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ocoooovooO0O0OoOoOoooooOoO0OO0OD 1.emld 500 OO KOHO OO (1-.229g-0.0220
OO0 KoHOoooobOooooooosogooooooobooooooood 100mmHgO O
Ooo0oO0OD0ODDOO0ODO0O0007000 CF,=CH-0-CF,CFHBrd 300 O CICF,-CH,-0-CF,CFHBr O
Oooo0oboo0O0 3420000000000 D0ODOOOODODODOODODOB8.BODODODOO
gooobooe2.500000074.30 00000

oooooao
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D00DO00O0-5-000-2,5-0000-3-000-1-00000000

CFCl,=0 00 O O ppmd *°FNMR; -86.7 (2F, CF,0); -92.7 (I1F, C=CF); -110.6 (1F, C=
CF); -158.4 (1F, -CFHBr)

TMS=0 0 0 O O ppmO *HNMR; 6.1 (1H, C=CH); 6.4 (1H, CFHBr)
DO0O0DO0O0OO0O0EIDOOODDOO0O000D000240 (MY ); 163 (CoH,F5Br* ,1000) ;
111 (CFHBr* ); 80(Br* )

IRDODDOODO (em1): 3149, 3099, 2978, 1774, 1364, 1279, 1174, 1086
gbooood
goooooooobo-2-000-1,1-00C0C0000-1-0000CO0O0O00DOO0OOO
goo
gboooaod
ugbodaao

CICF,CH,O

0oooooo

000000000000 000O0.89(0.0070 0 ) O CICF,-CH,-OH O O mld tert-0 O
000000D0O0.49(0.0070 0 ) O KOHO O 2.29(0.007 00) DO0OODO0ODODOODO
000000000 01.7g00000000000800D0
000000-2-000-1,1-0000000-1-0000000000000000
CFCI,=0 0 0 00O ppmd *°FNMR; -64.2 (2F,CICF,); -116.3 (4F,C=C-CF,); -130.2(2F,
CF,); -157.2(1F,C=CF)

TMS=0 O O OO ppmd *HNMR; 4.7 (2H, CH.)
O0000D00O0EIDDOODODDOOOODOO308 (M ); 273 (M-CI™ ); 223 (M-CF,C
I ©); 193 (CgF,* , 100 O); 143 (C4Fs™ ); 99(CoHLFLCIT )

IRDODDOO0D0O (em1): 2973, 2894, 1733, 1456, 1426, 1396, 1356, 1284, 1208, 1
156, 984, 792, 697, 609

oooooo

000000000 o00-2,5-0000-3,6-0000-1- 00000 CF,=CH-0-CF,CFHO
CF; O OO

oooooo

000000000000 -1-000-2,2,5-00000-3,6-0000-00000Cl
CF,-CH,-0-CF,CFHOCF,0 00 O

000000000000000 2.49(0.020 O ) O CICF,-CH,-OHO O mld  tert-0 0O O
000000 1.1g¢0.020 0) O KOHO 03.79(0.02300) 00D OO0OO0ODODOODO
00000000000 8600 CICF,-CH,-0-CF,CFHOCF5 [ 140 O CF,=CH-0-CF,CFHOCF,
0000 5.3g 0000
ooo0o0o0oO0-1-000-2,2,5-00000-3,6-0000-00000000

CFCl,=0 0000 ppmd *°FNMR; -60.7 (3F, CF30); -63.6 (2F, -CICF,); -90.4 (2F,
-OCF,-); -145.8 (1F, -OCFH)

TMS=0 OO OO0 ppmOd *HNMR: 4.4 (2H, CH,); 6.4 (1H, OCFH)
O00O0D0D0DO0O0EIDDODOODOOOODDOD197 (M-CF,CI™ );181(C,HsF g0 ); 99
(CoHFCE .0 1000 )

