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0000000000000 00O00000O00O00000000000000020
000000000000 O0OO00DO00OO0O0ODO0O0DONO0OO0OODODDOOONOOoOooooan
000000000000 0O00O000O0O0O00O000O0O0O00O00O0OO0O0oooan
O0O0OCHCIsOMeOHO OO ODOO(2S)-4-({3-[000000(3-0000-3-0000
00)000]-1-000-1H-000000-5-00}000)-2-00000000-1-00
OOtert-00001.92 9000000000000

0oooo

oooo
6-000-2-000-3-000000001¢g00DMFO10mLOOOOO4-00000
0000-1-00000tert-00001.4 g0ODABCOO720 mgD0O0OOO0DOODO0O
472¢0000000020000000000000000000000000000O
000000000000 O0OO00DO00OO0O0ODON0DONOONOODONDONOONOoOoOooooan
0000000000000 O00O00O0O0O0O0O0O00O0O0O0OO0DO0OO0OOOoooan
0000000 D04-[(6-000-5-0000000-2-00)000]00000-1-000
Otert-0 000447 mg0 0O0OOOD0O0O

ooooo

Dooo
0000000006000 00000500 mgdODMAcO25 mLOOOOOCOO20
04-0000000000-1-00000tert-00002.10g0000 02000300
000000000000 2-0000-4-000-3-000000002.47 9000001
000010000000000000005mLODO0O0O0O0O000O00O00OHPLCO
0.05% 00O ODO0OOMeOHOODOODOO4-[(4-000-3-0000000-2-00)00
0]00000-1-00000tert-00002.85¢g00000000000

Dooooo

Doooo
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532 mgd ODOXO10 mLOOODOO2mLOOOOODODOOOOOOODOOOS830 mg
0000000000 00680 mgDO0O0OODODOD20000000000000000
000000000000 O00D0O00O00O0O0ODO0O0O00O0O0O0DO0DOO0OOoOoooon
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0000000000000 O00O0000O0004-[(5-000-6-0000000-2-00)
000]00000-1-00000tert-0000480mg0 00000000000
Dooooo

Doooo
0D00000003-000000000500mg004-(2-00000000)00000-
1-00000tert-0 000525 mg0 000000000000 O0650 mgdOTHFOS
mLOOOOODODODOOOOODODODOOOOODOOODOOOOODOOs500pLO00000000
0D100000000000000000000000000000000000000
0000000000000 O00O00000000004-[2-(3-00000000)000
]J00000-1-00000tert-0000742mg0 0000000000

Dooooo

ooooo
000000003-[(4-00000000)000]1-1,3-00000-2,4-0000300m
g0ODMFO6 mLOOODOODODOODOOOOODODOOOS55% 00000070 mgdO
00000001000 000000001-000-4-(000000)-2-00000000
D430 mg0 000030000000 000000000000000O00O000000
0000000000000 00D00O00O0O0O0O00DON0O0OO0DONDONOoooooooon
000000000000 0O00O00O0O0D0DO0DO0O0O0O0O0DO0DO0O0O0OOOoon
0000000000000 O00O00O0O0D0O001-[(4-000-3-00000000)
0]-3-[(4-00000000)000]1-1,3-00000-2,4-0000473 mg0O000O
0oooo

oooo
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000000O00(38)-3-({7-000-2(000000000)-6-000-8-[(1S)-1-
000000]0000-4-00}000)00000-1-00000tert-00001.38
g0 000000000 0000255 mgd OPdCIo(dppf)0CH2Cl>0162 mgd O MeC
NO15 mLOODDOOO3 mLOODODOOODOOODODOOODO01.52¢g0000009000
000000000000 O0O0D0O00O00OO0OO0ODO0O0DO0O0O0O0O0DONODOO0O0OOoOooon
000000000000 000O0000000O00O0000000O0000000O0n
000000000000 O0O0O0O00O00O0O0O0OO0O0DO00OONO0O0DONDOOoOoOoOoooon
000000000000 000O000000000(3S)-3-({7-000-6-000000
0D-2(000000000)-8-[(1S)-1-00000000]0000-4-00}000)000
0
O
0
0O

