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mElm o 2-WEE 2-TE - BOE > BHBEIOE EES
EB HBEBRALAWGX-B)R&M{LEYWGX-C)Z E
8RR

FE2Z D MR ESERBE RGBT TET - E
MTETOBRER  FERBNBRESER ¥
Y TETIBRER  FEANBEERBSBZESE
Y BITELBIEELY ZBRLSBIEE LY EE
£ NaOH - KOH- CsOH X B REMH S E S NaOH- 5 @K

T

FEB E B EBS0E300C - BEBSI00E250C - KEE S
A TR

LEMUX-BIZHBMREITREER EBE T #ET -
FRAIMRESEE HAELAGYWUEX-BZABEERES
0.IfEEI0OEBEE - X > EFHBEZ R'-OH Finvtk &Y
B EAYWTRBAEEBEEER -

B E2H o AW GEX-B)Fh K ((OCORNE Z R F
B REIIEBETFE > TERLEYWGSX-Bl) X > &
(OCORNE Y AThWBETESEAEERER 7B > o4& K&k
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(22)

& ¥ (5X-B2) - 3 (5X-B2)h + (=O)H A RIEE R F & & &
(-0CORN" T W [/ T ¥ 5 M & -

EtmMASBMEEERD P BRBAE  EEKEY
(5X-B2)H #0 K T £ B F 5l fb & # (5X-B2-0H) « 1l B 4 i
EHRMEBRE R-0H IRk aWE » @R Ls W (5X-B2)
o0 R¥-OH i 4 B T 51 4 & # (SX-B2-OR) « 2 o & % A
it » kBI1E42 %Y B nzk-

A'[ (OH) ,], (=0O) ,, - (6X—B2—0H)
A'[ (OR® ,], (=0) ,_,* -+ (6X—B2-OR)

N HE2Z2hE W (4AX-B)W o K FE A & BT Ak
&% (3X-C)- &k » RF R RV E Lt -

RFCOOR™" (3X-C)

ERELEMOEX-OOBRBEER > HLEWOGX-B)RLE
MOBX-C)n B - " HMFTERERZBEBESEF - X > UREXE
MEAXETHEYWUAEX-B)Z o BRER  HLURNHEKED
(SX-B)yWREKETRE  UoBEAE®WGX-B)-

tEMWOGX-BHz ERAMWTILEY -
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OH

RBERHZAEMBENALAEWOCX)ERR S BB G HE M
L EMSX-BHZ B E BT GE K HR
EABBRETHEARENSOLEYERR » W2 %R
ZhEaMcERBAWNT I

KRS By -

EYMRAAREB RN GEE

&Y -

OH

éFTFZ (lZF
1~CF3;
cé{ CF\cé
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CF2 CFQCH:3

| cF
CIJF. > _CF

~cr;
cé{ CF\cé

N tbhEW(5X-A)Z -COF EHRFE-2-BETEREALK
EMENLEDERR WEHIAUEREGEVAEARREEBIR

G E O ZCEMIEBAWTIKED -

CF> CF,

| cF,
CF _—CF

[~cr;
cé{ CF\cé

AZERHCBREREODTIHED -
&% (3)8

(3a) (3b)
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OCOCF(CF3)OCF,CF,CF;

(3c)
COOCH,CF(CF3)OCF,CF(CF3)OCF,CF,CF4

(3d)

v & % (4)81

CF,OCOCF(CF3)OCF,CF,CF,

CF; CF,

| ¢k, | (4a)
FC~|- cF= CF

/ 2
CFy CF ~CF,

OCOCF(CF4)OCF,CF,CF,

| &k, | (4b)

cr=CF
| éé OCOCF(CF4)OCF,CF,CF,
2

|\CF2 / (4c)
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(26)

COOCF ,CF(CF3)OCF,CF(CF3)OCF,CF,CF;

| CF, I (4d)

F. @)
\\C¢§ OH
CF
CF; CF, CF27‘\CF2 | CF270F :
Fé TFz C|3F FCL (e CI:F Fé CF2 CF o
Jors T =Y,
CF; =~ —CF, CF> CF CF, = —CF,
(5a) (5b) (5¢)

