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0000 AD O PS-RGO0080

0D0Do0oo00

\
AT
o
A

Chemical Formula:
CygH1gNO5
Exact Mass: 329.13

0000 Chemical Formula/O O O 0 Exact Mass/0 O 0O 0O O

oooooao

OO0OOHCIO 1.5ml0 0 O THFO 1.5ml0 0 0 O tert-0 O O O O O O O 9A0 O 295mgd 0.83mm
ol 0000 O0OoOo0OUOOCODODDODDODO3LODDODODODODODOOODODODDODODOOOOOOGO
0oooDoDDoDoDoooooobCMOIO O ODDODDODDDODODODOOOOODODDOROOAD186mg

0006700000000
TH NMR O 400MHzO DMSO-d60 & O 10.05 O br sO 1HO O 7.40-7.37 O mO 2HO O 7.30-7.2
7 Omd2HO O 7.15-7.11 O md 1HO O 7.00-6.97 O mO 4HO O 4.16 O br sO 2HO O 3.63

0 br sO 2HO 0 3.25 0 d0 J = 11.9HzO 1HO 0 2.86 0 s0 3HO 0 2.70 0 0 J = 11.90 1H
001.12 Od0J = 6.2HzO 3HO .

13C NMR O 100MHzO MeODO & O 168.7 O Cquae.l 0 158.6 O Cquae.D 0 158.3 O Cquac.
0 0 132.1 0 2CHO 0 132.0 O Cguae.0 0 131.1 0 2CHO O 124.7 O CHO O 120.2 0 2CHO
0 120.1 0 2CHO 0 65.2 0 CHO 0 54.1 O CH,O0 0 37.5 O CHgO 0 37.3 O CH,O0 0 13.2 OC
HoO -

HRMSO C,gH,,NOL™0 0 0 0 0 O 0 O m/z0 300.159420 O O :300.158910

I-ON-0 00000000000 -00000 -000000000000 4B0
0o0o0ooaon

/@A/NHCOEMG
COM
0 2Me

4B

Chemical Formula: C,¢H,{NOg
Exact Mass: 343.14

0000 Chemical Formula/O O O O Exact Mass/0 O 0O O O

oooooao

0O0o00O308.0g032mmol0 0 000 O0CODOA4.5mIO38mmoll 00 0O0O0OQ0O125mi0 O O
0O K,CozO0 5.2g038mmol0 0D 0 0001600000000 0030000000000O
ooooDoOO0U0oO0oo0oUdUoooooDoDO0DU0UU0DO0UdU0O0oDoDDODODODUODOoDUOUOoUoUoOoDoOooDoDOao
O0O0O0O0DD0DD0ODO/EtOAc 90U 10 0 1010 00000000000 OoODoDoODOoDO0ODO0O0O0OO0OOoaO
04B0O 9.3g0 0 080 00000

H NMRO 400MHzO CDCH,0 & 0O 7.44-7.37 O mO 4HO O 7.35-7.30 O mOd 1HO O 7.05-7.01

O mO 2HO 0 6.92-6.88 O mO 2HO O 5.13 O br dO J = 7.8Hz0O 1HO O 5.04 0O sO 2HO O 4.
61 O dtO J = 7.80 5.8Hz0O 1HO O 3.72 O sO 3HO O 3.67 O sO 3HO O 3.09-3.00 O md 2H
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O .
L-ON-OO0ODODO0OO0O0O00oo0ooo-0bO0b0000000OGo0aoOansseO
goooooao

/@A/NHCOQMe
o) “OH
5B

Chemical Formula: C{gH,1NO,
Exact Mass: 315.15

0000 Chemical Formulas0 O O O Exact Mass/0 O 0O O 0O
oooooao
0O NaBH,O 2.2g0 54mmol0 D O OO O OO OOCOOOO100mIODOOOO0OOO 4BO 7.490

2zmmol0 00 00D0O00CO0O0ODOOCDOOCOOODODODODODOOOOOOMeOHO ODOO
goobobooogooogosobooggobooooobboooobboooobobo0ooonbDbeMb O
oooobDbObOoooz220000000b0O0OO0ONa,So,0 000 oooDoboboooooodn
O0ODO00O00000DO0OD0OO0D0OD0OD0OO0ODOVZ/EOAC 1:2000000000D00OO0O0?S5SB04.8g
goobobooofoilo:3ggoe3d bbb obbOoOoobbobooobDbOon
gogobooooobobooooboooobboad
L-ON-OO0DO0DO0OO0O0O00o0oooo-0O0b0b000000oo0ObaoOaDnDesO

goocooao

/@/\/NHCOEMG
go T OoTs
6B

Chemical Formula: CosHo7NOgS
Exact Mass: 469.16

0000 Chemical Formula/O O O O Exact Mass/0 O O 0O O

oooooao

O00005B0500mgd 1.59mmol0 ODCMO GMID D 0D O O 0D OOoO2mMiD 00000 OOOOO
ooooeo7rmgU 4.76mmol0 D D D00 O0DOODDDODODODOOOOODODODODDODODOOOOOGO
I o v Ay o I o A o A A S R A B R W \E= P
c,000C0O00ODOO0DOOOOODODODODOODODOODOODDODODODOODOODDODODOOODOO
000000000000 O0DO0O0O/ELOAC 90 1007030 0 0 00 O O O eBO 508mgd O O

68%0 O O OO

H NMRO 400MHzO CDCH;0 & 0 7.79-7.76 O mO 2HO O 7.44-7.31 O mO 7HO O 7.00-6.98
O mO 2HO O 6.85-6.83 O mO 2HO O 5.03 0O sO 2HO 0 4.82 0O br dO J = 7.7HzO 1HO O 4.
03-3.95 O mO 2HO O 3.92 O ddO J 9.50 2.9HzO 1HO O 3.61 O s 3HO O 2.84-2.71 O
md 2HO O 2.46 O sO 3HO
UOrRO-O0O0O01-0D4-000000O0O0DDOO0OOOD=-2-00000000007BO
gooodadad

/@A/NHCOQMe
go -
7B

Chemical Formula: CygH,1NO3
Exact Mass: 299.15

0000 Chemical FormulasOd O O 0O Exact Mass/0 O O O 0O
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Yamada.KO O Synthetic Communications19980 280 1935 -1940

OoDoooo

O 000eBOS50mgd 1.27mmol0 O O 0O O O 7.66mgd 11.71mmol0 O THFO 5ml0 O O Nald 8
78mgd 5.86mmol0 -H,0O0 0.3mID0 0 0 0002500000000 00000000000
0OoODo0oo0oo0ooDOoooDoooobeWwO 0D OO O0DOoDO0OOoODOOoOOOoDbeMO 200 00O
OOo0ooO0ooOoOooO0O0OO0ONaSO,0 0000000 O0DOODO0OOUODODDODODOOoDODOODO
0o0o0o0oDDDoDo00D0o0o0oooDoDoDOoo0o0OYyBO3/MgD 00O OODOOOOOd

H NMRO 400MHzO CDCH,0 & 0O 7.45-7.43 O mO 2HO O 7.41-7.37 O mOd 2HO 0 7.35-7.31

O mO 1HO O 7.12-7.09 O mO 2HO O 6.94-6.91 0O md 2HO O 5.05 O s 2HO O 4.63 O br s
0O 1HO O 3.94 O br sO 1HO O 3.65 0O sO 3HO 0O 2.80 0O ddO J = 13.60 5.2Hz0 1HO O 2.6
6 0 ddd J = 13.60 7.1HzO 1HO 0O 1.13 0O dO J = 6.6Hz0 3HO .

13C NMR O 100MHzO CDCI,0 & O 157.6 O Cquat. U 0 156.5 U Cquuae U 0 137.2 U Cquuae.
0 0 130.53 O 2CHO 0 130.45 O Cquae U 0O 128.7 0O 2CHO O 128.1 O CHO O 127.6 O 2CH
0 0114.9 0 2CHO O 70.1 O CH,O 0 52.0 O CHzO 0 48.2 0O CHO O 42.1 O CH,O0 O 20.3

O CHsO .
ORO-1-04-0000000000O0D00OO-N-OCO000O00O0DO-=-2-00008BO
OoDoooao

oo,

Chemical Formula: C7;H»{NO

Exact Mass: 255.16
000 Chemical Formula/s0 O O O Exact Mass/0 O O O 0O
Oooooao
00 THFO 5ml0 O O O O 7B0 1.15g0 3.84mmold O OO O O O THFO 10mlO O O O LiAIH,
583mgl 15.3ymmol0 0 O OO0 O0D0DDODOOOODDODDOOODODDODODOO40O0O0ODOOOOO
OO00O0OH00600p LODO1I0%D0 OO0 O0O0O00OO0O0O 0Oe600p LOOH0O1.2mI0 00O
goobobooodooobooobbuooo0obboooUobboo o boDbooobboodd
00000000000 D0DO0ODODODDCM/MeOH 9820 0 9:10 0 0 00O O0OOOO 8B
529mg0 O O 54%0 0O O O O
1H NMRO 400MHzO CDCIz0 6 O 7.45-7.42 O mO 2H0 O 7.41-7.37 O mO 2HO O 7.35-7.30
OmO 1HO O 7.12-7.09 O md 2HO O 6.94-6.90 O mO 2HO 0O 5.05 0O sO 2HO 0O 2.81 O mO 1
HO O 2.67 0O ddO J = 13.40 7.0HzO 1HO 0 2.58 O ddd J = 13.40 6.3HzO 1HO O 2.40 O
s 3HO O 1.78 O br sO 1HO O 1.06 O dO J = 6.1HzO 3HO .
N-OORO-0D1-04-0 000000000 0O0DODDODOO0O-2-0000000000DO0DO0OT
ert-0 0000000 9BO
oooooao

|
/@/\/ N —~— COQt'BU

Chemical Formula: Cs3H3iNO4
Exact Mass: 369.23
0000 Chemical Formula/0 O 0O O Exact Mass/0 O 0O O O
oooooad
Otert- O O0O00D0DO0OOO0ODDOO304u LO2.06mmolD 0000 0O00OOODMFO 3miO O O
000000 8BO525mgh 2.06mmol0 O O O O O O Cs,C050 1.34g0 4.11mmold O 50 O O

O
O
O
O
O
O
O
O
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oooobobOO0oDooooooboboboboooooooobDbOb0DOoOooobOo0ODoDbeMo O
ooocooODbOO0OO0oDOooooooONa,So,0 0 0 00obocooobobobooooooooobooan
OoODOoo0oo0o0o0O0O0oODOO0oO0O0DO0ObO00O0oDO0DO0ODb0O0O0OO0O0ODO0OD0DOD/ZELOAC 80 20 O 50
500 0000000000009BO603mgd 00O 79%0 0000

H NMRO 400MHzO CDCH,0 & 0O 7.45-7.42 O mO 2HO O 7.40-7.36 O mOd 2HO O 7.34-7.30
OmO 10 O 7.11-7.07 O mO 2HO O 6.91-6.88 O md 2HO 0 5.04 O sO 2HO O 3.22 O br s
0210 0 2.97-2.88 U mO 2HO O 2.41 0O s 3HO 0O 2.36-2.29 O mO 1HO 0O 1.48 0O sO 9HO
0 0.93 0dO J = 6.7Hz0 3HO .
N-OOROD-01-04-0000000O0O00O0O0COCOCODOD-2-0C000000000000O
0o o00BO O PS-RGO031AM

goooogag

|
/@/\/N\/COEH-HCI
o e

Chemical Formula: CigH23NO4

Exact Mass: 313.17
0 O Chemical Formula/s0 0O O O Exact Mass/0 O O O 0O
ooogn
OHCIO 1.5ml0 O THFO 1.5mi0 0 0 O tert-0 O 0O O O O O O 980 O 200mgd 0.54mmol
oooooDDoDOoooDoDODODOO0DO3WODUDUODOUOUODODODDDUODODOOODOODODDOOO
BO 105mgO 55%0 D O ODCMO O OO O0ODDDODODO0DODOODODODDODDODOOC-180 00000
ocoooOoooo-0O0O0OO0O0OO0OO0OH/OOOODODOO9SO500560:5000000000
015mg0d 11%0 0 0 000 ooooood
1H NMR O 400MHz[ MeODO & [ 7.43-7.41 O mO 2HO 0O 7.38-7.34 O mO 2HO 0O 7.32-7.28
0O md 1HO O 7.21-7.18 0O mO 2HO 0O 6.99-6.96 0O mO 2HO O 5.07 O sO 2HO O 3.70-3.59
O md 2+1HO O 3.13 O ddO J = 13.20 4.2HzO 1HO 0 2.88 O s 3HO O 2.73 O ddd J = 13
.20 10.5Hz0O 1HO O 1.21 0O dO J = 6.7Hz0O 3HO .
13C NMR O 100MHzO MeODO & 0 170.0 O Cquae.0 0 159.6 O Cquae. 0 0 138.8 O Cquar.
00 131.6 O 2CHO O 129.65 O 2CHO O 129.57 O Cquat_D 0 129.0 O CHO O 128.7 0O 2CH
00116.5 0 2CHO O 71.1 O CH,O0 0 64.5 0 CHO O 56.6 0O CH,O O 38.9 O CHz;0O O 37.7
0O CH,O0 O 13.3 O CHzO .
HRMS C19H24N03+D O0000000m/z4d 314.175070 0 O -314.17456
N-ODOROD-OD1-04-00000000D00-2-0000000000000O0 tert-000
O0O0O0o0oaDoaioo
gooooao

|
/@/\/ N __CO,t-Bu
HO 10

Chemical Formula: CigHo5NO5
Exact Mass: 279.18

Oo0oo0Oo0oonoad
Oooo0oOoogood

0000 Chemical FormulasO O O O Exact Mass/0 O 0O 0O O

oooooao

OoooDoe9BOOOOOODODODODODOMeOHO 600mgd 1.62mmol0 O OO 0O O O O O O 60mgOd
Jooo0oo0oDoO00O0U0dooo0oo0DO0DA0Oo0D0D0DD0DO0DU0DU0O0UO0DO0DOoOODoDDoDOoDODO0OOO0OOoOoaOo
ooooDoOO0U0oO0oo0oUdUoooooDoDO0DU0UU0DO0UdU0O0oDoDDODODODUODOoDUOUOoUoUoOoDoOooDoDOao
Oo0O0O0ODDOO453mgd O O990 OO 1000 0O 0O

