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SENHE, RANGEKRE Q444 W0 97/13024 P AMEH A
AERBEBHFS G REHFEER.
5 WA AT LS LR AL A,
k41
V&1
2-8-4,6-RA(N-ZEA LA FLERBEAL)-1,3,5-Z %G 4R
2 &M(4.08 g, 177 mmol) 5 F % (150 mL) # TR . HmA N-
10 ZEALRFEASBE(93.28g, 177 mmol), 2 R OEZFEH 30 min.
HAZEZBLETHE (BREAEENNBRERBATR). BANER
AAEEARP TEMAESGR (300 nL) ¥, H#AHE-65C. AER
Bt PAmBEeER fABE (16.33 g, 88.5 mmol) XA &S
(100 mL) P o9k, FEF PR EA HRIRL-50C (4 1 h).
15 WG, iERSRAPERAEER(NL), REHFHHEIh, RNEY
R RBABERRBEFAALTT TR, A3 AAHRATERAIFER
Ak B R4k, AM3KF 61 g(56.9%)Hama &u K.

'H NMR (CDCli) & (ppm) 4.20 (2H, q, Juy 6.8 Hz, CH.CHs),
1.40 (3H, t, 'Jy-x 6.8 Hz, CH,CHy).

c{'H} NMR (CDCl,) § (ppm) 171.3, 165.0 (=% ), 46.3
(CH,CHy), 14.5 (CHCHs).

20 ¥ 2
2-N-(4,6-X (N-C X4 8 FEEHBAR)-1,3,5-Z%-2-%)-
RETEHNGL A
2-%-4,6-X (N-Z A4 R F LB EAL)-1,3,5-=%(15 g,
12.9 mmol) &) THF X% (85 nL) 5 Z 8542 (1.6 g, 26.2 mmol) £ B &K
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Fha#y 1h FERERER/EFAE L FHLERFIR, AHKF 12.8
g(83%) &9 = H.

‘4 NMR (ds #® ) 8 (ppm) 4.85 (4H, m, NCH.CH;), 4.38
(2H, t, *Jp.x 5 Hz, CH,0), 4.22 (2H, dt, S, 5 Hz, OCHCH.N},
2.05 (6H, m NCH,CHj).

5 V%3
2-N-((4,6- X (N-ZE4 A FERERBMA{L)-1,3,5-=%-2-
R)-BE LA AR RS R
2-N-(4,6-N (N-Z X4 R F X rksRL)-1,3,5-=%-2-%)-
AA L% (11.58,9.7 pmol) 5 AH B (1. 32 g, 14.6 mmol), H M
10 ARFEGBODL) F. MERAARERATHT (1.77 g, 14. 6 mmol)
EPEPHER(10nL). HMEFHEBRRSPAEDA TMmHE2h, A
ERAALE HAZEBETE, A ERFSHAEME L& (400 nl)
T, BRLEERKAL 1M 5% (2 x 50 mL), %MK (2 x 40 nL)
wik, RAMALT®R 38, HFEPAZFHTEAEEMN A
15 Wik 8.8 g(73%) 4. ‘

'H NMR (CDCl,}) § (ppm) 6.42 (1H, dd, >Jyu 17.3, 1.3 Hz,
CH=CH, x)/s 6.11 (lH, dd, %04y 17.3, 10.5 Hz, CH=CHy},
5.88 (2H, m, NH, CH=CH X, 4.32 (2H, t, Jyu 5.3 Hz,
CH,0), 4.13 (4H, m, NCH,CH;), 3.72 (2H, m, OCH,CH,N), 1.36
(6, m, NCH,CH).

Hc('H) NMR (CDCLly) 8 (ppm) 166.0, 165.6, 164.6, 164.3,
(=%  /C=0), 131.5 (C=C), 127.8 (C=C), 62.5 (CH0),
45.4 (CHyCH,N), 40.5 (CHN), 14.9 (CHxCH).