DABBz MM ANERLRE AN HE  TH
EEERME L - HER AEREBRRLEBMZIME
e B EE R REEAAENEUELSRET B EK

EMHBMT BB EN X ABBZEMEHLENER
CFHME HEMEZIXEER CHME  #HTRREA
RO BRI P ROE B M Z MK

Q- iR |
" i Bl
TEHY LEBASMAREAEE  BEAERAFERNZ
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(27)
Bl o

BBl 1 2-Z&8-1> 2 2-ZH8ILEBEE
R-113 " 8 A &AW MEH R-225> X > R-225{F fF B

CF3;CF,CHCI B CF,CICF,CHFClI 2 B& %Y - & 1H & & E B
GC> X " UEHEHBERT GCHAMMBER - AHEHEHLEERR
GC-MS - Bk LUKERIK -

(Bl )L & ¥ (Sa)z & & Bl

CH,0H | CH,OCOCF(CF3)OCF,CF,CF,
— Y
(1a) (3a)
F o)
CF,OCOCF(CF3)OCF,CF,CF, P
CF; CF, , CF; CF,
F(|3 TFQ CF F(l) (|:F2 éF
/[ &/ /oot
CF‘.?/CF\CFZ (4a) CFZ/CF\CFZ (5a)

(Bl 1-1) e & ¥ (3a) 2 & B Bl

B &YW (Qa)Bg)k &5 40m) I A B M F » £ AR
hE A R®ERE - RBRFICCTUIAREEA
FCOCF(CF3)OCF,CF,CF3(25.5g) - #& R M| % 30C T & #

3/NEF - RIRIST UL B A B8 ik B & 89 7k (50ml) -
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B EHERBRASK  BAEAHBEZRLKGNDEF2IX
BLURBELZER BEZEMHAK  LUWEBHRGRE(EH
WOEl C R-225)BELE W% > B T A LA W (32)(20.4g) « K
NMR ¥ 3 8 #& 20 T Fr 7R -

'H-NMR(300.4MHz ~ ¥ %l : CDCl; - X # : TMS) 6 (ppm)
£ 1.50~1.80(m » 12H) » 2.01(bs > 3H) » 3.87(d > J=10.7Hz
» 1H) » 4.04(d > J=10.7Hz » 1H) -

I9F_NMR(282.7MHz - % ®l : CDCl; - % # : CFCl3) ¢
(ppm) : -80.2(1F) » -81.3(3F) » -82.0(3F) » -86.4(m » 1F)

» -129.5(2F) > -131.3(1F) -

(Bl 1-2)tk & ¥ (3a)Z & 1L X JE 6l (1)
BE#d > #HTK

¥ R-113(312g)h0 A 500ml | ®H &
B R F20C 2% 4l &

Ull[l

B25C - X mEHMEARGHDOET K
s NaF EHBEFXBERERRIOCCZHASE  EREBEKF
0T A BFEECTRBEREE S EHYNKEZREE R
c 1.0 EERARRZ > UFEI97L/h WAL A RKE
B20% 2 S AL THB20%/ K1 - H&UMERKE
IRA20%% & WEAK > D47 BT ABI-ITHEKE Y
(32)(5.0g)% i 1 R-113(102g) 8 Z & & -
HRALDMEBRERA2%8 R/ E 5 B H B HRF
0.15MPa > B EEH M B H25CTHELICT > AHFE AR
BES00lg/ml Z R-IIBMATHEBEBER)Iml > AASE
Mo EEFAOLFHEBRIINE BZERSERE DR
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(29)

FROISMPa R e BERABEBERFERAIOCT » TAFEBER
(6m) i # BE B 03N K R  REaRBARBRITRFR
0.15MPa K & B #M AR ERFERAIOC T » T AFXTER
(8.5ml) it # M B #H 1.0/NK - B XE A E R 0.24g ~ R-
113 A M E B 23.5ml % > DIO0OABKARSR <« U'F-
NMR B HHYMEE(RNEIEE  CeF) HWREEZARLDL
& Y (4a)B) I FE K B 29% - X > DI #EERTI0%E Kk &
W @Ba)yz®WomE LY -

