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o M F A RIRE A0 E AP 4 DHT &% 4,
A EEMATERTEFTRMGER,
IR I
HIRET et & (0§ &) il T 269 E 44

R LS4 o4 = wodm |

4T $IT #IIT #IX
2E 3 1:100 1:100 1:100 1:100 CL 1:1000
1 98 88 72 33 80
2 95 88 66 39 83
3 98 81 ' 68 46 79
4 90 74 69 35 68
5 58 82 72 41 81

CcL = cyocTorLT™™

IR TG (R L0AE)
HFRET 693iE ¥ (k50 & 49) MM A R AR TIE

Lo St 64 iy .
#I $II #V #X
£ 1:100 1:100 1:100 1:100 CL 1:1000
1 95 87 79 46 77
2 95 .. 85 70 51 72
3 95 | 80 69 49 68
4 97 82 70 51 84
5 98 83 72 39 78

CL = cyocToLTM
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GO R ALY S oy

VARE T B R B R #44 0. 2mg/cm H g M F, 4%413@% [ %2,
ARAEBOERFHAMGNEHE, TANEF L AEHE A NF
B35 BEMRABALHE, FRMYNEALHE e 2/
5) B A& RAIE XA HE,

Bl [ BFALRP, L0.01%REREE B REALES
AEREREABL, 40 - 60 XERIEBAK Y 50%, 150 — 180 KB
HiE E JEF 69 cistothrix, iXFF B 25 3 09 R A BIGARF MIZ AR,

$hik ek M F AT

AT R ERFGRE L RE AR LK G,
B, PAEHATAFEFIHMAEERFREORERLELZK
BMFRFLLENRT RAERHRE,

XA % 4G5 E AR 78 AKX (hypertroplice) FRIR 48418757
BUBFRE T TR R A ST R m et 3 B ERR, M
H, FRREE—H SQBEHFHERLAAGRFOREETRE
g, Fo EF 7 AT e & A2 B8 (progesterose) Z 4K,

ZAR A otk ShERM T AR A ALY sk R M K a9 LS dh s ik ok
FHELRERR,

¥ Hammill F A , A Rat Model of Unilateral
Utero — Tubo — Ovarian Abscess, REVIEWS OF INFECTIOUS
DISEASES, Vol. 6, Supplement 1 — 5, March — April 1984 fl;'ﬁ)i'if_k‘_éé
HrP A SF £ BT A TR R & R P s st #6389
HR, BFz, AR AREATESE, AT AR SAS
I R 8 AR F ABALAGRR AT,



ok & A #MKA % A Primaxin (MSD) FHLEE M 56 A A K AL
oth, AR+ ARG, BB R K & BIFS4 Gainsville
FiEAFOREATL, BLEEEL SR TLH
FA &M, B Primaxin (MSD) st -F 55 (L2040 B AR & HAK &, 7 56T
RSLART e, A, %2 &, Primaxin (MSD) & K pis K&
RJE AR £ B AR 3h B 7 5 (FDA) #k #9,

B, KA RSB b b 1k b 97 2 97 S BRATAE A 44
#6iE,
HEGRK AR
HE TS FA Primaxin (MSD)  Primaxin + L84 1
IV,n=38 | O,n=8
I n=2 Ln=2
ARG F R HE

& R BA B0 3L AEE R A HUS BT AMET A 2 X AL B Hiafit
i# p AT R FRGBA ST LHFE, HE B F R
BT R,

BEK, A GZRASHAA LR LT 5 B RiA 364
e BN

e BR 2L K RS PE A R 09 F R AS B R RIS BT A X b i gk K
HEAE M — I F R BA K EHEFY,

IR BT 91t F (R50 F &) Mg F Lk eh B 540

b e b il

#1 31T #VI #IX
E ok 1:100 1:100 1:100 1:100 Cl 1:1000

38 72 58 37 70



2

3

4

5

86
a8
31

- 78

cL = cyocror™

ik (BB B)

IRt F (LR o) RERE LR Tk

&

2
3
4

5

o5
#1
1:100
77
89
87

85

79

L = cyocTor.™

74
79

75
69

-
$IT

1:100
70
75
B0
79

80

57
59
50

ALo-4%
VI

1:100
69
41
60
55

59

41

46

49

15

oo
$IX

1:100
56
42
41
55

53

70
69

74
51

Cl 1
43
66
59
86

42

:1000

Bl KR S RAE T REAS-H 0955 35 K], — ORI, KR
5677 AAARB O£ R AEKGAE, RKEBLEWT ARZ 89
i adh, P MERSURTET AT REGLHEE, #ATH
HXc Fh#h, Rdobvr, AN, KT MNFZEGEFESHT A
FTREANAS e fdReh s, REAMNESLTFHHE T RAA G
Ht, ZEAMCA P64 F3FH Tl 2 RN F£45, e i R
IR MNERE T BRNE R, £ THHPRFEMNLGARZHE
BAR T, ARLAASHIERL BT BET il 58 TE A