O0oo0oo0ooooao
O0Ooo0oooooao

0-1-00000tert-0000589 mgd 00000000000

Doooo

oooo
(1S,48)-5-{7-000-2<(000000000)-6-000-8-[(1S)-1-00000000]
00000-4-00}-2,5-0000000[2.2.1]0000-2-00000tert-000045.
93 g0 0000000000 D0009.89g0 000000000055 gOd0OPdCIa(dppf)
0CH2Clo05.4 g0 OMeCNO 360 mLOODOXO240 mLO O OO0 120 mLOO OO
0000000000000 O00O0000O0O00O0000O0eo00NO0N0NON0oN0onondg
000000000000 O00D0O00O00O0OO0O0DO0D0DO0O0O0O0ODONDOO0OoOoooon
D100 mLOODOO300mLOOOODODCOOODOOODOCOOOODODOOOODODODOOO
000000000000 O0O00O00O00O0O00O0000000010900000000
0DO00010¢00000000030000000000000000000000O00
000000000000 O0O0D0O00O00OO0DO0ODO0O0DO0OO0OODONDOO0O0OoOoooon
0000000000000 (1S,48)-5-{7-000-6-0000000-2-(0000000
00)-8-[(1S)-1-00000000]00000-4-0013}-2,5-0000000([2.2.1]00
00-2-00000tert-000027.749g000000000000
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0000000D000(3S)-3-({7-000-6-0000000-2(000000000)-8-[(
15)-1-00000000]0000-4-00}000)00000-1-00000 tert-000
02.719g006-0000-5-000-4-(4,4,5,5-000000-1,3,2-000000000-2
-00)-2«(000000000)-2H-00000003.449g0000000000(2'.6'-
0D0o0000O0D0-[1,1'-000001-2-00)000000531 mg0 0000000000
00106 mg0 00000000000 2.29 g0ODOXO110 mLOO OO 022 mLO
0000005000150 0000006-0000-5-000-4-(4,4,5,5-000000-1
,3,2-00000000-2-00)-2(000000000)-2H-00000001.6 9000
05000000150000000000000000000000000000000
000000000000 O0OO00DO00OO0O0ODON0DONOONOODONDONOONOoOoOooooan
0000000000000 O00O00O0O0O0O0O0O00O0O0O0O0DO0OO0OoOoOoooan
0000000000000 O00DO00OO0ODO0O0ONOONOODONDONOoOoOooooooan
000000000000 0O00O0000000 (35)-3-({6-0000000-2-(00
0O0O0O000)-7-[6-0000-5-000-2(000000000)-2H-000000-4-
00]-8-[(1S)-1-00000000]0000-4-00}000)00000-1-00000 ter
t-000000000000000000000000000003.88¢g00000000
0Dooo
0(38)-3-({6-0000000-2(000000000)-7-[6-0000-5-000-2-(00
000O0000)-2H-000000-4-001-8-[(15)-1-00000000]0000-4-0
0D}000)00000-1-00000tert-000000000000000000000
00000000100 mgdOMeOHO2 mLOODOODO700000000000000
000000000030 0000000000000000000000000000
0D0O00OMeOHODODOODO(38)-3-({6-0000000-2(000000000)-7-[6-00
00-5-000-2(000000000)-2H-000000-4-001-8-[(1S)-1-00000
0D00]0000-4-00}000)00000-1-00000¢tert-0000000000000
000000000000 0000021 mg0 000000000000 0O00O00000
(35)-3-({6-0000000-2(000000000)-7-[6-0000-5-000-2-(0001
000000)-2H-000000-4-001-8-[(18)-1-00000000]0000-4-00}
000)00000-1-00000tert-000000000000000000000000
DO00O070mg000O0O0O0OOOO

00000 (38)-3-({6-0000000-2(000000000)-7-[6-0000-5-00
0-2«(000000000)-2H-000000-4-001-8-[(15)-1-00000000]00
00-4-00}000)00000-1-00000¢tert-00000000000000000
0
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0000000000000 00O00000O00000000699 mgDO0ODOOD0OO
000000000000 00(3S)-3-({6-0000000-2(000000000)-7-[6
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000000]0000-4-00}000)00000-1-00000tert-000000000
000000000000 0O000002.33 9000000000000

Dooooo
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0(1S,4S)-5-{7-000-6-0000000-2(000000000)-8-[(18)-1-000010
0000]00000-4-003}-2,5-0000000(2.2.1]0000-2-00000tert-0
00017.79006-0000-5-000-4-(4,4,5,5-000000-1,3,2-0000000
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00o0.7¢g000000000O0(,6'-00000000-[1,1'-00000]-2-00)00
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g000000000014.6 g0O0DOXO500 mLOOOO50 mLOO OO
000000000000 00000000050000000000000
0000000000000 000O00000O00O000O00ooooood
0000000000000 000O00O000O00O000O00ONO0O0OoO
0000000000000 000O00000O00O00oOoOoooood
0000000000000 000O00O000O00O000O0O0ONO0oOooO
0200000 (18,48)-5-{6-0000000-2(000000000)-7-[6-
.5-000-2«(000000000)-2H-000000-4-00]-8-[(1S)-1-000
0]00000-4-00}-2,5-0000000(2.2.1]0000-2-00000 tert-
0000000D04.5:10000000020.64¢g0000000000000
0O

0
000000O00(3S)-3-({6-0000000-2(000000000)-7-[6-000
5-000-2«(000000000)-2H-000000-4-0017-8-[(1S)-1-000000
0]0000-4-00}000)00000-1-00000tert-00002.70 gO0OCH2CI»
30mMLOO0O00O00O0C0OmM-000000000030%0001.6¢00000000
000000000000 00O00O00000000000001.7g9g00000000
10 MLOODO0DOOODOO0OO0DODCOODODO0DODO40mLOOOODOO0OO300000
0000O0O0OO0OOCHCIROOODOOOO0ODO0O0O00O0O0O0O00O0000000000

oooooonN
OO0o0oOo0 N

Oooooooogogogooao
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000000000000 000000000O00000O00ONONOoOooooood
0000000 (38)-3-({6-0000000-2(00000000)-7-[6-0000-5-0
0-2«(000000000)-2H-000000-4-001-8-[(18)-1-00000000]0
00-4-00}000)00000-1-00000tert-00002.68g000000000
00
00000

00000

0(1S8,4S)-5-[(7M)-6-0 00 0000-2«(00000000)-7-[6-0000-5-000-1
(00O0D0-2-00)-1H-000000-4-001-8-{[4-(000000000)0000]00
00}00000-4-001-2,5-0000000([2.2.1]0000-2-00000tert-000
0200mg00000000-2H-000-4-000032mg0O00THFO4 mLOOOOO
DO0O0OMeOHOOODOODOtBUuOKOS56 mgD 00000 OCOOOODOOOOOODOOO
000000000000 00O0O00O00O0O0D0O00O00O00O0DO0DO00OooOoooon
0000000000000 00D00O00O0O0O0O00DON0O0OO0DONDONOoooooooon
000000000000 O00D0O00O00O0O0ODO0O0O00O0O0O0DO0DOO0OOoOoooon
0000000000000 000000000O0(1S,4S)-5-{(7M)-6-0000000-7
[6-0000-5-000-1-(0000-2-00)-1H-000000-4-00]-8-{[4-(0000
0D00O00)0000]0000}-2-(0000-4-00)000]00000-4-00}-2,5-0
000000([2.2.1]0000-2-00000¢tert-0000144 mg0 000000000
00