""F.NMR(376.0MHz - ¥ % : CDCl; -~ £ # : CFCl;3) §
(ppm) : -61.9(2F) » -79.0~-81.0(1F) > -82.0(3F)
82.1(3F) » -85.5~-88.0(1F) > -109.0~116.0(6F) > -117.0~-
125.0(6F) > -130.1(2F) » -131.6~-133.5(1F) » -217.0~-
222.0(3F) -

'"H-NMR(399.8MHz ~ ¥ % : CDCly; ~ X # : TMS) 6§ (ppm)

©3.79(m > 1H)>» 5.30~5.70(m > 1H)>» 7.00~7.40(m » 1H) -

(B 1-3)F] F W& A b 2 b & % ()8 & 5 Bl (2)

e G E Bl 1-22 B EE S o DLW 10.60L/h R A 20% 4 &
TAVEE % 0 UM VR E R A 20% 0 & B9 B o BLS/NBE B A
B 1-1F7 8 L & % (3a)(5.0g) ¥ M H R-113(200g)7 15 2 &
W

ERUMARER A20 8 K B &5 B8 E 5 £ &
0.15MPa F > M IBEH2SCHETI0CH AR TALEY

(3a)Z R-TI13% # (0.01g/m)9ml > AR EBH®H ZFET A O
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BREBBROINE HENSEBEHEHDRFH0.15MPa
EEEBEHANBRFBAIOCT » T AFX B KR (6ml) I & & &
BO3/INHK - EBEIRMERASLERZRFEEREBRBOOTNE - £ X
FAMEB035g R-113F A E H33.0ml - & F LL1.0/0
BEW A SR 0 B LF-NMR [ E WY E B (AR S E %
CeFo) ERIELEWAa) NEEXRKO61% -
"F.NMR(376.0MHz - # %l : CDCl; - % # : CFCl;) §
(ppm) © -61.9(2F) » -80.4(1F) » -82.0(3F) » -82.1(3F) -
86.1(1F) » -110.7(6F) - -121.1(6F) -+ -130.1(2F)

131.8(1F) » -219.5(3F) «

Bl1-HF FRERS B ZELEY (Sa)B & 5K B

B Bl1-3FT 15 b & W (42)(5.3g) R KF # K (0.3g)— H &
ABERS » BMINBHETUSEICZHBMBINE - X
B E S EIRERBB20C Z2E M E KA M E KR K
F(HAw L 8BRS BB BmA®EmG.4g)
» LI GC-MS R 'F-NMR #T74# @ #EBRREHEZEE
£ Y BeE W (5a)k CF3CF(OCF,CF,CF3)COF -
"F-NMR(376.0MHz - ¥ # : CDCl; - % # : CFCl;3) &

(ppm) : 55.9(1F) > -110.0(6F) >+ -120.5(6F) > -218.9(3F) «

(Bl 2)t & ¥ (5b) 2 & Bl
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(31)
OCOCF(CF3)OCF,CF,CF4
(1b) (3b)
OCOCF(CF3)OCF,CF,CF,4 OH
CF; CF,
— | &, . CF; CF,
FC\I\ _CF CF;
CFz/ FC\I\ _CF
cE P ~ck A
2 2 CF; ~ ~CF,
(4b) (5b)

(Bl2-)F HEEHK R EZHKE YOG R IEH

#1-% W B2 (3.09g » 20.3mmol) > & f $ (0.95g >
22.6mmol) 8 A 50ml EHEBEF > BB TUEEBEA
CF3(CF,),0CF(CF3)COF 9.94g(29.9mmol) - # 3R & & % 7
BESOCHEKETER > HBRABRFISESOC TH&E
BMHINK®R > MA R225FBE > BLEMKERSEMLR
KM BEMARMBSEHFRE &K - BERABSE®R  LUEZFSER
fig > 5 MW 8.80g - M GC- NMR & #f - # R L EEX
99.8% ~ W T L 93.2% 4% itk & ¥ (3b) -
"TH-NMR(300.4MHz ~ & #| : CDCl; ~ E # : TMS)J (ppm)
© 1.69(s > 6H)» 2.15(s > 6H) » 2.24(s > 3H) «
""F.NMR(282.7MHz - ¥ % : CDCl; - # #¥ : CFCl3) 6§
(ppm) : -79.8~-80.4(1F)+ -81.7(3F) > -82.4(3F) » -86.4~

