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O000007.34 mlONa(CN)BH;3.14 g0 O 00003 mIODOOO0OO1600RTOOODO

0000000000 oooooooD3omiD00O0O0oOooOo3mi0DO0O0O0o0oOog

O00O0ONa,CO;, 00000000000 000ONaSO,000000000000

0000000 oooooooooao

0 4.8g0 MS (ES™): m/e= 243.

oooo

) 1-000doo-00000-4-00000

ooooi15m00 @A-000000-00000-4-00)-000000 tert-000

004.8g 0000000O0CCOEGW 20mMID0000O0OODO16000000000

O0o0o0oDoooo0ooooOooooDoooooDz22mM00D020000000000

0000000000000

05.42 gdOMS (ES™): m/e= 1430

ooooao

(iv) 2-[5-(G,-000-0D0000-2-00)-0D000O00DODO-3-000007]-5-0000
0O-2-00-2H-00000-3-00000 ODOO0O0OOOO

ODMF 5 mIDO5-00000-2-00-2H-00000-3-00000 ODOODOOOO2.0g
OO0O00O0ONaH (D0O0060%)360 mg0 0D 000 D03-000000-5-(-000-0000
0-2-00)-00000000 2.8 g [Ewing, William R.; Becker, Michael R.; Choi-S
ledeski, Yong Mi; Pauls, Heinz W.; He, Wei; Condon, Stephen M.; Davis, Roderick

S.; Hanney, Barbara A.; Spada, Alfred P.; Burns, Christopher J.; Jiang, John Z.;
Li, Aiwen; Myers, Michael R.; Lau, Wan F.; Poli, Gregory B; PCT Int. Appl. (200

1) 460 O OWO 0107436 A 20 0 0 00 O0O0OODDODODODODO0DO0DOO]oooOooODODDODOOS80 OO

10 00000005mMO0000000000chemelut™®RO0000000O00O00O0
0Oo0o000oDD0D0000000oo0o0o0o0o0Do0DDOoODO0D00DU0D00o0oooDooDoODDoDoODOoOooOg
ooooDoDoODOoOooooooon

0004 g0

ocooooao

V) 2-[5-GG-000-0DO0DO0O0O0-2-00)-00D00O0O0OO0OD-3-000007]-5-00000
O-2-00-2H-00000-3-00000

OTHF 20 mID O 2-[5-G-000-00000-2-00)-00000D0DOO-83-00000171-

5-00000-2-00-2H-00000-3-00000 0DO00O0ODD0D0OO0D49g00000010m
1000000000000 OoOos500mgO0D0OOeO0 0200000000000 0ORT

OO000DD0DD0OD0O000O0O0000ODbhalf concentratedd OO O pH 30000000000

ooooDoooooooooi1oni0 00000 0O0DO0ODOOOO0OODOOOO0ODODDOOO

oooDoDDoOoO0O0O03.8 g0

ocooooao

(vi) 2-[5-GG-000-0D0000-2-00)-0D000O00DO0O0-3-000007]-5-0000

0-2-00-2H-00000-3-00000 (-OOOO0ODOD-0O00ODODO-4-00)-000

ODbcvzmlO O 2-[5-(5-0 00 -0000D0-2-00)-00000000-3-000007-5-

oo0o0oo0D-2-00-2H-00000-3-00000200 mgd N-NEM 0.3 mIO O O O O TOTU 1

68mgu 000000030 0RTUODDDODODOODODDDI1I-O0ODODODO-0D0O0OO-4-0

0000 000000016 mg0 0000000002000 000000NaHC032 mlO

O00000O0O00OOchemelut®O0 0000000000000 OO0OD0OOOOOO

0000000000000 00O000O0O0HXHPLC (C1800 0 O 0O O H,0/MeCNO O O 0.1%

TFAD OO O0DO0DO0O0)ooooooDoooooooooooooDoDoooooooooao

0000000000000 0000000000000120 mgdMS (ESY): m/e = 516

ooooooooo

oooooao

ooo2: 1-[5-G-000-00000-2-00)-00000000-3-000007-5-00

ooo-2-00-1H-00000-3-00000 (-O00O0O0OO0ODO0D-0DO0O0DDO-4-00)-00

I B

ooooooqbooooaod
Oooooog
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O
000000000010 000000000000

MS (ESY): m/e = 5160 00000000

000000

0003: 2-[6-(5-000-00000-2-00)-00000000-3-0000017-5-00
0-2H-00000-3-00000 (-000000-00000-4-00)-000
000000000010 0000000005-00000-2-00-24-00000 -3-0
D000 000O000O000O0005-000-2H-00000-3-00000 00000
00000000000

MS (ESI+): m/e = 4480 00000000

000000

0004: 2-(6-000-00000000-2-00)-5-000-2H-00000-3-0000
0 (1-000000-00000-4-00)-000

000000000010 0000000005-00000-2-00-24-00000 -3-0
0000 0000000000 002-(6-000-00000000-2-00)-5-000 -2
H-O0O0O0ODOO0-3-00000000000000

MS (ESI+): m/e = 4180 00000000

Do0o0o00

0005: 5-(5-000-00000-2-00)-2-[5-(5-000-00000-2-00)-000
00000-3-00000]1-2H-00000-3-00000 (A-000000-00000 -4
-00)-000

000000000010 0000000005-00000-2-00-24-00000 -3-0
0000 000O000O0000005-(-000-00000-2-00)-2H-00000-3-
00000 000000000000 0000

MS (ESI+): m/e =550, 00000000

Do0o0o0Q

D006: 5-(5-000-00000-2-00)-1-[5-(-000-00000-2-00)-000
00000-3-0000071-1H-00000-3-00000 (A-000000-00000 -4
-00)-000

000000000050 000000000000

MS (ES*): m/e = 550, 00000000

Do0o0o00

0007: 2-[5-(5-000-00000-2-00)-00000000-3-000007]-4-(2.4
-0000-0000)-2H-00000-3-00000 (-000000-00000-4-00
)-000

000000000010 0000000005-00000-2-00-24-00000 -3-0
D000 000000000000 4-(2,4-0000-0000)-2H-00000-3-00
000 000000000000 O0O000

MS (ESI+): m/e = 578, 00000000

Do0ooao

008: 2-[6-(5-000-00000-2-00)-00000000-3-000007-5-00
0-2H-00000-3-00000 (1-000000-00000-4-00)-000
00000000010 0000000005-00000-2-00-24-00000 -3-0
000 0000000000 005-0000-2H-00000-3-00000 0000
DO0oOoO0o0O0O0oO0n

MS (ESI+): m/e = 476, 00000000

Do0o0o0a0

0009: 5-tert-0 00 -2-[5-(5-000-00000-2-00)-00000000-3-00
000]-2H-00000-3-00000 (-000000-00000-4-00)-000
000000000010 0000000005-00000-2-00-24-00000 -3-0

O
g
a
O
g
a
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D000 00000000000 O05-tert-000-2H-00000-3-00000 00O
0000000000000

MS (ESI+): m/e = 490, 00 O0O0O0O0O

000000

0O0010: 2-[5-(5-000-00000-2-00)-00000000-3-00000 ]-4-0
00-5-0000-2H-00000-3-00000 (1-000000-00000-4-00)-0
00

(i) 4-000-5-0000-2H-00000-3-00000 0000000
05-0000-2H-00000-3-00000 00000001.0g (5.5 mmol)D0000
O0015mO0O00ON-OD000D0000001.23 g G.5mmo)0 000000000
00000160 0000000000000000000000000000000000
0000000000000 0000000O00000000000000000000
0000000000000 O00O0O000O000O0000000

0001.5 gOMS (LCMS-ES™): m/e = 3090

Do0o00o00

(ii) 4-000-5-0000-2H-00000-3-00000 0000000
04-000-5-0000-2H-00000-3-00000 0O000O0001.5g (4.9 mmol)
0000000.87 g (9.7 moDDDDOODODOODODOODODOODODOOODO404mg(2.4 mmo
DODMFIO MIDODODOODOOOOOO20mOIO0O0O00O0O00OOOOOOOOOOO0

000O00O0@O000000000)I00000(0)223mg(0.2 mmol)D 00 1,1"-0
0-(OO00O0000O000)I0000404mg(0.7 mol)JRTO OO OO OODO O 120005
0000000000000 O0000O000000000000000000000000
0000000000000 O000000000000000000000000000
0000000000000 0000n-0000:00000/1:10000000000
DO0oDO00O00O00O00O00O0O0O0O0O

000 110 mgO MS (LCMS-ES*): m/e = 2080

oooooQ

(Giii) 2-[5-(5-000-00000-2-00)-00000000-3-000007-4-000 -
5-0000-2H-00000-3-00000

04-000-5-0000-2H-00000-3-00000 0000000 112mg(0.5 mmol)O
DMF 2 mMIDOCODOOCODOOCOOOCOO (OO0 60%)23.8 mg(0.6 mmol)O RTO O O O O 200
0000000000000 00-700000003-000000-5-(-000-0000
0-2-00)-00000000166mg(0.6 moN0 0000000000030 O00000
O0O0O0O0O02NNaOHO OO 1 miO D160 0000000000000 0000O0-100%0
000000 (0.01% 00000000)IO000O000O000O00DO0OORP-HPLCO OO
000000000000 0O00O0O0O0O0O00O0O00000

