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[0167]  AIA BT SRR E AL BE I, W1 BTl v K RONTR G HH IR K 1 R R VR A T
FLEURGR, FF H RS vk . fERAE 0T, TE$ &D&m%*ﬁéhﬁﬂa,ﬂ’] (I11) W
M2 EY . RGO, kISR 43 REHARN G E A AT ik 5k
L, A EANFR T 28 s 2 T o

[0168] Ay FH IR S 1) T i) 8 A SV () 18, ERTIEG Al 15 R 9 & I BE TR 1 R A O I — B mT
[V 55 B A VA R A, 10 98 5 5l G KO B NaOH 425 ik, R S5 v 31 22 553, , BB DL e o g
W HCT BX H,S0, BRALVR A, B2 pH AT 0 F1 2 2 ). pHALIER 1. HH S i R AL B A
O IEBR B REAL 05 IR —RYTIE k. HtYTiE i R ] Bl 5 S I IE 0 S, TS T
BRI IR CHE, BB B RV BEFE ATt AR R 1K 7 kB ER, AR EAN R T30 2
g SAH ETEVE AT NVR,

[0169]  — HLHIf5 0 LM 25 WA 7 I — 1R, & T b BT il 28 Rl AH I 1 — R R S

[0170] 7B —J7 1, AR HHE T R G WEE, ik RG-S BN (1) RRBRL
LR E Bef T IR R BT

[0171]
F
Z %’Qa/:
. X
I
F
R o)
N/ I
%% Ar —C—
/
ﬂ R I \/\_nw
K/\/\/
[o172] A,

[0173]  Ar AR ATEERZEIE

[0174] B4~ R MSZHE K HLC,—Cyo HEHEC=Cy5 J72ECo=Cy 7 hEdE sOH B &5 (TT) &R
[R5 A

[0175]
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[0176]
[0177]
[0178]
[0179]
[0180]
[0181]
[0182]
[0183]

[0184]
[0185]
[0186]
[0187]
[0188]
[0189]

e
Y4
RPN
k

F
O E II

AR —A R 0]y OH s 4k (1) KonrFEHA]

B R1 A7 B4 Hy C1-C10 %Edk . C5-C15 5 %L, C6-C20 ekt ;
X % 0 5% CF, ;

7 2 H.Cl.8% Br;

a=08¢1;

I H

Q 4 (Ta) £oR

F

C—Rf’ :

| Ia

Y—szi‘F

q

Hrpg=0-10;
Y Jy 0 5% CF, ;
RE" 4 (CF,) , e n 2 0-10 5
I H
RE* 4 (CF),, 2 p 4y 0-10, RFERAME 2 p 4 O B, Y 24 CF,e
AR W IR AL T 05 IR SR IR MR, 5 AN & A S I i L B R 1 1) 0 R

REARLE, AR AR R H g . 140, 75 B DuPont  Company ] Kevlar ® 57 5 S Wi
R RESCTHRAEL N 44 ISR/ JEK, Ty R SCSEREAY 11 7P Pz, AR BT R 7 Hze i T 30

IR/ JEK R T RE .

[0190] AR BHICHEAREAFRHI T LU BARR Sl 7 =
e 51

[0191]1  FHMLZEY AR F %M Sigma-Aldrich (Milwaukee, WT) 3545 1 JEAEAE H
[0192]  « U T EEAH

[0193]  « 5— FRIL[A) K — FF iR — IS

[0194]  « PUEUMENH

[0195]  « — FAELAIf%

[0196] « &S ¢

[0197] « %%

[0198]  « PUSU AT

[0199]  « /KR EREN

16



CN 102597060 B OB B 13/26 T

[0200]  « PUYRALAR ( PYIR FHE )

[0201] < thER (HC1)

[0202]  « 2- FRIEXTE IR 1,4- — g

[0203]  « ZAALBH (KOH)

[0204]  « LR LT

[0205]  « WEARFLS

[0206]  « 2-(4- GZEARZE ) —1H- Z55F [d] BRMe —5- ik

[0207]  « Xf2K fi%

[0208]  « [A)ZK —Ji%

[02090]  RALZEY I SynQuest Labs (Alachua, FL) 343 JEFEAEA -
[0210] +1,1,1,2,2,3,3- & % -3-(1,1,1,2,3,3- N 9 -3-(1,2,2 = R & 1
W —2- A ) Nk

