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3
L

)=

5—H (A]

-
o]t

=l
3

o

L

Fatel W]

[e]

Z2 o zu|do g = thald

[e)

o2 (-0CR0-) k9l 9] A1
100

gul

g2Er (
o] ujdo| g

Foluh

ok

=7

A

1

H

(rearrangements)
=

A4 (Tg)

a9, B
A, 1 9]

d
5]
ol

k<)

<75>
<76>
<77>
<78>
<79>
<80>
<81>

=

o

T

] %
S

v

S
=

il

oA

§l_

=8

71z FoHe

=
€]

29

std, o

& Ag

=
=

gkl 1

<82>

o do g 2 Y
_10_
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SS90 10-0791504

Al ofsf AL A Fg Ak Aok, tlFe] AHgE 852 Atk dEA Gt Ze AEe] o
g 4 At

<84> CFy(OF),, CF,=CF,, CF,=CFOCFs;, CHCI=CFCl, CFC1=CFCl, CF,=CFCl, CF,=CFH, CF,=CH,, CHCI=CHCl ¥ t}& <#%

<85> ol REZEC] X 2 Wi nidoy 29 TGN Fewt.

<86> THA, sTHA, FTFA=, HAojx T o] dEEA o ARk (D-(IV) 9] EF e Zu| o 29 F3te] 9
3 & 5 Ak

<87> TTHAE, E 2] vddHE 9 dh o] FHRAS et THAE v st

<88> THHFA =, Jojk sty FRUMEE ol AT ((E Za, Audog Fxjo] Fa E/EE A4 9W/EE B
B R/EE 2 B/EE AAE Fste EFES SFES veEA sl o gt

<89> TEHE U AYIaFAE o, Z2PA, o)ARdAY ZE N-ZF Q25 A0 Syt

<90> AHETFE S Fh A Foll A o] dgE 4 At

91> - HEGEZRL2HAN(TFE), IANEFOLZEZZIA(EP), AANEFLZo|aF T T2 .60 HEFL2 YA,

<92> - MY Z R gtol E(VF), MY ME T o ko] (VDF), EFZ o 2o g, Cll=CI-R’; S o 2otz o eal(of

A Ri= O-C B E20207)3} 28 (-0, 5488 HE2o29dW;

<93> - SEREYUEFOAY(CIFE) B HEREHEF O 2 dilld 42 (-(y 2 RE- B/Es HER- 4/EE

<94> ~ CR=CFOR; (3)Z 2o 2 ndo | 2 (PAVE), o714 R = EgZesond, venrZ2o 2 £ 3

<95> - CF=CFOX () ZF o 2-SAdAu o e 2, 7] X'= (-Cp 4, B (-Cp AL, = o= S
AEFO R P TREA-T2A} 2 b o] g ofHEIES 2 €0, (AEFOZSARY,

<96> - 7% CRACFOX SOFE zH= MEeka), o] 714 X = (F.CF,, CR.CR.CF,, CR.CR(CEX), 91714 X = F, Cl, Br

<97> oyl we &

Fo
5,182,342 AWHE =2 i
LREZYIUE, FIER2EFQ2IE d | =2ZFQ 2o

98> @ owel A Az, ArgAAAL EANA FA LA FAD PEEe we £ EAA
AAs) Bl A S Al olAe dE Hol thgeld de Al A940E A, § wE
9w oE _golsd AEbsd 349 A¥stel FARNBB(AE B, dAIFE E:

s}

& = @
A, AR, Y EE AR /S (AE Bol, A D5 S0l el el
2 o] Sabol=); of xR ()7 FuEH o= Ajte USP 2,515,628 2 USP 2,520,338
T, PHAEek2/0kv] o] vl e n ¥ A

99> mg, WAl te Feel AWBYATe] B £ASL, 1 F vhe A FFe=E ANBYAEo]

