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befs), £EFBEEF A 0°C~40°C F A 2~18 1 BF, 42 F [M4KAV), ¥
BARL B, TEREATT—RAETER., BEFGELSFHAERS
e 1: 1: 1.2, FEEAAEH 10mL/g(l), £ 25CTRAEL 12 A,

& & 8 R AV) e A Z] CeCly»7TH,0 #= Nal £ CH;CN F 6§ R4 W F ,
AR T B, FFE] P RKR(V), BIFEGR LA A 15~30 247, H#F
FriR (V)W SRR T 5 4 T EAMAFKERT, A LRSS HRFK
A, WLBRIAKM pH=3, BALBTEERNKA, HbFa 6T E
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BRAEERMAEN, AR BTHEATEAISCTELARRAIS S
bh. REERE, MAKRFLBLE, LoRs, 2BANE, #1,
M F YA LS ety s, AR »’Z&ﬁi‘%ﬁ%éﬁﬁ%m%ﬁﬂﬂi
Bkw, AURUEBANYREKIE, AHLEBIAKA pH=3, M
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VA LB =R E D 8 H,
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FHEA S M R G ERE, RHRA, ETRA; RA DMTMM # 4%
AR E & EAAV), BAKEE, IRV RELEATILEATT
— B HB: A CeCly7H,0/Nal/CH;CN R4k & BLIR A T B3 4] &
A AR(V), 5% AR — A HUEH 2 —BRAL—A AL RIR 6 T
TR EAR(V)SAL, TR EEAT T —RETR;, RARGERE
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ik, AHBERBEOTERARAZBANLEG T RKRV)FFLEZHFE
a4, FIAKERTRERRSCITRREMNT. RABRE A IE
F e ik —BULIR 8 F ik TR R L A sk, B RA S AT EAK AT
FRLEHITELE RS, REAY LR REAFEL I RN
AR T #0942,

FLAR 4 F X
THBATLARGHE LA —FTHBRLNA, 2R, L HER
A, XETHAEHIRZRTFEHEBELARLAZA, ARELERNY A
FAMEATH XEH AL A, ERALBHAHFT, wRFHHLA, A
B XA B PR, ER F T AR i 2R KB I AR
BAAR 4ot =4 &4 3,

1. L-& 88T BADS &

¥ L-& £ B T B 8% 0144.74g, 05Tmol) 5 F B KB R
(25~30%)430mL %4, AR T EHHEH 7 M6, A KT RHEAT
HGEERS I, 2%, HERFOANAARRKRABRET IR, BEXK
REA, FIREFECEK, EATA PO THRE, 53] 117.07g 8947
B, KE: 94.82%.

TLC £#7: R=032(&AF: T : &AAK=10: 1: 0.5).

2. 4-RTEHEAIR-FTAT —B-L-& RABTRAIVK &
¥ 2R-F T A T-1,4- =8 -4-8 T 8 (II1)(64.27g, 0.28mol)iw T
600mL KK F B+, FAeA P F4KII)(60.82g, 0.28mol), A ZE TFH
10 548, REMmA DMTMM(92.90g, 0.34mol), EERTRA 12
B, REBREERRTE, MALRTE, ¥ANMMKRAA H,O. #H
HCl. 4&%= NaCl &%k . t8F NaHCO; &E#& . H,0. 48f NaCl R %
%, REALK MgSO, Fi&, BEXRKRER, REAFEARKEK, £
% F A P,0s FIRE, 138 115.68g #rAA%, L RBLALF LR
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AT F—REFEK,
TLC 4#7: R=0.58 [ & @8 (60-90°C): LB TE=1: 1].

3. 4-BAIR-FTAT B L-ERBLFEMNGH &

3 % 8 4R (IV)(115.68g, ¥4 0.27mol )& T 1300mL ZH F, A
CeCl;»7H,0 (150.48g, 0.40mol)F= 7K Nal (52.47g, 0.35mol), P B
ek, A TLC AMEE, #H 1504 ERETE, BEHKE, R
STH, MALBRLERHER, XK, 2%, BIAANME. REH
FEAMARAA H,O. 48F NaCl mEk ek, BARE, RELKT
B B G BAME A 0.6M & NaOH 7AKE#& 500mL(0.3mol), K
%, HERE. BHRKEA LRI ®RE, FARSAHNTAHER
FAKA pH=3-4, A LB TE(<3)ER, AFFHA. K& H AR hAd
A Ak MgSO, T, BAERM, REEH, FELFHEARERKR, £

2T P,0s FIRE, 8% 109.3g ¥iFRNEH, FRBLENIFL
BATFTT—RAEVRK.
TLC &#: R=0.15 (CHCl;: CH;OH: CH;COOH=10: 1: 0.5).

4. N-[QR)-2-(FB B3k FA)-4-FAREE|- L-E RABTRAGFE L S 4,
D& 4] &

(A) EXBEAHT, ¥ NH,OH-HCI(26.9g, 0.40mol) £ F 8 (270.0
mL)¥ 44 5& 5 KOH(22.6g, 0.40mol) A F B3 (107.6mL) ¥ 89 & R BLH
RA 10 o4, FA.

(B) ¥ B3 PTARE4 ¥ FAK(V) (109.3g, ¥4 0.27mol #)% F 800mL
LK@ Sk, A4 ZFE-15C, HEFTmA N-FEDGHKNMM,
39.0mL, 0.35mol), FEE#HMmAE FHRAE TE@U2.1mL, 0.32mol), &
BERMIL-10C. RmETRE, HFHERKEBTRAE S 54, A LR
BRL W e A F B (A) F A7 8 4 409 NH,OH/ F BR350& , R K36 F B AL 30
o4h, BAETBRTEE 3004, BERB, REERM, BRARFT
BMEs, REEFER, HHE. BAMMERSTEH, ZRATH
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Bk, £49KE, ik, KEBRKR, ARKKERKR, AR LBKE—
k), EALZETFTHA PO T, 133 s43gH . H5, AR REMNU
EHE KT FIFE 34g R, AHAGMIE, kit 57.7g. WiZ
HEMAIFEEARENTRERT, RESHE, ¥BREA TR
LEShEI AR, BAHLBIAKE pH=3, HE X FGEEK, ¥iZ
Bk, ARk, AF, BATEH/K(: DELS, BLEH4H
MReES 48.4g, RER LHM: THTEQ: DR RERET K
T8, 4 EEK 24g AFRLEY.

m.p. 190-191°C (4 #%).

TLC £#7: R=0.43(CHCl;: CH;OH =10: 1).

Wik B [a]D=13.5°(c=1, ¥ &),

45 £ >98% (HPLC ).

'H-NMR(DMSO-d6)5: 10.79(s, 1H), 10.42(s, 1H), 8.78(s, 1H),
8.01-7.99(d, 1H), 7.87-7.86(q, 1H), 7.56-7.54(d, 1H), 7.31-7.29(d, 1H),
7.11-6.94(m, 3H), 3.13-2.93(m, 2H), 2.66-2.63(m, 1H), 2.55-2.50(m, 3H),
2.09-1.90(m, 2H), 1.34-1.28(m, 2H), 0.99-0.96(m, 1H), 0.79-0.72(dd,
6H).
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