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AESTHEAESERRYHBNRTEREREITNTEY

[0001] A HIE A — UK B & FAE IR 43 58 FE , SLEESR I FRIE H o 2003 4F 5 H 14 H L H
i 5 03810848. 8 (PCT/US2003/015107) « &K BHAFR A “ 7S T M S e mr 2R 2 I AR
B ER R e BIRT A o

AR
[0002] AR HI KA B B

EEEA

[0003] W] H & FE AR AN S IR A R RAKR U S F S TAmIscHE. #la, =
Sfmm LM (US 3,706, 723) ViR CMs (HE BR HHE W02001-037043) L5 A1 VU 3 L0 Bl —
WM (BRPNER 0 121 073 BL) =9 LM (HEFx B WO 2001-037043) LA PUGR £ Al
BEIR COals (RRMER) 1 169 399 A2) FEEA . Wi REAS & 2IHEHU IS I 2 HAR sk 11
IR, MIA] DR S e e A B A WA R sE . Blin, iR e mar 1 BB Rz 2K
(K5 Re ], ABRUAT LS X Rl s AR A 7 AL B - SRS

XRAE

[0004]  fE—NHARSCHE T S, AR IR —Fh 3 CH, = C(R) CRL0S0,F AL &4, Joh R
7 R 1=10 /M 1 2 R ) BB  SCAL AR B A e 255 [, 3 ] LS AT B4R

[0005]  EEE AN HARSE T S b, AR IR —Fh X CH, = C(CR,080,F) , ML &4
[o006]  FEEE = AN HARSEI T S b, AR HIFRAE— P CH, = C(R) CRX AL 54, Jeh R 2
HT 1=10 ANBR J5 5~ 2H B ) BB SR BRPVIR ) A 1, 3 mT DL A IR A, i X 38 &
B BRSNS U BRI AR I AU, B A OCF.CR,SO,F 77 Ik AL Ik
LN TR AW (3 B N TR AWSR TSN X TR AWt e - NETI DS TR AR G- 2 =B N AN 21
SRR I R AR R A e s 2 | i AU S e U LR e S i e AU L S
P2

[0007]  FE5R PUAS HARSEHE 7 S, AR B4R —Fh 2 ClL, = C(CEO) CEX AL 54,
Forh XORT X E 2E A S R R AR U B AU R e AR R, i
OCF,CF,S0,F 77 HRIE i A7 IR L 4 A7 IR L Je it i« S AU bt 56 | ARkt 4 ml LA
FAL AR B A R AR S R AR O U AR R R e S« A U 8 MR e SR 2
IR A L Bt A A SR AU R 2

[o008]  fE5 fA HARSCI 7 S, Ak PR — Pk, A AR AR 2 R AF AE T
il CH, = C(R) CF,; Y5 SO, HEAT#efih, 133 CH, = C(R) CF,/S0, &4, Horh R o2& 1 1-10 DMk
TR ELAE SO BRI bR IE T A AT RS . AT iR AR it s e, =
C(R) CF, AL &R NS T (R A2 CFy) o

[0000]  7E 5 /N AN F ARSIl Jy b, A R PR AL — P 7 ik, %7 AR AR AL CH, = C(R)
CF,080,F 1558 — SRR MREAT B, 45 B4, Horh ROGZ HY 1-10 Ml 1 2L i) ELBE
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SCACEIAAR IR e HE ], I8 R LAE AT R DLIE 2R it B A s Ak s
BT B SRCAC I A A L, 91 40 —OCF,CF,SO,F 75 I Tk AR 57 W ik« 4 984X % e gk
BRI A R B 2 2 AR 26 ] LLIRAL IR A S B R UG U IR o At R
L FRILEE R o AU £ PR EUNE 2 UBL T A MR R DA A Uit I 6
[oo10] 7 5 B A FL AR SE 7 S b, AN e WY R I B 5, % 5 AR IR AL CH, =
C(CF,080,F) , 1588 — S R FIREAT #e e, SR = 15 55 AN TR 128 — SR s R I 2 — 29 ikt
AT, 152 A .
[oot1]  FEEE \ASHARS 7 S8, AR 4RIk CH, = C(R) CF,X L5 & /b — R H g R [y 4k
4, o R 1-10 AR 1 4L BURE  SCACBIRR R e e 2k 1], 38 7] L& A R4,
1 X 3 H 2 3 RSP U e A R R L AU A L, 1l T OCF,CR,SO,F . 77
TRIE S AT IR L A S A7 R IE e i 56« A e it s A QR 6 T LA I i 2
R EURMR 7 UR AR B LR AR L B e AR A i AU S ISR e A L UL e e 2 R
Feaa gk UL S A i 4
[oo12]  FESS U BARS T S, AR IR CF, = C(R) CHLXAL &4, HoHh R A2 1 1-10
AN RS ELBE S SOAE BROIR B FRURERE L [, 3 ml DAE AT B4R, 1T X8 H &L 5%, AR
B UEE AR AU R A ARBE SR 2, 9] 0 OCE,CF,SOLF 57 IR K L JR A7 IR I S 42 9
AT R IE L Jebat 5  J AR 2 L AR 2 ml USRUAL 1R b e B U VLR R L S R
MR B EURAR R GE R 2 L I AUE AR A IR Ut S AR e A 2 i e A 2k LA Bt A e
5o
[0013]  FEZ AN BAR S 7 Z b, AR BRI CF, = C(CRX) CHX" AL 54, Jhrh X
X' 2% HIE A K5 BRI AR A IR AU A L A A URE AR, 1 A1 OCF,CF,SO,F
77 RE S AT IR A g7 IR L bt 56 « JeA bt 2k« 4 A it 2k w] LSRR i
B A HURM 5 SRR BRI IR  FR AL Be 2 s AU 2 A R 2 L R
AR L Kbt Uit 2

BAXHEA

[0014] R RINAEREE Z ITERAEAE T, NS T GIRA S 5 =44kt (S0,) AT Y, 15275
S T4 /S0, &4, CH, = C(CF,) CR,0S0,F , A SCHRZ M i ARKR BR /N 9l S 1 4 B ok HF IBFS .
£ (19 8% 2 BT R AL 4% BE,. B (OCH,) 5+ SbF.. SbC1,. BC1,. B(0C( = 0)CF,) 5« B (0S0,CF,) ,+ B,0,.
H,BO, H1 Na,B,0, ( AAITHIIE Na,B,0, A5 ANt 2k 5y iR« {HA2, 75 S0, /74 T ERIMF B 2
g ) o PLIER % 5 R & BF,. B (OCH,) , Il SbF5, J MR FE4) -50°C & 100°C, {1tk Hs
21 -25°C A 75°C, FALEHZ) 0-50°C, i FALEZ) 10-40°C, AEH L IEHLL) 20-30°C . B
() W SO S s Bl , 7E40 1 3 8pal 1 3B L b, DRie 2y | 73 8P 22 100 /N ATk 34
NI R HFIBES =2,

[0015] & T HFIBFS Z 4k, /N W 7 T M 5 S0, )k W i& ] LL 13 2] — fn & ), CH, =
C (CF,080,F) ,, ASLRRZ A iR /S %o | Milis sl HFIBFS2. K S0, 5 /5@ T 4 1 AE/R
LERE 2K T 1, AT LUK CH, = C(CF,080,F) 50— Fibit BR BRI 7 22 Bt SO, SN+ 1 M BE
JREEHE 3G n . wT CAYIOREEE R bE i 2 I Ui BR IR 2 T EE

[0016] 5 SO, IR MNAR T 7S5 T M, B RE S CH, = C(CR) CF, X M S M. AL
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CH, = C(CR) CF,/S0; I-&4, Forb R A& 1-10 AN J5 - 19 B BE IR R B I S A R 2 1
DL b ACPE LT A o RGBS A AT LS A B . IXR A2 CH, = C(C,F,) CFae ESE
JEE R A T e S0, R NAFE] CH, = C(C,F;) CF,0S80,F

