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The Reaction and I[ts Product Conversion of
Difluorodiiodomethane with Ethyl Vinyl Ether

GUO Yong CHEN {ing — Yun~
{ Shanghal Institwe of Organic Cherusiry . The Chenew Acwlemy of Scrences . Shenghat . 200032)

Abstract  Difluorodiiodomethane ( CF-l, 17 can react with vinyl ethyl ether by Na;S:0, in a solvent
[VIEOH): F(DMSO)} = 10: 1] al room temperature for 8 lwurs to give diethyl 3, 3 - difluoro - 3 -~
iodopropylacetal [ ICFaCH;CH{ OEtY; ] (3) in 60% sield. The coupling of 3 with zinc in DMF affords
[ ( Et0)>CHCH,CF>CF.CH,CH Ot ) (5Y in 60% vield. The »nCl; ~ promoted cross — coupling reactions of
the acetals 3 and § with trimethylsilyl enol ethers prodwe ketones 1CF,CH,CH ( OEt) CH.COR (8) and
RCOCH,CH( OEt} CHy CF; CFaCH-CHOOE) CH:COR( 91 qesperctively. 3 can add to trimethylsilyl encl ethers
initiated by Zn or sodium dithionite to yield © EtD ), HCH2CFaCHL.CH ( OTMS ) GgHs ( 10 ) or
(E0 . CHCH,CF,CH,COCE CHs Jat 1la) . The actals 3 and 5 can be converted by BF: - EpD into the
corresponding dithicacetals 1CF.CH;CH(SR 12013 1, { RS LCHCH-CFCFCHACHOSR 1, (14 or £, § — acetal
EtOCH( SR Y CH.CFCF,CH,CH (3R (OEt )1 185 1 depending upon the concentration of RSH used. The

elimination of HI from 13 by NEt; results in the formation of 1. | - difluorosthylene derivatives.
Keywords difluorodiiodomethane, acetat, thivacetal. 1.1 - lithuoro alkene
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1 12a )
2 12b 80
3 12¢ o0
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Table 2  Conversion of thicacetal 5 1o €7, 5 — acetal

. SHETEER(%)
F= R&H 5112
14 15 16 17
| 12a 1.4 38 4] ] ]
2 12b 1.4 3 ¥ 0 0
3 12h 1:2 L] X — -
4 12¢ 14 78 0 L1 LIl
5 12¢ 1:2 0 — n a8
fy 12d 1.4 53] 0 U ¢
7 124 1:2 ] 70 — —
" 121 1:4 4 D 4] 0
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in the presence of NE

Fe k) 18 50 19 & g0
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2 13¢ L
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4 13 87
s 8a

e 3 E=Z a9 E T DME & it gE i
FIRERRBUE S AE L 20,15 20 HAE(RFIES = ZBEM)
R AR B S °F NR A 4
=S HEHERESHA HENE - FHEER
{ROCF, " YMIES .

N0 DMF, F = LR IEF e, IR T i
FEERNY EZZEERFRET G2t
ek T, = 2 56% 458 20 5 10%; #2'H
NMR 7317, =L 560  48R% 20 (5 4% .

JUF-=CHCHIOEL), s

CE=CHCHIUEL)-

DMF
E | 0
. , NEr- . I
ICF-CH2CHIOER ), — CFa==CHUHIUE);
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HEMREGHE, U E=ZZKaEH FER 0.5
- HR & 21 AL YERE 18c.

11 1 8 eq C, HsSH/BF- - E1,0

Il :L:H;CHlOE[E

2} MEt-
3
OFEt
LFa=CHCH{5CpHs} + CFa=CHCHSCgH¢
18¢ (49%) 21115%)

HFEs = 749 18¢.,20 7 21. {LH4ERE 20 &R
REN MR TERKRBER.

