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PR PRE, RS HHEE

AEAHYEEHTAEME LW F AFPETELHBIXLH, #
o, TARF, KEN, BAXBREHBIABAORLEH, LTUFAL
WERB XA EZHRTIEBHALSH.

AZPAHBRANTURRERFRGT EHE, #Hlo, HFERERSS
LBH AP/ AABREMNRE, REEFAERANTERB AN, BIHHK
RN EPOIEERRE, LA EEYS, o, BERE YK,
L4, WEKF. RecHARABEN, FHFN, BAANFLTAEMA, &
P2 X R G R S R BARE .
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E3p] 1

(4- /A -2-BEFEAFXK)(4- FXHK) F8

¥ 4- F.2% (605g, 3.45mol) Fo4E /5 (107g, 4. 4mol) & X7k THF
(1200ml) #) R 694 - RELEAEERFH M) 5 - /I 1,3- —AFXH[c]
ek wh — 2 - & (500g, 3.14mol)é XK THF (3000ml) £F & F. ¥RE
BEAESCAT. SR RERSMEEZERFIA.

3% 2 8% (4500ml) mB) BB &4+, 45 NaBH, (238g, 6. 30mol) 50g
— 3B RESHF, RGLEEREFIR. WATKHREY 2/3 ZM,
RELERERASM P MK (4000ml ). Fiffzi A EtOAc (2 x 500ml )
ER, REAGEEAN, FRHFHLESY (180g) A, LEERAURAT
THAE.

ZEE A 655 2b4b, M EtOAc/EESt (1/1) b, FH LN L.
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WA R G FE RS, H Rk,
FF% DSC: 116.5TC.

'"H NMR (DMSO-d,, 500 MHz): 4.42 (1H, dd J=13 Hz, J=5 Hz), 4.53 (1H, dd J=13 Hz, J=5
Hz), 5.45 (1H, t J=5 Hz), 5.98 (1H, d }=3 Hz), 6.14 (1H, d J=3 Hz), 7.15 (2H, t ]=10 Hz),
7.35 (2H, m), 7.74 (1H, d J=8.5 Hz), 7.77 (1H, d J=8.5 Hz), 7.83 (1H, s).

C,;H,,NFO, 7T & &5 #f

it H{E: C, 70.02; H, 4.71; N, 5.45;

s@{E: C, 70.01; H, 4.71; N, 5.51.

1- (4- f%R) - 1,3- —&AF%HF%d-5-FHK

¥ (4-FRE-2-FRFPEXR) (4- BFEEK) VB (7000) & #
F H,PO, (60%, 3000ml), ¥ &k AE 80CHm#E 3 I, WAFTHE
(1000ml), 4% & &48. KABAFX (1000ml) 3t —F FH, &5 F 48,
WATHERERN. M TeHKA EtOH (99%) £4 584, 53 219g (29%)
RS,

#¥: DSC: 97T,

'H NMR (DMSO-d,, 500 MHz): 5.15 (1H, d J=12.5 Hz), 5.32 (1H, d J=12.5 Hz), 6.27 (1H,
s), 7.21 (2H, t J=10 Hz), 7.25 (1H, d J=8.5 Hz), 7.40 (2H, m), 7.71 (1H, d J=8.5 Hz), 7.90
(1H, s).

C,.H, NFO 7. & & #F

#H4%: C, 75.30; H, 4.22; N, 5.86;

SE®{E: C, 75.01; H, 4.22; N, 5.83.

1- (3—-—waitait) 1- (4-f,¥FX) -1,3-—&FF¥H#
%wh - 65— PHB

AE-50C &4 F 3 nBuLi (1.6N F %5, 320ml) mE|EH T DME
(150ml) 83 —J% & B (55g, 0.5mol) ¥. FHiwZEM-T DME (500ml) &5 1 -
(4- RFER) - 1,3- —&F¥ )% -5 P (62g, 0.26mol), F
BB REA-40CAAT. Fmti (45 54) BRLEERBHEHA 20
S4r. f-50C—kimA 3- —FEHAE 100g, 0.82mol). FrFidp
£ E, 6004 5M 120 04K ERA £ 50C, HFRAEREGEHBEIAKRKA
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L), REMPH(2>500ml)FR. AHAMA HCl (4N, 500ml) FH. AT
58 % % JA NaOH (LON) 5%t (pH 10), ¥ 3 (500m1) F I, K (3 x 200ml)
. FEABH ALK Na,S0, (60g) Fi&, FHREA®, WATREEN,
F R AR MALA (64 Tlg, 76— 84%) H 3.

