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£ Z580F, ARSET A 2-8 4 E sk £(50g, 196mmol)
Aok L2-Z g2 (125ml), A28 eg £ &5k 2 0 CHmA £k
e (40ml, 396mmol), k& hen B kd S-F 4 - 34— A Folel
(24.1g, 196mmol), pektz &, %% b ks H ik B Edn E 55 °C 21 at
2|2 A BAFBA MG B RS,

B. 238 R-N-GA-— W A -5-Foked )-N-[Q-9 £, 2 2P A%
BRBLE:
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Br o
Q§§iT O\N
HisC

CH,

ERAVMIEH 0 1] Za00F 8 B AR T sk g 49(130.5g,
944mmol)fe K = ¥ A ¥ 8L (DMF, 286ml) | # &gt £ 4084
#1015 54, AT B A FrEALS-4 B 1k(125g, 378mmol) | £ %im
WHZRAY 15 54, @it mitiR-+m 40 o4 PR AL TR
F(MEMCL, 47.5ml, 415.8mmol) | s 5, 3K 5iRE4 40 i,
A HPLC Bal B .

Aa T8k LB (A00mD) 4t B s iR Avdy, #E3E S 44, k. A 2
B 285 (200mix2)fe 2,47 (250mlx2) s ik B 4 dh, A bk £ (25g) &b 53k
& ERMA et sak Bt B e L Es(S0mIx3) sk kst
B, e LR TE B A Na,COy(IM S00ml) sk, K E = 4R
&, B Ak (50mDEE, 5 FRAKEFF2, AATS0m), #Hik
(S00mlx2) 4 A #L &, NaySO, F 4, ik k%3 % & B 4(157.3g,
0%t 5 .

¥ BYhimma ci(125mh)d F30 F £k 40 €)20 Jvap, =4
thdy, TIREA AT TR FEAT BRSO Y A5G & B0
& % 75.65%, HPLC @425 4 1£=98.2%, TLC:Rf=0.55(Whatman s} i;
EtOAc:g.4z/1:1; 5 &,:CAM z UV)

AT BATAAL G- 6 B AR B BT o

LY AR Y F G HRT E TR R B R A
ZRBH;AE 0 C TR R LB IERE BIE bk (102g) |
R & k4 (98g, 188mmol)iz i 5 £k — £ 71 (240ml) | fux =
FRAECEOML4 K-S MEBRFTRLALTLL(25.m],
225.6mmol) | £ 2 BHHR B 4 8T

FEAe 3% AR AL SRR B RS AR K d, 5 EtOAC
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(400ml) o f m A bk 5 (108) | £ £ iBBHAEH £ R4 30 5405
ZeFt Bk, A EtOAc(100mix3)fe 2, 50(200mlx2) 4 b 2t 3t + &,
MR 24 wRF P, 3 A 4(100mix2). HCI(0.5N, 100mlx2),
(100mlIx2) e # 5k (100mix2) 2 %, Na,SO, + 2, 3B S s 4 AR AR AR R
#(64.9g, 83% A8 H) |

W 548 Wk 7 8 42 EtOH(EtOH, 65ml) s, #uxisi#p 2 0 C,
ARG BATA T A JAPHFAEO CHA 6 ), FAud, dERK
A EET®. FEAY BAFANLSY A F E B EH(EE 62%,
HPLC @425 4 1=98.2%),

TLC:R{=0.55 (Whatman #tfig; EtOAc:23%/1:1; 2 &,CAM 3,
UV)

C.2-— 2 k -N-(3,4- — 9 £ -5-%vBed £ )-N-[2- 9 H 2 G H)F
RIE#eh

(HO) B 0
°x 7
S 0
~ ~
1\ /
M ~<
HyC CH;