[0211]  « LHPAIE =9 LG SE Mk

[0212] & 5-(1,1,2- =&/ -2-(1,1,2,3,3,3- n@Em 2- (S EANEIL) HERE) 2K
o) (B ZE— RS — RS

%)

i

[0213]
F P
)\“k {I i
o F/ F
F oA
O F F' Fn
F'F
© OscH
3

[0214]  {ETFFEERAET- 4G T, 0 I 70 2 A BP0 (0 LA 5 1 [ S B e VR &
2 (THF, 1000mL) Fl 5- F2FE A K — R — FlE (42. 00g, 0. 20mol) SRl & S NV A o
K BUT EEHR (6. 16g,0. 055mol) MIAEIREMH . SR mEE % 1,1,1,2,2,3,3- k&
F-3-(1,1,1,2,3,3- 758 —3-(1,2, 2 = LML) TN —2- 52 ) kT (216g,0. 50mol)
TN B RGP, ARSI T HHREW . 24 /DG, ik i A 80mL 10% HCI ke #%
1R o BT ARSI R 4, F — & et ke, F 10% HCL (2 X 100mL) ek, 285 K
(2X100mL) PE%s, LU BOKAHFA AR 7385 A HUAH, 28 5 70 e /KB IR b1, 55 ek
Hk4d, AIE SR =4 . fr=4 At 2 Mraith, 3545 86. 07g(67. 32% W R ) ATHIEEIM
Bl 5-(1,1,2- =5 —2-(1,1,2,3,3,3- /59 2- (RN EE ) NEE) CHE) AT
I — G,

[0215] il 2-(1,1,2- =&/ -2-(1,1,2,3,3,3- n@m 2- (S EANEIL) HERE) 2K
B R R S

[0216]

17
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F P
H F F
FNO Ow
F F
R F F
_CH F~F
0o 3
0
CHj

[0217]  FETFEERAEFE T, H VY SR (THF, 288mL) Fl 2- FRREX R — IR 1,4- —
Mg (30. 25g,0. 144mol) FEHLEE T3 1) 500mL 2 SR N B IR G, i B Be & A i H
M (PE) MkHR=F. MWt i iR &9, B 2RSS M. RGBT i
B (4. 435g,0. 040mol) , SRIF AL IR M. RIG4H PERF, A 1,1,1,2,2,3,3- &
W -3-(1,1,1,2,3,3- /N9 —3-(1,2,2- =R OMmERE) N —2- R4 K ) et (155. 52g,
0. 36mol) , BETE X MR &Y 8 R NVIRGWIIE =R (29 25°C) TR~ 40 /i, @it
I BmL 10% HCL, K ARG o 4 R NVGEE A 07 W0k e vl 4, SR Ja vt T — A P e
(~300mL) H, Bfif5 H 10% HC1 (2X75mL) Pk, < J5 K (~ 75mL) ¥, SA3A HIAEF
KA SRIGAE KB AN E e o BS A M. 205 i 98 AR ER AN, I HKs T 4944 ok
FRIRAE, B BB . WM T 1. 146 F 134-136°C (84. 558,91, 4% 3 ) F 1. 1 4EF
136-138°C (3. 35g) Z[HWpEHIME S (&I :95. 04% ) o IXLEHE ) NMR ( BZHEELHR )
52-(1,1,2- =5 -2-(1,1,2,3,3,3- /S0 —2- ( R NAIE ) WEE) C8E) xR H
M — R ERAEAT o

[0218] & 2-(C-& -1,1,2- —® -2-(1,1,2,3,3,3- NE 2- R AEE) HEIHE)
LESE ) XK FR R

[0219]

F IF
F O%\
F
FFF FF ~
(0]
/O
0]

[0220] ETHFERIETEH+, B _FIEFEHZ OVF, 10. OmL) FPIE FHE (50mL) 5 2- 5
FEXR I 1,4~ —FEE (1. 05g,0.005mol) 7EHLFE 151 100mL K NV LS HRA, ik
FMBC & BRI R (PE) Ik 3F. ARG PR e sl iR &40, H R3S
W K BCT B (0. 154g,0.001375mol) OB MBS A, SRIF A ISR G . &
i PE W3k, N 1,1,1,2,2,3,3- B9 —3-(1,1,1,2,3,3- /N9 —3-(1,2,2 =R OHEE)
N —2- FEEE ) KT (5. 40g,0. 0125mol) , LLE R NIBE Y. R NIBEVIESE (4
25°C) FHiHE~ 24 /M. TN 2mL 10% HCL, YK N o F BT A VRS i R0 4, SR 5
AT &P 5e (~ 150mL) Ho R K Wit dil a5 s A 10% HCL (2 X 25mL) Peik, Bk
FAKYE (~ 25mL) ¥eds, A RCE HUAHAUKAR » SR JG 76 TCKBRER AN b T4 43 B H i HLAH