"H NMR (DMSO-d,,, 500 MHz): 1.20 (1H, m), 1.30 (1 H, m), 2.00 (6H, s), 2.10-2.20 (4H,
m), 5.12 (1H, d, J=13.5 Hz), 5.20 (1H, d, J=13.5 Hz), 7.13 (2H, t, J=8.5 Hz), 7.58 (2H, dt,
J=1.2 Hz J=8.5 Hz), 7.70-7.78 (3H, m).

MEERL T, FaERE.

4 DSC: 156TC.

C22H23N2F05 7’5%-—53\%

++FH1&: C, 63.75; H, 5.60; N, 6.76;

g @4{E: C, 61.60; H, 5.62; N, 6.63.

LA 2

(4-ZEBE - 2- XA FEERA)(4-AXHE) T8

B 4- FGRE (21g, 0. 12mol) #+4£ & (3. 4g, 0. 14mol) &5 £/ THF
(150ml) ) A8 4- REXBUEZRFEME) 5- ZAEKL 1,3- —&X
3 [c]=kvd - 2 - B (20. 6g, 0.1mol)#y XK THF (150ml) BFRER Y. W
BERKFESCAT. ST EH AL RSGWAETRRFIA.

¥ 2. % (300ml) mB) & 54 P P, H4F NaBH, (7.6g, 0.2mol) %y
lg — B RSHT, REATERY 4IH. AT LIERN, £
# T ahh P imAfiLeE (300m] AR ERZR). A AN HCl RERFF
mke) pHAE 7.2, RGH EtOAc (2% 100ml ) FIR, ZEXHBEEN,
B EicEAL Y (30g) A, RERABTTFIAL.

'H NMR (DMSO-d,, 500 MHz): 1.3 (3H, t J=7 Hz), 4.3 (2H, d J=7Hz), 4.35-4.5 (2H, m),
4.55-4.65 (2H, m) 5.35 (1H, t J=3Hz) 5.95 (1H, d J=3 Hz), 6.05 (1H, d J=3 Hz), 7.13 (2H, t
J=10Hz), 7.33 (2H, m), 7.64 (1H, d J=8.5 Hz), }, 7.90 (1H, d J=8.5 Hz), 8.10 (1H, s).

1- (4-®EHX) - 1,3- —& R X HSH-5-BRLE
B (4a-CRAER-2-FBRXFEXE) (4- 83X L) 78 (309
%M -T H,POL 60% , 250ml ), FF 425 #& /£ 80C widk 1. 5 B, AmsK (300ml)

9
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#+ EtOAc (100ml), £ % &48. Kt —F A EtOAc (100ml) Fik. 4
FAEWAE, HETRELEN. FAGHLIKSZ 30g RKLbehib.

'"H NMR (DMSO-d,, 500 MHz): 1.3 (3H, t ]=7 Hz), 4.3 (2H, d J=7Hz), 5.17 (1H, d J=13
Hz), 5.35 (1H, d J=13 Hz), 6.25 (1H, s) 7.20 (3H, d+t J=8.5Hz J=10 Hz), 7.41 (2H, m), 7.86
(1H, d J=8.5 Hz), 7.97 (1H, s).

1- (4- f¥R) - 1,3-—E % Hdh-5-58%

B 1-(4- RFEE) - 1,3- —&FFKHF%wh-56- BB LE (30g)
%M EtOH (96%, 150ml)#= 2N NaOH (150ml). I§ERE A 1 8.
AT E 1/2 4648, B EtOAc( 2 x 100m] )FEER A48, K488 4L pH=1,
RHm) A SCEEEGERIKL, F3 16g MW, K5-C
f#E 1,3- —AFEH(c%dh-2-BARE X HEH 66%. mp. 187
1907C.

'"H NMR (DMSO-d,, 500 MHz ) 5.15 (1H, d J=13 Hz), 5.33 (1H, d J=13 Hz), 6.23 (1H, s)
7.18 (3H, d+t J=8.5Hz J=10 Hz), 7.40 (2H, m), 7.84 (1H, d J=8.5 Hz), 7.94 (1H, s5) 12.95
(1H, bs).

REF RS YRR EH RIS, BA LR 1 S
&AL,

10
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