EZERAIBIH, AHRBET. R BAREY TR 4 =53
B EJEAL P, A B B 47240 6-4(40.0g, 95.4mmol), & & kA,
FETFEARAT. 2EHEAw S okvh(THE, 185ml) 53548445 4
2p ££45-100 C(R:8) . A 16 54k v) b ad i) i Ao E-T 2 42(n-Buli,
42.5ml, 101mmol, 2.38M £ .55+ ), B iR N2 E-97 CA-101Cx
W, #££-98C --101 CHRBEHEME E %R 16 54,

A 14.5 54 3% Ae THF(24ml) o ¢4 s 8% = % 85(16.0ml, 140.9mmol),
) B R AF AR AE-96 CH-99 Cz ), £49-93 C - -101 CHiinsH

-3] -
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29 44 24, £29-93 C - 72 °C 445 39 4p. 3 HCIG.ON, 120ml,
360mmol) e 2 5 s ¥ (s A #h £ 44-7 C )HHEH 20 5-44(-7 T -+6
C). EZRRFFPHBERE H FARGX120ml)fade T £ W 4
(MTBE, 3x100ml)zt 4 K 4n, 434 BB 3 ) 2K (4x100ml) %,
Na,SO, i, A#5#A % B Lk M 100ml, &~ K 4 B 7 82 41
&4 (HPLC @5 4 16=97.7%),

AT BATRACA W 9 B R ) &5 i

AR B 69 S00ml = 25 ha x5 B B #4738 40 44 (20.0g,
7. Tmmol) it F A E vk 0.5 NI, A E A A THF(200ml)
B RER/ T RS T AR E TS C. BBt A 25 S Lo at
[ e A 3k 42 (PhLi 37.1ml, 48.2mmol, 1.3M, B - LB, HIE]
Oranomet. Chem., 186, 155(1980),653‘1?&;‘%;’{9{-%],{}3 1.3M) . PhLi #5
APk AR MR R A ABELETS CATF. £-78 C WH 5 2
BER 15 540808, A 15 Hadis THE(Sml) # 4 s 5% = 9 5% (10.8ml,
95.4mmolay sk 2 A4 EA RS wemy, Fmes = vEs/THE x5
EmAzﬁﬁmﬁﬁéA#uMﬂ%ﬁﬁﬁﬁ%&ﬁ%m%ﬁﬁxi
HECAL, K-8 CHI A RAH 0.5 ) 0,48 5814 5 4o
THF(10m) % 64 7, 4 (15ml)5 s 48 % B 78 C BEH B ALE 10 44,
e R#B %k 20 C, %A INHCIQ25mI) | (3¢ 44 42m! 12N HCI
£ 500ml K3z k44 INHCL | Jonit Sam b 74 RIETA, &
ARATZ BT A SRS b Fobag HCL k) | RIEHB ARk £ EiBH#
R#T &7 A8t (TBME, 4x250ml)iR i, 43 4 42 3 A 0.5N NaOH
REig(x2SmDiR e, &3 & A TBME(1x100ml) x5 32 . HAPLRIR
& Z£.0°C 38t i Ae ON HC ) o iR 3 4584248 pH 2 2.0(pH i) . A
IBME@x250mI)ie s st i, L £ AME, A F K MeSO, T &
18 & R R RAT A BMEATA A, H %A 8 kY
(17.1g,93%, HPLC @42 4 1t=88%), HPLC %4 :4-YMC ODS-A,
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6x250mm; #4) £ 233nm; ik -1.5mlVmin; 3z %] A(%): H,0/ MeOH/

H;PO, 90:10:0.2; % %] B(%):H,0/MeOH/H,PO, 10:90:0.2; A & :40%B-
100% B, g4t 10 5400 b, 100 B % 5 4-4%, 40% B 34 4 oAb
T BATAC S M 692 G 1y 19)=8.3 54,