18
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SRR R B L D e LK D R Tk 4 LA ) A KL= 4 o = ) ) NMR 5 gy 400 55 i S R A
Bl 2--&-1,1,2- =& —2-(1,1,2,3,3,3- A% 2- ERARIE) HEK) o8E) 5t
KR FREE LA S D AP AR R AT . RS RLR R AR ERT R, 0.,50
SRR (1) / Bkt (1)) gitk, RE kgl 2- 2- & -1, 1,2- =% -2-(1,1,2,3,3,3-
Wo-2- ARNARE) WRE) CHE) MR TR _FHEE, 2. 60g(76. 92% I E ) .

[0221]  Hfil#& 2-(2—-yR —1,1,2- — 5 -2~ (RNEIL ) L) MAE— FRg— FfE
[0222]

[0223]  ETHEEAETFE5+, B FREFWEZ (20. omL) FIPURALEK (12.5g) 5 2- L
MR ZHER 1,4- —FfE (1. 05g,0. 005mol) 7EMEAH T 100mL & NN TIR G, ke
BL A DFEAFEFI R (PE) BN« BirEantbslf3 FHREY, B2 IR SR A
JE A BUT BERR (0. 154g,0. 001375mol) JIA B S N GEIi A, SRAF A S IR &4 - 42 PE U
MR =R OB (3. 3258,0. 0125mol) , 3R1F R NVIR AW . FEEIR (Z425°C)
N H IR R SR AR~ 24 N JEREIN 2mL 10% HCL, {3 KR N H TSRS
VIR 4, IR T — & P e (~ 150mL) o, B85 H 10% HC1 (2X 25mL) ¥, 28 J5 H
K (~ 25mL) Y%, TERCANAERIKAH . ARG 7EJCKER IR AN BT s R A A A5
Yt B ik v I ELA DBV R 4 O O 7. KL I NMR 5 4l i 2- (2- 1R -1,
1,2 =5 2- (2RNEE ) S5 ) XR R = PR L S A7 A5 ) — B 2 R gt fla
PORATARTT o SRS KR =4 e AT BN 44, SRA3E IR 4= 2- 2- R -1, 1, 2- =
Wo2-(ARNARE) CHE) MR ZFIR NS, 2. 280g (82. 31 % ITHE ) .

[0224] il 2-(1,1,2- =4 -2-(1,1,2,3,3,3- /i —2- (A ENESE) HER) oK
) XM PR

[0225]

F. FF
o) F F
FN F OWF
Ff F F
/H F F
(@
0
H
o)
[0226] ¥ 2-(1,1,2- =% -2-(1,1,2,3,3,3- /"% 2- (&R NERE ) - NEEE) 28HE)
XK — HER —FE (2. 25g,0.035mol) A3 S FEIE N FI7K (5omL) 5 & &AL 8 (KOH,
1. 96g) WIS o 4 [ NFIE A TS0 5 /B, AT R sS3E (£025°C) ARGt
Bk HC1 N3 S BB b B 2 pH iA B~ 1 AT EE AL, [RIIHE [ N Bedi N FE I DTVE » BT
fﬁﬁ?ﬁﬁﬁ%?iﬁ?oiZﬁ?ﬁ#@ﬁgj}g%NMRg 2_(17172_5%\4_2_(171727 37 37 3_ﬁﬁ_2_<é
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BINEIE ) AL ) C8SE) MR AR . NS H UV LR L8R (EtOAc, ~ 1 47)
MOkt (~4 ) PESW. SRS TRE, At )R 2-0, 1, 2- =% -2-(, 1,
2,3,3,3- /NI —2- (NS ) WAL ) S5 ) MR IR EA 236-239°C 1M Ao
[0227]  f#g 2-(2- & -1,1,2- —=F -2-(1,1,2,3,3,3- /N —2-(EHEAEIRE) HEK)
LS ) XK HR

[0228]