Dooooo

Doooo
0(38)-3-{[6-0000000-2(00000000)-7-[6-0000-5-000-2-(000
00000D0)-2H-000000-4-001-8{[4(000000000)0000]0000
}j0000-4-00]000}00000-1-00000tert-0000835 mgO0O(2S)-2-0
0000000-1-000097p LOOTHFO10 mLOOOOOOODO OtBuOKO 114 m
g0 0000000000000 0000O0000O0O0O0DON0ON0OONONO0DONoNoooonao
000000000000 0020000000000000000000000000
0000000000000 00D00O00O0O0O0O00DON0O0OO0DONDONOoooooooon
000000000000 000O00O00000000(3S)-3-({6-0000000-7-[6-
0000-5-000-2«(000000000)-2H-000000-4-00]-8-{[4-(0000C
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00000)0000]0000}-2-[(28)-2-000000000]0000-4-00}000)
D0000-1-00000tert-0000374mg0000000000O000
Dooooo

Doooo
0(1S,4S)-5-{(7M)-6-0000000-2«(00000000)-7-[6-0000-5-000-1
(00O0D0-2-00)-1H-000000-4-001-8-[(15)-1-00000000]00000-
4-00}-2,5-0000000([2.2.1]0000-2-00000tert-00004.5 g00MeO
HO100 mMLOOOOOODO10% Pd/CO052%0001¢g0000000000000000
0000000000000 00O0000000O00000000000CHCIsOOOO
000000000000 0O00O0020mLO000000000000000000000
MeOHO 80 mLO O O010% Pd/CO052%0001.4¢g00000000000000000
0D03000000000000000000000000000000CHCIsODOOO0
000000000000 O0O00O000O0O0O00O00O0O0O0O00O00O0O0O0O00O0OnaO
000000000000 000(1S,48)-5-{(7M)-6-0000000-2«(000000
0)-7-[6-0000-5-000-1-(0000-2-00)-1H-000000-4-001-8-000
000000-4-00}-2,5-0000000([2.2.1]0000-2-00000tert-000
42 9g00000000O0000

oooo

0oo
0O0O0O0O0D0(38)-3-({6-0000000-2(00000000)-7-[6-0000-5-0
-2(000000000)-2H-000000-4-00]1-8-[(1S)-1-00000000]0
0-4-00}000)00000-1-00000tert-00001.3 gO0O0MeOHO 15 mL
THFO 15 mLOOOODO10% Pd/CO50%000300mgd 00000000000
600 mg0 00 O0O0COODODDODOODCOODOODODODODCOOODOODODODOOODOOODOO
0O0O0O0O0O0O0O0OMeOHOOOODOODOOOODOOOOOODODOODOOOOOOO
0000000000000 O00DO00OO0OODO0DOO0ONOODODOOoOooOooooon
0000000000000 O0000000O00000000000(3S)-3-({6-00
0O00-2(00000000)-7-[6-0000-5-000-2(000000000)-2H-
000O000-4-00]1-8-000000000-4-00}000)00000-1-00000 te
rt-00001.16 g0 00000000000

Dooooo

Doooo
0(1S,48)-5-{(7M)-6-0000000-2«(00000000)-7-[6-0000-5-000-1
(0D0D0D-2-00)-1H-000000-4-001-8-0000000000-4-00}-2,5-0
000000([2.2.1]0000-2-00000tert-00003.01 g0ODMFO30 mLOO
0D4(000000)0000000019g00000000000000000O00O000
0D49000000000000C0O0O00O000C0O0O0O0O00O00O0O0O0O00O00O00OO
000000000000 000O00O0000O0O00O0000O0O00DO00O00O0Ooon
000000000000 O000O00O00O0O0O0DO00DO00O0O0O0DONDO0O0OoOoooon
000000000000 00O0O00O00O0O0D0O00O00O00O0DO0DO00OooOoooon
000O00000(1S,4S)-5-[(7M)-6-0000000-2«(00000000)-7-[6-00
0O0-5-000-1(0000-2-00)-1H-000000-4-00]1-8-{[4(0 00000001
O
0O
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)0O0D0DD0]0000}00000-4-001-2,5-0000000([2.2.1]0000-2-000
Otert-010003.32¢g000000000000

0oood0

oooao
(35)-3-({6-0000000-2«(00000000)-7-[6-0000-5-000-2-(000
00000)-2H-000000-4-001-8-000000000-4-00}000)0000
-1-00000tert-00001.16 g0 04(000000)00000000375 mgl
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000000000000 000O00O00O00O0O00DO00O0O0O0DONDOOoONooooon
000000000000 00O0O00O00O0O0D0O00O00O00O0DO0DO00OooOoooon
0000000000000 0000O0000D0DO0DON0ONOO0DONDO0ooooooon
000000000000 0O00O00000O000(3S)-3-{[6-0000000-2-(000
0ooo00)-7-[6-0000-5-000-2«(000000000)-2H-000000-4-00]
-8-{[4(0000000D00)00C00]0000}0000-4-00]000}00000-1-
DO00O00Otert-00001.22¢000000000000