[0017]  ASCAF FHIIARTE " FACHEBRES ” 2 $5 HFIBFS. HFIBFS2. CH, = C(C,F,) CF,0S0,F Fil
iR CH, = CRCF,080,F 4L &),

[0018] %4 %% IR FiR O ERES, HFIBFS, HFIBFS2 F CH, = CRCF,080,F 534 R 7 [ A4
B4, RIS CH, = C(R) CF,X #1 CH, = C(CFX), (2K H HFIBFS2) 454, Hoh X 2 A
A SRR AE S . i, in Rl s+, A VAT 2] CH, = C(R) CF.CL,
2R NAEIR A A A T 3T, R FACEREEFE A (-0S0,F) 2201 “ & K577, Bl'e 5 4%
SRR B

[0019]  SEAZIRFE A ARG K, PR Z “Wr B 7 X R BUR 7. AT LU
PR, L2 i, BT DL BB, B i 55 1o SRR RN S BUK 7 IO, 48] i i
Mk R, BHe— AR BUR B, W SERZ G137 5 HiR )R 85 . 7F (Advanced
OrganicChemistry), 5 4 i, Jerry March,Wiley,New York, 1992 4, %8 205 71 1] L& 2
AR FEZIAFIIT R O

[0020] FEiE & T 5 ®ACHE BB &K NV 1) 26 & )0 B A A . B, )
B B ER, ) o FOEE ER (CH,0-) . g AR B ER, 1 40 CR,CH,0 . 4 & AR B 2R, 9 a0
(CF,) ,CFO™ A1 OCF, (CF (CF,) ~0-CF,) ,CF,SO0,F, ' n = 0-5. 75 WM \ A5 IR E 2 A7 1
ik, 151 41 CoF 50— AL BE S0 A IR I 4 AR v DARAK I i A » B A & Ak Al R &
AR o AR ARSI AN 53 N R0, FHAH BY. 4 A 234 A R IE S R, 18 0 5 RS
(R ON 38 FH AR (KE) i) 5 4 g AIEE R, D0 5 b o) 5 4 A IE R o 06F T R, 451 4
PR 7S e TR AT ) ) 26, A 0 BRI A% R R AR A% N P B AT e A e A 288 ik
S B o T DL AT B, DU i A AU DA 3E SN o B~ S8 A% 1250 ER1 I 2 1 B
B RIEAZ R o 1 BH B U b R i J BH B, I BH B 1 I B A X Fh 3 A H s T
RN A o PRI 2R AT A2 A 4, SEARIE ML S ) IR RO A 5 A VB
B £ R B L A AR R L 7 IR L AT T kAN 2 A Tk o g ML IE IR S i) 2
HUAREE, 191 an s OB (HOCH,CH,CN) 47K Hi (2, 3- BR4EAEE ) iR & (XCH,CH,0H) , 1
MEAR CBE R ST VL WU S BT, ‘e AT e U BRI 22 1 Re B U /S o
fi o IX A ] DUREIAR g S IE I L PR SR S R g AR £, 5 b T A R TR AR B3R
N IR EATEFE R FRW — F1 = - 55 4 ] DLRAL I S O fe i S ] . SR,
Dok b 8 i HER PR I, i ik AT R 2 — B B HLER, ) a0 B IR TR, 7T LA | NRER G
REF . A SCHPIX S ERFR 2 BRI AL . X LR VT DL 5 o

[0021]  FAMRIERERZ EGR 2 £ —FF CENHEAR SO RoR MR Eh, 5 b4 i
EEARTERFE—30) , BB, AR SCRRZ i AR &, 491 i1 HSCH,CH,S, $& IR 1 Re 41
[0022] B SRAZ GRS R I 2 M e BB LA, R M A4 PR 0k 2 R SR R I Y e T, T
TEREVA H YR Ik ZEW AR K B — el 2 &1 XLy s ARG IEA
LR HAR IR B M SR RE R AT I Pl e e S AR, 19 T < e RN 3 R, R M SR
G, B R MR RS . (E2 Z 8T HEESVSEE N EEH 2 A 800 . #ER
GYESAERR GV ZE WA T IR ZE T B AT E B0 G0. INAT 123E V) I 25 1 R
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(3L 2R B AR AT DAAS R 2 BORE A7) IX S8R RESE T mT DU 8/ 73 1 8K 70, 19l il 58
BVVIRRGERAL , MG G IL R AR I — P sl 2 AR G L R e
[0023] A FH K4 AR e A 2R 2 %R ) /2 T OCF, (CF (CF,) —0—CF,) ,CF,S0,F, Hirpn =
0-5, ARG US 3, 301, 893 /4 FF A ALl 11 o 3X A2 FAH Y. R B S5 R il 46 1), IX HL DA n =
0 & % :F (0) CF,CF,S0,F 1 KF, “OCF,CF,SO,F 5 HFIBFS 8% HFIBFS2 Jx IV 43 il 43 3| CH, =
C (CF,) OCF,CF,SO0,F Fl1 CH, = C (0CF,CF,S0,F) 5o X% 43 Iy AT IR 1 2 A 41, B —SO,F, m]
DLAK #1521 —SOH B REHT o 1 i I8 J5k [T 2 A R ) AL TR N B8~ AC e 3L [T AL, CH, =
C (CF,) OCF,CF,S0.F 5l &0 B &3l M B AR R A1 B — P B &), e K G HA &
TR R S I B i A FH A L R R L rEA A Y A . 2R B, CHP =
C (OCF,CF,S0,F) , #LZ A1 2 — R HAG “ plont” B 18I H R, B amigit 17—
W B AR PE o AT DATIORHZFE IR AW 2 B A — IR B T ACH R B AR ko AT LATES
KZFRFLHL (DMSO) &AL (KOH) /KM & A X S WE 2L S I 2R 54 . SLA B Ty
2 15% 7K .60 % DMSO Fl 15% KOH. 7F 70-90°C— /NN ELEMW T . %R SWVELIE S L
JC DMSO. ISV 2 E A, R S AR I KRSV, Ha{EH IN 28
BAH IR K S T AL B SR A ) LR R BR A 40 mT LUK & A S B T 5K o — LR (1) 7K i Ty
s A L R RE LA SRR A W AR IR K A 7 10 A8 SRR 1 45 AT A B BR B A
i, 3 HAE US HF) G A TS 2003/0013816 T VAT W T4 &0 H T4l 1 38 44,
Wrus 6, 140, 436 BT 2 FFIC, BT DU FH AR 2B A W 9 o) 4 3 R D )
[0024]  —FfiAH G 42 AP SR IR S AZ R P AR 37 28 -G 1K) 8 - A e 1 5, JF LR 3103
PEER AL IR F, XA 2 %) J2 TOCF,— (CF (CFy) ~0-CF,) ,—CF,COO0R, JL 1 R /& 1-5 M i 1
R EE A, n = 0-6. X 7] ] F(0) C—(CF (CF,) ~0-CF,) ,—CF,COOR 1 KF #4433, 1 US
4, 131, 740 71 FF I FRAE il 2% RS 3L o
[0025] W] DAUSAZ HFIBFS2 & 28 #% R 50 1) Je ik IR & B BIFELS B8 4+ CH, =
C(CFX), 1, 2o X FERIAN L AH A o A AAHIF X IIXFE 77T BLRZR 8 CH, = C(CFX) CFX" o
— PRIV A BRI 7 V22 RN A T B A — P e iR FE R ) B AN 5 T 55 HFIBFS2
SR IR A S, ARG AE IR N 56 4% i T 0 B8 Rl ek ) o
[00261 5 M) Ml A5 FH AH 2535 701, AR08 Jt 0 J5T 175 M RO A M 0 4l AR R B8R 5 2R A% 1)
SN R NA e — HEE R (X (2~ RIS 48 ) BE) SR USRI R T I, O
N, N- — R JE PR RN N, N- — L Z R b A e iy e — H e — kR AR IR i . 5
TN A RIUIE R, BrAETT LA VF A SR 5 A U R TR R A
[0027]  FEARHRER R 5 25 A% A ) 1) s WA B 2 49 —25-100°C, fL ik Hi 2y 0-50°C, BE ik
29 15-30°C, JEHE L2y 20-30°C.
[0028]  f T HAWE A 4, R CH, =B BE 1AL, 384 By — s AR A 2R 5 g
[R5 fa k. fdn, HFIBFS 5%E ¥ VA3 CH, = C(CF,) CF,C1 (M L/ {4 ) , i CF,
= C(CF,) CH,C1 ( —® A A IE A ) o SN ARAT 2 MY 26 5 — A 2k S A A )
b o HFIBFS 55 GUE 1 S AN, SEACHY S A INFIR) AT 1S i CH, = C (CF3) CR,C1 7™ 38, F#{IK CF, =
C(CF,) CH,CL [/ 28, WnsEptifs] 17 fro. A T 2-E HIK, B I WP 54,
[0020] A& SCHER KIALA), CH, = C(R) CF,X Al CH, = C(CF,X)CFX' , Hirh X fI X' 2 4H
A B BN R, TR BRI EUREE, & & T 6 o e il M@ 4 (1) 2 X 244k,

