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5.6-F XM 2-FE-23-“H- - KR

40.4 mL B FEFEBLE( 387.9 mmols)5 62.06g BT /KE 4R
(20mol%it B)—iB#5IAF] 250 mL A HE-78°CHI CH,CL, ', RE
Zi8H 5 50.0 mL #Y 1,2-"5 1L 2fi( 45.84g, 387.9 mmols)iB&. 7 1,2-
“EMNEAMEEE, FEABERERLAA. ZBEAYP LR
HRKERER, A K,CO; KKBEBAKLES:, RS Na,SO, FH#.

F=E&: 70.07 g (376.2 mmols)HIR=4, 97.0%KIEi® NMR (200
mcps, CDC1; 7.24 ppm): & 1.25 ppmd(J=6.9cps)3H HZ, § 2.10
ppmm (J= 3.7 & 7.6 cps) 2H FRIEKEFMF, 6 2.62 ppm m 2H 2,3-
TE--HERFKERRT, 6 2.86ppmm (J=11 F 14cps) 4 H i
fRIERRF, & 3.25ppmm (J=7.0 cps) 1H 2,3- —&-1-E1Fi/k R K fg ik
JiF, & 7.21F1 7.51 ppm s 2H FiE MS (GC-MS) m/z 186 (M+ 100
%), (186, 251 mol™).

5.6-FF L IEH 2-HE-23-“A-1-HBEM KRB

~ 70.07 g(376.2 mmols)i] 2-F%-5.6-3F L E-2,3-Z5-1-EEA Sg
i) LiAlH, 7E 200 mL Et,0 FHITEE RN, HE2ETREE Q2 M)
FANE LiAIH, FKA SEBT . BT —BERHAKER RN, &
BWHIBENARGEEBBHE . RERM 15 mL RIKEL, FLBHPHHE 1
B, Y ESEEAH, FH 200 mL () K,CO, MW T, AKER=R. H
Ja, P Na,SO, #AT T4, MEEBREEN. KE T ETBRFME 2,3-
TE-1-EEE R S ETR A Y . NMR (200 meps, CDCl;) : 8 1.13 ppm d 3H
FE, 6176 ppm % 1 HOH #MH, 6 2.05 ppm m 2 H ¥ gk /R
T, 8 2153 271 ppmm 2 H2,3-Z&-1-BiBHHISERTF, 6 2.87
ppmm 4 H FREIFEERTF, 6 3.08 ppm 1 H 2,3- —&(-1-2if 4k & K f5
JRBRF, 8 4171493 ppm d 2 H 3F 2,3-24&-1-2hBE 5 L) OH
BEfeH, 6 7.08F1723ppmd2H FHik.

13
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FZE: 69.62g, 369.8 mmols, 98.3 %M & MS (GC-MS) m/z 188
(M+ 100 %), (188.267 g mol™).

5.6-F R H-2-FEEHIRE

¥ 69.62 g ( 369.8 mmols ) 2- B F-5.6-FF JLEE B -1-BE R FEXT B4k
BEWET S00mL EH; REHRM3—5gH p- TosOH, HILWEF
WEMGTEKSEBFRB=Z2%. 4+EFHHAME, A 200mL # K,CO,
BHFRN, FAKER=K. H/5, F NaS04 #IiT T, MxELKzx
.

MERREREREEEK~Y); &: 57.67 g, 338.7 mmols,
3T 91.6%KIHE & MS( GC - MS) m/z 170 ( M+ 100%), ( 170.225 g
mol-1). NMR (200 mcps, CDCI3 7.24 ppm): 8 2.23 ppm m/s 5 H Efifk
R EEM 2-FHE, 6 3.0lppmt4H THFE, & 332ppms2H
WHERERA B, 6 6.51ppms 1 HEEEER, 6 7.20 %1 7.34 ppm s
2 H FH%&, 13-NMR (200 mcps, CDC1,): & 16.8 ppm FZ, & 25.8
ppm HSHITWHE, § 32.66F132.72 ppm FHIEFE, § 42.2 ppm Ef
BRMEFE, §127.1 ppm BAERKIMEK-FAT, & 1155 119.5 (%
M7 H) ppm FHEH-E T, AHEMEERZE HUE 139.6, 141.7, 142.1,
144.4, 1 145.0 ppm incl 4° EiIARKEBIK-RF(cf. CH XKEAH
HH-COSY).

1-(9-%7 £)-2(1-(5.6-3 [ — 5 #F-2- B ) B &) Z (e RO 3R 15

3.89 g ) 2- B H-5.6-FF [ FE B-1( 22.85 mmols ) 14.3 mL ] n-Buli
£ 150 mL mL ZmEHPERFEF, RF5 25.13 mmols K 2-(9-%7 %)
ZEZFFRBMBET 100 mL oS RPHEBIRES. BT —8
&, ZdFPEmHAE 60C, ZWEBRAKY 3 mL H0 #K. BREZ
nkft, FEYIA 200 mL Et,O EE =1k, EF/H#TEELE, KB 6.49¢
(17.9 mmols, 78.3 %MIERME)NLE. GRE=D.

14
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NMR (200 mcps, CDCl;, 7.24 ppm): & 1.89 ppms 3 H B3, &
1.41 ppm %} 1.72 ppmm 4 H $HFHIEHEKEF, 6 2.10 ppm pseudo-t 2 H
HHIEIRF, 6 2.90 ppmpseudo-t4 H HHIEIKETF, 6 3.87 ppm
t l HAARRHEKERT, 6 640ppms 1 H HFRTF, & 6.98 F 7.07
ppm EiERMFERTF, 6§ 7.31%)7.77 ppmm 8 H % #1355 1% . MS (FD)
m/z 362.5 (M+ 100%). o

1-(9-% 2 )-2-(1-(5.6- S R & 3 -2-F E)H E) 2w — R — 84k
YR

1.711 g B 1-[1'-(2'-F &) 5',6'-F IR E-2-(9"-H )| Z 4t ( 4.72
mmols )& TF 100 mL F%F, 510 mL Zk xR E, REERETH
5.9 mL B n-BuLi ZBFF. WEHITKA 1 PpE, REHZBER
BIRAHE-78C. BERM 1.10g B ZrCl,. ZBEBRE SR TR
A 14 MR, EX—FHRT, BRTHANIEHRR, EANFESH
BT RE LICIZEERBRES M.

F=E: 2.148 g (4.11 mmols, 87.1 %HIEE{H) NMR (500 mcps,
C,D,Cl, 80C); 8 2.00 ppmm 2 H WHEREMH FIRkH (=68 %
7.5¢cps), 8§ 215ppms3 H FAE, 6 279 £ 294 ppmmd4 H 5%
R RMEK T FERER FEHHT =752 9.7cps), § 4.05ppmm
(J=3.5& 13.2 cps) 2 H MWRBERLFITHRIED), 6 3.83 1 4.57
ppmm (J=4.2 £ 10.0 cps) 1 H FFEEXBL ) BIFRIRF7E—HBf, §
6.05ppms 1 HEiIEF, 6 7.03 % 7.85ppmm 10 H F K.

MS (E1) m/z 5,22, 6 R EENX , N FRAS M.

EA CH-#® 98 wwHME: 6435%C4,63%H
SCHl{E: 64.08/63.89 % 4.53/4.63%

15
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