Dooooo

Doooo
0(1S,4S)-5-{(7M)-6-0000000-7-[6-0000-5-000-1-(0000-2-00)-1H
-000000-4-00]1-8{[4(0000C00000)0000]0000}-2-(0000-4-
00)0O0O0]00000-4-00}-2,5-0000000([2.2.1]0000-2-00000 tert-
0000142 mgdOMeOHO1 mLOOOTHFO1 mLOOOOO0OOOOOO0OO0O0OO
000000001 MO1mLOOOOOOOODOOOOOOOOOO0OOOO0OO01 MO
1mLOOOOOOCHCIsOMeOHOOOOODOOODOOODODDODOODOOOOOOOOO
000000000000 0000000000004-[({(7M)-4-[(1S,4S)-5-(tert-0 0
0O00O0000)-2,5-0000000([2.2.1]0000-2-00]-6-0000000-7-[6-
0000-5-000-1(0000-2-00)-1H-000000-4-001-2-((0000-4-00
)00D0]00O000-8-00}000)000]00000132mg0 000000000
Dooooo

ooooo
0(38)-3-({6-0000000-7-[6-0000-5-000-2<(000000000)-2H-00O
0000-4-001-8-{[4-(000000000)0000]0000}-2-[(25)-2-00000
0000]0000-4-00}000)00000-1-00000tert-0000250 mgdOM
eOHO2 MLOOTHFO2 mLOOODOOO0OOOODODOOOOOOOOO01 MO1.2 mL
0000000000000 0D0D00O0000ODO0DON0ONOoDONDONoooooooon
000000000000 O00D0O00O00O0O0ODO0O0O00O0O0O0DO0DOO0OOoOoooon
000000000000 000O0000000iIPr,000000000000000iPTr
,0000004-{[(4-{[(3S)-1-(tert-0 00 000O000)I0O000O0-3-00]000}-6-
DO0oO0o0O0O0-7-[6-0000-5-000-2(000000000)-2H-000000-4-0
0]-2-[(28)-2-000000000]0000-8-00)000]000}00000216 mg
DOooO0oo0oOooOoo

Dooooo

oooo
(1S,48)-5-{6-0000000-7-[6-0000-5-000-2(000000000)-2H-
00000-4-001-8-{[4(000000000)0000]0000}-2-[(25)-2-000
00O00]0000-4-00}-2,5-0000000([2.2.1]0000-2-00000 tert-
0090 mgO OMeOHO1 mLOOOTHFO 1 mLOOOO0OOOOOOOO0OOOOOO
00001 MO430p LOOO0DOOOOOOODOOOOOOODOOOOOOODOO
000000000000 0O00O000O0D0O0D0O00O00O0O0DO00O0OoOoooon
000000000000 000000000004-[({4-[(1S,4S)-5-(tert-000
0000)-25-0000000([2.2.1]0000-2-001]-6-0000000-7-[6-0
0-5-000-2«(000000000)-2H-000000-4-0017-2-[(28)-2-0000
000]j0000-8-00}000)000]0000080mg0O0O00O0CODO0ODO0OO
oooo

0ooo
4-[({(7M)-4-[(1S,4S)-5-(tert-0 00 000000)-2,5-0000000([2.2.1]00
0-2-00]-6-0000000-7-[6-0000-5-000-1-(0000-2-00)-1H-00
000-4-00]-2-(0000-4-00)000]00000-8-00}000)000]0000
065 mgdO3-(3-000-5-{[(35)-3-00000000-1-00]000}-2-000-2,3
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.0000-1H-000000000-1-00)00000-2,6-0000000041 mgdO
DIPEA0S0u LOOODMFO1 mLOOOOOOOOOOOHATUDO35 mgd 00000

000000000000 00O00O00000O0000N0O0000Noo0oooooooan

000000000000 0C0O00D00000O00O000O00O00000ONooonoo?

000000000000 00O00000O00O00O0O00O00OooNoo0oooooooan

000000000000 0000O000CHCIgOiPrOHO O OO OO (1S,4S)-5-{(7M)-
6-0000000-8-({4-[(2S)-4-{[1-(2,6-000000000-3-00)-3-000-2-0

00-2,3-0000-1H-000000000-5-00]000}-2-00000000-1-00

00D0]0000}0000)-7-[6-0000-5-000-1-(0000-2-00)-1H-0000O

00-4-001-2-((0000-4-00)000]00000-4-00}-2,5-00000007(2.2.
110000-2-00000tert-000080mg0 000000000

oooooo

alsgalals

0 4-{[(4-{[(3S)-1-(tert-0 0 0000000)00000-3-00]000}-6-00000

00-7-[6-0000-5-000-2«(000000000)-2H-000000-4-0017-2-[(2S
)-2-000000000]0000-8-00)000]000}0000080 mghOd3-(3-0

00-5-{[(35)-3-00000000-1-00]000}-2-000-2,3-0000-1H-0000
00000-1-00)00000-2,6-0000000040 mgd ODIPEAD 64p LOODM
FO1mLOOODOOOOOOHATUDO41l mg0 0000000000000 000000
000000000000 00O00O00000O00D0O00O00OoONoo0oooooooan

000000000000 00O00O000000000000000000000O00CHCI
30 iPrOHO 00000 (35)-3-({6-0000000-8-({4-[(2S)-4-{[1-(2,6-00000

00O00-3-00)-3-000-2-000-2,3-0000-1H-000000000-5-001]00
0}-2-00000000-1-00000]0000}0000)-7-[6-0000-5-000-2-(
DO000O00000)-2H-000000-4-00]-2-[(29)-2-000000000]0000
-4-00}000)00000-1-00000¢tert-000075mg0 00000000000
oooooo

alsgalals

0 4-[({4-[(1S,4S)-5-(tert-000000000)-2,5-0000000([2.2.1]0000-2
-00]-6-0000000-7-[6-0000-5-000-2(000000000)-2H-0000
00-4-001-2-[(28)-2-000000000]0000-8-00}000)000]00000
76 mgd 03-(3-000-5-{[(35)-3-00000000-1-00]000}-2-000-2,3-0