(Blhe . 8) P 348 5 A G4 N B L ST A2 R LI,



— R, BB (BHAA) PATE % RERA S T8
R HET AL ISR SHRLPLSHREER, SRER
RFIHAMRERGRBREFEY XX E, EXBELT, HhA
“TARL VA TR 8575 XAR R, vA b BARE IR 09 & 1k, 0% 0906 75k B %
BIARE 8RBT, F EAELBEILT, &8 6985758 E Tl
REFT 6 97 0 R 0 B E 42 B Fo g A4 57 #9808 /7 T 4L, 48 534,
P 676 9T R R TAARATF KB 0T B Ao 4 Az, K
o, TS T AARBL, MEH 0.0 001 £45 40mg/ o R HF£13
BAGERNSHEATLE4E, KAoBRMNEA40.0lmg £
£ 2mg/ O RMNEREHX, T AF (BL) ALK, EFTEH
By (Bl TR, BN, ERNF) B ARAA0.001-5% (£
¥) MEREAERASY, EREGRECEZL0.05-43% (£
¥),

TR BT, PESTENR—FTRERALLE LA
F 4,689,345 S H4BLAA P (G £ AR FINRE LK),

AR 5 56,45

5 - AARRBL (fLé4h XXD)

1% J T Tjima ¥ A& Chem. Pharm. Bull. 19, 1053 -5 (1971) %
FridEikygk, ¥2-F4 -1, 3-8 (40g, 0.317mol,
Aldrich) #= Ba (OH)) « 8H O (360g) /7K (840ml) ¥ #9i5i& Ao &1 %
48 B, EERB TR EIRASHE 0°CE, Bt BER ENE M
SR, CTRR TEN COK Tk F4), ARETHAHOER
BACHULE A, BT IR R R, AAT TR HKAE ik
T 447 & Aok, AT AR M8 L £ pH 1A 4 1 (A% HCI) F A OEt,



FEI (3X300ml), HFEFRFH (NaSO), FEALTTHRZERN, &
3|5 - EREM (a4 XXD), AG e Bk,

(43.3-45.1 g, 95-99%, 1it.112 g93%): mp 48-49.5°c (lit.1B2
50°C): IR (KBr MK ) cm™* 3000 ( %% ), 1725, 1710, 16390,
1460, 1435, 1420, 1380, 1340, 1280, 1210, 1120, 1085, 985, 910,

770, 685; 'H NMR 7200 MHz, CDC1;) § 10.2 (% ,1H), 2.51 (t, 7.1

Hz, 2H), 2.43 (q, 7.3 Hz, 2H), 2.40 (t, 7.1 Hz, 2H), 1.91 (. ¥ gy
E¥%% , 2H), 1.06 (t, 7.3 Hz, 3H): 13c NMR (22.5 MHz, CDC15) &
211.5, 178.6;-41;0, 36.0, 33.1, 18.7, 7.8: Jfi¥ - - (16 ev)
m/e (3 A% ) 144 (MY, 4.1), 126 (61.3), 115 (88.8), 98 (40.0),

87 (40.1), 70 (21.3), 57 (100); TLC (OEt,, I,) Ry = 0.37.

5 - FEARRTE (L4 XXI)

35 - B ERE (Lddh XXD) A lima FALELEATRESE
RFERR, ARFFG S - ERER (e XXI, 28 8g,
0.20mol) 4 10% NaOH AiZi& (200ml, 0. 50mol) F #4543k
A\ NaBH, (10g, 0. 26mol), 4% 8 & FAL 55°C, ¥ B £ 40°CHE
12 B, RESFE 0°C, B R LR (RWEAK L) £ pH
EA 1, BRERFEEGREKT 278, REilE iz 90°C, B8
B35, B OEtFIEL (4X250ml) FrR&AAEREH, HERETR
(NaSO), Mk OEL#F2]30.3-31.5g &RV ZRFERGRE &
Ry, EBREMEIZLFS-FLAERHE (57) P6-LEA TR
~2H - akof - 2~ B (56), MR A#—Fhi, (ol A5
—F AT AR T LE G, B E5ARNLRET Y
#2:3, MY RFERTLEI/ES P LT 3. 6ppm, MABTRTE
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AT &R P A2 T 4. 2ppm, AFRBERSME, AKEIKRRE
S B 4 A AR,

bp 55-7°C (0.2 mm), (1lit.112 pp 102-10°C (5 mm)); 1R

112
CEES S ly MMR (60 MHz, CDC1,) § 3.95-4.45 (m
1H), 2.2-2.9

’

(m, 2H), 1.3-2.2 (H 4% , 6H), 1.0 (t, 7 Hz, 3H).)

WiERAdh 5 AK MeOH (300ml) , HC (OMe) , (400mi) #= H,
SO, (10ml) &~ AFRTHIF 2-3 X, MAtaf NaHCO Kix#%
(2L) ¥, M OEtFEIR (3X300ml), #FER&Zk#A (250ml fafe
NaHCO ; 100ml /) F 5 (Na,SO,), Bk E MNAFFF & dkdy

(32 — 46g) , G 2|84, bp 35°C(52mm), REFEI5 - FEL
BBL T B (LS4 XX, 27.2-30.7g, 718 - 88%), ARE Bikdy:

bp 117°C (36 mm); IR (%) em~t 2960, 2940,
2880, 2825, 1745, 1465, 1440, 1380, 1370, 1250, 1200, 1170,
1130, 1095, 1030, 1010, 990, 925, 885, 830; TH NMR (200 MHz,
CDC1l4) & 3.67 (s, 3H), 3.32 (é, 3H), 3.10 ( EeHE €% ., 1H),
2.33 (t, 7.4 Hz, 2H), 1.4-1.85 ( § & 6H), 0.89 (t, 7.4 Hz,
3H); 13c NMR (22.5 MHz, CDCl,) & 174.1, 81.7, 56.4, 51.5, 34.2,
32.4, 25.8, 20.9, 9.3; /Ui (70 eV) m/e (% A# ) 174
Y, WMERZ ), 159 (1.4), 145 (25.2), 113 (38.6), 111
(10.9), 83 (13.1), 74 (12.7), 73 (100}, 71 (93.3);
HaHEE (70 eV) m/e 159.1035 (MY - cH,., HFEALA
159.10215 - .- CgH;504),145.0852 (M7 = CH,CH,., +EAMA

145.0865  =C,H,504). TLC (OEt,, F¥&RZHF IRe = 0.60.