2 XBH4H

L% ¥ i ] Shimaden IR — 440 A # Perkin —
Elme: 983 BU2T SR |30 o8 | 3 B 2 P i
% B R LS H A 2 "H NMR 7E Jeol FX -
N[N MHz) . Brukker AM 300(300 MHz #5854 (¥
172, TMS AR ER S5 . °F NMR #$7E Varian EM
~ 360L(56.4 MHz) 2}, Bruker AM 300( 282 MHz }# #
4R (L LIE . WL CRCOOH BT . B AT . S
B HP 5989 A BT #% L #l 7 . HRMS FH Finnigan MAT
— 8430 BYFT {510 7€ . H 247 F 300 ~ 400 mesh fE
. 6 E At e GF2s4.

21 ZE-BARSZHEZRBIRE

N, R T, 250 ml B9 = SR, 0 b o) i e g
PGB, INA B B 5209 g.30 mmol) . 24
HZAE6.48 2,90 mmol), fREEH) (6.2 g, 36 mmol),
MCAE 903, 0 .36 mumol) AR T K ZBE(120 mL ),
TSOCUTFRMNS h WHEE A4S A KRS, B
LEER W EHMBERKE=K. BT
R R R AR 3 (2.5 2,28% ) . N; R T .250
mlL §) B, A LR E ZBE(19.5 £,270 mmol },
fRESII(11.5 g,66 mmol ) KB F (5.5 g.65 mmol).
FK (200 mL) F DMSO(20 mL) TR F##,
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P HIE A T HESEO1S 1. 50 mmol ) R EE RZ R
R HEEH 3(8.8 g,60%).

3: EfEE{K, b.p. 48 ~497,399.97 Pa: dy:
4.83(t.J=5.1 He, IH},3.58(m.4H},2.78(m, 2H) .,
L.1S(m. . 6HY , 8p: —45.9(t, J =5 4 Hz) v v, 1 2050.
1370.1050 em~'5 m/2:249(28.19).221(15.72), 201
(16.87}.103(92.08),75(54.04),47( 100) ; Anal . cali]
for C;Hi3 Fo10,: C 28,58, H 4. 46, F 12.92: found
28.91.H 4.53,F 12.57.

N RIFFLTE SO mL AR EHAR . A LW 3%
ZBE(1.35 g, 18 mmol ), fREE (1. 74 . 10 nmul b, B8
EREGH(0.84 g, 10 mumol ). 2 B5 (25 ml) f1K (10
mL), FEPKEL I T HEHE A 18 bl A ZFL B £ 3
g.10 mmol) , F5E EEIK KBS E.0.5 h [5'°F NMR
Ml A e MRS K. SHTEHHE.
H=4 1.59 g. 80 & 209%, P 3K 15% , A — 43,
8y: 9.6 HEWM A [ ICF,CH.CHO ] (4) . fir &, A= R i
BT LES .

22 INESBERM

N. fRIPT, E 250 mL BYREGE 8P I A S5 8 3
(14.2 .48 mmol) ¥} (4.7 2,72 mmol HRI X 7K DMF
(50 mL) . EERB TR .3 h /5, "F NMR & 2 i
e AR AR WA AKP, HInA bR
FihAe OB . AR T8 . 1| iEs
(4.58 2.57% ) H1 6 (0.56 g.79% ).

S. LEBIK & 579 ,b.p. 114C /666,61 Pa:
Su: 4.89 (1, J=5.2 Hz,2H), 3.69~3.49 {m.8H) .
2.36(m.4H),1.16(t, J=7.1 Hz. I2H}. §¢; 33.5(t. J
=19.4 Hz) s vop: 29811381, 1129, 1097, 1060 cm™ '
m/z: 334(M*,0,07), 199(100). 103(17.59). 59
{4.75): Anal. caled for CpaHag F04:C 50.28. H 7. 84;
found C 50.76,H 8,00,

6: O, P=H 7% L. p.64C 10 555.78 Pa;
Sn:5.95(1t, J=56.7,5.0 Hz. 1H) . 4.68(t. f = 6.0
Hz,1H),3.68 ~ 3.48(m.4H),2.12(m,2H) . 1. 14(1,
6H). 8p:34.9(dt, J =56.7.16.4 Hz); ., : 2980,
1802.1745. 1620. 1396, 1116 ecm™'; m/z: 1230100).
103{41.00}.95(70.87),75(23.23},47088. 18} : Anal.
caled for C;HyyF30,:C 49,99, H 8,39 found C 49.95.H
8.41.