6
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G, i XA X ik HEAY) < A), wALBR Ah B 3L AR 3 4 AR 2, 49 dn
OCF,CF,SO,F it it & S AR I 35 4 A I 28 v] DLGsAL ) A i . S AL ) P 2k I 3
AREEEE IR IE b SRR 26 R £ SE I I & 1

[0030]  UNYETS SE AR H P, SEE R, ST T 16 577 2 SRR, SRR S B
P ER A, PR SR AR AR AR S rp o SO B /0 — A 5 XU SR 1 5 1 iR 1 1 B
1K L6 B R TE A T 25 AN R B B AL 2R, SEh AR IR S0 R TR LM S0 TN R TR £ 0
P 2 CH, = CH-C,Fypy» HoH n = 1-10 I AREERE 200 VIR S M =3 L0 /S TN M
=GN TR AR ER SR SR R G — A G A, 9 4, 5- TR -2, 2- X (=R ) -1,
3— [A] A A IO A (BEdE SMEIE ) , g (VIR SR ) V2o ( L3 L0aMmE) i
5 (FRERLMHEEE) o RIEMILR RS T O IRE CW L05 TR B R A6 ERAT =36
Lo FLERGMAEA I E S M ER PR L E AR S5 B R S .

[0031] A B AL B W] LU 25 40 1), BEELASR A 2 7m0 (DSC) W58 HIH4 A4
sl LR ETEN . B EWHAEN R EWHEEA S LA, &l T RA RIFE
R b . HARBOESERRA (Te) WIIETBR GV R4, ik Tg
T4 20°C, BALEHUR T2 0°C, AEFRIEHE T4 -25°C. AR AE D EFEE EH
PR AR A I B A T8 S RATIR ) H Re B A

[0032]  7ESEEH] T HEIR T AR IS )5 9 S0 P AP R ZR )

[0033]  SLjifafy]

[0034]  US 3,894,097 ATt T /NS ] Ml & 5k ERWE AR HALHEE (2
FF) 09077700 H A FF T CH2 = C(CF,) C,F; (3— = ® & -1,1,1,2,2- Tug —4- T 4 ) 1l
#7716 US 2,852,554 v JF T FSO,CF,COF [1)Hil4¢ 777% . H-Galden ® ZT 85, R4 Ausimont
#& HCF,0 (CF,0) ,, (CF,CF,0) ,CFH. DP 5| & 2 i A8 Ak 7S Ji R 48 A Bt — 84 CF,CF,CF,0CF (CF)
(C = 0)00(C = 0) CF (CF,) OCF,CF,CF,, Vertrel ® XF, E. I.du Pont de Nemours & Co.,
Wilmington DelawareUSA [~ k42 CF,CFHCFHCF,CF,,

[0035]  SRAHMZMEALYRE (N\MR) , 57 NMR ('H) F1960 NMR (°F) PR 5 A RUTOREVS (MS) JEAT 5K
T = B A3 B o B A, NMR 23 A 450 = S PR B — & e (CFCL,, F-11) YRS
TEMS 55, 7 M ARKREME . iR A S BEFTE ], WX aids B LgEAT 7347
[0036]  SLjiEfd] 1

[0037]  {¥F [ BF, il %% AN IR /S 7 | Ml

[0038]  (CH, = C(CF,)CF,0S0,F)

[0039] &A1 0.05% BF, KNS T4 (60g,0. 36mole) 1 SO,(14ml, 0. 33mole) HFEAA
B R, R 128, M) 18°C, ¥R 40 /Mo A5, TR HL A iE .
30ml 2 (-10°C ) Wiz (H,S0,) BE¥. 7 BANZ, FHZARS RN HA T (15¢) M CH, =
C (CF,) CF,0S0,F (57. 5g, /% 85%, i s (b. pt.) 104-106°C . 432 75%.

[0040] 'H NMR:85.77( % s). ""F NMR 8 -125(t, (FS0,0) ;—11.5(t, (CF,) ;J (FO,S0-CF,)
= THz, J (CF,~CF,) = THz.,

[0041] MS(m/z, ¥ %, # & % ) :225[M-F]'( < 1) ;161[M-S0,F]"(12) ;
145[M-0S0,F]" (100) ;95 [M-C,F.H]" (16) ;69[CF,] (20) .

[0042]  SLjiafs] 2
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[0043]  fd ] SbF, ifil 2 FACAE IR 7S | 4l

[0044]  CH, = C(CF,) CF,0S0,F

[0045] 5 1 HEE % ShF, [ =& ALHREE N 50ml HRE W . 1ZERIGAEIE] -70°C, fhE
ARG IS TS T (32.8g,0. 2mole) o IXFEAE 20 CLR%FE 48 /NI, I 2 AR » L5 ¥4
B -70°C, BT o ERMNIRSWHA (-30°C ) W H,S0, Yrig, FMAR] 25°C. FHA Bk
EANTRSE T (140« BREW (15.7g) J& CH, = C(CF,) CF,080,F (70 % 7= 2% ) Fli = CH, =
C(CF,) CF, (0S0,) ,0S0,F, Herhn = 1.2 F1 3 [FFEM BRI IR G4 AK I B0 BRI CH,
= C(CF,080,F) o IXANSEHEFIIEN] T SbFs 4F A iZ s M A AR 1) ) 5

[0o46]  SZjjfs] 3

[0047]  fd"H B (OMe) , il 2 WAL R 7S L7 | MliE

[0048]  CH, = C(CF,) CF,0S0,F

[0040]  1F /& 77 5 2% A\ S0,(28ml) (0. 3g Bl B2 — 1 5 (B (OMe),) /N %+ T M (130g,
0. 79mole) o XFMRAWIEZW TR 40 /Yo PUATKHFE SR 17> P06 FH AR, 221813 2
INESE T M (49g) , NESE T M5 CH, = C(CF,) CF,0S0.F [TR-E4, Wk ST 97°C (60g) » L
J CH, = C(CF,) CF,0S0,F (451. 4g,64% ), i A1 98-108°C . IXANSLHEFIIER T B (OMe) , 7E 4
XA S AR PR S