-87.0(1F)» -130.2(2F)» -131.7(1F) -
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(32)

(Bl2-D)F A AR EZ/HE Y (4b)H) & & fl

EEREALI-2Z2 B 0 DL &EL3.220/h R A20%H 2
BAN-ER  FEEHABA E0.15MPa> R A300
# c HBELDUMHBEMERA202FBEHR R/BNE R - LL4.2/0
FAB2-1FTF S YW Bb)(52)E MK R-113(100)M B & &
WQ °

BHI2CHEHF(HFEFTARBEIXR  BFFE AR
25033z RAIVBEAMEBImDNETRER > F K FE S
NES®ET DIAERARSR - U F-NMR & 1 & K
o BRLDLKEERIIZZE B LE Y (4b) -
""F-NMR(282.7MHz « ¥ % : CDCl; - ¥ # : CFCl;3) 6§
(ppm) : -79.4~-80.1(1F) > -81.7~-82.2(6F) » -87.2~
-88.1(1F) » -113.5~-124.5(112F) » -130.1(2F) » -131.2(1F)

» -220.0-~-223.2(3F) -

(B 2-3)F ANk D R EZALE W (Sb)E) & E Fl

K OI2-2FF B E R W63 ASOm] B EEZEBE S » KB
THEBPTHERAGSGEALHNZIIOVDZEARAR FHEEHS TR
BABRESOCEINE » FHEBEH - WA R-2250 3K FEH
RIRMABERE  BFHEHKBEEH&EKMLQ3 - Bl GC-
MS:» ""F-NMR A » BREFTEL BB WLEW(GSH) -
'9F_NMR(376.2MHz ~ ¥ % : CDCl; - X ¥ : CFCl3) &

(ppm) : -116.5~-125.0(12F) » -220.0~-224.0(3F) -
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(33)

(Bl 3)fk & ¥ (Sc)z & iE Bl

CHs CHa
OH . OCOCF(CF3)OCF,CF,CF3

(1c) (3c)

CF,

CF

| 2/ OCOCF(CF3)OCF,CF,CFy

(BI3-HF BEELCREZKE WG RE D

4 2-F & -2-4 Wl B2 (2.22g 0 13.4mmol) - & fk A (1.24¢
» 29 5mmol)E A S0ml B EBEMEF - MBTUEREA
CF3;(CF,),0CF(CF3;)COF(5.31g » 16.0mmol) - R O OW &R
FRECOCHABETHRL  HBERANBRFSSEECT
BB I2/E - A R-225F % - DLW X R A LR
K BEBMARBERE —® - BRE B SERAERER
o O BUHEZEZHERBRE > BSH®3.28g- 2 GC- NMR
SAF o MR LEEXRISO%N . KEEIII%NERLE W Ge)
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(34)

'"H-NMR(300.4MHz - ¥ % : CDCl; -~ E # : TMS) S (ppm)
© 1.54~2.05(m > 15H) > 2.22(s > 1H)» 2.52(s > 1H) -
""F.NMR(282.7MHz - ¥ # : CDCl; -~ £ # : CFCl3) §
(ppm) : -79.1~-79.8(1F) > -81.1(3F) > -81.5(3F) > -85.3~

-85.8(1F) > -129.2(2F) » -130.6(1F) >

(BI3-DF B EMAKRIEZ/EY (4c)B B E FI

BHEREAI-2ZEEH > F/ T LLHRMHEIZI.8SL/h KA
20 B AR IR > LMERBRER A20%F B & R
e LA 4.7/ B 3 A Bl 3-1FT B 1k & % (3¢)(3g) B & I R-
113(80g)IM 5 Z ¥ & -

122K EFE(EFEFFTAHEERO0.22¢g R-113F A
MER2ImHETRER HEREFAEBIRER > HFLUI
NERARR -

L'F-NMR S £ B EREUKERIS%EHHE
) (4c) e
'""F.NMR(282.7MHz - ¥ % : CDCls - £ # : CFCl3) §
(ppm) : -79.4~-80.1(1F > -81.5~-82.2(9F) » -87.2~88.1(1F)
» -101.0~-124.5(10F) » -130.1(2F) > -132.0(1F) » -215.0~

