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#, A 4 FEF} Uetrafluor P, #HF7H%. B85
BMEN, BARFEEMBSENSS, R ER
ICHEESPHEOMR—BIEY, BELLFENHT
B/ 5 (AR . Eshisam S e ERRIC
AR L 1uM RFER ST HESRIC A LTB4 — i
, BASRESS. Haganicl/ rAEdE
HRELESIEN/ AR IERE. ERERHUES. §
— M NAES RS S HIE. B ERHTS
B (EESEREE) T4 300X W AR
EEATH B 0T, MHBHERICRENRKCE
el —R A E.

ATHEEREHR (1) 89, EBIFKRN
PAF ZET- ¥R KI5 %

¥t

/INB: CDI ¥, A —HFE (4 26
), 8412 H.

ORZGAWIE: EES (5% .M, 5% B3
{(emulphor), 90%ik/K). ERB TFREFE.

B WEMMER SOEE /TR, H 20
REWET 4 EF EES b, MEREEAEED
HEAT I A 4L B SR 7 Ten Broeck BFESHLY BFEE,
DAESS Y . AN Rum B R ) R feaR T, Wi
Y BITR.

WA HARE: S4NEEER 2.5 ER
/ ALK (BSA. SigmaitA4378 1 0.05 FETT

14

/ EFHLBE (SigmaFFP0884). HXFALHHH
FEZE., O/MREAET (PAF): ¥ 1 £
PAF (Calbiochem7#429460) ¥ 1E 0.18 EFZ,
P, #HE M HEEBE. BHEFE
—20C, AN YXHHMELERE (LD .
Xt BT A 69 PAF Ay AT EEIE, LAE4ELE 0.1 3
Ft /7 10 iR ER BT, ERAIFEKLY 80%FK
My R4 (Controls)., X —REANEY
0.028 32 / F3) WENM 1-2034 H). EWK
HAEBERWE, FEMEANHBEMENEUE
PAF f R MRS . WRAFEZE.

FEHXE: HEERME2s 8K/ T3 GERF
‘Ef) EDS0) JFk: ¥EFEA PAF ZAT 45580, 4
B 01 A /10 REEORSEZ. 35F 405
#E, BREERMTR TEZY KEPMKETE
A PAF, #: 0.1 ZF /7 10 SREENMEBKIEA
PAF, @R 30 2 5hNET, BRI M7 60 574
JEFET. RS RAREFEUE ST RIR.
HFZERUPE AR EES (1) -3
FHEP /DR, BHEALCBEERX —BENR
. MRS NREZENGENFE, DRIER
EFHRFHNEERGGENEHEHLEATERN. &
W RBATHAOERN, EAHFBFKEN NI
A MEE B A MY, BB AR

FeLoAr

L. 1 AR &% 258 (a) v AR,

2. % ERTFHREAEBRNREPICEES Y
M PAF, WHEEHAITHKABE. ITHTIH
FIEST,. 14 PAF B, A KM BSA fll
BERPHRE (LR FTHmKRENFEE,
HHAEWAEHRBREPHRER TR EENH
5. X PR AN IS ABIRS.

ERTERGTWIEIY (BHEA) PHX
MR XK, SENNBEEMEN, THEX (1)
BS99k s—IRESRNHEMN / RAE=H
RER, MLYOSESOER/TH /X, 8H
BR—RES%WRA. BIFORAREER 220 X%
/TR/R. RATESKRERT. RBEREELN
Fir, TAEMEHE L XM RREBESFNATIERS
R OR, BEFHREAT (aTERRORR
WEE WSS, BWARETHE), BIFRBHEBES
A5 (nptA. |k, ER).
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FZR\LSEERUHWHSWEA SRS, E
AEEL—FX (1) &Y. I—RATEAMNR
RN, XA YR E IR A ERERE
A3 B A B B0 B A B D TR R I I B B R 4 B
ZHAE: ORAZ, fURAR. BEsREPEAR
BegE. BN, BORL. BHORE, BESAAERS, M
B SR R A TR HSE .

, ZEZHATREMRE, BRRARTHPHA
.

£ 1

6— (2—menjR) R4 —FEritme

EHEATH 6— B4 _HtmM (10.0
35, 0.0609 REZRK) ., 2— W FIMmemk (11.9 3%,
0.0670 BE/K), BRILB (10.0 %, 0.0670 AE/K),
BEeME (25.3 35, 0.183 BE/R) MM (200 3
) MBESYRMAE. 17 HE, REYE
%, MEEH (10%ZM 2K/ CH,Cl) FHFR
N BEEMBENTY. BSRaYw%E. o
B, AERRBRE. RRYBWBELZBRIE (400
EF) . HAAKFERAKBER. B MgSO, TR, ¥#
HERERAFFEeMRY. e Lo, H
10% Z. M Z.8 / CH,C), 3eik, #XKAAEREE
=4 15.3 3% (82%), m.pl12-114TC; TLC (1:
9 Z.MZ.B: CH,Cl,) R,=0.30,

=K 2

- EE—-6— (—MERkE) HE -4
ke ;4L ]