5-FH A -1- E8 (A4 XX



FBEH & 49 LIAIH, (15. 2g, 0. 40mol) £ R/ OEt, (700ml) F #4
BFREFECC, £1/2 P ARFRANS - FERLARBTE (1L
44 XXII, 34. 8g, 0. 20mol) £ &K OEt_ (100mi) P #9i5:%, 5B 42
REBRAEFTERFAFHES 12 0K, S FRAHQRTZE T 0
Na SO AKIEREZ K AN (HL% B AR R) B iR SR & R SR
S FAIRERLEAR RAHTEGEREALGE—F A
oo Na SO ER S MmN E K], FET—FRAETLHAT
B F &), WRIRE, ALK Ot (5X300ml) #eid, b4 LBEAT 5]
5-FEAE - 1- &8 (bddh XXM 29. 2g, 100%), ARE &k,
B e sh B R ABEATHE— T R

IR (%@ omt 3390,7.727970, 2945, 2875, 2830, 1465,
1440, 1380, 1200, 1170, 1135, 1094, 1060, 1040, 918; lH NMR
(200 MHz, CDCl;) & 3.66 (m, 2H), 3.33 (s, 3H), 3.10 ( ¥ &9

AEH 1H), 1.74 (s, 1H), 1.3-1.7 (F &% , 8H), 0.89 (t, 7.4

Hz, 3H); 13C NMR (22.5 MHz, CDCl,) & 82.2, 62.4, 56.4, 32.8,

32.8, 25.8, 21.6, 9.4; Ho#EEE - : S e (70 eV)
m/e 146 (M', mER 3 ), 117.0918 (M" - CH4CH,., +#HEAE#
117.0916 — CgHy40,); TLC (CEt,, &E&ZEH* ) R; = 0.30.

1-% -5- FREARK (e XX)

ABEMEATRS-FRA-1-£H (o4 XXM, 27.7g,
0. 19mol) | CBr, (116. 7g, 0. 38mol) , #t=2 (15. 4ml, 0. 19mol) F=FK
OEt, (750ml) #9R i ATHARIEH, 4 E 0°C, £5 M ARF
AT OEt (500ml) ¥ ¢4 pph,_(105g, 0. 40mol), /£ 0°C T g kit ¥



S, REATETRELE, AATTT 0CTHEENAE
& B, ZEEBRER (4X500ml), M4 &AL E)%
K& B R (658) & F&FEK, 245 % # T ¢4 pph A= Opph it
BE &R =4, F4 11g, 544 2 4 3008 sRHE LT, A
4: 1 (RAR/4RAR) TH - OEL M) A1SFA 1-% -5S-FE&ALE
% (31.7g, 80% ), AAE &k

bp 45-7°C (15 mm); 1H NMR
(200 MHz, CDCl,) 6 3.42 (t, 6.7 Hz, 2H), 3.33 (s, 3H), 3.09 (m,
1H), 1.88 (m, 2H), 1.4-1.6 ( # % 6H), 0.89 (t, 7.4 Hz, 3H);
3¢ MR (22.5 MHz, CDCl,) § 81.8, 56.5, 33.6, 33.2 32.3, 25.9,

24.2, 9.4.

5 BARULEE -1 - LERER (ka4 XXXTT)

AT E£EEHF 2,922,788 5, H stk (4208, 3. 4mol) 54
(30 H, 3g, 0. 045mol) R4, E R HEH & BB L2 % £ 45 60°C,
FERBETREI0 D, £2 IHARBRAE SRS (275,
3. 2mol), A& pmA R ELG R M4 R B R £ 60° ~T0°C2
8], FE A A E 90°C, FAEEE T Hriz 30 540, &3, X5 A CH,
Cl, (S00ml) #H, sk (2008) H3 AR EIFIESH A4, BAM
E## (2X200ml 484 NaHCO & #; 200ml #7K), FH# (MgS0),
BT PRRIE R, S84 BULF K& 64k (602. 2, 90% )

bp 120-1°C (19 mm) (1it.121 109-11°C (14 mm)); IR (Fm)

cm™l 2950, 2900, 2870, 1740, 1465, 1460, 1435, 1395, 1370, 1245
(% "), 1045, 735; L H NMR (200 MHz, CDC1,) 6 4.08 (t, 6.3 Hz,

2H), 3.42 (t, 6.7 Hz, 2H), 2.06 (s, 3H), 1.09 (Z¥¥ 7 Hz,



2H), 1.4-1.77 (m, 4H); 3¢ NMR (22.5 MHz, €DCl,;) § 170.9, 64.0,
33.4, 32.3, 27.8, 24.6, 20.9; Fi# (70 eV) m/e 210, 208
M*, WEREH ), 150, 148 (MY - HOAC, 14.5, 14.9), 73 (8.0)
69 (66.0), 68 (13.9), 67 (6.1), 61 (23.6), 55 (9.6), 43 (100.0);
. maBRgE = . (70 eV) m/e 149.9868, 147.98838

(FrE4E%4  ° 149.9868, 147.9888 — CcHgBr).