[0050]  “Ljifs] 4

[0051]  {# [ BF, #il#& — SR /N BT | Ml

[0052]  CH, = C(CF,0S0.F),

[0053]  7SHR A T M (96g,0.59mole) F 1 £y 0. 5% BF, 1] SO,(76g,0. 95mole) % A 4
Hil 1385, 78 18-20°C R itk 72 /NN o Z R )R EIB] -T0°CJa R XM R NVIR A
YIS (-20°C ) W H,S0, PEV . ZRNVIRGYZMF RN HE T (13.92) CH, = C(CF,)
CF,0S0,F (65. 8g,53. 7% ) ;CH, = C(CF,0S0,F), (40. 6g,25% ), {E 15mm Hg s 71-73°C.
XA S B SO, 57N T 1 IR R LR 20 > | AR i ER e . O 1 B I R
TR IR &, N5 240 SO, 575 T 40 Eb i n 58 K&, BE/REE > 2 B, ] LFURE — i
R IR R

[0054] HEARERESAT 'H NMR : 6 6.6 (s, CH,) »

[0055] 'F NMR & -126.7 (m, (0SO,F) ;8.6 (m, (CF,) . MS(m/z, #% 2%, M & % ) :
225[M-0S0,F]17(49.9) ;145[CH, = C(CF,)CF,]"(95.2) ;123[C,H,H,0]"(100) ;
141 [C,HF,0]7(40.5) ;95[C,H,F,]17(29.5) ;83[S0,F]"(88.5) ;76 [C,H,F,]1 (40) ;
75[CHF,] " (56. 2) ;69[CF,]"(25.3) «

[0056]  SLjiafd] 5

[0057] A4 H] B (OMe) , il #& CH, = C(CF.) C,F, (3— =@ M -1,1,1,2,2- TidE —4- T 1) &
ﬁ‘ ﬁ@? @b

[0058] 3- = 4 P & -1,1,1,2,2- B 9k —4- T % (CH, = C(CF,)C,F,) (10g,46mmole),
S0, (3. 6g, 46mmole, M1 B (OMe) , (1 ¥ ) TRNBIEE T . ZEHH, AE 1821 CLRFF 7 K, [FIH
EWIRY . RIGIZEAEIR] -70°C, T IF. ZRNEAYHE (-30°C ) 3K 1,50, PRk, 7
M. 3- =HMAEE -1, 1,1,2,2- Tudl —4- T H (2g) ALk CH, = C(C,F;) CF,0S80,F (8g) ,
MOL3TCo 73R 59% o IX AN S AR 3R B = G0 A4 S N AN PR TS o T 0 10 R 457 RS
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[0059] "F NMR: 6 -126(t, I‘'F) ;-12(m, 2°F) ;8 (m,3'F) ;38 (m, 2°F) »

[oo60] " F" By Ehrbridizss+ ERRIR T -

[0061]  C'F,~C°F,~C( = CH,) -C’F,080,'F

[0062]  SLjitaf] 6

[0063]  CH, = C(CF,)CF,080,F 5 (CF,),CFO~ [ X WV,

[0064]  7F 20°C, 41 CH, = C(CF,) CF,0S0,F (10g,0. 041mole) N3] (CF,),CFOK /1, & J& FH Bt
TR BALER (KF) (2. 4g,0. 041mole) \/NHIAET (HFA) (9. 3g,0. 056mole) FIT/K —HEE
R (10ml) Hl#&5. R NVIRGIPEHE 2 /AN, FHEAKS, 28 A0E. ZAVZ 8N
o £R IR, P FH I R S B VL, AR 5 FHK W%, e AR IR B (MgS0,) T, Z&MR NMIRA Y
3% CH, = C(CF,) CF,0CF (CF,), (10. 2g, 75% =3, i#f; /5 87-88°C ) »

[0065] T % 4> M7 « Ml 5E 1A :C, 25. 35 % ;H,0.60 % ;F,69.36 %. i 514 :C,25.45 % ;
H,0.60 % ;F,69.09. 'H NMR(ppm) : 6 5. 48, '"F NMR(ppm) : 6 =11 (CF,) ;—10(CF,) ;
5(CF;),369.5(CF),0 MS(m/z, #% %, 5 & % ) :311[IM-F] (5.5) ;[M-CF,]" (2. 1) ;
169[CF (CF,),]" (10.8) ;145[CH, = C(CF,)CF,]"(100) ;123[CH, = C(CF,)C0] (90) ;
69 [CF,]" (100) .

[0o66]  SZjifs] 7

[0067]  CH, = C(CF,)CF,0S0.F 5 (CF,),CFO- XY

[0068]  fET4E4E 7, 4 250m] e A\ KF (12g) F1— HEE —FIEE (55ml) o Mk FUKkiR &t
A4 HFA (40. 5g) INRIXFRGY T . e 4. #i% 0 CH, = C(CF,) CF,0S0,F (49g) .
RN S Y= N HikE 3 /DI ARIFZMIRGY), 193 — Mg, & 281 ChErg iR
B5 ), 1331 36. 3g 1 CH, = C(CF,) CF,0CF (CFy) ,, b 5 84-86°C, J 2 55% o " AT SN 3
ARG A KAL)

[0069] 'F NMR 7F & CFCl, P ¥r 7 : 6 -65. 3(t, J = 8Hz, 3F) ;-66. 6 (m, 2F) ;-81. 0 (m,
6F) ;—146.4(t, ] = 23Hz, 1F) ppms 'HNMR & 6. 39 (m) ppm. '°C NMR 6 101.5(d & L HEIE, ] =
269. 38Hz) ;117.1(qd, J = 258.32Hz) ;118.6(t, J = 274Hz) ;127. 4 (m) ;131. 2 (m) ppm.
[0070]  SLjiafy] 8

[0071]  CH, = C(CF,) CF,0SO0,F 5 /N5 P BE [ S 1Y

[0072]  ZETHEAH . 48 100ml 2N =T i (15g) - HEE B (15ml) /S 57 A
(13.7¢) o {£ 3-12°C R N CH, = C(CF,) CF,0S0,F (20. 0g) » 3 2IAIIRSMAEZM N HEH: 2
/N SRIERIR AW ZRAT B — PR, & P2 (BETREIRES ) 193 21, 1g 74, W s
92-93°C, /"2 83% o /I E I WA IR A KA 5) o

[0073]  °F NMR, 7E 1 & /i T, 3w # CFCl, &b b5 : 6 -65. 3(t, J = THz, 2F) ;-70. 8 (m,
2F) ;-74.0(qg, ] = 5Hz, 6F) ppm.'H NMR, 7E S5 : 6 4. 99 (L, J = 5Hz, 1H) ;6. 37 (m,
2H) . °C NMR, R : 6 69. 4 (-L &, t, J=35. 4Hz) ;118.8(t, ] = 269Hz) ;120. 2(q,
J = 283Hz) ;120.6 ( /NEIE, ] = 5Hz) ;130. 9 ( /NEWE, ] = 35Hz) ppmo.

[0074]  SLjiafs] 9

[0075]  CH, = C(CF,)CF,080,F 5 — i LI UV,

[0076] ¥4 = H LB (6g,0.051mole) B M A KF (2. 4g,0. 041mole) 5 Jo/K — HEE —

9
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R (15ml) BHREDT . ZRNIREYILE 20°CHiH: 30 4397, 2R & Wi M A CH, = C(CF,)
CF,0S0,F (10g,0. 041mile) o f3RNKVR-EGWLE 20 CHEFE 1 /DI o IR RIS Y725 27N
g 1M HAR MBI KT . B ANUZ, RSB KE R K EC bt v, 28 5 F MgSo, 1+
B o 7RI R 3, 3— 9 —3— TL S5 —2- =AM (CH, = C(CF,) CF,0CF,CF,) (3. 5g,
31% 773, Wi 67°C ) .