IRODOOO000O0 (emY): 2979, 1291, 1202, 1128, 977, 678

oooooo

000000000000-2,5-0000-3,6-0000-1- 0000 CFy=CH-0-CF,CFH
OCF,0 O O

oooo0oDoOO0O000O0O0OooOoOoODDODODO00O0O0O0O00D4.359(0.015400) 0 C
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ICF,-CH,-0-CF,CFHOCF5; O O 1.5g(0.00090 0 ) O O0OO0OO0OO0OOO0OOOOOOOOOOO
00000007000 0000000000000 1.7ml0500 KOHO OO (1.39-0.023
00000)000000000300000000000000000 100mmHgd O O O
0 3.47g0.01400) 00DB0O0DC0OO0DODOO0OOO0OOOOOOOOOOOOOO CICFk,
-CH,-0-CF,CFHOCF; D0 0000 O0O0O0O0O0OO0O0D091.600 0000

oooooaQ

gooooo-2,5-0000-3,6-0000-1-00000000

CFCl,=0 0 0 00O ppmd *®FNMR; -60.7 (3F, CF30); -90.7 (2F, -OCF,-); -92.8 (1F,
-C=CF); -110.6 (1F, C=CF); -145.9 (1F, -CFH)

TMS=0 0 O OO ppmd O *HNMR: 6.4 (1H, OCFH); 6.08 (1H, C=CH)
O00O0O00O00EIDO0O0OOOOOoOOoOooOooOOg 246(MY ); 129 (C3HF4O+ ); 69 (CF3+

)

IROOOOOO0O0O (emY): 2979, 1773, 1291, 1202, 1128, 977, 932, 788, 678
oooooad

goooooooobo-2,5-0000-3,6,9-00000-1-000 CF,=CH-0O-CF,CFH

OCF,CF,CF,0CF,0 O O

oooooad
gooooooooooo-1-00o0-2,2,5-00000-3,6,9-00000000003

CICF,-CH,-0-CF,CFHOCF,CF,0CF, O O O

0000000000000 00 2.49(0.020 0) O CICF,-CH,-OH O O mld tert-0 O
00000001.6g¢0.02800) O KOHO O6.2g(0.0220 0) 00 O0O0O00OO-3,6-00
00-1- 0000 CF,=CFOCF,CF,O0CF,0 0 000 008000 CICF,-CH,-0-CF,CFHO-CF,CF

,0CF5 0 0200 O CF,=CH-0-CF,CFHOCF,CF,0CF; 0 00O 7.1 g0 000

oooooad
goooooo-1-000-2,2,5-00000-3,6,9-00000-0000000
CFCl,=0 0 0 OO ppmd *°FNMR; -55.7(3F,CF50); -63.4(2F,-CICF,); -89.5, -91.1(2F
, -OCF,, AB 0 ); -90.8(4F, -OCF,); -144.7 (1F, -CFH)

TMS=0 O O OO0 ppmOd MHNMR: 4.4 (2H, CH,); 5.9 (1H,CFH)

00000000 EINDOO0DO0ODODODOO0DOS363 (MY -Cl); 313 (M-CF,CI™ ); 119 (
CoFg); 99(CoHLF,CIT ,1000 ), 69 (CF5; ¥ )

IRODOO0OO0O0O0O (cm‘l): 2980, 1363, 1209, 1140, 936, 889, 717

ogooooad

000000000000 -2,5-0000-3,6,9-00000-1- 000 CF,=CH-0-CF,C
FHOCF,CF,0CF5; 0 O O
A I < iy %
g(0.0170 0 ) O CICF,-CH,-0-CF,CFHOCF,CF,0CF50 0 0.45g(0.00090 0 ) 00 OO 0O
0000000000000 00o0o0Oo0Ooyo000O0Oo0OooOooooOooooOoO0 1.9ml O
500 KOHO OO (1.4g-0.0250 000 0) 000oDOoOoOoOOOoO300o0o0ooooooadg
JddoDoodooDo0oooDboDo0o0ooDoODOodoDo0DOdORCI D00 o0Doo0ooDoooDoboDoooDooao
089.40 000 OO OO CICF,-CH,-0-CF,CFHOCF,CF,0CF;, 0 0) 00O DO 5.5 0000
oooooad