5% -1 - REE (ka4 XXXT)

5B -1 - LEA (&4 XXXT) #AT st RALH AT
H K, G HITE] 5 - -1 - KRB (LS XXXD), ARE
HAR M (84% ) :

bp 60-70°C (0.4 mm) (X AKX Meyers HFA_l.

Tetrahedron 27, 5979-85 (1971) 62°C (0.5 mm)); IR (HA%) em™2
3340 ( %), 2940, 2875, 1460, 1440, 1380, 1275, 1250, 1230,
1205, 1140, 1060, 1020, 990, 955, 890, 740, 645; I1H NMR (200
MHz, CDCl,) § 3.68 (t, 6.2 Hz, 2H), 3.43 (t, 6.8 Hz, 2H), 2.38
(s, 1H), 1.90 ( % &% 7 Hz, 2H), 1.57 (m, 4&); L3¢ aMr (22.5
MHz, CDCl,) § 62.3, 33.8, 32.5, 31.5, 24.5; Kk (70
eV) m/e (3 A4&) 168, 166 (M7, WEK I }, 150, 148 (MT -
H,0, 1.6, 1.6), 137, 135 (M" - .CH,0H, 7.8, 8.0), 82 (5.2), &0

(5.2), 69 (100.0), 68 (14.4), 67 (5.9), 57 (13.0), 56 (13.0), 55

(30.1); P Ho#giE (70 eV) m/e 136.9783,
134.9809 (3T HALA 136.9789, 134.9809 — C,HgBr).
5-&R-1- B

A% M T Meyers ¥ A_#& Tetrahedron 27,5979 — 85 ¥ ATIRIE 97
=, FS-FU%5 -1 - B8 (33.9¢, 0.21mol) 5 EtOH (95%,



75ml) f= NaOH #CGE#& (2N, 90ml) & FEF A E 348 .k, izis
RAZET A EHIN, FEELSE PB4 EtOH, Ra4 A OEL FI
(3X150ml), FRAELZTHR (KCO,) &, EAEFTHAEMNFEE,
25 - R - 1- kB8, ARE R,

(21.1 g, 84%, lit.*1? 72%): bp 35-7°C (0.02 mm)

(1it.11% 62°C (0.5 mm)); IR () cm™t 3330 ( X ), 2945,
2875, 1455, 1440, 1315, 1295, 1265, 1150, 1075, 1060, 1020,
1000, 965, 900, 740, 725, €55; lH NMR (200 MHz, cDC1l4) & 1.67
(m, 2H), 3.55 (t, 6.5 Hz, 2H), 1.82 (&¥% 7 Hz, 2H), 1.4-1.7
(m, 4H), 1.37 (m, 1H); *3c mMr (22.5 Mﬁz, CDCl;) § 62.4, 45.0,
32.4, 31.9, 23.2; FiE (70 eV) m/e (% &4 ) 124, 122
(MF, WEFRE ), 106, 104 (M7 - Hy0, 0.7, 1.3), 105 (0.5), 93
(7.1), 91 (20.5), 69 (13.7), 68 (100.0), 67 {13.6), 57 (13.4),

56 (41.4), 55 (57.0).

[C-R-1-ARB)EE] (L 1-ZFRZEH) —FET R

RS A P FAokek (27. 7g, 0. 407mol) # .7k DMF (40ml) &
BUAERTEA_FEATHELRLY (29.5g, 0.196mol) A5 -
£ —1- %5 (20g, 0. 163mol) ¥@E A4, AT R THEBHIFITE,
# 48 F K (200ml) = OEt, (300ml) ¥, A EME 34 OEt i
(2X100ml), #F & (Na,SO,) & 4 £ Bk, Bk OEt, H 44t
AT, W E S F¥94084 (bp 57°C(16mm) ), KEIEE] [((5-
A-1-&RA)BE L 1-ZFALE —FAFTAR AREHK
M1 (44. 88, 97%):



bp 120-5°C (17 mm), IR ()
cm~l 2960, 2940, 2900, 2865, 1475, 1465, 1390, 1365, 1290, 1260,
1110, 1055, 1030, 1010, 982, 940, 910, 840, 815, 780, 725, 660;
ly NMR (200 MHz, CDCl,) § 3.62 (t, 6.1 Hz, 2H), 3.54 (&, 6.7 Hz,
2H), 1.79 (£, 7 Hz, 2H), 1.52 (m, 4H), 0.89% (s, 9H), 0.05
(s, 6H); L3¢ NMR (22.5 MHz, CDCl,) § 62.8, 44.9, 32.5, 32.1,
26.0 (3C), 23.3, 18.3 { gk ), -5.3 (20); . Ak (70
ev) m/e (% X#§) 238, 236 (M, WEFRE ), 181, 179 (MY - g-
Bu., 1.0, 2.7), 125 (10.4), 123 (28.3), 95 (9.0), 93 (20.3), 75
(10.6), 73 (10.3) 70 (7.6), 69 (100.0);: Ho#HFE

(70 eV) m/e 181.0636, 179.0656 ( +E A& 181.0630,

179.0660 - C7H160ClSi) .