-223.6(4F) -

(BI3-3)FIRAmMAKH R IEZNKE Y (5c)f 85 fl
BB 3-2RT B AR YW (3.02)RASOm] B E B 0 K
BHREBETHEAESEE LA ZIOVI%NZEESE - FEEHRT
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AR lR ESOC ®B3INE - EERBE - WA R-
225(CF3CF,CHCI,/CF,CICF,CHFCl B& ¥)R H3REFNE
REMGBEARE EBHRRFAOEEEL(Q.39)EB LU GC-MS
M BREKMEW(Se) HEEER27T% -

MS : 455(M*-OH) » 386(M*-OH-CF3) > 69(CF3) -

[Bl 41 & ) (5d)z H & Pl

CcOoCl COOCH,CF(CF3)OCF,CF(CF3)OCF,CF,CF3

D — 5L

o} F
COOCF,CF(CF3)OCF,CF(CF3)OCF,CF,CF,
CF> CF, CF; CF,
— |k é i — LCFe L
;\FCFZ// ; I\CF//
_CF__ _CF_
CF; CF, CFz CF,
(4d) (5d)

(Bra-H)F] AEEAREZLEHOGHH RS P

#Bo1-& Rl b B & L ¥ (1d)(1.95g > 9.8mmol) K O BE
(1.00g > 12.6mmol )X ASOm] EEEMF > BH T LUERE
¥ A CF;3;(CF,),0CF(CF3)CF,0CF(CF;)CH,0H 4.61g(9.6
mmol) - EHMBEARESOCHEBETHER > ERA

-39-



200422280

(36)

BRFASESOC THAEBHRSAK - DA R-225% B & U
MERBRBAREKEE  BARKE HEENARBRSEHFE -—® - K
R BERUEFTSRE  BH®ES47g L GC- NMR

&
S R LEERSI.E%N - W XRTI4%E K E W (3d)

'"H-NMR(300.4MHz - ¥ % : CDCl; ~ % # : TMS) 6 (ppm)
1.73(m > 6H) > 1.90(s > 6H) > 2.03(s * 3H) » 4.58(m >

2H) o

"F.-NMR(282.7MHz ~ ¥ ¥l : CDCl; - % # : CFCl3) ¢

(ppm) : -79.8~-80.6(4F) > -81.8~-83.4(9F)» -130.1(2F) >

-133.9(1F) » -145.5(1F) »

(Bl 4-2)F B &k X FEZ k& W (4d)80 B E Bl

ERGI-22 HEH > ZEB|TLUMEINLIIL/L KA
0% A RIODER  FREHANEFSEO020MPa BHF
W A305 $& -

HRMNKRERABHFF020MPa T » LA K E®RA
20% % B A R 0 BEU3I3INRKEABLIIRELKED
(3d)(4g)B Y R-113(80)T 8 ¥ B | -

EERTHREESANEBRFOO20MPa T » EESKE
AZXBH BEFRFTAMEBSO0.45¢ K R-113F AME B 45ml
N HHREFI-ETRE FREZERESAERSEE -
BUINBERASZRE  E®U'F-NMR 2 ERY > & E
DL 7% £86%& B EHMILEY
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'"F.-NMR(282.7MHz -~ ¥ # : CDCl; - %X # : CFCl3) 6
(ppm) : -79.5~-87.0(15F) > -110.5(6F) > -121.0(6F) >

-130.2(2F) » -145.4(2F) > -219.1(3F) »

(Fla-NF AERPBRERMERLSBRE)Z LE W (5d)
) 8L & B

# Bl 4-2FT 15 L & ¥ (4d)4.8g > 5.0mmol) Rk KF ¥ K
0.09g( 1.5 mmol)— AR ASOml B EEHMP » MIUEHSRT
D140 CHBMBINE - X > B EAREFRBBE20C
B e #EEZHHS>ERBARES3 22 L GC - F-
NMR S > B EFEERBLEYWGHE
CF3(CF;)2,0CF(CF3)CF,0CF(CF3)COF -
'""F-NMR(376.2MHz -~ ¥ ¥ : CDCl; « £ # : CFCl;) &