2.3 SeCLEAT IR S SRR ER

No BRIFRLTE 25 ml BYRE R HE L A SR ES 3
(1.17 g.4 mmol) , $EPERERE 7a (0.86 g, 5 mmol ).
FFLE0 mL) T HE - 78C, B I SuCl (1.1 g, 4

mmol} 4 h I5 , MARBEZRAWHER 10 L. A=
APRERZIK. §HEILE . k. GBRATER &
{245 B 15 8a (0.95 g,65% ).

Sa: LAWEM. 2 65%;8,4:4.12{t. J = 6.1
Hz. (H). 3.52(q. J=7 Hz, 2H), 3.4 (dd. J=
17.4. 6.7 Hz, IH}.2.65(m,3H), 1. 12{m, 12H) . §;
~ 3141, 12950, 1700, 1360, 1170, 1090 em ™'y m/z:
319 15.66), 291 (4.49), 249 (100), 221 (33.38),
201 (26,33). 85(29.23), 57 (75.03): Anal.caled for
ChHgFalOs; € 37.94, H 5.50; found C 38.05.H
5.67.

8h: LA, =8 57%:3,:4.08(m. 1H),3.53
tm, 2H). 2.74~2.08 (m,5H), 1.90~ |.65(m.
6HY.1.10(m. 3H) . 8p: - 41.0; 1, : 2900, 1710, 1160,
1090 cm~ 'y msz: 347 (98.61), 346 (M*.100},249
161.531, 173 (32.46), 155 (69.19). 81 {76.27);
Aval. caled for Cy HisFI0,: C 38,17, H4.95; found C
38.58.H 5.16.

Sa: LEGEE, % 76%; 4y 4.18 (t,2H).
3.50 tm.4H), 3.03 (m,2H), 2.66~2.26 (m.6H).
L0 (o, 24H) . s 38.25 v 1 2950, 1710, 1480,
1370, 1090 e~ 'y m /2 :443(23.51).442(M* .17.38}.
219 (26.09), 85 (37.31), 57 (100); HRMS caled for
CoHag FLy 442 . 2706 ; found 442 . 2689,

9b: FIfa [, 2 68%, m.p. 113 ~ 114C;
Ap: 4.2¢02H), 3.6 (m,4H), 2.5~ 1.0 (m.28H).
Fre 33 40 v 2977, 1704, 1180, 1105 em™ ' /2
4390M* +1,30.46),321(100),271(25.87); Anal.
caled for CnHyFa04:C 60,25, H 7,82 found C 60,27,
H7.70
2.4 3B _EEERNEE
240 HHHATIHGHARSELRE N, [{P
FLIEDS ol YRR IASERE 3 (0,59 mg, 2
mmol ) FHEEHBE 7¢ (0.96 g,5 mmol}, DMF{(4 mL),
FEH100.20 g3 mmol) e E W FRAZ.2 h 5. °F NMR
Fm R 17 TE 2L SR B A AR I Ak R, A2
BEARHT 0 K, AR T AR S 28
i 4 8513 10¢ (36 mg, 10% ).

0. &R . m. p. 75 ~ 78C; 65: 7. 64 {m,
2H).7.38(m.3H),4.58(t, J=5.1 Hz, |H}.3.49( m,
SH).2.08~2.03(m),1.14(m}.0.27(d. J = 2.4 Hz.
GH). 3.5, 087 v ¢ 2983, 1380. 1262, 1153, 1063.
843, 754, 709 em 'y m/z: 360 (M*.4.63). 359
(15.13).313(100),293(51.64}, 103(27.33); Anal.
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caled for CigHyFa045i: € 59,97, H 8.39 ; found C
59.99,H 8.28.
242 GEHEATISHRAREAE N}
PF.TE 25 mL RYR N, I A G5 3 (0.59 g.2
mmol) , FEEFERE 7a (0.35 g,2 mmol ) fRE¥3:0.70
z,4 mmol ), BREE RN (0.34 ¢.4 ool }, ZFH (4 mL) 1
K04 mL) FEFR A TRE. | h5.“F NMR £
M 520 5E 2 B /B Ak, 2 BE3E L =0k K
PELRBN TR ERIME . SHEN TEE 1la
(0.25 g.47%) .