1H NMRO 400MHzO CDCIzO 6 O 7.00 0 dO J = 8.1HzO 2HO O 6.74 O dO J = 8.1HzO 2HO
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0 3.23 0sO2HO0 0 2.95-2.90 OmO 2HO 0 2.41 0 sO 3HO O 2.30 0 ddd J = 13.30 11.2
HzO O 1.47 0O sO 9+1HO 0 0.92 0O dO J = 6.1Hz0O 3HO .
N-OODROD-01-04-02-0000000000CCOO0ODOO0O0O0O0O0OO0O=-2-0000000
goboboo0oO0Otert-0 0000000 11CO

gooodadad

|
cl N \/COQt'BU

O 1C

Chemical Formula: Co3H3,CINO4
Exact Mass: 403.19

0000 Chemical Formula/O O 0 0 Exact Mass/0 O 0O 0O O
oooooao
0000100 100mgd O O0.36mmol0 O 2-0 0 0000 O0O00O0DOOOO-40mmold 51y LO O O
K,COz0 148mgd 1.07mmol O ODMFO 2.OmID 0 0000 OO0OOOQCOOOOOOOOOO
gobooodoooobooooooobo b o000 oooDob oo ooOoooOobO
0000000000000 D0DOO0OZ/ELOAc 8020060000000 0D0O0OD0ODO0O0O9
BO 83mgl O O 57%0 0O O O O
1H NMRO 400MHzO CDCIzO 6 O 7.57-7.54 O mO 1HO O 7.40-7.37 O mO 1HO O 7.30-7.22
O mO 2H0 O 7.12-7.08 O mO 2HO O 6.92-6.88 0O md 2HO O 5.14 O sO 2HO O 3.22 0O br s
0 2HO O 2.97-2.89 O md 2HO O 2.41 0O s 3HO 0O 2.36-2.30 O mO 1HO O 1.48 0O sO 9HO
0 0.93 00 dO J = 6.7Hz0O 3HO .
N-OORO-O01-04-02-000000000000O00O0OODODDODOO-=-2-0000000
O0O0Od0O0oo0Oo0oo0oo0doaocedadPes-RrRG01210
oooooao

|
@» . )

Chemical Farmula: CygH»,CINO,
Exact Mass: 347.13

000 Chemical Formula/s0 O O O Exact Mass/0 O O O 0O

ooooao

OO0OHCIO 1.5ml0 0 tert-0 0 0 OO OO D 11CO 83mgd 0. 21mmol0 0D OO DO DO OOO
0o0o0oDoDo3oo0o0oDoDoo0o0oDoDoo0o0oDoDoo0OoooDoOoOOoncdae9mgl dd 87
0O0C-180 00000 O0DODODODODOH20/Me0OHO 950 50 50500 0 0D Do oooOaO

1H NMR O 400MHz[ MeODO & O 7.56-7.52 O mO 1HO 0O 7.44-7.40 O mO 1HO 0O 7.33-7.28
O mO 2HO O 7.23-7.20 O mO 2HO O 6.98-6.96 0O md 2HO O 5.13 O sO 2HO O 3.70-3.61

O mO 2+1HO O 3.15 0 ddO J = 13.10 4.0HzO 1HO 0O 2.88 O sO 3HO O 2.72 O ddO J = 13
.10 10.6HzO 1HO O 1.21 0O dO J = 6.7Hz0O 3HO .

13c NMR O 100MHzO MeODO & 0O 170.0 O Cquat. U 0 159.4 0 Cquuae 0 0 136.2 O Cquar.

00134.2 0 Cquae 0 0131.7 0O 2CHO 0 130.6 0O 3CHO 0 129.9 O Cquae 0 0 128.3 O CH
00 116.4 0O 2CHO O 68.4 O CH,O 0 64.4 0O CHO O 56.6 O brd CH,O O 38.9 O brd CH3O
0 37.7 O CH,O O 13.3 O CHzO .

HRMSO m/z0 C,gH,5NO;"0 0 0 00 00O 0O O 348.136100 O O :348.13620

N-OOROD -O01-04-03-00000000000Q0CO0ODODDODOO0ODO0OO0OOO=-2-00000000
0o0oOoODoODOO0O0OO0oODbpooOPS-RGO1030

oooooao

O Ooo0ooo
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|
yN __COM - HCl
Cl :

Chemical Formula: CigH,CINO,
Exact Mass: 347.13

0000 Chemical Formula/O O O 0O Exact Mass/0 O 0O O O
nncoggdgfgooooobooogodocbggdoooooDocec-1sggguooooooOoao
0O O H20/MeOHO 95:50 0 30700 0 0 00 OCDDOOb4mgd 71%0 0 D0 O OO ODOOODO

1H NMR O 400MHz[ MeODO & 0 7.43 O br s 1HO O 7.35-7.33 O mO 2HO O 7.31-7.27 O m
01HO O 7.20 0 dOJ = 8.7HzO 2HO 0 6.96 O dO J = 8.7HzO 2HO O 5.04 0O sO 2HO O 3.
70-3.55 O mO 2+1HO 0 3.14 0 ddd J = 13.10 4.0HzO 1HO 0 2.88 0O sO 3HO O 2.71 O dd
0J = 13.10 10.6HzO 1HO O 1.20 O dO J = 6.6Hz0 3HO .

13C NMR O 100MHzO MeODO & 0 170.0 O Cquae.D 0 159.3 O Cuuar. quat.
00 135.5 U Cuuae. U 0 131.7 0 2CHO O 131.2 0 CHO 0 129.8 U Cquae U U 129.0 O CH
0D 128.4 O CHO O 126.8 0O CHO O 116.5 0O 2CHO O 70.1 O CH,O0 O 64.4 0O CHO O 56.7

O brO CH,O O 38.9 O brO CHzO O 37.7 O CH,O O 13.2 O CH5O .

HRMSO m/z0 C,gH,NO;™0 0 0 00 O 0O O O 348.136100 O O :348.13617
OrRO-N-01-04 -004-000000000O0COOOODDOOOOUODO-2-000-=N-m
ethylglycine 0 0O O O EO O PS-RG002260

gooooao
|
ONN\/COZH - HCl
LT
cl

Chemical Formula: CigH,,CINO,
Exact Mass: 347.13

0000 Chemical Formula/O O O 0 Exact Mass/0 O 0O 0O O
l11c0 0000000 o0DobODoDOocCcO00o0DDoDOoOoooDDce-1800D00O0O0DDOOaOanH2
O/MeOHO 90:100 O 300 700 DO D OO OOO2mgO 66%0 O 0O OO DODOEDDODO
1H NMR O 400MHzO MeODO & O 7.40 0O dO J = 8.4HzO 2HO O 7.35 O dO J = 8.4HzO 2HO
0 7.20 0dO J = 8.4HzO 2HO 0 6.96 0 dO J = 8.4HzO 2HO 0O 5.03 O sO 2HO O 3.70-3.5
9 O mO 2+1HO O 3.14 0O ddO0 J = 13.10 3.8HzO 1HO 0 2.88 O s 3HO 0 2.72 O ddd J =
13.10 10.6HzO 1HO O 1.20 O dO J = 6.6Hz0O 3HO .
13C NMR O 100MHzO MeODO & O 170.0 O Cquat. U U0 159.4 0 Cquuae U 0 137.6 U Cquar.
00 134.7 U Cquae.U 0 131.6 U 2CHD 0 130.2 U 2CHO 0 129.8 U Cquae U 0 129.7 O 2C
HO O 116.5 0 2CHO O 70.3 O CH,O0 0 64.5 0O CHO O 56.6 O brO CH,O O 38.8 O brO CHyg
0O 037.7 0CH,O O 13.2 O CHzO .
HRMSO m/z0 0O C,oH-5NOS*0 0 00 00O O O 0 348.136100 O O :348.13519
ORO-N-01-04 -002-0 000000000000 0OOODODOOOO-=-2-000 -N-me
thylglycine 0O 0O 0O O FO O PS-RG01710
oo0oooad

ob0141.20C
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|
o J::]/a\/N\/COji-HQ
e

Chemical Formula: CogHoN 205
Exact Mass:; 33816

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O
ncodgdoooooooDoocoooooDoDoooooce-1 80000000 DOOaOanH2
O/MeCHO 90:100 O 300 700 D OO0 O OODOS88mgO 77%0 D OO OODOFODDODADO 10
1H NMR O 400MHz[ MeODO & 0 7.77 O br dO J = 7.60 1HO 0 7.70-7.66 O md 2HO O 7.5
4-7.47 O mO 1HO 0O 7.25-7.21 O mO 2HO O 7.02-6.99 O mO 2HO 0O 5.21 0O sO 2HO O 3.71
-3.60 0O mO 2+1HO O 3.16 0O ddd J = 13.20 4.0HzO 1HO O 2.89 O sO 3HO O 2.73 0O ddO
J = 13.20 10.5Hz0O0 1HO O 1.21 0 dO J = 6.7Hz0O 3HO .
13C NMR O 100MHzO MeODO & O 170.0 O Cquat. U 0 159.2 0 Cuuae U 0 141.9 O Cquar.
00 134.5 0 CHD 0 134.4 0 CHO 0O 131.8 [ 2CHO 0O 130.5 O CHO 0 130.3 U Cquae. U O
130.1 O CHO O 118.3 U Cquae U U 116.5 0O 2CHD O 113.0 U Cquae U U 69.2 0 CHyU
064.4 0CHO O56.6 0O br0 CH,O 0 38.9 O brO CH3O0 O 37.7 O CH,O O 13.2 O CHzO .
HRMSO m/z0 C,oHoaN,05;"0 0 0 0 0 00 0O 0O 339.170320 0O O 339.17056
ORO-N-01-04 - 003-00000000DODOOOODDOOODODOGO=-2-000 -N- 20
0000000000 0O0dGH OPS-RGO1720

O00o0ooaod

|
i::j/«x/N\/COjiHm
NC :
T e

Chemical Formula: CygH 55N 05
Exact Mass: 338.16

0000 Chemical Formulas0 O 0 O Exact Mass/0 0 0O 0O O 30
oooooao

glrucobbooooboooopbocgoobboooopoocec-1 800 oDoooooooodd
H20/MeOHO 90:100 O 300 700 DD O O OO OO90OmgO 75%0 0 0 0 00O 0OGOOOO

1H NMR O 400MHz[ MeODO & 0 7.78 O br s 1HO O 7.74 O br dO0 J = 7.7Hz0 1HO O 7.66

Odtd J = 7.70 1.3HzO 1HO O 7.55 O tO0 J = 7.7HzO 1HO O 7.24-7.20 O mO 2HO O 7.0
0-6.96 0O mO 2HO 0O 5.11 0O sO 2HO O 3.70-3.58 0O mO 2+1HO 0O 3.15 0O ddO J = 13.20 4.
2HzO 1HO 0O 2.89 O s 3HO 0O 2.73 O ddO J = 13.20 10.6HzO 1HO 0 1.21 0 dOJ = 6.7H
z0O 3HO .

13C NMR O 100MHzO MeODO & 0 170.0 O Cquae.0 0 159.2 O Cquae. 0 0 140.7 O Cquuar.
00133.1 0 CHO O 132.7 O CHO O 132.0 O CHO O 131.7 0O 2CHO O 130.8 O CHO O 130.1 40

0 Cquatl U 119.8 U Cquuaeld 0 116.5 0 2CHO O 113.7 U Cquael U 69.8 O CH,O O 64.4

OCHO O 56.7 O brO CH,O O 38.9 O brd CHzO O 37.7 0O CH,O O 13.2 O CH3O .
HRMS: m/z0O C20H23N203+D 00000000 339.170320 O O -339.17050
ORO-N-0O1-04-004-0 00000000000 OODODO0OO0O0O-=-2-000 -N-meth
ylglycineO O O O HO O PS-ADO0O650

oooooao
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Chemical Formula: CogH 5N 504
Exact Mass: 338.16

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O

oooooad
Jl1co0oooDoOo0oobOoOoocooooDoDOoOoooDDoDOocec-180o0D0O0O0oDoDOoOoOnOan 10
H,0/MeOHO 90:100 D 300 700 0 0 0 DO D DOOOOODOOSImgD 49%0 O 0000 DO HO DO

aad

1H NMR O 400MHz[ MeODO & O 7.72 0 dO J = 8.2Hz0 2HO O 7.60 O dO J = 8.2HzO 2HO

0 7.22 0dO J = 8.6Hz0O 2HO 0 6.97 0 dO J = 8.6HzO 2HO 0O 5.15 0O sO 2HO O 3.70-3.5

9 O mO 2+1HO O 3.15 0 ddO J = 13.10 4.2HzO 1HO O 2.89 0O sO 3HO O 2.73 O ddO J =

13.10 10.6HzO 1HO O 1.21 O dO J = 6.6HzO 3HO .

13C NMR O 100MHzO MeODO & O 170.0 O Cquar. U 0 159.2 U Cuuae U 0 144.7 U Cquar.