[0077] 'H NMR 8 5.65( % s,CH,) » "F NMR 8 —11 (t, 3'F) ;-8. 1 (tt,2°F) ;J ('F-°F) = 13Hz ;
JCF-"F) = THz. MS(m/z, ¥ 2, 3R & % ) :280[M]" (5) ;261 [M-F] (15) ;211 [M-CF,]"(90) ;
145[M-C,F.0]" (95) ;[CH, = CCF,]" (80) ;69[CF,]"(100) .

[0078] C'F,~C( = CH,) C°F,~0-C°F,C°F,

[0079]  SLjifafs] 10

[0080]  CH, = C(CF,)CF,080,F 5 — i L R v

[0081]  FETHE4H, F 100m] M ZEAN =T % (15g) \ ~HEE —FEE 20ml) . IEEY N
A 2,2,2- =H LT (8.05g) o ¥ CH, = C(CF,) CF,0S0,F (19. 5g) , [A]IN FH UK A EHITR G4 -
BEIFREGUEZE FHHE 3 /M. ARG ZIRE VAR — PR, EH W (e ks
THEE ) £33 5. 8g CH, = C(CF,) CF,0CH,CF,, 3 55 85-86°C, F=3 30% . =i H KA L
ANKEE IR o

[0082] 'F NMR(CDCl,) 8 -65.4 (t, ] = 6Hz,3F) ;-72. 7 (m, 2F) ;-75. 0 (t, ] = 8Hz, 3F) ppm.
'H NMR(CDCl,) : 64.30(q, ] = 6Hz,2H) ;6. 25 (m, 1H) ;6. 28 (m, 1H) ppm. '*C NMR(CDCl,) :
§60.9(qt, ] = 38,6Hz) ;118.9(t, ] = 264Hz),121.4(q, ] = 264Hz) ;122.5(q, J =
277Hz) ;126. 7 (hex, J = 5Hz) ;131. 5 (hex, ] = 33Hz) ppm,

[0083]  SLjifafp] 11

[0084]  CH, = C(CF,)CF,0S0.,F 55 1, 1- “S A& RARE

[0085]  {E-T-14H 4, 4 100m] JHH3E N =T i (15g) FI— H B — 8% (20m1) o IOA 1,
1- Z&H AN EE (24. 0g) o 7E 0-5°Cif Il CH, = C(CF,;) CF,0S0,F (19. 5g) {3 VRS YIS
B NBUEE 3/ o AR JE IR G 2R IRIS 2 — PR, 208 (TErsFE1REs ) 1331 27. 3gCH,
= C(CF,) CF,0CH,CF,CF,, £ 200mmHg [{13# &5 54°C, P22 58 % o, F= &1 &1 I B AL FE A 4l 1
TR4Y o

[0086] '°F NMR(CDCl,) : & —65. 4 (t,] = 6Hz, 3F) ;-73. 1 (m, 2F) ;-84. 2(s, 3F) ;—-124. 3(t,
J = 11Hz,2F)ppm. 'H NMR(CDC1,) : 6 4.40(tg, J = 12Hz,2H) ;6. 27 (m, 1H) ;6. 29 (m, 1H)
ppme °C NMR(CDCL,) : §59.9(tt, J = 29.6Hz) ;111.6(tq, ] = 264. 38Hz) ;118.3(qt, J =
286. 35Hz) ;118.8(t, J = 265Hz) ;120.6(q, J = 273Hz) ;126. 7 (hex, J] = 5Hz) ;131.5(6, J
= 33Hz) ppmo

[0087]  SLjifafy] 12

[0088]  CH, = C(CF,CF,)CF,0S0,F 5 (CF,),CFO™ W

[0089]  7F 20°C#E CH, = C (CF,CF,) CF,080,F (5g, 17mmole) fNZ| (CF,) ,CCFOK, B & FH 3 T4
FIEALE (KF) (3g,17. 2mole) < 7SN B (HFA) (3g, 18mole) FHJG/K — HlE — FEE (15ml) i
Ko ZRNVIREWAE 20°CHiHE L /N, FEIAOKS, 7 BAIZE . ZAVZE KR E
BT, ARG KBRS TG AR IR EE (MgS0,) T8, 7818 ) NIR-A )15 31 CH, = C(CF,CF,)
CF,0CF (CF,) , (4g,62% = #&, b s 118-120°C ) o XA S HEBIE B T 7598 T 4 i R R )

10
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AT IR G A [F] RN A AT T SR R N, IR AE T CH, = C(CF,) CF,080,F [ Mo
[0090] "F NMR 6 -8 (tth,2°F) ;7.9 (m,3'F) ;38.2(m, 2°F) ;5(dt,6F) ;70 (th, 1'F) ;
JCF-"F) = 33Hz, JCF-"F) = 8Hz. " F” RiM Bhsbric TiZAY) B e s a7, i r
e AL el NE

[0091]  C'F,—C°F,—C( = CH,)-C°F,0C'F (C°’F,),

[0092] % ﬁ jﬁl 13

[0093]  CH, = C(CF,) CF,0S0,F 5 F i ) ]\

[0094]  7F 20°CEWIIE = 2% (2. 5g,0. 02mole) HNFNLE LA FEE (10ml) H K CH, = C(CF,)
CF,0S0,F (5g,0. 02mole) Hl. 20 7380, U NIRA MR K D . 0 EANLE, A Eh
PR 7K~ K TR BR S BN TR K e %> 5 FH MgS0, T4 ZZMR TR AW R 3,3- —
W3- AL —2- =AM (1. 8g,50% ™3 ) o KA SAHEIE - Bl (GC-MS) bk
M SRR 1, 1- 3 —2- =9 2% -3 AR (49 1% ) FCH, = C(CF,) C00 CH, (&Y
3% ).

[0095] 3,3- " -3- FAEE -2- =F P A 'H NMR S 3. 1 (s, CH,) ;5.6(s, CH),
5.7(s, CH) o “F NMR & -11.8(t, CF,) ;-2.45(q, CF,) ;J(CF,~CF,) = THz, MS(w/z, ¥ %,
WO % ) :176[M]7(100) ;145[M-0OCH,]" (75) ;95[CH, = C(CF,) 1 (30) ;81 [CF,0CH,] (90) ;
69[CF,]"(30) .

[0096]  1,1- 4 —2— =9Ik —3- FEAIEM MS /2, 5, #IE % ) 176 [M]"(100) ;
145[CF, = C(CF,) CH,]1"(90) ;107 [M-CF,]"(60) ;45[CH,0CH,]" (90) ;69 [CFs]" (30) .

[0097]  CH, = C(CF,) COOCH, :MS (m/z, #% %, 585 % ) :153[M-H]"(5) ;123[M-OCH,]" (100) ;
95 [CH,C (CF,) 17(30) ;69 [CF,]"(40) ;59 [COOCH,]"(10) .

[0098]  SLjiaf] 14

[0099]  CH, = C(CF,) CF,0S0.F 5 1 F 25} ) S 1Y

[0100] 7 20°C, LI /K L WE (Tml) H 1) TLA 258 (7. 5g,0. 040mole) Fl = £ % (4. g,
0. 044mole) ZWiNF| 2Bk (14ml) [ CH, = C(CF,) CF,0S0,F (11g,0. 045mole) Hl, %)WV
TREYAE 20 CHiHE 30 70 8h, FA0 3 FH ZK 5 ER R /K W L 7K Bk TR S M s TR R 7K 8 8% » 153 2
RSV MgS0, T . Z8 1R IR A #1321 CH, = C(CF,) CF,0CF; (9. 8g, 73% 7 %, 1T
20mmHg f¥733h 1 86-88°C ) .