1a: BEME, F5F 47% . 6,:4. 7311, f =5 5
Hz,1H),3.54(m,4H),3.34(t, = 15.2 Hz,2H),2 47
(td, J =16.4,5.5 Hz,2H) 1. 16(m, 15H) . 8¢:7.101 1.
J=15.5 Hz)s voy: 2977, 1716, 1480, 1370. 1128.
1060, 1002, 850 em ™ '; m/z:265(1.023,237¢2. 041,
221{1.02),201(29.24), 189(36.68).103(32,70) .57
(100 ; Anal . caled for CiaHay Fa04: (0 58.63, H 9. 08;
found C 58.44,H 8.91.

FE IR EERE 7e (0.38 £,2 ool ), 18 10¢ (0. 37
g.51%).
2.5 IHSHAATEEN 0,5 - BEHAYE
i3

N; R4 F L 25 ml B9 G BRI A HREE 3
(1.47 g.5 mmol}  ZHiAF(0.74 ¢. 12 mmol) . = & 1k
WHZ. B#(0.85 g,6 mool), —FHF BE( 10 ml.), fF &8
FRE.4 0 REBEA 10 ol KKE 2 B
=3 O s SR FE i iR A ik ik
AT RIS SHEHNTER 13a
(1.53 g.94% ).

13a. LA, % M4%; 8,:4. 1141, J=6.4
Hz,lH),2.94{id, J =15.0.6.4 Hz, 2H}, 2.6%9( m.
4H), 1.23(m,6H).8p: —45.5(t, J = 15. | HzJ3u,,.:
2900, 1180, 1070, 980, 890 cm™'; m/z: 326 (M*.
27.70), 265 (100}, 201 (69.04); Anal. caled for
CH3F218,:C 25.77,H 4,02, F 11.65: found C 26.21,
H 4.11,F 11.66.

13b: TABE, PR 80%:3,:4.5{t. J=6.6
Hz, |H}, 4.18 (m,4H}, 3.57 (m.4H). 3.10 (in.
2H), 1.26(m.6H).8p; - 44.8(t, /= 15.2 Hz)jvp,.:
2950,1730, 1280, 1150, 1020 cm™'s m» z:443(23.32),
323(100),195{52.01) ; HRMS calcd for C,(Hy F2 10,5
441.9581 ; found 441,9575.

e KEBE, P32 0% 64:7.64 ~ 7.37(m.
10H),4.79(t, J =6.4 Hz, 1H),2.98(1d, J = 15.0,6.4

He.2H). 3p: —45.4{t, J = 14.6 Hz); v, : 1580, 1480,
140, 1180, 1070, 980, 890, 740, 690 em™'; m/z:422
(M*,15.77).313( 100}, 249(60. 53 }; Anal. caled for
Cj«H;2Fal%:: C 42.66,H 3.10. F 9,00; found C 42.25,
H 3.23,F 9.40.

13d: BEMEE, =R 85%; 5y: 7.57 (m,4H),
7.43 1m.4H}, 4.79 {t,J=6.5 Hz,1H}, 2.98 (. ]
=15.1.6.5 Hz.2H}. 8p: — 45.1{t, J = 14.6 Hz);
bz 1570, 1470, 1170, 1090, 820,740 em™ '3 m/z:491
t7.743,490(M"* . 11.42),348(39.74),347(100),285
t3]1.72). 283 (82.76); Anal. caled for CysHyy CLF3IS;:
(:36.68, H2.26, F7.74; found C 36.75,H 2.51.F
8.09.

