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AR ‘FoRVBIMEH H C-COREGREER (VII) TR
i ER AR RAT R T ERME. AP R HFRTEFTEARE
BERARERPRAGRIEERGHEGLEENY 7 F&E,;, AAXAER"
Ao R TA 2 6 Fe ol 6 = W R R AR T A R H &
5 3 36 9]
Br K A M K M M Sigma-Aldrich ( 940V.St.Paul
Avenue, Milwaukee, WI, USA) K#%. Z#EMM A Alfa Aesar (30 Bond
Street, Ward Hill, MA, USA) .,
L& 1
10 Z(N-ZE-4-TZEXTEEX-2-NH-2-B4) 8 (I1) H#&FL
R
BRI AR F ik (McCeachin) ¥4 1,3-— B Hedik, B
CH:CH:N=C (CHs) —CH.-C (CH:) =N-CH.CH; - HBF«. 48 (II) B & thifit#
Bmb Fares (11) AFHTA A R¥E. T84 (0.268s) KR
15 Aex 50ml 49 Brienmeyer JRH P . AR A IFH A Sul 6§ TEF., &
vy AMEE (1.00g) 5PHMANARHEERORK THREER
Wit Nall (0.105g) M Sml FEHPREHE, FATHER—
KARE FI Snl FHE—RmAkREAG THRABRT. TPHBR
TREER. WA RAHFERSE 1 I, KEREEMN. EYN
20 BAHTLRRL; FIFHRSBBHREHEZFA Colite545 Kit
B, Bt ORKkE, LAXFAAIRE, ATARBEMN. A4
100mTorr A fo 40-115C T A LRBTHREND 98-110T ) B4k,
AR MRS (25 0.0250g) 449 100mTorr /& JyF 70-80°C F #H 43|
BTk e93k %448 (coldfinger) L., AXRFBAEH LEFREECR,
25 EXANZE, SHPARSCPDHERNSH _LERRGERE. FER
EF SOCAZ Tim#k, FRSWGTERRGE, REEAEENF
g, RAFHHARSHHERBLE.
F#&H 2
MeC (NHMe ) =CHC (=0) Me #) #]-&
30 BEREGFH(100g, £KF 40%) WA 100g &5 2,4-X =8 +.
AR B bR Sk R FEDERHBA DY 35-40C. AT R
B2, IR ERETERRER 1 0, REBFATEME.
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HARBELENRGTRAE T oM, RALEI-ISTTREF KRB (KA
HAR) ., EREFEBYZE, PLEMS. SRR ESPTER.
it NMR 947, VARSFHZ£ (XF 90%) KB TAHEALSY (AKX
F 95%) .
5 F A 3
[MeC (NHMe) =CHC (=OMe) Me] [Me0S0:] &) #) -4
ETFRET, HREH 28 - (FERL)-I-AH-2-8 (1. 00g)
BBAEA—RTFR (2n1) b, HH5AR_FE (1.00g) RS, EARS
R RKEER, £ 1 SHGERFPSHNETRBEE, £%F
10 MBFHARLRE, LREARE, A—RATRBEFEK, 2B FR
0.90g (47%, A FAR—FEit) . B&ZHE NMR #5580
AE .
ETFRAT, # 4-(FPEARK)-3-K%-2-M (1.08g) 5K T
B2 (0.5ml) Bd, HFEXREMAR—_Far (1.00g) RE. 2¥AF
15 FERAHETHEMER, 2 1 SRYEREPEAL, BEXRTR
Ak, RERSCWATETARHK ELBETIR, REATHEHTZE
R, Rip> Rk NMR #F401E.
5 %4 4
[MeC ( NHMe ) =CHC ( NHEt ) Me)] [Me0S0:] & 44
20 % il it ks 9 F F k4 & & [MeC(NHMe)=CHC (=0
Me)Me] [Me0S0:] . —f Firfk L & it ¥ MeC (NHMe) =CHC (=0) Me
WHELRSHA Inl WwHARE —ALE, REA 6nl (2M LKA
ek P VA, ARG RRARIFIRBAE (% 30C) FTHHE 15 04,
Reitik, T, 435 1.63g ¥R EEHK, NMR #5UALF LR
25 MANHBXAEGHEEARIE, LKA LR, HFHEESH
e GRS EERE I, RTFAM— ¥R,
kbS5
Z(N-FR-4-Z 4 T RKE-2-K%-2-B4L) 48 (I11) 4 #1 &
¥ 1, 3-8 [MeC ( NHMe ) =CHC ( NHEt ) Me] [Me0S0:] (1. 6g, 4=
30 LA 4 FREME)RME 15nl FHY, ARHET, mARTHRS
(0.71g) . 2B RGERE, ATRTHHF 15 245 RKBXHE
WM. & & 'H NMR 3# [D:0] 5 K [Me0SO0:148F) . L& &R A
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B, BTHEASY, RRAGREHMRY, AWAELTFERASE
(%5 0.024) THERNTFAAHHABAHLAARE (£ 100C)
FAHEI TR THRAFBAEG LRI,