D. N-(2- 98 2 AH) FAIN-G4-= 7 3 -5-FroZms £)-2-(4,4,5,5-
w9 P -1,3,2- B At -2- ) F b B

H3C CH3
HAC CHs
O\ 0
B 0
7
0
\IiI \ \N
MEM /
H5C

CH,

7 7 3 (170mD 44 & 8 5 B C o3 44048 B ikAn 5.4 270ml, 25
.4 % Dean-Stark 27k 2 Fo B A #3045, A Sa76E2(11.6g, 98.2mmol)
Ikt 2| ey iR e 2 e 1.25 ab, AR Dean-Stark 4 38 HEk,
BERA TR RS 3 MR B R, (384 98%, HPLC mrg 4t
=93.60%), g 48 HPLC #:YMC-Pack ODS-A; 150x6mm; S-5mm, 120A
Fahrin] 233nm; 25 #):A-90%K, 10% 9 82 #= 0.2% H,PO,; B=10%k,
90% % &% f= 0.1% H,PO,;

#i2:100ml/min; 4% g :40% B £ 100% B 10 244, 3% 67 5 1):100%
BS54k, B240%B R#Y 5 54, ARASFA T RE i8]
A 115 54,

-33.-
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A RIEH AR W B R B ik

WA T4 &5 3 C eyt e B4 5 i T3 2 e mes(17.1g,
44.5mm01);gﬁj$ FRK W 3‘;!‘_(4251111)#‘:4.})@:}]]& B2(5.51g, 46.7mmol) ¢4 52 3%
T EBRME Fiks b ik £ 120 C 2 ) BT G B 48 5 69 40 2
#m%w#ﬁﬁ&mmﬂ@wk%ﬁﬁﬁﬁ%%ﬁxmﬁﬁﬁé;
RAEMAERL 05 bRk ) Fo b R Bk 4 465 K. 3813 HPLC
AT F AR (Rt L5 CDCly & § 4 i 4052 69)35 7 a1 B R AT R A HeAL,
PR B QAR A, AHE RO E T R R SRR L
PUATRAE Y, A F Rk HPLC @47 4 1=86%, am &k 24k 3 57T
RGO IRBOR A y 100%, 2 236450 3 o4 8 36 4 A S A4 64 A7 AL A
WAL R, A T A5 R AR AL S 0 4% 8 B B 4 12.4 54k (1% B i A
TahER RAtey HPLC &4t

52 A 45) 2
RIS T 2-(A-3g X 3 2 Inndt gy 1) &

AN-22-— 9§ 24 )43k % FEE g
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I

# KHCO(80.0g, 0.80mol) ha 2] £ 4 2,82 45 = ¥ 82(82.9g, 86.0ml,
0.79mol, 74 )i 4 (900ml)He o 83(400m) 4 5 5% b 34542 208 s Ao ok
Bpkdn 2.0 °C. 35 42K E F 5 £(200.0g, 0.75mol)g4 & §3(600ml)
ks Zherti-R A LS et e B B LB W R R P R B
A A HEFCOMD) ik AeAt R A8, B 205, HR AR
EMEZRTHHEI (R 1S MR EREE) .

B RA B &S 1O AR A Rk B 24, % A EtOAc
(4x350ml)i2 8, CEAME, &£ A taA NaHCO,(1x250ml), 15 g
HO(1x250ml) %, 22 £k MgSO4(50.0g)F i, i 38 5 18 5 o 45 2. 3)
8 & B RS A AL AR, BRI 5] 5 18 | B wET T
B 12 .3 84(246.5g, 98%, HPLC &42 5 4 16=99.7%), £ & (mp)=89-90
o

AEHH(%) © C11H14NO3I

WHHME:. C, 39.42; H, 4.21; N, 4.18
SERMAE, ¢, 39.42; H, 4.22; N, 4.07

B.2-(4-2 R A ek
£, £AAT BASMRSH T 4 P.052002)11 444 50g
2 AN P 2% 85 (2000ml) b R 4) & Eaton KX, 44 4m P,Os 2 g5 ok
- 35 -
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CHERAES Y AR g, 133445 &5 %, Eaton % J.Org, Chem,, 38,
4071-4073(1973)

{4 A Baton j 3% #)(2000ml)eg 3 A 3 25 [ Rbesfd b2 KA R E
FFAmAF B A AR A 4-4(200.0g, 0.60mol) | &8 T ikis+,
EEANERT M, (CLIER YR A ENRERRE
BLEFHHSPTRZAMNG)., 9 TLC BmE FERRE S —F 2
Y5 - F B A I K R A AR L g B (RES0.11):

o

H

I
MG ZRAC. BN WS R B AR R A PR E £ 130-134 C, (i
SR EARKAE 138-141C) | 750875, & TLC pr S X4 GaE
ANk P 5 B EtOAC R Bk A5 6935 7 RA R4l £ h0 7 A —3f
w56 4.