00 55.3 mgOMS (LCMS-ES*): m/e = 377000000000

000000

(iv) 2-[5-(5-000-00000-2-00)-00000000-3-000007-4-000 -5
-0000-2H-00000-3-00000 (-000000-00000-4-00)-000
ODMF 2ml0 O 2-[5-(5-0 00 -00000-2-00)-00000000-3-00000]-4-
000-5-0000-2H-00000-3-0000055 mgdN-NEM 0.1 mi0 O O O O TOTU 48
mOOOOODO0ODO3000RIDOOOODONOODOON1-000000-00000-4-00
000 000000031 mg000000000020000000sat.NaHCO; 0002
mMOODOOOOOchemelut®PO 000000000 O0OODO0OODOOODOOODOOOO
0000000000000 000000000000000O00O0HPLC (1800000
0H,0/MeCND 0.1% TFAO 00000000000 0)0000000000000000
0000000000000 O0O0O0OO0O0O0OO0O0O0OO0O0OOOODOOOOOoOoOooOO
00018 mgO MS (ES*): m/e = 5010 00000000

Do0o0o0aQ

10

20

30

40

50



(90) JP 4585448 B2 2010.11.24

00011: 1-[5-(5-000-00000-2-00)-00000000-3-00000 ]-4-0
00-5-0000-1H-00000-3-00000 (-000000-00000-4-00)-0
00

000000000 D011000000000000000

MS (ESY): m/e = 501, 0O ODOO0O0O

Do0o0o0aQ

00012: 2-[5-(5-000-00000-2-00)-00000000-3-00000]-4-0
00-5-00000-2-00-2H-00000-3-00000 (A-000000-00000 -4
-00)-000

(i) 4-000-5-00000-2-00-2H-00000-3-00000 0000000
05-00000-2-00-2H-00000-3-00000 00000001.0g (4.5 mmol)
0000000015 mI0000ON-00000000001.01 g (4.5mmol)I 0000
0000000000160 0000000000000000000000000000
0000000000000 O000000000000000000000000000
0000000000000 O00O0000000000000000000

0001.57 gOMS (LCMS-ES*): m/e = 349.

oooooQ

() 4-000-5-00000-2-00-2H-00000-3-00000 ODOODODOOO
04-000-5-00000-2-00-2H-O00000-3-00000 OO0OODOODO0O1.57 g ¢(
4.5 mmoD)D000O0DO0O0O0.81 g @G-0mmoHDODDODODDODODODOODOODOOD352m
g.3mmoDHOOODMFIO MIDODODODODODODOODD20mMIODOOO0ODODODOODOOOOO
00000000000 (@ODO0O0000000)I000O00(0) 223mg(0.2 mmol)O
001,1"-00-(0000000D000) 00D0O0O374mg(0.7 moD)ORTO O ODOODOO
gfdlzo0os50000do0odo0oooooobo0oobDooboobooboDooooOood
oo ob0 oo oo oo b oo bbb ooooog
gooooobooobooobo0ooboUobboUobtooUoboUooDboUobboo
n-0000:00000/1:100000000000
00O 0O 287 mgd MS (LCMS-ES™): m/e = 2480
ogooooad
(Giii) 2-[5-(5-000-00000-2-00)-00000000-3-000007-4-000 -
5-00000-2-00-2H-00000-3-00000
04-000-5-00000-2-00-2H-O00000-3-00000 O0O0O00O0OD0OO287mg(1.-
2mmoDODMF2 MID D OO0 OD0ODO0O0O00O0 (CDOO60%)51.1mg(1.3 mmol)O RTO O O
gbz000000000D0O0O0O0O0OO0DDOO-700000003-000000-5-(G-000-
0oooo-2-00)-00000000355mg(1.3mmoD0 000 OOODOOOOO300
00DO00O0OO0O0O0O0O2NNaOHOD O1 mlDO160 0000000000 0O0O0O0OD0ORP-HP
LCOODOOO0OD0O0-100% O ODODODOE0.01% 00000 ODO)Y)ODODODODO
oo uooboobuooboboouooooao
00 122 mgO MS (LCMS-ES™): m/e = 4170
gooooo
(iv) 2-[5-(5-000-00000-2-00)-00000000-3-000007-4-000-5
-0o0ooo0-2-00-2H-00000-3-00000 (-ODO0O0O0OD0O-00000-4-00)
-0o0od
ODMFImIO O 2-[5-G-000-00000-2-00)-00000000O-3-000007-4-
0oo0-5-000b0-2-00-2H-00000-3-0000031 mgdN-NEMO.1 mlO O OO
gT0Tu 24 gD 000 O0DO0OO0OO0D300D0ORTODODODDDODODODDOI-0DDODOU0ODDO-000O0
U-4-00000 ODODOCOO0OO0OO016emO0DbOO0CO0O0O00D0C200 00000 sat.NaHCO5
O0O02miD00000Ochem elut®RO0D000O0O0DODO0OODDOOOODDODOODODDO
000000000000 DOO00O0o0D0O0D0DO0DoDO0D0DO0DOO0O0OO0OO0ODdOgaDnadHPLC (C1
80 00 0O0O0OH,0/MeCNDO 0.1% TFAD OO OO D OODODDOOO)IOOOOOODODDOO
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0000000000000 O00O0O00O0O00O0O00O0O00OO0ONO0ONoNoonoooao

O

018 mgO MS (ESY): m/e = 5410 0000000 O

0o0oo

013: 1-[5-(5-000-00000-2-00)-00000000-3-000007-4-0

-5-00000-2-00-1H-00000-3-00000 (-000000-00000 -4

-00)-000

000000000 D01200000000000000

MS (ESY): m/e = 541, 0O OO0O00O0O

Do0o0o0Q0

00014: 2-[2-(5-000-00000-2-00)-00000-4-000007]-5-0000

0-2-00-2H-00000-3-00000 (1-000000-00000-4-00)-000

000000000010 0000000003-000000-5-(5-000-00000 -2

-00)-00000000000005-000000-2-(G-000-00000-2-00)-
0000 [Ewing, William R.O ; PCT Int. Appl. (2001) 460 O O WO 0107436 A20 O
0000000000000 00000000MS (ESY): mfe =532, 0000000

OoOooooaog
I B

0015: 2-(6-0 0 0-000([]J00O000-2-00000)-5-00000-2-00 -2H-
0000-3-00000 (-000000-00000-4-00)-000
00000000010 0000000003-000000-5-(-000-00000-2
-00)-00000000000002-000000-6-000-000([]J00O000 [Ew
ing, William R.O ;PCT Int. Appl. (1999) 300 O O WO 9937304 A1;0 O O Ewing, Willi
am R.O PCT Int. Appl. (2001) 460 0O O WO 0107436 A20 00000000 O0OOO0O
0DJoooo0oo0oooao
MS (ESY): m/e = 499, 0O OO OOOO
Do0o0o00
00016: 2-[5-(5-000-00000-2-00)-00000000-3-00000]-5-0
D0000-2-00-2H-00000-3-00000 (38,4,5,6-000000-2H-[1,4"]1000
000-4-00000)-000
(i) (3,4,5,6-0 00000 -2H-[1,4"]000000-4-00000)-000000 tBul
000
0 n-BuOH/H,0/NEts 1:1:10 15 mMID 000 0000-4-00000-000000 tBud O
0059 (23.3mmoD04-0 000000 000000 03.85¢g (25.7 mmol)D 000D
0000300000000 0000000000O000O00O0O00O0OOooooooan
O
0

u
O
g
gbooood
O
O
g

0000000 DCM/MeOH 100:1 - 50:1 -10:1-5:10 0000000000000
00 4.3 g0
DoooooQ
(ii) C-(3,4,5,6-0 00000 -2H-[1,4"]000000-4-00)-000000
O DCM12 miO O (3,4,5,6-0 00000 -2H-[1,4"]0 00000 -4-00000)-0000
00 tBu0 0004.58 g0 0000TFA 12 mIORTOOOOCO3000000000000
000DO00O020mMO0000000000000000000000000000000
0020000000000000000000000000000000000000
000000000000 S3.3 g0
Dooooo
(iii) -[5-(5-000-00000-2-00)-00000000-3-000007]-5-0000
0-2-00-2H-00000-3-00000 (3,4,5,6-000000-2H-[1,4"]000000
-4-00000)-000
ODCM 1 mID O 2-[5-(5-000-00000-2-00)-00000000-3-000007-5
-00000-2-00-2H-00000-3-0000 050 mgd N-NEM 0.3 ml0 0 0 O 0O TOTU 5
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Omgb 00000 OoOo300RTOODODODODODODOOC-(3,4,5,6-000 000 -2H-[1,4"
000000 -4-00)-000000 ODODODODODODODOOOO36mgdOOOOCOODOnOn
D20000000sat.NaHCO; DO DO 2 mlOO OO O0O0O chem elut®OO00o0O0o00O0
0000000000000 o000Do00o0DO0o0Do0o0DO0DO0O0DO0O0D0DODgDnagHPLC (C1
80 00O 0O0O0OH,0/MeCNO 0.1% TFAD O O OO DOOCOODDOOO) IOOOooooooDDoaOo
goboobooboooboooboo0obboUobboboUobooUoboUooDboUobboo
oood

