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BRKFIF AR ERNERT, SERATERNERZS, Flan, 5 5KH R
FERRES.

RN AARTE BRI P SRIEBE R P77 DME I FIR e B HE K
K, ZHE, A, NN-ZHERBE, NN-ZZE LB, 1-FH-2-
MRS e 1,3- R 2E-2-BR MR AR . — B L AR(DMSO). P T A0, TUSELER
7. Okt Bkt RO, URXEEFRFRAY. EXEERH,
BEREFE. BRRRERENNEY 2 84 JRER 1 £ 100 FI3FEFER
R 2 E 505, RNEEMRIEN 0 FE 200°CHEEMEN 50 £ 120C. &
MR RV E R F R RFEFE, BRFE. ULARNEE . BT
XU, RNIEEE 12 /DM FFEEMRE 6 N RIFELT.

EABHEY 3 B IXORRSIIED BN EY S HZ LAY 6
MEAL RN, SRR ME A H =R LS ROTE. BRI, FARS
DI E BB AT R RIS “BAAHEERE” )&, X&)
EEAT VAT AR . EREFEAZFASO TR BEARNENRL R
R, GFHEARERHFWER NG E S ELE RN EFA R, Kk
URBRAENFRNEY . FITEAR B B4 B BRI,

A LAR 120 35 B £ ) No.5,093,432 F1 WO00/56694 1 g i A8 [F 77
ERIATIRIE AR B R F AL BN R Y .

A LUBT (f RPOHR® R RREBA )R RNESRORRNLEY
BED 6 RN, FHTAKXORTHAEDHMEY 6 MRADRRHL
YN, TR R ARESIFEENROEFROLEWHEL. R
NI EPLIE R-20 2 100°CH BFEMEN 0 £ 50C. EizkNF, 7] LMEH
B, BE RN UELERI&MH T 1T, BN, 12K A LAZERR
FET, RERFRMFET#HIT.

AT LM B SE B E — . &5 SRR, — 28, 1Y
Sk, Wi, LR, O, B, ZFHXE. 2. BT LEREHEE
o NSRBI, 2SR EYI(R 4 FC-72, H Sumitomo 3M Ltd.
HliE). EFB LAY H4: FC-75. FC-77, H Sumitomo 3M Ltd. &),
EEREBMNEY(FEF: Krytox, B DuPont %3 ; Wks: Fomblin,
AUSIMONT #lli#%; Fi#%: Galden, H1 AUSIMONT #li#; 7% 4%: Demnam,

18
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i Daikin Industries, Ltd.#i&). KA &A@, CFC-11 LA CFC-113).
AEEMNEY. EREHEERLEY. U RIBHRAE(EF: Fluorinert,
i Sumitomo 3M Ltd. %)}« PARIXEEFIRNREY) . WHRIREMIE A ()
FTRINEYBILEY) 6 FRER 1 2 100 5, FHFHEEMEN 2 2 50 5.

Al LM R B SE G BB VLR, Pl = 4%, M NN-—F
B, LRI, flmEsaibi. S840, R, R, R
4. NBREH. FE, TUEARESERLY), Glamgae. s,
EUR AR D AL E TS

X FROFBRKILEDHNAEY 6 BE, ATARKHBNBENILE
H 05210 HEFHEMEN1 3 HE.

REXHT ROH MER B IMRE, EE5 T RMNTES, TR
FKRIMEYBILEY 6 ME, RPOH MEMME N 4 BESESIFAEMRE
J94 F 20 HE,

R’ HERF. WL BE. ZltEBHRADR RN LED T LA S HE
AR KBROFBREILEY. LEW 6. LK R AHESH =R 1)
RS REE—TRIRE.

Al LR R OB RGN EY 6 ¥R N UDETRH
EY . R RRIRER S BRI, Flasam. Bl EIL )
FETHIT. FTRORFIMEDBUEY 6 WE, FTERBERRWL
VIMEMIE X 0.01 & 5 JEIFEEMEN 01 21 ZE. RMBEMLIERN
50 Z 300°CH HFEM#E N 100 £ 250°C o 1% K N AT LAFE S A 4T AT LAZE
WA AT . ERABR NSRS, 7T LA F AR AT 500 T A 45 ) I PR A,
HEHRS5KOF RPN EDSIEY 6 LLEA=WHEE. Flan, = LEH
LR EERBMUESYREARRRLED. AT, FEIFEN=DF
BB, MEERREBEANNFETHIT RN,

Al U ROFBR RS XO)R AN ESIHER &4 TR
RAMBRAINEDFHEN AR SPNED) .