EZRNMASETT,. F5 0P8 EY B
H 2.2 3T (0.0458 BEJR) 50% EL#s#tmB) 8
—E PR (7.00 T2, 0.0229 BE/RK) At
BARZM (35 %F) EHPX (80 EF) FME
Bh. ZERTHHRB|ORSHWEE S 45bh. RE
MA2WZMLSIRRE. 54%HBRSYERND
B, FBEHSEMBRMER. ZRTHEERS
1 A8, REEERH (5%
CH,0H / CH,Cl,) RURB L AEEREX
By, HERNBSYEA 400 FHKkAKP, H
2NHC1 @ E pHS, f 500 A ZMZER. &
VIER KKt k. B MgSO, T, HEHKE
HARRACBE &, ACREREVERET oMW, 8
BlAEpFEPFY, =% 85%, TLC({! : 19CH,OH
I CH,Cl,) R0.40.

16

=43

I-HAME-6— (-MEE) FEE4-FHF_
ST -30C (TK-HNEEE) T7HE 20 380N
BN (7.60 3L, 0.023 BE/R) AT
WM=7Z.0 (6.4 %7, 0.046 HE/RK) ZET# CH,CL,
(100 ZEFH) P AUF BB H R R B X LY
(4.5 3, 0.023 BE/RK) 7E CH,Cl, (25 EF) M
BHR. BETHEERNBAYWESBREZRIE.
18 /MBS TLC 457 (20% Z. M Z. Mk 7/ CH,CL)
RUEFRSE2WE, ERBREE/DPHR. BREY
A OIN SR (100 3EK) 4WHARHE 105
. AL KALEREHZ. AHEM 200 EFAZR
ZERE. XEKEZ_4HKE. ZRZEARDH
KR AR, H MgSO, TREZEREFI AR
B, BRAREE, 63 (90%); TLC (1:4
ZMZ K : CH,Cl,) RO.27.

LH 4

M- Q-mEwcE) HEE—4-FH
ZE kM

F 70CEN—LPWREY (1.50 3¢, 4.53
ZERER) AFEE (1.7 K, 16.4 EMWR) T
WMERE 25 BA) PHERREPMASERIR
# () Wik, RNEBREREE N, 3FERHYH.
TLC 4387 (20% .M 7.8 / CH,Cl,) THEBRT
wEB/ Y., BUARBRNESE. RNRS
YHEHSKE. BRRUYBMHTIZRIE (100 %EFH)
i, H H,O fibkpt¥k, B MgSO, T, ¥R
SHRE/RFEAMRY. ABRKERI. 10%4
MZ B/ CHCL, %I, BFm~A RABRK
¥, 0.59 % (32%); TLC (1:4Z8BZ B
/ CH,ClL) Rp.68. IR ( KBr) 2940, 1700,
1490cm™. MS (m/¢) 403.1780 (M*1).

xH) s

B-FR—3-FEEE-6— Q-mut) FL
He—4— 3 S

F 0—5C FFW—XAHRE™Y (580 ESL,
1.44 EEE/R) MO RE (30 EF) HBPMA 56 %
3¢ (1.45 EREIR) MEAWH. BETERNERS
PEREER. 1 /)G, TLC (20%ZRZ K
/ CH,Cl,) EBAFEB TN RERKE
Y. SRS YHASHRE. BRRUYBEZRZE
F, H H,O /K, B Mgso, T, H=E
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WRIERROEEE. HITEREBEEEN. H20%Z
RZ M/ CH,CL 3ok, A3RER/ANRAaNK
RGP (450 ) ABHERAMNR G
MR E=Y (30 ER). S7FK=82%. M
-RAHEHRAE-BRESR, 8417 BER-HE
iR, MaE 127-130C, R-RW&BCEWN
W, 811 WMEAGEE, HK63-65T.

M - % H & IR(KBr)1500,2940cm™.
MS(m / €)405.1922(MDc XK 4 # i+ X&
C,sH,,NO:C,74.05;H,6.71;N,3.45%.

W H:C,74.07:H,6.69;N,3.38%,

R — B # & IR(KBr)1495,2940cm™.
MS(m / €)405.1980(M™).

LH 6

3- (1-FEZERE) -6 (—EWE) HE
M- H M

RLH] 4 09, 3683 R EEY (112
W) RS TAIEINAERETY, 1.48
3 (81%), /A 85T, TLC (119 Z.BRZ. Ms:
CH,Cl;) R0.35.

Xk

M- -3~ (I-FREZHHE) —6- (2—HEMH
) AR e

REHl sFe. Mir— S sRErEY
(1.38 33) ¥R EFTTRIAbr ™.

W—-5 ik 1.19g(86%),m.p.116—118TC & #

g /N FH O IR(KBr)1490cm™ MS(m / ¢)
365.1360(M™).
i*ﬁm szH23No4:

C,72.31;H,6.34;N,3.83%.

SCWI{E:C,71.95;H,6.01;N,3.76%.