SR -6 - LEEEA IR [3.3.0] F-3-8 (L& XV) (&
3-EREIR[3.3.0.0 ] F -2 - £EE LB (LS4 XIV) #E)

3 - EREF (3.3.0.07] F -2 - RAMLE (e XIV,
9. 4g, 0. 10mol) #= H SO, (0. Sml) /& HOAc (200ml) ¥ #9ii& HEH- 3

Ao E 100°C, iR E TR 4 18, R BEH, £EE TR,
il OEt (400ml) ##, 4 (FifeF NaHCO 2t EXR&H CO B,
BRHAKE), TR (NaSO), FELELETRE, HiERKE BEXH
(13. 7g) HATE %2 B (300g 245 A 4: 1 (k4r/4AR) TI% - OEL
ERME 1 1), FEEAE#EF, ZBEAEET RN -6
LEEEASUIR[3.3.0] ¥F 3 - 8 (tbbdm XV, 10. 6g, 58% ), ARLE
KA



bp 90°C (0.25 mm); IR (M) cm™t 2950, 2870,
1745, 1740, 1445, 1410, 1380, 1365, 1250, 1190, 1155, 1025, 990,
965, 950, 905, 870, 800; lH NMR (200 Mz, CDCl,) 6§ 4.94 (m, 1H),

1.3-3.1 (H 4% , 2.04 (s): 3c m® (22.5 Muz, CDCly) & 218.s,

170.5, 81.8, 46.1, 44.5, 41.7, 38.0, 31.3, 29.1, 27.1; =

B (70 eV) m/e (% %) 182 (M, 0.3), 122 (38.8), 96

(7.9}, 95 (7.2), 94 (7.2), 93 {22.3), 83 (10.2), 81 (14.0), 80

(100.0), 79 (15.3), 78 (9.9), 55 (5.3); e n.d v I
(70 eV) m/e 182.0951 (++HEf%  182.0943 —_
C10H1405), 122.0733 (MY - HoAc, HHAAES 122.0732 —— CgH,,40);

TLC (OEty, " FEBEFX ) Re = 0.47.

shal -2 - LELRSHE (BUF 3.3.0) -7, 2 [L, 3] ZRA
] (e XV

#6- CEBEEATIR [3.3.0] ¥F-3-8 (L4 XV, 10.0g,
0.055mol) . 2, =& (50ml) . Aozt F K AE (K E £) £F (500ml) F
#4935 £ Dean - Stark 57K 5 ¥ M AL Sl 1 48 % Feok 4
ik, & ETRE, R EA OB, & (46 NaHCO 5% ; 3

K), TH# (NaSO), FEEETFHAEN #TRE Wk (12. 2g,
98%), ixm K4 &9 5h B R ABRATE @A B A,

IR ( ¥B) cm™! 2965, 2880, 1740, 1460, 1440, 1380, 1365, 1340,
1250, 1210, 1125, 1105, 1025, 1000, 985, 950, 910, 870, 810,
735; 'H NMR (200 MHz, CDCly) & 4.91 (m, 1H), 3.91 (s, 4H), 2.70
(m, 1H), 2.49 ( RHEFH¥ |, 1H), 1.4-2.15 (F &4 , 2.02 (s,
3H); 3¢ NMR (22.5 MHz, CDCl;) & 170.6, 118.0, 81.9, 64.7, 64.0,
47.0, 41.5, 39.3, 38.7, 30.7, 30.3, 21.3; & (70 ev)

m/e (% ALk) 226 (M7, MELRFH ), 167 (M" - OAc, 40.4), 166
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(M* - HOAc, 100.0), 139 (10.8}, 125 (45.2), 112 (13.1), 99

(26.5), 87 (9.9), 86 (26.7), 81 (13.1), 80 (10.8), 79 (15.2), 55

(20.7); o H A _ (70 eV) m/e 166.0994
(FFAE 1660994 —7 CigH;1,0;): TLC (OEt,, F¥EER ) r,
= 0.50.

SR -2 - BAME [UIR[3.3.01 F -7,2' - [1, 3] RS (b
A4 X VI

BEERTHNY -2 - Lo AL (XK B.3.00F-7,2'- [1,
3] ZfRURE] (44 XV, 11. 8g, 0.052mol) 5 KOH #9285 %
(156ml, IN KOH £95% EtOH F ¢35, 0. 156mol) —A2 it 3 1/2
B B AR (500ml) F 5 A OEt FE(6X), ¥ HE0E F 18
(Na,80), ZRAZTRGHFIAFMILSY (LeH XV, 8. 52,
89%), A& & Bk, Bedhegsh B R AT E MR B,

Mp 54-5.5°C; IR (KBr) cm™ % 3270
(£ )., 2950, 2875, 1460, 1450, 1435, 1350, 1330, 1310, 1240,
1205, 1180, 1120, 1100, 1040, 1000, 985, 945, 900, 870, 835,
800, 720, 650, 590, 530, 470; lm NMR (200 MHz, CDCl,) § 4.04 (m,
lH),l4.00 (s, 4H), 2.72 (m, 1H), 2.38 (REWEF% 1H), 1.3-
2.1 (&% , sH); 3¢ »MR (22.5 MHZz, CDCl;) & 118.4, 79.2,
64.6, 64.0, 49.5, 41.7, 39.4, 38.6, 33.6, 30.0; Ji&
(70 eV) m/e (% K£) 184 (M7, 21.6), 139 (27.6), 126 (14.0), 125
(99.6), 99 (100.0), 96 (14.C), 86 (40.6), 83 (21.2), 81 (16.5),
79 (13.4), 67 (10.1), 57 (13.2), 55 (38.7), 53 (12.3);

=149 R i (70 eV) m/e 184.1097 ( +E{4#A

184.1100 — Cy4H;¢05); TLC (CEt,, HFF&ZH& ) Re = 0.25.