00023 mgdMS (ESY): m/e
0

O

565, 00000000

00000

0017: 2-[5-(5-0 0 0-00000-2-00)-00000000-3-000007-5-0
DO000-2-00-2H-00000-3-00000 (-000000-00000-4-0000
0)-000
(i) -000000-00000-4-00000)-000000 tert-0000000
0000000 020m0000000-4-00000-000000 tert-00000 O
01.090000000002.6 miOOONa(CN)BH; 586 mgd 0 0 0 0160 ORTO O O O
0000000000000 O00000030m0000000030m00000000
000O000ONay,Co,0 0000000000 0Na,S0,0000000000000000
0000000000000 802 mgd
ooooon
(ii) C-(1-000000-00000-4-00)-000000
DCMSMID 0 (1-0 00 000-00000-4-00000)-000000 tert-00000
00802mgd 000OOTFA4mIORIOOODODD200000000000000000020
mMDOOODODO0OD0DO0DO00O00O00000000000000000200000000000
000000000000 0000000000000000000000001.7 gd
Dooooo
(iii) 2-[5-(5-000-00000-2-00)-00000000-3-000007]-5-000
00-2-00-2H-00000-3-00000 (-000000-00000-4-00000)-
0Doo
ODCM 1m0 O 2-[5-(5-0 00 -00000-2-00)-00000000-3-000007-5-
00000-2-00-2H-00000-3-0000 050 mgd N-NEM 0.3 miO O O O O TOTU 59
mO0OOO0OO00O0300ROOOODODOODOODOC-(-000000-00000-4-0
0)-000O000 O000O00O00D00030mO0O00000000020000000s
at.NaHCO, 00O 2miO0 00000 Ochem elutP00000000000000000
0000000000000 00000000000000000000000000HP
LC (C180 0 0 0 O OH,0/MeCNO 0.1% TFAO DD D D000 DD0O000)I0000000
00000000000000000000000000000000000000

00

00000000014 mgOMS (ESY): m/e =530, 0O O00ODO0OO

000000

00018: 2-[5-(5-000-00000-2-00)-00000000-3-00000]-5-0

0000-2-00-2H-00000-3-00000 (3,4,5,6-000000-2H-[1,4"1000
000-4-00)-000

(i) (3.4,5,6-0 00000 -2H-[1,4"]000000-4-00)-000000 tert-000
0ooo

On-00000/0 /NEtg(1:1:10 9 mI0 00 0000-4-00-000000 tert-000
000039g0004-00000002.5¢g000010000480 00000000000
O0OOOROOOOODMO OO DO ONaHCO,0 000000000000 000 NayS0,0

0000000000000 000000000000000000000000000
000000000000 O0DIMOOOCODOOODOOOODOOODOOODOOODOODOn

00000000 1.7 gOo

Do0o0o0aQ
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(ii) 3,4,5,6-0 00000 -2H-[1,4"]C000C00-4-00000

obcM 4 mlO DO (3,4,5,6-000000-2H-[1,4"]1000000-4-00)-00000CD0O t
ert-00 000004 900000TFRALZ MIORTOOOOO20000000000000
coooco2mi000000O0O0COOCOOOCDOODODOODOOOOOOODO20000
oooooOO0ooOoO0oooOO0oooOU0ooU0ooOU0OooOU0UOoODU0UOUODO0oUOUOoDOoDUoODODOoOoDO
ooooogdz2.7 gd

oooooao

(i) 2-[5-G-000-0Q0O0O0QC-2-00)-00000O00OD-3-000ODO]-5-000O
oo-2-00-2H-00000-3-00000 (3,4,5,6-000000-2H-[1,4"100000
0-4-00)-000

obcv 0 O 2-[5-(5-000-00000-2-00)-00000000-3-000007-5-
oooo0-2-00-2H-00000-3-0000 050 mgd N-NEM 0.3mIO O O O O TOTU 59
mOO0O0O00000300RTUOOOODOOOOOS,4,5,6-000000-2H-[1,47]100O
O000-4-00000 0000000000033 MOOOODO0OO0DO0O0OO0DoD200000
OO0sat.NaHCO, 0002 miDO OO OO0 Ochem elut®PO00000000000000
Oo00o00000oO0O0O0OO0O0Ooo0ooO0OoOo0OoDOO0OO0OOAXPLC cCclB8BO0O0ODOO
0O H,0/MeCNO 0.1% TFAD 0 OO 000000000 )YIDOOODOOOOODO0ODODO0O0D0OO
000000000 ooO0oooOU0o0oU0o0oDODU0O0DOD0D0ODLD0DU0ODLDO0DU0DODODUOODDODODODO
025 mgOMS (ES): m/e = 5510 00000000

oooooo

oo0019: 2-4-000-0000)4-000-5-00000-2-00-2-00 000 -3-0
o000 (-CcooooU0o-00ooO0o-4-00)-000
oodo0O0o0oO0pi12000000000O0O0ooOO0OooOOoooooooOos-ocooooOoO
-5-G-000-00000-2-00)-00000000000001-000000-4-00
O-00000000D000D0ONMS (BSI+): m/e =4680 00000000

oooooo

oo0dzo: 1-[5-G-000-00000-2-00)-00000000-3-000007-5-1-
ocooooo0-00000-4-00000000)-AH-0000O0-3-00000 0000
ooQd

() H-0o0oo0O0-3,5-000000 ODO0OO0O0O0OO00OO
01H-00000-3,5-000000129g00000000HCI(BM) 100 mIORTOOODOO
00480 0000000000000 0O0DO0O0O0OO0ODOOODOOODOOEXs0mMHOO
OO0O0O00O0Q0DOO0O 1490

oooooao

(i) 1-[5-¢G-00O0-0Q0O0U0Q0-2-00)-0000Q0O0OUD-3-000O00O]-H-DOO
Oo0-3,5-0 00000 OOoOooooo

ObvF2OmIO O 1H-00 000 -3,5-000000 000000001 g000000O000
OO0O0O0O@O0O60% 188 mgO RTO OO O O20000000000003-000000-5
-G-000-00000-2-00)-000000001.32g0000000O00OODOOS30O
oooooOoooOoool1oonmID00OO0OOOOOOOOOOODOOODOOOOODODOI.
790

oooooo

(i) 1-[5-G-0oo-gooooo-2-00)-0000dO0O0OO0-3-00000]-1H-ODOO
00-3,5-000000 3-0000000

O0/THF(:10 10 miIOD O 1-[5-(G-000-00000-2-00)-00000000-3-00
Oo0O0]-aH-00000-3,5-000000 ODOO0ODOOOOO1.7g00O0OO0O1IM NaOHO
OO0 4nmlORTOOOOOOOOOLCMSOODOOODOODODOOSM@OOOCOOODOOODOO
OO0O0oO0O0O0O0O0OO0OHINI OOO0O0OpH3000000DCM (3Xso0mH)OOOOOOOO0OO
OmgSo,0 00000000 O0O0OO0OQOOUOODUOODUDDODUODODOUOODDOOODOODO
ooooooooooao
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76: 1-[5-(5-000-00000-2-00)-00000000-3-000007-1H-0
0-3,5-000000 5-[(1-000000-00000-4-00)-0007 3-0[3-(
0-00000-1-00)-000071-0000
00000002000000000000000000001-(3-000-000
0000-2-00000000000MS (ESY): m/e =602, 00000000
000

77: 5(00000-1-00000)-2-[5-(-000-00000-2-00)-0000
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000-3-00000]-2H-00000-3-00000 (-000000-00000 -4-
0)-000

000000000200 0000000000000000000000000000
ODO0O0OMS (ESY): mle =517, 00O00OO0OO0O0O

0Do0ooao

0078: 2-[5-(5-000-00000-2-00)-00000000-3-000007-5-(0
0000-3-00000)-2H-00000-3-00000 (-000000-00000 -4
-00)-000
00000000002000000000000000000000000000000
00O00O00OMS (ESY): mfe =549, 00000000

000000

00079: 2-0[1-[5-(5-000-00000-2-00)-00000000-3-000007]-
5-(1-000000-00000-4-00000000)-1H-00000-3-00000 ]-0
000-3,3,3-000000-000000

00000000200 0000000000000000002-000-3,3,3-0
000-000000000000000MS (ESY): me =603, 00000000
0o0oo

080: 1-[5-(5-000-00000-2-00)-00000000-3-000007]-1H-0
O

O

O

OOoooooog

0-3,5-000000 5-[(A-000000-00000-4-00)-00073-000
0O0oO00O0-000

000000000020 0000000000000000000Cc-00000000
0-000000000000000MS (ESY): mfe =563, 00000000
oooooo

00081l: 2-[5-(5-000-00000-2-00)-00000000-3-000007-5-[4-
(2-000-00000-1-00)-00000-1-000007]-2H-00000-3-00000
(1-000000-00000-4-00)-000

000000000020 00000000000000000001-00000 -4-0
0-00000-2-00 000000000000 OC0O0OMS (ESY): mle = 628, 00O
000

afislalls

082: 2-[5-(5-000-00000-2-00)-00000000-3-000007]-5-0
0000000000000-2H-00000-3-00000 (A-000000-000
-4-00)-000

000000020 00000000000000000000000000000
DO00O00O0O0OMS (ESY): mle =555, 00000000

0oo

83: 2-[5-(5-000-00000-2-00)-00000000-3-000007-5-(3-
00-00000-1-00000)-2H-00000-3-00000 (-000000-
00-4-00)-000
000000020000000000000000000000000-3-00
0000000000000 000MS (ESY): mfe =533, 00000000
Dooooo

00084: 1-[5-(5-000-00000-2-00)-00000000-3-00000 ]-5-0
00-2-00-1H-00000-3-00000 (-000000-00000-4-00)-000
(i) 4-000-2-00-2,4-0000-00 0000000

OTHF 350 MID O OO0O0O00O0O0O00O00016 g0 000 0KOt-Bu 10.1 g 00000 O
OO0OO0OO0OOTHF S50 mMIDOO1-000-2-00-0000 109g0000000001000
00000000000 0300mI00020mMO000000000000000pH 50
0000000000000004150miIDO0000MgS0,0000000000000000
0000000000000 0