0 0133.6 U 2CHO 0 131.7 0 2CHU 0 130.1 U Cquae U 0 129.1 0 2CHU O 119.8 U Cquuat

0 0116.5 0 2CHO 0O 112.6 O Cquae. U U 70.0 O CHO O 64.4 0 CHO O 56.7 O brQ CH,

00 38.9 0O brd CHzO O 37.7 O CH,O O 13.3 O CH30O . 20
HRMS: m/z0 C,oH,-5N,0,"0 0 0 00 O 0O 0O O 339.170320 0 O :339.17065
ORO-N-O01-04-003-00000000O0DO00ODODODODODODODODODOODOGO=-2-000-=-N-0O
000o0DO0Ooo0oo0o0o0iIoo0PS-RGC01730

Ooo0ooDOoad

|
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Chemical Formula: CygH»,FNO, 30
Exact Mass: 331.16
0000 Chemical Formula/O O 0O 0O Exact Mass/0 O 0O 0O O
oooooao
jlic0dooDoOooooDoDOoOocCc0d0oDoDOoOooOooDoDOocec-180 o000 OooDoDoOoOonoan
H,O0/MeOHO 90:100 D 300 700 0 00O OO0 OO8mMgO 7790 0 00 O0O0OO0OO0OOOOO
1H NMR O 400MHz[ MeODO & O 7.35 0 tdO J = 8.00 6.0HzO 1HO O 7.22-7.18 0O mO 3HO
0 7.16-7.13 O mO 1HO O 7.01 O tdO0 J = 8.50 2.5Hz0 1HO 0O 6.97-6.93 U md 2HO O 5.0
3 0 sO2HO O 3.70-3.59 0 mOd 2+1HO O 3.15 0O ddO J = 13.20 3.9HzO 1HO 0O 2.88 0O sO
3HO 0O 2.70 O ddO J = 13.20 10.6Hz0O 1HO O 1.19 O dO J = 6.6Hz0O 3HO O
13C NMR O 100MHz[ MeODO & O 170.0 [ Cquar.l 0 164.4 0 d0 J = 244.2Hz[O C
159.3 O C 00 141.7 O dO
O

quatl:| O 40
J = 7.3Hz0 Cquae.0 0 131.7 0 2CHO 0 131.4 0 d0 J =
quat. . 0124.2 01 d0 J = 2.8Hz0O CHO O 116.4 0 2CHO O 115.6
0dOJ = 21.3Hz0O CHO O 115.1 0 dO J = 22.3HzOD CHO O 70.1 0 dO J = 2.1HzO CH,O O
64.3 O CHO O 56.6 O brO CH,O 0 38.8 0O brd CHzO O 37.7 O CH,O O 13.2 O CHzO O
g
O
O

quat.

8.1HzO CHO 0O 129.9 O C

HRMSO C,oH23NO5*0 0 0 0 0 O O O m/z0 332.165650 0 O :332.16595
ORO-N-01-04-00305-00000000000000000000000-2-000
-N-00000000000J00 PS-RGO1740

Do0o0O00o
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Chemical Formula: CigHo1FoNO4
Exact Mass: 349.15

0000 Chemical Formula/0 O 0O O Exact Mass/0 O 0O O O
oooooad
Jdl1c0ooooO0oobOoOoocoooobooDOoOoooDoDOocec-1 80000 OooDoDOoOoOonOan
H,0/MeOHO 90:100 O 300 700 0D O O OO0 O OO 108mgd 79%0 0 0O OO OJ0O0OO
1H NMR O 400MHzO MeODO & O 7.24-7.20 O mO 2HO O 7.07-7.01 O mO 2HO O 6.99-6.96
O0mO 2HO0 O 6.87 O ttd J = 9.20 2.3HzO 1HO O 5.09 O sO 2HO O 3.70-3.59 O mO 2+1H
0 03.15 0ddO J = 13.20 4.2HzO 1HO 0O 2.88 0O sO 3HO O 2.73 0 ddO J = 13.20 10.5H
zO 1HO O 1.21 O dO J = 6.7HzO 3HO .
13C NMR O 100MHzO MeODO & O 170.0 O Cquac U U 164.7 0 ddD J = 247.20 12.4Hz0 C,
uatl 0 159.1 0 Cyuuae U 0 143.6 U t0 J = 9.1HzU Cquae U 0O 131.7 0O 2CHO O 130.1 O
Cquar. 0 0 116.8 0 2CHO U 111.0 O ddO J = 19.10 6.9Hz0D CHO 0 103.9 O t0 J = 25.9H
zOCHO 0 69.6 Ot J = 2.2HzO CH,O O 64.4 O CHO O 56.6 O brd CH,O O 38.8 O brO C
HzO O 37.7 O CH,O O 13.2 O CHzO .
HRMS: m/z0 C,gH,,N,0,"0 0 0 00 0O 0O O O 350-156230 0 O :350.15649
OROD-N-O1-04-004-000-3-000000000O0DO0DO0OO0OOOOOODO-=-2-00
O0-N-O000O00D0D00O0O0D0OKODOPS-RG002160

oooooo

&\V/COji-HCI
Cl Dﬁo /©/\'/
Br K

Chemical Formula: CygH5{BrCINO,
Exact Mass: 425.04

0000 Chemical Formulas0 O O 0O Exact Mass/0 0O O O 0O
ocooooo
glracobgogooooobooocbobobobobobc1sdoDgbuobobobonnb
H,O0/MeOHO 90:100 0 300 7o0 0 O OO OO O0O8Ymgh 760 O O OO 0OOKODOODO
1H NMR O 400MHz[ MeODO & O 7.65 0 dO J = 8.3HzO 1HO 0 7.58 O dO0 J = 1.7HzO 1HO
07.26 0ddO J = 8.30 1.7HzO 1HO O 7.21 0 dO J = 8.6HzO 2HO O 6.96 O dO J = 8.6H
zO 2HO O 5.02 O sO 2HO O 3.69-3.58 0O mO 2+1HO O 3.14 0O ddO J = 13.20 4.1HzO 1HO
0 2.88 O sO3HO O 2.72 0 ddd J = 13.20 10.6Hz0O 1HO O 1.20 O dO J = 6.7HzO 3HO .
13C NMR O 100MHzO MeODO & 0O 170.0 O Cquat.l 0 159.2 0 Cyuae U O 140.5 U Cyuar.
00 135.5 U Cquae 0 0 135.1 0 CHO O 131.7 O 2CHO 0O 130-3 0 CHO 0 130.0 U Cqyae!
0 128.4 0 CHO 0 122.3 U Cquuaell U 116.5 0 2CHU O 69.5 0O CHU 0O 64.4 00 CHO 0 56.6
O brO CH,O O 38.8 O brd CHgO O 37.7 O CH,O O 13.3 O CHZO .
HRMSO C,oH,oBrCINO;™0 0 0 0O 0 0O O O m/z0O 426030010 0O O :426.030460 0 0 O 0O O
ORO -N-O1-04-003,4-000000DO0DO0OO0O0ODDO0OOUODDODOOODO-=-2-00O00 -N-
0000 O0O0oO0bD0O00UdLOOdPS-RGO2450
oooooao
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Chemical Formula: CigH5CloNO 5
Exact Mass: 381.09

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O

oooooad
Jl1co0oooDoOo0oobOoOoocooooDoDOoOoooDDoDOocec-180o0D0O0O0oDoDOoOoOnOan
H,0/MeOHO 90:100 O 300 700 0 0 0D OO0 DOO43mgd 68%0 0 OO O OOLOODO

1H NMR O 400MHzO MeODO & O 7.58 0 dO J = 1.1HzO 1HO O 7.50 O dO J = 8.2HzO 1HO
07.34 0ddO J = 8.20 1.1HzO 1HO O 7.21 0 dO J = 8.4HzO 2HO 0 6.96 O dO J = 8.4H
z00 2HO O 5.04 O sO 2HO O 3.70-3.59 0O mO 2+1HO O 3.14 0O ddO J = 13.20 4.1HzO 1HO
0 2.88 0 s 3HO O 2.72 0 ddd J = 13.20 10.5Hz0O 1HO O 1.21 O dO J = 6.6HzO 3HO .
13C NMR O 100MHzO MeODO & O 170.0 O Cquatr. U 0 159.2 U Cyuuae. U 0 139.8 U Cquuar. U
0 133.5 U Cquar. 0 0 132.7 0O Cquaeld U 131.8 O CHU U 131.7 0 2CHU U 130.4 0 CHO O
130.0 U Cquael 0 128.3 0 CHU O 116.5 U 2CHO O 69.5 U CH,U O 64.4 0 CHO 0 56.7 0
brO CH,O 0O 38.9 O brO CHz0 O 37.7 O CH,O O 13.3 O CHzO .

HRMSO C,gH,oCILNOGD O O 0 0 O 0 0O m/z380.082570 0 O :380.082890 0 O 0O O O
ORO-N-O1-04 - 0O 0O2,5-00000000D00DO00O0ODO0ODO0ODODODOODOOO-=-2-000
- N-OOODOODOODOODOOowMOdOPS-ADO0640

goognodg
|
/@/\/N\/COZH HCI
cl :
wre
Cl M

Chemical Formula: CigH,1CIoNO4
Exact Mass: 381.09
0000 Chemical Formula/O O O 0 Exact Mass/0 O O 0O O
oooooao
glrucobooooooboooopbocooobboooopoocec-1 800 noDoooooooodad
H,0/MeOHO 90:100 O 500500 0 0 0 0D O0O0OOO0COOD0Oe6ImgD 77%0 0000 00CMODO
00
1H NMR O 400MHzO MeODO & O 7.53 0 dOdJ = 1.7HzO 1HO O 7.39 O dO J = 8.4HzO 1HO
0 7.30 0ddO0 J = 8.40 1.7HzO 1HO O 7.23 0 dO J = 7.7HzO 2HO 0 6.97 0 dO J = 7.7H
zOO 2HO 0 5.08 O s 2HO O 3.71-3.58 O mO 2+1HO 0O 3.16 0O br dOJO J = 12.1HzO 1HO O 2
.88 0 s03HO O 2.73 Obr t0O J = 11.6Hz0O 1HO O 1.21 O dO J = 5.9Hz0O 3HO .
13C NMR O 100MHzO MeODO & 0 170.1 O Cquae.0 0 159.0 O Cuuar. 0 0 138.2 O Cquar. U
0 134.2 O Cquae.0 0 132.2 O Cquaed 0 131.9 O CHO O 131.8 0 2CHO O 130.33 O CHO
0 130.27 0O Cquael 0 129.9 0O CHO 0O 116.4 0O 2CHO 0O 67.8 O CH,O 0 64.4 0 CHO O 56.6
O brd CH,O O 38.9 O brO CHz0 O 37.7 O CH,O O 13.3 O CHzO .
N-OORO-O1-04-03-0 00000000 0O0ODODO0OO0OODODOOO-2-0000000
OO0O0O0OD0OD0OO0O0O0ONDDOPS-RG01280O
Oo00o0ooOoao
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Chemical Formula; CigH25N 504
Exact Mass: 358.15

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O
oooooad
Jl1co0oooDoOo0oobOoOoocooooDoDOoOoooDDoDOocec-180o0D0O0O0oDoDOoOoOnOan 10
H,0/MeOHO 90:100 O 300 700 D 0D OO0 0O OO0OO34mgd 65%0 0 0 00O ONDOOO
1H NMR O 400MHzO MeODO & O 8.30 O br sO 1HO 0 8.16 O ddd J = 8.00 1.8HzO 1HO O 7
.83 0ddJ = 7.6Hz0 1HO O 7.61 O tO J = 8.0HzO 1HO O 7.22 0O dO J = 8.4HzO 2HO O
7.00 0 dOJ = 8.4Hz0O 2HO 0O 5.18 0O sO 2HO O 3.66 O br sO 2+1HO 0 3.15 0 ddOd0 J = 1
3.00 3.7HzO 1HO 0 2.89 O sO 3HO O 2.73 0 ddOd J = 13.00 10.6HzO 1HO O 1.21 O dO J
= 6.6Hz0O 3HO .
13C NMR O 100MHz[O MeODO & O 170.0 O Cquat. U U 159.1 U Cquuae U 0 149.9 U Cquae U
0 141.3 0 Cquae .0 0 134.6 O CHO O 131.7 0O 2CHO O 131.0 0O CHO 0 130-1 O Cquae U
0 123.8 0 CHO O 123.1 0O CHO O 116.5 0O 2CHO 0 69.7 O CH,O0 0 64.4 O CHO 0 56.6 Ob
rO0 CH,O 0 38.9 O br0O CHzO O 37.7 O CH,O O 13.2 0O CHzO . 20
HRMS: m/z0 C,oH,iN,Os™0 0 0 00 00O 0O O 357-.145600 O O :357.14594
OROD-N-O 1-04-003-0 0000000000 O0ODODDOOODODOOOO=-2-000 -N-0O
O000000000o0O 0 PS-RG0O2640

0Do0O0O0O0o0
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Chemical Formula: CogHzsNO4

Exact Mass: 343.18 30

0000 Chemical Formula/O O 0O 0O Exact Mass/0 O 0O 0O O

oooooao

jlic0dooDoOooooDoDOoOocCc0d0oDoDOoOooOooDoDOocec-180 o000 OooDoDoOoOonoan
H,0/MeOHO 90:400 D 300 700 0 OO O OO0 OOS57mgd68%0 0 00 0O0OO0COO0OO

1H NMRO 400MHzO CDCH;0 & 0 7.27 O t0 J = 7.8HzO 1HO O 7.13 0 dO J = 8.2Hz0O 2HO
0 6.98-6.95 O md 2HO 0 6.88 O dOJ = 8.2HzO 2HO O 6.84 O ddOd J = 8.40 2.2HzO 1H
0 04.98 0O s2HO0 O 3.80 O sOO3HO O 3.71 O br s 1HO O 3.57 O dO J = 15.8Hz0O 1H
003.50 0ddoJ = 15.8Hz0 1HO O 3.24 0O ddO J = 13.10 3.8HzO 1HO O 2.83 0O sO 3HO
02.52 0ddd J = 13.10 10.6HzO 1HO O 1.17 O dO J = 6.5Hz0 3HO . 40
13C NMR O 100MHzO CDCI;0 & O 168.0 O Cquat. U 0 160.0 O Cquuae U 0 158.1 O Cquar.
0 0138.6 U Cquae. U 0 130.5 0 2CHO 0O 129.8 0O 2CHO 0 128.4 O Cquae 0 0 119.8 O CH
0 0115.4 0 CHO O 113.7 0O 2CHO O 113.0 O CHO O 70.1 O CH,O 0O 62.5 O CHO O 55.8

O brO CH,O O 55.4 O CHzO 0O 38.3 0O brO CHzO O 37.5 O CH,O O 13.2 0O CHzO .