<100> R'-X M

<101> A7A, e ()EF02A NS B (I)BFORTeSA I A 0T, X & (00 Ei -850, o)1, N&
+

0, N0, atobel2goled ] Addn, 714 dubgdos AesE A 3, <

g oolgel stERasle e ()ET

o
or
&
gl
it
to
fl
Jo
)
s
2
o
j m
gﬂ

to
il
it =}
AL
deo
>
e
1S
=
ol
2
re
il
i)
4>
o
i)



<102>

<103>

<104>

<105>

<106>

<107>

<108>

<109>

<110>

<111>

<112>

<113>

<114>

<115>

<116>

=541 10-0791504

0|ﬂ

e, ¥XY eo=3ty AMAGA ) k-S| %7}—‘»‘ k. =3, o7
USP 5,173,553 wel A daA =24 dvte] 2= A8 EFE Qo =

galo] AmERe oL 2 Wi wal gw = 9. o2 So 2w

= 813 USP 3,876,654, USP 4,259,463 A
Few 3w 4 o) vy wEe
o1 A 5 Ea9AtEY] 4), EE USP

fo o o

5,268,40500 4 A E 2o ol ATE & FAE WA g (reactive site) S zti= FWA 3%0]5F] %
o 29 HIME ol8E F Aa; FFAVBr B & §FF w, 242 USP 4,948,852, USP 4,948,853, USP
4,983,697, EP 683,149 AH ¥ =2 A3 E = gEx3} 31859 &AM FaE.

o

Wowge) the B

= , A do] EEF 2 7ol E F-CR\R,—CRsR—OCF.0FZ A|-&3}7] 913k 2] RiR.C=CRsR,&] =F
925 SANIe] ol RO ol S ol g, WRAlo]F Ei WA Lol o) ARE HEEE 2
ﬂoﬂ Eﬂ 2= ZEH }’E‘ =7 F- CR1 9 CR3R4 OCF?O CR5R6 CR7R8 = Xﬂ S 0}7] ‘r]tf_]_' )ﬂ; RngC:CR7R394 XﬂZ%——?S’_Ei}

seae] A7) e AERSS 2= AR (F)EIFEAdHES dTHeR FAEH.

a) CF,(OF), + R,R,C=CR,R, - F-CR,R,-CR,R,-OCF,OF (VI)
b) F-CR,R,-CR,R,-OCF,OF + R R,C*=C'R,R, _____ -
F-CR,R,-CR,R,-OCF,0-C*R;R,-C'R,Ry-F (VII)
stz Aolg /
c) F-CR,R,-CR,R,-OCF,0-C*R,R,~C'R,R;-F ----=----~--- -

/ stz A sl sol
CFX=CXOCF,OR (I)

o] g7l :
- 3= (VIDO Aol e

- FUSAIL OE Ry, RE H, Fola BUSAL BhE Ry, Res The 2ASIA H, Clola: (1) H%
Whgo] FmAlOlEE W Ry, Ry = Cl, (2) AEWE] BRASFzGWE W, 2] A Ry, Ry F

B
o

- 2 1
HEFQOREALAY] E= R E R EE R E Ry C 2 CE CC A EEH

)9l Aew AR 4 9l o] A%, FUHEA HFEWIDe
ReR, 7t7He] 7k eir kel 9147, wet g4do] o] Z1AE 7



<117>

<118>

<119>

<120>

<121>

<122>

<123>

<124>

<125>

<126>

<127>

<128>

<129>

<130>

<131>

<132>

S=50d 10-0791504

FRHO)E 7125 E (Fy(0F)y2, 75
A FAZ 34 RRC=(RR, =232

(few hundredths)oll A <F 120%¢] WYY 4 AUt
HHE2 = —40C WA -150TCe H9Y 4 i, vgaasAlE -80C WA -130TC <] " olth
3E (VD)= 3 ¥HMSAPEZEYH EoEs Zo] olya, WA bl AHd ALukSo] AgHe]

[e)
=
(continuous way)2o. & o]s ¥},

FFE7] Aol A2AA rdE At

23} vk
gAMe AHgoR FiE 4 glo], WUl FEFIHS 44T Atk W bl LEE 20T o
A 130T WY & s, wEASAE 50T WA -100Ce] WD & ATk, LW FEE 0.0 o] o]
B, oA AE SR S W, d% Al 258 SRR Agd 5 A,

