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O@uoooooooooOo)-00o000O00o0.37 mgd 0.40 mmolO D40 mLO OO O O
ocoooO0o4-[2-(00000Q0O0ODODD-1-000O0O0O0O0OO)Y-0DDOO0]-00000-1-
OO00D0tert-0 0000000434 g07.76mmol0 0000000 DOO0-000000
00183 mOd08.53 mmol0 00000000 tert-00000O0O0.90 g0 9.3 mmolO O
O00DDODO0OO000O0oOoooopoiloo0O030 0000000 OoOoDOooODoODDODOoOOoDOoOg
O000000pad0 0 00O0OODODDODODODODODODODDODODODODDDDODOODODOOOO

Oooooooodg

a
O
g
a
u
O
O

OoOooooo0e=oOOooooooogo

10

20

30

40

50



(34) JP 4865710 B2 2012.2.1

gboboooooobooobooboboooooboobobobobooobobobobobal.
58 g04-(2-0000C00OD0DOOOO0OO0OOOOODOO-ODDO)-0DO0O0O0O0-1-0DO0O0O
Otert-00000000000O0S3.51 mmolD 45 %0 O

gbooog
04-G-000-2-000-0000)-0ODODDOOO0-1-0000COODDOOOOOOOOA
O

oooboo0-1-000000Db0O0000DD0O8.00g9g036.3 mmollO2-0000-4-0
Oo0-1-000-000004.70g030.3mmol0 0000000 0OCODOS8.59061.5 mmol
gosomODMSOO DO OO8OLO3OOOODOOOODOOOOOODOOOOO?250 mLO
gbobooooobooboboboobDgbzx20m000oo0obOob0OnDaioo
mLtOO1NHCIO2 x 100 mLOOOO0O000O02x 100 mLOOOOOOMgSO,0000000O
ocooooOOO0OO0O0O0O001.5904-G-000-2-000-0000)-00000-1-0
Oo0DDDOO0O00000029.5mmol097.6 %0 0000

obooo
4-2-000-5-00C0C-000D0)H)-ODOOOO-1-0OC0C0O0ODDOOOOOOOO0 DOOA

4-(5-000-2-000-0ODO00O0)-bOO0DO0OO0-1-0O000O0DOOO0OODODOOOS5.60¢9
15.7 mmolO O O O SnCl,x H,00 17.5 gd 77.6 mmolO O D100 mLOO O OO OCOODO
S000000o0obooOoooobooooobOOo0o0n0nsoo miO O 0O NaHCOoOzO O 0O O
ooobooOooobobDobooooDbo2x20m00000O0CO0OO00O0DO0O2 x 100 mLO O
ocooOwmgSO,0 000 00oooooobOoboO0oooooooobooobDboOobOboOoooan
04.71 g0 14.5 mmold 91.6 ®O 0 4-2-000-5-000-0000)-00000-1-0
ooooooooooooooao

obooo
2-4-(oooooo-poooOo)-ooooo-1-0D0)4-000-0OO0O0O0DQODODO
0oooaAd

20mlO0000DOO0OO002.37 gd24.2 mmol0 0020 mLOTHFO O O O 4-2-00 O -5-
o-00o00)-0oooo-1-0000000000000C0CDODODOO0OOTHFO O OO
Oo0D0D0O0O00O0O0oO0OoOOD0O10mO0O0O00OOONaNO,O0 0.611 g 8.86 mmolQ
oooobOooooboooOoilssoboboogovooo3sombOooooooOooooOonn
0000000387 gu2.2mmol0D 00000000 OCOCODODDODOOODOOOO
o0 02000000010 mO28% NaOHOD O O30 mO O OO ODOOOO0OODOOOO
OO0ODDOopen flaskO OO ODOeOOD D160 000000 OOODDDOOOO0OO0OOO
gboopoobobobobzx20m0b0bo0ooobDODbD2 x 100 mbO 0O OO
MgSo,0 0 0bobooboboboooooooobooooboobooooOooooobooonn
I o o o o s e e o [ M A28 2 (R W
oo-0oooogo)-oboooo-1-00)-4-000-0000000DO0DO0O11.74 mmolO
43%0 0 0O 0O O