F
FNF
TclF F
o)
O fQ F F
i F™F
o)

,0

0
[0220] 4 2-(2- & -1,1,2- =3 —2-(1,1,2,3,3,3- /N 2- (RRNERE) WEKE) &
L) X ZHIR FEE (10.00g,0.0148mol) AIA RNV EEH A /K (100mL) 5 & AL
(KOH, 8. 0g) WAV o 4 S BRI N I IS BN FA BRI A, A H 1 2 %R (£925°C) 4
Ja b 0O hn N3 5 BB A LA S pH ~ 1 34T R4, [5] B AE SR BRI N T DT -
BUTiE I AT RUTIEYIR MR 5 2-(2- & -1, 1,2- =9 —2-(1,1,2,3,3,3- /5
W -2- (RNAEE ) NS ) S ) MR ZHRRAHSRT
[0230] £ 2-(2- W -1,1,2- —® -2-(1,1,2,3,3,3- /N —2-(CEHEFEIE) HEIKE)
LI ) IR R
[0231]

F.
i roF i F
SRS NAS,
F
QO FQ FF N FNT
H
o

0

H 0
[0232] 5 2-(2-1R-1,1,2- =5 —2-(1,1,2,3,3,3- /5 2- (R AERE) HER) 2K
) MAETHIRFE (10.9g,0. 15mol) AR MNESH MK (100mL) S5 (KOH,
8.0g) MV o H R NREIE PN I AR ARl A, A HT R iR (29 25°C) . AR5 18
I HCL BB e N B b 1 &2 pH A 3~ | AT IRAL, RN T R UTVE . Buiie it &
TR, 3545 10.90g. MBI NMR (Ol RRR ) 5 2-(2- ) -1, 1,2- =5 —2-(1,1,2,3,
3,3- 7N 2- (R NAE ) VAL ) S5 ) MR ZHRRAHR
[0233]  Hil#¢ 2-(1,1,2- =9 —2-(1,1,2,3,3,3- /N 2- (R NI ) NEIHE) L%
) X A
[0234]
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F F F
F
H F F
F e F
Cl

cl
0

[0235]  #2-(1,1,2- =% -2-(1,1,2,3,3,3- 75 2- (R NELE ) - WEE) 4F5E)
YR T HER (1.129g) HUE ERC & Rl g P RE 2% IF HARRRE BUAURT 1 15 s B
B FAiBER (5. 8mL) MNEAE R MBS FF H R SOOI A A2 AN B i
ETRHHRA R SR (425C), FHETERIEENTREBEEA. VR 5 2-(1,1,2- =
mo2-(1,1,2,3,3,3- 758 2- (RFENEE) WEE) CHE) MNAEZFBEATT. =9
i

[0236] £ 2-(2- & —1,1,2- —F —2-(SRNEIL) L8FE) MK A

[0237]
FF F
F I F
Jgot
F
Cl

o]
O

[0238]  ff 2-(2- A -1,1,2- =9 2-( R NI ) S8 E) XK = F IR (50.99g,

0. 1056mo 1) JHUEFEMFE T FIBC A BibrAs  [FIALA Bt as o HLARFFE RV T IR R RO

B, LU B NV IREY) o« B AR RS (423mL) MBI R N, I B 1S N IRE

VIMARIFE A . A TRRAGWA 2SR, HF HES BRI BN R B AR

MBI B 7884 k. MR 55 2- (2- 40 -1, 1,2- =9 —2- ( &RNARL) 28E) M=

AL SR, 46. 04g, T4. 5% W, 1. L FE R Wb Ak 124-126°C,

[0239] £ 5-(1,1,2- =4 -2-(1,1,2,3,3,3- /" 2- (S EANEIE) HEKRE) 2K

) Al A

[0240]

0 0
Cl Cl

Feo F

2 FTF O/@{—F

%Oﬂﬂ; F F

H-F F
F
FFef

[0241]1  #5-(1,1,2- =% —2-(1,1,2,3,3,3- ;N9 2-( ERNER ) HERE) o5KE)
(B — R (46.63g,0.076mol) JUE FEMEFE T 1R EC & A HibE 25  [RIAivA sk 28 3 H AR R E