1de: LK, PR3 399 ;6:7.62(dd, J = 8.4,
5.6 Hz,4H),7.21(t, J = 8.8 Hz,4H) ,4.66{1, J = 6.4
He 1H$,2.950td, J = 14.8,6.4 Hz, 2H)} . §¢; — 45.2
(m, 2F1,31.38(m, 2F); 1., 1586, 1487, 1234,
1158, 835 em™'; mAz; 458 (Ma*, 29.55), 331
(1007, 267 (64.77),203{30.29),127{33.21); Anal.
caled for CsHyF4IS,:457 19283 ; found 457.9328.

13 A E &, ™% 73%, m.p.50 -~ 51C;
Ay: 7 35 (m, 8H), 3.91 (s,4H), 3.77(1, J = 6.6
Mz IHJ.2.98(td, J = 15.1.6.6 Hz,2H) . 8¢: — 45.9
(o = 15,1 Hedy voee: 1594, 1489, 1200, 1062,
988: m./::518{M*,0.95}.393(13.99),360(43.51),
1250 W1} )5 Anal. caled for G HysCLF,IS,: C 39.32: H
2.91:F 7.32found C 39.57:H 2.99;F 7.50.

1da: EEEE, P % 88% 3 8):4.23(t, J = 6.4
Hz . 2H),2.68(m, |ZH}, . 25(¢, J = 7.2 Hz. 12H).
84133201, J = 19,3 Hz)s v 2967, 1449, 1266,
1178, 1086 em~!y msz: 398 (M*, 0. 98), 275
{100). 215 (50.30): Anal. caled for CiaHagFiSe: C
42.18. H 6.57; found C 42.61, H 6.50.

14b: K& FEE 81%;8,:4.60(t, J=6.5
Hz,2H),4.20(q, J=7.1 Hz,8H),3.54(m,8H).2.76
(o dH) L 1.250t, =71 Hz, 12H) . 8:33. 101, J =
16 5 Hzd; v 2081, 1730, 1296, 1178, 1086, 1032
em i om oz 631 (M*,0.33), 511 (46. 14), 423
(S0, 411, 391 (70.83), 271 (100); Anal. caled for
ConHy F, Oy Sy : C41.89, H5.43 5 found C44.22 L H
5.39.

M . (15 [E k=3 8% ., m.p.97 ~ 98C; &y
7.52(m,8H),7.40(m, 12H),4.84 (1, J = 6. 4 Hz,
2H) . 2.56(m, 4H)}. 85:32.5(r, F = 19.5 Hz); v .:
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1574, 1439, 1168, 1077, 752, 695 em™': m/z: 481
(6.45),261(100),241(17.78), 109 ( 10. 82 ); Anal.
caled for CagHagFsSs: C 60.99, H 4. 44, F 12, 86; found €
61.17,H4.45,F 13.07,

14d: (5 & B 1k, 7= 3 66% , m. p. 148 ~ 1499,
Sy:7.55(m,8H),7.44(m.8H),4.93(t. f = 6.4 Hz.
2H), 2.63(m, 4H). 6p:32.3; 1 1901, 1527, 1477,
1168, 1094, 817 em™ 'y m/z: 726 (M* . 0.23),583
(2.95), 295 (100}; Anal. caled for CyyHy CLFS,: 0
49.45, H3.04, F 10.43; found C 49.50.H 3.07,F
10.75.

14f; BEEE, 8 74%, m.p. 115~ 1167
Su: 7.32 {m, 16H),3.88(m, 18H}.2.58(m,4H) . &;:
33,43 0,,,:2920, 1901, 1595, 1490. 1177, 1078. 827
em 'im/z:657(0.36), 499 (11.08). 467 {17.88).
435 (14.11), 343 (16.01). 125 (100); Anal. caled
for CyyHyCLESs: € 52.04, H 3.85, F9.69;found C
52.04,H 3.87.F 10.15.