WA a) % b)elA AgH SrlEe, MEFoEs w FREIHEREFo R §u] Bt JUREToRAE

oty 7] §vlEY o &= CBCly, CFCls, CFsCFHy, CF3CFoCFs, CFsCCloH, CFsCF.Cle] AT},

W oA, LS ARRTE ] SRE WA 2) D b)elA ASE a6l W S5 (VDo ety 19
MdAHEE @7 A9 Seh B SRt AaAnh o vhAm AL Aa7leA A a4
HE WSS olgstel £AY F Advk. FHIA A 24 eARAA B R, WA Re) H4F Ay
o B we] mudezs 98 4 Ut

w2 e 542, 4 XXCO0P) (714, Mz sdsAAy & X | B Xoi= F, (F)9] sfo]x&eto]Es}

A

RSR' =R R's(A714, M= 5
0S0:F, -SO-F, COF, C-C; A& T BAY HZFoady T SAHZZe2dA7|9)9 27 7oz
3 A a) B b)el wEk vhEEo], duka (VIID S| 3}

lA

77ke] A ROR,C=CRR 2 AU o R-Rye F, H, Cl, Br, I, ~CF,

[¢]

[\j‘
e
]
U
)

N
>
B
g

i
A
M,

il
2
to
gL

Ael, dzzllold =
&

O A= I
-1 O

e AAedEe B owge Mmals] 9@ mHow Auel 9u, s wie Wzt AREAe

oF
AE R

AA Bl A AFASHEA TGAZF 10C/min ¥ &2 YT},
N}\]cq 1
CF4CF,0CF,0CFCICE,Cl HEF 2 2-1-2, YEF &2 2-3 5-t] AL Ere] 3HA]

AFE-E WEE-7) = AA R 7 300mlQl AT Hola, AHE=d) A (magnetic dragging) ZIAWWH7], Wh&7] AH2
B 20cmell $1XH wkg7Fso] AEES e E1 , A, L B R7F BRI ERE oF Imnol] U= REE
STae g 2/ U Fupelx 9 AHoRNEH| AYEEZTIE FH ] vk, WY, 2%V -114TC
FAEE HFE2, CF(0F); 1.1 1/h(litres/hour) 2 He 3.3 1/h7F 2709] 5ol F SUE T3 == ;

CF=CF; 1.1 1/h 2 He 0.7 1/h ¢ 350] A2 tHo]ZE E3 $X AT}, T3 6.6A7FESH A&HL).
g7l A 2719 Fadol2Ee] &5 9 wiEdto] o] 9l Apolo] EgtE WkSF oA o] FErh A A AT

_13_



<133>

<134>

<135>

<136>

<137>

<138>

<139>

<140>

<141>

<142>

<143>

<144>

<145>

<146>

<147>

<148>

<149>

<150>

<151>

<152>

<153>

<154>

W-3-7] AWA A e A o] AL o g W JlAgEnEIYdd o8 RUEYE JAETE TES
% 3] ] TEEEY, A2vg7E -70C Y 2= FAH3 F37t 2
3t U] 9] (dipping inlet), B&47}29 749 (head) 229 &F7}
o 2o gl CFCI=CFCl 72.6g< 33k},
A2RES 712 W&t ~Ee] HuEET], dedE = Ur|del A EHolEARH o5 SHE, de A=
(#F+ A 91T) 41.5¢& FH g},
CFo(OF) ol thal] Alatd HEF Q21,2 YFEE-3,5-U A B 482 36%°] ).

r)
HEFLE 1.2, I E2-3 5-t|SAJE

1o,

=
=4

ti7]gtel o] A 91T,

p.p.mO 2 F-NMRZ ) E & (CFCl=00] thal):

-51.3/-53.0(2F, 0-CF,-0); -70.6/-72.6(2F, C-CF,Cl);

-78.0/-78.4(1F, 0-CFCI1-C); -87.8(3F, CFs-C);

-90.2/-91.8(2F, C-CF,-0).