21



CN 102597060 B OB B 18/26 T

B PRI SO B o KA EESR (304mL) A0 B Beii rh UL R S VR A4, 3T H.
W IR0 SOV IR GRS B ITRIREWR 2SR (4 25°C), IF AR
G B bR & AR B ﬂ”)ﬂzﬁfﬁ% IR P AS = ) S8 25 R LA Al =)
5-(1,1,2- =5 —2-(1,1,2,3,3,3- /N30 —2- (RN ) RS ) CFE) MR HIEE
50,38. 96, 78. 8% T #, 0. 60 L Rk 5k 116-123°C.,

[0242] £ 2-(2- R —-1,1,2- —H —2-(1,1,2,3,3,3- N —2- (R FEE) HEIHE)
LEEIE) MR A ((a) ~87% ) Al2-(1,1,2- =& —2-(1,1,2,3,3,3- 7x&E —2-(4
NS ) WA ) 585 ) MR HME (B) ~13%)

[0243]

FF

w jwlw

#5‘ wes

[0244] A5~ 13% 2-(1,1,2- =4 —2-(1, 1,2,3,3,3— INI2- (RTINS ) WA
B CEIE) ME WK 2-(2- W -1,1,2- = 2-(1,1,2,3,3,3- N 2- (2R AEA
) WHEE) CHEEE) XRZHR (57. 70g) JHUE AEMA 15 AL &0 BERE 2y [ A ke
HHARFFE RS T ER R NEE T, UE R VIR EY) . 1 WARIHER (334mL) A F]
KN LA BUR SR G o B W ) RN IR S A et 4 ¥ iR G A E1 2
i (4 25°C), HFHNREWH RSB RIS S FTAREL A LB SR N =Y. 2R )51 e
PR R, AT <38, 968, 78. 8% L E, ~ 0. 30 & B A4 150-165°C . BT NMR
5H2-(2-9] -1,1,2- =5 2-(1,1,2,3,3,3- /N —2- (RN EI ) WEE) C8%) Xt
RS (~87% ) Ml 2-(1,1,2- =4 —2-(1,1,2,3,3,3- /N 2- (BRANEE) HNE
i) L) MR RER R A YARTT

[0245]  SCjfifel 1A 2K — i 2-(2- i) 1,1,2—zaﬁ—2—(1,1,2,3,3,3—}<fa§u—2—<éﬁ

AR ) - MR ) LU ) XA PSR S
[0246]
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F_F

,§P<F
o)
%F F Br(H) ‘{ 1&
Ha F ocn _ owac @'
NH,

F
T sy Br (H)
cloc 849
MPD E113733-074
CeHgNy C16H3\,'\3/’C_:'2F1605 4
Mol. Wt.: 108.14 Mol. Wt.: 729,98

2.862g (3.9207mmole)

T

i FNMRAEARR, iZAH~13% 8407 X

[0247] BRI —fi% (0. 424, 3.9208mmol) O BIAL & = FIIE L WERZ (28. 84g) HIMEAE T
WE’J&F/J\J?EEPWFBZ@ﬁ TERRAE, REH 2-(2- R -1,1,2- =% —2-(1,1,2,3,3,
3= N 2- (RN AEE ) - AR ) CHE) MR LR (2.862g,3.9208mmol) (7
25 NMR, B AUH B~ 13% 1 2-(1,1,2,3,3,4,4,5,5,6,6,7,7,8,8, 8 T ANFEESA
J@E) R RERSD) A BI SN, FF HAPRERFE DO R IR G Tl i 2 IR
MR, TR B EAE RN NI B0, ARG TH o 4 /NI B BTS2 S0 iR N AL & ~ 150mL
AN NI Sz IR S S E I s A S R Ry v S 0 G S RS Ry v S = Nty o C I 7 p S
Jii ¥ NMRmTHjFﬁF'H“Eﬁ‘ﬁﬂ;zﬁ’]ﬁﬁ"%ﬁf%@f‘ﬁﬂﬁ)ﬁ? MR s 2-2-] -1,1,2- =
—2-(1,1,2,3,3,3- /N0 —2- (RN EE ) - AL ) S8 ) MNAZPHENERE.
[0248]  SLjfifs] 2 X]L 5 2-(-9 -1,1,2- =&/ -2-(1,1,2,3,3,3- NE 2-(2H
A ) - HEIE) 25808 X% — PELE I ELS
[0249]

; «
R oy
F
F
F cocl OMAe
HoN NH, >
cl

0.4249 (3.9208mmole)