ugboogood
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gbooood
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ocooozocomOO0O0O0O0O0O0O0OO10mO0OONaRCOO0 OO OOO250mLO0O00O000O0O0
OCoOO0O0OD0ODO0OO000O0O0000D0O0OD0OD0ODDOO0OO0O0O0OODback extractedD O 000 OO
goobOoooobooocooobooodMmgSO,0000D00CO0O00DOOO0OO0OO0DbODOOOO
gboboooooooboboboboao
ugboogood
03-2-000-0000000000)-0D0000-1-00000¢tert-00000000O0
0 0O B0 CO
OOOCH CI,O0O120 MLO O OO0 O 26.3 mmold 3-(2-000-0000C00O0O0O0OO)-1H-0O
ocoooDooOoO0O013mmol04-0000000000000C0O28.9mmol00 0000
ooooooooo28.9mmollD-tert-000-000D00O0O0O0DODOOOODODOO
OCoO0oO0OO0OOoO0OO0OOoOO0OOoOO0OOoOO0OOooOo.SMORCIDOOOOOODOOODOOOCHSC
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3-[2-(4-tert-0 00 000000-00000-1-00)-00000000007-00
00-1-00000tert-0000000000BO

0.0086 mmold Pd(dba), (10 (00000000000 )I0000)I000.0172 mm
ID2-00000-2"-(N.N-O0D0000O00)I00000000000000000000
0000O00000.043 mmold3-(2-000-0000000000)-00000 -1-0
O00tert-00000000000.052 mmolON-tert-0 0 0000000-0000
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00000

4-(4,4,5,5-0 00000 -[1,3,2]0 0000000 -2-00)-3,6-0000-2H-000
-1-00000 tert-0000000000CO

0 Tetrahedron Letters 41 (2000) 3705-37080 0 00 0000000000000 D0
00000

000010 01IAD00000O00
3-(2-00000-1-00-0000000000)-1H-00000000
000000003 mO00003MHI-0003-[2-(@-tert-000000000-0
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g

11. 4-0000-3-2-00000-1-00-000DDOOOOOO)-1H-ODODODODO

12. 5-0000-3-2-00000-1-00-000DDOODO0DO0O0O)-1H-OO00D0DO
gbobooz2001A0001B00000
03-2-00o0o00-4-00-000C0O0ODDOOOO)-H-OO0CODODDOO

D10 nmOTHFO O OO1.58 g0 4-2-0000000000OCOODDOOO-0000)-
Oo0o0o00-1-00000tert-0 0000000351 mmolO 005 mlOTHFO O DO 1.21
g0 0ooogoooooooooooooooo3.essmmolD0O0O0OOOOODODOO
ocoooOD10 000000000000 OPIOOOOOOODODDOELCACO 0 OO0
11100 0bo0oooooboobo0obo0oboo0bM4amlOTHFO D ODODOOOODODODOD2m
Looco.5mmol0002mO01,2-0000-000000067mgON-O0D0O0O00O0O0OO
ocoo.sommolD0O0DO0OOOOCOOODODOOOOO3UIOODOODODODDOOOOOO
2mOTHFO O OOD9O mgO O OO O0O0O0O0.75mmolDOODDDOOOOOOODODODOOODO

200000020 ml000NaHCOU OO DOOOO0O0OOO0O0O00O0DO2x50 mLOOOOO
ooooooooobz2omobobOOoOoOMgSO,0000000000D0C0CO000DDOOO
ooooboooooobooooobooooooobooooobooooobooboooobooo
ooooos9 mgO 4-[2-(H-000O0O0-3-0000O0O0DO)-OODOO]-000D00O-1-
OCOo000D0tert-0 0000000022 mmol0 0440 00 00HCICOODDO2 MmO OO
ocooooOoOO0O4-[2-R-O00D0O0O0O-3-0DO0000O00O0)-000D]-00000-1-0
UO000tert-0000000O0DOCOOO0DOOOOOODOOCOOODODODOCOOAONaHCO,
OoobooOooooboooooboo2xtomDO0Oo0oooODooooboog20 Ml 00O
oooOmgso,0 00000000 O0OOODDOOOS-(2-000004-0ODD0-0DO0O00O00O0O0
ooo0O0O)-1H-00000000HPLCODDODOOOO