R—F# & 0.092,m.p.102—103T 4% ¥ &
#F. IR(KBr)1500cm™ . MS(m / ¢)365.1360(M*).

xLp 8

2- T -3, 4-_E-7T-FEXE-1 (2H) -
[}

HE-TBCH_RAEXAEENBRI(H 437 X%
F (1.2 EAE/RK) RSB 28 TP E ok
PEGERBOA 11.9 T (29.8 HE/R) A9 2.5M IF—
TREFGIPEERA (H 15540E) 5003
(28.4 ZEHE/R) 3, 4——E-7-HEH¥-1 QH) -
BI7E 10 ZEF SRR AER. A RMEA

18

BEWAE-78C R 10 250, RAEHREICH 0T
MIK—KH, PR EMmMA 3.98 EF (35 AEBE
R) EETER. MmMmAXNHERRE (104 %
Ft, 60 FEAEIR), FIIFMWME 25T WH 2 /e,
it B M B 200 FHRORT KL AT 300 EF
ZEMBEYHE, SHANLER, AL
(200 EF). WK AEMH (200 EF) . AW
BT, AREAMWRY. H250 HEREHER
ok, B SwZE-CREEXBK,. 8 1.6 %
(24%) MARFSREE=4y.

1tH-NMR(CDCl,)é:(ppm):0.92(bt,CH,),1.1-2.
7(m,9H),2.87(m,CH,),3.80(0CH,),7.0(m 2ArH)H]
7.41(d,J = 2Hz,ArH).

LH9

2-TH-3, +——49-7-B%1 (QH) - Z¥

¥ 19.1 3T (82.4 EME/R) M —LMIrE™Y
77T ZTFTIKERA 77 ZARERRPHBEY
mPEIR 3 e, pEEBERASE (29 30 H) 18
K. MEEBRE, mB 1 FAXkenKkE, B=
fr 200 BAZRER. SFIZHBERE, HI1HA
7KF1 500 FFHHIFIBRER B MBIk, RIBRBET
HEL, H—MRY., BHBRIEEE 817237
(96%) AFBMILEY. AR ZR-DHAEXSERK.
m.p.55—58C .IR(CHCl,;)3352,3580,1671cm™".

1H-NMR(CDC),)é:(ppm):0.90(m,CH,),1.1-2.
7(m,%H),2.90(m,CH,),7.1(m,2ArH)f
7.75(bs,1ArH).

TR BTN C H,40y:

C,77.03;H,8.31%

SCM{H:C,77.25;H,8.25%.

4 10

2-TH-3, 4—FH-7- (2—HEKRE) HEE
-1 (2H) &M

#4353 (20.0 AER) M —KARELS
Y. 4.27 3 (20.0 ARIK) 2— % T ek 1k BR
. 16.3 3% (50 EAE/K) RREF 200 XWX
(0.769 ZEAE/R) MILEETFE 43 BTTAMPHIRAY
mPBEIW 21 e, EEBRY, B 43 BRZ
REBREGLE. HREERB—WMRY. H 120
HREBESEEk. oS PRKRSERE™
o, N—uRY, (5.55%). BEEWHZAgL
THMRY, 28R, B83.22% 45%) &K
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iy, B 49-51TC.,

MS(m / ¢)359(M*),303,142 and 115.IR(CHC
1,)1670,1600,1568cm™".

1H-NMR(CDCl,)é:(ppm):0.90(m,CH,),1.1-2.
7(m,9H),2.85(m,CH,),5.34(s,0OCH,)M
7.1—8.2(m,9ArH).

FER AP C,,H, NO,:

C,80.18;H,7.01;N,3.90%

S {H:C,80.44;H,7.08;N,3.76%.

s 11

W-FR-2-T %1, 2, 3, 4~-YE-7- (2-
BEvpcEE) FYE—1-2%Rp

F 2.00 3T (5.57 ZAEIR) WI— LB PrER=
7E 40 AP A OT AP IMA 1.26 ST
AW, R EBAE OC iR 2 /N, RISTENES
MEBLERE. RRYBTZNENKEHNIRE
9. FILZBRRBETRIFRLEMRY. X
123 Z8: HEGWRRBTREB L2H17 P KB
BT, HBIREE,. 83 1038 (50%) H-7Y
770 3L (38%) H-Ritk. MERMIRY.
R SRREEH R/ DR,

Wi - B # & m.p.78.5-80C MS(m/ €)361
(M™),342,286,143,142and115.IR(CHCI,)3590,3400,
1609,1600,1572cm™".

1H-NMR(CDC,,300MHz)3:(ppm):0.89(t,T =7
Hz,CH,),1.2—1.7(m,9H),2.55—2.82(m,CH,),4.53(d,
J=4.0Hz,CH),4.73(0OH),5.33
(s,CH,0),6.85(dd,J = 8,2Hz,ArH),6.98(m,2ArH),7.
49(dd,J = 8,8Hz,ArH),7.62(d,J = 8Hz, ArH),7.68(dd
J=8,8Hz,ArH),7.77(d,] = 8Hz,ArH),8.03(d,J = 8H
z, ArH)H 8.13(d,J=8Hz,ArH).

TR BT C)H,NOy:

C,79.74;H,7.53;N,3.87%

CW{H:C,79.44;H,7.42;N.3.81%.

R-R# & m.p.70-72C MS(m / €)361(M™"),
286,143,142 w1l 115.IR(CHC],)3580,
3435,1605,1600,1575cm ™.

