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n—0- (CF,) m—C00 M. R,— (0—CF (CF,) —CF,) n—0— (CF,) m—C00 M" i R,— (0—CF,—CF (CF,) ) n—0— (CF,)
m—-COO M, e rh Ry A ml BE A0 & BB & — e A8 b U 1 O AL B AL ) B Rl S
BEREFEFRFE, n /R 1.2.3.4.5.6.7.8.9 8% 10, m F7~ 1.2.3.4.5.6.7.8.9 8¢ 10 JFH M K
H idn B e B E 5~

[0058] il

[0059]  FEA B, iR T H Tl A A0 B ok i & Ak R R (g i 4 28 (B) HOJIR4E )
RPN TS S0 55— M7 SR A P 30— AL IR S SRR, i 28 A 7 S A0 R4 H AU
EfzEE-S IR

[oo60] ZE—Fh %

[o061]  {EBE—FhJ7 G, AT A0 & A AL B A BRFE I i P R A P T fi 22 /> — B — 46
TR 22 2D — i AR AR DU A Rl 2 (B) 1y e B2 A TR R TR R i 6 v A R R TR
S LR SLrP BT IR 22 /b — P 5 — S A TR A AT E e B8 A A ) B A PO A A R BE % S84 SR AL
WL FR SN P ) o AL S o

[0062] 1= SCHATT SCAE H A3 SO AR 38 — 48U 00 R Rl A Ik 26— A 3R Th i — Bl 3
FAHTER S T ARG o 56— AT B S NI 2 e 8 44 i S A A R R TR
[0063]  Z5—4 AL A A VALEY), BRI RI AL & SR 8K IR 1 A& ) . ik, 58—
A S ERRE. FE L, KR eiMo s eE.

[0064]  E5—4 AL A0 & /b —AS N= ki 2 /b — A P- U BEAE . N- SRl P- 42k
5 AT A I S A A P S N T ) T AR i R AR o BRI, OB B — AR AT R AL
AR BRI S AL S . AT AR Rl N= S35 B P SRR 2 [T 1 o S sk, Ak 1
G R R Hor N- SR 2k el P— SR IR 1 r) AT TADE T 1) 8857 TR X A T I A&
Yo DAL, mIAsE A 2D 5 — AR, ERA AR BN A S N R A B

[0065] 55 —4SALF A A HOR Y A B B I o DUE B 28— AL R R A 2 N- S A
/ B P- EAEEE B S . SBAREH, Prid b S BRI . St , N- 42k | P- 40k
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FEP N B8P R PR EE R 1 — 075 o A1 IS8 — AR L8 ) B s 2 b — A
WRIE FB 43 (AR L, If HorT AL IRme N- 480k . DRIE N- 4838 i A 5] 7 o v 3l 28 (O) -
[0066]

R6. R5

R?’>fﬁ<R1

R4 ITI R2
© ©)

[0067] LA R, Ry Ry FT R, WA — 38 1] LIAH R BRAN R, I ELAR S 7 b 3 7= 60, 5 e AR
/) BT R KAL A FE A iR B L & R AR, W] LIAH R BRAN ], IF R A R B
VIR / B bR A AL A IR B R TS o Ry SRy Ry T R, TRV i i B 0% e 5 A T e AN 0 15
SR FR B 55 AT EUR, IX e B A A (B AN R e 48 2 1 35 i 3R bt i UbE s e B Tk
A R R R VAV A R ENNA S dgRErT A R 124
R T B 2 2 8 MR T GBS I BRI R A £ IETR B R
IECRES, AR s AR C8RE NEE THAE 7 TEES,
[0068] R, Fil Rq (1AL B AAR RN / 805 WRRR /K AL 4 35 A R0 5 25 1T Bl AN S AL I R 1
SEF BRI R SRS (EAFRT ) B3 st eIk st 2t e
SR TR R R R R R R B R P B R DL eI A S Pl iR
S REZ R 12 MRIEFEUREZ 2 8 MRIR T A1 KERIERE AR (HEART) b
HEVRUEIE R BEAE VR B e SR U B e AU e B R AR S I R Ik . Bk
B IE I AR A8 I S IETN AR R NG G0 L IE O3S o B R R L 1 9] 1 6
AL O TN EIE . TS 7 TS5
[0069]  WR e N- 4 ik [y it 70 45 740 5 (H AR T )2,2,6,6- DY FT 3L - DRI —1- 4 3
(TEMPO) \4- 1 4 2k -2, 2,6,6- 4 A AL - Wk iE —1- %0 26 4- F2 2k -2, 2,6,6- P4 A1 2E - Ik
WE —1- LR 4- ZERESE -2, 2,6,6- PU AL - DRIE —1- 43E.
[0070]  A3E M — AT AL G FEFBEE 20— mE (R 2), fFral2gelb—4
a-fCHIE (X D) 2o PDWEIE (X 3) . 20— (imminium) FEH] (X 4) 80
TIMAE L ED.
[0071]  BRIEFIHAE A e ke (X ID MR RMIEA . o - Ok
SRR EEAEY (XD BRI R MIE R W] AR B A A B (54
111) Bk nf g a8 A e Az 3 73 (5 1) AE AR NIE . Bk, A IE R
— AL HE AT A S EAL R A W) AR IR IR TR B SR AR A A A TR e R ok AR i E
T (B T 2 IV EITROR ) S, w1 2 4 RoRIILL .
[0072]
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1

_CX2 1
>< \ (|) \ +
o (
1] III
RL—CX, 1 R’

R’ /R3 R |
— N
>: \/: R)‘N R>: \
3 4
[0073] A lfESC 1 § 4FT F TV EP, Ry« Ry Ry 1 R, HR R B — 3 R AH R BRAN [R] AR 2
BURNAH AR (IR B Z R 5 ) —#5 . X, RonMMixi&= Br, I,C1,F),
PR C1 A/ 8K F, Hnl AR BAN A . RYGREG R AT R ) 4 29461 0% b b 37 Hb AL 3% C1L P
CCl, CCI,Hy C1F,y CFyn CFypy (n = 1-20) 558 555 i & (CHyy sn = 1-20) » 3 TV F
4 18 B (BT B TS ((BARFR T ) 0S0,CF,. BF, \BPh, \NO, .C10, \PFy . #f—%4bFIm]
B VRS B BSORG Y. AT H T s Bk o 38 W) anadl ik e AT [ 2 T4 A
BREE A S Y G — A R SR R S AR ) BN G (BIIEAIR TR L
RO R b AR R B E AR TR HAER G e SV B, &
TP R RG G BT I 2 -5, B A0 3 A 3 ) AeU A e i v 22 P B i R | B A ] P T il
%Fﬁﬁﬁi’/\
[0074] @?Bﬁﬂ1&€ﬁi€£&"~$¢’é€ HEMRI O N AT o BB AR RE RS A BE —S AL
FVEEA S SN IE A IX AT A e 23 B A 2 TR SR A I VR IEAT OGIE g2 . N, WIR A
B~ B e EARIE (ESR) AR 2R BRI N- 4kl P- ﬂ%ﬁé@lﬁ’]iﬂ% Tfﬁﬁ@%%ﬂ’]ﬁﬁi
ARG LA LB EIL RIS . B0, FRER Y ] 19F— MG ARG IR ER o B2 —
AR A A L e 7 2T s R AT S BUAEAF RIS 00 T o
[0075] &AL A S SR R 7B 1. EaE AR T LiiNa K Rb, Cs.
Fr.Be.Mg. Ca. Sr.Ba.Al. Sc.Y #l Ti Z MO FTE 48
[0076] %, B — A ALTRII) R N A AT R AR AL, AT A% AL Bk IO Ko AR 5 mT 9 dnid sk
PR 58 AT T ) — 3 B 3 iR JrU AR AL . T B TR EA/D S B — A AL R ik
AT LS B R R R R . Bk, 75 BAR ST b, 55— A0 LU 2R — SRRl &b
T AT E R A B s AR R 2 229 10% (LU ) .
[0077]  AHXF TAF AL BE & 5 28 = SR D DS R AT A o 30 5 — 44 H)
(ot R &, AN A T LA S I 00 ) Izt b L e e (1) s P B R s A, A1) e i
2@&\3 @/J\\& 5@&\3@ 10 W/J\ E/Jﬁ/l\éo Bﬁ&&ﬁ%ﬁT*ﬁ%F)ﬂfﬁﬁ Eﬁ%ﬂ%ﬁ”ﬁﬁaﬁﬁ,
R AT 8 AT RIS R A E o
[0078] &% AT RT AE ML AL S RSB & ik 20— — 540 5mmT
WG R D —ANEIRF B2 ANEIRT 5 DR RIR TR E Y« JA) 745
AN, W m R L IR AR R R L IR B IR B | IR IR 2h, ARG R AN
SN E ,ﬁ;mﬁﬂ”{ﬂ?@%ﬁMﬂ%mLﬂﬂc% (i EeE ) I ER Eh
(gt m@&’f}zj@ TR ) VI E K TR LA AR ik AR (carbaminde peroxide) .
IR B I B R L A R T i A A T I o SR TR S BT R AR A B AT
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A W RS e ML WL AL, W nT i as & B A MLas G4 () angkn bk s34
NNIbR ) SRE— 25 s [ W

[0079] "SRR AT B FEFE ST AT R T A & X LS AR TR S 4
AR A AR i SR AESS A0, W] Sd s A Ak n) (i s AR g4 L
AN R R IR ) SR — D s N . U TR HE S TR B R . S i
FFE (AR T ) &8 TAasEEEE (1 NaNo,) 4@ ilR £k (41 Co (NO,) ,« Mn (NO,),) LA
KEANNA G RAFAFIEE TR THE R T AR, Bl K T latm 77,
WU 1. batm. 2atm. 3atm B¢ batm, B E A TR LAME N S IMAFLE -

[0080] % A ALK bR AE LA FTA R KT 0. 2 ARIEHEK T 0. 3V (H/H HLAR A bR L
W, 1 PEIRVSE, 25°C ) o FRUERLAI P43 BRFESCR, WAl 4 Inorganic Chemistry” (D. F
Shriver, P. W. Atkins, C. H. Langford, Oxford Press, 5 —J, 1994 4, [ 5% 2) »

[0081] 3% AR AL A 4 FEL A, 9 A LA P R T AR R R A AL S F T
HE . T oAk A0 ) 8 e s 28 A0 S 13 oA T fiiaR . 20, AT 48 A NiL Ti. Ru. Pb.
Pt. Sn— %ALY / S NS A NIA k. RIEREEE

[0082] =4 FR fubth A5 FH 55 — AU A TR INT, 4 I e A B R R P A0 B0 5 100 R R A, 19 e 5 —
AT R FLU R B DL T 5 SR [R] B 3 A FH 58— S AR, s S ] e m g /- mlm] i it 6 4
infiiveza