000-1H-000000000-1-00)00000-2,6-0000000039 mgdOOD
IPEAD60u LOODMFO1 mLOOOOOOOOOHATUDO39 mgd 000000000
000000000000 00O00O000O00O00D00N0O00OoONoo0ooooooon

0000000000000 0O00O000O00O000O00O0O00O00O0O0OoONooooan
000000000000 0000OCHCI3OiPrOHOODOODODO (18,48)-5-{6-000

0000-8-({4-[(2S)-4-{[1-(2,6-000000000-3-00)-3-000-2-000-2,3-
0000-1H-000000000-5-00]000}-2-00000000-1-00000]10
00O0l0O000)-7-[6-0000-5-000-2«(000000000)-2H-000000-4-
00]-2-[(28)-2-000000000]0000-4-001}-2,5-00000007([2.2.1]100
O00-2-00000¢tert-0000100mg0 00000000000

oooooo

00000

0 4-[({(7M)-4-[(1S,4S)-5-(tert-000000000)-2,5-0000000[2.2.1]00
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0D0o0000-5-00]0003}-3,8-0000000(3.2.1]0000-8-00000)00
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ODIPEADO.1 mLOODMFO 6 mLOODOOODOOOODOOHATUDO90 mgd OO OO0
0D003000000000000000000000000000000000000
0000000000000 0D0D00O0000ODO0DON0ONOoDONDONoooooooon
000000000000 O0O00O00O00O0O0O0O00OCHCIzgOMeOHOOODOODOO (1
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000-3-00)-1,3-00000-2,4-0000000076 mgdODIPEAD 130pu LOO
ODMFO1.3 mLOOOOOOOHATUDO78 mgd 000000000000 OO0OO
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00-5-00]000}-2-00000000-1-00000¢tert-0000124 mgd O OCH»
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ooodMeOHO7 mLOOOOOOOOOO0OO0OO0OO0ODOD1220 mg O MeOHO 1 mLOOO
gooooboobooobooboooboobooboooboooboobDooboooboao
uboboobdoobooboooboooboobooboobooobobooobOooboooboaa

Oo0ooooDoooooooDoDoo s ooooooooaoo

10

20

30

40

50



(182) JP 7440710 B1 2024.2.28

01-000-5-000-3-000-1,3-0000-2H-000000000-2-000109 myg
DOooO0oo0OoO0oOo

Dooooo

oooooo
03-[(5-000-3-000-2-000-2,3-0000-1H-000000000-1-00)000
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[3,2-d]00000-4-00}-2,5-0000000([2.2.1]0000-2-00000 tert-00
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045 mgODODO0OO0OO0O0O
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00-5-000-1H-000000-4-00)-2-(0000-4-00)000]00000-8-0
0D}j000)000]00000}-3-00000000-1-00]000}-3-000-2-000-2
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DO00000O00O010000000300000000000000000000000
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000000000015 ml000000000150000000000000000
000000000000 O0OO0O0OEtOHDO 15 mLOOOOOOO0OOD0O0O0O0O0O00O
D00000O0O0O0O0O00EtOHODOOODO0O0O0O0O00O00O3-(5-{[(3S)-4-{4-[({(7
M)-6-0000000-4-[(1S,4S)-2,5-0000000([2.2.1]0000-2-001]-7-(6-0
000-5-000-1H-000000-4-00)-2-[(2S)-2-000000000]100000-8
-00}000)000]00000}-3-00000000-1-00]000}-3-000-2-00
0D-2,3-0000-1H-000000000-1-00)00000-2,6-000 nO0O00O00On =
000382mg0O00O00O0C0OOO
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1 P1 ESI+: 402.9, 404.9, 406.9

2 P2 ESI+: 480.9, 482.8 [M+Na]+

3 P3 ESI+: 611.1

4 P4 ESI+: 713.1

5 P5 ESI+: 654.4

6 P6 ESI+: 964.7

7 P7 ESI+: 811.5

8 P8 ESI+: 851.8

9 P9 ESI+: 860.6

10 P10 ESI+: 1008.5

11 P11 ESI+: 671.5

12 P12 ESI+: 779.5

13 P13 EST+: 840.7

14 P14 ESI+: 837.7

15 P15 ESI+: 826.7

16 P16 ESI+: 1190.8

17 P17 ESI+: 583.1, 585.1

18 P18 ESI+:695.4
NMR: 0.52-0.66 (3H, m), 0.66-0.75 (1H, m),
0.86 (3H, brd), 1,27 (3H, t), 1.30-1.46 (10H,
m), 1.83 (3H, brs), 1.90-2.01 (1H, m), 2.04 (1H,
br d), 2.98-3.10 (2H, m), 3.45-3.55 (2H, m),
3.67-3.82 (1H, m), 4.33 (1H, br d)., 4.52-4.64
(1H, m), 5.15 (IH, br d), 6.02-6.10 (1H, m), 6.82
(2H, br d), 7.12-7.20 (3H, m), 7.31 (1H, brs),
7.37 (1H, d), 7.51-7.57 (1H, m), 13.04 (1H, br s)

19 P19 ESI+: 417.9

20 P20 ESI+: 386.0

21 P21 ESI+: 419.8,421.9,423.9

22 P22 ESI+: 445.9, 447.9

23 P23 ESI+: 598.1, 600.2[M+Na|+

24 P24 ESI+: 699.2,701.2

25 P25 ESI+: 474.0

26 P26 ESI+: 740.3

27 P27 ESI+: 382.3

28 P28 ESI+: 460.4

29 P29 ESI+: 459.4

30 P30 ESI+: 325.0
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31 P30 NMR (400 MHz): 2.11-2.20 (1H, m), 2.58-2.72
(2H, m), 2.79-2.93 (1H, m), 5.37 (1H, dd), 7.25
(1H, d), 7.42 (1H, dd), 7.72 (1H, d), 11.23 (1H,
br s)