Oo0Oo0ood
O0Ooo0ood

Ooooooogooood
Oooooooooood

OoOo0oo0ogoao

O
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00012 gd

oooDooo

(i) N,N*-[b5-(G-00D0-0000Db-2-00)-00000DOO0O-8-0D000O0]1-0DO000
00 000000 tert-00000OO
op-G-0o0-0oooogo-2-00)-000D0CO0OO0-3-0071-000O0T[Ewing, Wil
liam R.; Becker, Michael R.; Choi-Sledeski, Yong Mi; Pauls, Heinz W.; He, Wei; C

ondon, Stephen M.; Davis, Roderick S.; Hanney, Barbara A.; Spada, Alfred P.; Bur

ns, Christopher J.; Jiang, John Z.; Li, Aiwen; Myers, Michael R.; Lau, Wan F.; P

oli, Gregory B; PCT Int. Appl. (2001) 460 O O WO 0107436 A20 0 0 OO OOOODO
0o0o0ooo]lg9g0000000D0D0OO0OO00DOOO0OO0 DOOOO0O3.01 g(FlukaO 3 mmol
Oo0o0o0ooDoooooo/gO0O0) o000 O0ODD0-tert-000000O00O0
0o0ob00O02.1g00C000D0OOC0OOORTOD200000000DO00O000DODDOOO

goooboooooobooooobooboboooobooOoooboooOooboDoon-0Db0O0OVZO

000010500 0 0 00000000000 ooaon

oodnoil.e gd

oooDooo

(i) [-G-0O00-0D0O0O00-2-00)-00D000O0O0OD-3-00000]-00000

ON,N"-[5-(G-000-0000n0-2-00)-000000DO-3-000CO]-0D0DOOO
OO0O0O0D00 tert-000000DO1gUOODOOOODODOOOOOCEGM) 15 mIO0O 16

OoRTOCOO0OO0OO0OODODOOOODOOOmMIOOOOODOOOODDOODOOO

000d 780 mgO

oooooo

(iv) 1-[5-G-00o0-0boog0g-2-00)00D0C0CO0DO0O0D-3-000DO]-5-000D0O -2

-00-1H-00000-3-00000 O0ODOoOOoooao

oo0o 1womidd4-000-2-00-2,4-0000-00 OOOOODODOS50 mgO OO [5-(C

5-000-0b00o00d-2-00)-000000OO0-3-0000D]1-00000eO0IMgO OO

ggou 020000 00000D0D0D0O0O0DO0DDODO2mMIDOO0OO0O0ODDOOO((3X100 mb)

oo0oooOO0ooOoOO0oooOO0oobooOMSo,00000C0CO00OC0O0O0O0O0OO0O0OO0O0O0OO0O0O0O0

gooooo0oooobDooouoooon-00DO0:000D001100%-500 0000000

oooooooooon

oooooao

) 1-[5-¢G-000-ODo0oo00g-2-00)-00D0DO0O0DUOO0OD-3-000DO00O7]-5-000 -2-

oo0-1H-000ooo-3-0000n0n

OTHF 5 mlOO0 001 mlOO1-[5-G-000-0000D0-2-00)-00000000 -3-

gooooo]-5-00o0-2-00-1H-0000D0-3-00000 OODOOOOOA400 mgd O

OOONaOH (MO DO OO DOOOOODO1600RTODOOCOOODODOOOUODODOO

000000 dpH30O00000OD0OO0ODO0OO0DODDOODOO0DDODODOOODDOODOODDODOO

00000360 mgO

oooooo

(v 1-[5-G-000-0O000DO0-2-00)-0DD0DO0O0OO0ODO-8-00DCO]-5-0000 -

2-00-1H-00000-3-00000 (A-OCO0O0O0DDOD-000DD0-4-00)-000

ODCM 4 mlO O ONEt50.4 miO O 1-[5-(G-000-00000-2-00)-00000000

-3-0o0o0O0g]-5-0o00-2-00-1H-0D00CO00O0-3-DO000O0O0 2a0mgiO01-0000OO

0-00000-4-00000 DOO0ODOO0OO0ODOOA173 mgd O O BOP-CI 163mgd RTO O O O

0000160 00000005mI0000000000Ochemelut®RPO000O0o0n

gooooo0ogoobooooooogogooobDoogUobooUogboDboogugbooo

O OHPLC (C180 0 O O O OH,0/MeCNO 0.1% TFAD O D OO OOOOODODOO)Y DOOOO

0o0o0o0DooodoooDoooooooooooDoooooDooDo0ooDoDooooooodd

gooooogoooood

000260 mgOMS (ESY): m/e =500, 0O OOO0OOO
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000000

00085: 2-[5-(5-000-00000-2-00)-00000000-3-000007]-5-(1-
000000-00000-4-00000000)-2H-00000-3-00000

0 CCl4/MeCN/0 (2:2:30 10 mID O 1-[5-(5-0 00 -00000-2-00)-0000000
0-3-00000]-5-000-2-00-1H-00000-3-00000 (@-000000-00
000-4-00)-000 260 mghd O 0 00 Nal0,500 mgd O O Ru(iII)Cl, 2.1mgd RTO O O
00000000160 000000000000chemelut®RO0000000O00O0O00
0000000000000 O0O0O0O0O0O0O0C0O0O00O0O00O0O00O0O00O0O0O0OOHPLC
(C180 0000 OH,0/MeCNDO 0.1% TFAD O OO0 DD O0O0O0O0000)I0O00O00000
0000000000000 O00D0O00O0O00O0DO00O0ONOoONONOoONOoooooonoon
0000000130 mgd MS (ESY): m/e = 478, 0D 0O D000

0Do0ooao

0O08e: 5-(00000-1-00000)-1-[65-(-000-00000-2-00)-0000
000-3-00000]-1H-00000-3-00000 (-000000-00000 -4-
0)-000

DCM 2 mIOD O 2-[5-(5-0 0 0-00000-2-00)-00000000-3-000007-5
-(1-000000-00000-4-00000000)-2H-00000-3-000 0050 mg
ON-NEM 0.1 mIDOOOOOTOTU34 mgO 0000000 9mgO 0000000160 ORTO
0000000000000 000000O000O000000O0HPLC (C18000000H
,0/MeCNO 0.1% TFAD 000D O00O00DO00O00)000000000000000000
0000000000000 0000000000000000O000O00O0O0ooaon 2.
7 mgOMS (ESY): m/e = 517, 00 O0O0O00O0O

0Dooo

087: 1-[5-(5-000-00000-2-00)-00000000-3-000007]-1H-0
0O0-3,5-000000 3-[(1-000000-00000-4-00)-000]7 5-[(2-0
O
O

Ooo0oooogd

0Do0o0-000)-0007
0D0000008I00O00DNON0NDNONDDNONDDNONDDNOND2-000-00000
00 000 000000000000 0000
MS (ESY): m/e = 584, 00O DOO0ODO
Do0o0o0a0
Dooss: 1-[5-(5-000-00000-2-00)-00000000-3-00000]-1H-0
0000-3,5-000000 3-[00-(2-00000-000)-00075-[(1-00000
0D-00000-4-00)-0007
OO0ODMF 20 mID O 1-[5-(5-000-00000-2-00)-00000000-3-0000
0]-5-(1-000000-00000-4-00000000)-1H-00000-3-00000
0000000 650 mgd 00000000000 133mgd O O O O TOTU 413 mgD O O DI
PEA 441 y 1 OO0 OCODOOCOORIO3000000000000000D00O0DOODOOC
H,Cl,/MeOH/HOAC/H,0 = 8/2/0.2/0.20 00 0000000000000 0000000
0000000000000 0000000O00000000000000000000
0000000000000 0000O0280 mgd MS (ESY): m/e = 565
000000
00089: 1-[5-(5-000-00000-2-00)-00000000-3-00000]-1H-0
O
0

O Ooo0oooao
O0Ooo0oooao

000-3,5-000000 3-[(2-00000-1,1-00-00000000-000 )-0

0]5[(1-000000-00000-4-00)-000]
OOODMF 20 mID 0 1-[5-(5-000-00000-2-00)-00000000-3-0000
0]-5-(1-000000-00000-4-00000000)-1H-00000-3-000006
00mgD 002-000-2-00000000-0000-1,3-0000141 mgd 00 00O TOTU
381 mgO0 OODIPEA 407 y 1 00O OODOOOOORTO3I 000000000000 0O00
0000000 CHy,CI,/MeOH/HOAC/H,0 = 8/2/0.2/0.20 00 0000000000000
0000000000000 000000000000000000000000000
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000000000000 0O00O00000000

000210 mgO MS (ES™): m/e = 581

ooooon

00090: O[1-[5-(-000-00000-2-00)-00000000-3-000007-5-
(1-000000-00000-4-00000000)-1H-00000-3-000007-00
00-00 0000000000

OOODMF 10 mID 0 1-[5-(G-0 00 -00000-2-00)-00000000-3-0000
0]-5-(1-000000-00000-4-00000000)-1H-00000-3-00000
0000000 800mglOO0L-000C0-0000000000 0OC0OOOO0O 239mg

00O0D0O0TOTU 509 mgd O ODIPEA 813 y 1 OO OCODOOCOORIO3 00000000
0000000000000 00HPLC (C180 0 0 O O O H,0/MeCND O 0 0.1% TFAD O O
0000) 0000000000 O0OOOODOOOOOOOOOOOOOOOOOOoOn
0000000000000 000O0000000

000585 mgd MS (ES*): m/e = 577

Do0o00o00

DO009l: 1-[(5-000-0000-2-00000000)-0007-5-1-000000-0
0000-4-00000000)-1H-00000-3-00000 0000000

(i) 1-[(5-000-0000-2-00000000)-00071-1H-00000-3,5-0000
00 00000000

OO0OODMF 200 mIDO1H-00000-3,5-0 00000 0000000010900 000
ONaHO OO DO 60%0 00 1.885g0 000D ODOOOCOOOCOOOCODOO1500RTOODO
0002-000-N-(5-000-0000-2-00)-00000011.76 g0 00000002
OORTOOOOOOOO0OO0OO0OO0OOCHCL/00000 =8/2000000000
0000000000000 000000000000000000000000000
0 16.05 g0