1H-NMR(CDC,,300MHz)é:(ppm):0.87(t,J =8
Hz,CH,),1.1-1.8(m,8H),1.97(m,1 H),2.66(m,CH,),4
.32(t,J=6.98Hz,CH),5.33(s,0CH,),6.83(dd, ] = 8,2
Hz,ArH),6.96(d,J = 8Hz,ArH),7.15(d,J= 2Hz,ArH)
,7.49(dd,J = 8,8Hz,ArH),7.63(d,J = 8§Hz, ArH),7.66(

20

dd,J=8,8Hz,ArH),7.77(d,J = 8Hz,ArH),8.03(d,J =
8Hz, ArH)H! 8.13(d,J = 8Hz,ArH).

FTERHHNE C H,NO,:

C,79.74;H,7.53;N,3.87%

SCWIH:C,79.38;H,7.42;N.3.79%.

LH 12

JEXF kR —2—-T %—1, 2, 3, 4-E-7-
Q-wEr) FEE—-1-ZEMEA R-O-ZHAEAXZ
BERRAR

1 764 IT (2.12 MEE/R) BI—XHPHRAK
REEY. 493 FW (2.54 XAEKR) (R) — (-)
—O—-Z. Bt EZ MBLFT 305 I (2.5 WAEIR) 4—
(N, N-ZHE8K) HiEE 4 A KBRS
OCT RIBE PIMA 480 FFE (2.32 EHE/R) —_HE
B _—Wh. 5546, EERIENRE 25C
BEH 3 hat. BERAERMVIIE, MEBBAS MR
%7, FIREBEF 25—50% A% Z. Mk — O 2t b IR iiAE
Broiik, HBEREAFA8HEmERETY A
B, #EHRAZM-CiHKELSER, & 436 W
(39%) FEXTERik A H1 466 HEFL (41%) JExf@eik
B.

Ik 3t Bk A.m.p.93—94C '"H-NMR(CDCl,,
300MHz)5(ppm):0.86(t,J=7Hz,CH,),1.1-2.1(m,
9 H), 2.18 (s, CH,CO ), 2.66 (m,
CH,),498A B O C H,) 575 (@4,
J=6Hz,CH),5.88(s,CH),6.34(d,J = 2Hz,ArH),6.77(
dd,T=8,2Hz,ArH),6.93(d,J = 8Hz,ArH),7.1-7.6
(m,7ArH),7.71(dd,J = 8,8Hz,ArH),7.81(d,J = 8Hz,
ArH),8.07(d,J =28Hz,
ArH)#! 8.16(d,J = 8Hz,ArH).

Jk %t B {£ B.m.p.70—81T '"H-NMR(CDCl,,
300MHz)d(ppm):0.72(t,J = 7Hz,CH,),0.8—1.9(m,
9H),2.18(s,CH,C0),2.63(m,CH,),5.31(AB & OC
H,),5.77(d,T = 6Hz,CH),5.87(s,CH),6.85(dd, T = 8,2
Hz,ArH),6.93(d,J = 2Hz,ArH),6.95(d,J = 8Hz, ArH)
,7.3(m,2ArH),7.45(m,2ArH),7.67(m,2ArH),7.79(d,
J=8Hz,ArH),8.05(d,J=8Hz,ArH),#
8.15(d,J = 8Hz,ArH).

LH 13

(=) - ER-2-T%-1, 2, 3, 4-gE-7-
QQ—renpc i) HRHE—-1-258

F 25CHS, ¥ 405 T (0.75 FEAE/R) WI—
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Lo agdEXtBRik A 1 832 IZ (6.03 EAER) XL
KRBT E 6.25 T+ EK. 625 EFH I E kN
LS BAKPRHIB SR 15 bt REREN
WmE 100 EFHRAEAMP A 3x< 30 BAZ
BEER. SIFNZMERBARRETRIIFER,
ARy, WHERWHZB-ERS KT 160
X (59%) FHRELAY. WA 59-61T.

[2}]®= —26.3 ° (CH,0H,C=0.001)."H-NMR
(CDCl,,300M Hz)8(ppm):0.89(t,J = 7THz,CH,),1.1—
2.1(m,9H),2.68(m,CH,),4.33(dd,J = 6,6 Hz,CH),5.3
6(s,0CH,),6.83(dd,J = 8,2Hz,ArH),6.97(d, ] = 8Hz,
ArH),7.17(d,J = 2Hz, ArH),7.50(dd,J = 8,8Hz ArH),
7.65(d,J=8Hz,ArH),7.69(dd,J = 8Hz ArH),7.79(d,J
=8Hz,ArH),8.04(d,J=8Hz ,ArH)#
8.15(d,J = 8Hz,ArH).

LB 14

(+) —RRX-2-TH-1, 2, 3. 4—ME-7-
(—-MEnkdE) H 12585

HET—SERBTR R ek, e 13 avdExier
tk B ™% (0.46 3¥) ¥ENER/RMAEIRE™Y
(0.13 32, 54%), Hysi 58—59%C.