EBRATAHRLRSMEINC, R4 3%y F0EERM
WAL B o B A B Ao 030 b F T A K s (29 6.0L) ., # R
HBRFAFE R, HARR &R 2 el s 5 3LE08 R
ik £ B, Ak Dkt = AT REGY S AF
7| & & £ (151.7g, 93%), Hpm(151.7g)m T ZAEQC D4, (A ek
HidAeded ERMFAE VS LEERERRRED AN ELR
(15.2g), gEaTHpresm ot @adask + £(100.0g)d 8R4
. ACECx100ml) sk L B, ERAET TS5 A B RBEAAT RS
FekoR gy 1180ml | de it B AR AR B R £ AEMA L, 5 FE
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B A gk K 2ISmD) B friF 2| e BB R P, MR ERE R SFEE
KA G B R AR A, R — R ke 2RI SR ARG
EFTERT A8 S8R LS S ANER -4 R), MEHLET 40
CTTF 4 %, #@atdiBi £ me 4 &5 A kA ey Tk, 150ml)
Bk, TATE 20 08, FROARAEGFALESY ARKE
45, EFET#—F FR107.2g, 66%, HPLC &g 4 16=99.7%) &
REFRGHOREARETL R MR E AR AR
(27.4g, 17%, HPLC @475 4 1=98.4%) m.p. = 107-109°C
ALE 4 H C9HeNOI

HH A8 ¢ 39.88; H, 2.23; N, 5.17
gaifg: C. 40.00; H, 2.09; N, 5.14

%45 3
X ety hldr
N-(3,4-= P -5 S 50428k JO1, B )25t
R EE B I fo g KRR AEH UL 45184

<

Wa

CH;
AN-[2-w8 285 FAIN-GA-— G 3L -5-Fofod )4 -rTods -
2-3-[1,U-Bt ¥ A ]-2-5 LA

NH

EEF;;
Ox #°
S\

H3C
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O/
SN
S\ <
1~ \
MEM /
HaC CH,
AR, A4ET, vy, i BTREE

6 F 4 2 A = 5 B RS AL P hen 28R4 (PA(OAC),, 0.54g, 2.38mmol)#
=R A B (PhyP, 1.7g, 6.44mmol), Bk% # 8 FHA/ET. Ao THF (85
ml)jf {2 65 CAniki oy 70 24P, BREIFMBHECTAELE. #
B BIES B I do bR B &0 A5 2 AR AL A 42(25.9g, 95.6mmol)
Fo TaAs] 1 x4 (L 52364 | 645 3 D, 44.45g, 95.4mmol)
& R (270ml) 25k, MG e AHE S 4G 95% 2, 82(EtOH, 285ml) faif &,
#4 2.0M Na,CO, 7% (306ml, 612mmol) | #2575 ‘C(AK 2 )m kST B 6
LEEks LIS . BERE WREMAHETR, E5RBY
o Bk B, Hek(250ml) s A CH,Cl(6x400ml) sk 5 4 5% 2. MgSO,
FIEFHGAME. B bR s m(Norit, 5.02)5 % + 338, R4, 124
HEGLETIER FEAFEAFAAILEH(62.4g, 140%), Hire oy
ks, (HPLC gmirg 4 1>85%),

A BAFHAS M B R &5 &

RAH H 4

EEATHAABHE. AL REFEAATFH 2] 2500
-38 -
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TN PAOAC) fo = X R B, M8 F A AF BRI 18 I ot, 232
HE A R AHE A 0 THR(OTmD), # a2 AFAE] 75 C oy ks &,
. 20 5405, MIABEA 60 C, Blatitinady | v A S
AR AERE, REEMAEALETAHESE., 1 J Org Chem,
1994, 59, 8151; Organometallics. 1992, 11, 3009 .