(ppm) : 55.9(1F)» -110.2(6F)» -120.6(6F) > -219.0(3F) -

E X EAMA TR %

AEWACHRELSNETEHZONEMANEER KB R
B BEREERMWEIEREAEERALBRIE LR &L
£ Wl T EY

ZAEFRHERSEZEM T EYSANAEX-OH & -~ =0
# - -COF ZExREMtMUTELNLEYERAR > TEA
BRMEAIAEEREZEARNBRRAEABZIELEOMMA NI XM
o e
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2~ PXH AR E

BELE BEALZERABETEDY
$ DGRt —EEEEEM Y B ERNEE
87 mﬁﬁﬂ%zmﬁmmamﬁ¢¢%%2ﬁ?méw
owyx BREE TR RALEY R THR MR
A=
A(-G-Q-R), (3)
A'(-¢"-Q-R7), (4)

A PEHEWT FRoR e
A & Rl ke n{f\ﬁ?hﬂzﬁ%‘ftiz n & > HX
BEREREFZIERT T X &N -
R: &R IEEHE -
n : ILJ\J:4L,L_FZ%§§& °
G : -CHg-EZ"
Q: -COO0-%1 - O
AT fa’é‘f*ﬁ"él?ﬁll I%Zﬁ,\%ﬂ’ﬂ

A

R nfi &/ FRRE®EF
ZnfBE  BHARREBFIERFIXRENANE
(A)dh » EDIEAER C-HEZERFZAR TIABNE -

R': & H1EABHE -
G': -CF,-m B & -

M~ AXBEARH LR
RHZHTME
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(1)
B¥HEHER

L —BTFTHRCATAEED  ER

A('G'Q'R)n (3)

X RS MOT AT R

AT 4RAET nBEEFREREEFN o BE > AR
BRBRMEFCEER T ZRERMA

R: R IEE®E

n: 1L E4RL T 2 B8

G: -CH,-B B #

Q: -COO-5 -0CO- -

M FEMBEEEIBEZALA  HEH Q B-COO0-

3. —BTFI AR ERECAERAALEY  HR

OCOR OCOR

CHy

OCOR

%1 2K3EZHKEYW >  HPB R B
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(2)

BE2E20Z ARG ERBE2E20CAANBRESERT

< fe & e

S EFEAMEESE]l 2R3EZALEY EF R B
BH2E2Z 2 A K ER BB 2E2ZEREER TH2H
e B e

6. E EHEABESLE] 2RI\ L hEYW HF R K-
CF(CF3)O0OCF,CF,CF; -

T—RBTIXNMFRAEYN  HRB

Af('Gf'Q'Rf)n (4)

X HF RO T R

AT BERERAECHBEFN n BERETFTRBEETF
Z n BE HFXRBREEFZIE&ERETFHZIREDNNI(A)
hm s R CHEWNELSIBEREFZHEAR FIRAE S

RI: & & 1EHE K E

n: 1L E4LLTF 2 B B

G': -CH,-= & &

Q: -CO0-5 -0CO- -

.M B FHEFBEEETEZILEY  EH Q B-COO-

BT FRALEFRBLEZIAAALEY KR
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3)
CF,OCOR! OCOR'
CF,
(|3F2 CF, CF; CF, CFZ//CF\C< |
|~cr CFl_o —CF  CF[_._CF
//CF\éF / CFCFZ/ / l:CFZ/
CFz 2 CFy "' ~cF, FUTCF,
(X R'BEARIEBEHRE)-
10N FHENBTEET SKNIBEZKLEY

# & RS

B RB2E20Z22AKERNBRHM2E20ZZA (S BRESR

JRTF ke )& -
1M FHEAMBEEE7 SHIBZALEY
£ -CF(CF3)OCF,CF,CFj -

12—-BTHAXAFRALED  HE
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EHEERAXEBAH:
ERBZAAREKATRBERA

B AREFLEANR, FEFTRAEABE T ETAS MR

X
A(-G-Q-R), (3)
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