[e] ¥= +23.6C (CH,0OH., c= 0.001) .
(H-NMR g 53—/ () - iEe2ds
—3.
x£H 15
2-T -3, 4-—EH-7- k) HEE
-1 (2H) &M

ML 10 FraRed ek, 3L 9 sy
(5.70 3%, 34.3 ZEAE/R) F0 22—k oE H R WEL ML
(5.63 5, 343 BREIR) HTRAFE™Y 4.37 3%
(41%), /A 56—60T,

MS(m / ¢)309(M*),253,93and92.IR(CHC1,)16
77,1608,1594,1573cm ' '"H-NM R(CDC},5(ppm):0.
98(m,CH,),1.1—2.7(m,9H),2.96(m,CH,),5.25(s,CH,
0),7.05—7.9(m,6ArH)# 8.3(bd,J = 6Hz, ArH).

TR HTTI C0H,3NO,:

C,77.64;H,7.49;N,4.35%.

SEM{H:C,77.93;H,7.42;N,4.50%.

LH 16

W—MR—2—-T H%—1, 2, 3, 4-MEA-7- (-
MERERE) FHRHE—1-2%RD

HEH 11 iR, Wi — SRSy

22

(229 %, 7.41 HEER) ¥EBAGRETY.

W— Rk 0.96g(42%),m.p.101—-103T B
# /N FE MS(m/e)311(M1,236,199,94,93 F
92.IR(CHCl,)3592,3437,1610,1594,1574cm".'"H—
NMR(CDCl,,300MHz)3(ppm):0.87(m,CH,),1.1—1.
9(m,9H),2.5—2.8(m,CH,),4.51(bs,CH),5.13(s,CH,0O
),6.80(d,J = 8Hz,ArH),6.91(bs,ArH),6.97(bd,J = 8H
z,(ArH),7.14(dd,T = 8,8Hz,ArH),7.44(d,J= 8Hz,Ar
H).

FER IR C,0H s NO,

C,77.14;H,8.09;N,4.50%.

SCMI(E:C,77.31;H,7.94;N,4.46%.

R ~RHW{#4.1.128(49%),m.p.62—64C iR B
* F .MS(m/e)311(M*),292,236,199,94,93 F
92.IR(CDC],)3584,3414,1609,1594,1574cm™".'"H—
NMR(CDCI1,,300MHz)é(ppm):0.89(m,CH,),1.1-2.
1(m,9H),2.67(m,CH,),4.32(bs,CH),5.15(s,0CH,),6.
79(dd,J = 8,2Hz,ArH),6.96(d,T = 8Hz,ArH),7.11(d,J
=2Hz,ArH),7.17(dd,J = 8,8Hz,ArH).7.48(d,J= 8H
z,ArH),7.66(dd,J=8,8Hz,ArH)M
8.53(d,J = 5Hz,ArH).

EH 17

6 (8SH) — BT HX-7-FH-3— (-9
M) HEE-—s (TH) —HifMW

A 2 BRI, B 61 inlr=w
ARASREEY., ™% 99%; TLC (19 : 1CH,Cl,
P ZM) RO,

ELH 18

6 (8H) —HEEE -7T-HH-—3— (2—shki)
HaR—s (TH) —EigmR

W 3 Brif ik, HWA— S
A RALREFY,. =#,99%; TLC (19 : 1ICH,Cl,
I Z.B) Rf0.25.

LH 19

3, 47— (—vEmE) FEE-1 2H)
%M

R 10 Bk ik, B 5.00 3% (309 ESE
R) 7T-R¥, 3, 4-—"F—-1 (2H) —-ZENF 9.91
32 (46.3 EAE/R) 22— WA XML MG 3.5 3%
(37%) HELEY.

MS(m / €)300(M™),286,274,142,and115.
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'"H-NMR(CDC],,300MHz)8(ppm):2.08(m,
2H),2.60(t,J = THz,CH,),2.87(t,J = 6Hz,CH,),5.39(s
JOCH,),7.16(d,J = 2Hz,ArH),7.52(dd,J = 8,8Hz,Ar
H),7.6—7.75(m,4ArH),7.79(d,J = 8Hz,ArH),8,07(d,
J=8Hz ArH)f1 8.16(d,¥=8Hz ArH).

4 20

7. 8—_—H-T7-HE-3— (-mEmE) HEX
—5— (6H) —PEiSM

RH L Rk, 7, 8s——E-3-RK
—T-F¥—5 (6H) —HEWENMA 2—& B ErEmki% s
KRR, X 6T%,. K 141-144T.

MS (m/e) HHHM{H: 318. 1365; SCM{H:
318.1325.