HRMSO C,oHogNO, 0 0 0O 0O 0 O O O m/zO 344.185630 O O :344.18469
ORO-N-O1-04-004-0 00000000000 CODODDODODODODOOOOOODODOOGO
0o0o0o0D-20000-N-00000000O00ODODOPODOQOPS-RGO2460

oooooao
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Chemical Formula: C,H2sNOg
Exact Mass: 371.17

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O
oooooad
Jl1co0oooDoOo0oobOoOoocooooDoDOoOoooDDoDOocec-180o0D0O0O0oDoDOoOoOnOan 10
H20/MeOHO 95:100 0 30:700 0 O OO DD OO 37mgd 48%0 0 0 0 OO0 OPOOODO
1H NMR O 400MHzO MeODO & O 8.00 O dO J = 8.1HzO 2HO O 7.53 O dO J = 8.1HzO 2HO
0 7.20 0ddO J = 8.4HzO 2HO 0 6.97 0 dO J = 8.4HzO 2HO 0 5.13 0O sO 2HO O 3.89 O s
0 3HO O 3.71-3.59 0O mO 2+1HO 0O 3.14 0O ddO J = 13.10 4.0HzO 1HO O 2.88 O sO 3HO
02.72 0ddd J = 13.10 10.6HzO 1HO O 1.21 O dO J = 6.7Hz0O 3HO .
13C NMR O 100MHzO MeODO & O 170.0 O Cquatr. U 0 168.4 U Cyuae. U 0 159.4 0 Cquae U
0 144.4 0 Cuuae. U 0 134.5 0 Cquae U 01317 0O 2CHDO 0 130.9 0 Cquae U 0 130.8 O 2
CHO 0 129.9 O Cquae. 0 0 128.4 0 2CHO O 116.5 0 2CHO O 70.4 0O CH,O O 64.5 0O CHO
0 56.7 O brO CH,O0 O 52.8 0O CHz0O 0O 38.8 O brO CHz0 O 37.7 O CH,O O 13.3 O CHzO .
HRMS: m/z0 C,4H-,N503+0 0 0 0 0 0 O O O 370.166000 00 00 :370.1739 20
ORD 4-004-02-0 000000000000 O0DDDOOODDODOOODODOOOOGO
0000000000 0O0O0OdQO O PS-RGO065BM

goooboao
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Chemical Formula: CsgH2sNO5
Exact Mass: 357.16

30
0000 Chemical Formula/O O O 0 Exact Mass/0 O O 0O O
oooooao
Jlic0ooooOooooDoDOooco0o0oDoDOoOooooDoOocec-180o0o0o0ooooooOonan
H,0/MeOHO 90:100 O 500 500 0 0D 0D 0 DODOOOODODOO1I3mgOd 1290 0 0O 00O O 0OQO O
00
1H NMR O 400MHzO MeODO & O 7.88 0 dO J = 8.2HzO 2HO O 7.53 O dO J = 8.2HzO 2HO
0 7.21 0ddJ = 8.3HzO 2HO 0 6.98 0 dO0 J = 8.3HzO 2HO 0O 5.15 0O sO 2HO O 3.64 O b
r si 2+1HO O 3.13 0O ddO J = 13.00 3.7HzO 1HO 0O 2.88 0O sO 3HO O 2.73 0O ddO J = 13
.00 10.6Hz0O 1HO O 1.21 0O dO J = 6.6Hz0O 3HO .
13Cc NMR O 100MHzO MeODO & O 172.2 O Cquat. U 0 170.0 O Cuuae U 0 159.5 O Cqyae U 40

0 143.0 O Cquar.0 0 134.5 O Cquae.0 0 131.7 O 2CHO 0 129.8 O Cquae.0 0 129.0 O 2
CHO O 128.4 0 2CHO 0 116.6 0 2CHO O 70.5 O CH,0 0 64.4 0O CHO 0 56.7 O brO CH,O
0 38.9 O brd CHgO O 37.7 O CH,O 0 13.3 O CHz0 .
ORDO-N-O0O0O-N-01-04-000000-2-0000000000000000-2-0
000000000 O0RDOPS-RG02270

Doo0oOo
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Chemical Formula: Co3HogNO4
Exact Mass: 363.18

OO00O0O Chemical FormulasO O O 0O Exact Mass/0 O 0O O O

110 00000000000 C0D0D0D0O00DDDO0O0C-18000000000000H,
0/MeOHO 90:100 0 300 700 0 0 0D DO OO0 OO O O30mgO62%0 0 0000 ORDOOODO
'H NMR O 400MHzO MeODO & O 7.87-7.81 O mO 4HO 0 7.52 O br d0 J = 8.3HzO 1HO O 7.
47-7.45 O mO 2HO 0 7.18 0 dJ J = 8.2HzO 2HO 0 7.00 O dO J = 8.2HzO 2HO O 5.19 O
sO 2HO 0 3.62 O br sO 2+1HO 0 3.11 0 ddO J = 13.10 3.3HzO 1HO O 2.85 O sO 3HO O
2.69 0 dd0 J = 13.10 10.6HzO 1HO 0 1.17 0 dO J = 6.5Hz0 3HO .

13C NMR O 100MHzO MeODO & 0 170.0 O Cquae.0 0 159.6 O Cuuae.0 0 136.3 O Cquuar.D
0 134.9 O Cquae.0 0 134.6 0 Cquae. 0 0 131.6 O 2CHO 0 129.6 O Cquaed O 129.4 O CH
00 129.1 O CHO 0 128.9 0 CHO O 127.5 O CHO O 127.4 0O CHO O 127.2 O CHO O 126.6
0 CHO 0 116.6 0 2CHO 0 71.2 O CH,O 0 64.5 0 CHO 0 56.7 O brd CH,O 0 38.8 O brO C
HeO O 37.7 O CH,O O 13.3 O CHgO .

HRMSO C,o5HogNOS 0 O 0 0 O O O O m/z0 364.190720 0 O :364.18982
ORDO-N-ODDO-N-01-04-00000-2-0000000000000000-2-00
000000 D0O0O0SOOPS-RG02170

ooDoooo
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T ©
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Chemical Formula: CgH2.N.04
Exact Mass: 314.16

0000 Chemical Formula/O O O 0 Exact Mass/0 O O 0O O

15 o I o A R N R = P
O/MeOHO 90:100 O 300 700 DO DO DO OO OOSBGMgO 68%0 O OO DODOOSOODO

1H NMR O 400MHzO MeODO & O 8.54 0 ddJ = 4.9HzO 1HO O 7.86 O tdOd J = 7.80 1.4Hz
01HO O 7.59 0dOJ = 7.8Hz0 1HO O 7.37 O ddO J = 7.80 4.9HzO 1HO O 7.22 O dO J
= 8.4HzO 1HO 0O 7.00 O dO J = 8.4HzO 1HO O 5.16 0O sO 2HO O 3.69-3.60 O mO 2+1HO
0 3.15 0 ddO J = 13.10 3.9HzO 1HO 0 2.89 O sO 3HO 0O 2.73 O ddO J = 13.10 10.6Hz
01HO O 1.21 0O dOJ = 6.6Hz0 3HO .

13C NMR O 100MHz[O MeODO & O 170.0 O Cquat. U 0 159.3 U Cquae U 0 158.4 0 Cyuae U
0 150.0 O CHO 0O 139.1 U CHO 0 131.7 O 2CHO 0O 130.0 O Cquae. U 0 124.6 O CHO O 123
.5 0CHO O 116.5 O 2CHO O 71.4 0O CH,O0 O 64.5 O CHO O 56.7 O brOd CH,O O 38.9 O br
0O CHgO O 37.6 O CH,O O 13.3 O CHgO .

HRMS: m/z0 C,gH,-,N,0;0 0 0 00 0 0O 0 0 313.155770 0 O :-313.15601
ORO-N-ODOO-N-O1-0D4-00000-4-000000D0DO0ODO0OO0OOOODODO-2-0000
0O0O0O0O O0OO0OQ0TOOPS-ADO068O
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10

20

30

40



(51) JP 2017-503769 A 2017.2.2

|
yNVCOEH "HCI
T © :
N__= T

Chemical Formula: CigHsoN205
Exact Mass: 314.16

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O

1 1 X I 21 o A N A Ry S
O/MeCHO 90:100 O 300 700 DD 00 O0ODDOOODDOI16MgO 35%0 O OO O O 0O TO O O
1H NMR O 400MHzO MeODO & O 8.52 0 dO J = 4.9HzO 2HO O 7.51 O dO J = 4.9HzO 2HO
0 7.23 0dd J = 8.2HzO 2HO O 7.00 O dO J = 8.2HzO 2HO 0O 5.18 0O sO 2HO O 3.69-3.5
7 0OmO 2+1HO O 3.14 0O ddO J = 13.00 3.5Hz0O 1HO 0O 2.88 0O sO 3HO O 2.74 0O ddO J =
13.00 10.7HzO 1HO O 1.21 O dO J = 6.5Hz0O 3HO .

13c NMR O 100MHzO MeODO & O 170.0 O Cquar.U 0 159.1 0 Cquae U 0 150.3 O 2CHD O 1
49.7 O C 00 131.8 0O 2CHO O 130.2 O C 0 0 123.4 0 2CHO 0O 116.5 O 2CHO O

quat. quat.
69.1 0O CH,O0 0 64.4 0 CHO O 56.7 O brO CH,O O 38.9 O brO CH3O O 37.7 O CH,O O 13.
3 0 CHzO O
goooon

oo20000000ud
goob-04-0000000000DO000O00O0D0OO0OAO0OA130
gooooao

/@/\/NHCOZMe
HO

13
Chemical Formula: CygHaNO4
Exact Mass: 195.09

0 O Chemical Formula/s0 O O O Exact Mass/0 O O O 0O

ooono

O0O0D1.5g010.9mmol0 0000000 O00O0ODODOZ2.890 33.9mmol0d O 10 10 O O
THFO OO OOzomIDOOOOODODOODODODODOOOOO.9mIO 12.0mmolO OO DO O O
oU0o0DDOO0OU0DO0OO0OO3xWULOOODODODODODOODOODDDRDOEEOACO ODCMO O O O
OO0o0o0O0o0OOoOooo0oo0ooO0oo0O0ONa,So,0 0000000000000 O0oO0Oan
000000 o0ooDoDoo0o0ooDoo0oooz.2g0000000o0oOOoOO1300000

1H NMRO 400MHzO CDCIzO 6 O 7.03-7.01 O mO 2HO O 6.80-6.75 O mO 2HO O 4.76 O br s
0 1HO O 3.66 O s 3HO O 3.42-3.37 O mO 2HO O 2.72 0O t0 J = 6.8HzO 2HO O
Jo0o0o04-000000000D00DO00DO0O0OO0OO0OOO0ODORDO240

oooooao

/@/\/ NHCOQMG
©”o 14

Chemical Formula: C,7H,gNQO4
Exact Mass: 285.14

N I I [ I B |
Oooo0oogoogood

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O

oooooad

040 000000000 O0ODO-00000DODOOOODDOOOORD2130 1.0g0 5.13mmo
I00140000001.5g0 00000000O00O0DOD0O0O

1H NMRO 400MHzO CDCIz0 6 O 7.45-7.36 O mO 4HO O 7.34-7.30 O mO 1HO O 7.11-7.09
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O mO 2HO O 6.94-6.90 O mO 2HO O 5.05 O sO 2HO O 4.66 O br sO 1HO O 3.66 O sO 3H
00 3.43-3.28 OmbO 2HO O 2.77 O tO0 J = 6.8HzO 2HO .
U4-00000000000OCOODOOOO0O000AO0AI150

ooooooD

oy

Chemical Formula: CgH;gNO

Exact Mass: 241.15
0000 Chemical Formula/O O O 0O Exact Mass/0 O 0O 0O O
Ooooooao
ocoOoocsoOoOooooOOoOO0LIAH,O0DODOOCDOOO0OO0OO0ODODODODOODOAO 140 50090 1.75mm
ol 0150 0 0 00D0DODO?215mgO 59%0 O OO OO OOO
1H NMRO 400MHzO CDCIzO 6 O 7.45-7.36 U mO 4HO O 7.35-7.30 O mO 1HO O 7.15-7.11
O md 2HO O 6.93-6.90 O mO 2HO O 5.04 O sO 2HO O 2.85-2.75 O mO 4HO O 2.45 0O sO 3
HO .
NON-O4-00000O0D0DO0ODO0O0O0ODDODODO0O0O0ODODDODOOOODODOtert-000000OA0O0I16