1Ba

W KB 24784 A(10.02) 2] £ 25641) | 49 D 4 BedrHisk
G 89 B A & T ) & 0 SR BE A BR B 09 36 9 0 i o+ (110ml,
38.74mmol ¢4 SRR BE M BR B, b LS ARBRBS I R B ARG 87%), mak
Wi, AR ZEGIMD), B E R SR =k L ERH R
Aak. BEANELFFEBANEAIERT | oA R P 5 A
KRG EERAEEERET 25 B 52 A6 R R Rk A S
ZET. ALK, HA CEOESM)F st 2l S50 L85,
AETOHREEEFY. BEEF AR 2M Na,CO, 55:%(118ml), 5
WA, BAUIATARE] T8 Cogdin P, 4 REA4 2 69-70 ¢, 1.75
D iPjE HPLC fo TLC 54t A B R B £ 4, BT 2 1 8t 5, A
W E 27 C, BT A Ak(100ml)fe BtOAC(100ml) | #4845 5
oL, 4%k A EtOAc(3x100ml, 1xS0ml)g skik ik, /A%
AR (1X60mI) 234 & 5F 69 A HLie, L B3 T A Kk MgSO,(40g)-F42. it
WEiks A EtOAC(Zx100ml) st 448 e Be s Ao id JB R . P BT42
PAA SRR T85ml sy ia bk, HPLC 47324t n g HPLC
WG 5 A 88.9%, A THIFHAIEN, FERSBRETFELS. Fde,
PO A% o ik GImIMk Ar ey S% 3t f e s A AL Lok 5. R G HiEme
FTPERA2mD G, Jon C0.9g, 100% (& 8)15t £ 88 Cinis b iR A
# 30 -4, e Z F s 4,8 (TMT, 407mg, 2.3mmol, Ags+-F18% 45 Pd
a7 SUmol )5 £ is TR RAY 30 H4b, Ekis i E 0
C, Zag gk APRAQxIOml)skias+ 2, # 5 IN NaOH (2
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x 10m)seikiik. Mo BEE3 4. A MgSO, FRTEE, ik
Fo R SR ARAL A BARAA A M T 0.76, 8T% M pH . 4o 4Rl %
A<lppm, 3 —4 £ & 25 & Fo TMT 2 g ik Pd £<10 ppm

H b oy 10%(RA) 4 518 &k (78ml) &5 50%(& 8 )9 C(0.9g)
4t 525 60 CHE 449 30 o4k, 2k Hidik, A EtOAc ik,
RBEe)—m R ELZTH. REERITE 229(131%9 4 5) . #&
B RAKRCEERFR BEGHERTR(InD$, xrdbz07TC,
RAAFRASPAE A AP B, AR PR B, 1 e E
Aoz (Sml), 720 CHtdpizmadh 2 ut, JEF Avkd ey 2:1 6 LBk
TPk TR BAFRALA-4p(1.078,58% % B Foise | 3B &g
AL A ) A wEE e R HPLC @arg 4 1=95.8% (&2 ) |

HPLC %4

#1-YMC ODS-A, 6x250mm

#rml 233nm,

% ik -1.5ml/min;