32 P32 ESI+: 338.2

33 P33 ESI+: 286.2

34 P34 ESI+: 288.3

35 P35 ESH+: 273.1

36 P36 ESI+: 472 .4

37 P37 ESI+: 372.5

38 P38 ESI+: 348.3

39 P39 ESI+: 489.5

40 P40 ESI+: 555.6

41 P41 ESI+: 471.5

42 P42 ESI+: 355.1

43 P43 ESI+: 457.5

44 P44 ESI+: 457.3

45 P45 ESI+: 289.0

46 P46 ESI+: 395.3

47 P47 ESI+: 431.0

48 P48 ESI+: 393.4

49 P49 ESI+: 357.4

50 P50 ESI+: 343.0

51 P51 ESI+: 315.0

52 P52 ESI+: 485.3

53 P53 ESI+: 360.3

54 P54 ESI+: 227.9

55 P55 ESI+: 460.5

56 P56 ESI+: 503 .4

57 P57 ESI+: 360.3[M+Na]+

58 P58 ESI+: 419.0

59 P59 ESI+: 308.2

60 P60 ESI+: 433.2
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61 P61 ESI+: 421.2

62 P62 ESI+: 613.2

63 P63 ESI+: 627.5

64 P64 ESI+: 9253
NMR: 0.29-0.37 (1H, m), 0.54-0.64 (1H, m),
0.64-0.77 (2H, m), 0.78-0.87 (3H, br dd), 1.22-
1.46 (13H, m), 1.83 (3H, brs), 2.20 (2H. br s),
3.07-3.26 (2H, m), 3.41-3,50 (2H, m), 3.55-3.62
(2H, m), 5.28 (1H, brs), 6.24 (1H, br s), 6.82-
6.89 (2H, m), 6.91 (1H, s), 7.00-7.08 (6H, m),
7.16-7.24 (4H, m), 7.25-7.33 (9H, m), 7.33-7.37
(1H, m), 7.48 (1H, d)

65 P65 ESI+: 937.6

66 P66 ESI+: 979.5 [M+Na]+

67 P67 ESI+: 863.6

68 P68 ESI+: 997.7

69 P69 ESI+: 707.4

70 P70 ESI+: 875.7 [M+Na]|+

71 P71 ESI+: 855.5

72 P72 ESI+: 1001.4

73 P73 ESI+: 849.7

74 P74 ESI+: 983.6

75 P75 ESI+: 994.7

76 P76 ESI+: 1202.8

77 P77 ESI+: 1336.9

78 P78 ESI+: 1348.7

79 P79 ESI+: 1173.8

80 P8O ESI+: 1213.9

81 P81 ESI+: 1187.7

82 P82 ESI+: 1188.0

83 P83 ESI+: 548.0, 550.0

84 P84 ESI+: 271.2

85 P85 ESI+: 483.3

86 P86 ESI+: 457.6

87 P87 ESI+: 383.3

88 P88 ESI+: 357.4

89 P89 ESI+: 357.5

90 P90 ESI+: 563.3
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91 P91 NMR: 1.21 (12H, s), 2.44 (3H, d), 7.04-7.11
(6H, m), 7.34-7.44 (9H, m), 7.49 (1H, d), 8.09
(1H, d)

92 P92 NMR: 2.34 (3H, d), 7.07-7.13 (6H, m), 7.36-
7.43 (9H, m), 7.51 (1H, d), 7.79 (1H, d)

93 P93 NMR; 7.08-7.15 (6H, m), 7.36-7.44 (10H, m),
7.49-7.54 (1H, m), 7.89 (1H, d)

94 P94 ESI+: 508.9 [M+Na]+

95 P4 ESI+: 587.2

96 P5 ESI+: 503 .4

97 P97 ESI+: 813.4

98 P98 ESI+: 867.7 [M+Na]+
NMR: 0.43-0.50 (1H, m), 0.66-0.75 (1H, m),
0.77-0.89 (2H, m), 0.94 (3H, d), 1.25 (3H, 1),
1.46-1.54 (1H, m), 1.75 (9H, s), 1.80 (3H, d),
3.47-3.54 (2H, m), 5.94 (1H, q), 6.90-6.94 (2H,
m), 7.01-7.09 (6H, m). 7.16-7.24 (3H, m), 7.28-
7.35 (9H, m), 7.35 (1H, s), 7.44 (1H, d), 7.52
(1H, d)