0
\
/@/\/N vCOzt'BU
@”o 16

Chemical Formula: CspHzgNO4
Exact Mass: 355.21

0000 Chemical Formula/O O O 0 Exact Mass/0 O 0O O O
oooooao
Otert-0 000 0O0O0ODO80u LO O.54mmol0 O O DMFO 3mlO O O O O 150 130mgd 0.54mmo
100 0Cs,Coz0 351mg00 1.08mmol0 OO OO O0O0OO0OO0OO0O0OO0OODOOCOOOOOOOOO
OOoO0ooOH0O0O0O0O0ODCMO OO DODOOOODODODODOOOOONaSO,00000000
oo0o00oooooob o000 b0 oo ooooD oo oo0oooDob oo ooooObo
O0000/ZEtOACO 9:10 0 5:50 0 0 0 0000000000 108mgd O O 560 O 160 O O
0
1H NMRO 400MHzO CDCH;0 & 0O 7.44-7.36 0 mO 4HO O 7.34-7.30 O mO 1HO 0O 7.14-7.10
O mO 2HO O 6.92-6.98 0O mO 2HO O 5.04 O br dO J = 7.8HzO 1HO O 3.21 O sO 2HO O 2.
77 0 dtd J = 7.80 5.8Hz0O 1HO 0O 2.44 0O sO 3HO 0O 1.47 O sO 3HO O 3.09-3.00 O mO 2H
O .
NON-O4-00000O0D0D0DO0ODO0O0O0ODODODO0O0OODODDODOOOODODO0OODOOUOOPS-RGO064
0
oooooao

|
O/\/N _COzH . HCl
0
u

Chemical Formula: CygH24NO4
Exact Mass: 299.15

0000 Chemical FormulasOd O O 0O Exact Mass/0 O O O 0O
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Do0o0OoOo
011C00000COD000D0000D000C-1800000000000 0 H20/MeOHO 90
0100 030:700 00160000000 080mgd 080 0000000 UDDODN

1H NMR O 400MHzO MeODO & O 7.43-7.40 O mO 2HO O 7.38-7.34 0 md 2HO O 7.32-7.27

O mDO 1HO O 7.24-7.20 O mO0 2HO O 6.99-6.95 0 mOd 2HO 0 5.06 O sO 2HO O 4.19-4.09

0 mO 2HO O 3.40 O br sO 2HO 0 3.05-3.01 O mO 2+3HO .

13C NMR O 100MHzO MeODO & U 168.4 U Cquae.U 0 159.6 O Cquar.l U 138.8 U Cquar. U
0 131.1 0 2CHO 0 129.6 O 2CHO O 129.4 O Cquae.0 0 129.0 O CHO 0 128.7 0 2CHO O 1
16.6 0 2CHO 0 71.1 O CH,0 0 59.4 O CH,O0 0 56.9 O CH,0 0 42.2 O CHgO O 30.7 O CH,
O

HRMSO C,gH5,NO5*0 0 0 0 0 O O O m/z0 300.159420 O O :300.15900

0 30000VvVOWwWDDOOO

N-OBocDODOOODODOODOODOO 170

OoDoooao
/@/\/NHBOC
HO CO.Me
17

Chemical Formula: Cy5H2¢NO5
Exact Mass: 295.14

0000 Chemical Formula/0O O O O Exact Mass/0 O 0O 0O O

Oo00o0ooOoao

O Blackerd A. John et al. in European Journal of Organic Chemistry, 20090 3413-3
426 D000 0O0DOoDoOoOoooooooooaa

Oooooad

000020 3.5g0 15.1mmol0 ODCMO SOMID O OO0 O0O0ODODOOOODODOOOOA4.2mlO 30
2nmol0 000 0CDOOOOOOODOOODOS30000DCMO 3mI0 O O Boc,00 3.6g0 16.6mmol

ooocooboboobooooooooobobbooooooooobobobobooooooooobooao
or,0000o0ocooboooobbbboooooooobbbbooooooboodbDbeMm
coOoocoooOoobDOoobobooboONaSO,D 0000000 obOobocoobooooboooboao
OoOOoo0O0O0oo0O0O0DO0oO0O0DO0ODb0O0O0ODO0OO0ODbDO0OD0OO0OO0ODO0ODDAOV/ZELOACOT 10 0O 70 30
oooobObOO0O0DO0oooooobObbob0ooooooooDbD4.1900091%0 0170 00 0O

H NMRO 400MHzO CDCI;00 & 0 6.98-6.94 0 mO 2HO O 6.73 0 dO J = 8.2HzO 2HO 0O 5.00
O br dO J = 8.0HzO 1HO O 4.56-4.51 O mO 1HO O 3.71 0O sO 3HO O 3.49 O sO 1HO O 3.

03 0 ddO0 J = 13.90 5.7Hz0 1HO 0O 2.96 O ddO J = 13.90 6.1Hz0O 1HO 0O 1.42 O sO 9HO
N-OBocOOO-OUODOOODODDODODOOOOOOOODOGDODGODAOA18vO
ooocooao

/@/\/NHBOC

EoM

0 Ve
18V

Chemical Formula: CooH7NO;5
Exact Mass: 385.19

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O

oooooad

04A0 000 00DD0DDODOO0O0ODDOOOOAL70 1.09g0 3.39mmol0 0 18VO OO0 OO DODOOO
001.3g095%0 0 00000

1H NMRO 400MHzO CDCIz0 6 O 7.44-7.36 O mO 4HO O 7.35-7.30 O mO 1HO O 7.06-7.02
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O mO 2HO O 6.92-6.88 0O mO 2HO O 5.04 0O sO 2HO O 4.97 O br dO J = 8.2HzO 1HO O 4.
57-4.52 O mO 1HO O 3.71 0O sO 3HO O 3.08-2.97 O mQd 2HO O 1.42 O sO 9HO .
N-OBocO -N-O000000OC-0000000O0CODODOGOGOGOAOAOa19vO
ooooooD

|

/@mNBOC

COH

e} 2
19v

Chemical Formula: CysHo7NO5
Exact Mass: 385.19

0000 Chemical Formula/O O O 0O Exact Mass/0 O 0O 0O O
Ooooooao
000 THFO 15mI0 O O 18vO0 O O O 1.30g0 3.37mmold O O O O 1.05ml0O 16.86mmold O O
oOUOODDOONaHO 60%0 O O OO DODO674mgd 16.86mmol0 D 0D 0D 0D 0O OO OODODOO

I I 1 I I I I 0 O R B A B e e B A B e R N N N e e N N N
00000000000 b00Db00DbL00Db0D0DbD200 000000 DO0DU0OO0DOD0OpPH4O OO
oobpeMOO0OOoOoQoUOOoOOoOOOoOOoO0OoUOOoODOoOO0OOoOOoOooOOoOooOOoO0Og,; Nayso,o OO
ooob0oo0ooooob oo ooob oo oooDoDb oo oooDooDboooooao
00000040000/ EtOAc 60 0 00 0 0 O O O O 453mgld 35%0 O O O 19vOd O O

OOoo0oooao

TH NMR 0 400MHzO CDCI,0 08 OO D DD DODODODDODODOD :7.44-7.36 0 mDd 4H0 O 7.34
-7.30 OmO 1HO O 7.14-7.09 O mO 2HO O 6.93-6.89 O mOd 2HO 0 5.04 O sO 2HO O [4.76
0 ddd J = 10.80 5.0HzO 1HO /4.56 0 ddO0 J = 10.804.2Hz0 1H] OO OO O O O O [3.
29-3.21 O mO 2HO /3.07 0 ddO J = 14.30 11.1Hz0O 1HO 0 2.98 0O ddd J = 14.30 11.10
HO]JODODDOOO0OO0OO0O0[R2.7v50s03H0/2.69 0sO03HO0]1 00000000141 0s
O9HO /1.35 0sO9HO ] OO0 OODOOO
N-OO0ooooo-oooooObObbOooooooooDboaoao2ovo
goooogao

NH
O,I::jy/ﬁjgggMe
20V

Chemical Formula: CygH» NG5

Exact Mass: 299.15
0000 Chemical Formula/O O O O Exact Mass/0 O 0O O O
oooooao
0 00 0 19vO 450mg0 1.17mmol0 O MeOHO 6.OmID 0 0 000 OO O DD O O 169y LO 2.3
dAmmolD 0D 0D O0DDODDoOODDODO0OD0DODODODODODODO0DODUODODODODDODODODODODGd
OoOO0oOocO0oooO0oOoooOoDbeMto 000 0 5%0 NaHCOO O 0 OO0 0O 0O 0O Nay,So,00 0000
0o0o0o0DDDODOo0D00O0o0ooooDDDOoO0O0oO245mgd 0D 062000000 0O 0O 20v0 0O 0O
O
1H NMRO 400MHzO CDCIz0 6 O 7.44-7.36 O mO 4HO O 7.34-7.30 O mO 1HO O 7.10-7.07
O mO 2HO 0 6.92-6.88 O mOd 2HO O 5.04 O sO 2HO O 3.67 O sO 3HO O 3.41 0O tO J = 6.
7HzO 1HO 0O 2.94-2.86 0O mO 2HO O 2.36 0O sO 3HO O 1.66 O br sO 1HO .
N-Otert-0 0 0000O00O-N-ODOOODODOOOC-ODOODO0OODODDODOOODODODOOOOOOOO
0 2avOo
Oo00o0ooOoao
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|
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Chemical Formula: Cs4H5iNO5

Exact Mass: 413.22
O O Chemical FormulasO O O 0O Exact Mass/0 0O 0O O O
ooogo
O 0O 20vO 230mgd O0.77mmol0 ODMFO 1.5mID 0 0000 tert-0 000000000 10
114p LO O.77mmol0 0 0O 00O O 0 OO 500 0 Cs,CO050 501mgl 1.54mmol0 O O O O
ocoooooo0oooDOoooooUoooDOooogooOoooDUoooogbeMO O ODOD
OCoOOoO0OO0O0oO0OONaSO,000D000D0O0C0CDODO0ODOO0DO0DDODDODDODODODODODODDO
OO0OO00O0O00O00D0OO0OD0OD0D0ODbOD0O0OD0OZ/Z EOACc QU 00O O30 00O0O00O0ODODOO
OoODO0O00157mgD OO 490 0000 021vO 0 OO
H NMRO 400MHzO CDCH,0 & 0O 7.44-7.35 O mO 4HO O 7.34-7.29 O mOd 1HO O 7.15-7.11
O mO 2H0 O 6.90-6.87 O mO 2HO O 5.02 0O sO 2HO O 3.59 0O ddO J = 9.40 5.9Hz0O 1HO
0 3.59 0sO3HO O 3.42 0dJJ = 17.0HzO 1HO O 3.26 0 dO J = 17.0HzO 1HO O 2.99
0 ddd J = 13.40 9.4Hz[O 1HO 0 2.93 0O ddO J = 13.40 5.9Hz 1HO 0 2.48 O sO 3HO O 1
47 0 sO 9HO . 20
N-OOOOODODDOO-N-O000O00-0-benzyloxytyrosinel D 0O OOODODOODOAOVO
O PS-RG01230
ocooooo

OooOoo0OoOooooOod
Oooo0ogoood

I
N__COH - HCI

o CO.Me
Vv

Chemical Formula: CogHoaNOg
Exact Mass: 357.16 30
0000 Chemical FormulasO O O O Exact Mass/0 O 0O O O
licooooocoboooouooooooocec-180000000ODO0ODCdODOH,0/MeOHO 900
o0 g30:7ol 0 b2vd b 0bO0bOBn®82mgd 86%0 O OO OOOVODOODRDO
1H NMR O 400MHzO MeODO & O 7.42-7.39 0O mOd 2HO O 7.37-7.32 O md 2HO O 7.31-7.26
OmO 1HO O 7.16-7.12 O mO 2HO 0 6.96-6.89 0O md 2HO O 5.03 O sO 2HO O 3.89 O ddO
J = 8.40 6.8HzO 1HO O 3.59 0O sO 3HO 0O 3.58 0 dO0 J = 16.9HzO 1HO O 3.48 0 dO J =
16.9HzO 1HO O 3.09-2.99 O md 2HO O 2.62 O sO 3HO .
13C NMR O 100MHzO MeODO & O 173.0 O Cquat. 0 0 172.3 U Cquuae 0 0 159.4 O Cyuae U
0138.8 U Cquae U 0 131.4 0 2CHO O 130.2 O Cyuae U 0 129.6 0O 2CHO O 129.0 O CHO
0 128.7 0 2CHO 0O 116.2 0O 2CHO O 71.1 0O CH,O 0 69.3 O CHO O 56.8 O CH,O O 52.4 0O 40
CH;0 O 40.4 O CHzO O 35.5 0O CH,O .
HRMSO C,oHo,NOs™0 0 0 00 O 0O O m/zO 358.164900 O O :358.16473
N-Carboxymethyl-N-0O O O - O -3- chlorobenzyloxytyrosinel 0 OO0 O O0ODODOOOWO
O PS-RG01220
oooooao
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Chemical Formula: CygH22CINO5
Exact Mass: 391.12
OO000 Chemical Formulas0 O 0O 0O Exact Mass/0 0O O 0O 0O
oooooao
blrcooooocooboooOoooooooc-18000000000000H,0/MeCHO 90 10
0 100 0 30:700 O O 21wD 100mgd 75%0 0O O 00000000 72mgd 75%0 0000 O0OW
oooao
H NMR O 400MHzO MeODO & O 7.43 O br sO 1HO 0 7.34-7.27 O mO 3HO O 7.16-7.13 O m
0 2HO 0 6.92-6.89 O md 2HO 0 5.03 O sO 2HO 0 3.90 O tO J = 7.6HzO 1HO O 3.59 O d
0J = 16.9Hz0 1HO O 3.59 O sO 3HO 0O 3.49 O dO J = 16.9HzO 1HO O 3.05-3.03 O mOd 2
HO O 2.62 0O sO 3HO .
13C NMR O 100MHzO MeODO & O 172.9 O Cquae U 0 172.2 0 Cuuae U 0 159.1 U Cquuae U
0 141.3 U Cquae. 0 0 135.5 0 Cquae U 0 131.5 0 2CHO 0 131.2 0O CHO O 130.4 U Cquuatr
00 129.0 O0CHO O 128.4 O CHO O 126.8 O CHO O 116.2 0O 2CHO O 70.1 O CH,O O 69.3
0 CHO O 56.8 O CH,O O 52.4 O CHzO O 40.4 O CHzO 0O 35.5 O CH,O . 20
HRMSO CooHo,NOg™0 O 0O O 0 0O 0O O m/z0O 392.125930 0 0O :392.12552
040 0O 0O O XO YO zO AAO ABO
Ooso-N-01-04-0000000000C0O000-3-000000000-2-000-N-0
ODooooe22
oooooao