oooooo-2,5-0000-3,6,9-00000-1-0000000

CFCl,=0 0 0 OO ppmd *®FNMR; -55.5(3F,CF50); -89.5, -91.1 (2F,-OCF,, AB O ); -
90.8(4F,-0CF,); -91.4(1F,C=CF); -110.2(1F,C=CF); -144_.9(1F,-CFH)TMS=0 O DO OO p
pmd *HNMR: 6.06 (1H, C=CH); 5.95 (1H, CFHO)
O0D0O0OD0O0ODOOEIDDODOOODOOODOOO0DO 362M* ); 161(C4HF50" ); 119 (CoFs
*,1000 ); 101 (CoF,* ); 69 (CFs* ); 51(CF,H' ); 29 (CHO' )

IRODOO0OO0O0O (cm‘l); 3153, 3105, 3002, 1774, 1364, 1148

ogooooad

0000000000000 000tert-000000000002-000-2,2-000
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OOoO0O0D0ODDO0OO0DO000 CR=CFOCF,CF,0CF;0 0 000 0O0Oooooooobono-=-2,5-00
0oo0-3,6,9-00000-1-000 CF,=CH-0-CF,CFHOCF,CF,0CF5; O 0O O

PIFEDDOD0ODO0OO0ODODONOOSmOO0OOO00D0O0DO0.89(0.00700) O 2-0
00-2,2-000000000000002.5ml0 tert-000 000000 1.59(0.027
00) O KOHO 2.8g(0.0100) 00O00DO0O0O0O0OODO0O0OODDODOODOODOODOO
0000000000000 0070000000000000000000000000
0000000000000 HIIOOOODOOOODOOOOODOOO0O000O0O01.590
000D00002-000-2,2-00000000000000000000000000
0Deo0 00000
oooooo
0 00 00 CF,=CHOCF,CF,HO 0 0 000
0000000000000 D0D00000D0O0000D0000SmMOONO0000000O0
0 100p 1 0 CCIL,FCF,Cl 0000000000000 000000000000000 1g
(5.5 mmol)d CF,=CHOCF,CF,H 000 00) 0000000000 -19 0000000
000000000 00000D0300000000000000000000000000
00000000000 00000000D00000D0 1200000000000000
000D0-9.200Tg (PSC)D 00D 0.063g0 00 0000000000000
oooooo
0 00 00 CF,=CHOCF,CF,H/TFE 19/810 0 00000 OO0
00000000000000000000000000000000000
O0O0ON0000D05mI00000000000 500u 1 OCCIFCF,CION0O0D00000
0000000000000 0O00002.8mol O CF,=CHOCF,CF,H 0000 D) 0017
mmolD TFED DO OOODDOOD0-19000000000000000000003000
000D00000D0D00000D00000D0000
0000000000000 D0D00000DO0000D00000D015000000000
000D00000D01.7g0000000000000000000 6.L.C.OOOOOO
00000000000 00D0D00000D0O0000O0AMROMMR 00000000
0000000000000 0D00000D00000D01900000000DSC 0000
0 -56.10000000000000TGADDODO 47000100000000000000
DSC 0000000 HOODDOOOODDODOOD 8.4cal/g 00 282000000000
000D000000D0000000
oooooo
0 0 0 0 0 CF,=CHOCF,CF,H/TFE 8/92 0 0 0 00O
0000000000 000000000D0000000000000000000N,0
0D0DO0O0smODDO00000000 500u I OCCILFCF,CIDODDD0O000O0O00000
0000000000000 1.8 mmoll CF,=CHOCF,CF,H (000 0) 000 17mmold TFE
oooooo
000D -19 0000000000000000000003000000000000
00 4.2atm 00 2.1 atm0 00000000000D00000D0D0O00O0OOOO00OO
00000000000 0000000000000000000000000150 00
000D00000D000000D019g0000000000000000000G.L.C.O0O0
0000000000000 D0D00000DO0000D0000D00000000000
DSCOO D00 -460 000000000000 TGAOOD 4820010000000 00