[0101]  JTZE 4 #r - M E {E :C,36. 75 % ;H,0. 71 % ;F,57.06 %. i1 5 {4 :C,36.58 % ;H,
0.61%;:F,57.93% . 'H NMR : 8 5. 28(s),5. 36 (s) « "FNMR : 6 —10. 5(CF,) ;6. 5(CF,) ;76 ({£
AL F) 581, 5 (FEXTALIIF) 587. 5 (FEMRILLIF) o MS (m/z, #% %, 8 JE % ) :328[M] (16. 8) ;
183 [C4F,0]7(25. 6) ;167 [CF,17(100) ;145[CH, = C(CF,) CF,] " (90) ;95[CH, = C(CF,) 17 (100) ,
[0102]  sLjfafy] 15

[0103]  CH, = C(CF,) CF,0S0,F Y5 FSO,CF,COF J% ]

[0104] 7 S it 5] 6 1) 4% £F &, H KF(2.4g,0.041mole) « % fift Bt 40 2& — %0 & Bt %
(FS0,CF,COF) (96,0. 05mole) « CH, = C(CF,) CF,0S0,F (10g,0. 041mole) F1 — H f¥ — FF Jk
(10m1) 3% CH, = C(CF,) CF,0CF,CF,S0,F (11g,78. 6% ™= %, Jih & 124-125°C ) »

[0105] JC &% M & W & {§ C,20.62 % ;H,0.69 % ;F,55.28 %. I &
i :C,20.93 % ;H,0.58 % ;F,55.23 %, 'H NMR:86.05(m). ""F NMR(ppm) :

11
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§ =121 (SO,F) ;-11.5(CF,) ;-9 (CF,0) ;6 (CF,) ;36.5(CF,S). MS(m/z, % %, ¥ & % ) :
344[M]"(7.9) ;325[M-F1" (3. 2) ;261 [M-SO,F]" (2. 3) ;164 (C,F,S0,F]" (45) ;161[CH, = C(CF,)
CF,0]"(15.6) ;145[CH, = C(CF,)CF,]"(99) ;95[CH, = C(CF,) 1" (100) ;69[CF,] (100) .

[0106] SCEAE] 16

[0107]  CH, = C(CF,0S0,F), 5 FS0,CF,COF & iV

[o108] & i Hh i CH, = C(CF,0S0,F), N # FSO,CF,CF,0K 1, & 42 7F o /K — H ¥ — FF gk
(30m1) H HE TR I KF (3. 9g, 0. 067mole) F1 FSO,CF,COF (12g,0. 067mole) 4% 1. 133111
TREWTE 20°CHiHE 3 /Mo X NIREWEIAKT . AT RS B /K B TEG  2A
J& F MgS0, 4. 7848153 CH, = C(CF,) CF,0S0,F (0. 5g) #1 CH, = C (CF,0CF,CF,S0,F), (9g,
58% 773, 7F 15mmHg f¥1ih A1 95-96°C ) .

[0109] JTZEA & I E{H :C,18.32% ;H,0. 38 % ;F,50.76 %. 514 :C,18.32% ;
H,0.46 % ;F,50.81 %. 'H NMR:86.68(s). "FNMR(CCL,) : 6 -122.5(2'F) ;-10 (4°F) ;
5(4°F) :35(4°F) » MS(m/z, #% %, @ & % ) :534[M]"(0. 1) ;505[M-F]"(0.07) ;
325 [M-0CF,CF,S0,F]17(22.8) ;183 [CF,CF,S0,F] " (13.43) ;145[C,F,S0,17(100) ;
101 [C,F,H]"(56.5) ;100[C,F,17(21.2) ;83[SO,F]"(1.2) ;69[CF,]"(18.7) . 7E ""F NMR 143 #7
L, " R BT EARRRIS T E S T B EIR T

[0110]  CH, = C(C'F,0C°F,C°F,S0,'F),

[o111]  SCjfy] 17

[0112]  CH, = C(CF.)CF,080,F 5& k4% v

[0113] 7 10°C N, 7F 15 4340 4 CH, = C(CF,) CF,080,F (7. 9¢,0. 032mole) MNF| /K& 4k
B (LiCl) (1. 5g,0. 036mole) FIE/AK —HEE —FEE (15m1) HVREY . BTk B0 H e s
TG 18 BT R ) S IR A A, 3 R GC-MS A1 °F NMR %85 B RH =4, A4k :2— =
Bk =3,3- 9 -3- &AM (CH, = C(CF,) CF,C1) (80% ) F 1, 1- 4 —2- =4 &L -3- &N
J#i (CF, = C(CF,) CH,C1) (14% ) o %R MNWIRA Y FHAE 20°C T i dt 30 438 1X 043 M 38 B CH,
= C(CF,) CF,C1 5 CF, = C(CF,) CILCI IR 30 : 1. ZMNIBEWTAE O°CIRE: 12 /i,
XN BIME— =4 CH, = C(CF,) CF,Cl, %R NIREWIEIAT B2 28050 8433 CH, = C(CF,)
CE,CL, ‘B4R 5 7518153 4. 2g CH, = C(CF,) CE,C1 (72. 4% 773 ), W 5 46-48°C.

[0114] 3K SEJiAG 2 B, S W) A4 110 L 2 B s 2N TRD T A2 1T, F HLAE A8 S AN ], ST AR
S R A TR e R PP S ) AT A 3227 o XS AR I AN ST A5 SR FH R R T . R i S
PR SRS E I RALE

[0115] CH, = C(CF,)CF,Cl :'"H NMR: 66.38(m) 1 6.32m(CH,) . "F NMR : & —24.5(q,
CF,Cl) ;-12.7(t, CF,) ;J(CF,~CF,) = THz. MS(m/z, #% %%, o & % ) :180[M]"(0.2) ;
161 [M-F]1"(3.4) ;145[M—-C1]7(100) ;119 [C,F,]1"(21) ;111 [M—CF,] (6. 8) ;95 [CH,CCF,]" (31) ;
85[CF,C1]7(7.8) ;75[CH = CCF,]"(20. 4) ;69[CF,]122. 4) ;49[CH,C1] (1.2).

[0116] CF, = C(CF,)CH,Cl :"H NMR : & 4. 58 (CH,C1) » "F NMR : 8 -16(dd, CF,) ;-4.5(q,
°F) 5-0.5(q,'F) ;J(CF,~1F) = 9Hz Fll J(CF,1F) = 19Hz, ¥E :'F f& WU 258 5 2800 8%
TR LMo °F A2 WU — 5 I BE R S o

[0117]  MS(m/z, ¥ 2, % & % ) :180[M]"(6) ;161 [M-F] (13) ;145[M-C1]"(100) ;
119[C,F,]1"(3) ;111 [M-CF,]"(8) ;95[CH, = CCF,] (57.6) ;85[CF,C1]"(8.6) ;76[CH,CCF,]
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(25) ;75[CH = CCF,]"(61) ;69[CF,]"(50) ;49[CH,C1] (8. 7),

[o118]  =Zjiifs 18

[0119]  CH, = C(CF,)CF,080,F ‘S84 2 v

[0120]  7E 10°C HHi#: T, 3 CH, = C(CF,) CF,0S0,F (9g, 0. 037mole) i 2 Jo/K IR AL 1)
(NaBr) (4. 5g,0. 044mole) FIJ/K — HEE—FHEE (16ml) WAV . &R NIBEWLE 20°C
PR 20 23 Bh, AR B HTIA B 40 e S BT REIA () R VAR A, I HR A GC-MS Al PR
NMR %5 5E PRI 4), A 2 = 3L -3, 3— & —3- A% (CH, = C(CF,) CF,Br) (67% )
1, 1- 29 —2- =53 -3- WA (CF, = C(CF,) CH,Br) (27% ). %R VIR G EZ 7
U853 85 i H, = C(CF,) CF,Br, B4R J5 1 28 BA5 5 5. 5gCH, = C(CF,) CF,C1 (69 % 3 ) , i 4
69-71°C.