wEH 1

4— -NMZER) EFR

4PN (248 32). KOH (5.6 %)
FHEEIE (397 ) BT 1 FATEP, FHEDH
HTF 75T s hef. REHESHVREZR
HREBREBSEERSY. HILAZRERE, o
REIRABY. REH 2FAZRZER%R. H
H,0. #ifl NaHCO, f#if1 NaCl 4 1 FHKK¥%
¥*. H MgsSO, T#RI;HFEKET, B3k
B4 199.4 35, AR 62—64C,

f&H 2

6— FA A —a— 2 3 — E(mE e

AT — ISR (199 32) 5 240 EF
H,O 71 480 R EF MRS MBFRIE. WK
HRaW¥EZRFTmpIESk. HESEBET2
FFzmMZ B+, A 200 F H,0) %%, H
MgSO, THRHRNSHT,. S83PmEEkI- -FE
REESR) AW 19532, I/HAM 105-107C. BEH
ME| 600 MFH|FFE TSTHRMAFHASHR
h, FHIBSYREH 2 /af. EEF 0.5 /hitA,
BEBRSTYFAE 89C, RAEHEE I5THIE. R
NREHHEA 32 FHKAKIRY, H12F 282
B, HUXRBA H,0. #fl NaHCO, fd
M NaCl %& 600 3EF KK BEHK. F MgSO, T
AT, 8 180 TEth, HHBPM®|AE 400 T
CH,CL, . FEHXRAEFFRATHIARDE
MEE. EERARERELS R, B3N REFY
120 3¢, B 46—48C, HHgRA—3L.

H&H 3

24

6—F5 Me—4—% 3 Stk

36 TR — N EHIA =% 36 3L 290 EF
ZBRFN 290 EF 48% E MR P A HF BUM P01 K 3
Aef. WREBRDFRASRABEZH, A6
FARKHHERE, ¥E 05T, AREFRE=HS
25.7 % (80%)., A 133—136C . uIi§P 7Rk
BLEHZRZE /7 S5h v — R bratiik.

&R 4

6—F S M—a—2 3 _—E it

AT — AN 25 3. FER 26.5 LM
M 28 TTLE 150 A FEN PR AW mMHE R
. MERNBRHITEBER ARG, SR
R, BRYBTZRIBFAKMKER. ZRZEE
AR TRAASRIAHE™Y. A_E PR/
ERESLRALS 29 THEE~Y. B 107—
108TC.,

'"H - NMR (M —d)é(p p m)2.7
(t,2H),4.4(t,2 H),5.08(s,2 H),7.2—7.5 (m,3 H).

HEHR 5

3REHE—6—FEE 4 H_Entm
[ 7]

F 1725 AT — W EHFRE 1.7 7% 168 E
FHMZEEM 3.5 A Z 80 HEPmR Pt
MA 66 3L 50% E . HREBMEERH 1 4
B, RESA L5 F kK. AMELREHREE
pH4. AL ZMZERBUKE. AR, H
RS TRIITH TR, BTN, FACKEDT
i, BREEILeAtrEtainh. BEEFERENT
Hy, #54882—85T.

wHEHl6

I—EHE R4 I R

HEAT—H EPREFY 353 REX 252 K=
ZHEM) 250 FF S HERPR—-10C MBBPEREA
04 R FHMBEILYE 100 BA _EHKRP
WER. WxhE, BENREBEZEFHASE.
R RESWH KR, ARATERIESER,
/ey, AP RERR RS TRE B B At
1k, B3 21 TP, #5AR 100-103T,

tH-NMR (CDCl)) é (ppm): 5.02 (d,
J=4, 2H), 6.7-7.5 (m, 10H).

& 7

- (-HERAXEER) TR
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¥ Aa—FREEERME 2.3 3T Na BT 50 A
Z.ﬁﬂﬁﬁg NBOCsz ﬁ?ﬁ"’- 5 ﬁﬁ'ﬁi mA ?
—T Al FHRSEhHE R I HHZ#,
BRARWIE 155CTmPd B, RERH. AKABE,
HEMERMWAST pHI, BB ME>=FH. 19.5
3. A 103—104T.

Lk

3, 4——H—7T-HEE—1—FEHE2ELH—
5 (2H) —MW

BT — R E PR 5 34 TTIHT 300 A EH
B3HAE 1000 mP 1 . EREBRRPEHA
K, FHAZBEXBEBDEY. Histik. B
100TC /0.5 FKFEH:.

w&EH9

3, 4——H—TRE—1—FFEELHFS
QH) ™

¥ 19.23 WATWEPIFHA. 95 H 8% ER
B 9SS A ZRBIBESYnHEIRN 4 pef. R
MR HHAERR, B3>, U_EHESN
VRS W AR HE AT aldk, 8 8.3 . R
116—120C.

IH-NMR(CDC,)é(ppm):2.0—2.45(m,2H),2.9
5(t,J = 7,2H),4.20(t,J = 7,2H),6.8—7.1(m,3H),7.4(s, 1
H).

&5l 10
T— M3, ——F—1—%HRNELHF
—5 2H) ™

65 AW —MERTER. 4.3 BAFTER.
6.3 LM 40 AR EEMNIR S Yo B3
WL, FHXEBRHIFTBERELTY. BB
HEXEER, BRRYBTZRZEFHAKKR. Z
RZEZHARRHTRIARXSERGEH™H,. AR
R EL Raifk, 8 8.4 SURE™Y, B 62—
63T,

&H 11

T—¥EE—9—MW 3, ——F—1—FH¥
#t¥HF—5 2H) 8

BN —H SR E™Y 6.3 WE 25 A ZR
PHREBPMA 3.76 EME 25 BAZBRPHOE
. R 3 bk, AEXREEARS, B
BERRYBT LRI RAAKRER. HZRZR
ET@RHFER. 83 827W>5N, FOs4THT

26

T3ERBL.