[0083] WA AV BRI IE W SR A5 — N8 AL IR0 A 34T, 13 R IR B L 3hAE 24
NI A DG 12 /N A DA 2D 50 96 IR BRI o (I M A5 FH A A ) AT AL A ) A
1RIRIR I ERAE 24 /NI BL A /D 50 %6 FCR R R A

[o084]  IEiHAE A 44K, I T7E 24 /NI Py SR 22 /b 50 % IR BRSO3 i 7 1 56 — 4R
A B PR ENZ) 0. 01 IR % B4 10 BEIR % il 2. 5 FEIR % 240 4 BEIR % (R TR
(BRI PE R vt ) o

[0085]  ZF—FIEE AT LA A AR (EART ) /BN —SAAF S N- 4
5 - BP- A3 - AL A UL AR N B A AT e R e A (B A0 AN R T NaOCl
NaOBr . Na0,Cl NaO,Br) 5T~ S/ BB L 2 fth P F it o 30 — 38 — A4 R ) LA e
HEAFE (EART) A O FALE S AR BT SR B IR B i i 45
i E 3 AR AL S8 (B X T 2 TV 4B 28— S AR s ) DLRAE R 3 — AL
) H,0,+ KHSO5+ APS (iR 5e ) VIb A AR F R w0 (&I E R FIR ) o A A A2
—EMFVERERIE . o RACHRIE PR (AR 1 2 4 IRtk ),

[o0s6]  f ot H bt A FH VR A SR AL IR A/ BT AR, WTAE AR A e i AT OV . W R R
NEVRA L5 AR A HUAHAT KA, WA S A5 ] T s s 3o 0 2R 43 A0 4% DY e
g h o B, AT K S5 KVRE RS (140 )55 DMSO 5% ) s HREW. R & 2
F 14 FKSKIBBETEER (B0 H0 @ Z8E) MR (GEFERE) bEER. el
1 BRI A B (TS C0,) BR B TR HEAT SN

[0087]  IEF, FERRME . kBB pH (B ANy 4 22 7 8L 7 24 12 (1) pH) FHAT RN &
FERY pH Bk T B A8 A AR RIS 2 o 46 4, B, 5 Al RS AR b 22 1 30 AR A
AR A 2 pH AT o RT BRI, 78 SO A TR pH DAgE e . ml 4] s
e MR ) pHo SRV G MR AL 43 1 L5 A 8 ({HANPR T ) NaHCO, KHCO,4 K,CO,.
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Na,C0,. Na,HPO, . Nal,P0,\ NaAc UL & eI 4 .

[0088] X 2B J N R 7 S B Sl T BEAT, A WHE AR T 7EZ) 30°C 2224 80°C 13 [l 1 1)
WA RONVIN TR R 4 2 24 /M.

[0089] PP %E

[0090] L& RILIAE, AL & AU B IR G5 — Pl 2 Fh A A7) ok Ab 21 SR A AR 1
Ci it X A2 BRI A IR ) AT B 4 S8UMd SR AL i A AL RORH Y () SR AL R IR Bl L 2.
RIPEA i A RE- (CH,) ,—CH,OH ( H 71 RE KR HALIRES, 3 Hon AT 2 F1 4 2 [A] {13
) MRAEE S8 A B HES R B KEY, W Pozzi %8 AFE Tetrahedron Letters,
2002, v. 43,6141-6143 Ao RIE SRR B B E A ARIBCR I &4

[0091] 55 MU 4% J7 VAR EL , AR ST 28 I 55 — P 7 5 B S84 SO ELA R 1) S Y. 2%
1, X T AR BRI LA w1k, AMEH EJE, 3 H™ A sme /IR R O, AT AR
A e /NEF 005 G R NARE W) o IR ESRFAEAT AT 23 FFIR 8 —Fh 7 SR E AL R N8
A HoA] T RS

[0092] R T ARALEL & 5 A2 (RFRZE I AL EE, AF ] T8 & 4 B 2R AL G4, & Wik
K D) FHRLE .

[0093]
R3 R4

R2 N RS
T

[0094] I R1 2 R6 A RE—8 n] LAAH R SAN R, F HAR M 7 3 3R AR Ik 505
PREEEILA G IR IRIR SO IR E 2D 1234 B2 5 MR T 22 4.6.7
A 8 BRI 1o PTIRARIR SO RS T LR P S i 22 M/ B R B AR
SEREDL R, R3 R R4 4R UK IR IR G A4, W 4 Tuon3 A SN T3, JEp i — AR 14
FEHBEMNRER T

[o095] A& HesE B A A HZERMEE AL G EREE iR EEA (B) KR

[0096]
R11_ R12

R8 R10
N

R7 | R9
> (E)

[0097] A R7. R8. R9 M1 R10 A (1) — & 1] LUAH R SANR] , FF HARZ SH 37 S R o A i
R T RIS S . Ik IR sO7 R IE RIS /b 1.2.3 4 83 2 5 MR ¥ s 2
% 4.6.7 SR 8 MRIR 1o IR IR 55 Ik i mT AR A BOA R sl pg B2 A/ sl B
o

[0098]  R11F1R12 7] PAAH[E S AN[E, IF H. % 7R —H\~OH. ~NH,. —SCN,—OPO,H, . ~NHCOCH, . —0COC
oHy—C0,H.—C0,CH,.—CN,~0S0,~CH,—N"(CHj) ;» —CH,NH, . ~NHCH,C,H; . ~NCH,COCH, . —N" (CH,) ,CH,CH,0H
B B IR IR BRI o PTIR AL BB SR 1 R AR S W] A PR R Bl SR L B T I T R R A R
HAEG . £ SEHEE T, Frid S ma FrkEa S 20 2.3 4.5 il 2 6 MR 7 2
% 6.8.10 BE 2 12 MR o Sl RS IR IR 1 BRI R G ks b R e
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VRS TR TR A R A e BRI A AR A . R AR I AR T
BFE I L IENE . RN R IE QR SIS o P B R 1 B AR 16
T PASE I AR T AR T AR DU BN A S

[0099] £ AU H R R B AL & W ELFE 2,2,6,6- PUFZEIRIE —1- 425 (TEMPO) ;
4- AL -2,2,6,6- DY FAEIRIE —1- 400k 4- Fodk -2,2,6,6- PU A ZEDRIE —1- 4058 s A
4= LW, -2,2,6,6- PYFIEE - WRIE —1- 482 52,2, 6,6— VYL —4- WRIE —4- Fi —1- 54
Ji5 (TEMPOXIME) ;RAC-2,2,6,6— VU FFEEWRIE -N- 46J& —4, 4- G- B LW TR ) 52,2,6,6- U9
FAEEIRIE —1- S0 —4- &3 —4- BRIR ;LN S .

[o100]  FrilEs & AU B ARG Bl AR 2id B s T sl o Bk o Pk
B H AL A Y AT 3 FHAE SR BRI A S HE) Bk, 491 an — S A0 IR 55 R h 44
BIEAVEREAEY (BINEROHEE ) ECEAIM R Frd & %258 3 HENLE
WIR ]  R G EL BIINT Bk R R SV ZE G ME S — B E N EA A R
S ERE DM KL

[o101]  ZE—AMSChfl, (A T A ENESE A A BENALEGY. SCIERALE AL
BR8P b 20U P A0 5 AU B L A I B b v E IR0 0.01
JBEIRK %.0. 1 BEIR %,0. 5 BE/R % B HE 2 1 BEIR % (B T ARrEAL I RALEE B R &AL ) s 2%
2y 2 FEIR %5 FEIR %8 BEIR %610 JEE/R %6 Bk H 22 15 BE/R % (2 T Fr s b ) AL e 1 BE /R
=il ) o

[0102] Pl fo & AU B A SRR B S v A () s A 44050 ) s
o s o X B HBEAT , RIAEAPAE WAL BE I D0 T o A2 AW, 5 2 RV 3
BACEE A R AR IR, RN AU B h A8 TR e i (N-OH S5 [1 ) o FRIE AT A0 ] AR A AL
FCRE B ZE S Bl S SR AR B R, A AR Bk 8 A A AT I BN RR B B AR
HHEMAED .

[0103] AIERMEAFIERESFAEE B HERIBEEY . ~EHEAATI R . &R
TRBR IR IR B 0 SRR h WU 2% — S o SV 8 R AR ER 2 LA
FEANIA G ReAE AT IR SRR . R B T r] i A= el () an &R —
S EURERZE ) oln] LUK VO A 5-14 B B % /KSR 3RS .

[0104] T8, 5 RAGEEAH L, 10 A i R R & I AL R), DR SRR I 50 2 5 AL LR AL R TR
ARy 2 4 B R 6 Y (X TRALEE) ;2247 6.8.10 BiEL A 15 Y& (FHAT
TRALEE )

[0105] A HLEHIAT BEH T-8AH T AT AT B AL RN Ao A8 BT 20, A L
W T3 A DAT HBe B A I AT, AT HE AT 4 2 e W

[o106] 7> SEHt 9 o, B AL BE S AL AU B S AL A R AL RIAE AR 7R A HLE )
TGO Ve 7 A WL IV ELHE « L5 DU SR  — Sk RS RUT ik, — AL S
Fi2- AR OB ( ZHEEZFBE) = HEE ZFBE (Triglyme) F2R R CFt bt —
A Ok A PR & T E R E LA A

[0107]  #E—ASEHti 9+, K A B A5 AU B HE A& 0 AL A A AR K K TR
BHEANER (EN RS REEWR) O RN PRAEZEA T ©0.5.1 ¢ 1,
Lo201 0300 240 D 6 BEE 1 0 10 (TR ) MK S AKREER HEF
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[0108]  FEA K, &KL, HALEE A5 A4 B AL SRR T FEREAR EA
AN RIS RV IF BN SN S . 2EAR EASHIEFIZIRA VSRS IE
AL AL B R R EL /N T 10% /N T 5% /N T 1% B /N T 0. 5% fEEAL R NV,
AN RN EBEEAR EA S AHEFIWT eREA Mo Fln, vIEERk B R NIREGY A
WIS Gy, FF HLH 285 73 m] B S8 B HL SRR AR, BRIk DG 75 0 SE B M Ja b BEA ALE . AS
AEAEA WL AR B AT e B 28 Hh B S mmn I R R (B Ay A 58 22 16 ] FH 2 1)
M ARAL ) o