gboooaog

ugbooboooooboobobobooboobobobobobaonon

44. 3-(2-00000~4-00-0D000000000)-1H-ODDO0DO0OO

45. 2-000-3-(2-0 0000 ~4-00-00D0O0CO0OOO0DODOO)-1H-DODOOO

46. 1-0 00 -3-(2-0C0C000-4-00-0000000C0O0ODO)-1H-O0OOOO

47. 5-0 00 -83-(2-00000-4-00-0000000C0O0ODO)Y-1H-0O0O0O0O

48. 7-0 000 -8-(2-000D0D0-4-00-00000C00C0ODODODO)-1H-0000O0O

49. 6-0 00 0-3-(2-0DC000D0-4-00-000000CC0CDODODO)-1H-OOOODO

50. 5-0000~4-000-3-2-00000~4-00-0000000000)-1H-ODDDOO
O

51. 4-0000-3-(2-0 0000 -4-00-000000O00DO)-1H-ODDOOO

52. 7-000-3-2-00000~4-00-000C00ODODOOO)-1H-ODO0DOCODO

53. 4-000-3-2-00000-4-00-0000C0OD0O0DO0O0O)-1R-0D00C0ODO

54. 4-000-3-(2-00000~4-00-0000D0000O0O0DO0)-1H-O0O0DCOO

5. 6-000-3-2-00000-4-00-000C0C0ODDODO0O0O)-1H-ODO0OCODO

56. 5-0000-3-2-00000-4-00-000C0D0O0DO0O00OO)-H-OOCDODODO

57. 5-0000-3-2-00000-4-00-0000D00DO00O000O0)-1H-000D0ODO

58. 5-000-3-(2-00000-4-00-0000D000O0O0O0)-1H-00DC0OO

5. 7-000oo0-3-2-00000-4-00-000CO0OD0DODOOOO)-H-OODODODO

60. 7-000-3-2-00000-4-00-0000C0DDODO0O0O)-1R-0D00CO0ODO

61. 7-000-3-(2-0000C0-4-00-0000D00C0OODO)-1H-O0O0DOO

62. 3-000-2-2-00000~4-00-000C0CO0ODDOOOO)-H-ODODOCODO
03-¢-000-2-00000-1-00-0D000000000)-1H-00DO0DO00O00O0O

0O SO,CI,0 120 p LO 1.50 mmolO O 28 mLO 1,2-0 0000000000 2-(4-(0000O
ooo-0D0DO0O0)-0O000oo0-1-00)4-000-00000000DODODOO0.95 gd 1.
40mmol0 00 00O0O0OCOISODOO0OO0O0O0OOOOOCOODODDOOImMOOOOCOODOODO
ocoooODO1mOTHFOOOOOOODDDO23 mgO0O0.20molD O 0ODODDODOOOOO
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ocooboobOz2bb00O0O0O0OOz2mlOOONaHCO0 002 mlOO0O0O0O0OOOODOODOOOO
ooobOoooobooocooboboObOO01mL ODMSOO OO 0OOOO0.5 mLO 20%KOHO O O O
uoobo0O oooboooooobOoooboobooboOoisobbob400obOob0O3mOOON
HCIDOOOODOOODO ODO00O00oo00o0ooo0o0ooooo2x5m000000000
cooooDo3-¢-0o0o-2000001-00-000000C0CDODDO)Y-H-OOOOO
gooHPLCOOODOOOO