#&H 12

3—R—6—F M E—— N

F 5—10CTF, FTI0FBAHNEISK—HFR
B—a—RH —HHMEE 1.6 A Z R PHFRP
Wim 10.6 IR, & S—I10CHIR SR 3045
b, REEHEERER. 2/, )E, TLC
(CH,Cl,) FEHARTRESR T, FEH
THEMNES. REBSYWHK (1 7). B
NaHCO,; (500 EFt) FihK (500) FEF¥E%,
A MgSO, T, AEXEHBRaFHE. H24
TIOAMEER, LIBREEMCR GEANN. EEP 5
AT R sk, WREREN3I L BR/
ZEHR. BR2I 18K/ KPR, BS 30%
oht/ —® Ak, SIANFE=HIRCE K, ™
#* 80%.

&3 13

1—ER—S5—HEFD—I—F—3—8

¥ s—HE—1, 3— B2 _8¥ (403, 0.32
KEZR) BT 500 ZFH 70T S, 4 Bk Bl 3K im
# 2/, HABERNBEYWPHEANS. £8M
K ¥R ¥E Dean—Stark Bi. HIRS#¥% = oC,
R KESAETEY., B 39.8 3T, /K 165—
169C.

1H-NMR(DMSO—d)é(ppm):0.98(s,3H),1.6—
1.88(2H),2.14—2.38(2H),3.14—3.6(1H),4.93(s, 1 H).
6.2—7.2(m,2H)

& 14

7, S——EH-T-FR-3-WH—5 (6H) —if
SIS MEN B (Scdium nitromalonaldehyde)
(Org.Synth.Coll.%5 4 32, 844 Ti; 42.2 3%, 0.269
BEJR) BT 200 FA_HEPREP. FEBR
H 4A 5> T TR, bl A 100 BA RN
BTk, HEBRRERESIH, THPmAMRE
(91 EFF, 893, 1.13 /K), HIBSYLE
—5C. #REHB|EA-STE-8C, EHPWAH
XIS (5332, 0.277 HE/R) 7E 200 HF_—H &
HBREPHER SRR YEEZER. ¥
M—HEPREY (33.6 7L, 0.270 BE/R) BH
HMTE 200 BF- —HFRPEREDP. FRHDBE
MEMIRNBESHP. EZREH 18 /IHtiGE,
BIA2F kAP, B2x1 FHZRZRBER. 43
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AVE., ARRETRIET. BEH5E™Y 33
3 (61%), M 64—67C.

W& 15

- R—7, 8—__H-7-HH-5 (6H) —HEif
.|

W — R EMFEE=Y (27 %) HEEH
830 EFILAK Z WA 9.0 32 10%Pd / C 9 250 EFH
WP . HHEWKRERPT S0psig KD
TFTERIRES 2 /) at. AR L EBEIKEER,
BREEET. BB FARKE T ETRER
#r: %EW|F CH,OH. A 50 EF- TR 32—63u
MEER, HEREBET. BABSYWHRLU TEXECH
X 1% =71 19 : ICH,Cl,: RSk ET
AY 30 Bk x 15 ERFHSFRE e . A AR R
RRBEN. #X=PRERAEAISHERE
F, BBEREEY. MS(@m / )it M:176.0950,3
M :176.0944TLC(19 : 1CH,Cl,: C,H,OH)Rf0.32

#&H 16

AERERN 7, S——EH-T-HE-5 (6H) —&%
W -—E X ik

EEFUREBHE. HRERIMETRIEL
RO LB BE A 500 A =FUR+, ZBTHE
AR & PIARE 15. 26 32, fMA 6. 93 %
FAABER. RIE—mA 159 T 3.48N i
HCl, RN ESYWESRRRENBROOER. #
BERE 0C, HuEBEPIiiE —®E&. Tk
¥RP P, 5% 0C T 510 43phPimin 5.98 3¢
NaNO, 7 35 &7 H,O PIBER. HiHBEawE
oC #EH 3045k, BFFFE OC, M 55408MA
15.24 %7 HPF, (60% EE) # H,0 ).
R EVINE. M, SkEBINMH 10-15 42
. BEPAENEEK, H2x25FH¥ H,0. 2
x25 EF Bk, REEREETH P,0; TR
B, 83 25.62 35 (89%) AFRFMAEM. HAK
175—176.5C .

w&H 17

7, 8——H-3-BXK—T7-HFHR -5 (6H) -,
|

H—BEatE (F 2.5 ef) Bir—HE
BIbR A= Fh 25.62 ik fHL 0.5 ST MB] 500 EF-
MK 5% H,S0, PLBEHT N, BHmdaR

28

W, MRNBESYHFERM 40 5378, REOE
0C. 3 H 6N iy NaOH W3] pH7 (XMW
160 7). ENBASWA 3x250 EFZMZ KR
. S ERD, EdAHERLSNEN. &
HAVIERE,. B MgSO, Fik. XTRIE K,
RAWE T CH,OH 1, HREBMMIE, ERr#pr
RATHHATRUERF. H 191 ICH,C, : BF
MEWR IR, AP AEHFB™=5R 9.2 35 (67%).
£ 21052127,

il &8 18

3-WHE-7, S——E-7T-HE-5 (6H) —"
™

ABER 40 BN —HEp TR El
PR, T3 78%, A 80.5-81.5C. MS
(m/e) iM: 267.1259, ¥ 267.1261.