[0109]  ZEAKR B, ORIV AR, 75 AL EE 4840 HA TR) PRI IE 2 AF T REA o BPE 4%
PET 8 ISR AL S MY (B A/ aSE B . ERRTE S R, SALEER AL SRR ] S MY T
JlE . AR SRALEE 5 O R AL R R T BB FT LA FF 34 30 S Ak B R A AL AL R TR
H RN EET] GRS K. A, TR 281 IR, B8 5 AL R IR — R 2818, M 2 B BURAL R IR 1)
SEACIR A . T8 A B S F, Tk BBk (SlKg ) DB U AL R BR AN G AL I , AN If 5 36C
LI e SR AL RO R R . IR B AL EE B R AR, JF R AR IR B
[o110] R Wf#) pH Al K T2 7.5.8.9.10 B H: 2 12, n[ds g W AL S AL &
A B A S SR DL AR A . S M SR T H TR BB S I pH, X LS
WM IR 3 S B IR R G P Tk FR S R R P B LUK pH AR FEAEL) 7.6 2 14 SRR
10 2 14 WATA 2R Z P o B MR R R ELFE :NaH,PO, . KH,PO,+ Na,HPO,\ K,HPO,. LiHCO,.
NaHCO, KHCO,+ Li,C05+ K,CO,+ Na,CO, NaOOCCH, BRI 204

[o111]  AHEE RS ARAL R AT BEFH BN F T30 07 SR e N rp o T8, AHAL R R A7)
T BKE I S N 5 A WU R S TR o 78 AR RS R AL ) A g < DY I =
S e A BRI DY R R A A DU T 2 A RO = R i A L 18- ek -6 58 & I 400 LR
EATRAE TR P AME A WL B AR EA S AU FFE HAE AR AL
ST A8 25 A0 [P OIRAL R BR AR A B 5, DRA JE 7514 AL R IR 5 AH e R AR AN / BEA AL
B 538, FF HAE S SN AR . AR B R A A SR T DUSEBR, [R)INF G AL I B v
I HAE R NAIR G KL = F /) sl =Wy h A A e AL B B RS By WAL
P AT IR VARG W2 T H AL SN = AR )7, R A F R SR A gk — 28 i T
(i — 200 B Fr e =) AR B s e Lo AP IR ) P AR R4, i 2iAk = ) 2 T ER R )
(it = A =4 o

[0112] AR Ak S5 3 A 7E 35 3 B i RS 134T, W 22 /b KB . 25°C.30°C
35°C 40 CEL A 45°C ; £ £ 75°C.80°C.85°C.90°C 95 CEL & 110°C ., 7~/ Ju [l ds
KRAFREE S 90°CHIZ) 30°C % 80°C,

[0113] I, SEAL SO SHEAT I ] A /N T2 30 238 1 /B 2 /N 4 /NI a4 8 /8B
R 2L 4 /NI 6 /N8 /NI 10 /NI EEE 2 24 /NI

[o114] G b PTiR, 38 it A0 A SN S TR) DR BB PR 42, AT 77 Lk R FRT TR 18, AT A0 S A T
BIAH Y R A TR R I e Ak 3 A i T 2270 55 %6 .60 % .70 % . 75 %6 .80 % .85 % .90 % .95 % .
99 % B 22 100 % 11 5800 B E S Y. A0 4% 4 A0 AR R (1) S AL R FR B AL h o B IR %6 (R
LRFAM RS FARBR ) TR D 55%.60% .70 %75 % 80 % +85% .90 % .
95% .99 % B ELE 100% o 7] M NIR G4 R = P BlCEE 22 A =) Th RIS X SR T 4y L
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FEAR b T R S A A A RAH R PR A SRR, A AR FH NMR (RZ SR ) 18R4T 43 #r i
AAFAERACEE o 75— S, AL NI ROV IR G FEA EASE SACEE (RIZER A NMR
AT A BT, AFAE/N T 1.0 BER % /N T 0.5 JEIR % /T 0. 1 ER B I AL (5L
RAHLEL ) , B B AEAERALEE )

[0115] &b, 75 ARG P -H SRR D B4 CRISR B BALEE AN 757 22 1K AR TR
P ) o AE AN, 2SR A NMR FEAT 3 BT, RONIRE P BA D) (BRI T 1.0 JE
IR%/NT0.5 BEIR % /NT 0.1 EIR % (5 RAMRIR I E/REARLL ) B9, 82 KW
KRNGN o HARARESZ I 1K PR, H 315 M2 A R T BORM R 2 IF HIJCE K
Mo T3 A1, FEASTIT A TR NS AE T 7R 7 8 I, 78 R NVARA P P AW 52
EIAH R 1) AL o

[o116]  FEALFRIRII 7 By

[0117] AL ERER B #h ] i CLAN B 7 2ok 7 B AR M A Ak . 76— NSt v, o
kR CGEWRIR ) R 5 RNIREG Y5 85, UAT BALR IR 514k, i EBUH
B, Horh AR B A — M A8 5 — A S, A iR (R iR ) , SR 5 R A LS R
AHCR A B . SRR BT R BRA IR 7 B WALR IR -

[o118]  PRIA A BH ) AR A S N AT R L ASedis v (R I L P Dok B R G0 B Y I = 0 11 7
gy, iU N e DA R ) I BR A SR RT DAgg b i T TR R A . W AR R,
AT A7) G0 I s iR R Ak S NVAIR AV EH . AEZR IR LAl T, B AR A AR ER A DL T AN
fanlE (WP EE ) W SRR R R LA B S 45 A IR, LM 2iA . 7EZ818 )5, PridBis ] &
Bk A B LAAS B AH R PR IR 26

lo119]  Hiz

[0120] A% % B ) AL R B T A TP RRE A 2 o o o 2% ) 25900 ekl 4655 ) il
A B A A B B SRR B T R E S R A AT R G (LR G RE
W) HE& I FLATR, I HL TR AR A oK I SRR A o BRI 43 R 49 40 36 1 & R
No. 7, 589, 234 (Morita 2 N ) FFrHiik.

[0121]  SZjEfa .

[0122] LR A% BH (1) 5 A St 5] X R ads

[0123] 1. —FpH Tl & B WAL R IR S L Eh i 7 v, AR A (A) B B Ak )
[[E3

[0124]  A-CH,~OH

[0125] B 22— i — S8 A R 22 2D — R s 4R DA AE sl X (AL 19 v FE Ak 1)
B e

[0126]  A-COOM"

[0127]  Horp M R/RFHE v HH A () F (AL ) A AH R HRRTRE

[o128]  Rf-[0],-CX”Y”-[0],-CX” Y’ -[0],—CXY-

[0120]  JHrp Rf RRW BEALE SAE G — D M AR F I RALGESE I, pom Fl n
PSS A 180, Xy X0 X7V YL Y R Y7 AR T ok HL B CF, 8% C,F,, AT 412 X\
XPVXPOYL Y R Y AN H, G B A Bl 22 /b — P — S AR A R T e o 2 A AR
(R P 2 A 1t i A A8 A P R T ) 2 N ) o R 5400

16




CON 102574765 A WO B 13/26 7

[0130] 2. ARFESLHEH] 1 Fri’ i J7is, Hod X X2 VX7 Y Y MY ” s —3& 24 He

[0131] 3. ARFHSLHEH] 1 8% 2 E—TFTIR I 57, Sorp X R1Y 2524 Fo

[0132] 4. ARFEATARAL— TS A ok (9 5725, JLrp XOXP VXN YL Y Y7 524 F

[0133] 5. ARYEATARAT— TS F ) Pk (1) 53, b RE AL 5 1 & 12 MR 1

[0134] 6. ARV ATARAT— TS 5] Pk (1) 753, b ik 2 iR oAy

[0135] R,-0-CHF-COOM', R,~0-CHF-CF,CO00 M', R,~0-CF,~CFHCOO M",

R;~0~CF,~CHF-CF,~COO M’ R;~0~CHF—CF,~0-CF,~CO0 M ., R;—CHF—CF,~0~CF,~C00 M, R,—0— (CF,)

n-COO0M", R~ (CF,)n-CO0M'\ R;— (0-CF,) n—0- (CF,) m~CO0 M"y R~ (0-CF,~CF,) n—0- (CF,)

m-CO0M". R,— (0-CF,CF (CF,) ) n—0— (CF,) m—C00 M, R,— (0—CF (CF,) —CF,) n—0— (CF,) m—C00 M", 3%

o R A BREE BAE B DN EE AR AR I RALGEIERSE, n UK 1.2.3.4.5.6.7,

8.9 5 10, m F 78 1.2.3.4.5.6.7.8.9 8¢ 10 JF H. M 1 LA e X

[0136] 7. HR¥E AT IBAT—IUSEHE ] Brid 1) 75 v, A iR R IR sl HL 2h4F 24 /i i BL & /b

50 % [rCH st g it

[0137] 8. ARFE AIAAT— IS 5] ok 19 77 2, b i 28— %&W‘Jﬂj@AT%&%@h)ﬂw

RN — S E A Y S R A A R IR B SR A R A

Pt R I 1.

[0138] 9. MRIFLHEH] 8 Frid ity 7 i2:, Hordn Bk 28 — AR50k B N- Uk P- S0

a = pIARFRIE B i R DL EA T AL & MR e &4

[0139]  10. AR¥E I — T00 55 i 8] BT ok 1) 7 425, Serh il 38 — S8 AL R | 5 22 b — A
N- ks /b — A P- SRR I RAL &4, IF HH A Ik 28 20— A N- S kBl P- S0k

AT N B PR T TR BRIR &5 44 1 — 43

[0140]  11. AR IR —T00 S A9 o 18 7325, L Ik 58 — A AR B Wk N- 45540

IFe

[0141] 12 MRHESEHEE] 11 Prid 753, o PriflRiE N- S50 3 T () -
[0142]

\]

R6. RS
R3>é<R1
R4 l}l R2
© ©)
[0143]  JLHH R, WRy Ry FT R, WA — 38 1] LIAR R BRAN R, - ELAR S 7 b 3 7= B0, 5 1 AR
/B W AKAL A ) B AR IR B L A iR M R, AT LIAH A S AN ], I R n A R
VLRIR /855 WA K AL B S5 T (R ik 3
[0144] 13, MR SEHEM] 11 Frid i 77 v, b R Ry Ry B R, H R — 35 1] LIAH [R] 5AS [F] -
HERRBA®RE 8 ARIAT e s ik 2 , Pk bt i 56 mT DR BB, i 38 R 5L b AR
S/ B R T HUR
[0145] 14, ARHESCHEM] 11,12 F1 13 FPE—IRTIR i 77v2:, Forh Ry 1 Ry 7] LAAH R BRAS[A],
I HRRE LRI Pedh St BRIt 23 AR U L e B A | B SR IR S R e
SEREL A AR
[o146]  15. ARFESEHEH] 11 2 14 HPAE— Tl 19 7 3%, b i WRiE N- S8 55 E H 2, 2,
17
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6,6- VY FF 2L - WRIE —1- 50 (TEMPO) \4- FIAZE -2,2,6,6- DY FFJE - WRiE —1- 56.4- 72
5 -2,2,6,6- PUFHEL - URIE —1- 58560 4- ka3t -2, 2,6, 6- PO L - IRiE —1- 43,
[0147] 16, FRAESLHEE] 1 2 8 Prid 97732, Horp ik s — a8 20— 20
—A a - pEEREE B> 2 bW ER R P s A

[0148] 17, AR AT I AT — I00 St 9] I 3k 1) 7 325 b Bk 38 AR AR R B H A e e 1 o
B A A EUR R R B A S

[0149] 18, ARHELHEWH] 1 2 8 WP E— T ik (1) 7 v, o ik o — S AL B & 2 /b —
ASN-EHIER / 2D —A P- BRI A, B A il 58 AR5 IE 5 g
I I FEL A I A A T A8 A U SRR AR B A A i 3 AR

[0150]  19. AR St 18 Frak iy 73, Horb Bl 28 — SRR 400 SRR/ BREU,
J HHE A TR S AT LS RAZESAE KT 1. latm B854 T 1. latm Fl 20atm 2 [A] (4 & 7
AL,

[0151]  20. FRAESLHEE] 1 2 8 PJrik 7732, Horp rid s — A A A s 20— %
b a - KRS 20 MNEE 2 AN S R B A A A, I B
B AR LAY, ik i EAL S, IR 2, i 0T IEE F IR (peroxyarenium
acid) , LIEILEH AR FER, sl A 5.