gboooog

ugbooboooooboobobobooboobobobobaobaonon

10. 6-000-3-2-00000-1-00-000CO0ODDOOOO)-H-O0DO0OCODO

13. 4000 -3-¢4-000-2-00000-1-00-0D0CO0DOO0OO0DDOO)-1H-ODOOOO
14. 6-0000-3-¢4-000-2-000C0-1-0D0-000O000CCOO)-1H-OOOO
u

15. 4-0000-3-4¢-000-2-0000C0-1-00-00000000C00)-1H-0000O
O

6. 7-0000-3-¢-000-2-000CO0-1-0D0-000O0O0O0CCDOO)Y-1H-OOOO
O

17. 5-0000 4000 -3-¢4-000-2-00000-1-00-0D00CO0OO0DODODO0O)-1H
-0oooo

8. 5-0000-3-¢-000-2-0000C0-1-0D0-0000000CC0CODO)Y-1H-00O0O
O

9. 7-0000-3-¢-000-2-000C0-1-0D0-000O000O00CCDODO)Y-1H-O0O OO
O

20. 4-0000-3-4-0D0D0-2-00000-1-00-0D000000000)-1H-0DDOO
O

21. 4-000-3-4-00D0-2-00000-1-00-00D0O0O000O0O0O0)-1H-ODODDOO
2. 7v-00o0-83-¢4-00D0-2-00000-1-00-00D0O0O000O0O0O0)-H-ODODDOO
23. 1-000-3-4-00Db-2-000D0C-1-00-00000DOCO0OO0)-1H-OOODO
24. 3-000-2-4-00D0-2-00000-1-00-00D0O0000O0OO0)-1H-ODODDOO
25. 2-000-3--00000-1-00-00000ODDODO0O00O)-1R-000CO0ODO