AF~AEQ(E. 1. ARF4), WAz 2 7 F=:

69(48.6%); 119(84.3%); 151(76.8%); 153(69.8%); 185(100%) .

REAEH (em ) 45 W=k, (m)=27F, ()=72%, (vs)=m]$ 23
1407.3(w); 1235.8(vs); 1177.7(vs); 1097.5(vs); 1032.2(s); 929.3(w); 847(m).
PRER

CF40CF,CF,0CF,0CFC1CE,C1 HEF0 21 2-UJFZ2-3,5,8-Eg AL H(o] A & A _A) =y
CF50CF (CF5)0CF,0CFCICR.Cl HEZZ9 2-1 2-t]F22-3 5 7-E ZAl-6-w &S (o] A A B)o] A

v
ull
fr
fru
e
e
to
fru
=2
i}
=
o
3
=
1l

S
=
ol
—
09

o,
%0,
®

S

fo

>
b
m9

g
%)
oX,
oo
2
=
&

2719 o] g AA
1,2-y &2 2~
oo oz =
38%0ltt. AMEHE HIZFoZuvEn|dofH 2ol ta] ABY] E&2 42%°)tk. oA AAELS duVlAARvE
2139 (preparative gaschromatography)oll 2|3 &= Ht}.

w
ot o
b
(m

WAE A B S

250mmilge] A g Ao £3Eo ZF=H (A 79%, B 21%): 82T.

o)A AA A p.p.mO F-NMRZF E & (CFClL=0o] t3l]):

_14_



<155>

<156>

<157>

<158>

<159>

<160>

<161>

<162>

<163>

<164>

<165>

<166>

<167>

<168>

<169>

<170>

<171>

<172>

<173>

<174>

<175>

<176>

<177>

<178>

S=50d 10-0791504
-50.6/-52.4(2F, 0-CF,-0); -70.0/-71.8(2F, C-CF.Cl);

-77.7(1F, 0-CFC1-C); -55.3/-55.6(3F, CFs-0C);

-90.7/-91.1(2F, C-0CF,~C); -90.2/-90.6(2F, C-0C-CF,0C0C).

o194 B p.p.mO2  F-NMRZ ¥ E 2 (CFCL=0] thal):

-50.0/-52.1(2F, 0-CF,-0); -70.0/-71.8(2F, C-CF.Cl);

-77.9(1F, 0-CFC1-C); -54.6/-54.9(3F, CF,0C);

-85.7/-86.1(3F, OC(CF3)0); -100.3/-101.0(1F, OCF(C)0).

AFAEH(AAETH), WAz 9 72 Ak

AAE A 69(50); 119(100); 151(50); 185(42); 251(38);

AAE B 69(96); 97(50); 135(42); 151(92); 185(100).

A 79%, B 21%0] EFEO RAMEA (), A% 1 (W=, ()=F1t, (=2, (vs)=ml$& 723

1388(w); 1288(vs); 1233(vs); 1151(vs); 1104(vs); 1032(s); 846(m); 685(w).

A Ad] 3

CF30CF,CF,0CF,0CHC1CHRC] HEFow-12-tF22-1,2-43=2-3,58Eg At (o] dx )
CF50CF(CF5)0CF, OCHCICHFCl #ZF9 ®-1 2-t]F®7-1 2-t]3|=2-3 5 7-Eg| L A-6-H el EF(o] A A D) ]

5L A

AA A 1o AFEE AR Fdeta, -112TC9 252 FA1% 93], CF(0F), 1.55 1/h 2 He 4.5 1/h7} 2
Mol Jisfol= & S B =gua; A2 o] ZE B (F=CF-0CF; 1.4 1/h @ He 0.7 1/h¢] 5A17F

g7 EF W 2R Fitstol el Wk Alolo] EFE wRg TN FEsb AAAZS oF 3ol

Wg7) ARGNA WY Ee] deow Hul, rAzrtEadsd 98 BUHR NAEFEe] 5ol 7]
A sigratel A D GANA AR A% BAE AWSIE ALY FFEG. 0T
= U Fole, 1,2-tF2 2 €@ CCIH=CCIH 50g¥} CFC] 50ge] Att.

