5- F - 3- W Mk R It e 1) - B

—. XBHK
1. 8L 5-FIE-3- B M LR 5 B, 522 claisen 4 S b, R S
LRI ) S I, S A AR R 5
2. MR AN (TLC) W N
3. ARZPBANMNADNEGBINE, HEPRM LS HA UL 55 %
TSR PTG AR
. W8
T ) R TRAE E5 1 b g R S IR e (AT AR, TGS 25 ) e il 2
Tofr 40 T B /D K 1 10 AR KB, FH T v6 22 Mo B R o il 28 2410 8 7T DR B
N A HET7 T A H i AR I, AEpi A R G, R 2T Rk TS AT,
{EAE H AT — 28200 a7 R ANEE ] . BRI — e ik -

e 1 51 AL AS [R) R T AN [R] (R 2 25 ) RV R e i A4
Yz is LRl b, (B EOE s Wi i i AT 9 B A 2 (1)L SeR i

g (ST) e (SD)
NH —
HZNOsczNH—&—NHZ HZNOSOENHﬂocua
N-N
#HEM (SG) K (SMP)
-l soan'%
H,N SO,NH—(, Hﬂ\l@ oNH
2 2 N / 4&':"4{
CH,3
ik ek g (SP) BT RRZES (SMZ)

el 240 B LA B (R A DRI 3 A P 5 A B IR B 07 IR B, E R B L0 i
2 U P R S e, Rl e S5 DL HAT J0 I A BRI S BRI %
WRER S 2 M EUR M AE T RE, HRATRRVEAR. BRI NS 5 E T 57 s 2 0
& LI EE N A .



=, ERRE
el PP S R P A S S5 R

N-
ZN@SOZNHﬁ
CH,

BT A B (SMZ)
FRITIE:

N-
Hzm&j}sn2 NH-¢ ©

CHs
/ Y

HzNQSOzC' ¥ N"hu HoN- @ SOzNH2+CI—</ 0

CH; -

N
CH,

Wt 3-5-5- AL oM K 7S s HAS S ), th T 3-AH3E T I v (Rl AS
T, HZRTEI 2 RAENE, RIS 3-50-5-H & e M M Al 441 T 25 2 138,
AN S, DRI R S — POk i, R e I SR 2 N S R, H
RO P ) A 5= HH -3 S I M Jlg 1) 15 Pl i 2 2 LA TR — LB AT IAT I g Jkt, 7
MEAM1E R N 4 Claisen 46 519 SERE N IR AR, F5FE4e 6, e 5-FH2E-3-
S REME IR . X IERE A R 2 B ARAS 5-HJE-3- e REME %, TS0 AR LR
WA S AA &, W2 S 1 21 H AR i i S S e

N

— N~o N-0
NaClO_ 0. NH, = mccom@sozw&)\—* HZNQSOzNH ’

5-F -3 R A BT AR R

M. sERpR

1. B
KR — PR 9.5g (0.065mol, 8.8mlD), i 5.0g (d 0.78, 6.5ml,0.085mol, 1.3eq),



AN (4.69, 96%, 0.085mol, 1.3eq), Jo/K LW 100mL, WHifg 10mL, 4R
Z g 100 mL, #he¥eiE 1.9 g (0.0275mol, 1.1eq), 30%if%d /K 10mL.

2. BIEPR:

ESEE B ERE, AR (FmiE I CaCl, TR WS VA i -
¥y 250mL PU oI 100mL oK S8, HidE At AN e 4.69, HbEiE
5], ARG IR o 9.5g RERR - ZBRAN 6.5mL A RV A I 1S A T
TN, RIS FTE#] 30°C, 49 5-10min H5E. ARJE H H s )
HREAE 40-45°C, Btk S 45 JEURIE 2 (TLC M, JRIFF: V sl V 2pen=1011),
25 1.5-2h.,

FEIRNAEG, BEFE R, 78 0-10 °C (UK/KIBAED RN (41 4~5 mL)
% pH=3, JiE, D OREEGIE AR, ARSI T, A 50mL 4R 4T
H50mL 7K, AR S8 i, RN K A A A . DRV
#) 250mL [FEpip, KRR TR ORE, FREPA R, I Likketr
KR R LIRS, #3250 mL 40301, FH 50mL 4R L BE5r %
RUEREEAIEIR . A7 [ SRR R GER, 4r KRS, A HUAHT A 50mL sk pkd—
o AHUAHRTGARIRIR BT, - TERdug )5, HB3) 250mL [Jkkeit,
FHK SR D Hs e 4 i BEAT 980 7848, W4 130-132°C/37 mm Hg or 117-119°C/29
mm Hg #474>, or 65-75/5-10mm Hg, 6.0-8.0g, i 60-80%.

FREL L3k Z B N R £ 15874 3.99€0.025mol)#4% £1| 100mL B ke,
JBNTET, NN 15mL Je/K R, 7E Wit #F EeAT 84t 1, A 1.99€0.0275mol,
1.1eq) hIRFLNE, RJGINHE 68-70 °C & M JFEHY K (TLC MM, V uwlV -
wen=10:1), #1757 1.5-2h,

SRV, 75 10°C LU 12180 N2y 10 mL 25%%240K, N, THi 42 35-40
°C, HREBEFERMNY 3h (TLC Mi¥E RV, Vo puslV cpes=10:0)0 RIVEERG, KK
PR EI AR AN, AN 10mL POK, IR RONVIE TUoK T, #E 15min, ff
it R, g, HUOKSEREA, moaER T, OAMTECT, 493
5-FHJE-3- Sl M I i, BREE, TR, JRIE IS SURIZLAMERE
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