15h: G EE K, 23 390% , m. p. 60 ~ 62°C; dpu:
5.03{m,2H),4.15{(m.4H),3.80(m,2H),3.50( m.
2H),3.40(s,4H),2.69(m,4H).1.25(t, J = 7.1 Ha,
6H).1.16(t,J =6.7 He,6H) . 6,:33.0{1.19.2 Hz!;
Ve 2990, 1730, 1286, 1177, 1102 em™ ' m/z: 436
{0.38), 317(100}, 271{30.66), 253{51.21). 197
(78.87); Anal. caled for CyHyFi06%: © 44,80, H
6.17;found C 44.98,H 6.41.

15d. (3 {2, B &, 7% 0%, m.p. 67 ~ 69C; 5.
7.53(m,4H0}.7.42{m,4H),5. 11{m, 2H), 3. 98¢ n1.
4H),3.55(m,4H),1.18{m,6H) . 8 :32.8; v . : 7977,
1736, 1569, 1437, 1177, 1092, 1014. 822 em™'; m “z:
485(1.12},4.39(0.91).341(8. 007, 29501001, 275
{(15.72).143(11.51); Anal. caled for GozHyCLF, (5.
C 49.71,H4.55,F 14.30;found C 49.95.H 4.59.F,
14,86,

loc: J & EE, P& 27¢% ., m. p. 74 ~ 76C . §y:
7.55(m.4H),7.40{m,6H).4.87(m.2H).3.56( m.
4H). 2,63 (d,J =18.0.6.4 Hz.2H), 2.32 (d. J =
18.7.5.0 Hz.2H) . 1. 14{¢, J = 7.0 Hz . 6H}. 5: 33.0:
bmax s 2975, 1731, 1582, 1180, 1081 em™'; m/z: 462
(Ma™,1.45}, 307 (100). 261 {60.30}; Anal. caled
for CoHa F40a8,: C57.12, H5.67; found C 5732, H
5.88.

17c: G FE &, 3% 48% ,m. p. 79 ~ 82C : &y;:
7.54(m.6H}Y,7.41(m,9H),5.09(dd, J =8.8,3.1

Hz,1H).4.85 (m,1H). 3.99 {m,IH}. 3.55 (m,
1H;.2.58{m.4H).1.18{(¢. J =7.0 Hz.3H) . 8§:32.6;
Vo 1 2979, 1583, 1475, 1438, 1173, 1087 cm™'; m/z:
A81(2.68).4.17(1.49),307(40.46), 261 {100);
HRMS caled for Gy Hog F408,: 526. 1082; found 526.
10152
260 BMICMHRETHHBRMLEER11--NX
ZHITEY
26.1 EDMFEMPAZOKRMELAGRYRE
¥ T 25 mL B R GEHR A I AR SERE 13c (0.42 g.
l mmid}, = 7 B (0.30 g, 3 mmol ) T I K DMF (2
wl), FEBR TR, —KE."F NMR £l 51 52
2 R EAKS, AZBER =K. AREAT
B ERILERE. SHEEWN &S 18¢ (0.23 2.
FAL NN

18h: WK, PF 71%; Jy: 5.06(dd, J =
10.9.2.0 He, 1H),4.75(ddd, J = 23.4,10.9,1.5 Hz,
tHI4 160 q.4H) . 3.49(q, 4H),1.26(1,6H).3¢:3.50
idd, f=35.2,23.2 Hz, 1F)}.6.00(d, J = 35.2,1F 1;
Voo 2985, 1735.1271 em™ 'y mrz2: 314(M*,0.29),
26902.31),227(14.44),195{100), 167(23,46), 147
134.75},119(39.82); HRMS raled for Cj, Hig Fr045:
314, 0458 found 314.0420.

18c; LEME, P 72%: 4y 7.53(m,4H),
7.400 m,6H),5.32(dd, J = 10.8,2.0 Hz, 1H),4.62
iddd./=23.6.10.8,1.4 Hz, 1H). 3¢:4.83(dd, J =
36.5.73,8 Hz. 1F),6.86(d, J =36.1,1F) ;v .: 1732,
1262,915 em™ ' m/2: 204{M* ,3.45), 185(90. 50),
165 11001 Anal. caled for C,sHi FaSa: € 61.19. H
4.11. F12.91; found C 61.51,H 4.35,F 13.21.