] DL I 3 R e A% D BIAI)ZR 7 46 & 1 o RAV) R R I
W) . N TFZER N, 7] LAE A B i€ "Dai-4-Han, Jikken Kagaku Koza 26,
Yuki- Gosei VIII, - Husei-Gosei/Kangen/To/Hyosiki-Kagobutu - (4th edition,
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Courses in Experimental Chemistry 26, Organic Synthesis VIII, - Asymmetric
synthesis/Reduction/Saccharide/Labeled compound -)", The Chemical Society
of Japan, Maruzen, pp.159-266 9 BT 3 (AE & & ik JR 07 2%« iE R 7RI
I AIEE S REKREY, PlumEtka. SEE. BEINR-FE
B ZEE)VEMNEMH (M4 Red-Al, Vitride) I HES A, Flw, W
J.Am.Chem.Soc., 116, 4135 (1994), J.Org.Chem.,26, 2943 (1961), J.Org Chem.,
41, 1470 (1976), LAK J.Am.Chem.Soc., 1 15, 8954 (1993)#15 2% 3Ci#k), LK
mid AR/ EESBEATNENEIRKITEEL, Bl £EEF
No.2,666,797).

RV FE R AW LUE S A B RADE S EE P R RS
W& RBRERI &R, EHNENMEMBRAADERNNLEIRIESF. T
WO R SAE, T LA B0 Organic Chemistry, 4, Vol.10b, Part 1, p.703, J.
Fluorine. Chem, 94,65 (1999), J. Fluorine. Chem., 123,43 (2003), J. Org. Chem.,
34,1841 (1969), J. Org. Chem., 51,326 (1986)%& I J7 1% .

A AV)R 7R J4k &9 ] LLUE T R RRAT Y5 K BT Bk T 82 4k 5
R(VDRFHLEY) . PHHBRATEDTLE S CH=CHRY)COH R
% . CH=CHR"COX' R -MBi k(G X' Z2HETF, SIFEET. RETF.
REBETHRBET, RERRTF, #FH R SXVDFHE HER). B#F
[(CH,=CH(R"CO),]O( R* 5R(VDH i1 5E XA )R RHIREF . 5RAV)RR
K4k &4 B B4 v] LLZE ] 20" Dai-4-Han, Jikken Kagaku Koza 22, Yuki-Gosei
IV, San/Amino-san/Peptide (4th Edition, Courses in Experimental Chemistry 22,
Organic Synthesis IV, - Acids/Amino acids/Peptides)", pp 43-53 (H The
Chemical Society of Japan, Maruzen Co., Ltd.%# %) HFErfid I —MR &M Tt
T

R DUEE AN ASHIE SRR RS BERE £ B 6l
BB (B, MIEARARXAV)ESHRNE GERE. L28F 1,3 -A 2R XU,
MR IO GEE-BA KRG &. ATUARESI A "Dai-4-Han, Jikken Kagaku
Koza 28, Kobunshi Gosei (4th Edition, Courses in Experimental Chemistry 28,
Polymer Synthesis)", The Chemical Society of Japan, Maruzen, pp.217-231 #

FIT 48838 ) 77 R HEAT SR B Y Al o
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[F A, HR$E AR HAEADR S FIRUE Rl 2 ()R 75 F BEEE #UAT LA
H5Z BRREEE@IW, L2/ 1,3-28ERK . W@-EIEELDB. L
Ko44-—FEZEPLE)HITHEEG-RE, NTHIEREZ. 77 LURYEF
"Dai-4-Han, Jikken Kagaku Koza 28, Kobunshi Gosei (4th Edition, Courses in
Experimental Chemistry 28, Polymer Synthesis)”, The Chemical Society of
Japan, Maruzen, pp.260-277 T Bt #1388 i) J7 V5 R #E4T 58 B i 640 11 4%