oooo
DSCOODDODOHODODOOOODDO0O00D0 9.9cal/g 00 293.5000000000
0000D00000D0000000

ooooon

000000 CF,=CH-0-CF,CFHOCF,CF,0CF5/TFE 21/790 0 0 00O 0 OO
0000000000000 0D00000D0000O00000ON,0000000000
000 50ml OOCCILFCF,CID 0000000000000 000D0000000 100y
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I O CF,=CH-0-CF,CFHOCF,CF,0CF5 1.67g(4.6mmol) 0 0O 0 00O
0000-19000000000000TFE 4mmol0 0 0000000000000 5.1
atn0 000000000 2.500000000000000 4.20000000000
0000000000000002000000108mbari 00000000000000

00000000000 000000000-190000000000000
00000000000 00000000D000 15000000000000000000
0000000000000 604mg0 0000000000000 0O0O00O0O00O0O00
OO0OTFNMRO MNMRO 00D 00000000210 0000000000000000
00O000DSC 00000 -24.700Tg00O00DOTGADDO473 001000000000
000

oooooan

00000 0 CFy=CFOCF,CF,CF4/CF,=CHOCF,CF,H/TFE 12/13/750 0 0000000
00000000000 00000000D000D0000000 50ml OO CCI,FCF,CIO
00000000000000000000000 1004 | O TFE iml O CF,=CHOCF,CF_H
0000000.99(5mmol) O O CF,=CFOCF,CF,CF5 1.33g(5mmol) 00 00 O O
0000-19000000000000TFE9mmol 000000040000 0000000
0000000000000 005.1atm003.13atm 000000000000 04800
00000000000 00000000103mhar0 00 00000000000000
00000000000000000000 -1900000000000000000
00000000000 000O0000000 150000000000000000000
000000000000 645mg0 0000000000000 00000000O000
0000000000000 O0AMROO HWNMRO OO O OO0OO

000000 CFy=CFOCF,CF,CF5 120 O CF,=CHOCF,CF,H 130 O TFE 750 0 00000 O
00000000000 Tg0OOO0@SCODO000 TGADOOD452 0001000000
ooooooo

oooooao

oooo00oo0o0O0oo0ooo-2,5-0000-3,6,9,11,13,15,17- 00 0-000- 000
000 -1- 00 O CF,=CH-0-CF,CFHOCF,CF,0 (CF,0),CF50 O O

oooooan

DoO0O0oD000O0O0O0O0O0OO0-1-000-2,2,5- 00000-3,6,9,11,13,15,17- 00O
-000-0000000 CICF,CH,-0-CF,CFHOCF,CF,0(CF,0),CF; 0 O O
0000000000000 000O00CICF,CH,0H 10.89(0.1030 0 000000000
00 D030mIOKOH 490 0.070 000000000 3,817,900 00000000 00CF,=

CFOCF,CF,0(CF,0),CF5 40g(0.07 00000000
000000800000 37g000000

Oooooo0an
D00000-1-000-2,2,5-00000-3,6,9,11,13,15,17- 0000000000

00000
CFCl,=0 00 OO

-CF,CI); -850
TMS=

IRO
O

OO0Oo0oooogl|g
Ooo0oo0oooog|inoo
OO0O0o0ooogog|lgo

0
O

ppm O *FNMRO  -55.6(3F,0CF3); -530 -57(8F, -OCF,Cl); -63.3(2F,

-90(6F,CF,0); -144.5(1F,-CFH)

0000ppm O HNMRO 4.3(2H,CH,); 5.9(1H, CFH)

gboooad
goo

gogoad
-1-004d
goooan
goooao
gboood
ugboooad
goooao

O cm™*0 O 2978, 1400 O 1050, 730, 692, 547

ooo0o00-2,5- 0000-3,6,9,11,13,15,17- 000000 - 000
CF,=CH-0-CF,CFHOCF,CF,0(CF,0),CF; 0 O O

000000000000 250m00000000000000000
0 47.29(0.0750 000000000000 O00000O04g(0.0150 O
OO0D0DOODOOKOH 109(0.180 0 0000000000000 05000
0000000000 O0000DOHKII O00D0000000000000
0000000000930 0000 4290000
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0oooooo
gooooo-2,5- 0000-3,6,9,11,13,15,17- 00 0000-000000-1- 00
000