% %) A(%): H,O/MeOH/H,PO, 90:10:0.2

7] B(%): H,O/MeOH/H,PO, 10:90:0.2

A6 140% B-100% B; & ba 4% & 10 5400 b, 100% B 34 5 54,
40 4% B A 4 AT,

A BAFRA S 694RG 4] 12.8 2

AT BATAAEH G F BRI & T F AT &

£ 5001 B AT A RRET, e F34646 2 7810404
(10g, 37.3mmol), % 7k THF(250ml), W % (50mi)fe = 5 & 4 7 8% B8
[B(OiPr);, 50ml) | A2p R A EZR E-75 CHE 1 D AFME
T #42(36ml, 143M £ 24z &, 51.5mmol) | # peplit A2 PRERBA
73 CyAF. Ao THF(25ml) e ¢4 2,85 (4ml) s oA B p My 55 248 32 5K
ZAPHsg, e T E(100ml)fe 9 82 (100ml) 55 4% 32 K L 4L EF 40
CrEEA., AELRER—A.
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513 2] 09 75,8 M 25 -F NaOH(100ml, 100mmol, IN) ¥, m &%
(25ml)f= TBMEQ2Sm)2 B 75 4. 733 T 5] 4k 440

9

O F

B(ONa)2 .

iz K B e B £ EtOH(100ml) & ¢4 NaHCO,(8.4g, 100mmol)¢ 38,
SH P, deN T F(100ml) b o 55645 1 5 3% B agiz i odp(14.4g,
34.4mmol) gy ik, 3R 6GRA M FAANRSL 15 54,

LAbs2 B R e, = K A pE(676.8mg, 2.58mmol)f THF
(GOmb)je A 50ml B ks H@ANR S 15 448, A PA(OAc),
(193.4mg, 0.86mmol) 3 £ £ 5, F feihiR a4 £ 65 C 1 /1 et, 244
dp EEIRH AR B8 LB/ TR KaG RS b, mRITE 64 £ A9
Ra £ 75°C 6.vaf, HPLC 357 i) 450 A 49 a4t

BE RSN EERFERBREMERE, MATBRTE
(250mlge gt % (102) | A€ B TR REH 30 p4pt @t ELE
ik, AL TE@Smixd)skm k2. #48505% 2] 500ml 5% R
4 o 5 A A(100mIX2) Fe 4 A (100mIX2) ki, A LBRTEEE, =B
AL (TMT, 42)iR 43t 42 45 Chndh 45 4b, @itsef £ BB, A
ZER LB (2omixd) ekt 3k £ 2 A-5F A HLE A= ) NaOH [200mix2, Jw
A TMBE (300ml) A &g r fL4k], A& (200ml)fo 2 5k (200ml) k%, 42
Na,SO, F &, idifeiss 2 17.58(98% M H 41 H) .

¥Faam T oE(75m)d, —Fehuig (44 8.8m)E F 0 Cwy
ABAET IR, PR, TERKRFAETR B EhALE
B4k (0g, M EHt) 2 AFMAE it Bk g4 67%, HPLC Zirg 41k
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=99.1%),

HPLC & 44

#-YMC ODS-A, 6x250mm

#&m 233nm;

ik -1.5ml/min;

5 A(%): HHO/MeOH/H,PO, 90:10:0.2

757 B(%): H,O/MeOH/H,PO, 10:90:0.2

# 140% B-100% B; #4810 5442 1, 100%B 34 5 -4,
40% B 4 4 4

AT BAFAN S 09 R G w191 12.8 54,

B. N-Q3,4-— 57 5 -5- oo £ )-4"-(2-Ze )[1,1-52 35 2 ]-2-8 5%
s
EEARFVBBRES, ALBROAsRE20 3450 KE
FLF, Ak B R A SR SRS H(62.458) 2 95% 2, 85(620ml)
THIRF EER. AR, Rik e 6N HCL(620ml) 5 po ik ig &
W E 8T Curift 100 540, 2B EER. AFALRANETE,
MG Rk isibdp 245 0-4 °C, %54 R SN NaOH(z 850ml)z4t, pH
2 13, RAid 10 54 et E B N AR, TELRER
1T 30°C, Fhdizadhz 0 FAe A 250ml K Foid B R84 IRIE,
IR AOOMD k4%, e A N T4 40 C A% Flskk, Ak
ERIMRPE LB, R EFHH AT D TR 2 ks
#Fié’a FiZ BiRAH 245 10 Cotadi s A o (2x150ml) %,
AT ERE R 15 54b 345 2 21 g b 3he T 1 # sk, i3
ﬁp&&ﬁmﬂ(lwml)%% $HE 24 0mBk+ P, ALl LRE:
TECX] Dfe @2 (S00mD) ek k B, REAIPEEREREENTC,
B B A ZLBEAE, ARG Hu A PH 25 9.0 B4k £ pH 2.6 vl b A 564
NARRAC e, A 10 540 e, SRR E, A Ee Rk d
-47 .
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AR B 6B, F AT IRTE) 31.52@4%) e e & B4k =4,