B, RI\ARFNRAV)ETRSHNE T US Z ERFEHET
WABIm, 1,2-2RSHkE. 1,3-ZRAEE. 44-"R AFE. 44-"H =
FHE . UERE-EEEP)REGEE-RE, ATHE&ERE . 7T LARYE
4n"Dai-4-Han, Jikken Kagaku Koza 28, Kobunshi Gosei (4th Edition, Courses
in Experimental Chemistry 28, Polymer Synthesis)", The Chemical Society of
Japan, Maruzen, p.185 F1 BT #i1& 55 & IR BV ZR & B 44 SRt AT TR Bk 1Y)
%

RAXMTERBHRE. REtk. RMEEARNAESE, HENS
BRSNS ENEFRERNEHE, FlEENE. RITFR. URGTK/
53

ARIE LU SE MR B8 PRGBS A R B, SRTIT AR B AR Ttk

S 451
SEHER 1
DL K 18 B )& R AR E I ) BAR 2 a1

BEFELLTH R, #&RA-1). J-1). (D). AV)B(V)ERILEY, LA
KR A-2)ER(VI- DR RIS Y.
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&4 2-1 Bl %

FEEEQSO)T, B+H—R8Q-FE3-ACBR)FEMLY(0)HME&HE
TR B (7.4 FI0EBE (8. 1m) i Z.BR Z. BE % M (100ml) . ZEER T A ZESY
2N E, BiZRNER BN RBKERS . EMEZRNERZ G,
Se FK SR G B R MM E /K UERE VAR AR T R . AERIE(RIT
F|: ZWZE/ TR AIRGERERRY), NIRELEY 2-1(10.2g, 7&K
88%).

'H NMR(CDCl;) & 2.22 (s, 3H), 4.85 (d, J= 16.2Hz, 1H), 4.96 (d, J=
16.2Hz, 1H)

F NMR(CDCL) & -80.3 (1F), -81.8 (3F), -82.5 (3F), -86.7 (1F), -130.2
(2F), -132.8 (1F)

14 3-1 Bl

W ALE ) 2-1(9.9g) Z=RIUEE(1.74g). St B EHER—/KE54)(0.25g) LA
& FREEGOmDBE /K EITR 4 /N FBRBREGIKER. K. LA ER K GEE
ZR B, RERARBRNTER. AEAEEANIRE KRR DRITH:
BTk, AWM EBEY 3-1(5.9g, 7% 53%).

'H NMR (CDCl;) & 1.41 (s, 3H), 3.64 & 3.85 (m, 4H), 4.31 (d, J=11.1Hz,
1H), 4.48 (d, J=11.1Hz, 1H)

'F NMR (CDCl;) & -80.2 (1F), -81.7 (3F), -82.5 (3F), -86.8 (1F), -130.1
(2F), -132.3 (1F)

R (-D)FR RS VTR %

7 300ml Teflon(F+R) A e (AR LAH REMEN O FEND ., &R
MO, DEREDATKANHERESFMESMAERNEERD)F A
180ml FC-72, 3 H7E 20°C i1 P9 EBYEE T BL 50ml/min MFRIEM AR 30 7
B, BEJS, LA 100ml/min BIFREMRAN 20% Fo/N, 546 30 408, REFRIT
HANEE, SHILL 6.2ml/h BIFEM LY 3-1(4.250)H FC-72 #¥#(13.5ml)
PL 7S B (1)K FC-72 R (Sm) IR &) . — P Hh, B 100ml/min
FITRE IR 20% Fo/N, 544 30 4381, F EHBL 200ml/min BIHIEKAZS 30
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Sbh. HIETFWRYE FC-72, REH—PRUERYE, NMIRE L AR =)
HIRIA-D)ERONEDI(S.1g, HF=Z 88%)HARYIR)-

F NMR (CDCL;) 6 -60.6 & 64.4 (m, 8F), -76.7 (s, 6F), -79.8 & -80.0
(m, 1 F),-80.3 & -80.6 (m, 1F), 82.0 (m, 6F), 82.1 (s, 6F), -83.4 £ -83.8 (m,
4F), -86.7 (bs, 1F), -86.9 (bs,1F), -130.2 (s, 4F), -132.0 (s, 1F), -132.1 (s, 1F)

A UDFNI-1) R R B E DR 5

7E 100 £ 120C ¥ L@ FEB/HAA-DRFPLEDG 1g) M EALM
(0.06g)3iH¥ 24 /NiF. UEBT, FZR&E KIS BIA BRI IR N 2% B F R -
Y. 1BITREREHFARNADRRSFED(0.5g, 7=2F: 22%).