/@/\/NH
0 “OH
22
30

Chemical Formula: C47H51NO>
Exact Mass: 271.16

0000 Chemical Formula/O O O O Exact Mass/0 O 0O 0O O

oooooao

000D04BO 5.090 14.6mmol0 O O O THFO 75ml0 O O O O O O LiIAIH40 2.2g0 58.2mmol
0odooDoo0ooDoDoo0oo0ooDoooooDoDoooo3ooDooooDoDooooooad
Oo0o0o0DDD10%NaOHO DO OO OO0 O OoOoODODOz22mlD0D00O0O0O0OOOOOCOODOOO
0oooDDoDDoODOoD0O0oo0ooooooDoDoODCMOOTHFO O ODDODDODODODODOODOODOoOOoODDOOO
00000000 oDoO00oo0Do0Do0o0O0o0o0DD0DO0OO00D0DDEtOACO 10 10 O O O DCMO MeOH
0703000 00000000 3.48g0 88%01 OO OO 40

1H NMRO 400MHzO CDCH;0 & 0 7.44-7.31 O mO 5HO O 7.10 0 dO J = 8.4Hz0 2HO 0 6.92
0dOJ = 8.4Hz0 2HO 0 5.05 O sO 2HO 0 3.64 0 ddO J = 10.80 3.6HzO 1HO O 3.34 O d
dd J = 10.80 4.8HzO 1HO O 2.78-2.64 0O md 2H+1HO O 2.41 0O sO 3HO O 2.06 O br sO 2
HO .
tert-0000o00SO-N-01-04-00000000DO0DO0O00O0DO0-8-000000D0ODO0OO0O=-2-
Oo0oo0-N23-0000000000

gooodaad
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Chemical Formula: CoaH3iNOy4
Exact Mass: 385.23

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O

oooooad

O DMFO 20mi0 O 0 220 O O O 1.14g0 4.20mmold O O Et3NO 615p LO 4.41mmoll O O tert 10
-000D0OoboDOoboDOooooeesuy LO4 41mmol0 0000 D0O0ODOODOODOODOODOODOGO
OODMFO OOOOOOoDoDOoDOoOOoooDoDoooobeMODOOODoDoDOoOOooOooDoDooonoao
coobcMO3m OOOOOCOOOOOOOOCOOOOOOOOOODODOODOAOODONaHCO5zO
ObODOooOO0O0oO0OO0O0D0ONa,So,0000000O0O00O0O0DODO0DO0ODOODODODODODODDODOO
00o0o0Do0o0o0o0DoDoDO0o0oo0oo0DO0oOd/ZELOACO 707300 0650/500 0 0 0000 0OO00O1.30

gd 80%0 0O OO 230000

1H NMRO 400MHzO CDCIzO 6 O 7.44-7.30 O mO 5HO O 7.06 O dO J = 8.4HzO 2HO O 6.90

0 do J 8.4Hz0O 2HO O 5.04 O sO 2HO O 3.44 0O ddO J = 10.40 4.4HzO 1HO 0 3.32 O b

r to J 10.4HzO 1HO 0O 3.28 0 dO J = 16.4Hz0O 1HO O 3.13 0 dO J = 16.4Hz0O 1HO O 3
.01-2.94 Omd 1HO O 2.78 O ddO J = 13.60 5.6Hz0 1HO 0 2.43 0 sO 3HO O 2.35 O dd 20
0J = 13.60 8.8HzO 1HO O 1.47 O sO 9HO .
oso-N-01-04-0000000ODO0ODOODODOD-3-00000000O00O-2-000 -N-0O
000000 XOPS-RG01880

Ooo0ooDOoad

I
/©/\_/N _COH
BnO “OH
X

Chemical Formula: CygHaNO4
Exact Mass: 329.16

30

0000 Chemical Formula/O O 0O 0O Exact Mass/0 O 0O 0O O

oooooao
Jlic0dooocoo0oO0OdooDOoOOoOoOoOoOoOCceC-1800000000OO0ODOH20/MeOHO 90
glooO030:700 0020 000000DO0120mgd 0660 D DO OOOXOODOO

14 NMR O 400MHz[ MeODO & O 7.43-7.27 O md 5HO0 O 7.09 O dO J = 8.6HzO 2HO O 6.91
0dO J = 8.6Hz0O0 2HO O 5.05 O s 2HO 0O 3.47 0O ddd J = 11.40 10.0HzO 1HO O 3.39 0O
ddO J = 11.40 3.8HzO 1HO 0O 3.27 O dO J = 15.5Hz0 1HO O 3.12 0 dO J = 15.5Hz0 1H
002.95 0Obr sO1HO O 2.84 0O ddO J = 13.40 3.8HzO 1HO O 2.39 O sO 3HO O 2.28 O
ddO J = 13.40 10.7HzO 1HO . 40
13c NMR O 100MHzO DMSO-d60 & O 175.3 O Cquat. 0 0 156.5 U Cquuae. 0 0 137.2 U Cyuuar
.0 0132.4 0 Cquae.0 0 129.9 0 2CHO 0 128.4 0 2CHO 0O 127.8 0O CHO 0O 127.7 0O 2CHO
0 114.6 0 2CHO 0 69.1 O CH,O0 O 66.7 0O CHO O 59.7 O CH,O0 0 58.4 O0CH,O0O37.10C¢C
HzO O 30.4 O CH,O .

tert-0 0 00SO-N-O1-04-0000CO00O0O0O0O0O0O0O0O0-8-0000C0ODO-=-2-000
U-N24 -000O0CO0OD0DOOO
oooooaoD
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Chemical Formula: CasHagCINO,
Exact Mass: 403.19

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O

oooooad

0 O 0O DCMO 20miI0d O 0O 230 1.23g0 3.20mmold O 0O O O O OO O O Et3NO 900y LO 6.40mmo 10
ID0 0000000000 TsCIO 1.22g0 6.40mmold O O DMAPO 117mg 0.96mmol0 O O O
0 o A o o e A o A o R O A A A o[04 Y [ A AR W A W

g0 00000000000 DOO0OO0O0DDODDOO0O0ODDODEeMO3x D O0OooDoDOoOoooao
0000000000 0ONa2sO40 000000 0O0O0ODODONaHCO3D D OO ODODDODOOOORO
0o0o0oDoo0o0oooDoDo0oo0ooDooo0o0oDoDoo0o0oDoDooo0oDoDooooDoDoooonao
00000000 /EtOAC 85/150 0 0 00000 O0D0DOOOODO1,1490 88%0 O O O 240

ooao

1H NMRO 400MHzO CDCIzO 6 O 7.45-7.31 O mO 5HO O 7.18 O dO J = 8.4HzO 2HO O 6.93

0 dO J = 8.4Hz0O0 2HO O 5.05 0O sO 2HO O 4.16-4.10 O mO 1HO O 3.31 0O sO 2HO O 3.20

0 ddO J = 14.40 4.8Hz0O 1HO 0O 2.90-2.85 0O md 3HO O 2.49 0O sO 3HO O 1.47 0O sO 9HO 20
oso-N-01-04-0000000DO0O0O0O0OODOODO-83-00O00O000O0-2-000 -N-OOO
0000 YOPS-ADO0950O

Ooo0ooDOoad

I
/@/\/N _COH
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Chemical Formula: CygH;,CINO4

Exact Mass: 347.13 30

0000 Chemical Formula/O O 0O 0O Exact Mass/0 O 0O 0O O

oooooao
gl1acodooocooopoooooooobocec-1800000000O0O0O0O0OH,0/MeOHO 90
0100 0O 30:700 0O O 240 84mgd 0.22ammol0 0D 0D 0D 0D 0 O O O 24mg0 30%0 D OO O OOW
ooono

1H NMR O 400MHzO DMSO-d60 & 0O 7.43-7.30 O mO 5HO O 7.18 0O dO J = 8.4HzO 2HO O 6.
94 0 dd J = 8.4HzO 2HO 0O 5.07 0O sO 2HO O 4.33-4.27 O mO 1HO O 3.37-3.28 0O md 2H
00 3.19 0ddO J = 14.50 3.9HzO 1HO 0 2.83 0 dO J = 6.3HzO 2HO O 2.74 0O ddO J =
14.50 8.9HzO 1HO O 2.40 O sO 3HO . 40
13c NMR O 100MHzO DMSO-d60 & O 171.9 O Cquat. 0 0 157.0 O Cuuae. 0 0 137.2 U Cquuar
.0 0 130.4 0 2CHO 0 130.0 O Cquae 0 0 128.4 0 2CHO O 127.8 0O CHO 0O 127.7 0O 2CHO
0 114.4 0 2CHO 0 69.1 O CH,O0 0 62.1 0OCH,O0O61.9 0CHDO O57.8 0CH,0041.9 0C
HzO O 40.5 O CH,O .

tert- OO QOSO-N-O1-04-000000000O0DODDOOO-3-0000000-2-0
OO0O-N2s-000000000

oooooao



(59) JP 2017-503769 A 2017.2.2

I
/@A/N vCOzt-BU
BnO ~CN
25

Chemical Formula: Co4H4gN 205
Exact Mass: 394.23

0 O Chemical Formulas0d O O O Exact Mass/0 O O O O
Oo0on
0 DMFO 2.5mi0 O O O 240 235mg0 0.58mmol0 O O O O O KCNO 379mg0 5.82mmol0 O 1

O OO oOgo oo d
Oooo0ogoood

-0000-60 31mg0 O.12mmolD O NalDO D OO OO OOODOODODMWE O 10000100
CoOOoo0oO0oooO0oOoDbDOoOoDCMO O ONaHCOD D DO OOODODOODOAODONaySo,0 O
OCOO0O0OO0O0O0ONaRCOzOODODOODOOODOOODOOOODODOODOOOOOOOODOO
OoOO00O0O0o0O0O0D0OO00OO0DO0ODbOD0O0ODOO0OO0OO0OO0OD0ODO0D0DDOD/ZEOAC 807200 O OO
O0oo0ooODDOO0O0O0000183mgd 80%0 O O O 250 00O O

1H NMRO 400MHzO CDCl;0 & O 7.45-7.31 O mOd 5HO O 7.14 O dO J = 8.0HzO 2HO O 6.93
0ddJ = 8.0HzO 2HO 0 5.05 O sO 2HO 0 3.39 0 dJ J = 16.8HzO 1HO 0 3.33 0 dO J =
16.8Hz0 1HO O 3.26-3.20 O mOd 1HO O 3.02 O dd0 J =13.60 4.8HzO 1HO O 2.67 O ddO J
=13.60 9.6HzO 1HO 0 2.53 O sO 3HO 0 2.46 O dd0 J =17.20 4.8HzO 1HO O 2.37 O dd
0J = 17.20 6.4Hz0 1HO O 1.48 O sO 9HO .

13C NMR O 100MHzO CDCl50 & 0 170.3 O Cquae.0 0 157.6 O Cquae.D 0 136.9 O Cquar.
0 0 130.3 O Cquae.D 0 130.0 O 2CHO O 128.5 0 2CHO O 127.9 O CHO O 127.4 O 2CHO
0 118.6 O Cquar.0 0 115.0 O 2CHD 0 81.2 U Cquae.0 0 69.9 O CH,O0 0 61.6 0 CHO O 5
6.4 0 CH,0 0 37.8 O CHy0 0 36.3 O CH,0 0 28.0 O 3CHz0 O 18.8 O CH,O .
0SO-N-01-04-00000000000000-3- cyanopropan -2-0 0 0 -N-0 0 00O
000 zO PS-AD01860

000000

\
/@/\/N _COAH
BnO ~CN
z

Chemical Formula: CogHo:N 04
Exact Mass: 338.16

0000 Chemical Formula/O O O O Exact Mass/0 O 0O 0O O

oooooao
gl1acodooocoo0opoOoooooooocec-180000O0OO0OOOOdH,0/MeOHO 90
0 100 O 30:700 O O 250 74mgd 0.18mmold O O O O O O 54mgd 77%0 0 O O O O O zZO O
0o

1H NMR O 400MHz[ MeODO & [ 7.41-7.27 0O md 5HO0 O 7.20 O dO J = 8.3HzO 2HO O 6.95
0 dO J = 8.3HzO 2HO O 5.03 0O sO 2HO 0O 3.60-3.50 O mO 3HO O 3.10 O ddO J = 13.30
5.0Hz0O 1HO O 2.79 0O ddO J = 13.30 9.8HzO 1HO O 2.75-2.62 O mO 2HO O 2.69 O sO 3H
O .

13c NMR O 100MHzO MeODO & O 172.6 O Cquar.l 0 159.5 0 Cuyae. 0 0 138.8 U Cuyar U
0 131.5 0 2CHO 0O 130.1 O Cquae U 0 129.7 0 2CHD O 129.0 O CHO 0O 128.7 0 2CHO O 1
19.1 0 Cuuae. U 0 116.5 0 2CHO O 71.1 0O CH,0 0 63.6 0O CHO 0O 57.2 O CHO O 38.8 [
CH3;O O 36.2 0O CH,O O 18.8 O CH,O .