Awkg 71zl wkg7kag e Hrpdrlel, AWk & S/, w9 EE 100mHge] 7w hEolAM &

78%, o1 EA D 22%)°] FHE. AREE CF(0F)o Wal CHDe] =582 33%lth. o] AAEL o7k

100mmHge] 7Fa® teel Ao &g Z=H(C 78%, D 22%): 71C.

OJAAA C HEFoR-12-0F 221,208 =235 85wl p pmO 2 | F-NRZA ) E # (CRCL=00]
i)

~56.0/-57.2(2F, 0-CF,-0); -143.2/-146.0(1F, C-CHFC1);

-55.8(3F, CF3-0C); -91.0/-91.4(2F, C-0CF,-C);

-90.3/-90.5(2F, C-0C-CF0C0C).

_15_



<179>

<180>

<181>

<182>

<183>

<184>

<185>

<186>

<187>

<188>

<189>

<190>

<191>

<192>

<193>

<194>

<195>

<196>

<197>

<198>

<199>

<200>

<201>

<202>

<203>

<204>

<205>

sE550] 100791504
oA D HEFeR-12-TBER-1,2-T8| =2-3 5 7-E SA-6- L8] ppno | F-NRAHE
(CFC15=00l thall):

-56.0/-57.2(2F, 0-CF,-0); -143.2/-146.0(1F, C-CHFCI);
-54.9/-55.1(3F, CF4-0C);  -86.2/-86.3(3F, OC(CF3)0);
-100.5/-101.0(1F, OCF(C)0).

o] AA ¢ 2 DO p.p.no H A= (Mol di3l): 6.28/6.05(1H-CHFC1); 6.02/5.95( 1H-CHCI-)
AFAAEY](HAAFE), A3 2 7 = %

69(84); 119(100); 185(51.1); 251(84); 281(15.8); 283(4.8); 347(5.7); 349(1.7).

REAEH (em ) 4% (W=2k3F, (m)=27F, (s)=724%, (vs)=u]$ 23

3001.0(w); 2920.9(w); 2850.9(w); 1286.3(vs);

1233.7(vs); 1125.5(vs); 1081.8(s); 1047.9(s); 815.9(m); 766.3(m).

AN d 4

HEFo R 1. 2-1F22-3 5-t] 5 3Eke] Stz Alojet

ZIAA muky], A, AHsz2r], E¥ZACE FAE E54E D 78T fAFHL VA JATHZ 44
H FREN] FulH 25ml9 3-% ZelaFe, DNF 150ml 2 ZnE'Z 15g, K,C0; 0.5¢ 2 I, 100mge] =<1t
YFELT7F 80T o211 HEFQ -1 2-T|ZF2E-3 5-1]2A}& el 50g0] Wk Hrldo, Hrbh 2849
o, E3FE2 oF 304 < whEnh. Y WFStE o] A5 760mmHgell Al A1 A &2 300mmHg7FA] k. oF
208 &, HEZF92-3 5-T]2A-1-FAE(MOVE 1) 34.2gS &3l SHE=Ho] dAFAL},

HEFQ 2 3. 5-t]2A-1-FE(MOVE 1)2] EA4

7)ol A o] F=5: 41.9C.

CFCL=0°] ™3] p.p.no.=2 "F-NR:=HEH:

-56.8(2F, 0-CF,-0); -87.2(3F, CFs-C);
-90.6(2F, C-CF,-0); -114(1F, 0-C=C-F);
-121.8(1F, 0-C=CF); -137(1F, 0-C-F=C);

AF A E](AAZA), W=z 2 7 F=:

69(66.5%); 119(100%); 147(83.4%); 185(89.4%); 216(67.3%); 282(8.2%).

REAEH (em ) 45 (W=2k3F, (m)=27F, (s)=72%, (vs)=r]$ 23

1839.5(m); 1407.6(w); 1307.4(vs); 1245.8(vs); 1117.4(vs); 907.2(m); 846.0(m).