[0152]  21. FRAESLHEE] 1 22 8 AE— T IR i 772, Horh Bk 58 — S0 R bRt AL A 22
> 0. 2V,

[0153]  22. AR SLHERE] 1 22 8 AE— T iR i 77 32, Ho b i 58 — 54050k I S A A B8
FAYD, WU AR AL IR IR £ R IR AL L b YRR L L SRR B L R Sh ek LA G
[0154] 23, —Ff FH Tl % /a1 BE AL IR IR R 3L 3R I 77 7%, AR =X (A) 1) &1 Ak
R

[0155]  A—CH,-OH

[o156] A Ak et rp i rEL Rt DA AE Bl 2 (AL) 1 B AL DR R Bl L £

[0157]  A-COOM’,

[o158]  Hidn M" FoRBHES 1 IF HH A= (A) F (AL A A AHIR HAR7RPREE -

[0159]  Rf-[0],~CX”Y”-[0],~CX’ Y’ —[0],—CXY-

[o160]  Hrp Rf RRT REALE BIAE G — DB M AR F I WALLEEE R IE, pom Bl n
AT HA 1 8% 0, X3 X2 W X7V YL Y R Y7 48 bR b 4 He By CF, 8% CFg, RTEE A2 X
XOVXPOYL Y Y7 AR H

[0161] 24, —Ff ] T il a5 AL R IR R L3R v, e (6) mImAblz -

[0162]  R-CFX-CH,-OH

[o163] S A% B HIEERAL S PRI SN, DAL 3 B iR A R IR B L 2R i &
NEVRA Y, o BT iR A R R sl R e T X (1)

[0164]  R-CFX-COO-M+,

[o165]  Horp M+ R+, FF HHE AKX () F1 (1) T X R AHFE B H A X FR har
Mk B & 3R B RS B B BT SRR I, TR R T RE L S A S — A E A
BRI B e S s A — e AR AR T

[o166]  25. AR L5 24 ik (07732, Horolk Bk b i et 2 3 R AL &

18
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Y0 TR AL TR B SRONVARFETESL 7.5 249 14 1) pHo

[0167]  26. AR SEHEW] 24-25 HPAT— TR I 5%, ool Ird AL B Tk B35 U4 A
HIE LA DR IR SE AL ESE AR EAEA WS FIFTR S RV

[o168]  27. MR St 24-25 WA — BT IR 1) 7 ¥2%, FoAf P e AL I S I id A 5 A4 B
HH 2% B AL S R0 T S A FAE A AE A LS I 0 T [V

[o169]  28. MR S 49 27 Pk 18y 7 v, b Bl A LA L B - S AW =
STk I RUT M, I O 2- PR CERE (ZHEE P8 ) . — B PRk
(Triglyme) « FZR 2R CE IobE 5493 Cfe s — S e &5 PO sk ik DL e 4

I
/= o

[0170]  29. MR SCHfs] 24-28 HRAT—IURTIR I 732, Hodh 22/ 60 JBE 7R %6 1 B SRl AL e
FAHTIR WAL R R B I R

[0171]  30. AR SLHER) 24-29 HRAT— TR 19 77 V%%, Sorp ik i RS W25 A A P
B HACEE

[0172]  31. ARIESLHEH] 24-30 HHAE— TR 1) 7732, Hoh ik 60 3 AU B AL &)
XTI (D) -

[0173]
R3 R4

R2 N R5
R e Re (D)
[0174]  Hrh RL 2 R6 A (R4 R LUAH R SN [, I FLAR A b 3R v A i e 5807 1
MBI
[0175]  32. ARYSEHEBI 24-31 AT TFTIR K5, JeAp prd 68 2 E A HE NG

xR B) -

[0176]
R11_ R12

R8 R10

R7 N RO

(|3. (E)
[0177] AP R7\R8.\R9 HIRLO H ¥4k W] LUAH R B AN R, I HLAR ISk 7 52 7R v F g e
B Gk IE B A A sRLL R RL2 W] DU R AN [A], 7 HAR 7R & R Jk Bl 25 Js - (1) T R
BB R B R IR 85 IRk SE B A &
[0178]  33. MRHE SEHtf) 32 Frak i) 77 v, FLrh R1L A R12 W] LUAH A sl AR, JF Bk B :H.
OH. NH, SCN. OPO,H, . NHCOCH, 0COC,4H; CO,H. C0,CH, CN. 0SO,CH,+ N (CH,) 5+ CH,NH, - NHCH,C,Hs «
NCH,COCH, N (CH,) ,CH,CH,0H LA X &I TR 4
[0179] 34, AR L5 24-33 tpAE— T ik (1) 07 2%, Herp B A 25 R4 B HZE AL &4
A :2,2,6,6- VIR - UREE —1- 42E (TEMPO) \4- FF4EZE -2, 2,6,6- VY FFZEURIE —1- 4
Fe4- B3 -2,2,6,6- PO FLDRIE —1- 435001 4- 2R3k -2, 2,6,6- P FAFEDRIE —1- 4,
55.2,2,6,6- P4 AL —4- DRIE —4- W —1- 455015\ RAC-2, 2,6, 6- DY FRZLIRIE -N- 40k —4,
4-(5- MR L NBRIR ) 2, 2,6,6- DY FISENRIE —1- 4800k —4- 20k -4- RIRLLLENINA S .
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[0180]  35. AR S 24-34 HHAF— TR 1) 732, Hoh iR A0 3 AU B R L &)
KR T iR FALEL 2 0. 5 FEIR % 224 10 FEIR % o

[o181]  36. MR LM 24-35 HAF— TR (1) 5%, Horp ik A )ik B IR &R R =
AR EUR IR R ER L AR H IR SR . T AULIICE VR R R TR RR R LK
EAAE.

[0182]  37. AR SLHEM] 24-36 AT — 0TIk (19 77 2%, L P BTl S8 AL TR AE G T B J A I
2% 10 M,

[0183]  38. AR SLHfs] 24-37 WP AT— I IR I 75 12, SLrbols T e B Pk A 75 4R
FH 22 A B ) F0 T I AE A TR AE A7 AEAR S5 B A AL TR B A O R, BT IR AR A AL 1 B
DU 1 2 F 1 Ak A R DY B 35 i Ak ez DO T 66 i A e L S 3 — R i L 18- 6. R O
400 LR EATRAS

[0184]  39. MRV SLHH] 24-37 HHAT— T IR 1) 7732, Hoh ik B AR EAN S AR A
151 o

[0185]  40. AR SLiifs] 24-39 HAT— TR 1) 5 i, Forbol I e B IR A 3 U H
S AL R0 T S A FRITE AR R A R 2 A BRI B 22 20 90 C iR T Yo

[0186]  41. AR SLHf] 24-40 HHAF—TUTIR I 773, Horb R i 7 Bloe 2w

[0187]  42. #2 #% 55 i 4] 24-41 P AE — DT R By 5, Hh iR WAL R R ik B -
C,H,CHFCOOH. CF,CF,0CF,CF,0CF,CO0H. CHF, (CF,) ,CO0H. CF,(CF,) ,COOH. CH,CHFCOOH,
CF,0 (CF,) ,0CF (CF,) COOH. CF,CF,CH,0CF,CH,0CF,CO0H. CF,0 (CF,) ;,0CHFCF,COOH,
CF,0 (CF,) ;0CF,CO0H. CF,(CF,),(CH,CF,),CF,CF,CF,CO0H. CF, (CF,),CH, (CF,) ,CO0H.
CF, (CF,) ,COOH. CF, (CF,) , (OCF (CF,) CF,) OCF (CF,) COOH + CF, (CF,) , (OCF,CF,) ,0CF (CF,)
COOH. CF,CF,0 (CF,CF,0) ,CF,CO0H J% 2k,

[o188]  43. MR SLHEf] 24-42 HPAF— TR K 732, Horp SN I [R] /N T 2 /I

[0189]  44. AR SLHEM] 24-43 HHAT—IUTIR I 7715, AR F 2R b—3 .

[0190] (&) WSHIRERLAGIACAH 3 50

[0191]  (b) WSINERH F A ML HIAHL o

[0192]  45. AR SEHEf] 24-44 HPAT— IR I 712, I AL G 2808 LA 2 B T i AL R IR
[0193]  SLfi

[0194] DI S 3E— 0 EIAR AR B AL A1 4 o 3X LS4 A AU (1) B AR ) e
it DL R LA 2 AR RN A Y, AS RS A2 X A R B AS M BR il o Bl 55 b ui BB S5 i & D,
1, 5 W Fr g MRS an M Sigma—Aldrich Chemical Company (Milwaukee, Wisconsin)
Tl B SR A5 B AT R H AR 52 EL )

[0195] XU S ] T-LL R SEfH ceq =5, ¢ =30, M =J8/R, min =478, mol =&/ ;
mmol =ZEJE/K, hr =/pIN, mL =ZF, mmHg ==Kk, L =FF, wt = &, FTIR = {8 Hnt
LA EHE, NR =R RESEHR VL K GC-MS =" AHEE - Fuilkik.