Do0o0o0Q

(ii) 1-[(5-000-0000-2-00000000)-0007]-1H-00000-3,5-000
000 3-0000000
0 THF 200mI0 0 0 H,0 50 mI0 0 1-[(5-000-0000-2-00000000)-000]7]
-lH-00000-3,5-000000 000000008 gd0000IN NaOH 17.2 mid O
001600000000000001NHIOOOOOOOOOOTHF OOOOOOO
000000000 00000000000000000000CH,Cl,/MeOH/HOAC/H,
9/1/0.1/0.10 0 000000000000000000000000000000
000000000000 000000000000004.42 go
ooooo
(iii) 1-[(5-000-0000-2-00000000)-0007-5-(-000000-000
00-4-00000000)-1H-00000-3-00000 0000000
OO0ODMF 100miI001-[(5-000-0000-2-00000000)-0007-1H-0000
0-3,5-000000 3-00000004.429g0001-000000-00000-4-0
0000 000000002.69 gd0000TOTU 4.1g0 O O DIPEA 6.54ml0 0 0 00 O
OORTO4000000000001-000000-00000-4-00000 00000
000 1.345 g TOTU 2.05 g0 O ODIPEA 3.27mI0 0000160 00000000000
0000000000 0CHCIL,LOOOOOOCHCIL,LOODO O0NaHCO,0 00200000
00000ONaSO,0 00 000000000000000000000CH,CI,/MeOH/HOAC
0 O
O 0

Ooo0oooagdg
I

/H,0 = 9/1/0.1/0.10 0 0000000000000 000000000 O0O0000
0000000000000 O0O0O0O0O0O0O000O00 0O0o00O000O00O0O0o000
000000002.96 gdMS (ESY): mle = 477,

000000

00092: O[I-[(5-000-0000-2-00000000)-0007-5-(A-000000
-00000-4-00000000)-1H-00000-3-00000]1-0000-00 000

OOoo0oooaoo
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(i) I-[(5-000-0000-2-00000000)-0007]-5-(1-000000-0000
0-4-00000000)-1H-00000-3-00000
0 CH,Cl, 100 MID O 1-[(5-000-0000-2-00000000)-0007-5-(-000
000-00000-4-00000000)-1H-00000-3-00000 00000001
590 0000BBrg (CH,ClL,O IM13.96mID 00000 00ORTO20000000000

0000000000000 CH,Cl,/MeOH/HOAC/H,0 = 9/1/0.1/0.10 0 00000000
0000000000000 O00O00O00O000000000000000000000
000000000000 000000001.33 gOd

gbooboog

(i) O[I-[(5-000-0000-2-00000000)-0007]-5-(1-000000-00
000-4-00000000)-1H-00000-3-00000]-0000-00 00000

goooao

oooODMF 15 mIO O 1-[(b-000-000D-2-00000000O0)-0D007]-5-(2-000
ocoo-00000-4-00000C00D0O)H-OOOOO-8-O00D0D0 ODOOOOODOA4
comui 000000 -0b000000000-0000000116emgd 00O 0O O TOTU 247 m

g0OODIPEA 401 p 1 D00ODODOOORID20000000000000000000
00 OCHCI,O00 D0 O00OCH,ClL,O OO DO ONaHCO,0 002000000 00 00 NayS0o,O
00000000000 00000000000000O0000CH,CI,/MeOH/HOAC/H,0 = 9
/1/0.1/0.10 00000000000000000000O0O0O000OO0O0O000O0000
0000000000000 0D000CH,CILLOOODODODOOO0OO0O0DO0000O0pHD IN Nao
HOOOODDOOOODOPH 130 0000000000000 00Na,S0, 0000000
00000000000 00000000D00000O00000000000000000
0000000000000 D000000352 mgdMS (ESY): mle =548, 000000
oo

oooooo
00093:0[-[(-000-0000-2-00000000)-000]3-5-(A-000000-
000D00-4-00000000)-1H-00000-3-00000]1-0000-00 000
000D

ODO0ODMF 15 mI001-[(5-000-0000-2-00000000)-0007-5-(1-000
000-00000-4-00000000)-1H-00000-3-00000 00000004
00mgl0 D0O00DD-0000000-0000000105mgd 000 0TOTU 247 mgd O
ODIPEA 401 y 1 DO OO0OO0OODOORTO2000000000000000000000
0 CH,Cl,O0 OO DO DOCHCI,0 DO OONaHCO,0 002000000000 0NayS0,0 00
00000000000 0000000000000 00 CH,Cl,/MeOH/HOAC/H,0 = 9/1/0
.1/0.10000000000000000000000000DO000000000000
0000000000000 0O00OCHCIL,0O0OOO0D0O000000000pHD O 1IN Nao
HOOOODOOOODOPH 130 000000000000000NayS0,0 0000000
0000000000000 D000000D0000D00000D00000000000
0000000000000 000352mgdMS (ESY): m/e =534, 00000000

000000
00094: O[1-[(5-000-00

-00o0o0b-+4-0D0000000)-1H-000D0D0

O

o-2-0000

0000)-00071-5-A-000000
-3-00000]1-0000-00
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OooDMF 10 mID DO 1-[(GB-000-0000 -2-0
ooo-00000-4-000000C0D0)-1H-00
50mg000000-tert-0000000O0O62mgO
p 1 O0000D0D0ORTO2000000000000000000O0DOODOCHCIL,O0

OOOCHCI,OOOOONaHCO,O0 O O20000000000Na,S0,000000000

Ooo00OD0ODODO0OO0O00O0O0O0O0O0OO0OO0aDDCH,C1,/MeOH/HOAC/H,0 = 9/1/0.1/0.10 0 O
ooooboooooobooooobooooooobooooobooooobooboooobooo

ogoo
uoo
ooao

000O0)-00071-5-(1-000
-3-00000 00000002
0 TOTU 154 mgd O O DIPEA 167
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OO0O0C0CO0O0OO000OCHSCIL,OOOO0OO0OO0O000O000O000O0pHO O IN NaOHO OO O OO
U000OpH 130 0000000D0COO00DO0O0O0ONaSO, OOO0Ooooocooobooo

ooooODoODDOO0OO0O0DO0O0O09 %OOODODOO Do1omOOOOODODORTD1I0O0OO
goobooooboocooboboboooobOoOOCH,CNDOOOOonoOoooobooog
I I o o e e 7 1 o | Y VS (=2
D:m/e =506, 00000000

000000

00095: 2-[(5-000-0000-2-00000000)-0007]-5-(B-00000-00
000-1-00000)-2H-00000-3-00000 (@-000000-00000 -4-0
0)-000

OO0OODMF 20 mIOO1-[(5-000-0000-2-00000000)-0007-5-(1-000
000-00000-4-00000000)-1H-00000-3-00000 00000005
00 g0 0000000 -3-000 103mgd O 0 O O TOTU 309 mgd O O DIPEA 501 p 1 O
O000O0O00ORO20000000000000000000000CHCIL,0O00D00C
H,Cl,LO OO OONaHCO,0 00200000 00000NayS0,0 000000000000
0000000000000 00CH,CI,/MeOH/HOAC/H,0 = 9/1/0.1/0.10 0 00000 O
0000000000000 0000000000000O000ON0ONONooNooonoon
OO0OOCHCIL,OOOODOODOO0D0DO0O0D000pHD OIN NaOHO DO 0000 000 pH
130000000000000000Nay,S0,0000000000000000000
0000000000000000000000000000000000000
000249 mgO MS (ESY): m/e =504, 0O O O0O000DO

000

9%: 1I-[(5-000-0000-2-00000000)-0007-5-(-000000 -0
0-4-00000000)-1H-00000-3-00000 000000000000

Ooo0oo0ogao

ODMF 15 mID O 1-[(5-000-0000-2-00000000)-0007-5-(1-000
0-00000-4-00000000)-1H-00000-3-00000 00000004
00mg0 00 000D0D000-00000 327mg0000000000000000000
0171 mg0 O ODMAP83mgD 0 D DO O OORTO16000000000000000000
0000000000 17img0 DO OORTD1000000000000000000O0C
H,Cl,/MeOH/HOAC/H,0 = 9/1/0.1/0.10 00 0000000000000 0000000
OO0O0DOOOHPLC (C180 000 0 O H,0/MeCND 0.1% TFAD D DO 000000000 )0
0000000000000 D000000D00000D0000000CHCIL, 000000
O0000O000OpHOOIN NaOHO 00000 O0O000pH 130 00000000000
O000ONay,S0,0 000000000000 00000000000000000000
0000000000000 0000000000000000000092 mgdMS (ESY):
m/e =503, 00000000
oooooo
00097: 2-0 [1-[5-(5-000-00000-2-00)-00000000-3-00000]7]
5-(1-000000-00000-4-00000000)-1H-00000-3-000007-0
000-3-000-00 0000000
OOODMF 20 mIDO1-[6-(5-000-00000-2-00)-00000000-3-0000
0]1-5-(1-000000-00000-4-00000000)-1H-00000-3-00000
00000001.5¢000L-000-00 000 00D00000530mgd00
0 O TOTU 954 mgO O O DIPEA 1.524ml0 O ORTO30000000 160 ORTO
000D00000D00000000000 0000000000000 D0KHSO
4/K5S0,0 0 00 (20 )0 0 0 O O NaHCo50 000000000000 NayS0,0
00000000D00000000000 00000 CH,Cl,/MeOH = 100/0 —
400600 000000000000000 000D0O0000HPLC (C180 00O
000 H,0/MeCND 0.1% TFAD D 0000 O 0)I000D00000D0000

Oooooogdg
Ooooooogdg

OOo0o0oooogd
OoOoo0ooogd
Ooo0ooooogodg
OooOoo0ooood
OoOoo0ooogd
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D000000000000000000000000000000000000000
Doooao