F
28.84 Br (H
OC £113733.074 ’ o
c’;ﬂ: ',3\' C46HaBIC 160 o
Mol Fortelz Mol. Wt.. 729.98

0.424g (3.9208mmole) 28629 (3.9207mmole)

JFNMRARR, ZA#~13% 6,407 X,
[0250] Kkt 25 J& (0. 424, 3. 9208mmo1) MIAFIALE = L LW (28. 84g) IFIHERE T4
10 SR DU O WL A 0, AR 4 2- (2 1,1, 2- = -2-(1,1,2, 3,3,
3- A -2- (RN ) - THEE) 285 W~ B (2. 862g, 3. 9208mmol) ( V7,
22 F NMR, B S &~ 13% 1 2-(1,1,2,3,3,4,4,5,5,6,6,7,7,8,8, 8 T /S E AL )
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SO MAENEH, BB DY R MRS . TSR 2 IR G, ik
EREAE SN AN IR, IRIE T R o 4 /NI S H IS R ARV VRS AN AL 2 ~ 150mL 7K ) FLAR
TRIEAL, IF BRSO AR F T A3 K B EE AR =B T ikl h
MRS 2-(2- R -1,1,2- =3 -2-(1,1,2,3,3,3- A& 2- (SR AR ) - HEE)

LAEEE) MR AR EY
[0251]  SEjifp] 3 :2— (4— GFLIRIE ) —1H- ZKIF [d] KM —5— i b5 o % — e [ 57 i SR Tk e
(4t) o)

[0252]

F NH,
FLF H
o o N
HzN—O—NHz FT FF P 2 {\,
N F. o <p Br (H) .
PPD e F

CoHaNa F cocl HzN
Mol. Wt.: 108.14 5 Ki: CaaHiaNg
0.424g (1 x 3.9208mmole) cloc HamE: 224.11

E113733-074 F§ 29426
C1gH3BrClyF 105 i )
Mol Wi 22006 ’ 1.7573 g (2 x 3.9207 mmol)
8.5860g (3 x 3.9207mmole) 1757312 = 0.8786 g (3.913 mmol)_

8.5860/2 = 4.2930 g (5.881 mmol)

0.424/2 = 0.212 ¢ (1.963 mmiol}

8.5860/2 = 4.2930 g (5.881 mmol) x 0.87

3.7350 g (5.11647 ramol) {Br)
0.4969 g {0.7645 mmol) {H)

— 4.3318 g

FA-aTE): ~3hrs
K P dhppt, T

N (o) (o] (o] o
e OH Q! {@Q}
N N
H
M i\{/ F BI‘(H) j\t F Br (H)

[0253]  7E e, & T R 2-(4- &R 2R FE ) —1H- 2K JF [d] K e —5- Jiz (0. 8766g,
3. 913mm01) FT 28 i (0. 212g, 1. 963mmol) ¥R T DMAC ( ~ 100mL) LA s . 18
o 5] AT IR VS R I N T AR 2- (2-9R -1, 1,2- =4 —2-(1,1,2,3,3,3- N 2- (42
TNAE ) - NI ) CFEE) MR HIEEA (2. 862g, 3. 9208mmol) (VEE, £ H NMR, %8t
S~ 13% /) 2-(1,1,2,3,3,4,4,5,5,6,6,7,7,8,8, 8- T /NH LR ) X L
) (4.2319g) KK NIRGY . HRNBEVIESE (249 25C) MFdk. Rk
&J‘I/w YHE N ~ 200mL 7J<EI’JE7M</wF B, SR TE R G DTTE . FHBAMRK PR
DUVE IR S IE AT, JAF ~ 4. 5g AWM. ik =il A 2- (4- 20 ko
J@E) 1H- 283 [d] mkme —5- H;z'%iﬁ R DT R B () BEW.
[0254]  Sjif] 4 :2— (4= SRR AL ) —1H- 2R IF [d] WKW —5— i b5 [A] 4% — [ (1 77 i FE W %
(ji) HS’A%

[0255]

1 A1 DMAC
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E h NH,
NH, E F I-F \ \(@V
F F LF I
HZNO : F F /& 2 N
+ F%F Br (H) + »

o}
F
MPD F
CaHNy FF cocl T HN
Mol. Wi.: 108.14 1L Xt CqaHigNg
0.424g (1 x 3.9208mmole) CIOC . 157 33-074 ﬁ;@gg 224, 1;
224.2
= 0212 g (1.963 i C1gH3BICI5F 1605