18d; Lfaiik, P& 8% dy: 7.57tm.4H).
7.430m,4H).5.41(dd, J =10.8,1.9 Hz, 1H),4.67
(ddd, f=23.8,10.8.1.5 Hz. 1H)}. 8¢:3.68(dd, J =
34.2.23.5 He 1F),5.90(d, J = 34,2, 1F) 31, : 1726,
1473, 1265, 1096, 825 em™'; m/z:362(M*.0.11),
219¢100) . 1991 66.62) ; HRMS caled for G, HigFa045, :
361.9569; found 361.9568.

18f: Lk, =3 87%: 3y 7.30(m.8H),
4.6Tiddd, J=23.8,10.8,1.2 tle, 1H},4.25(dd, J =
10.8, 1.8 Hz.1H}. 3.84 (m.4H). 6p:4.05(dd, J =
37.3. 24.0 He, 1F), 6.86 (d. J=37.3, 1F); v
1730, 1489, 1266,1093 em™';mrz: 390 (M*, 0.05).
265 (1.90), 233 (49.42), 125 {100); Anal. calcd for
CirHyC a8, € 52,17, H 3.61; found € 52.62, H
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3.79.
19 LMK, F555 689§y 4. 42(m. 2H),3.51
(m,1H), 3.25 (m,1H), 3.02 (m, 1H),2.61(m,
IH).1.07 (m, 12H). 8p: 6.13(d, J=43.4 Hz, I},
6.78(dd, J =43.4,25.2 Hz, IF )5 vy 2975, 1740,
1790, 1431, 1370, 1283, 1179, 1081 em™'sm 'z:221
{4.76),205(8.49),93(33.89),57( 100} ; Anal. cald
for CyHgFa0,: €59.98, HE.24; found C59.72, H
§.19.
262 HELEREMNFIGMSULAMYEE
=97 .96 mmol) BYTEFIA D ASEEE 3 19.5
g,32 mmol)  INFA [0l i, HE&E F U PLIE KR 2 h iS55
L AGK, B EHLE . B BRI &Kk
Wil R ET IR AR TR T 4 S0 C L T iE . 18 3
GO9S g B MOEGW, = LR 569 4
B CF,-= CHCH( OEt), /4 409 . S ¥ 8 LR m -
Z i 56% 43R CF, — CHCH(OE): & 44% .

20: LMK 6:5.19(d, J =6.7 Hz, 1H) . 4.68

(m. LHY,3.56(m, 4H) , 1.51(¢, J = 7.0,6H}.3,:4.65
(dd.J=40.1 Hz,25.9 He,1F}.6.22{d. J = 40.1 H,
1F):im/z:129(21.60), 101 (20.64),99(79.27).,77
(10.00}; Anal. caled for CyHzF.0.: C 50.59, H 7.28;
found C 50.39,H 7.09.
263 O, 5-WmEB210988 NPT .488 3
(16.0 g.54 mmol) 5EFET(10.8 2,98 mmd } £ T
LI (8,52 g, 60 mmol } LT RLRY . P47 = 2
AT T BB, ML A= e 16 25115 1801777
g.49% }F1 21 (1.82 g,15% ) .

21 KRR, P 15% ,b.p. 77 /1999 83 Pa:
Sn:7.105H),5. 1(d,1H),4.5~ 3. 2tm, 3H), 1. 114,
3H) . 3¢:5.3(dd, J =36 Hz,24 Hz, 1F}.6.22id. ] =
36 Hz 1F) 1 v, : 2982, 1736, 1628, 1476, 883,735, 481
em™ sz 2312, 38,2090 1000, 135( 48. 81 ), 109
(46.25); Anal. caled for Cy, H; F,08: € 57.38. H
5.25,F 16.50; found C 57.51,H5.30.F 16.78.

FXABRBEABEEEN+EREREA+
FIEX
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