0001.36 gOMS (ES*): m/e = 605, 00000000

000000

00098: 2-0[1-[5-(5-000-00000-2-00)-00000000-3-000007]-
5-(1-000000-00000-4-00000000)-1H-00000-3-00000 ]-0
000-3-000-00

OTHF 12.5mID0 00 3.1 mi0O02-0[1-[5-(5-000-00000-2-00)-00000
000-3-00000]1-5-(1-000000-00000-4-00000000)-1H-000
00-3-0000071-0000-3-000-00 0000000 760mgd 00 001N NaOH 1
256 MID000O00OO0ORIOSIOOONOONODOOONOOOOOOHOOOODODOODOO
0000000000000 00HPLC (C180 00 O O O H,0/MeCNDO 0.1% TFAD 0 0 O O
00000000)0000000000O000O000O00O0O00O0O0O0OooOn
000000000000 000000000000000000608 mgdMS (ESY): m/
e=577, 00000000

Do0o0o0aQ

00099: 1-[5-(5-000-00000-2-00)-00000000-3-000007]-5-0
00-2-00-1H-00000-3-00000 [(4-B-000-00000-4-00)-00007]
-000

(i) 4-(4-000-0000)-00000

ODMSO 30 MIDO O DOODOD 24.5¢g0001-0000-4-000-0000 13.3 g 00O
0001000040 000000000000 300mO0O000O000O000O000O00
0000000000000 O0O0O0O0O0O0O00O0O0O0O0O000

000 19.790

Do0o0o00

(ii) 4-(4-000-0000)-00000-3-00

ODCM 200 mMID 0 4-(4-000-0000)-00000 109g000000000-000
00-00000000003290000000000000(3250000)22.7 gdRTO
0000O000ORD1000000O000O000O0010000000000000004
50 mIO ONa,SO5 95 g0 000 0000000000000 0000000000000
0000000000000 00000000000000 250mi000000000
0000000000000000000000000DCM/MeOH 100%— 50%0 0 00 O O
0000000000000 0000000000000000000000000000
0000000000000 O000000002.6 g0

Do0o0o00

(iii) 4-(4-000-0000)-00000-3-00

00000 3somO0000000017 mI0D04-@-000-0000)-00000 -3-0
0 2.6g00000SnCI,0000 13.2g 0000000000200000000000
ODORIDOODOO0ODOOD16000000000000000000000000000
000000000000 0O00O0O000O000O00?2.07 g0
000000

(iv) 1-[5-(5-000-00000-2-00)-00000000-3-000007-5-000 -2
-00-1H-00000-3-00000 [4-GB-000-00000-4-00)-00007-00

g

ODCM 2 mIOOONEtg; 0.1 mlOO1-[5-(B5-000-00000-2-00)-0000000
o-3-0o0o0o00]1-5-000-2-00-1H-00000-83-00000 100 mgO O 4-(4-00
O-0000)-00000-8-0062 mgh 0O 0OBOP-CI 67 mgU RTOODDOOOOO1600
OO0O0Oo00O0C0C0O0O0D0O0D0O0O0O000O0O00O0O0HXHPLC (C1800 00O 0O 0O H,0/MeCNO 0.1
¢ TFRAOOOOOOOODDOOOO)Y IOOOOOODODDODDODOODODODOoOoOooooOODDO
ooobooooobood
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00063 mgOMS (ES*): mfe =550, 0O OODOO0OO

oooooon

000100: 1-[5-(5-000-00000-2-00)-00000000-3-00000]-5-0
00000O00-1H-00000-3-00000 [4-B-000-00000-4-00)-000
0]-000

(i) 1-[5-(5-000-00000-2-00)-00000000-3-000007-5-0000
0O00O0-H-00000-3-00000 0000000

OTHF 50 mID 0 1-[5-(5-0 00 -00000-2-00)-00000000-3-000007-
H-00000-3,5-000000 3-0000000 490000 0BH"THF (THFO 1M)

26mMIDRTO 000000000000 DODOD600400000000000000 MeOH
20mMI00000000000000000000000000MeOH 20mi0000000
000O0On0000/000000000000000000000000000000
000000000000 0000000000000000000000001.9 gd
oooooo

(ii) 1-[5-(5-000-00000-2-00)-00000000-3-000007-5-0000
000O0-1H-00000-3-00000

OTHF 5 mID OO0 5m001-[5-5-000-00000-2-00)-00000000-3-
000O00]-5-00000000-1H-00000-3-00000 0000000 380 mg
ODOO0D0ODOIMNaOH 3 mIDO0ODO0O00O0D0O00 RIO3000O00O00O00O00O00O000
0O00O00O00OpH 300000000000000000000 10mi000O00O000
00000000 0O00000000000000000320 mgd

oooooo

(iii) 1-[5-(5-000-00000-2-00)-00000000-3-000007]-5-000
00000-1H-00000-3-00000 [4-B-000-00000-4-00)-00007-
0oo

0DCM 2 miO O O NEtg 0.1 ml0 O 100mgl-[5-(5-0 0 0-00000-2-00)-00000
000-3-0000071-5-00000000-1H-00000-3-00000004-(4-00
0-0000)-00000-3-0067 mgh O 0BOP-CI 74 mgORTO OO0 0000 160 O
0000000000000 O00O00O0/MFO0O00O00O00O00O00O0000000000
000D00.5% TFAOOODDODODOODODODOODODODODODODODODODODODODODODOODOODOOO
000000108 mgOMS (ESY): m/e = 514, 00000000

oooooo

0O00101: 1-[5-(5-000-00000-2-00)-00000000-3-00000]-5-[2
-(2-0000-0000)-0000000]1-H-00000-3-00000 (-00000
0-00000-4-00)-000

(i) 1-[5-(5-000-00000-2-00)-00000000-3-000007-5-[2-(2-0
000-0000)-00000007]-1H-00000-3-00000 0000000

ODMF 2 mID O 1-[5-(5-000-00000-2-00)-00000000-3-000007-5
-00000000-1H-00000-3-00000 0000000 100 mgd O O O O NaH
(00D060% 1ImgDRTO OO D100 00000000001-000-2-(2-0000-00
O0)-000100mg0 OO0 COODCOOCO16O0O00O0C0O00OO 5m000O00000000Ch

emelut®0 0000000000000 00D0O0O0OO0DOO0DOODOODOOOOOOOO
000000000000 00000000000000000 0130 mgd

oooooQ

(ii) 1-[5-(5-000-00000-2-00)-00000000-3-00000]-5-[2-(2-0
000-0000)-000000071-1H-00000-3-00000

OTHF 5 mIDOO0 5m001-[5-(5-000-00000-2-00)-00000000 -3-
000O00]-5-[2-(2-0000-0000)-00000007]-1H-00000-3-0000
0 0000000 130mg0O0O0ODO0IM NaOH 3miID 00000 OO0 OCORTO300000
0000000000000 O0000O0pH300000000000000000000
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10m0O0000000O000O0C0O0O00O0O000O000O00000000000G60 mg
O

Do0o0o0a0
(iiD)1-[5-(5-000-00000-2-00)-00000000-3-00000]-5-[2-(2-0
0D00-0000)-0000000]1-1H-00000-3-00000 (@-000000-00
000-4-00)-000

ODCM 2 miO O ONEtg 0.1 mID D 1-[5-(5-000-00000-2-00)-0000000
0-3-000007]-5-[2-(2-0000-0000)-00000007]-1H-00000-3-00
000 60mg001-000000-00000-4-00000 0000000 30 mgd O
0BOP-CI 34mgD RTO 000D O0CD1600000000000000O000000O00
00 OHPLC (C180 0 0 0O O O H,0/MeCND 0.1% TFAO D00 D0 0D0O00O000)0000
000000000000 000D0O0O0D0O00O0O000000000000O019 mgd MS
(ESY): m/e =566, 00000000

000000

000102: 2-[5-(5-0 00-00000-2-00)-00000000-3-000007-5-C2
-0000-0000000)-2H-00000-3-00000 (@-000000-00000 -
4-00)-000

(i) 2-[5-(-000-00000-2-00)-00000000-3-000007]-5-0000
D000-2H-00000-3-00000
OTHF 15 mIO O 1-[5-(5-0 0 0-00000-2-00)-00000000-3-0000017]-
H-00000-3,5-000000 3-0000000 19g00000LiBH, 314mgd O O O
000000000000000160000000HCIOOOO OO O chem elut®O 0
0000000000000 O000O0ODIMOOOOOOOOOOOOOOOOOOOOO
000000000000 D0O000O00O0O000O0C0OS800 mgd
Do0o0o00

(ii) 2-[5-(5-000-00000-2-00)-00000000-3-000007-5-(2-00
00-0000000)-2H-00000-3-00000
ODMF 5 mIDDO2-[6-(5-000-00000-2-00)-00000000-3-000007-5
-00000000-2H-00000-3-00000 500mgd 00 00O Cs,CO, 480 mgl O O 1
-000-2-0000-000 204mg0 0000000500800 0000000000000
OOHCIDOOOOOpH 400000 Ochem elut™®PO00000O000O00O0O00O0O0O
000000000000 0O000O00O0O00O0O00O0O00O0O00O0O0O0OOoOoooon
Do0o0o0aQ

(iii) 2-[5-(5-000-00000-2-00)-00000000-3-000007-5-(2-00
0D0-0000000)2H-00000-3-00000 (-000000-00000 -4-0