99 P8 ESI+: 1009.6

100 P8 ESI+: 849.5

101 P8 ESI+: 863.6

102 P8 ESI+: 851.6

103 P8 ESI+: 863.7

104 P8 ESI+: 849.7

105 P8 ESI+: 1009.5

106 P8 ESI+: 997.7

107 P8 ESI+: 841.6

108 P9 ESI+: 705.5

109 P9 ESI+: 737.6

110 P10 ESI+: 853.6

111 P10 ESI+: 907.6 [M+Na]+

112 P11 ESI+: 627.5

113 P13 ESI+: 853.6

114 P13 ESI+: 840.6

115 P13 ESI+: 809.8

116 P14 ESI+: 839.6

117 P14 ESI+: 826.7

118 P14 ESI+: 839.6

119 P14 ESI+: 835.6

120 P14 ESI+: 849.6
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121 P14 ESI+: 837.6
122 P14 ESI+: 849.7
123 P14 ESI+: 835.7
124 P14 ESI+: 995.8
125 P14 ESI+: 983.7
126 P14 ESI+: 995.7
127 P16 ESI+: 1188.8
128 P16 ESI+: 1202.4
129 P16 ESI+: 1189.8
130 P16 ESI+: 1192.8
131 P16 ESI+: 1192.7
132 P16 ESI+: 1188.6
133 P16 ESI+: 1203.0
134 Ple ESI+: 1190.8
135 P16 ESI+: 1179.6
136 P16 ESI+: 1202.7
137 Pl6 ESI+: 1188.7
138 P16 ESI+: 1179.8
139 P16 ESI-: 1346.7
140 P16 ESI+: 1336.7
141 Pl6 ESI+: 1175.8
142 Pl6 ESI+: 1175.9
143 P16 ESI+: 1187.3
144 P16 ESI+: 1288.3
145 Pl6 ESI-: 1197.9
146 P16 ESI+: 1201.7
147 Pl6 ESI+: 1173.6
148 P16 ESI+: 1187.9
149 P16 ESI+: 1187.8
150 P16 ESI+: 1173.8
151 P16 ESI+: 1188.7
152 P16 ESI+: 1201.9
153 P16 ESI+: 1187.5
154 P16 ESI+: 1201.7
155 Pl6 ESI+: 1120.7
156 P16 ESI+: 1135.6
157 Pl6 ESI+: 1135.7
158 P16 ESI+: 1165.7
159 P16 ESI+: 1149.6
160 P37, P16 ESI+: 1199.7
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161 P37, P16 ESI+: 1187.6
162 P16 ESI-: 1346.8
163 P33 ESI+: 273.0
164 P33 ESI+: 273.0
165 P33 ESI+: 271.1
166 P35 ESI+: 275.1
167 P35 ESI+: 275.1
168 P35 ESI+: 273.1
169 P36 ESI+: 458.3
170 P36 ESI+: 472.3
171 P36 ESI+: 445.3
172 P36 ESI+: 445.3
173 P36 ESI+: 457.3
174 P36 ESI+: 469.3
175 P36 ESI+: 443.5
176 P36 ESI+: 457.4
177 P36 ESI+: 469.4
178 P36 ESI+: 457.6
179 P36 ESI+: 577.6
180 P36 ESI+: 443.5
181 P36 ESI+: 471.4
182 P36 ESI+: 334.2
183 P37 ESI+: 358.2
184 P37 ESI+: 372.2
185 P37 ESI+: 359.2
186 P37 ESI+: 345.2
187 P37 ESI+: 345.2
188 P37 ESI+: 357.1
189 P37 ESI+: 369.2
190 P37 ESI+: 371.4
191 P37 ESI+: 343 .4
192 P37 ESI+: 357.5
193 P37 ESI+: 343.4
194 P37 ESI+: 358 .4
195 P37 ESI+: 371.5
196 P37 ESI+: 357.3
197 P37 ESI+: 290.4
198 P37 ESI+: 305.4
199 P39 ESI+: 458.3
200 P43 ESI+: 323.0
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201 P44 ESI+: 390.5
202 P44 ESI+: 405.3
203 P44 ESI+: 280.1
204 P46 ESI+: 591.5
205 P46 ESI+: 547.2 [M+Nal+
206 P46 ESI+: 539.4
207 P48 ESI+: 286.9
208 P50 ESI+: 371.3
209 P50 ESI+: 305.1
210 P50 ESI+: 335.2
211 P50 ESI+: 319.2
212 P55 ESI+: 393.4
213 P55 ESI+: 408.5
214 P55 ESI+: 283.3
215 P55 ESI+: 327.6
216 P56 ESI+: 436.6
217 P56 ESI+: 451.4
218 P56 ESI+: 326.1
219 P56 ESI+: 370.8
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220 P13 ESI+: 839.7
221 P14 ESI+: 825.7
222 Pl6 ESI+: 1178.8
223 P46 ESI+: 472.4
224 P40 ESI+: 604.6
225 P50 ESI+: 384.5
226 P16 ESI+: 1214.8
227 P227 | ESI-: 3143
228 P228 | ESI+: 330.3
229 P229 | ESI+: 242.0
230 P55 ESI+: 344.1
231 P231 | ESI+: 385.2
232 P44 ESI-: 337.2
233 P40 ESI+: 473.4
234 P37 ESI+: 373.3
235 P16 ESI+: 1203.8
236 P236 | ESl+: 252.1
237 P237 | ESI+: 220.1
238 P238 | ESI+: 298.0
239 P239 | ESI+: 514.2, 516.2
240 P240 | ESI+: 580.3, 582.2
241 P4 ESI+: 668.5
242 P6 ESI+: 978.6
243 P11 ESI+: 820.6
244 P9 ESI+: 716.5
245 P10 ESI+: 864.5
246 P14 ESI+: 850.5
247 P16 ESI+: 1204.7
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oooooo

Ex |Syn |DAT

1 E5 |ESI+: 1003.3
2 ES ESI-: 1102.5
3 E5S |ESI+:991.8

4 E5 | ESI-: 1013.6
5 E5 | ESI+: 1029.7
6 E5 |ESI+:991.4

7 E5 | ESI+: 1004.7
8 E8 | ESI+: 1018.6

NMR (90°C): 0.48-0.68 (4H, m), 1.26 (3H, d).
1.37 (1H, tt), 1.62-1.71 (2H, m), 1.73 (1H, br d),
1.86 (1H, br d), 1.99 (3H, d), 1.99-2.09 (4H, m),
2.13 (1H, dd), 2.61-2.74 (3H, m), 2.80 (1H, br d),
2.83-2.93 (1H, m), 3.04 (1H, dd), 3.09-3.22 (2H,
m), 3.28-3.37 (2H, m), 3.32 (3H, s), 3.46 (1H, d),
3.56 (1H, d), 3.69-3.79 (3H, m). 3.82 (2H, dq),
4.12-4.24 (1H, m), 4.16 (1H, dd), 4.81 (1H, d),
5.11 (1H, br s), 5.15 (1H, tt), 5.22-5.30 (2H, m),
6.82-6.87 (2H. m), 6.96-7.04 (2H, m), 7.07-7.11
(3H, m), 7.27 (1H, d), 7.44 (1H, d), 7.46 (1H, s).
10.71 (1H, br s), 12.78 (LH, br s)

