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DL R R SE343 H Sigma—Aldrich A w)3F HEAUH— P AL ER A8 A 1 11453 B Sigma—Aldrich
O ) ) SR A AT AT IR AR A

[0164]  SCia {512

[0165] i S {51 [ B 1 A0 758 = B UK 45 —5 , 6 - — R e fie (C1) 11 ) 4%, FL R il 48 i
P AR B — A S it 75 2K 85— AEE SRR R )4

[0166]  {ERC & Hf 718 F 09 T4 9 500mLIR JEEFEIHE (RBF) KK (21.0g,309mmo 1) ¥
T2 E R B % (258, 258mmo 1) 7£250mL £ R £, BRI VA TR 1 o R -5 AE90°C in#i30h . 7E 1
FH 2Tk Bk (100mL, 3X) FF Had gy IR 345 A AT e T U CL o A (A fE 2 R
TR0 240 GRS 4l AN SR A CL, P2 N 29g,68 % o "H-NMR (300MHz , CDC13) :
(ppm) 8.09 (s, 1H) ,6.53 (s,2H) ,5.32 (s, 2H) ,2.89 (s,2H) .

[0167]  sKaf]3

[0168] %St o) [ B 7 &0 [1,3-3 (2,4,6—=FF FEIIL) -2k Mk ks I 3 ] (P 3) XL
(3—JRALIE L) A 4T (1) (G3) JEAL 7K 1l 4% o

[0169]  Kedu1 b PR 85— ARGrubbsfE{L 7] G2) (1.0g,1.18mmol) 53—JRNMEHE (1. 14mL,
11.8mmo 1) ZE50mLEEHR TP IR A o 76 S T I RES 2 BRI, 40 (008 AW A8 im0 s IR e
(40mL) , BFE 155 B, FRAF S0 [ 44 R TR B MIAEVKAR 8 R 240, FRAE 25 T iy K 3R 15
[RIG3MEAL T (SR Elfl 4A) FIVA b e It HAE 2 N T 2E 5B 20, 9g1 &, 7 F N
88% o

[0170]  SEjffs)4

(01711 St 5] [ e 1 MR8 AR R BH — AN SE 7 2 5 — BRAR, A R - TS R UK R M -N-
= -5, 6- L FF RV R i

[0172] ) LLIR R eI 28 N AR 74 = B& UK F =5, 6- B % (82.6g50.5mol) « =
Z TR (70.4ml; 0. 45mo 1) Al = ZRFE B (144.3g30.55mol) oK PN 2545 7 7K Y Sk HRg
(650mL) il U4+ , B2 A [ A4 7 A o 1 TR A e DK v v 01, B 5 178 i F 2 7K DY Sk
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(50mL) FRRERIME A —F B 218 (8TmL; 0.55mo 1) , [l Ay L7 350 e ZU 40 FH UK A H) o A8 Ji B 2%
12 FHE B IR IR T I H kS i P 24-48h o SR e #4728 K B 2 WA kg , 3F B 2.8 (1L) %
B , 3% ELUG 7= AR 0 2AE PR 588 B bt Ah o i B8V [ 44, FH 2018 (2 X 150mL) ¥t
B I HA IR IR AT IR, FE BT HESE 28 R4 o AR ZUBEFE T , FHZR 18K (T50mL) #5 8 lr
PRI R AR L PR DTE , UK (2 X 76mL) Wik, I H & FF BRI S B, 7 FH < Tk (4 X
200mL) ZEEL o SR e 1 s AN AANaC 1 K 0 A, Bl s F = &R B (5} 200mL) ZEHL . @ i
TLCH M Bk Al & FF B 3R B , SR N R WS 4R 138 43, F e K IR R BE T4, i 8 5 HLk
Y5 2 fH H RIS 0 B R A A I I NMR A A AW o R e 2, I TR E R & = =R 2
81.4g (60%) . "H-NMR (300MHz, CDC13) :6.51 (s, 2H) ,5.26 (s,2H) ,3.65-3.72 (m,2H) ,3.55-
3.62 (m,8H) ,3.51-3.54 (m, 2H) ,3.37 (s, 3H) ,2.87 (s, 2H) »