24 5

Al 204 _olxl ol HA EdE AMBUIAETLE-1,2-USE2-358-EgFAt  CR0CFCRCR
2OCFCICF.Cl + HEFQ2-1,2-tFT 2 2-3,5.7-E ] SA-6- & 55k CROCF(CF3)O0CF,0CFCICE,Cl) o] S lo] &

ol " AAd 44 Mg upe} o] FHIHE 250mle] ZgA =, DMF 110ml 2 Zn¥ 10g, Br, 0.3ml7} &

dEct. WF2=7F 75T o231 o] [ Ao 2014 EEE 2 &3¢E AB 30.3g0] Hewe HsrdEch A
77 F2E W, EFELS oF AT o vkgET. wpEU UEGEHo] AHH o2 760mmHgol A1 200mmHg 7HA]

_16_



<206>

<207>

<208>

<209>

<210>

211>

<212>

<213>

<214>

<215>

<216>

217>

<218>

<219>

<220>

<221>

<222>

<223>

<224>

<225>

<226>

<227>

<228>

<229>

<230>

ol 10-0791504

el

o

=
=

Jm

=
=l
e
B
to
Kt

Atk °F 30% F, FHEFH] gAY, 22 AFHE Y d&Ee] dgHn. v
3,5,8-E g ZA-1-=dl(MOVE 2) CF30CF,CF,0CF,0CF=CFy(o]d & A A') 79%(7t~AZntE el 57)
2-3,5,7-E&] A6, "Ml -1Z 9l (MOVE 2a) CF50CF(CF3)0CF,0-CF=CFy(o] & A B') 2192 A E EFE 24.0
dojAar, 29 v ouZbaa R vt E gl o3 et

AAE A E Bo] EA

_u

)
i)
e
—u
to

0
9

o7l A o] dAA E3dES] B4 W9l 72.5-74.5C.

o] AA A9 p.p.mOE F-NWRZH B (CFCL=00] t3l):

-55.9(3F, CFs-0); -56.9(2F, 0-CF,-0); -90.8(2F, C-CF,-0);

-91.2(2F, 0-CF,-C); -114(1F, 0-C=C-F); -121.8(1F, -0-C=CF);

~137(1F, 0-CP=C).

o] A B9 p.p.mOs F-NMRZ ) E & (CFCL=00] thal):

-55.9(3F, CFy-0); -56.2(2F, 0-CF,-0); -86.4(3F, CFy=C);

~100.9(1F, CF); -114(IF, 0-C=C-F); -122(1F, 0-C=CF);

~137(1F, 0-CF=C).

Aol AYrAER(AAFA), M D 7 P

69(74); 81(18); 119(100); 147(59); 185(26); 251(21);

B'ol AgrdEd(AAEH), Wu 9 7 P

69(80); 81(37); 97(47); 119(36); 147(100); 185(19).

REFAEZ (en ), BE © (W=, W=F7F, (=2, (vs)=rl$ F3:
1839(m); 1343(s); 1248(vs); 1145(vs); 918(m); 889(m).

AA 6

A d 39 Polxl o] AA C+De] & 3HE (CROCF.CF.OCF0CHCICHRC] B E 2o 21 2-tF2 2] o-t]srg-

3.5.8-Ed2A (o] A AA C) + CF0CF(CF;)0CF,0CHCICHFCl HEZ o 2-1 2-t|FE&-1,2-1]3|=8-3,5,7-E
g2 -6-m e S eh(o] A A A D))e] stzzlo|e

ZIAA wwkz], R, HspZdr], EY4AVF F2E SREE 2 -8TER fAHE FHEH Fujd
500mle] 3-& Z#~=o], DNF 250m] % ZnE =

e
w
S
OQ

27} 100Co ol 23 AAe 3004 A7l ol Y AR EFE 56.9g0] WS AsbeA,
At FaE W, wer) WreEs 120°C°ﬂ o= auke] 24AZHESE FAHT. H §ule £
FRE NS FRET. B AT F, HEFoR-12-Us=R-

Ao L2-1,
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