FHE R (PDO)
# B Corey A= Schmidt f£ Tet. Lett. 399 — 402 (1979) L Brik 44
F %, ® CrO fontsz K P #4 PDC,

# [ [3.3.0] F-7, 2'- [1, 3] ZRURIK] -2~ B8 (Lé-h
XI) (& PDC &ALH)4)

2 - AR [ (3.3.0] F -7,2'— [1, 3] ZRAK] (Lo
XV]I, 0.50g, 2. Tmmol) /A %] PDC (7. 15g, 19mmol) £ DMF (50ml)
PR P, FAETRTHME S D, R EHMAK (500ml) F5F
B OEt, £3 3X), ¥ FRZ T (NaSO), EAZE T RAEF2HA
a4, ARE mIKM (0.27g,55%):

TLC (OEt,, HF¥&EZK ) Re = 0.40.
IR (HM) cm~! 2960, 2895, 1745, 1440, 1340, 1305, 1275, 1210,

1115, 1025, 1010, 955, 885, 810,; 'H NMR (200 MHz, CDClj) § 3.89
(s, 4H), 2.91 (m, 1H), 2.61 (. F&HEE¥ :, 1H), 2.0-2.55

( # %M 6H), 1.87 (m, 1H), 1.66 (d of 4, 13.5, 6 Hz, 1H); 13¢c
NMR (22.5 MHz, CDCl,) 5 221.6, 117.5, 64.4, 64.3, 49.2, 41.6,
18.6, 37.2, 37.0, 26.4; Fa B & .-= (70 eV)

m/e 182.0945 (i #HHAEFH 182.0943 — CgH1403) .

3-(5-FEEE-1-HE) KBRS HDF3-5-
A1) - LB (s

AEMRREATHR =LA B 1-%-5-FRERK (9.58,
21mmol) #AudH4E 15ml DMSO F #i8i& £ mAF] 44 (0°C)
R E RS = F BAUE R (22mmol &£ 10ml DMSO ¥ #5i5%)
P, E LS e A ANRRBERETIE, —REMAS - (TEBRE



&) FRTH (3.5g, 25mmol), FEERTRAE M3 X, MR A
AL, 400 BAEREW 1. SX50 B EFITEENE, AERLA
180°CiE i, A TRBE P44, ACRKALE, A EtL0 & MeOH
4B A% ¥ HR B T e

AR A4 1 A 11 64 5t 4384 A)

IR (H#RE) em~1 3450, 2950, 2865, 2840, 1705, 1645, 1630,
1475, 1350, 1335, 1260, 1205, 1130, 990, 930, 840 # IR (¥ )
‘em~}* 3425, 2940, 2860, 2820, 1720, 1660, 1650, 1465, 1455, 1370,

1270, 1220, 1195, 1140, 980, 880

3-(5-FREA-AR-1-BK) -F@W (keI &
3-(-BEA-K-1-HL) -FLBR(ALSHIV)

BEEAATHZELBRMP 1 -2 -5- FTAEARE (e
XXX, 9. 0g, 21mmol) # &4 & 15ml DMSO P 535 & &SR hux 3|
A4y (0°C) SBEF 9 —F 2854 (22mmol f£10ml DMSO
PHE&) P, E15SSHHEAREREERETE, —RIERA
3- (LERE) FTH (3.5g, 25mmol), HHRBEZIET H4F 3
R, BB & BRI AR, A g TS T T ATE 7 X
#HATE S, FR AR,

14 I #= IV #9451 K& 3] 4

IR (&) cm~l 3450, 2945, 2865, 2840, 1705, 1640, 1625,
1470, 1370, 1340, 1260, 1195, 1190, 1135, 990, 925, 730, 670 #e

IR () cm~! 3425, 2950, 2865, 2840, 1700, 1680, 1640, 1625,

1465, 1365, 1330, 1265, 1225, 1190, 1170, 1130, 933, 725, &35,



- (- FREAE-1-HR) ~FAB (LAH V) F3- (-
#BE-R-1-%K) - FREB (LS4 VD

®IR A Friedrich &8 Z A R ARLTHZHAEERRATF, Ao
ANBEEEE (7. 28, 0.3mol), SR F AW R ok % (300ml) FHEH
AEH, gl 1 - R -5- FEE -2- & (L& XL, 48. 1g,
0.3mol) ¥EFHAEER, FEE, MANIREEZHE, BRs
P 3 D, WEHREERASFE -T0°C, BSER, f#X
vh Tk iBsb, £ 1 MR RN 3 - AFRER (352 0.3mol) &5 F
HR, BBEAEREREANS 2 ARETEP, FERIRETE, &
F iAo Ea A T DA 9 &% 48, JIFHELSH V
Ao VI B Rt 0, (0A4h V Fo VI 6941 5F 38531 4

IR (&) cm-1 3435, 2950, 2905, 2810, 1730, 1660,
1620, 1475, 1440, 1420, 1380, 1370, 1180, 1138, 920, 735, 660
Fo IR (HB) cm-1 3440, 2940, 2835, 2800, 1740, 1660, 1620,