26. 5-000-3--00000-1-00-0000CO0ODDODOO0O)-1H-000CDODO

27. 4-000-3-2-00000-1-00-000C0CODDOOO0O)-1H-ODODOCODO

28. 7-00oo0-3-2-0o0o0O00-1-00-0oo0o0coODOO0O00O0)-1H-OO0O0DODO

2. 7-000-3-2-00000-1-00-0000C0ODDODO0O0O0)-1R-000CO0DO

30. 5-000D0-4-000-3-(2-000C0C0-1-00-0000DOO0DOO0ODO0)-H-OODOAO
a

31. 5-0000-3-2-00000-1-00-0000D0DO0DO00O000O0)-1H-O0D00DODO

32. 7-000D0-3-(2-00000-1-0D0-000D00O0O0O0ODO)-1H-ODDDOOO
33.5-0000-2-000-3-(2-00000-1-00-0D0000O0O0OO0O)-H-ODDOO
u

34. 5-000-3-2-00000-1-00-00000D0D0DO00O00)-1R-000CO0D0O
35.4-000-3-(-00000-1-00-0000D00000O0)-1H-00D0C0CO

36. 7-000-3-2-00000-1-00-000C0O0ODODO0O0O)-1H-ODO0COCODO

37. 1-000-3-2-00000-1-00-0000C0ODDODOO0O)-1R-000CO0ODO

38. 3-000-2-(2-000C0C0O-1-00-0000DOCO0OOODO0)-1H-O0O0DOO

39. 6-000-3-4-00D0-2-00000-1-0O0-00D0O0O000O0OO0)-H-ODODDOO
40. 2-0 00 -83-4-000C-2-0D00DO00-1-00-000C0COODDODOO)-1H-O0O0DOCDOO
41. 5-0 00 -3-4-000-2-00000-1-00-000C0C0OO0ODDOOO)-1H-0000O
42. 7-0 00 -3-4-00C0-2-00000-1-00-0000C0OO0ODDOOO)-1H-O0O0DODOO
obl1.00000000CO000D0D0CO0OO0O0DOORTOODOOOOUW-000ELSD-000 %0
oooooao
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Ooooao
RT UV-$ERE | ELSD-JifE
& M+H" BRAE
53 (%) (%)
1 2. 04 98. 3 65. 3 310 B
2 1. 77 100 91.3 340 B
3 1.93 100 93. 42 368 B
4 1. 82 90. 5 57. 96 355 B
5 2. 005 98. 69 93. 33 346 B
6 1. 78 98. 43 97. 6 340 B
7 1. 875 99. 24 89. 92 328 B
3 1. 92 95. 03 98. 24 324 B
9 2 93. 16 77. 61 307. 1 C
10 2.017 73. 77 96. 96 342, 2 A
11 1. 86 93. 4 99. 6 328 B
12 2. 04 96. 06 97. 98 328 B
13 2. 335 91. 77 95. 19 338. 3 A
14 2.3 84. 45 99. 8 341.9 A
15 2.213 74.5 95. 49 341.8 A
16 9. 302 83. 07 98. 83 342. 0 A
17 2. 37 79. 23 94. 36 398. 1 A
18 2.193 72. 02 88. 95 354. 2 A
19 2. 282 81. 72 94. 25 354. 0 A
20 2.185 71. 34 93. 84 354. 2 A
21 2.3 82. 42 96. 53 358. 0 A
22 2. 442 82. 34 98. 28 358. 0 A
23 2. 435 84. 72 96. 25 338.0 A
24 2. 568 87. 44 97. 55 338.3 A
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(39)
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25 1.913 91. 99 99. 79 324.1 A
26 1. 983 74. 46 95. 27 323.9 A
27 1. 967 82. 68 100 324. 1 A
28 1.928 96. 71 99. 85 328. 1 A
29 2. 137 71. 62 99. 05 338. 3 A
30 1.92 75. 46 100 354. 2 A
31 1. 815 70.05 88. 36 340.0 A
32 1. 907 74. 16 93. 41 340. 1 A
33 1. 965 94. 37 99. 87 342.0 A
34 2. 047 93. 32 100 344. 1 A
35 2. 04 95. 23 99. 88 344. 1 A
36 2. 078 94. 53 100 344. 1 A
37 2. 07 95. 53 100 324.0 A
38 2.213 95. 06 99. 92 324. 1 A
39 2.02 79. 43 98. 47 338. 3 A
40 2. 03 80. 36 95. 66 338. 3 A
41 2.09 77.01 98. 45 338. 1 A
42 2.108 84. 83 99. 76 338. 3 A
44 1.933 93. 78 99. 68 309. 1 A
45 1. 995 91. 34 99. 51 323.1 A
46 2. 133 98. 98 99. 47 323 A
47 2.06 87.52 98. 71 323.1 A
48 2.012 91. 07 98. 64 327. 2 A
49 2. 008 95. 96 98. 6 326. 9 A
50 1. 963 83. 51 98. 37 354. 2 A
51 1.937 88. 63 97.5 327. 2 A
b2 2.072 95. 08 97. 16 323.1 A
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53 2.013 89. 2 97. 12 323. 1 A
54 1. 987 79. 17 96. 72 342. 9 A
55 2. 158 92 95. 27 342. 9 A
56 1. 987 94. 53 95. 17 327 A
57 1.9 78.75 94. 62 339. 1 A
58 2. 042 88. 63 87. 81 342. 9 A
59 1. 985 90. 24 80. 44 339. 3 A
60 2. 108 95. 87 99. 68 342. 9 A
61 2. 177 73. 11 98. 96 337. 2 A
62 2. 242 95. 29 98. 7 323 A
63 1, 987 92. 82 99. 65 323, 1 A
64 1,958 75.72 95. 59 341, 1 A
oooao

ooo3gnooooooboooooboooao
O000000000000O0[RH]-5-HTOO0DO0DO00
O0D0D0O0O00O0OWwistar ratsO 01250225 g0 000000000000 0OO0O
/0000000000000 00IMM 00000000000.32MI000
0O 0O 0O homogenizedD O OO O 0D OO OO homogenate O 40 O O O O 600 x gO 10
O0D0D0O0000O0O00CpelletD00000O0O0OO020.000x gO55000000
oooDoOO0O000O0O0oooooooOooODbOO0OO0O0O0oOoooobOobz20000000
0.5mg /000000000000 D0O00O0O0DODO10 nvO [3H]-5-HTO 960 O O
000000000000 oooDODDODO0OO00O0O0O0O0DD123 mM NaClO 4.82 mM K
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