[0121] W [R)SEHEE] 17, R IE A LR — 500 FF 28 S5 A 44, JF B se el 17 = prackl 21,
IR A i N, DNV P RE S ) A N M B ek 3= 2270 o

[0122] CH, = C(CF,)CF,Br :'"H NMR : 6 6. 38m F1 6.28m(CH,) . "F NMR: 8 -29.2(q,
CF,Br) ;=13 (t, CF,) ;J(CF,~CF,) = THz. MS(m/z, #% 2, # & % ) :205[M-F]"(6.9) ;
155 [M—CF,] 1. 6) ;145[M-Br] (100) ;129[CF,Br] (2) ;95[CH, = C CF.,]31.3) ;93[CH,Br]29 ;
79[Br] (2. 3) ;69[CF,] (24.7)

[0123] CF, = C(CF,)CH,Br :'"H NMR : & 4. 2m(CH,Br) . "F NMR : 6 -15.9(dd, CF, :-5. 2(q,
2F) ;—1.4(q. 1F) ;J(CF,~'F) = 10Hz #11 J(CF,—F) = 19Hz. VT :'F J& X5k 52 500 /R L)
B LR O °F AU = 5 LI EE _E IR L

[0124] MS(m/z, # %, 9 & % ) :226[M]"(1) ;207 [M-F]" (4. 4) ;155[M-CF,] (1. 3) ;
145[M-Br] (100) ;131[CF,Br]1 (1) ;126[M-C,F,]17(4.7) ;119[C,F,]1"(2.7) ;
95[C,H,F,]17(33.9) ;81 [Br] (2) ;75[C,F,H] (23.2) ;69[CF,]" (20.2) .

[0125] SCEA] 19

[0126]  CH, = C(CF,) CF,080,F Sib4) iz v

[0127]  {£ 10°C H5$i#E T, #8 CH, = C(CF,) CF,0S0,F (10g, 0. 04mole) 3 N 3 Jo /K B4k £y
(Nal) (7g,0. 04Tmole) ALK —HEE —FEE (20ml) KVREWT . ZNNIREWIRFE—,
RIEEINIK A o A NLUZ , 56 K IR SV KW T Ve, P FH KPR, SR )5 F MgSO, T8 . 7%
T3 2- =& P -3,3- 5 -3- A4 (CH, = C(CF,)CR,1) (10% ) #l1,1- 4 -2- =
I —3- A% (CF, = C(CF,) CH,I) (90% ), WK GC-MS F1 F NMR 2 #7 BT & BH 1) ¥
M 98-99°C o AEIXAN LA R IR A4 K CF, = C(CF,) CH,T & F 8. A &AL
VRN SRR S50 3R B, AT LA CSCRR S A91) 17 119 S R 2% A2 » I TR o) 7 PR 2 5 — g Ik FR 2%
SRR G o ] 5 S50 N A Re A 1 2 WAL DR R S i RI19 21 58 K & 10 TP 2 e ) AR 1) 45
o

[0128] CH, = C(CF,)CF,1 :'H NMR: 6 3. 7(CH,I) » "F NMR : 6 -15.5(dd, CF,) ;-5(q,
F) ;-1.9(q,'F) ;J (CF,-'F) = 9Hz il J(CF,—F) = 18Hz. ¥E :'F I °F FRic Bl T 5515 16
1T FRIEH IR S0 o

[0129] MS(m/z, % %, 98 F& % ) :272[M]"(12.9) ;253[M-F]" (4. 8) ;241 [M-CF] (0. 05) ;
221 [M-CHF,]17(0.9) ;203[M-CF,]1"(0.6) ;177[CF,]"(0.8) ;145[M-1]1"(100) ;
141[CH,I17(1.5) ;127[11(38) ;119[C,F,1"(1) ;100[C,F,]1"(1) ;69[CF,]"(65) ;

13



CN 101085752 B WO B 12/14 7

31[CF1"(32.7),

[0130] CF, = C(CF,)CH,I :'H NMR : & 5. 75m F1 5.85m(CH,) . ""F NMR : 8 -34. 2 (q,
CF,I) ;-133(t, CF,) ;J(CF,~CF,) = THz. MS(m/z, #% %, # H % ) :272[M]"(0.1) ;
253 [M-F]"(4.6) ;177[CF, 1] (1.5) ;145[M-1]"(100) ;141[CH,I]"(0.2) ;127[1] (22) ;
119[C,F,]"(2.5) ;100[C,F,]17(0.6) ;69[CF,]"(58) ;31[CF] (48) .

[0131] SCEAR] 20

[0132]  CH, = C(CF,)CF,080,F 5 ALK [

[0133] RV, iX A SEHEG] K= 2 7S T T M, B el CH, = C(CF,) CF,080,F 5251
TR ROV R XA IEH 58 ). :CH, = C (CF,) CF,0S80,F A& HH /ST T /it
B X EAREIXA KN LAE A K IS 75 — D2 ARG T

[0134] 4 CH, = C(CF,) CF,0S0,F (5g,0. 02mole) JNE KF (1. 2g,0. 02mole) FIE/K — HE —
ik (1oml) PRSP T, 75 20°C T HidE 4 /i,

[0135]  “F NMR TR IH, 1Z R NIREWE A 7. 7% CH, = C(CF,) , ONTRF T /) A Z
() KF (2. 4g) , 13 BIHR-GYILE 20°C T HiH: 16 /pinf o i NIRG V2218153 2. 5¢(73.5% )
INEE ] Mo

[0136]  =Zjfifsl 21

[0137]  CH, = C(CF?0S0,F), 5 &AM I I

[0138] 7 10°C T, B Wi #i 4 CH, = C(CF,050,F), (9g,0. 028mole) ffF| J:/K LiCl (2. 5g,
0. 059mole) FJC/K — HEE /K 2oml) KIFFHREW T . 55 16 B R NI G & H
PRPSFRIA :CH, = C(CF,C1), F1 CF, = C(CH,C1) CF,C1, ¥k 79 & 14 (S GC-MS F1 °F NMR
TN ) o ZIRIVIRE WAL 20°CHERE 30 738k, CH, = C(CF,C1), 5 CF, = C(CH,C1) CF,C1 5
FAPRLERE INEI 90 ¢ 3. % NVIRA Y FAE 20°C M RFEFIR, 153 4g (73% ) CH, = C(CF,C1).,,
b r 85-87°C o IXAN S K B — AU IR MG CH, = C(CF,080,F) , 55 B 17284k 5 wAR
TR NS CH, = C (CF,) CF,0S0,F FIZRALL o 5 1 J SOV s ) i A il . PR 285 S A 1, et 2 e —
[ERIASEE- S22 Ak

[0139] CH, = C(CF,C1), :'"H NMR: 6 6.46 % s(CH) . “F NMR: 8 -26.5(s, CF,C1). MS(m/
7, 2%, BRJE % ) 196 [M]7(0. 2) ;177[M-F17(2.6) ;161 [M-C1]"(100) ;141 [M-HC1F] (0. 4) ;
126 [M-2C1]7(11.4) ;111 [M-CF,C1]"(23.8) ;93[C,F,] (7. 3) ;85[CF,C1]7(32.3) ;75[CF, = C
= CH]"(59) ;57[CF = C = CH,]"(245. 4) ;49[CH,C1]"(26) .