O0SsSO-N-O1-000-3-04-0 0000000000000 -2-000-N26-000000
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\
/@/\/N vCOzt-BU
HO ~CN
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Chemical Formula: Ci7H24N204
Exact Mass: 304.18

0000 Chemical Formula/0 O 0O O Exact Mass/0 O O O O

oooooad

goBO D100 0000000DODOO0O 1000000DDOOODO 250 213mgd 0.54mmold
000000 OobOOoze000b000O0DO0O0OO0OO0OO0OODODODODODODODODODOD?260 148m
gl 90%0 O O O O

1H NMRO 400MHzO CDCI;0 6 O 7.06 O dOJ = 8.0HzO 2HO O 6.77 O dO J = 8.0HzO 2HO
05.43 0 br sOOHO O 3.38 0 dO0J = 16.8HzO 1HO 0 3.33 0 dO J = 16.8HzO 1HO O 3.2
2-3.17 O mO 1HO O 2.99 0O ddO J =13.60 4.8Hz0O 1HO O 2.64 O ddO J =13.60 9.6Hz0O 1H
0 02.52 0sO3HO O 2.46 0 ddO J =17.00 4.8HzO 1HO O 2.36 0O ddOd J = 17.00 6.2Hz
0 1HO O 1.47 0O sO 9HO .

tert-0 00 -0SO-N-O1-000-3-04-00304-000000000000000O000O3
ooooo-2-000-N~~O0O0O0COOODOO 27

oooooad

I
/@/\./ N vCOzt-BU
cl :
D/o ~CN
Cl 27
Chemical Formula: Co4H2gC1N,O4
Exact Mass: 462.15

0000 Chemical Formula/O O O O Exact Mass/0 O O 0O O

oooooao

OO0 0DMFO 2mlO O O 260 131mgd 0.43mmol0 0 O 0 00 O 0 O O O K,CO0z0 179mgd 1.29m

molD 0O03,4-000000000083u LOO.s6emmol 0 0 0D 0DO0DDODODO0OOOOOODGO
0oooDDODO0D0o00oO0ooooDoODOoDOo0DoOoo0ooooDoDDOODCMO DO OO OGOGOaO
0odo0ooo0o0oDoDoOo0oooDoo0o0oDoDoDO0o0o0DoDoDo0o0o0DoDoDOo0O0oo0DoDDOoOogao/ZEO

Ac 90/7100 0 75/250 0 0000000 DO00OD0ODOAA75mgl 88%U O O O 270 0 0O

1H NMRO 400MHzO CDCH;00 & 0O 7.53 O sO 1HO 0 7.45 O dO0 J = 8.4HzO 1HO O 7.25 0O dO

J =8.4Hz0 1HO O 7.14 0 dO J = 8.4HzO 2HO 0 6.88 O dO0 J = 8.4HzO 2HO 0 4.99 O s
0 2H0 0 3.38 0 dO0J = 17.0 HzO 1HO 0 3.32 0 dd J = 17.0 HzO 1HO O 3.26-3.19 O m
0 1HO O 3.02 O ddO J = 13.60 5.2Hz0 1HO 0 2.68 O ddd J = 13.60 9.2HzO 1HO O 2.52
0O sO3HO O 2.46 0ddd J = 17.20 4.8Hz0O 1HO O 2.370 ddd J = 17.20 6.0HzO 1HO O 1
.47 0O sO 9HO .

13C NMR O 100 MHzO CDCI30 & O 170.3 O Cquar. .0 0 157.1 OC
00 132.7 0 Cquae.0 0 131.9 0O Cuuae. U 0 130.8 O Cuuae U 0O 130.6 O CHO O 130.2

0 2CHO 0 129.2 0 CHO 0 126.5 0 CHO O 118.6 U Cquae 0 0 115.0 O 2CHO O 81.3 O Cgy,

2.0 068.5 0CH,00O061.6 0 CHO O56.4 0 CH,O0 0 37.8 0 CHgO O 36.4 O CH,O0 O 28.1
0 3CH5O O 18.9 O CH,O .
Ooso-N-01-000-3-04-003,4-0000000000D0OO0OOODODOOODODOO-=-2-
O000-N-O00O0O0O00O0 AAOD PS-AD01910

oooooao

quat. U 0 137.3 U Cquatr

10

20

30

40

50



(61) JP 2017-503769 A 2017.2.2

|
/@/\/N \/COQH
Cl:I:::I/”\O ~cN
Cl AA
Chemical Formula: CogHogClaN2O4
Exact Mass: 406.09

0000 Chemical Formula/0 O 0O O Exact Mass/0 O 0O O O

oooooad
dl1icooooocood0oooDOoOoOoOooDOoce-1800000000O0OO0O0ODOH20/MeOHO 90
0 100 0O 30:700 O O 270 162mg0 O0.44mmol0 O 0 0 0O D O O O O O O AAO 120mgl 66%0 O
0 0O 120mgd 66%0 O O O O O O

1H NMR O 400MHzO MeODO & O 7.58 O s 1HO O 7.49 0O dO J = 8.2HzO 1HO O 7.33 O dO
J =8.2HzO0 1HO O 7.22 0 dO J = 8.2HzO 2HO 0 6.95 0 dO J = 8.2HzO 2HO 0 5.03 O s
0 2HO O 3.57-3.48 0O mO 3HO 0O 3.10 0O ddO0 J = 13.30 3.8HzO 1HO O 2.79 O ddd J = 13
.30 9.9HzO 1HO O 2.74-2.62 O mO 2HO 0O 2.66 0O sO 3HO .

13C NMR O 100MHzO MeODO & O 173.1 O Cquatr.U 0 159.1 U Cyuuae .U 0 139.8 U Cquuar. U
0 133.5 U Cquae U 0 132.6 0 Cuuae U 0 131.8 U CHU O 131.6 U 2CHO O 130.9 U Cquat
.0 0130.4 0 CHO O 128.3 0 CHO 0 119.3 0 Cquae U U 116.5 0O 2CHO O 69.5 0O CHyO O
63.6 O CHO O 57.2 O CH,O0 O 38.7 O0CHzO O 36.4 O CH,O0 O 18.8 O CH,O O

HRMSO m/z0 H,oCooCILN,050 O O O O O 405.077820 O O :405.07819

oso-N-01-00 0000000 -3-04-003,4-00000000000000O00O00O~O
00000 -2-000-N-00000O00O00 ABOPS-RG02210

oo0oooad

I
N __COH
O ~0
aB L :

Chemical Formula: CogHogNO4
Exact Mass: 412.21

0000 Chemical Formula/O O O O Exact Mass/0 O 0O 0O O

oooooao

000D 230 200mg0d 0.52mmol0 O OO THFO O OO OO DONaHO OO 6000 O O O 42mg0 1
OdmmolD DD 0D ODOODDODOODDDODOODDODDO1I000000000O0OOQ3u LO 0.78mmol
oooooDDODO0U0oO000ooooDoODOoDUODOoOoU0UoUOoOoDoDoDDoOODDODDODDODOUOOOOO2.0ml
0oooDDoDO0D0o0O0oO0oooDoDoODOoDO0Do0DO0O0U0o0OoDoDDDO0O0DO0DOoO02QWO0DO0O000O0
OO0000200000c180000H,0/MeOHO 90:-100 O 5:950 0 0000000000
00O 0O 108mgd 46%0 O O O ABO OO O

1H NMR O 400MHz[ MeODO & [ 7.43-7.42 0O md 2HO O 7.38-7.27 O md 8HO O 7.15 O dO J
= 8.6Hz0O 2HO 0 6.94 0 dO J = 8.6HzO 2HO 0 5.06 O s 2HO O 4.55 0 dO J = 11.7Hz
0 1HO O 4.45 0 dO J = 11.7HzO 1HO 0O 3.83-3.68 0O md 3HO O 3.64 O ddO J = 11.70 2.
9HzO 1HO O 3.55 0 ddO J = 11.70 7.1HzO 1HO O 3.07 O ddd J = 13.30 4.6Hz0O 1HO O 2
.93 0 s 3HO O 2.90 O ddOO0 J = 13.30 10.9HzO 1HO O

13c NMR O 100MHzO MeODO & O 170.0 O Cquat. U 0 159.7 O Cuuae. U 0 138.8 U Cquyar U
0 138.6 U Cquae U 0 131.5 0 2CHO 0O 129.74 0 2CHO 0O 129.66 0 2CHO 0O 129.4 [0 2CHO
0 129.3 0O CHO 0 129.0 0O CHO 0 128.9 0 Cquaed 0 128.7 0O 2CHO 0 116.6 0 2CHO O 74.
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50CH,0071.1 O0CH,O0O67.4 0CHO O 66.6 OCH,O0 O 58.1 0CH,O O 39.9 O CHz0O O
32.1 0 CH,O O

os500000ao0a0oaAco
ogst-3-04-0000000bOO00obobbD-=-2-00000000000000D0ODOO0OAO
Oooo28

gooocooao

/©/\/NHC02ME
BnO 07 0OH

28

Chemical Formula: C,gH;gNO5
Exact Mass: 329.13

0000 Chemical Formula/O O 0 0O Exact Mass/0 O 0O 0O O

oooooao

OOoOoOo0O0OBOZ2.06gd6.0mmold OTHFO 1OmMID 0D OO0 O0DD OO0 OO ODO O 0.50g0d 21.0m

molO OODODOOSmIDDODDODO0DODOOOOODODDODDODODODOOO2WO03000oooO0OaoO
OOO0ODOKHSO, IMD OO OpH=4000000000000000O000OO0DCMO OO
OoooOooOOoOobeMO3 O O0OO0O0O0OO0O0OO0O0OO0OO0ONaSo,0000000000000O0
oooooDoODOo0D0o0oo0o0o0ooooDoDDOoDO00oOoO0OoooDoDoDoDoODOoDOoDOoOoOooOo2OO0000
0 2.0g0 100%0 0O O O O O O

H NMRO 400MHzO CDCI;0 & 0O 7.42-7.30 (mO 5H)0 7.09 (dO0 J = 8.2HzO 2H)O 6.91 (dO

J = 8.2HzO 2H)O 5.10(br dO J = 7.6Hz0O 1H)O 5.03 (sO 2H)O 4.66-4.62 (md 1H)O 3.67
(sO 3H)O 3.16-3.04 (mO 2H).

0S-4-04-0 000000000000 D-3-00000000O0O0O0ODODOOODOOOO
0 29

oooooo

mNHCOQMG
BnO \[//O
29 OH

Chemical Formula: CyjgHo{NOg
Exact Mass: 343.14

000 Chemical Formula/s0 O O O Exact Mass/0 O O O 0O

ooooao

O000D—0000D0D0O00ooo20028003000000000
O0o0oDoDOoO0oo0ooDoDoDOo0oOooooOo?2801.520 000 4.62mmol0 O O O DCMO 17mlO
oogoDooO0OO0ODODDODDOUOUOODOUOOOODOSB9u LO6.93mmoID D ODOODOOCOODODOO

DMF SO0 O0OO0O0O0O0O0OO0OOOODDODOO0OO0DO0DOoOoooooObObobOoooooooboooDbOan
oooobDDbOooooo

oooono

2000000000000 00DOODODODODO0OODODO2.6000 00 4.62mmol0 O N
200 00000THFO 20mMID DO OO0 OO0OO0OODO-1000 0000DEL005.2mI0 10.
4mmold O O TMSDO 2MO 0 O 0O O O O O O E€3NO 1.44ml0 10.4mmol0 O OO0 O DO OO DO O2
obooO0OO0O-10000000D0O0OO0CDOOODCMIDODODOOODONaHCOZ0 O DO O O O NH,CIH
oooobODbOO0OO0oDO0oooooooDbDDbONa,SO,00000ODDObObOO0oooooooboao
oooobDboOooooooooobbbooooooooonD

ooocooao

OoOD3q0000oo00oo0bOO0ob000ooD0oDOO0OMeOHD2MIDO O DO ODOODOOOD 161mg
O 0.46mmol0 O 0O O O O EtgNO 1.21mI0O 8.66mmol0 O O AgOBzO O O O 63mgd 0.27mmol0d

OoooooQgooao
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000000000000 00O0000O0O0O00O0O0O0O0O0O0O0ODODONOoOOoONOoOoGooaO
000000 D0O0O0ODMI 100 0000000000000 0O0000O00O0OONa2s04
000000 O0O0DO00ONaHCO3D 0000000000000 D0O0D0DD0O0O0D0D0OO0O0O0OO
000000000000 000O0000O0000D00000000O00O0 /EtOAc 80/20
00000000 082mgd 480 000029000 O
TH NMRO 400MHzO CDCl50 & O 7.44-7.30 (mO 5H)0 7.10 (dO J = 8.2HzO 2H)O 6.92 (dO
J = 8.2Hz0O 2H)O 5.28(br sO 1H)O 5.04 (sO 2H)O 4.17 (br dO J = 5.6Hz0 1H)O 3.68 (
sO 3H)O 3.64 (sO 3H)O 2.91-2.85 (mO 1H)O 2.80-2.75 (mO 1H)O 2.55-2.45 (mO 1H).4.
66-4.62 (mO 1H).
13C NMR (100 MHzO €DCI3) & 0 171.9 (Cquar.)dU 157.5 (Cquar )0 156.1 (Cquar )0 137
-1 (Cquar. )0 130.2 (2CH)O 129.7 (Cquae.)D 128.5 (2CH)O 127.8 (CH)O 127.4 (2CH)O
114.8 (2CH)O 69.8 (CH,)O 51.9 (CHZ)O 51.6 (CHg)O 49.3 (CH)O 39.3 (CH,)O 37.2 (CH
2)-
0S0-4-04-00000000000000-3-00000000000-1-000 30
0Dooooo

