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TR B VAR SE N 7.26ppm, C NMR i3 th 7 85 1 70 W A 72
9 77.16ppm.

22 BRERUL B AR
o DABCO oH 2 NBS,Me2S 2
TUT T Tiveaems Y0 e o
1 2 0°C-25°C,93% 3 0°C-RT,92% 4 Spr

In,CH,0 Ho o |m,dazo,eTBSC|TBs° o DIBALH
T8s0 s ™ 3
Bl 1 JEESRAR G E R

(1) 2213-3FFE2-WHETRFR ((bEW3) « %
4 DABCO (5.12g, 45.4mmol, 1.0eq) /KIFW (5.0mL) %
N Z AR IO 1,4- Z 8 N3 (5.0mL) F1 A MG B2 FF e
(12.3mL, 136.2mmol, 3.0eq) . AHIZE 0°C, ik 10min J5
WM (2.54mL, 45.4mmol, 1.0eq) . JHEZ 25°CH
$ 24h, TLC WML, SNSRI CBEMRE, 730, 7K
AR OB, SIAENAE, TOKBRBREN T8 5 R ik 4i, 12
TR 3, WE 93% (5.49g)

1H NMR(400 MHz,Chloroform-d)36.22(1H.s),5.83(1H,s),4.62(1
H,m,J=6.10Hz),3.79(3H,5),2.63(1H,d,J=5.66Hz),1 39(3H,d,J=6.47Hz).1
3C NMR(101 MHz,Chloroform-d)5166.9,143.6,123.8,66.6,51.6,21.7.

(2) 2222-RAE2-THRRTFNE (L&YW 4+ ¥ NBS
(8.0g, 46mmol, 1.leq) T /AK_HEHFH (60mL) H, ¥
HIZE 0°C, MW _ P (4mL, 50mmol, 1.2eq) M5
FGEH (40mL) o 0°CHEH: 10min, WA 3 (5.46g,

BRIt Hahb ok FAY, B (2002.03-) , Rk, #A@ARMEA,
Rk, HAdBmEA, W, SFTR, FRLTE: Hhd Ko

B A ARAFEA AT AL “R@ERFNRALFRRIEDLT G 4T LKL (A E %5 : CX20235Y019) ; #d 4 A RAFEAE “H
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42mmol, 1.0eq) M S HLEIHEHR (40mL) . FIRHFE 24h,
TLC MMM 5e 4 e, FMAE KR, LlZIRER. &
HAENAH, TR R85 i IR0 AR LR A H™
MR BN 4l CRmBE/ 28R 2,88 20:1 % 10:1) , 5k
BRI 4, EE 92% (7.45¢) -

1H NMR(400 MHz,Chloroform-d)57.08(1H,q,J=7.26Hz),4.
24(2H,5),3.79(3H.s),1.92(3H,d,J=7.25Hz).13C NMR(101 MHz,C
hloroform-d)3165.5,143.0,129.9,51.77,23.78,14.36.

(3) 2234-FH-3-HE2- W HETRHE ((haW S -
7 250mL [FEFEHH RN &4 4 (8.583g, 44.46mmol,
1.0eq)« THF (50mL) . 7K (33.6mL) F1 F Ji% (5.41mL, 66.69mmol,
1.5eq) , BSOS (6.63g, 57.80mmol, 1.3eq) , EiLIK
FEIE B TLC B 2 B 56 25 5 » N Z T (100mL ) F17K (100mL )
Fike, SBEANH, KA CBERER . GIFANE, Wmmadh
KBS, ToRKTRERAN T4 J5 IR 4l o R =Rk AT JE A 4l
1 CRMEY 28 8 10:1 & 1:1) , Bk~ s, W
47% (3.01g) .

1H NMR(400 MHz,Chloroform-d)36.28(1H,s),5.64(1H,s),3.
77(3H,5),3.62(2H,m,J=6.68Hz),2.92(1H,q,J=6.48Hz),1.14(3H,d,]=
7.01Hz).13C NMR(101 MHz,Chloroform-d)3167.9,142.5,124.9,
66.8,52.1,37.8,16.2.

(4) 22.44- C GRUT R REER) A -3-F3-2-1
HET]RHN (L&Y 6) : [ 100mL KN IIALEY 5
(177mg, 1.22mmol, 1.0eq) F1 =& F 4 (2mL) , A HZE 0°C
JEAR MK (250mg, 3.68mmol, 3.0eq) #1 TBSCI (221mg,
1.47mmol, 12eq) . FFEFRBHILR . TLC Wl F2 58 4
JG, IMAMEA NaHCOSE A K, LR CFaHHL. GIF AN,
ToTK TR ERAN T 1 J5 IR Rk 4l R SRk A Z M alide. CRih
fit/ B8 <. 20:1 & 10:1) , TR EMARY 6, W ZE 59%
(188mg) -

1H NMR(400 MHz,Chloroform-d)56.21(1H,d,J=0.58Hz),5.57(1
H.s)3.74(3H,5),3.64(1H,q,J=5.06Hz) 3.46(1H,q,]=5.44Hz) 2. 87(1H,q,]

S 3R -

=6.55Hz),1.10(3H.d,J=6.95Hz),0.86(9H.5),0.01(6H.d,J=3.05Hz).

(5) 2254- C GRUT EZRERLE) A5 -3-FH-2-
WHET 1B (W& 7) = TETHA SmL RIS
6 (35.6mg, 0.137mmol, 1.0eq) A1 THF (0.3mL) , ¥&#1%-78°C
P #E 20min. 221230 DIBAL-H (0.18mL, 1.5M in Toluene,
2.0eq) , f#F5-78°C/K [ 2h. TLC YIS 5E 4 Jm, IAHIAN
WA TR AN K, CREREH. A IFA A, ToKERAT
TSGR AR . R AR IR BT 2iAe CRIhgE 212 218
10:1 & 5:1) , BEEWE 7, WH 67.7% (21.5mg) .

IH NMR(400 MHz, Chloroform-d)85.08(1H,s),4.92(1H,s),4.
08(2H,m,J=6.90Hz),3.57(2H,m,J=5.88Hz),2.75(1H,t,J=5.82Hz),2.
45(1H,q,J=6.51Hz),1.07(3H,d,J=7.04Hz),0.90(9H,s),0.06(6H,s).

(6) 2.2.6.((3-(TRH £E)-2-FF =T -3-4-1-3) S ) (BT £)
IR (A 8) + FETFHERN SmL R BDEF A S
7 (190mg, 0.82mmol, 1.0eq) M HFLE (0.3mL) , BEHZE
-40°CHEHE 15mine RN =282 (259.5mg, 0.98mmol,
1.2eq) F1NBS (176.11mg, 0.98mmol, 1.2eq) , {##F-40°CKx
M 1he TLC MMl ) M 584 f&, AR NaHCOsI WK, &
BEZEEL . A& HA A, TOKEREREN TR 5 RS . =4
RERAE BT aEL CRmig/ 42 48 30:1 2 20:1) , 5Bl
K=y 8, WK 75.4% (182mg)

'H NMR(400 MHz, Chloroform-d)55.24(1H,s),5.00(1H,s),4.
03(2H,q,J=10.36Hz),3.56(2H,m,J=5.87Hz),2.55(1H,q,J=6.71Hz),1.
10(3H.,d,J=6.96Hz),0.88(9H,s),0.03(6H.s).
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