[0196]  BRAE I AN ULHH , 15 W) BT A5 A% ol ok 40 R 57 50 NMR SR 23 BTo X NMR A [0 iR 4T
RS o W R AR VAR T A B B = ey U T AR AT U — A (RIS R R v 0 SR B 1
BH )R SEIHAT B, DA R R R AR . e Ve U — A T AR B DA — A ) S 0
AR, SR LA 100 % , LTS B e W 1 A BE AR %6 o B NMR Hh oK %8 i B4 5 9
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IR BAAH R E RO R B o A8 LA R SEB 1, BRAESS SR, B NMR 23 4l 3 10 H 23 B
VA IR o

[0197] [:[j”&‘j’ﬁl 1

[0198] ¥4 1.00g (2. 62mmol, leq)2,2,3- =4 —3-(1,1,2,2,3,3- /N —3- =HACH AR
AL ) TN —1- B (n2E [E A FF No. 2007/0015864 (Hintzer 258 N ) o Tk ] 4%, 4L &)
11).7.69g 5. 25wt % ¥ (5. 42mmol, 2. 07eq) AR HIAN 0. 362g (2. 62mmol , leq) B HH
(PR EWIN# A 55°C HFOREFE 20 /NNAR G AT KRG HUK A EH FF44 1. 00mL 7K HH )
0.817g (7. 85mmol, 3eq) MM FREAATEIRIE Tl KHRAWHHE 1 /N, SRS TEA E11 [
IS0 5. 6 TmL18M %59 (102mmol, 38. 9eq) Bilig (¥, 96wt % ) o AFLERIMFA, FH HANAFIR
G 25°C. TERMARIR AW, I B T AH > B IR L0k 46, 15 31 1. 0g K.

[0199] it F NMR A1 'H NMR 20 #7, M P~ L& K4 80% 2,2,3- — 4 -3-(1,1,2,2,3,
3-SR -3 ZRAAFAEENEE) WIRM KL 20% 2,2,3- =5 -3-(1,1,2,2,3,3- /5
. -3- RACTHESE NS ) N -1- B

[0200]  LL&f5 2A

[0201] [ fp #4255 C (1) 11. 3g [ 5. 25wt % V& &0 B8 &1 % ¥ (7. 97mmol, 2. 9eq) Fil
0. 493g (3. 570mmol, 1. 3eq) % B2 1 [ ¥ W & ¥ 0 0.00601g (0. 0384mmol, 0. 014eq)
TEMPO (2,2,6,6- P A & Wk g —1- 48 2 ( DL F§ &% 4 “TEMPO FREE RADICAL” M Alfa
Aesar (Ward Hill, MA) RV 3REAT )) o 4 OVIELEE K 21 55°C I, 28 30 438 IR I [8) B 40 s
hn 1. 00g (2. 75mmol, leq) 3,3,4,4,5,5,6,6,7,7,8,8,8- 1 = % ¢ —1- B, R JGAEH5C T
BLFE 30 73 %P RS WAEREA R ORFF A IR AR SRR G Y R K Ve 2, JF By
1. 57mL 7K H1 1 0. 8574g (8. 239mmo1, 3eq) .o PR &8N . K IR & W B+ 20 2 Bh IF 45 In
0.915mL (11. Ommol,4eq) FhMZ (¥R, 12M, 37 % /KWW ) » pHIEME/DT 1. BHREWH F
SERUCT FEBEAR L, A HLZ KPS, IF B I ik 4d, 13 28 7Y

[0202] J@ it 'H NMR 2007, ML= & K4 35% 3,3,4,4,5,5,6,6,7,7,8,8,8- 1 =3
F —1- BEKZY 35 % B —RE B, 3 HFIRE 30% R E SN EZIMEEY (&
T NMR HOM SR 40 2508, A K2 8% S FHAI AR AL B R0 BT 75 AL TR R T I g ) o 18
i 'HONMR AW SR BB &1 FALRIR .

[0203]  LUZfsl] 2B

[0204] % R L5 2A H AT IR B Rl 46 L3881 2B, AN IR 2 K TR B0 I & 65°C FE{R
FF 4 /N THELE 55°C T ARFF 30 238 KA =4, JH I 'H NMR 2387, 2047 BoR BT iS4 i
5 B4 24 A BT S 2 K2R AL

[0205]  Lbsifs 3

[0206] 1] 15.6g ¥ 5. 25wt % K & R 84 7K %5 ¥ (11. Ommol,4eq) 0. 0751g (0. 137mmo1,
0. 05eq) VY IF “F Z= ¥R AL 82.0. 491g (5. 85mmo, 2. 13eq) Wik 18 &L £1.0. 00601g (0. 0385mmo] ,
0. 014eq) TEMPO ( VR4 pH 24 8.5) F1 0. 0327g (0. 275mmo, 0. leq) JRALBR RS T &
WS N 1. 00g (2. 75mmol, leq) 3,3,4,4,5,5,6,6,7,7,8,8,8- T =@ ¥ -1- . HIREY
IIE 35°C (WIIEIHAGE R 45°C ), FEAE 35°C F A 1 /M. VRSPV H1 2 15 IR
pHo pH 4 8.5, ZEAEIRIEINERIN 0. 857g (8. 24mmol, 3eq) WHEIRE AT 1. 50mL /K F v
o K ZIBEVPiFE 30 7382 5, % n 1. 49mL (17. 9mmo1, 6. 5eq) FHIE (K, 12M, 37 % /K%
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W) o IXTEE pH /N 1 VETTRGY) . RSP KEY 30mL AU T M. B
BUZ 53 B 34, 14 274 o

[0207]  J@ i 'H NMR 43 #r, ML =06 % K41 35% 3,3,4,4,5,5,6,6,7,7,8,8,8- + =&
F —1- i, I BRI R 65 % KU YR EEEY . i HNR 20 H7 AW 2 3 B 21
WACIRE o

[0208]  Lb#ifsl 4

[0209]  [u] i # & 55 C ) 28. 5g {1 5. 25wt % WK G IR 4N VA& W (20. Immol, 2. 9eq) Fil
1. 24g (9. 0lmmol, 1. 3eq) FEFRHR I S0 0. 0151g (0. 0970mmol, 0. 014eq) TEMPO. 4%
N PE IS B 55 CHE, AR 1. 00g B (1- T-/%) (6. 93mmol, leq) o FF N4 n# 42 55°C FF
PRFF 30 73 %h, ARG s 65°CIFIRHF 2.5 /pint o KRG HI 2 =00, IF B0 (H
T ) 3. 97mL K] 2. 164g (20. 80mmol, 3eq) WARFRE . K LIRS WIHEHE 30 7080, 24
JEEN 2. 31mL (27, Tmmo1, 4eq) EHEE (IR, 12M, 37 % KW ) o A1 HLIE A0 20mL 1%
BT ZERE . KHRSWUEAT A 73 5 3T HAGENUZE 75 B IF k4, 1921 0. 60 OFL™ 4 o
[0210] it 'H NMR 237, HIE=H0 & K4) 8% 1- FHE . K% 40% T8, 3 B4 1K) 52%
NARBEE R EFIRED) o

[0211] I;[jﬁ;ﬁ‘jzl 5

[0212] i) 10.0g(26. 2mmo1, leq) 2,2, 3— =4 —3-(1,1,2,2,3,3- /S —3- = HmACHEIE
P4 T —1-E2.0. 0573g (0. 366mmo, 0. 014eq) TEMPO 1 0. 716g (1. 30mmol, 0. 05eq) VY iF
FIBRAEL IR G DA N 92. 0g 1] 6. 35wt %6 R ANV R (78. 5mmol, 3eq) o 7EJLHMS
AEE O T IREGYET 24 32°Co BSIMFERTKZY 30 738, AR5 BR G In# & 35°CIf
PRHF 90 3B S ALV 4. WAKAEEBR, JER AN 62. SmL S AL EY (IMKEH ) —
ECBERE, JF A 25mL AL RUT SRR 25mL 3 CUE TR A e S . KA WIAHMR 46 JF ik 'H
NMR T 'F NMR 43 #7, RIUAE HUAH EZ 5 HALEE . KRR KAH A 6. 98mL ThER (¥, 12M,
3T%IKE ) B4k, AR5 H RSB0 T JEMAAE L . AR S5 K B A WLAHIR 46, 19 21 5. 0g KL=4,
X1 E] 45 % BCR AL R IR -

[0213] @it F NMR A1 'H NMR JU5E, FHA= 95 K4 90% 2,2,3- =& -3-(1,1,2,2,3,
3= N 3 —RACHEIENEEL) WK KL 8% 2,2,2,3- =4 —3-(1,1,2,2,3,3- 7
B3 RACHERENER ) N —1- BEATKY 2% VU IF SE R R AL

[0214] L&l 6

[0215]  HAE 9. 20g [ 6. 35wt %6 IR AR (7. 85mmol, 3eq) H 5. 73mg (0. 0366mmol,
14. Oeq) TEMPO 3 H. pH M £y 14 I N4 55°C. SR 54500 1. 00g (2. 62mmol , Teq) 2, 2,
3- = -3-(1,1,2,2,3,3- /N -3- = HANFAEIENEIE) N -1-8. ¥IREWESCT
o 60 3%k, KAHII pH M2 7. 0 0. 817g (7. 85mmol, 3eq) WAHFRESN T 2. 00mL 7K
VBT . KRR ST 20 23 BhIH05 00 2. omL #6889, 12M, 37 % /KR ) « RG] P
AT ZEBEAE L KA HUZE 3 B IF R, 1521 0. 4g B

[0216] B L “F NVR 4 #7, ML & K4 25 % 2,2,3- =& —3-(1,1,2,2,3,3- /
Bo-3- R ACHF R ENEE) N -1-F. K44 25% 2,2,3- =5 -3-(1,1,2,2,3,3- /5
W3- AN AR ) IR, I HAR I 50 %6 A A %8 Bl - W E24RE W .
[0217] S 1
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[0218]  [u] 92.8g K 5. 25wt % &K & ME #1 ¥ W (65. 4mmol, 2. 5eq) Fl 2. 09g (52. 3mmol,
2eq) & A AL BN R AW s N 10. 0g(26. 2mmol, leq) 2,2, 3— = 4 -3-(1,1,2,2,3,
3- N -3 = B AR TN AR ) A —1- BE.0. 0573g (0. 366mmo1, 0. 014eq) TEMPO FlI
0. 716g (1. 30mmo1, 0. 05eq) VU IE-FERIRMLEL IR EGY . TR GBI A 40°C IR Er
KE) 2 /NI o ZHRZEURAR IR, [N LR B VU 1~ BRI A, AT DU R TP . 1 RNIRE
AL ARG 50 ¢ 50 FIERUT K / CReiR ATk HANAHA 8. omL 1) 124 2hR ¥
IR o F VR B9 FH R SEBCT FEMEAS L, F A HUAH K ks, ik o, k4, 1931 8. 5g K74
[0219] @it 'H NMR F1F NMR 58, FHF= 0 E-& K4 96% 2,2,3- =& -3-(1,1,2,2,3,
3N -3 Z AR AIENAIL ) WIRAUKZ) 4% VU 1EE35 AL GiRigY) , p A7
ARSI & ARG AR . K AR BRI B IR A 81 % AR,