0)-000

ODCM 5 mID O 2-[5-(5-0 00 -00000-2-00)-00000000-3-000007-5
-(2-0000-0000000)-2H-00000-3-00000 200 mgd N-NEM 0.25 mlCO
OO0D0OTOTU 165 mg0 D0 DO OCOORIO300 0000000000 1-000000 -0
0000-4-00000 0000000 165mg0 0000000001600 000000
0000000000000 000000HPLC (C180 00 O O O Hy,0/MeCNO 0.1% TFAD
000000000000 ) 0000000000000 000N0O00ON0ONoOoO
0000000000000 D000000000000000

000200 mgd MS (ES*): m/e = 523, 00000000

Dooooo

00D0103: 1-[(5-000-0000-2-00000000)-0007-5-[2-(2-0000 -0
000)-0000000]-1H-00000-3-00000 (-000000-00000 -4-
0Do0)-000

(i) 3-[2-(2-0000-0000)-000071-0000

OTHF 20 mMIDO02-(2-0000-0000)-00000 2¢g00000KOt-Bu 1.8 g 00
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0000001000 0000003-000-0000 (COO0DO0O075%) 8.1mi00000
OO0ORTOOOOD400000000000 10m0O00O0000O00chem elut®000
000O00O00O0CHI,00O000000000000000000000000000
000000000000

Do0o0o0a0

(ii) 5-[2-(2-0000-0000)-0000000]1-2H-00000-3-00000 tert-
0oooooo

03-[2-(2-0000-0000)-0000]1-0000 02.5¢90000000000-00
tert-0 000000 2.8¢g00000000500700000000000000000
0000000000000 O0000O00DO0O00DO0ODONOONn-0000/000000
00000000000000000001.7 go

Do0o0o0a0

(iii) 1I-[(5-000-0000-2-00000000)-0007-5-[2-(2-0000-000
0)-000O0000]-1H-00000-3-00000 tert-0000000

ODMF 5 mIDO5-[2-(2-0000-0000)-0000000]-2H-00000-3-000
00 tert-0 000000 350mg0 000000000000 (00060%) 46 mgd RTO
000020000000000002-000-N-(G-000-0000-2-00)-00000
0D 20 mg0 0000000000030 00000000000 10mi00000000
chem elut®®>0 00000000 OODMOIOOOOOOOOOOOOOOOOOOOO
000000000000 0O00O0O00O0O000O000000O00 0400 mgd
000000

(iv) 1-[(5-000-0000-2-00000000)-0007]-5-[2-(2-0000-0000
)-00OO0OD0O0O0]-1H-00000-3-00000

ODCM 5 mIDO1-[(5-000-0000-2-00000000)-0007-5-[2-(2-0000
-0000)-0000000]-1H-00000-3-00000 tert-0 000000 400 mg
DOO0OO0OOTFA 15 mMIORTOOOODO300000000 3omiD00O0O000O00O0O00
0000000000000 00000D03000000000000000000000
000000

Do0o0o00

(W) 1-[(5-000-0000-2-00000000)-0007-5-[2-(2-0000-0000)
-0000000]-1H-00000-3-00000 (1-000000-00000-4-00)-
000

ODCM 5 miD O ONEtg 0.3 mIDO1-[(5-000-0000-2-00000000)-000]7
5-[2-(2-0000-0000)-000000071-1H-00000-3-00000 400 mgO
01-000000-00000-4-00000 0000000 217 mgd O O BOP-CI 250mg
ORTODOODODOODOD1O00000O000O00O0O00O0O00O0O00O0O0O0OOOHPLC (CL
80000 00H,0/MeCND 0.1% TFAO D 00D 00000000 )I 0000000000
0000000000000 O00O0O0O0O0O0O0OO

087 mgO MS (ESY): m/e = 537, 00 O0OO00O0O

0Dooo

0104: 2-[(5-000-0000-2-00000000)-0007]-5-[2-(2-0000 -0
0)-0O0O0O0]-2H-00000-3-00000 (1-000000-00000-4-00)-

ooooooqbOooood
Oooooowv™Ooooogaog

O

5-0o0go0oo-2-00000-3-00000 DbDOobDOoDbOOoOo

oooO0O 1oo0mM0ogooooOoODOOO0OO0OoOoO0O0 5gb0bobDOoO0OoOoOog
ooooobOoo0o 1.5g 000000000030 O0O8OIOOOOOODODOOOODOO
O0DDOOHCE 3mIOOODO 100mIDO000ODCM (3x100 MDHO DO OOOOOOO
ooObDOwmSO,0 000000 OOO0ODODOO0OO0DO0DO0OO0oOooooooODbOOObOOO0Onn
oooobOoooobooooboogs3.4g

oooao
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(ii) 5-[2-(2-0000-0000)-0000]1-2H-00000-3-00000 00000
00

00000000 50m005-00000-2H-00000-3-00000 0000000
3.49g000K,C0, 3¢90 000001-(2-000-0000)-2-0000-000 490
D0O0D0100RTOOOOOOOOOOD40050000000000000 50 mi0O0O
0O00O0O0ODCM (3x100 MO DO ODO0O00O000000O0MS0,000000000000
0000000000000 0000000000000000000O00DCM/MeOHD O O
000000000000000001 gOo

Do0o0o00

(iii) 2-[(5-000-0000-2-00000000)-0007-5-[2-(2-0000-000
0)-00O00]-2H-00000-3-00000 0000000

ODMF 10 mID O5-[2-(2-0000-0000)-0000]-2H-00000-3-00000
0000000 19g0000000000000(00060%) 154 mgd RTO O O O O 50
00000000002-000-N-(G-000-0000-2-00)-000000 966 mgQ
0000000000020 00000000000 50mli00O00000O0DCM (3x100
m)JODOO0DO00O00O00O00O00MgS0,0 00 0000000000000000000
0000000000000 00D0DOD0O0O0OO00OO0OO00O0O0O0O01.2 go

Do0o0o00

(iv) 2-[(5-000-0000-2-00000000)-0007]-5-[2-(2-0000-0000
)-0O0O0O0]-2H-00000-3-00000

OTHF 5mIDO2-[(5-000-0000-2-00000000)-0007-5-[2-(2-0000
-0000)-0000]1-2H-00000-3-00000 0000000 1.29g00000K
OHO OO (10%) 10mIOOO0OO0OO00O0O0ORTD400000000000000000
D00D0O0pH 30000000000000000000 10m000000000000
0000000000000000000000 310 mgd

Do0o0o0Q

(W) 2-[(5-000-0000-2-00000000)-0007-5-[2-(2-0000-0000)
-0000]-2H-00000-3-00000 (1-000000-00000-4-00)-000
ODCM 5 miO O ONEt; 0.3 mID D 2-[(5-000-0000-2-00000000)-000]
5-[2-(2-0000-0000)-0000]1-2H-00000-3-00000 310mgd O 1-00

0000-00000-4-00000 0000000 110 mgD O O BOP-CI 197mg0d RTO O
000000160 000000000000000000000000O0HPLC (C180 00
0O0O0H,0/MeCND 0.1% TFAD DO 000000000 0)I0000000000000
0000000000000 000O0O00O0O00

000108 mgOMS (ES*): m/e = 523, 0O O0O0OO0OO

Do0o0o00

000105: 2-[(5-000-0000-2-00000000)-0007-5-(2,2,2-00000
0-0000)-2H-00000-3-00000 (A-000000-00000-4-00)-00
O
0000000000104000000000000@GiIHIO0DO001-(2-000-000
0)-2-0000-00000000000000-00000000 2,2,2-000000 -
000000000000 0000MS (ESY): me =503, 00000000
Do0o0o00

000106: 1-[(5-000-0000-2-00000000)-00071-5-(-000000 -
00000-4-00000000)-1H-00000-3-00000 2-0000-000000
00

ODMF 10 MID O 1-[(5-000-0000-2-00000000)-0007]-5--00000

o-0ooooDo0D-4-00000000)-H-ODO0O0O0O0-3-00000 600 mgdOOOOd2-
OCoOoO0OD0ODODOOO0O 0.9 mlODCC 934 mgl O O DMAP 552mg0 D O OO 4000800000
OooOO0OD0ODOOO0OO0000CH,CI,/MeOH/HOAC/H,0 = 9/1/0.1/0.10 0000000000
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OO0O0O0O0OO0OO0O0OO0O0O00O0O00OHPLC (C180 0 00O O O H,0/MeCNO 0.1% TFAO O
ocooooooOo)Y oooooopooooboooooooooobooDboooao
OCHCIL,ODODOODODODO0O0O0OO0OO0ODOODDpHOOINNaOHO OO OODODDOOO pH
gobobooooboooobobONa,So,0 0000000000 oooooooan
uybdobdoooooobuoboboboboooboboboboboooooboann

|
O
Ooo0Ooo0ogao

345 mgO MS (ES*): m/e = 507, 00000000

000

107: 1-[(5-000-0000-2-00000000)-0007-5-1-000000 -
00-4-00000000)-1H-00000-3-00000 2-00000-0000

OoOoo0oo0ogao

00000001060 0000000002-000000000000001000
00-1,2-0000000000000

MS (ESY): m/e = 493, 0O OO OCOO0O

Do0o00o00

000108: 2-[(5-000-0000-2-00000000)-0007-5-([1,4]100000
0-4-00000)-2H-00000-3-00000 (1-000000-00000-4-00)-
000

000000000090 0000000000000-0000000000-0000
00000000 [1,4000000 000000000000 0000

MS (ESY): m/e = 532, 0O OOOOO0O

Do0o0o0a0

000109: 5-(1-000000-00000-4-00000000)-1-B-0000-000
0)-1H-00000-3-00000

000000000210 0000000003-000000-5-(-000-00000-2-
00)-00000000000001-000000-3-0000-00000000000
00MS (ESY): m/e = 4010