[0173]  sLafs5

[0174] % S 5] [ RS 1 AR AR R BH 1) — > SE Tt 7 TR Bk, Ah =7 S B UK i -N—+
FNIERE-5, 6 H BRI L 1) ] 4%

[0175]  fERCA& ML P HE T 1 17 (19500mL RBEHH , 76 1R 0 2800 T R A -T2 R P K
Frifi-5,6- B ER I (C1) (10g,61mmol) JPhsP (23.84g,91mmol) Fll—| 7S (17.6g,
72.7Tmmo1) WIVRE & W¥E T Jo /K THF (130mL) H o I & AL DK % H1 D TAD (22. 1g,
109. 3mmo 1) MRS 3 A BN 2 BTk v A0V i b o AT R RLTR A IR 2 = B 24h
T B i 78 R B 2 THR L 2 T8 DA R4S 1 4k o MOFR B (2X) H B 45 A i DA ) 2 i 4R T 5K
ML A R 3R A, SRR A N T =R T 24h (F7%:18.6g,80%) o 'H-NMR (300MHz ,
CDC1s) :8 (ppm) 6.5 (s,2H) ,5.26 (s, 2H) ,5.32 (s,2H) ,3.45 (t,2H) ,2.82 (s,2H) ,1.56-1.38
(m,2H) ,1.28-1.1 (m,24H) ,0.88 (t,3H) .

[0176]  sKaf]6

[0177] % St 9] 1) e 1 AT i) A AR 4l A R W — A st 7 s S AL IR ik B AL SR M — ik
BLIL R WIR il#%

[0178] &Lt (5] 3+ [# IR [ Grubbs 55 34X (G3) M 4L 77 (18.94mg,0.02mmo 1) FRAFC & & #
LAY e~ HUERE ) FF O 2 40mL N I563vAE T4 AU RIDCM (10mL) H 3F:
HIES S BRI TR 1L RBFH K B SLi (5 41 B4 (1. 0g, 3. 21mmo ) 7F
DCM (5mL) H {97 FHE B At BB R NGSVEW , 1 HLARE R 7081 659 B 5 B 1-2mL
BT T2 10 56 & W0 i B 45 40 ik, T+ 2 3R A R ok B SE 416 1) 544 (4. 0¢,
16.6mmo1) 7EDCM (110mL) H (¥4 ¥R F 4 Bk 0T HL AR 8 R RS KM R G Wik BOa W+ , JF
HHEHE 5406093 Bh o 1 2,38 2,035 LTk (2mL) N & R BUE R IR & Ay b, L& IRk
R, 3F AT H AR 73420950 7= A K 3R A W /EMeOH (2L, 2X) HitiE , PLR I 4 T2 X
[ i B L R Al o 1L B ik B L R A E A N T = T TH-NMR (300MHz,
CDC1s3) : 6 (ppm) 7.7-7.25 (m, 3H, 2K HE) ,7.25-6.8 (m, 2H, A 3E) ,6.3-5.9 (%%, 1H) ,5.9-5.3
(%% m,1H) ,5.3-4.9 (5% m,1H) ,4.9-4.2 (% m,1H) ,4.0-2.90 (5 m,19H) .

[0179] L)t 7

[0180] i S {51l [ B 1 S A AE St 516 H BRAF 1) — BR B L SR MDA A AR AR P A & B —
AN St 7 20 i B IR T

[0181] Pk ik Bt AL R WA T-DCM (1. 75 T-250mLH) o f KA A ARk Bk s S 44
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(2g, 40-63FHOK PUE 1B kL) (IGrubbs 8 AL (90mg , 106mmo 1) BA K Hi 4434 ¥ 5% 72
FParrE R N EE T, I HL A OV 88 BN (1500-1600psi) o 45 S w25 IR &2 50 'C 4EFF
24h AR AR AW s8It ByUe fE R EE X 1, DRSS BRI A
L YINE (721 .6g,90%) o 'H-NMR (300MHz , CDC13) : 6 (ppm) 3.5-4.0 (5% m,4H) ,3.5-3.0 (5%
m,4H) ,2.5-1.0 (%% m,23H) ,1.4-1.0 (s,30H) ,0.88 (t s,3H) .

[0182]  Sijifats]s

[0183] i st fsl [ B 1 RAE LI R ANR BAL R T3 1% 4G 2 A OO RO At s
FE AL GPC) o

[0184]  IEIIMALS-GPCEEARAELL T 2544 T SRAEAE SL i 67 FRAF I 3 SR AN i B L 3R
IV 43— 5 R0 43 —F 590 A 1 o

[0185]  BahAH: & H ke OCW) .

[0186]  BEFNAHIEE:30C.