ES

ESI+: 1018.7

EI0

ESI+: 1006.7

NMR (90°C): 0.48-0.68 (4H, m), 1.12 (3H, d),
1.26 (3H, d), 1.37 (1H, tt), 1.74 (1H, br d), 1.87
(IH, br d), 1.98 (3H, d), 1.98-2.09 (2H, m), 2.12
(1H, dd), 2.60-2.74 (3H, m), 2.80 (1H, brd), 2.83-
2.93 (1H, m), 3.05 (1H, dd), 3.10-3.21 (2H, m),
3.28 (3H, s), 3.32 (3H, s), 3.46 (1H. d), 3.56 (1H,
d), 3.65-3.78 (4H, m), 4.13-4.22 (2H, m), 4.23-
4.28 (1H, m), 4.28-4.34 (1H. m), 4.83 (1H, d),
5.12 (IH, s), 5.23-5.30 (2H, m). 6.84 (2H. d).
6.96-7.04 (2H. m), 7.04-7.10 (3H, m), 7.26 (1H,
d), 7.44 (1H, d), 7.46 (1H, s), 10.73 (1H, br s),
12.77 (1H, br s)

ES

ESI+: 1005.7

El12

ESI+: 994.7

NMR (90°C): 0.48-0.68 (4H, m), 1.12 (3H, d),
1.26 (3H, d), 1.34-1.42 (1H, m), 1.92-2.09 (3H,
m), 1.97 (3H, d), 2.09-2.22 (2H, m), 2.60-2.74
(3H, m), 2.80 (1H, brd), 2.83-2.93 (2H, m), 3.00-
3.12 (2H, m), 3.13-3.23 (2H, m), 3.28 (3H, s),
3.32 (3H,s), 3.46 (1H, d), 3.56 (1H, d), 3.67-3.77
(2H, m), 4.18 (1H, brs), 4.30-4.39 (2H, m), 4.89-
4.95 (1H, m), 5.12-5.17 (1H, m), 5.22-5.30 (2H,
m), 6.43 (1H. s), 6.86 (2H, d), 6.94-7.10 (5H, m),
7.26 (1H, d), 7.42 (1H, d), 7.46 (1H, s), 12.75
(1H, br s)
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goooogad

Ex Syn | DAT

13 E16 | ESI+: 989.7

14 E16 | ESI+: 936.7

15 E16 | ESI+: 1003.6

16 E16 | ESI+: 1003.8

17 ES ESI+: 951.5

18 ES ESI+: 1008.7

19 ES ESI+: 1015.8

20 E5 ESI+: 1003.7

21 ES ESI+: 951.7

22 E5 ESI+: 1003.6

23 E5 ESI+: 989.6

24 E5 ESI+: 1005.5

25 ES ESI+: 1017.6

26 E5 ESI+: 981.5

27 ES ESI+: 1003.7

28 |E5 |ESI-963.6

29 [E29 [ESI+: 1005.7
NMR (90°C): 0.49-0.68 (4H, m), 1.10 (3H, d),
1.26 (3H, d), 1.39 (1H, tt), 1.73 (1H, br d), 1.90
(1H, br d), 1.96-2.09 (2H, m), 1.99 (3H, d), 2.12
(1H, dd), 2.61-2.74 (3H, m), 2.80 (1H, brd), 2.83-
2.93 (1H, m), 2.99-3.04 (1H, m), 3.13-3.21 (1H,
m), 3.23 (1H, d), 3.26 (3H, s5), 3.32 (3H, s), 3.38-
3.43 (1H, m), 3.46 (1H, d), 3.56 (1H, d), 3.63-
3.77 (3H, m), 4.00 (1H, dd), 4.18 (1H, brs), 4.26
(1H, dd), 4.31-4.36 (1H, m), 4.50 (1H, brs), 4.81
(1H, d), 5.24-5.31 (2H, m), 6.08 (1H, s), 6.84
(2H, d), 6.96-7.04 (2H, m), 7.05-7.10 (3H, m),
7.26 (1H, d), 7.42 (1H, s), 7.43 (1H, d), 10.77
(1H, brs), 12.74 (1H, br s)

30 E5 ESI+: 1017.7

31 E5 ESI+: 1006.5

32 ES ESI+: 1006.5

33 E33 | ESI+: 1003.6

34 E34 | ESI+: 989.7

35 ES5 ESI+: 1008.7

36 ES5 ESI+: 1004.6

37 ES ESI+: 1018.7

38 E5 ESI+: 1006.6

39 E5 ESI+: 995.8

40 E10 | ESI+: 1018.6

ooooon

Ex Syn | DAT

41 E10 | ESI+: 1004.6

42 ES ESTH: 7.7

43 ES ESl+: 9950

44 ES ESI+: 994.7
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oooooan

Ex Syn | DAT

45 ES ESI+: 994.6

46 ES ESI+: 1030.8

47 E5 ESI+: 1019.8

48 E5 ESI+: 1019.5

49 E49 | ESI+: 1018.5

50 E50 | ESI+: 1006.5
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