1450, 1375, 1360, 1195, 1155, 1100, 910, 730, 665,

3I-G-FREAXR-1-BLH ~HARMESH V) A3 - (5-
ZREIL -1 - R - FORE (ké4h v

® £ A Friedrich A8 ZH FHER LT 9 ZAERRK T Ao
NEAE (7. 2g,0.3mol), GIRHK T AW Sk (300ml) HHEH
Aedh, SN 1-R-S-FREA-2-XF% (LaHh L, 40g,
0.3mol) #EFAEER, FEHK, EMAZRERZHE, HRS
A3 D, BEE R EERSTE -T0°C, MIEALREE, BRIV
foFukig, £ 1 AN 3 - 2R (358 0.3mol) 89EFE
B, B HAER NG 2 AR ETEPHERERETER BEH



A EEAA T T A 6 X ATE A B, FERAIAH
VI #o VII & &1t 7 41,

1 d-dh VIL F= VIO 440 &, 80 %] A4

IR (&) om~! 3450, 2945, 2865, 2840, 1705, 1640, 1625,
1470, 1370, 1340, 1260, 1195, 1190, 1135, 990, 925, 730, 670 #»

3425, 2950, 2865, 2840, 1700, 1680, 1640, 1625, 1465, 1365,

1330, 1265, 1225, 1190, 1170, 1130, 935, 725, 655,

5—[(1,1-=FAZE) ZFAFTARAL R -1 - RRUE

BVERES AP HE 4R B (0. 6g, 24mmol) | [(5 - % 1 - RE) &
E]- (1, 1-=FA2%) ZFAF A% (0. Sml) F» MeMgBr (0. 2ml, |
3M) £ K OEt (Sml) P #A-4h, S5 Ak Bl 5 4747, & e
A [G-%-10-%%) &) 1, 1-=FELA) —FEFa
(5. 62g, 20mmol) = MeMgBr (0. 2ml, 3M) £ &K OEt, (20ml) ¥ 6§
&, PR TIRME e BT HELR, iR, R EAREIR 4S5 4
B RESIRKENERF AT T —FRA

1-[5-(1, 1-=FEZR) ZFEAFHRREA] R-1-5]
—2 - BRI - [RIR[3.3,01F -7,2'— [1, 3] =FURFHF]

W38 - [RIR[3.3,0]F -7, 2°~ [1, 3] ZFURIH] -2 -8 (e
M XIL 0.5g, 2.7mmol) A XK OEt, (20ml) 7 #3538 E & imA
2] -78°C. HHAN S - (L 1 - ZFALH) —FATHREARK]
% -1- A& (14mmol f£ 25ml OELF t9k) #iE& T, FTA
Btk ERRE A PHAT, WE BAE - T8°CRF 1/2 e, £ERT
B 1R, XA A NaHCO 5% F5F A OEL IR 3X),
ERGETHR (NaSO), EAETHRAEM, A#iTe e & (8085



BE, A 401 (RAR/4RAR) ~OEt % 100% OEt #E:%xP), 3]

Mo HEF, %—-4\@%%:%(1, 1-—FAZA) ZFARAERL T
BEG (2. 218, T8% (FAR ¥R i) & T H ST S s9 R ARR,
TLC(OEt, FE&ZH) R~0.7, KT,

FoAE T AR IR T, ABETX 3 654 LX (R
B EFE1D (. 77g, 74%):

(FRE) cm™t 3500 (F ), 2950, 2935, 2885, 2860, 1475,
1465, 1445, 1430, 1405, 1390, 1365, 1350, 1330, 1255, 1220,
1190, 1100, 1015, 995, 945, 895, 835, 815, 775, 710, 660: *H NMR
(200 MHz, CDCl;) & 3.93 (m, 4H), 3.60 (t, 6.4 Ez, 2H), 6.20 (s,
1H), 2.55 {(m, 1H), 2.37 (£ of 4, 10, 2 Hz, 1H), 1.15-2.1
( A /% |, 16H), 1.90 (s, 9H), 0.04 (s, 6H): *3c NMR (22.5 MHz,
CDCl4) 6 119.2, 81.6, 64.4, 64.2, 63.3, 49.3 41.7, 41.0, 40.8,

40.5, 34.8, 32.9, 30.7, 26.5, 26.0 (3C), 24.4, (22.1), 18.4,

-5.2 (2C); HTHBAE | - (70 eV) m/e 384.2722
MY, 1.23% s , HTHAEA  384.2697 — CpHu045i), 327.1994
(Mt - t-Bu., 98.4% €RK,, FHEAEH 327.1992 — Cy7H;10,51);

TLC (OEt,, é—%ﬁ;‘i;‘i ) Rg = 0.53.

B A E#E Ak MeMgBr #5168 T, Br2- £
- 2-FRAE(OIK[3.3.00F~-7,2'-[1, 3] :_ﬁ;i%]”(o. 02g):
ly NMR (60 MHz, CDCly) & 3.95 (s, 4H),

3.2 (s, 1H), 1.1-2.8 ( H %' 10H), 1.25 (s, 3H); TLC (OEt,,
FEBZK ) Re = 0.29.

FOANE BT RRGIER T, BP2- 248 - [*UF [3.3.0]



F-7,2"- [1,3] Z&J% 3R] (0. 04g):

1
H NMR (60 MHz, CDClj) § 4.15 (m, 1H), 3.95 (s, 4H)

( 3% 11H); TLC (0Et,, H¥EMB# ) R = 0.23.