[0140] CF, = C(CH,C1)CF,Cl :'H NMR: &6 3.85 % s(CH,C1). "“F NMR: & -29.5(dd,
CE,CL) ;-6.5(t,'F) ;-0.4 (t,°F) ;J(CF,C1-'F) = 34Hz #1 J (CE,C1-°F) = 9Hz. ¥F :'F L&}
TRPEEAMK MR . °F ARF TR PRI R A L5

[0141] MS(m/z, ¥ %, 3% & % ) :196[M] (2. 4) ;177[M-F]" (1. 7) ;161 [M-C1]"(100) ;
141 [M-HC1F]"(0.4) ;126[M-C1]"(11.4) ;111[M-CF,C1]"(23.8) ;93[C,F,]1"(7.2) ;
85[CF,C1]7(32.3) ;75[CF, = C = CH]"(59) ;57[CF = C = CH,]" (25.4) ;49[CH,C1]"(26) .
[0142]  SLjiafy] 22

[0143]  CH, = C(CF,080,F), 5l i) J v

[0144]  {F 10 °C 5 #t #F T, & ¥ #1 48 CH, = C(CF,0S0,F), (15g,0. 046mole) Jn | J& /K
NaT (16. 5g,0. 055mole) FILKIA T H (20ml) KIVREWH. &K NIREWALE 20 CHiFE 20
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G RIERIAOK T . S EHNUZ , 56 KR SV K W T e, 1 /KSR, 2R )5 F MgSo, +
B ZAM13 3 CF, = C(CH,I) CF,I(7.9g,57% ), & bmmHg K13k & 58-59°C o & JLATA I /Y
FE SRR, (B R IRAEIX 2 7 . 441 [ CH, = C (CF,T) CF,T, 18 A S AL A Ry S5 R 7 ) Sz
B (SEitifs) 20) KB, v LASAR S 17 B 5O 25 A, R T 4 il S FR 2k b 90 Y 66 S A
PRICTEL o 6] B0 SIEEG MY A2 RE S 1 8 B WA DA SR A R A5 381 B K 8 R I P S A AR 1R 45 AF
[0145] 'H NMR:83.2 % s(CH,1). "F NMR:8-39.9(dd, CF,1) ;-9.5(t,F) ;-2. 1 ( %
s,'F) ;J(CF,I-'F) = 8Hz Fl J(CF,1-°F) = 23Hz. ¥ :'F {3 X Tl A7 I 55 A ot =X (1 ) 2
o FACE X T PRI A R SR LM MS /7, 1 3%, R IE % ) :253[M-117(83.7) ;
177[CF,117(2) ;141[CH, 11" (1.6) ;127[117(31.4) ;126 [C,H,F,17(63.7) ;100[C,F,]17(3.4) ;
75[CHF,] " (100) ;69 [CF,]1"(2.3) ;31[CF]"(48) »

[o146]  SCjifafy] 23

[0147]  CH, = C(CF,) CF,080,F 5L [ /v

[0148]  7F 10°C, BT E 4L AN (2. 4g,0. 04mole) MFNAET/K ZHE (15ml) H ) CH, =
C (CF;) CF,0S0,F (10g,0. 04mole) 1. %K NIRAWTE 16°C FHiH: 4 /B, RIGEIA KA
AN, KBRS, X5 MgSo, T4 ZMEsMLEMIrREEY (3.5g,50 %, ik
120-122°C ) :CF, = C(CF,) CH,CN(93% ) F1 NC-CH,CH(CF,), (7% ) .

[0149] CF, = C(CF,)CH,CN :'H NMR :8 2.74dd (CH,) . ""F NMR :
§ -15. 1dd (3'F) ;-3.8dtq(°F) ;J('F-°F) = 21.5Hz ;J ('F-°F) = 12Hz ;J °F-°F) = 11.5Hz ;
JCF-CH,) = 2.5 ;J ('F-CH,) = 2. 5Hz, MS (m/z, %5, 58JZ % ) 171[M]130) ;152[M-F]"(25) ;
102 [M—CF,]"(100) ;75[F,C = C = CH]" (25) ;69[CF,] (40) . ¥F :'F A& =/ PIEILFIHER
FAREN T = A EEAN R O °F AR F = m R EEN R AR G, RE%
A RIAFATIE I 78444, CH, = C(CF,) CF,CN, {EAs A S A A S A% 2R B S 38 (S5 it 491
17) 228, W] CACSCAR S8 17 1R SR 25 A, B TR 428 il 7. FR 25 55— 0 R S A AR R LG o ] B
SR I A% R 17 1 ST DA S A R A 381 B DK B ) PP i S A A R 2 1

[0150]  NC-CH,CH(CF.), 'H NMR: & 2.39d(CH,),4. 8m(CH) ;J(H-F) = 7.5Hz ;J(H-CH,) =
5.5Hzo F NMR : 8 =9. 1d (CF;) o MS (m/z, #% %, 5/% % ) :172[M-F]"(30) ;122 [M-CF,]"(100) ;
102 [M-CF,~HF]" (50) ;77[F,C = CH-CH,]" (50) 69 [CF,]"(90) .

[0151]  SLjafy] 24

[0152]  CH, = C(CF,) CF,0CH(CF,), 5 CF, = CH, (I A RV

[0153]  CH, = C(CF,) CF,0CF (CF), #& MR 48 SZ i 491 8 () 77 v Hil1F 1. 7oml ANEEAN ) 2%
AHIBI< -20°C, 4Ei% s 1) 28355 11. 6gCH, = C(CF,) CF,0CH (CF,),+10ml CF,CH,CF,CH, ¥ 51F1
10m1 ~ 0. 17M 7 CF,CFHCFHCF,CF, H ¢ DP 5| & 5. 1%k 1280 ), #h s, frd~ 2g I
LM (CF, = CHy) o I DWBEFR TG —/. BRIMRMEAE RS TE, R HET
FEE, et 15 CEA P 66 /NI, 153 12. 9¢ AW . /SHEATIE NMR K IR
AU RS 53. dmole % iR £ HT 46. 6mole % CH, = C(CF,) CF,0CH(CF,),. 7F 25°C /SN
R FE ARG R 0. 116dL/g. 0. 5g BEWEET 3¢ H GaldenZT™ 85 ¥§57 [HCF,0 (CF,0)
. (CF,CF,0) ,CF,H] ™, {8 0. 45 u m PTFE yE4 251 38 2% (Whatman Autovial ®) i yEHiiE
Wy, 28 KW, AL T5 CEA P T4 16 /NIt Tg X2 47°C (10°C /min, Ny, 55 %0

PASY)
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[0154] VAW o 2¢ HEWE 18g H Galden ZT™ 85 ¥ — R il &R M. &
SEIELL 0. 45 1 m BEFSET RS AT VR B 2L JE 2% (Whatman Autovial™) a2 RERRUEATIE
JE, LL 15000 pm B0 70 5, 5 n Al 0. 2um PTRE 57 2810 €28 (Gelman Acrodisc CR)
kg FEEI A 28R 119, 2mg iX Pl v 45 21375 BH W5, FREE 8. mg (VIR -7 T & % [ 14 ) .
[0155]  siZjififsi 25

[0156]  CH, = C(CF,)CF,0CF (CF,), 5 CF, = CH, [’ RV

[0157]  FRIESZitfm 7 E’Jﬁ/jﬁfﬂ% CH, = C(CF,) CF,0CF (CF,) . 1E¥A 1% < -20°C¥) 110ml
NGB s S8 N 26g CH, = C(CF,) CF,0CF (CF,) ,«25m1 CF,CFHCFHCF,CF, % 51#1 10ml ~

0. 17M 7E CF;CFHCFHCF,CF; [ DP 51 & 5flo s ) 28¥4 41, s, B2 N~ bg iR &0 (CF,
= CHy) o KBS\ TIREG . FRIRATRARLEZ T AT T8 R EA R+
B, A AE 75 CEA T4 88 /NN, 1931 26. Tg ARG 1R/ H 2R NMR & &
IREE B4 2 51lmole % CH, = C(CF,) CF,0CF (CF,), #11 49mole % CH, = CF,,

[0158]  DSC, 10°C /min, N,, 2 2 Y, WA Te HEAH AW Tm,

[0159]  [EIAHRE AL, 7S4S, 25°C 0. 083

[0160] A4 2¢ BEWE 18g H Galden ™ ZT 85 IV o FH L 0. 45 n m IR IE
TSR AT YT ST 2L JESS (Whatman Autovial™) , il 4% 3% B (O i »
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