[FIRE, [ ZEMER AR I B EEQOm) I EAEZR FTHHZREEY) 3 /b
o ¥ R EREBIA LR LB/ E ST . SEHKAREH MK
A NAFERRBRETE. AEGIBE(RITNCE L8/ Chr)aifik
FHIRARY, AMRBRI-D)RSEINED(1.2g, =FR: 51%).

R ®): "F NMR(CDCl;) 8§ 30.2 & 30.3 (m, 2F), -62.8 %£-64.2 (m, 4F),
-70.6 Z-71.8 (m, 4F), -80.9 £-81.0 (m, 6F), & m4: 26 £ 28 C, #h: 135
'C

H(1I-1): 'HNMR (CDCl) & 3.99 (s, 3H)

F NMR(CDCl;) 6 -62.5 & -63.8 (m, 4F), -69.9 £ -71.3 (m, 4F), -81.2
(s, 3F), -81.4 (s, 3F), ¥ : 48 £ 55 C

XAV)ERRHI WSV %

5°C T HBEMNEE0.038) A B AT-1)3R 7~ LA 4(0.28g) B — Z. Bk
(10mD)EW T+ . EZEBE TR ZBED 4 DB RJE, 7R NER 50
ANHEBRKER. H LR CEERUREEE, HFBEHKEREMEKE
AV, REARBRETER. A ERAURERIRKVEIR: 2
MR ZH8/2kE), NTERBAAV)EBERPNED(0.2g, 7=F: 80%),

'H NMR (CDCl5) 8 2.20 (bs, 1H), 4.21 (bs, 2H),

F NMR (CDCl;) § -56.2 to -58.6 (m, 4F), -66.0 to -67.3 (m, 4F), 80.9 &
81.0 (m, 6F),
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R 106 £ 108°C

A& (VD %

[ R AV)R R EW G T T 1- P E-2-0L & b B B T2 Bl 89 9% W
Gom)FINNRERER(4.8g), H—PH, BEHFHEMERIGERQ2.4ml). E=FR
THAIZR NEE 3 /D, RER IR NIEREIN LB ZB5(150ml)/# £
(150m)F . FABRRESKER. K. CUREMEKEEEIE, FEAR
RETIE. AEEIEE(ETR: LB LE/ 2 5=1/5)4diRgEHERR Y, M
MW EPVIDEG.5g FFR: 78%).

'H NMR(CDCL3) & 4.75 (s, 4H), 5.98 (dd, J=10.5Hz, 1.2Hz, 2H), 6.16 (dd,
J=17.1Hz, 10.5Hz, 2H), 6 51 (dd, J=17.1Hz, 1.2Hz, 2H)

F NMR(CDCl;) & -57.0 & -58.3 (m, 4F), -66.1 to -67.0 (m, 4F), -81.2 (s,
3F), -81.3 (s, 3F)

WA 34 & 35C

KV)RRBMLE D H &

EZRT, FARI-1)RREESYE T T EE(200ml)/ 7K (40ml) AT 3R B 1)
WA 10ml 8N EEALFKE R . EERB THZRNER 2 /D,
H B R BRI ARG R KD T INA 30ml 7K, FHHE—PH,
IR KEBRE R pH XK E/~RME. @i T IEEMTE i A e Rk, &
JEREAECTAKEm)S, FHHEFEM IN S8 KERLLE pHIATE 8.
TR R N, HERESRE 100C TR TERZRAY, N3kELL
EW(11-2)(16.5g, 7= : 93%). 7E 280°C F I E(4mmHg) /) fif F itk 3R 75 1
WEYU-2), FFHE-78CTHBESMWEE REA S . BUEEE S
HIgAR, AWMIREBXVR RSB EY(0.98g, F=HF: 74%).