’ 1-2-3-1

AR P AEFBARAT2 - 5-[(L1-_FEZL) —F2
FarbtB Al X -1-4&] -2 -BRAFH[WFK[3.3.00 F-7,2'- 1,
3] ZEURE] (et LX) 4932 &

AEEARTHREFEG2-5-[(1L 1-ZFRAZR) 7%
Fab k] R -1-4) -2 - £AL (WK [3.3.0) F-7, 2" - 1,
3] ZEURER] (a4 L X, 0.91g, 2. 4mmol) /£ K7 (40ml) F 89
B & E -10°C, H A#FIS SOCL (Sml) B HLE, £-10°CF
BH1/2 b B, R EESHZE -25°C, HiAskK (250ml &A= 100g
JK) F, 7B OEL, FI (4X), HEIAEFH (NaSO), AATTHER

&, BE o & (80g 2, A 41 (BkA2/4k4R) ThE — OF t kM),

FEX 4 O BRERESH (AREFRD), ALEHRY (0.741g,

85%):
IR

(@) co~l 3040, 2955, 2935, 2885, 2860, 1650, 1475, 1465,
1435, 1390, 1360, 1330, 1255, 1215, 1105, 1045, 1025, 1005, 945,
840, 815, 780, 715, 665; 'H NMR (200 MHz, CDCl;) & 5.05-5.25 (m,
<1H), 3.90 (m, 4H), 3.60 (t, 6.5 Hz, 2H), 1.1-3.1 ({4 ,
-16H), 0.89 (s, 9H), 0.05 (s, 6H); *3C NMR (22.5 MHz, CDCl,)
H4% 22T - 5 146.6, 121.4, 121.3, 120.7,
118.6, 64.7, 64.6, 64.4, 63.9, 63.7, 63.2, 62.8, 62.2, 49.2,

46.0, 43.9, 42.7, 42.0, 41.8, 41.2, 41.0, 40.8, 39.0, 38.7,



38.3, 36.3, 32.7, 32.5, 32.3, 32.0, 31.0, 29.5, 29.3, 28.2,
27.7, 27.4, 26.0, 25.8, 22.2, 18.4, -5.2; may#EE

. {70 eV) m/e 366.2592 (MY, HHAEHA ' 366.2591 —
Cy1Hqg0381) 7 TLC (OEt,, HFFEIZHF ) Re = 0.65.

A 4 W RRAH B

AEZRT M 48%HF /5% & CH OH (35ml) ¥ 44 5% 45k &t
A HARRAIL T 54, B A NaHCO, (50ml) ##7K (50ml) &97%
SMER B F ik, HJE R CHCL X (100ml; 2X50ml), ¥ EBig T
(N2 SO), AT Phs, Hubirt 4B (80g 25, A4 1% 1:
4 (HAR/HkAR) B0 - OFU MBI, 35 246 8%, B—A e

EAh6-(-BAK-1-4) X [3.3.0] £-5-%-3 -8
(64mg, 15%):

IR (48 om™?
3400 (¥ ),_2930, 2860, 1748,, 1460, 1440, 1395, 1325, 1275,
1250, 1225, 1190, 1130, 1075, 1060, l020: 1§ NMR (200 MHz,
CDCl,) & 3.64 (% g, 2H), 3.12 (m, 1H), 2.90 (d, 21 Hz, 1H),
2.67 (4, 21 Hz, 1H), 2.62 (d of 4, 18, 8.5 Hz, 1H), 2.57 (m, "
1H), 2.32 (m, 2H), 2.09 (¥ t, 7 Hz, 2H), 1.88 (d of &, 18,
16.5, 1H), 1.1-1.7 (ZZ% , 7H): 3c NMrR (22.5 MHz, CDCl,) §
218.7, 136.2, 135.3, 62.8, 48.0, 47.4, 38.9, 37.6, 33.0, 32.6,

29.5, 27.7, 25.7; TLC (QEt,, AFiF# ) Rg = 0.30.

ERBLRE, BEANEEEOMTRLFMLSY 4- 125512, H

NMR (200MHz, CDCL) 27 H4£ § 6.13,6.05 /1. 1-3. 3 (H %



M) A IR GERE) APE 1700 Ao1630cm 4 & #1d; UV
(95% EtOH) nm 292,229(€ /€ , = 12); TLC(OEt, & F&iZ %)

292

R =0.32,0.12,

G 2 REZAFBRORAY, EROMWEZZL - (- 2K
B-1-RA)WIK[3.3.0] F-6-H -3 -8 URRVEBEHEHFA
eodhéh Z F= E MK, A m ALK BF6- G- 2K
Fo—1—HFE)E[3.3.00 F -3 -8R (0.275g),

¥ BRRAhFAT Lo I DT & #a &, F34F
ks X, IR (FA%): 3440, 2860, 1745, 1472, 1410, 1250, 1175,

1060, 735, 660cm ; =& 2 - 3%, AR IX # IR 3% A1 3444,

2860, 1742, 1405, 1252, 1175, 1070, 740, 665cm

o

REMTHELSH X fo X 6§75 5T ARE LS Y XT o
X,

feidn XTI IR (@) cm L. 2928, 2940, 2864, 1744, 1472,
1459, 1402, 1252, 1160, 1070, 730, 635.

k4% XITI IR (-iﬁ) cm~t. 3428, 2944, 2858, 1738, 1765,

1468, 1409, 1245, 1165, 1065, 728, 635.
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