Hi&H 19

2~ F ek vl I

7E 125 TR PR P HF 8.94 3T 2—HI A re R nfk
5 50 ZFt CClL, M 6.5 3T Na,CO, IBS, HiIREY
s 68T, MEL—HBEHIMLEACL, FXR
SBEEN, X—RERLE 1 e, REWRE
RBEYHEKBPBE 20C, HHEHEZREAHEM
NaHCO, i m#iITHRE. FHZE. H
MgSO, i, HFEREZET. RAD L NRHEMHE
SRS, HEA¥E 20 FX 32-63u BN (B
HB28EX)., H1:1Z8: BEERBKRE. &
¥R | BEFRBE, T 250 A —HT W
. /ML 3-5HWME, 82583 (23%) ##
mrcdy, HRGEEK: TLC Q722K
CH,Cl,) Rf0.65.

1H-NMR(CDC),)é(ppm):4.86(s,2H),7.74—7.7
8(m,2H)8.02—8.16(m,2H),9.0(m,1H).

#4541 20

2—-{R-3, 4——E-T-HE¥-1 (2H) FEMH

F 25 3% (0.142 AE/R) 7—- (HEE-3, 4
-1 (2H) —¥&W4E 1 F 29 10CIHERP
Win 37.9 3¢ (0.237 BER) M (BRI MBEE
#10C). HAREARBERBENB, BRAYWHZ
M55, 83 31.6 3 B7%AHREBHEY. HBE
7980T,

MS(m / e¢)256and254(M")
,174,173,148,131,120,115 #1 103.Irf{ C H C 1)
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1680,1610 cm™.

1H-NMR(CDCl,)é(ppm):2.2—2.7(m,2H),2.9—
3.5(m,2H),3.95(s,0CH,),4.78(t,J = 4Hz,CHBI),7.0
—7.4(m,2ArH), 1 7.58(bs,ArH).

35X 4 HritX C,H,BrO,- 1H,0: C,
50.89; H, 4.46%.

SCMMH: C. 50.71; H, 4.36%.

W&H 21

66— /A3 B4 _ E e

¥ 9.2 37 6— B _HtmWmM. —H
BEEBREL T 1.3 WERTREE 100 XA ZRPEH
WAEAICE Linds 5 Ahnd. HEREBREREMHS,
Bt B REBeA{L, F CH,CL, ¥R, # 3.7 /™
fh, Rf (CH,Cl) =0.5,

1IH-NMR(CDCl,)5(ppm):4.95(s,2H),5.05(s,2
H),5.55(s,1H),6.30(s,1H),6.80—7.60(m,8H).

i #&B) 22

I-J|—-2—- (M) —6—F EmksEM 3R
—2—6— (BHHE) —2—-FRMsE

EMESHERT T, EFE R EINN
25 FHE e mA 1.4 3% (7.35 ZRER) 3—
-2, 6——FMIMBE, 1.21 3% (6.77 EHE/R) N—
RICHBEIMIER, 4.5 A WMIEB. 10 X
(0.04 HEXR) XBARMAY. HHBIESYE
W 9. BERTEEST TLC 2t R 058 FOS 9 &
e, TRMA 073 (3.9 FAER) N-RAEH
B, MBS WEER 4 /baf. BHEIIRE
4, B 2x50 M CCL Bk, RBBWMWA—M
R, M5 200 STREAHITIRSUEERE bt
k. A 3 1 B85 CH,CL NI, B4R EH
RAGE R4y, B 218 T (11%) 2— (RH
) LW 285 B (14%) 66— (RFAE) fif
4%, TLC (3:1EB#%: CH,CL) Rf4r5i30.07
F0.13.

2— (MHE) LY.

1H-NMR(DMSO—d,)é(ppm):7.99(d,J = 7.8H
z,1H),7.19(d,J = 7.8Hz,1H),4.71((s,2H),2.46(s,3H).

6— (L E) Y.

1H-NMR(DMSO—d)é(ppm):8.00(d,T = 7.8H
z,1H),7.32(d,J = 7.8Hz,1H),4.63((s,2Hz),2.56(s,3H).
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(D) ‘)F@H{ (E)
I
6
R2_-O //cnon
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\ (a) (b)
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rRé=R RG-—'CGHS
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Y+Y1= ﬁ% Ra= %ﬁ%
oy,
xl=0 & s v2ey3= EEE
x1=0 &% S
6_
R =R or C6H5
2
Xx“=Cl, Br, I, CH,SO,, p-CH,C.H, 50, 3}
e =R 2w

ta) rlsw B rlow, Z,@% 42 (11 B4k
(b) rlsu = rlon, 7%
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xlscuz, 0 TS

N
B oA AL

AN

w
SN

(1)
1

Y=H, Y =0H

x1-CH2, o #: s

N
Wt k4

\

(IV)
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viayd= pa
x1=ca2, o3k s
7R
v
(IV)
rR®= 4
2 3
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