B 5.0g LR B R T Lk TR (25mD) b 3 = BB
(TMT, 0.23g)4: 72, TMT 4 A #4-F e, 1R3E 5% B ag4eh = 4 ik
*. FREWEE AN REERS T T O Chik 15 4547, fwa
Norit #Fht % (5. 122 R4 P, Faksin 30 540, KRG A RS P A
AT RAY, SRR Y ERE, ALK TEQSm)kA, #45E%E
Sk A LON HCI(1x75mi)fa A (1x7SmD) ek, HCI shsg b i
# G ey TMT | sk 5 R Norit i % (0.52) 23 A #U B ik 50, 254
EE MR, REIER BREHETARCEQCOM)F, Fik, KE
AeA(10ml) | dgab Sah T, AT A%, 44 16 A ek,
Wik eese s, Ak 10ml) sk, g Fi2i23) 402 K%
FEA AR RAL B4l $h. 5 (VA7 Bk A ARRRAL-A-4 3t Bl 4 66%, HPLC &
RE A 99.02%), mp=145.1 C(HiE & % KA ) .

34 4
g X 5 E A U g 4414 X, |14 N-G4-— 9 31 -5-
Feeled 35)-4"-(2-o%ed FO[1,17-3 K ]-2- 1800

o N

HiC CH,

A 2-— K -N-G4- = 4 -5-FoZeb )N-[2-FH L8 4)F
R agetm, M
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NaQ ONa

N

B MEM

SO.-N ™~

EENHEARE, LAt o g, #L@lE A e Fg 100ml =
0 B RIEAL T, A Ee6] 1 5 2 B e9 47240 4-44(5.0g, 11.9mmol),
KEmEMES, ETAAAT. ZiastBmaA THF23ml), AR
2-100 C(RRB)F A A, ERARBMERSHARN, A 195
Be vl b #y at i) % A T A 42(5.30ml, 12.6mmol), [ 8R4 AR A0S
C#-100 Cz jq). £#-100 CFAHM L AR T EER 1254, A
12 543 fey F THF (3.0ml) & ¢4 5582 = 97 5 (2.0ml, 17.6mmol), [ ey
LB AL CH-100 Cz ), ££5-95 C--100 CHPFRAWEY
50 4%, REALTS C-T2 CH4t3k 40 540, £44-72°C, BidimA
1.0N HCI(2.0ml, 2.0mmol)sk #4484 8%, R #E R EE iR, #4460 4
4. A Na,CO; 3 (55ml, 2.0M, 110mmol), 4 #f i A4 S R4 A
AETFHRAET. "B ETH Y P& ZSDF(LE=ISI%,
HPLC) . YMC ODS-A 3, 150mmx6.0mm, S-3um, 120A; ik
1.0ml/min | 7 0.0 4, ] % 5od 4R 4 A(40%)(A=90% MeOH/10%
H,0/0.1% H,PO,)#= B(60%)(B=90% H,0/10% MeOH/0.2% H,P0,) . &
15.0 4r, w8940 100% Ak 15.1 5-20.0 2, 3 3] 48 5,2 A(40%)
F2B(60%), A BARMAL -4 69 4% 9 o ) Rt 7.5 4 4] 8 42 233nm
BAE,