[0220]  SEf4] 2

[0221] [ f1 # & 65 °C (¥ 108g [ 5. 26wt % vk & T & % W (75. 9mmol, 2. 9eq) Fll
4. 70g (34. 0mmo1, 1. 3eq) BB IV s I 0. 0286 (0. 183mmol, 0. 007eq) TEMPO T+ 0. 5g
2,2,3- =9 -3-(1,1,2,2,3,3- /N9 —3- —HACHEIENEIEL) W -1-BEPIRER. #
REYIMH 30 43%8h. BORIMEZH 2,2,3- =5/ -3-(1,1,2,2,3,3- /S —3- —®ACHF
FIENESE) TN —1- B (9. 5g, U In 22 [ VA 3 ) AL EE R s &8 10, 0g, 26. 2mmol, Leq) ,
15 I VR R FFAEA T 55°C Al 68°C 2 [h), SLFERT K& 40 738h. AR5 N PAE 55°C
IHERE 30 43P IEH VKK VA A, H DS AR AN ik 25°C s Z A N 15. OmL 7K 71 1)
8. 171g(78. 5mmol, 3eq) WAL FREVHN « 7EUKIKIRVA EI R, 45 IR AP FE 20 7380355
56. Tm [ 1SM BRERIE W (K 596wt % ) o FHRAWIATH Y &, 3 B A CGEBK) ,
133 10. 0g ¥4

[0222]  FH/9) on AR 2,2, 3- =8 -3-(1,1,2,2,3,3- /N9 —3- = HACH4
FENEIL ) N -1 (L 'H NMRFTF NMR 43 #7 ) » I H i RAL R R 1) 72 B AL R ILH A
HAW EEE = a1 NR A1 PFNMR 287 )

[0223]  fCEE N AHY)TAE 31mmHg 101. 8-102. 4°C N 7848 . B/DWRAE 25°C FHERTIR T,
BT R WG, 9. 06 2,2,3- =9 -3-(1,1,2,2,3,3- /N9 —3- AT HEN
L) AR (B 'H NMR A1 F NMR 1 GC-MS 0% 5E ) , 193 91. 5% %, .

[0224]  SEf5 3

[0225]  [i] 0.0057g(0.037mmol,0. 014eq) TEMPO F1 0. 0716g (0. 131mmol, 0. 05eq) VY
IEF R B IR S s o 11, 1g 1) 5. 25wt % IR S B2 44 %5 % (7. 85mmo ], 3eq) #Ml
0. 468g (5. 57mmo1, 2. 13eq) filk IR & 8 ¥ %5 ¥, 4R J5 ¥ I 1. 00g (2. 62mmo1, leq) 2,2, 3— =
B -3-(1,1,2,2,3,3- /N —3- = HACTHEIENEIE) N -1- B2, MRS pH E (A K
29 8.5, MHREWAETLIMBA IO BiEE, 5l NN R G, RGP T 22 33°C . TR
EAHIE S . WEVR I pH I E R 8. 5. ¥shN 0.817¢ (7. 85mmol, 3eq) Wi EEE 4N T
smL 7K IRV, FERIRG P HERE 30 2380, SR S50 0. 698mL (8. 37Tmmo1, 3. 2eq) #hIR (K,
12M, 37 % ZKVEWL) » IXFE % pH /T 1 FVEIRIR 4 K IR AW K40 30mL AR KU T et
. HAVZED EIFKRS, 53] 1. 17 5ol .

[0226] 1@ if H NMR U 52, 7= A& KA 70% 2,2,3- =5/ -3-(1,1,2,2,3,3- /
-3 AR AR VA ) THIR, LA T K4 86wt % M TRAL R IR » 35 BH JRUIL I ) Ak 2
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BRIV 2 B L. B 'H NMR 052 , ML= G5 K2 3. 5% HIPY IEEFE IR B K 24 26 %
[ R LT ZEmE. KL= F NMR B R BRI R 2,2, 3- =5 -3-(1,1,2,2,3,3- /5
W3- ARSI ) N -1 B,

[0227] SEAR 4

[0228]  [r] i #4255 °C [ 12. 4g 14 5. 25wt % IR A B2 &N % W (8. 73mmol, 2. 9eq) F
0.541g (3. 91mmol, 1. 3eq) BEEREPHIVAVE NI 0. 007 (0. 0422mmol, 0. 014eq) TEMPO, V&&
W) pH M E(E 0 KA 13-14. 4 ) iR FE IR R 55°CHE, BIFIS I 1. 00g (3. 01mmol, leq) 2,
2,3,3,4,4,5,5,6,6,7,7- + % BF —1- & (7] M VWR International (West Chester, PA)
FIAZRAT ) o N T2 KL 70°C, SRIGVAHIA 55°C, 7E 55°C T HikE 30 280, 4R J5 FK
WAL IREWR pH I ZE 8 KL 10, RGN 1. 73mL ZK FF ) 0. 940g (9. 03mmol , 3eq)
AR BRI . K VR S Wik 20 43 Bh IS0 1. 00mL (12. Ommo 1, 4eq) #hER (¥, 12M,37%
IR o FIRA Y P IEBUT FEBEAEEL, B HLZE KPS, 7 HE 240, 4331 1. 03g #
/B

[0220] @it 'H NMRIE, M= 0. 958 2,2,3,3,4,4,5,5,6,6,7,7- PR . X
1321 91 % ORI AL IRER , KL= ) BT AR ) 2 B HR AR 9 PRI BT S5 M . KL= °F NMR
FI1'H NMR B7n K4 0.5% 19 2,2,3,3,4,4,5,5,6,6,7,7- + 955 —1- i,

[0230]  SE4 5

[0231] [ fp #4 & 55 C (1) 10. 3g [ 5. 25wt % X 50 B8 &1 % ¥ (7. 25mmol, 2. 9eq) Fil
0. 449¢g (3. 25mmo 1, 1. 3eq) fikk BR B 17 ¥ ¥ = % I 0. 00547g (0. 0350mmo1, 0. 014eq) TEMPO.
TRAY pH 2 A8 R K4 1314 24 ) Nl K B 55 C I, B A7 4 I 1. 00g (2. 50mol,
leq)2,2,3,3,4,4,5,5,6,6,7,7,8,8,8- + T8 —1- i (] ) VWR International (West
Chester,PA) RIEIRTT ) o RMELEHIA. TR EWAE 55°C Tk 30 7380, 2R J57E 65°CF
L ANEE . ARIERHRA YV EV AR S5, IF H pH M2 5 K2 10, W N KA HI,
FHH/NOTI CH T ) 1. 43ml ZK 1 0. 780g (7. 498mmol, 3eq) WA M. KRS
YHiHE 30 438, SRJEE N 0. 833mL (10. Ommol, 4eq) #RER (R, 12M, 37 % /KEEW ) » I HiR A
W) pH I E(E R /T 1o [ IGIR AR N 20mL SR T FEIE, SR AW, TR A A8
JRIVEAH o KRS WIEEAT A 73 5 IF HAG A HUZE 7 s FF sl , 15 21 g M)

[0232]  @iE 'H NMR U2, a5 0.93¢ 2,2,3,3,4,4,5,5,6,6,7,7,8,8,8- + LA
FR . IXTFE] 90 % BRI AR IR, ML= TR A A 10 RIS BUT S5 8k A7 =416 F
NMR F1'H NMR S~ e m kel &1 2,2, 3,3,4,4,5,5,6,6,7,7,8,8,8— 1 T3 —1- FEak
TR

[0233]  SLf5 6

[0234] i) fp #4255 C [ 12. 4g [ 5. 25wt % VX &0 IR &1 %% ¥ (8. 73mmol, 2. 9eq) FHl
0.541g (3. 91mmol, 1. 3eq) T F& B 1% ¥ TP % B0 0. 00785 (0. 0422mmol, 0. 014eq) 4— FF 4R,
5 -2,2,6,6- VU IE —1- WRAE B B HZE (7] BL 4L -TEMPO 73 [ Alfa Aesar (Ward
Hill, MA)), JF HIR AWK pH U 5E 18 4 K4 13-14. 24 ) MR Bk 31 55 °C i, B s I
1. 00g (3. 0lmmol, leq) 2,2,3,3,4,4,5,5,6,6,7,7- + 9Bt -1- fE., RVYEFE KY
60°C FF7E 55°C T it 30 738 o XSS HHRA W INFAZR 65°C FH IR 90 7081, SR 5 FZKI A 2.
TEA Y pH I 5E 8 4 K4 10, 3F B 1. 73mL K FP ) 0. 940g (9. 03mmo1 , 3eq) Vi FR A
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o B ITRABERE 20 43 BhIFE N 1. 00mL (12. Ommol, 4eq) #hFR (¥, 12M, 37 % KW ) »
VRGP pH I EAE A /T Lo KRG TS RUT BEMEAEEL, A HLE AP, I B
TIRGA, 193 1. 117g H )

[0235]  J@IE'H NMRJUE, KL= s 1. 00g 2,2,3,3,4,4,5,5,6,6,7, 7-+ PR IX
1531 95. 9% W AL IR R » KL "F NMR F1'H NMR St/ K4 98. 4% (K AL TR |
K210.6%112,2,3,3,4,4,5,5,6,6,7, 7 1 5P —1- BELL KPR R S 2 R =2 (54
K410.5% ),

[0236]  =2fi 7

[0237] [ 0 #4 & 55 °C [ 26. 3g 19 5. 25wt % IR A B 4 v W (18. 6mmol, 2. 9eq) «
1. 15g (8. 32mmo1, 1. 3eq) BREREFAN 0. 0140g (0. 0896mmo1,0. 014eq) 2,2, 6,6- P —1- IR
WE AR B IS TEMPO [KI¥E ¥ s I 0. 500g (6. 40mmol, leq) 2— FiIN —1- BE (13 [ SynQuest
Laboratories, Inc. (Tucson, AZ)) . MNYIETFE KL 65°C,RJGHAHIZE 55 C, &£ 55 CF
DLt 60 %P, ARG A R FIREYHEIN0.902g (8. 67mmol, 3eq) Vi F2 & 44+
1. 66mL 7K A KSR ERE 20 234, ARJGEIN 1. 00mL (12. Ommol, 4eq) hEZ (¥, 12M,37 %
TKESH ) o

[0238] Kt [ NYRA W —HB 05 SRR D0 VR A, BRIV °F NMR FT'H NVR &R AT
T RARERAS B A TR R 4 AL B T BIER] =4, X e s AL I 1) AL R IR 1) 2
o FHEAY) ST ZEBEAEL, FR A HUE L5 YA, 193 0. 32¢ FH4), Hoh 54 % ik
FIFARIR o ZARBCR ] B BT TS AL R IR 1 7K M o KL= "HNMR 11 °F NMR
TR T T AN BLAT HoAth AT R0 HLA B AL R IR -