L #H 6

JA4a (11) 1, 3- =3 Befied %P4 E R H)

AFRES, HERBHERN (10 S§) #ien (FLEF) %
P 1 RS ERSHARFEERTY (£ 7-16ng £ Snl FERF) .
HEERSBERITAE R ,#ED 100C. RXEATREIH T, F
100CHA FHo0 10 LEHERN.

a) 9-BBN (0. 5M 9w fivkwhiEidk ) . REEGHERET B0CHhAN
TRERE/RE. RERBREREY, REARBDEAPHBAT HHH
Wk,

b) MK (IMwEsknhiEk) ., RPCLERINETEN, REX
BBE/AE, MEXRRE/HE, T ASTRMMMA, HERLX.
®E, BATREREY.

c) —RXHNkh., BREECERAET 100CHHM TR, HA L0
Y4, HERBHEARNECER, AT 2AHEREY.

d) ook, A, FECEREHEE, RELTAKE/ R
6 (77C), REERZE/ME (85C), REXAKE (100TC) .,
HRTHELEN.

e) —Z AN, A (70-80C) N, ATEHREYRARER,
REBARFMEMEM4H. LEILEREY.

EHEH 7

Z(N-—FEAEEA4-—FRRE B HE-2-KWH-2-H4) 48 (11)
¥ &

4,08 HRI-2,4-—FF 6. 0g Y N, N-—FREBMH RSB T K
WBETHHIE, ERARSEE N TAZ R, 25T 89-90C kK
LB, REW 0.92g i hHE 0.31g 49 T8R4 (11)
A 5ol PEHPRS, FTHRESA TR I X, SRER, REEX
BEEH, ETETFLRAATHAELY (2 100C, 0.0153) .
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Z(N-FEA4-FPREIERE-I-EX-2-TH-2-BA)HADHH
£-Z Y]

BB LA F ik (McGeachin) #4& 1,3-— L B&4&K, B

5  CHsN=C (CHs) ~CH.:—C (C+Hs) =N-CH; - HBF., 48 (I1) eo-HhBd# B w b
L84 (11) Eufskh TR R4 &, SARAIORMAREL T
BAME B REE (R#&EH 1) . HT848 (0.408g) T 50ml
BT . ABMAHBHESY 30n]. HALES 9 E kP oyHE R
Bodk (1.008) —AmAdeid e CMMmERT. SHABRTREERE

10 %, AR TERIEHLIE, RELHREHEBAM Colite5ds
ERits, AR RBEMN, KATROAK. £4 100aTorr B
110-120C FHA LR TR ED 98-100TH B4k,

#4 (11) Bd% (5 0.018g) ZAFTHMAT, REFAHEANE
#, REAFRARLANKE 165C (AvVARHRSH]); BEFHEOA

15 A% 30mTorr KM, HTPHE KR (RHFHE 2 ) HRFAL 100
C. AR SEANEERA S ESHERR, ZHFF LR ERIR
BiEk. RHEZTHT, REA_CLEARRARL. BRARMERE
BEEINCERFHBR, XGREHH EfBAME LD RIESL.

k&Y 9

20 NN-—ZX-2, 4-R—HERGHE

AFRAEY, @ 250n1 BABIK T A 4-(TERE) -3-KH-2-
B (30.0g, 237mmol ) FeskB — F & (30. 0g, 238mmol) ., HRERE
wBH, RE#HT (12 pu) , BBESH, AHNABRIETIALE
A£ THR (150ml) s 2M 5ok, Bk (1 00) REESEHW, ¥F

25 MAETUASE (eREH 4HFEMRE) RABEA.

#PEE4 (12.8g, 237omol ) £ F#k (40ml) ¥Rk AAN T ]
< (vida supra) , H-FEREBARF (1 bw) . BREEHN (£
2), #3HRB, AARER, L@, Ka, FIANKES, *
BN N-—E-2,4-R_RERAEL)ESE, FH K EH(28.68),

30 FRZETIN, RFide) i-(LERE)-3-KH-2-W3t.
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