0.4242= 0.2%2g (1. mmoi) Mol Wt 729.98 1.7573 g (2 x 3.9207 mmol)

8.5860g (3 x 3.9207mmole) 1.7573/2 = 0.8786 g (3.913 mmol)_
8.5860/2 = 4.2930 g (5.881 mmol)

8.5860/2 = 4.2930 g (5.881 mmol) x 0.87

3.7350 g (5.11647 mmol) (Br)
0.4969 g (0.7645 mmol) (H)

- 423103

% #): DMAC
Bt ~ 3 hrs
K F #ppt,

~QTDQ
PR A

[0256]  7E e, & T K 2-(4- Ak 2R IR ) —1H- K G [d] BK e —5- iz (0. 8766g,
3.913mmo1) HIA) 2 —Ji% (0. 212g, 1. 963mmo1) ﬁﬁﬁ? DMAC ( ~ 100mL) A PAJE sl . 18
o [ TR SO I A ) 2- (2- 1R -1, 1, 2- =5 -2-(1, 1,2, 3,3, 3- N 2- (2%
W) - NER ) CFEE) MR IR (2. 862g,3.9208mmol) (717, 48 H NMR, 1% EESR
4~ 13% 1 2-(1,1,2,3,3,4,4,5,5,6,6,7,7,8,8,8~ T /SHFEEAE ) W FHE)
(4. 2319g) KIE R NIREY . AFHTFRNVIREWAEER (2925°C) THHR. REH
R NARA BN ~ 200mL K (1) FLARIRBIENLA, 3 HIE 3R G UTTE . B I K PEE
DU M R AW I A TG, 43~ 5. 46g 22— (4- AR5 ) —1H- 2R3 [d] BRmk —5- Jigfil
[ K H;:E’Jﬁﬁﬁ%mﬂm H“/\%
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H-O O

[0250]  FETHEHRAETFEA T, B2 % (1. 08g,0. 0lmol) JHEUE fEHEFA T I Bl & A HL
PRARRE A 1) 250mL S NS o ] S NI RZES I N 2- (1, 1, 2- =% -2-(1, 1, 2,
3,3, 3= /N 2- (NI ) WA ) S5 ) MR ZHFEER (6.66g,0.01023mol) K
RN TS RNV TRAE =M (29 25°C ) NI, R G S R G WAE /K iiie
Ko HBSMAKBEE TSR G, SR G5 60°C T EA T

[0260]  SEJfifhl] 6 o 7% e S M

[0261]

F'
TH_F j F
0]
0 F F
F F F
F' F HoN
+

Cl Cl

26



CN 102597060 B OB B 923/26 T

[0262]  {ET4EERVET-E4 1, ¥ 2K 1 (1. 08g,0. 01mol) JEUE 7EMEAH T I BC A& A AL
Pl HE 25 16 250mL e VB . R E W N 5-(1, 1, 2- =9 -2-(1,1,2,3,3,3- /8
W2- (RIS ) AL ) S8 RIZE ZFELS (6. 66g,0.01023mol) LUK B W%
Wo FPTIFRNVIEBAEER (29 25°C) TR, KRG RAEUEK P IE K. H
BANR K BEEE TS 2 G, SR G 1E 60°C R A4

[0263]  SCjffsl] 7 o 7% e I

[0264]
F
TH _F j F
O
RNy,
o) F F

F F F
cl -, HZNONHZ
ol
cI
O l

P@LQJ%L
*I

[0265]  {ET-FAHRAVETF-E46 1, ¥ 028 & (1. 08g,0. 01lmol) ﬁﬁzﬁm,arﬁﬂ%ﬂ’ma%’ﬁim
PR HE AR 1R 250mL 2 SRS o 1712 R ST N 2- (1, 1, 2- =5 -2-(1, 1,2, 3,3, 3- 75
2- (RFNESE ) NERE) CHEE) MR HELSA (6. 66g,0.01023mol) LATE BLR M#
o TS RNV IEHAEENR (24 25°C) FHEHLR, RIGHTEREWAEKPITE k. H
BAMAK PR TR AW, ARG 1E 60°C T B2 T