[0239]  SLf51 8

[0240] i) i #v & 55 °C (K] 10. 8g [ 5. 25wt % K SR AN W W (7. 59mmol, 2. 9eq) .
0.470g (3. 40mmo1, 1. 3eq) Bk & # F1 0.00572g (0. 03664mmol, 0. 014eq)2,2,6,6— P4 H
55— 1= WRIE EAR B 3L TEMPO [V R s 0 1. 00g (2. 62mmol , leq) 2,3, 3, 3- P4 —2- (1, 1,
2,2,3,3- 758 -3~ —RMAFELNERL) W -1- 1 CGHEILEELH] No. 7, 176, 331 HHFTd
(I EESE SR NaBH, I8 JR 4 ) o SNASTH, 76 55°C R HiFE 30 73%h, LZIKs 2 il AR i T
D,0 o “F NMR B R ALEESE TS, X R @ B BRAWAE 55°C T I 4b 2 /)
ARG EI R E . VREW TN 0. 817g (7. 85mmol, 3eq) WAREREEH T 1. 50mL 7K H (1)
IR IFPERE 20 43 8h. ARJSVRID 0. 872mL (10. 5mmol,4eq) L8 (¥, 12M, 37 % KA ) » ¥
TRA Y R EBUT e BEAREL, FRR A HLZ SRR YA, 138 57 % R 1 0. 57g 4

[0241] =911 'H NMR F1 °F NMR ERTE BT A EAE 2,3,3,3- U -2-(1,1,2,2,3,
3-75# —3- —RACHEENEE ) W -1- BEHERARE .

[0242] X F BT & 5E 1 M &, H-NVR 3 52 it 72 7E Bruker DPX 200MHz (Bruker Corp. ,
Billerica,MA) 4T, 4E 200. 13MHz K (4F%f 'H NMR( = FFEEREbe )) A 188, 31MHz '~ (4
X °F NMR (CFC,) ) #4E, JFA8H LA R RFRIAML 224

[0243] % ¥ & & b 1 TEMPO (2. 5mmol/g #; & ;Fluka, Cat. Nr.72601) ; [7] X i
(TEMPO-4- AL ) K L4

[0244]  TEMPO, 2,2,6,6- VY FHZE — WRIE —1- %2E (Merck, Cat. Nr. 8146810025)

[0245]  4- FA4EJE TEMPO (Alfa Aesar, Cat. Nr. 15915)
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[0246]  4- ¥£Hk TEMPO (Merck, Cat. Nr. 840130)

[0247]  ABNO, 9- & Z% — XA [3. 3. 1] T4E N- 485, MR ¥ J. Org. Chem. , 74, 2009, 4619,
[0248]  AZADO, 2—- A A &M%t N- %83E (Aldrich, Cat. Nr. 701718)

[0240]  2,2,3- =5 —3-(1,1,2,2,3,3- /N —3- =AU | & - WEE ) - -1- B
(Dyneon GmbH, Germany)

[0250]  2,2,3,3,4,4,5,5- JUf — J& —1- B (Acros Organics 98%, Cat. Nr. 312310250)
[0251]  MA31({1,1,2,2,3,3- /5% —1- —®HAXHFEIE -3- Z WA LMHEZEE - WHE T (Dyneon
GmbH, Germany)

[0252] 2,2,3,4,4- H -4-(1,1,2,2,3,3- /5T —3- —HACHEIE -NERE) - T -1-1%,
FR4E Zh. Vses. Khim. O-va, 1979, 5 656 01, it FEE 55 MA31 49 R ZE DN sk il 4%

[0253] & 131( 4 —(1,1,2,2,3,3- /N5 —3- —HmACHEIEE - NEFEE ) - £ (Dyneon
GmbH, Germany) )

[0254]  2,2- 9 —2-(1,1,2,2,3,3- /N9 —3- — AR A - RWE &) - 41, d ik
LiA1H4 3857 131 4%, 34 J. Fluorine Chem., 19(1),1981,35-42

[0255]  HFA, 7N#E AR ( R4 Ganeshpure, P. A. ;Adam, W. Synthesis 1996, 179 HH HFA- 7K
ETA )

[0256]  HFA {52} 7K- &%) (ABCR, Cat. Nr. AB 103692)

[0257] =34 LEE (Merck, Cat. Nr. 8082590100)

[0258] A4 (Alfa Aesar, Cat.Nr.014261)

[0250]  14% K& EH (VWR, Cat. Nr. 27900296)

[0260]  WWAHER%M (Fluka, Cat. Nr. 71760)

[0261]1  HHEREEVU/KEY) (Acros Organics, Cat. Nr. 193462500)

[0262] HHERET /N/KEY) (Acros Organics, Cat. Nr. 213091000)

[0263] [EFREY (Riedel de Ha én, Cat.Nr. 32319)

[0264] & (VWR, Cat.Nr. 20104334)

[0265] ZJi5 (Riedel de Ha én, Cat. Nr. 33019)

[0266]  JRALEF (Merck, Cat. Nr. 1049050500)

[0267] T8 95-97% (Fluka, Cat. Nr. 84720)

[0268] S5 9:2,2,3- =% —3-(1,1,2,2,3,3- /NH -3- —HACTERE - HERE)- N
(CF,~0-F,C-F,C-F,C-0-F,C-F,C-C00H) (1)

[0269] [ fict % 3 VB U 1 4 4 4 (1) 5L B3 H0M & 275ml 7K 1000mL MeCN, 18. 3g
KBr.15. 9g ZK L4 _E1F) TEMPO (2. 5mmol/g % & ) 1 500g (1. 37mo1) 2,2, 3- =4 —-3-(1, 1,
2,2,3, 3= 75 —3- AR AL - NS ) - N -1 - BE AR E0 T IR R #E i, 22 i
2 pH 8-9 ] 15% (wt.)NaOCl /KWW (2400mL) 43 3 9348 H O SH s N SEFR AL, IF
H GG IR BR AR LA S NS 1) B BT o« WA AR, FEATH e 28 RAGHAT 2%
RO (615. 44g) o AT KIE (15mmHg, 92°C ) RZM TR AR, 193] 471, 33g TR, 1K
% :91%. 'H NMR(CDC1,) :6. 2 (dm, J = 54. 61Hz, 11) ;9. 1 (s, 1H) ;'°F NMR(CDCl,) :-56. 3 (t,
J =K% 9Hz, 3F) ;-85. 2(AB system, ] = 142Hz, IF) ;-86. 98 (m, 2F) ;-87. 8 (AB system, J
= 142Hz, 1F) ;-123. 6 (m, 2F) ;-130. 4 (m, 2F) ;-146. 5 (dm, J = 54Hz, 1F) .
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[0270] S 10 :2,2,3- =4 —3-(1,1,2,2,3,3- NG -3- —HACTEI - HEH ) - A
(D

[0271] A FH SE41 9 F 46 4% o 44 5. 5mL 7K . 20mL MeCN. 0. 36g KBr.0. 12gTEMPO (0. 00077mo1)
A 10g 2,2,3- =5 -3-(1,1,2,2,3,3- /N9 -3 AR AL - WEE) - -1- BUSCE
TR RS TR 18 /AN, b 22 pH 8-9 1 156% (wt)NaOC1 /K
(48mL) 43 3 & MR FR N ARJ5, IS INIRIRIR (1-2mL 95% ) LT R NIRAY) 2R
Yo fEH = ORI , WA VI I AR IR BE T . 28 RIS LIS B TE Ak (12. 24g) ,
/KR (15mmHg, 92°C ) RAWIXB A LT R 8. 54g AR, WLF :82%,

[0272] [:[j&*‘j'lj 7

[0273]  FESZSEH 10, AFIFZARAEH TEMPO, 76 N2 J&, AT “FNMR. £330 T ik 18
AN 2 5 AN 10 % OB EAL R R

[0274]  S2f) 11 :2,2,3,3,4,4,5,5— J\3 — &R (CF,—CF,—CF,—CF,—CO0H, (2))

[0275]  # 5.2mL 7K.19mL MeCN.0. 34g KBr. TEMPO (0. 12g) #1 6g2,2,3,3,4,4,5,5- J\
S~ I 1 BERCE T A R VRO R A 100mL BB REI P . RSN BRIk
Firp, g2 4 pH 8-9 [ 45mL 15% (wt)NaOCl /KW 3 B & IR SHs . 2R G,
IS IR R LT S IR & S Ee M (pH 1-2) o B MR-E WM — BFAE =K, IF H R
BB A IF AN, 28R AR R A A (8.98g) , /KA (15mmHg, 73°C ) K
HOMZWAA ISR 5. 13g BB, U :80% ., 'H NMR(CDCL,) :6.08(tt, ] = 52Hz, ] = 5. 3Hz,
1H) ;8.6 (s, 1H) ;'F NMR(CDC1.) :-120.6(t, J = 9. 2Hz, 2F) ;-125. 81 (m, 2F) ;-130. 61 (m,
2F) ;-138. 4 (dm, J = 52Hz, 2F) .