E4H 2

2-[N-FHE-N-((4,6-R(N-ZE 4L A TFL T HL)-1,3,5-=
20 %2-R)N]-RLAGABBREHLK

R 2-R-4,6-U(N-ZEALRAFEERBRAL)-1,3,5-=% (20

11
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g, 17.2 mmol) & £.45 (150 nL) P ¥4 % &/ & ¥ &K, & 30 nin AB M
NNN-= F R R X8 % W & & (N, N-dimethylethylamino
acrylate) (2.45 g, 17.2 mmol) 9 &4 X% (50 nL). R ERASHE
FTRTRHEIh GEHERZ Celite®(FE L)itE&, K% (24 30

s oL #94R), ReAd —fitdERixmis. “H ARG THRR.
EREN, ®EHF 19 gEs¥) HHaRE, ZXHHMGRABELRE R
28 .).

4 NMR (COCl,) & (ppm) 6.37 (1H, dd, Jy.y 17.3, 1.5 Hz,
CH=CH,jg x,), 6.09 (1K, dd, Wy 17.3, 10.5 Hz, CH=CHy),
5.83 (14, dd, >Jux 10.5, 1.5 Hz, CH=CH, MK, 4.36 (2H, t,
334y 5.6 Hz, CH0), 4.14 (4H, m, NCH,CHs}, 3.86 (2H, t,
3Jyw 5.6 Hz, OCH,CHN), 3.20 (3H, s, CHN), 1.38 (6H, m,
NCH,CHa) .

Ye('H) NMR (CDCl;) & (ppm) 165.8, 164.5, 164,22, 164.0,
(=  /C=0), 131.3 (C=C), 127.9 (C=C), 61.7 (CHO},
48.3 (CH.N}, 45.5 (CH.N), 36.3 (CHsN), 15.0 (gﬂ,CHz).
10
EH 3
FE1
2, 4~ (1H, 1H, 2H, 2H-£& R F LX) -6-%-1, 3, 5-=F & &%
4 88442 (0.49g,11. Tmmol) 55 1H, 1H, 2H, 2H 2 £ 558 (5, 4
15 g 11.7 mmol) v & =kwh (25 mL) P X &R/ AFKR. MARESRK
(1.08g, 5.8mmol) R&XMAK (1nl), R REBATRTHRALA.
BHEFOBER/BAFARRIABA (200mL) 7, REATER(2x200
nL) ZR., BAMERBEARSALTF%R, I8, RELAALTZTER
L&, MERYOECAKACHGOnL) PRFALR, NnkF 3.3
20 g(54%) %,

12
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‘H NMR (CDCls) & (ppm) 4.75 (2H, t, *Jyy 6.6 Hz, OCH;CHp),
2.63 {2H, tt, *Jy.r 18.1 Hz, *Jy.y 6.6 Hz OCH,CH;) .

Be('d) NMR (CDCly) & (ppm) 173.2, 171.7 (=% ), 61.1
(OCH,CH;), 30.5 (t, *Jcp 22.0 Hz OCH,CH,CFy) .

5% 2
2-[N-F £ -N-((4, 6-X (1H, 1H, 2H, 2H- & A F & X)1,3,5-=%
5 —2-E))]-RALEGHHRENGE AR
R4 2,4-% (1H, 1H, 2H, 2H-2 R F A& %) -6-8-1,3,5-=% (0.5
g 0.48 mmol) AR (10 mL) PHIBER/BFK. EERTHMNN-
ZPRCEARANHAHRE (0.076 g, 0.53 mmol) 43k 4k, RR ALY
BH2h ZRGHEREAA2 ML (2 x 10 nl), EMK(Q x 10
10 mL)ER, ARASALTRFEE. RBEENGE, KT 0.48 g(90%)
AR,

'H NMR (CDCl,) & (ppm) 6,30 (1H, d, *J4.y 17.2 Hz, CH=CH,
X )r 6-00 (1H, dd, *Jyy 17.3, 10.4 Hz, CH=CH), 5.73
(14, d, *Jy4 10.4 Hz, CH=CH,MgX, 4.57 (4H, m, CFCHCH.0),
4.31 (2H, t, 5.5 Hz, OCH,CH;N), 3.84 (2H, t, *Jpu 5.5 Hz,
OCH,CH,N}, 3.14 (3H, s, CHjN), 2.56 (4H, m,  CF;CH,CH0).

Do ('R} NMR (CDCly) & (ppm) 171.3, 171.1, 167.3, 165.8,
(=&  /C=0), 131.1 (C=C), 128.0 (C=C), 61.8 (CH:O},
59.2 (CH;N), 48.0 (CH;N), 36.1 (CHN), 30.2 (t, 22 Hg,
CH:iCF2) . | '
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