000000

000110: 1-[5-(5-0 00-00000-2-00)-00000000-3-000007-5-1
-000000-00000-4-00000000)-1H-00000-3-00000 2-000
0D-0000000

0000000001070 0000000001-[(5-000-0000-2-0000000
0)-000]1-5-(1-000000-00000-4-00000000)-1H-00000 -3-
000000000 1-[5-G5-000-00000-2-00)-00000000-3-000
0]-5-(1-000000-00000-4-00000000)-1H-00000-3-0000
DO0oo0O0o00O0o

MS (ESY): m/e =522, 00O DOOOOO

000000

000111: 1-[5-(5-000-00000-2-00)-00000000-3-000007-5-
-000000-00000-4-00000000)-1H-00000-3-00000 0000
Dooooooo

(i) 1-[5-(-000-00000-2-00)-00000000-3-000007-5-(1-000
000-00000-4-00000000)-1H-00000-3-00000 tert-00000
0DO0o00oO0o00oOooO0
0D0O0000000011000000000001000-1,2-000000000000
00-00 tert-000000000000O0000

Do0o0o0a0

(ii) 1-[5-(5-000-00000-2-00)-00000000-3-000007-5-(1-00
0000-00000-4-00000000)-1H-00000-3-00000 000000
Do0o0o0aQ

OooooQgooao
Ooo0oooOoooo

g
u
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OTFA 20 mID O 1-[5-(5-000-00000-2-00)-00000000-3-0000017]-
5-(1-000000-00000-4-00000000)-1H-00000-3-00000 tert
-0000000000000000 180mg000O0ORTO2000000000000

0000000000000 O000000000000000000000000000

oooooood

000 145 mg

MS (ES*): m/e =536, 00000000

0ooooon

000112: 1-[(5-000-0000-2-00000000)-0007-5-(A-000000 -

000O00-4-00000000)-4-(2,2,2-000000-0000)-1H-00000 -3-

00000 0000000

(i) 4-000-1H-00000-3,5-000000 00000000

00000000 400mMIDOAH-00000-3,5-000000 00000000 10 g

000000000 @GY)DOOOODODO(AN) 139000000 7.179g 000000

500 0000000000ROOO0O0O00O00O00O0O0O0O0OO00O00 3omi00O00

00000000 Bx100mDOO0DO0O00O00O00O00000000O00O0MgS0,
000000000000 0D0000000000000000000000000

00000/00000 1:100000000000000 13 g0

aliulalln

) 4-(2,2,2-000000-0000)-1H-00000-3,5-000000 000000

= O O0O00o0odg

oo bOooood

O

02,2,2-000000-00000 5mO04-000-1H-00000-3,5-000000
00000000 19g00000Cs,C0s 1.4 gdCul56 mgd001,10-00000000
106 D 0D 0OODO0OODO0DODOOO0OODOOOD (100 WD CEM Discover™ 0O 0)O O 40
01000 0000000000000 O0C0O010HCI (WO OODOODOODOORTDOOOODO
0D160000000000000000000DMI 000000000000 0000O
OO0ODCM (x50 mDO OO O00D0O00D000000MES0,0 0000000000000
00000000000 00000O0HPLC (C180 0 O O O O H,0/MeCND 0.1% TFAD O O
0000000000 )I0000000000000000000000000000
0000000000359 mgd
oooooo
(iii) 1-[(5-000-0000-2-00000000)-0007-4-(2,2,2-000000-0
000)-1H-00000-3,5-000000 00000000
OOODMF 4 mi004-(2,2,2-000000-0000)-1H-00000-3,5-000000
00000000 2600mgd 0000000000000 0NaHO OO DO60%0 00 33.5m
o0 0000000010 0RTO0OO0OON0OONCOO02-000-N-(G-000-0000 -2-
00)-000000209mgO00000000200RTO0O000000000000000O
0000000000 000000000000000000000400 mgO
oooooo
(iv) 1-[(5-000-0000-2-00000000)-0007-4-(2,2,2-000000 -0
000)-1H-00000-3,5-000000 3-0000000
OTHF 5 mIDO01-[(5-000-0000-2-00000000)-00071-4-(2,2,2-000
000-0000)-1H-00000-3,5-000000 00000000 400mgd 000 O
AN NaOH 0.9mID 0000160 0000000000000 INHCIOOOOpH 10000
00000000000 000000000000000000000 142 mgd
ooooon
(W) I-[(5-000-0000-2-00000000)-000]-5-(1-000000-0000
0-4-00000000)-4-(2,2,2-000000-0000)-1H-00000-3-0000
0 0000000
ODCM 2 mMIOOONEt; 0.2 mID D 1-[(5-000-0000-2-00000000)-000]
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-4-(2,2,2-000000-0000)-1H-00000-3,5-000000 3-0000000
100mg0 0 1-000000-00000-4-00000 00000000 128 mgd O O BO
P-CI 87 gD RTO 00 DOODODODO016000000000000000000000000
0 HPLC (C180 0 0 O O O H,0/MeCND 0.1% TFAD DO DO O0DO00D0O00O0)I 00000
0000000000000 0000000O00000000000000000000
Dooooooao
0D0D010 mg MS (ES*): m/e = 575, 00O 00000
Do0o0o00
000113: 1-[(5-000-0000-2-00000000)-00071-5-00000000 -
H-000DO00-3-00000@-000000-00000-4-00)-000
() 5-00000000-2H-00000-3-00000 0000000
00000000 16m00000-2-00-1-000 29000000 0000000
0D 3g0000070002400000000000000000000000000000
000000 n0000/00000 1:1-1:20000000000000000000
000000000000 000000000001.9 gOd
Do0o0o0aQ
(ii) 5-(tert-0 00 -00000-0000000000)-2H-00000-3-00000
000 0000
ODMF 5mIDOO5-00000000-2H-00000-3-00000 0000000 768mg
00000000000 1.9g000tert-000-000-00000-000 3.2 g 0OR
TOODOD3000000000000 10mO0000000000000 (2x30 mDOO
0000000000000000000MgS0,000000000000000000
000000000000000000000005 go
000000
(iii) 5-(tert-0 0 0-00000-0000000000)-1-[(5-000-0000-2-0
0000O000)-000]-1H-00000-3-00000 0000000
ODMF 10 mID O5-(tert-0 0 0 -00000-0000000000)-2H-00000 -3-
00000 000 0000 59g00000Cs,C054gd002-000-N-(5-000 -0
000-2-00)-000000 3¢g000000003000000000000 10ml0
000000000000 (x50m)00000000000000MS0,000000
D000D000O0O00O0O0O0TWCOOOHWPLC/MSO 0000000000000 O00O0O0
O5-(tert-0 0 0-00000-0000000000)-2-[(5-000-0000-2-000
O
0
O
O
0

gooooOOoO0oooooooooooDOoDOoOoUoUogodOn-Db0b0O/0000000O00O0
Oo0ooDoDO0o0ooooooooooooooog
oooDoo0O2 g0
ooooao
(v) s5(tert-J 00 -0O00D0D0-0O00O0O0O0OQOCOCO)-1-[G-000-0000-2-0
ooooDoDoDO)-00O0]1-1H-000O0D0-3-00000
THF 10 mID O 5-Ctert-0 00 -00000-000000000ODO)-1-[G-000-00
oo-2-00000000)-00C0C])-H-ODOO0O0O0-8-0D00CC0CO DODOOOOO 2¢g
OOoOO0O0ODOKOHO OO (10%) 7miICRTOODDODOOOO0O1000000000O0O0O0O0OO0
oo0o0o0oDDoODO0OO0O0 1IomIDO0OCOCODODDOOOODOOOOODOODO @Bxs0mhHho oo
ocoOoooOoooOoboOMsSo,000000D00O0DODO0OOCDODO0OODODO0OODODO0OODO0OBOD?1.8
gl
ocooooao
V) 1-[G-000-0000-2-00000000)-000]-5-00000000-1H-00O
ooo-3-0o0o0o0o0@Uuooooo-0Do0o000-4-00)-0000
ODCM 10 mIOD O ONEt; 0.8 mlIOOS5-(tert-0 00 -00000-0000000000)-
1-[G-0o0o0-0D000-2-00000000)-0007]-1H-00000-3-00000 500

O
g
g
O
g
g

O
O

ocoooO)-000]1-2h-00000-3-0000 oooooOooob0oi1:2a 00000
O
O ooooooooobooooobood
2
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mgO0 O01-0000C0C0O-00000-4-00000 OCODODDODOOOO 370 mgh O O BOP-CI

(116) JP 4585448 B2 2010.11.24

208mgU RTO OO ODOOOO1000000C0O0ODODOO00O0OOORCI3MIODDODODOOO
20000000NaHCO,0 00000000 DOOODODDDOOOODOOOO (2x50 mb)

O

Ooooooooooooaoo

OooooooooooOoooan
Ooooooooogoooogoo

O

Oo0ooooo0oooooo0 o oDooooooDoDooogogoooao

OoOooogogoo0ogao

0

)_

DCM (Ix50 mMHO OO0 000000000 O0O0OMgSO,0 00000000000
OOOO0OD0ODDOOOO0OOHXRPLC (C18O0 00O DO DO O H,0/MeCNO 0.1% TFAO O DO O
oooo) ooOooooooooooooobooooooooooooooDoao

go

OO
OO

0000000000000 000000000016 mgdMS (EST): m/e = 435,

ooooo

ooo

114: 1-[(5-000-0000-2-00000000)-0007]-5-1-00000
00-4-00000000)-4-(2,2,2-000000-0000)-1H-00000
00
020000005100000000001-[(5-000-0000-2-0000
000]-5-(1-000000-00000-4-00000000)-4-(2,2,2-00

-oooo0)-H-Oooooo-8-00000 ODOOoO0oOoOooooboboboooooo

000
115: 1-[(5-000-0000-2-00000000)-00071-4-(2,2-0000

o -

od
oo
uo

0 -
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