[0276] S5 12:2,2,3,4,4- L& -4-(1,1,2,2,3,3- ;N —3- — FACH S 3 - H A
%5 ) - T (CF,~0-CF,CF,CF,~0-CF,CFHCF,CO0H (3))

[0277] ¥ 2. 4mL 7K .8mL MeCN.0. 16g KBr. TEMPO (0. 06g) Fl 5g2,2,3,4,4- i 4 —4-(1,
1,2,2,3,3= /58 —3— —H AR P4EIE - L) - T -1- B (HR¥E Zh. Vses. Khim. Ova, 1979,
p 656 il & ) JHCE T EC & R SR PR 6 50mL BEIEGE A . AE SR R BRI RIS
T, B 22 v %2 pHS-9 1 24mL. 15% (wt)NaOCl KISV 4y 3 & e SHis n. R,
TR INARAR B A K LT R VIR R B (pH = 1-2) o B RMNVIRESWH = CBEREL =R, IF
H AW ST 56 R BEAH . 28 & 5 A4S B0 (i A8, 48 /K2R (15mmHg, 75°C ) k7%
AR LIIER) 4. 17g B8, We#E :81%. 'H NMR(CDCL,) :5.2(dm, J = 43Hz, 1H) ;10. 2(s,
1H) ;"F NMR(CDCl,) :-56.3(t, ] = 8. 3Hz,3F) ;-78.5(m, 2F) ;-84. 7 (m, 2F) ;-86. 87 (m,
2F) ;-130. 45 (m, 2F) ;-117.9(AB system, | = 277Hz, 1F) ;-121. 6 (ABsystem, ] = 277Hz,
1F) 5-130. 5 (m, 2F) ;-214. 1 (dm, J] = 43Hz, ] = K% 111z, 1F),

[o278] S 13: — #) —-(1,1,2,2,3,3- AN -3- B PR L -NHE)- L&
(CF,~0~CF,CF,,CF,~0-CF,~CO0H (4) )

[0279] ¥4 5.5mL 7K.16mL MeCN.0. 32g KBr. TEMPO(0. 11g) 1 8g 2,2- — 4 —2-(1,1,2,
2,3,3= NI -3 ZRAR A - TN ) - SBEICE TG A T MR SR B RE 25 1 100mL
Berspm . R AR R, B A pH 8-9 [ 43mL 15% (wt)NaOC1 7K
W 3 4 RO SH S o A AR B 7K, LT pH A RIZ) 1 2 20 B RNIREGD
= R A H =K, I B Bt B 86 188 6 JF IO R AH o 78 90 A4S 20 (R i A, %8 A K

27




CON 102574765 A WO B 24/26 T

4 (15mmHg, 70°C ) RZEMIZWE AR LIS R 7. 25g B8, WH :87% ., 'H NMR(CDCL,) :9. 39 (s,
1H) ;"F NMR(CDCl,) :-56.28(t, ] = 8. 7Hz,3F) ;-79.19(t, J = 11.9Hz,2F) ;-84. 58 (m,
2F) ;-86. 86 (m, 2F) ;—130. 45 (m, 2F) .

[0280]  SEAA 14 : — S LR &L (CF3-COOK (5))

[0281] 4 20mL 7K.73mL MeCN.1.33g KBr. TEMPO (0. 46g) Il 10g =i LB HUE T 45
VU S A RS 16 500mL BEFE L . AEEIE TR RIS, B2 pH 8-9 1)
175mL 15% (wt) NaOC1 ZKEWE 73 3 4048 FH IR VR ~HAS N o VS At B A 7K LU Jse S VR 542
SR (pHL 22 2) o ¥ RNIREGWH — CBEAEE =R . FBRRREET 154 JF kA, SR 576K
AT M. KB HEE (60mL) FIFFELER (Tg) MNINEMH I, I B R SWEZR T Hid—
NI PERIZE R, IS BTG A E A (13.13g) » K :86% . °F NMR(D,0) :~76. 82 (s, 3F)

[0282]  SEff 15 :2,2,3- =4 —3-(1,1,2,2,3,3- 7N —3- —HFACTEIE - HEI ) - Ak
(1

[0283] 4 5.5mL 7K.20mL MeCN.0. 36g KBr.4-MeOTEMPO (0. 15g) F1 10g 2,2,3- =
] -3-(1,1,2,2,3,3- /NH —-3- = HACT AL - WAL ) - IV —1- BEISCE T A% T Va0 =
e 10 50mL BIFGER D . TR TR R d, #2242 pH 8-9 [1) 36mL 15%
(wt) NaOCl 7K 7 3 8 TR IR S F AN I o S IR AR B2 F 7K LIAE [ VR &) 2 R Y (pH
12 2) . ¥MRMNIBEGWH = CBEAEI =R HIDER S T84 I BEAR - HLid i e i 7 R A
BRI ik RZAMUATE] 8. 4g B2 (Wh A1 58°C 1. 6mmHg) » WLF :81%.

[0284] 54 15a -

[0285] 4 0.27mL 7K. ImL MeCN.0.016g KBr.0.0062g 2— & J+&NIkt N- 43 (AZADO) Al
0.5g 2,2,3- =3 —3-(1,1,2,2,3,3- /No —3- =R AIE - WL ) - -1- BRE T
Fic % 30 VU S AN B PE 25 16 50mL BEIBSH . 7RI FHEEEP N AR T B 2 ek 2 pH
8-9 M1 1. 6mL 14% (wt)NaOCl A7 3 B 28 i WOR SHAs N 7E#EAL 2 I, HEAT "F-NMR.,
TR INARAR B A K LT R AR S 28 (pH 1 2 2) o B RNIREGWH — 2B =K
IR TG I mEAH . 28R, LIS B MR (0. 37g) « IR :72%.

[0286] S 15D :

[0287] ¥4 0. 27mL /K. 1mL MeCN.0. 16g KBr.0.0056g ABNO(9— % %% - X ¥f [3.3.1] T
B N-4 &) 0.5 2,2,3- =& -3-(1,1,2,2,3,3- 7 | -3- —® AR FHE -NHE
5 ) — N —1- BEBCE TG A R S AP 25 16 10mL e b« ARSI N Hide 3. 5 /i)
(R R, K22 b 42 pH 8-9 1 1. 6mL 14% (wt) NaOC1 /KB 53 3 U &2 IR SHiAN I o s
BOHBR B2 FIK LT e SRS 2R YE (ol 1 &£ 2) o IR MNVIESY — OB =R, R
RREETHR G IR . 28R, UAFRIE A (0. 48) o R :T7%.,

[0288] S 16 :2,2,3- =R —3-(1,1,2,2,3,3- /NI —3- —HACEUE - A - A%
(1)

[0289] 4 150mL £ .0. 91g AN EE %M TEMPO (0. 68g) -CH,CO,Na (3. 78g) F120g 2,2,3- =
M -3-(1,1,2,2,3,3- /5 —3— = HACT AL - AL ) - T —1- BJ8CE T 500mL IR
P 2 I I G A5 [P G A P 2 A 8 A 4 UK, B T 1 T iR 4 <
eI TN, A 45 RNV AE S SR N T« BHRAWTE 60°C R HiEE 16 /Mo SR JGHHIRA
IRA I — SRR (=R ) o« HKVEGRE FE A AUHE I R IR L T4 . FE e 25 R AN
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TR BRI, IF R R AR ZEM LS 2 14. 15g R (1. 6mmHg, 58°C ) o F :68% .

[0290] S f5] 17 :2,2,3,4,4- F 8 -4-(1,1,2,2,3,3- 7N il —3- — FAC 4K - H A
)T (3)

[0291] ¥ 8OmL ZR.0. 32¢g W.AHEZ 44 TEMPO (0. 24¢) . CH,CO,Na (1. 13g) F18g 2,2,3,4,
4= Tug —4-(1,1,2, 2,3, 3= /NI —3— AR AL - WAL ) - T —1- F%CE T 200mL 35
Va1 RIREZR 1 e ey L e e A= e W o e e N[BT R 2 SIE e o = o AP R b O & Ya
AR FHREWAE 60°C T HiH: 16 /M, BEEHZIREWIRLE pH 1 2 2 FFH =L
BEAHL (=R ) o HIZKBEG G FF A WUAH T IR BR T8 . TENEH: 2 RA P B BRI, JF H.
IR ARZLRUATE] 5. 89g B2 (1. 6mmHg, 65°C ) o YH :71%,

[0292] S5 18 :2,2,3,3,4,4,5,5— J\G — K% (2)

[0293] ¥ 60mL L2 .0. 46g T AHER4H . TEMPO (0. 35g) .CH,CO,Na (6. 88g) i1 6.5g 2,2,3,3,
4,4,5,5= J\G — & —1- BERCE T 100mL I LI, i IR e e & A A & UK [
WA BRI EESS . RS WAE 60°C FHHE 16 /N, EH LIRS I (s 17 Bt
W) FHHZ CBRAERL (=R ) o HKUER G I IA AR R RR AT . AElg e 28 R
BRI, I B R 2 L3 2 3. 82¢ IR (20mmHg, 65°C ) » YHE :55%

[0294]  SEH19 : & -(1,1,2,2,3,3- 73#E —3- AR EIE - WEIE ) - 4 (4)
[0295]  # 70mL & [#2.0. 24¢ V. A B& 4l . TEMPO(0. 18g) . CH,CO,Na (3. 69g) il g 2,2- —
. o—2-(1,1,2,2,3,3- /N9 —3— AN UL - NS ) - SBECE TS50 17 HHGR I
NAZET . WISE] 9 i TR R BEAT RNV IFFARBE . 28T R 133 4. 05g B (20mmilg, 65°C ) .
KA :78%

[0296] 41 20 :2,2,3- =% —3-(1,1,2,2,3,3- 7Ni —3- AL - HEIE) - A%
Q)

[0207] % 50mL L F2.0. 137g PR L VY /K5 41.0. 159g iR &l 75 /K54« TEMPO (0. 42¢g) -
CH,CO,Na (2. 24g) #1 10g 2,2,3- =% -3-(1,1,2,2,3,3- /N9 -3- —®ACF A HE - HEA
F) - N -1 BECE TS24 17 vp il i) s N R A, AN R4S T 100mL 25 #4510 4E
200mL 4% 40 9 Tl R AT OV IFAL I . ZRIRAS R0 7. 29g TR (1. 6mmHg, 58°C ) o U
. 70% .

[0208]  SZf 21 :2,2,3- =R —3-(1,1,2,2,3,3- /NI —3- A AEUE - WA - AR
(1) (CF,=0-F,C-F,C-F,C-0-FHC—F,C-COOH) (1)

[0299]  [A] 20mL A7 T 2. 3mL (22mmo1) F 30% H,0, %1 13. 28g (80mmo1) 7<% A i ( H
HFA- K &AL ) » RGN 2, 2,3- =8 -3-(1,1,2,2,3, 3- N8 -3- =HANFEFEE -
k) - -1- BE (3. 64g, 10mmol) o RHREGMAE M PR 2 Ko fEAH B RIZS K
Ja . @t F NMR SRR Bk A . FE RN 52% .

[0300] RS 22 -

[0301]  FEREAM LRy XA HE 2,2,3- =5 -3-(1,1,2,2,3,3- /N -3- —HACFH
- NEIE) - —1- % (0. 36g,0. 001mol) <3 A 0. 3mmol/500mg (488mg) f¥] TEMPO [ 2
T LA K 2mL PRI o KRS 3 3P, SRS AR IR B 2 RV o R AR A g e 2
YIFN NaHCO, 1) NaBr 7K¥## (20wt % ,6mL) o MK (1.5X 1. 0cm3) WA BIEHE S .
TEA TN T B RNIREY) T 0 CAETEE R (30mA, 2. 5F/mol) '~ Hifif . 7558 HLfif 2
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Jeis I UERTIRIB S . KB ARRIATER (20mL) #iE. A IR UEROIT 2 R T o

[0302]  FEAN i 1 A 5 1 (A3 L ATORS Ao RT3 T 5 A 78 T 89 ) P00 )46 50T BE 0t A4
S BCARN TR 1M 2 UL o AN AN B 52 BR A& 0] R R O 1 EAT 2 R T U B i 72 H
RS2 1 o

26/26 1T
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