[0187]  UVJL K :245nm.

[0188] Pl AL : =HEPSS SVD Lux4r#irit CRO M- O ER LRI ) iR A5
T T ] 5 A/ N R IE HLFLASA1000A. 100, 000ALL £2 1,000, 000ALA B2 474 FE

[0189] ik : ImL/min,

[0190] GPCHR % : EAHUVARIK MEEHIWaters HPLC alliance e2695 %4t .,

[0191]  MALS &% : A S EEAE664 . Sum¥BOG K 6 ) 28 [ DAWNHELEOS 8 R4t o

[0192] 2 fEEOCHETGPCEETE B B MFLE HHA T 1 . HRBCIL R Witk 2Lt 3R M1
Sl , A PR S RN B A B R 5 F 8 AN R A ) ik B R 3IR L 2 R M 1 5
W, AT IA B R & 1 8 AN R R A SRk a4+ &,
KNS T2 F B L R NME £ .

[0193]  SEjifts]9

[0194] %S o e R 1 il & MR PR AN R B — AN skt 7 S B AL RS M T

[0195] 4277 V20,455 | 4 YA B VA VL, YA B 36 I, B i £ TP P i B ) IR 9 7 v A i B K o A
TR BT (DCM) Hh il A& R B SE AT i BRI L. 0 % B R AR I U R BT IR VA
VB 2 A5 1500 22 2500 v pm 1) 4% 3 7F 3 T B0k i B BB ER Z190F2 (I 1] o K Laurel 1 WS-
650MZ—-23NPP e i Ab BEATL FH T B ik o K 3RAT (1) W AEDCM = H IR K 210/ B 215K AR i
YA DR 0 R sE (APM) B4, LB R SLH 7 I 4R 454

[0196] PRI 2H3AR 1 MR AR R BH — A5t 77 UMK B 4 2 45 ) i APM s 2 LR I3 AR T B
H 2 25 M T APMIENG, o A BT IR ARMIEIZ RT A HE 5 A 23 5 1 ik B 3L SR WD B0 WS A LS T 6 7
VEHED o B AFE IR T BRI SHRER K 1S 2R 56 58 , 0o A ME .

[0197] A3 FHIG B 278 SCHR, A04E AR L R F i & 0], 72 i 228 DL T A
[ (AR P S N AR SR 1) 5 2 2% ik B L BE A 38 AR S 2 2% H DL DB AR G N AR S
B DA H B AR 1 2

[0198]  FEHGAR A A R SCH CRe A AR 75 R S BRI ZE R A B S0 AR “—” i
C AN RTBITR () 7R A DAY R AL ARAE H A T PR AEAR S A UL Bl R S
2 7 I AR R 25 SR B R B IR — RPN AN TE (B, “AFIBH ) 520
— A IARAE DA AT AL B AEAR S A vl B SO I B SCER R R R R
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AR AL E Py E I E R 30 (ABB) BOPTN BOE 2 A B R T E AR R AL (AR
B) oBRAE S A UL AE R ET BT AR A ST R R IR (B0 B
B EARRTT) S BRARASC AT UL A SCEUE VI FIE 8 DU O T ek, HARAT i
VR ALAZ G A RS B AR, ELRE A SR P (L 200 () R 7 3t e AR A SC i T N Ui
Forbro BR AR AR S 53 Ul I BB I R SCHYR P I, AR SR I A T AL LD A IE Y
WP S i o 5% A 53 5K, A AT AT i A7 S 490 4 458 T BCA SCER (I K s 1 PETE 5 (il il
(G ™) A5 A ST U B AR 5 B i AN A5 10 4 e e TR 1 o 6 U B A5 o AT 1 5 L i
PR NAR AT AR EERARY™ B L2 AR B 1 S it A b ZE 1

[0199]  FEARSCR A 1 AR IPLILRISLHETT 5 BB AR N C R0 F T Sk AR A I
B AR 3 o X I 1) 152 1 1 834 S B0 32 FF) SE it 7 S5 A2 ot T AR B T RO R
A AR 110 2 W o AR NSO A U B AN AR D1 5 2 (3 X AR 4A, HAKR BN
BAERR T 2 MO S B AR T A R Hh SE R AR e B o DR B, A 2 P AL A P B A ORI 22 5R g
B 3 R i A A0E VR SV R AR BRI ) o A BR AR AR SO A st BEE
SR i AR B T AT Al Re AR R AU IR SR R A S
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