CFCI5=0 0O O O O ppm O *®FNMRO  -54.4(2F, OCF,0); -56.1(4F,0CF,0); -56.8(2F, OCF,

0); -58.8(3F,CF3); -90.8(2F,CF,); -91.8(2F,CF,); -90.4, -92.0(2F,-CF, 0 ABO O O
-92.2(1F,C=CF,); -108.7(1F,C=CF,); -142.5(1F,CFH)

TMS=0 O O OO ppmd IHNMRO 6.04(1H,C=CH); 5.94(1H,CFHO)
IRDOODO0OO0ODOOem 00 3152, 3106, 3002, 1774, 1350 O 1050, 730, 693
000000000000 -4-000-4-0000-5-(-000-000000)-1,3-0
oooooooo

0oooooo

0000

M F
CF.0  OCH,CFC

oooooao
gooooooooobooo-4-000~4-0000-5-2000-1,2-000DO0ODOO
0)-1,3-000000000

OOOO0ODCICF,CH,0H 5.5g(0.048 DD DOOOO0OO0O0O0OO0OOO 15ml O KOH 2.79(0.0

480 00000000000 633,2570 00000000000 -4-0000-1,3-00
0000 10g(0.0480 000 DO0DO0DOO0DOOODOOODODOODOOOODOOD
910 0000 1490000000

oooooo
000000-4-000-4-0000-5-(2-000-1,1-00000000)-1,3-000
0oooon

CFCI,=0 0 0 0O 0O O ppm O *°FNMRO

000000 (sin) O -53.7, -58(2F, -0CF,0, ABO ); -59.8(3F, OCF3); -63.6(2F, CF

,Cl); -77.9(1F,CF)

00000000 -52.7, -58.1(2F,-0CF,0, AB O ); -59.9(3F, OCF5); -63.4(2F, CF,C
1); -78.7(1F,CF)

TMS=0 0 O O O ppm O IHNMRO

0000000 4.4(2H,CH,); 5.88(1H,CH)

00000000 4.35(2H,CH,); 5.86(1H,CH)
0O000000CENIDODDODOODO 241(M° - CF,CI)

IRODODDO0OO0ODOOem™ 00O 3030, 2975, 1422, 1360, 1320, 1198, 1051, 982, 892, 7
54, 677

0oooooo

0000000000000 -4-000-4-0000-5-(1-000-000000)-1,3-
0oooooooo

0000000000000 D00000O00D000 1oom00O0D0O0O0O00D0O0DOO0OO
000000000000 13.2g(0.03100) 0400000 K,C0,0 OO 5590 000 2
20 -0.065000000000000000000000O000O0 29 (0.0080 00000
0000000000000 D00000006000000000000D0000OHXHCI OO
0000000000000 D0000000DO0D00D0es000008.6g000000D0
oooooo
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oooooo-4-000-4-0000-5-2-000-000000) -01,3-00000

0000
CFCl5=0 O 0 O O ppm O *°FNMRO

gboooon

-53.6, -58.1(2F,-0CF,0, AB O ); -59.78(3F,CF3); -78.6(1F,CF); -91
.8(1F,C=CF,); -110.7(1F,C=CF.,)

oooooooo -52.8, -58.2(2F,-0CF,0, AB O ); -59.82(3F,CF3); -92.2(1F,C=CF,)
; -94.2(1F,CF); -109.8(1F,C=CF,)

TMS=0 O O O O ppm O THNMRO

0000000 5.9(1H,CH); 6.08(1H,C=CH)

00000000 5.8(1H,CH); 6.04(1H,C=CH)
O000O0D000DEIDDODODODOOOOO 290M" ) ; 224 (MY -COF,); 145(C3HF,0
> 700 69 (CFR* 0100 O ); 29(CHO * )

