn=1)mT 100w 24 B HB/AFBE R H=FRH, A 12mL
THeay FC-113, KR Sg MLief 25g MR, RVMPIFHEA BT, 23 /)i
mseke, FEERBETHENH 2 /M, BAYES ELWTN, BEREEK, BRABRK
BYEWERM, 5 8 ERBIIM .

%A HBEEY b(n=2, 3),

REeWMT

B3g Y b(n=1)8F 10mL ZE, BRAZABEN, E£aEBE T A 0.5l
VRELER, BEH 6 R S5 SmL Kk S BEPE 2 MR, ZBEABRLIKBEZ WK, UG K 6 BR &Y
THRESHE. BERTHRN, R ZBREHRAYW6. ¥ 6 EF T 30mL ZBM6mLIS% Z

¥ LB EEME R,
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BEh, MABR SR, GEBREBE. A EAEWHTH, A 20~30 mL KRR, LLKR
RRAZERRE. KBUZBEREZK, 5 ERBREH, UL KERA TR, Si8.
RELE, BEHMREN, BHEBERRER 7(n= 1)

FRETTHBRSGH T(n=2, 8),

REVM 8B ARY :

$0.500g RAY T(n=1)E T 50mL ARNMP, S 0mL M KKHER, RE
DB R (RARLH)BERPME pHT, BRABKBRRERAE, BR8N 1% XH
EHNEE, DL R E R ik .

SFRMEVPO &)*

Fivi%8 KNAVER VPO £ 87°C W&, #HLaY 6(n=1, )HHETHE.6(n=
)WT FC-118, YUK Z_MNREYR, WINAMRENE, CFRARERH S F
.
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SYNTHESIS AND POLYMERIZATION OF w-(2'-
METHYLDICHLOROSILYLETHYL)-3-OXA-
POLYFLUOROALKANE SULFONYL FLUORIDE
AND - (2-METHYLDIMETHOXYSILYLETHYL)-
3-OXA-POLYFLUOROALKANE SULFONYL
FLUORIDE

CrEN Li-ru* WaNG Jun-BUAN Hu CHANG-MING
(Shanghas Institute of Organic Chemistry, Academia Sinica)

ABSTRACT

Reaotion of w—-iodo-3-oxaperfluoroalkanesulfonyl fluoride (1) with ethylene
gave w—(2'-iodoethyl)-8-oxapolyfluoroalkanesulfonyl fluoride (2) which was con-
verted in {0 w-vinylpolyfluoroalkanesulfonyl fluoride(8)via elimination of HI in the
presence of triethylamine. Reaction of compound 8 with methyldiohlorosilane using
H,PiQlg as a catalyst gave w—(2-methyldichlorosilylethyl)~3-oxapolyfluoroalkane—
sulfonyl tluoride (4) which underwent methanolysis to producie w-(2'-methyldime,
thoxysilylethyl)~3-oxapolyfluoroalkanesulfonyl fluoride (§), upon hydrolysis com-
pound b was converted in to the polymer 7 which shows good surface activity in water
(Table 8 in the Chinese text). The boilling points, elemental analyses, *H and **F
NMR data of various new compounds are shown in Table 1, 2 and 3 in the Chinese

text.