[0266] S 8 LTS B s

[0267]
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YaviDwl
H-O .
F

FeF
[0268]  {ETAA¥RVET- A, Bt 0% (1. 08g,0. 01mol) JECE AEHEAR T 1K BL 45 5 AL
PR FE 25 16 250mL S NS A FZdE P AN 5= (1,1, 2- =3 -2-(1,1,2,3,3,3- /5
Wo2- (RRNER) NEEE) S5 MR FIEEE (6. 66g,0.01023mol) DU B V%S
Wo HRNIEHAEZE (2 25°C) FHFEE R, ARG TR G AE K P iiie k. AL

FIZKPESRFTAS5R EW), SR JGAE 60°C N A T4
[0269]  SCjifsl 9 ; 77 i S kL

[0270]
F
F
E | \Q:I:F .
O
F NH
F%\i/ F 2

o)
O Fo F H H § >_U_}
H2N—© — J(N‘©'N .
c * o F F
cl F% FE
O ¢ cOF
F

[0271]  FETFEERAETF BT, ¥R 2 % (1. 08g,0. 0lmol) JEUE AEHEFR T I B A& A HL
WA FE AR I 250m0 [ VB o AZ R NI 2-(2- & -1, 1,2- =5 2- (2% A
L) ) XS (5.19g,0.010mol) LATE R NS« A4 BT 13 I N IS TR AR 28
(29 25°C) FRREIEA, 2R )5 e R G WAE K P otie k. R ESMO KSR 1SR 59,
RIGAE 60°C FES T4

[0272]  SCjfafs] 10 o 7% e S EE I

[0273]
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"o F i
Jeolk,
R F

o — O

Cl

[0274]

O
Il

|
In
ﬁ3#//£i | F F
I c©F
Fef

TETHaERAET R, B 2R ik (1.08g,0. 01mol) JAUE 7EMEAR 15 1 Fl & A AL

R FE A1 250mL [ B o FNZ ROV I 2-(2- & -1, 1,2- =5 —2-( &/ NA

AL ) CEIE) XR
i (4 25°

[0275]  SCHEA] 11
[0276]

HoN,

MPD
CgHgN»
Mol. Wt.: 108.14
5.4 g (50.0 mmol )

[0277]

) FHLFEE A SRS PR B A AE K
SRIGAE 60°C FES T4

-(1.1 2-.:-5\. ~2- 1,1.2.3,3.3-
~ﬁ2(Aﬁﬁﬁ§)
FEL) TR F = F B R
tg X2 C1gHyCloF 1605
MR & 649.92
sF%:651.08
1.03 g (1.58 mmol)

TR (5. 19g,0.010mo 1) PATE B N . 1 P 1S I N AR =
TUVE R . A K B TS S 54

LIE N % 1§
wHF X CgHyCloOy

A HME: 201.96

1% 203.02
9.98 g, (49.16 mmol)

H
N
NH“<::j§
o) 0

~3.1 mol%

FETARBRAE T B4 P R s — B SAR A2 250mL B+, B THE (150mL) , JF

HIHRGY), BRI SRR A HOmmiR e (10. 6g) AR ZK (150mL) 1)
AR ISR, IF HNA THE B R TR S piRE~ 5 70

FUARIREENL T o K T IS
%*Lﬁ%@WA%ﬁmm(HH&%@%E%WMOH&%%
W EAT 1. 177 (H2S04) [ 1V,

VIERT NP (25mL) Hr IR B AN AR, IF HAE 60°CRIE A

¥b~mdm‘%f
— e R

[0278]

H BX
SEG
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N AERA /N RSLRI AR b ECE ~ T2 /N, IF HI 2 B A R LA E B A AR T RE .
LR AR A A 150 CRUEZS M IN AL/ I, fil g e A . 4R TR 1 .

[0279]
A1
ATARAk A VSRR A TR A SRR A IRE K B
(7K) (K) (=9 | (=t ¥ | (KXBH/
Pz, ) 4%, ) B K )
7 B A 102+/-1.7 [50+/-2.8 65+/-1.4 [39.0+/-0.8128.3 b7
3% 35 84 +/- 1.4 |12, 1V B4 +/1 2.028+/--0.4 [39.3 8.5
£ 150°C A=
AT TFB
5 NEF e E
e
= 24 1114/-1.3 [71+/-1.1 [76+/-1.4 145+/1.9 [23.8 0.4
2% 3510 89+/-1.5 |4V [56+/-2.9 [32+/-1.6 [33.4 7.4
aE g 117+/-1.397+/-2.3 [88+/-1.4 |55+/-4.6 [18.6 0
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