IRDOODDOO0ODODem 00 3153, 3104, 3031, 1774, 1360, 1320, 1198, 1051, 936, 8
92, 790, 754, 677, 621, 543

oooooo

000000000000O00 CF,=CH-0-CF,CFHOCF,0 O TFE 20/80
0000000000000 000000000000000O0N,0000000000
O0005mI00CCILFCFCID N D 0000000000000 00000000 100y
I O CF,=CH-0-CF,CFHOCF5; 0 0 0O O 0 0 0.98g(4mmol)0 0 0 00O O

000D0-190 0 0000000000TFE 12nmol0 D00 0DO0D0O0O0DO30000000
000000000000 0000D000000000D0000D0000D0O000103mb
ar00 0000000000000 00D0O00D0000D0O00D000-190000000
0000000000000

000000000000 000D0D0000000 150000000000000000
000000 432mg0 0 0000000000000 DO0DO0D00DOG.L.C.O00DO0OD
0000000000000 D0000000D000022000000000000000
00000000000 O0ODSC 00000 -6.400Tg0OOODOTGA 0D DOO469 OO
000000000000

0oooooo

0000000000000 D00000O00D0-4-000-4-0000-5--000-10
000O00-1,3-00000000 TFE 10790

0000000000000 0O000000000000000ON,000D0000000
O00O05mIO0CCILFCF.CID 0 0000000000000 0D00DDO0ODOO0 200y
0000000 -4-000-4-0000-5-(-000-000000)-1,3-00000
000004130 1.45g(Gmmo)0 00 000

0000 -19 00000000000 O0TFE@2mmol) D0 DO0DO0OO0DO0O0DO350000
0000000000000 000D000e00000DDO00ONDOO0OONDDOODODOD
010 Embar0 0 00000000 D0DO0OO0ODOOODODOOODOOOODODO -196 OO
0000000000000 D00D0O00

0000000000000 D00D00D 15000000000000000000D0000
000000 98lglO0ODO0OO0O0G.L.C.00D0000DDO0OO0DDOO0OODDOOOODO
00000000100 0000000000000000000D0OODSC 00000 7
LBO0OTgdODODOTGA DOD448 D 0100000000 0000

oooooo

0 00000 CF,=CH-0-CF,CFHOCF,CF,0(CF,0) ,CF5/TFE 15/85 0 0 0 O O
0000000000000 0000000000000000ON,000D00O00000
O00O05mIO0CCILFCF.CID 000 0000000000000 O00O0D0D0OD0O200
u 1 00000 CF,=CH-0-CF,CFHOCF,CF,0(CF,0),CF; 0 00 00 0 O 1.56g(2-5mmol)0 O
OO0DOOTFE(A2mmol) D0 O0DDO0DO0DOO0DO30000000TFEOODO7000DO
0000000000000 D00000000000000103mbar0 00000000

10

20

30

40

50



OO oooooogoQgog
OO oooooogoQgg

mlO

O

oo ooogooo
Ooo0o0oooOodg

O

oo oooogood
oo oooobogood

0

0

[ B

0

O 0Ooooo

O

aod

gbooooodg

ooooboooo

ugbooooood

oooooooo
gbsc ooood

O

(16)

gbooooobaoao

JP 4441015 B2 2010.3.31

-1 0D O00oOooooODooooobooao

gooboooono 1soooooooooao

ooooooooobe.L.Cc.O0bOOOoOonO
gooiisocooooooooooooao
-0 0 n0OTgOnonQd

O
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0000000000000
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O
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R v —

A v 105 %
TFE/ . — 5 1, E=hr—Fl pamy RERE (C)
TAY 0
AR B O 52 i 51 )
8 194 0.3 470
9 g 0.2 482
10 2142 0.3 473 10
14 20 0.3 469
15 21 0.3 448
EP-A-338755 50 RHEH)
(£32@E)
3" 5.8 0.1 280"
aF 440"
4* 12 0.2 350"
4* 420" 20
5 25 0.3 330"
5F 410"
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