B. N-(2- 7,2 SA) FAIN-GA- = F -5~ Frofnk )4 -wgnk-2-
R BE A2
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EEZFAPMBHE, ARt o, Keld. 9RAREFHY
4 F 1869 300ml = 25 [ & ke F AmA PA(OAC),(0.16g, 0.7l mmol)#a
Ph;P(0.5g, 1.93mmol), #5,# 8 F4 /& F. Hen THF(30mI), 44 65
ChnihiR ey 710 54F. MEHHHERZETREE. BEH R
ANHEA G F F & (BSml)fe 52564 2 472810 4-44(3.23g, 11.9mmol)¢4
EIOH(64Am) 223k, KRG mANF B A fp LS We EALR R, A% T5
C(RE iz &gk 1.5 oot B3iniiis, ibRAHAHES
B AL RBT 4B REHARGCOM) e F] R L, A EtOAC(3x200ml)
RIUK &, A EAXTSm) sk 5 e A LR, 22 MgSO, 4%, A 5.0g
Norit bk # 4b 72, ifad sk sk Hidi, k4. FE# A5 (% 0.lmmHg)
TR RAAERF BT A(0.17g, 111%), hir e mikdhp(s
>80%, HPLC) |

C.-GA4 = L -5-FoZod 2 )-4"-(2-of et )1, -8 2 ]-2- 502
PG E LA B B AR A B R 00 TRy 250ml ) R BesR o A
F 3% B jmm(6.17g, @it kA 5.56g, 11.9mmol), 95% EtOH(60ml),
6.0N HCI(60ml) 4ot w13k 2 v B, A0 b E XL 5C, fma
NaOH sk 2 K4 pHI3, B AF AR H2EE4 25 CUT,
#rtmid e, hek(S0ml) | & 40 Cik 4% % vArh 3 kK 354 EtOH(%
55-60ml), WEH MG & REK, HinbhihrE 0°Ce 20 54, ik,
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A #EAREXS0m) 2418 2] 0 & & B 4h4h, 4K & A E(24 0.lmmhg)F
TR 1200, Ko eRAERTHREOmMD Yy, Hmidid, BRER
E o k4. A /1 EtOAc/ 2 3 (2x50ml) fu 2 (75ml) 2e ik, #A4p
#EZ0C, B ﬂm#afi' g LONHCL, # %) pH=1.0 4. % &%
HRASMT 0C 15 54k, ik, RGxSOmDIR4E L & & B4k, A7
T 3 8, REHE G 6 BRE#ET BIOAC6SmD) &, JeA = BaE,
#(0.20g, 1.13mmol), f 65 C Hdtiz it a4k 30 4P, Ao &t 4 (Norit
b 5.08),F 65 C Bt RAH 30 54p. AHiZRSHEOC, &
ek gk Btk A EtOAc(xS0ml)seigk, sk Z4h4r454 60ml |
1.0 N NaOH(3x50ml) 2k 437 58 A4 3F Am A NaC1(3.0g, 637mmol)ys % 2
AGOm)F| K E g, AdpkiEgiRehE0C, i, A Hk@x50ml)
Bk, %ﬁﬂ%éé@%%@%%ﬂﬁawmﬁ?%#EOC B A,
W, %@ mA 1LONHCL g 2] pH=1.0 % ik, B#&ZREAHFOCT
I5 4-4p. iR MACKSOmD kA, R4tk G & B K, £4 45 CH
(0. 1mmHg) F 424 16 vof, 3242 24804 % 50%)ey & & & B4k
. #ig BR(2.258)F 70 C M -F 95% EtOH/ 71 (9.0ml/5.0ml) e, 4
1A ZER(S50), MEARZSCHR REQELIYA T
3, A6 95%EOH/ 5K (3.0ml/5.0ml) k3%, # 45(#4 0.lmmHg)F )2
A48 ey, R4k 2.1 KA ES Y, b a6 BT BB
et Bl F 4 46.9%), TLC £ 8(2/1 2 kx/EtOAc, KMnO, i )2
DN G BB TR
m.p.=143.07 ¢
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