I

30 OH

Chemical Formula: CigHzNO»
Exact Mass: 285.17

0000 Chemical Formula/O O 0 0 Exact Mass/0 O O 0O O

oooooao

00000290 200mgd 0O.57mmold O O O THFO 3ml0 O O O O O O O LiAIH40 129mg0d 3.39

mmolO D OO0 00000 O0OOODODDODDODODUODODODOOOODDODODDODODODOOOODOoOODODOGO

0oooDDDODOoOO0O0oOol100O0ONaOHODDODOO OO OQOODDODODODODOOOOOODODOO

good0oi100o0o0DoDo0oo0ooDoDoooDoDoDooooDoDoooobeMO OO OoOoOnDoOOand

0o0ooo0oDDODO0U000U0Oo0o0o0DDO0ODO0oDU0DU0DO00U0O0OO0DO0DDDO0OO0DO0OOOODODCMO O DCM/M

eCHO 94/60 0 D00 00O O0ODDDOODODOOOOODDORDOS82mgd 51%0 O O O O

1H NMR O 400MHz[O MeODO & O 7.42-7.27 (mO 5H)0 7.12 (dO J = 8.4HzO 2H)O 6.93 (dO

J = 8.4HzO 2H)O 5.04 (sO 2H)O 3.69-3.57 (mO 2H)O 2.84-2.73 (mQd 2H)O 2.61 (ddd J

= 13.20 7.2Hz0O 1H)O 2.37 (sO 3H)O 1.67-1.57 (md 2H)

13c NMR O 100MHzO MeODO & O 158.9(Cquatr_ )0 138.8 (Cuuar DU 132.4 (Cquuae )0 131.3
(2CH)O 129.5 (2CH)O 128.8 (CH)O 128.5 (2CH)O 116.1 (2CH)O 71.0 (CH,)O 60.9 (CH,

)0 60.7 (CH)O 40.0 (CH,)O 35.9 (CH,)O 33.4 (CHy).-

tert-0 0 00SO-N-01-04-000000000000O0D0O0DO -4- hydroxybutan-2-0 0 O

-N-O0O0D0DO0oooooo 31

oooooao

I
/@/\/N vCOZt-BU
BnO
3 \OH

Chemical Formula: CagH33NO4
Exact Mass: 399.24

0000 Chemical Formula/0 O 0O O Exact Mass/0 O 0O O O
0002000002000 000000 4000000000003 30081mgd 0.28mm
ol 000DOOOOO0OD30D00ODDODOOODDODDOOODDDODOODDODDOOODODDOOO
0 310 107mg0 940 O O O O O

10

20

30

40

50
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1H NMRO 400MHzO CDCl50 & O 7.43-7.29 (md 5H)0 7.03 (dO J = 8.0HzO 2H)O 6.89 (dO
J = 8.0HzO 2H)O 5.02 (sO 2H)O 3.73-3.64 (mO 2H)O 3.33 (dO J = 16.2HzO 1H)O 3.17
(d0 J = 16.2Hz0 1H)O 2.92-2.84 (mO 3H)O 2.39 (br sO 3H)O 2.26 (ddd J = 12.80 10.
OHzO 1H)O 1.74-1.64 (m,1H)O 1.48 (sO 9H).
0SO0-N-01-04-00000000000000-4-00000000-2-000 -N-00O
00000 ACO PS-AD0O1790

Ooo00Q0O0

|
/@/\_,N _COH
BnO N
AC oy

Chemical Formula: CygH25NGy,
Exact Mass: 343.18

0000 Chemical Formula/0 O O O Exact Mass/0 O 0O 0O O
oooooad
glrcoogoogocoboooooboOoopDOoocec-1s00000O0DODODOODOH,O0/MeOHD 90
0 100 0O 30:700 O O 310 30omgd 0.88mmol0 0 O OO O O DO DO OO O ACO 12mgd 42%0 0O O
oooano
1H NMR O 400MHzO MeODO & O 7.43-7.28 (mO 5H)0O 7.21 (dO J = 8.2HzO 2H)O 6.98 (dO
J = 8.1HzO 2H)O 5.06 (sO 2H)O 3.76-3.69 (mO 4H)O 3.59 (br tdO J = 10.70 2.3HzO 1
H)O 3.14 (ddO J = 13.40 3.8HzO 1H)O 2.92 (sO 3H)O 2.76 (ddO J = 13.40 10.7HzO 1H
)0 2.06-1.95 (mO 1H)O 1.68 (br ddO J = 15.60 2.6Hz0O 1H).
13C NMR O 100MHzO MeODO & O 169.7(Cquatr. DU 159.8 (Cuuar DU 138.7 (Cuuar )l 131.5

(2CH)D 129.5 (2CH)D 129.3 (Cqua)U 128.9(CHYDT 128.6 (2CH)U 116.5 (2CH)O 71.0 (C
H,)O 69.4 (CH)YO 61.3 (CH,)O 57.7 (CH,)O 37.9 (CH3)O 34.8 (CH,)O 30.8 (CHL)-
060000 AD
4-000000-7-00000O0O0CO0O00O 0O 320
oo0oooad

Cl

~

HO 0" "0
32
Chemical Formula: C4gH-CIO3
Exact Mass: 210.01

0000 Chemical Formula/O O O 0 Exact Mass/0 O 0O 0O O

OoDoooo

0 Carotti, A. et al., Journal of Medicinal Chemistry, 2009, 52 6685 -67060 O O
Ooooooao

4-0 00 -7-0000000COOO00O O 330

ooDoooo
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8] o "0
g o

Chemical Formula: C47H¢3CIO4
Exact Mass: 300.06

0000 Chemical Formula/O O 0O 0O Exact Mass/0 0O 0O 0O O
goooooao
0 Carotti, A. et al., Journal of Medicinal Chemistry, 2009, 52 6685 -67060 O O
ooooooao
Otert-0 0 ON-ODO7-00000000O0DO0-2-000-2-H-O00O0O04-0000CDODOO
O-N-OO00Q0OoQooDoDb O340
ooooDoaD

|

N._-COyt-Bu

~

0O o "0
34

Chemical Formula: Co4H57NOg
Exact Mass: 409.19

0000 Chemical Formula/O O O 0 Exact Mass/0 O O 0O O

oooooao

OK,CozO0 207mg0d 1.50 0000 000C0ODMFO2miIDO 00000 00tert-0000000O0
oooo0217mgt 1.2mmol0 OS50 0 00 000D0DDODDODO0OO0OO0OOODOOOODODO 330 300mg 1.
ool 00 O00OOO0OSB000Cs,C0z;0488mg0 1.50000000000000000
00o0o0Do0o0oDoDoDooo0ooDoooooDoDoOoooDobeMOD OO0 O0oDoDoOooDoDooad
ooooDoODO0oU0oU0O0oUdUooooDoODoDU0DU0DU0Ud0UdO0O0Oo0DoDDODODUODO0DOO0UooUOoODODDOO/E
tOACO 8:20 0 5:50 0 0000 000OD0O 141mgd O O 35%0 340 0O O O

H NMRO 400MHzO CDCI;0 & 0 7.90 (dO J = 8.8Hz0O 1H)O 7.44-7.32 (mO 5H)0 6.92 (dd
0 J = 8.80 2.5Hz0O 1H)O 6.88 (dO J = 2.5Hz0O 1H)O 6.34 (tOd J = 1.0HzO 1H)O 5.13 (s
0 2H)O 3.82 (dO J = 1.0HzO 2H)O 3.27 (sO 2H)O 2.42 (sO 3H)O 1.49 (sO 9H).

13C NMR O 100MHzO CDCI;0 & 0O 170.2 (Cquat D0 161.8 (Cquuae DU 161.7 (Cyuae DD 155
-7 (Cquatr DU 152.8 (Cquuar DU 136.1 (Cquar DU 128.9 (2CH)D 128.5 (CH)O 127.7 (2CH
J0 126.5 (CH)O 113.1 (CH)O 112.8 (Cuuar. DU 112.4 (CH)D 102.1 (CH)O 81.6 (Cquar.)
0 70.6 (CH,)O 59.1 (CH,)O 57.6 (CH,)O 42.4 (CH3)O 28.4 (3CHy3).-

MS:432.2 [M+Na]*O 410.2 [M+H]™
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1H NMR O 400MHzO MeODO & O 8.00 (dO J = 8.9HzO 1H)O 7.48-7.45 (mO 2H)O 7.41-7.37
(md 2H)O 7.35-7.31 (O 1H)O 7.12 (ddO J = 8.90 2.5HzO 1H)O 7.08 (dO J 2 _.5Hz0O
1H)O 6.55 (sO 1H)O 5.23 (sO 2H)O 4.65 (br sO 2H)O 4.31 (sO 2H)O 3.00 (sO 3H).
13C NMR O 100MHzO MeODO & O 168.7 Cquatr DU 164.4 (Cuuar DU 161.8 (Cquar DU 157.

4 (Cquatr DU 145.7 (Cuuar DU 137.7 (Cquar DU 129.8 (2CH)D 129.5 (CH)O 128.9 (2CH)
0 127.4 (CHYD 117.9 (CH)U 114.9 (CHYO 112.7 (Cquar DU 103.7 (CHYO 71.9 (CHy)O

57.9 (CH,)O 56.4 (CH,)O 42.8 (CH3).

HRMSO CooHooNOs™0 0 0O 0O 0 O 0O O m/zO 354.133600 O 0O :354.13342
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0oooao
. 1C50MAO-A | 1C90 IC50MAO-B | 1C90
RS (oA (M) MAO-B (M)
M)
FF 1.770 uM 9.380 uM 0.00678 uM | 0.0239 uM
7any | 0.000269 M | 0.00624 M 8.450 uM 250.610 pM
PS-AD0031 BRSE L 720> PR L72W> PR L7220 BREF U720
PS-AD0064 FEZE L 720 FHZE L 720> 1.271 uM 25.823 uM
PS-AD0065 FHEE L 72w FEE L7 3.281 pM 81.096 UM
PS-AD0065 B | BHE L7euy FHEE L2 10.023 uM 148.936 pM
PS-AD0068 FHE L 720 FHEE L 720 20.045 uM 505.825 uM
PS-AD0095 FHEE L 720 FHEE L 720 1.403 uM 13.397 M
PS-AD0179 PR L7Ru BHE L7 7.816 uM 166.725 uM
PS-AD0186 PR L7220 PR L7 0.560 uM 4.436 uM
PS-AD0191 54.576 uM 423.643 uM 0.302 uM 1.026 uM
PS-AD0223 P L7avy FEE L7zvy FEE L7zu P L7au»
PS-RG0008 FHE L7Z2uy FEE L72vy 69.183uM 331.131uM
PS-RG0019 BEEE L7z PR L7220 BEE L7z BHE LAz
PS-RG0020 PR L 720 BHZE L7220 R L7220 BHZE U720
PS-RGO031A | PHFE L7\ PR L7220 0.908uM 30.549uM
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PS-RG0058 FEE L7220V PR L7220 R L7220V PR L7auy
PS-RG0061 0.163 uM 1.054 uM 0.00458 uM | 0.0230 M
PS-RG0064 FEE L7z FHFE LAzu 7.328 uM 251.768 pM
PS-RG0070 12.531uM 126.183uM 0.0107uM 0.0306uM
PS-RG0080 FEE L2 FHEE L7220y FHE L7 FHE L7ew
PS-RG0097 BHEE L7z BRE L7euy B LZau BHAE L7au
PS-RG0098 BHSE L A2V BHE LA\ 0.799 uM 4102 yM
PS-RG0103 FEE L2 PR L 720 0.275uM 2.275uM
PS-RG0121 P L 72\ FHEE U720 0.6683 uM 8.128 uM
PS-RG0122 BHE LAau R L72uy 1.432uM 19.099uM
PS-RG0123 FEE L7220 PR L7220 9.954 M 353.997 UM
PS-RG0128 FEE L2 R L7Z2vy 5.370 uM 170.216 uM
PS-RG0171 FEE L 720 PR L2 13.002 pM 1083.927 uM
PS-RG0172 FHE L7220 FHEE L 720 19.679 M 1836.538 uM
PS-RG0173 FHEE L7220 P L 720 0.785 uM 13.521 uM
PS-RG0174 BHE LA2u BHE L7 0.794 M 6.699 UM
PS-RG0188 BHE L72u BHE L7A2u 0.738 uM 19.679 uM
PS-RG0200 BEEE L7z PR L 720 PR L7z BHE L 720
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PS-RG0210 PR L7210 PR L7220 23.550 uM 707.946 pM
PS-RG0216 BHEE L7V PHEE L7220 0.203 uM 1.021 uM
PS-RG0217 FHE L722u BHAE L7220 26.607 uM 576.767 uM
PS-RG0218 FH 72U FHEE L 7w FHE L7au PHE L7au
PS-RG0219 FHSE L7au FHE L7au FEE L7auy FEE L72u>
PS-RG0221 BHEE L7ewy FHE L7Z2wy 6.761 uM 101.625 uM
PS-RG0226 197.697 uM 1261.828 uM | 0.505 uM 3.420 uyM
PS-RG0227 954.993 uM 62950.618 uM | 11.455 pM 843.335 uM
PS-RG0245 17.140 pM 99.770 uM 0.207 uM 0.873 uM
PS-RG0246 FREE L7aw PR L7au 360.579 uM 10568.175 uM
PS-RG0247 FHEE L2 PHE L7aw 19.320 uyM 619.441 uM
PS-RG0264 358.922 uM 78523.563 uM | 2.218 uM 50.466 uM
oooooao
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