"FNMR (CDCl3) 8 -70.7 (s, 8F), - 111.2 (s, 4F); b.p.55 °C (20 mmHg)

22 LB 1

KL EYI(VI-1)(2g) LA K Irgacure 907(7 fh 44, B Ciba-Geigy AG 51
JERETIRFNO0.1gE THEZET T, MNMHE 30 JRE%ME®, FH
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L 0.25um AR U 205 1 sE 28 IR . FGe ke iR M 3% B ik
H % R AT E AL R A & INAE PET £ R L. BiZBERTHRERT 30 &
BLRK 120CTF 2 4380, REARRPRATHEIMNMT B ZERBNRE
(500mJ, PIK), FFH#—FSTE 120CTm# 2 480, MTr=4E HE
W IR R A T

B—SHh, BT HASERENLEDVIDELEDVIDRENLEY
(VI-D)Z45b, F5 A8 [F i 75 32578 BB AR B A v .

LSS A HI(VI-1). (VID. LR (VIR [E 40 B B iR A TR iR o
ETCREMAR.

0 0
\/Ko—(CHz}g—oJ\/

(Vi

o) 0
\/U\O—CHZ(CFZ)BCHZ-OJ\/

(Vi)

T XA EREE . TR, MhE. U REMA, TR 1
BRTEHR.

FRIE LA R 7 kAT v .

HYEERERE . ARYE JIS K5400 SHATHI &

PratER. R 45T (H ATAGO CO., LTD.4ig) & .

FhE M RIE JIS K5400 #HATRIBE ALK . (O BB RE, A % /NT 5%,
X FE 5% E &)

e fuh A . F 2 A M 2 (X (H Kyowa Interface Science Co., Ltd.fl &) &
HaiK g1 .

Mfb 2t EEBERER L 0.5ml 2/ S%EEMKBER. E5 %
JERE 12 /M2 5, BREERE. WS EERmAS M. (0 TEk,
A MEBREFBHME, XWNEREETL)

x1
XUE RE A K BR B [ A TR A0 TR R PR RE PRI
WEvs | BRI | IR | EE | BaA | e
(VI-1) H 1.419 o) 110° o)
(VID) H 1.495 o) 65° A
(VIII) H 1.421 A 110° 0]
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MU EFR 1 AT, ERESIVIDIRE YRR ERI) Er &
P NROFKE(BRDZEMARR). YA EE.
RAEHVIDR RGO R LB SR s AT E . MR,
EHAAXRRUEVVI-DRIR S EMEME . ITHE. fEt. FiA.
DA B i A 77 T #R R L7 HT

ZH L P 2

B ASRBIEE 0.5g AR T EM Y 6ml 2 FT EME B BERE
EYFRSRE, HEE 0CHIRE T HEHRFRFERE 3 X, @idigE
EUSCE Y E R, A ERGESRRE TR, ANMREaEREY(0.2g, m.p.300
CHER). HH FALEX BHIREAL(H Falex Corporation 38 )il &4t BE 7
BN (%M. 80°C, 2501b, 1/hH), MEAMFEAEH | RERZHAEERS
HIEEHM S A MA LR R EYHIE AR, BiiE BEFK.

Tl s A

EERINEDFREF—DHEEREERR SN IR B, BEH
VRRXPh BRI AU IRAR, HA TR & MRS YW EA Flmm oAt R,
GLK/GYE REA T IRER B RITER. UREE R RS,

B2, WR\ARPNRETE USSR %% B RH IR
BEHRNE R ED.

Sesh, RRI|AKARIGISTTIE, WL BT ER R R AR 5 &
LREFBEREHN SRS AR EHERNIF.

AW RO ERBERUEVNRSYEFREIWEE, AR
P DRSe MR, SFRATUHT&MAR, Stk IE.

AEgi& BarRRRSERDT RIGER T AR, BRESHFUE, BUE
AR T VLA B KRR, T B 23 ZE O 25K T B8] ik B8 e R Y [
NI AR B
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