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L -
\ o N os S //J U
T T T T T T N T T T T L L T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm
s24
Y
HN™  "Cq5Hs;

BnO\/'\/OCOC15H31



Compound 23 75 MHz "*C NMR CDCl;

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

s25
(0]

J

HN"  "Cy5H34
BnO\/\/OCOC15H31



Compound 24 300 MHz "H NMR CDCl;

0
HNJ\C15H31
HO_~_-OCOC5H3;
|~
J’ _ f _
| e Ao

7.5 7.0 6.5 5.5 5.0

T
6.0

T T
4.5 4.0

T

2. ppm

T T T T T T
3.5 3.0 25 0 1.5 1.0 0.5

s26



Compound 24 75 MHz "*C NMR CDCl;

1
HN™  "CysHaq
HO._~_OCOC13Hs
ol g s gy A o
I I I I I I I I I I I I I I I I I I I
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

s27



Compound 18 300 MHz "H NMR CDCl;

0]

N

HN™  "Cy5H34

BnO\P,O\/?\/OCOC15H31

N(i-Pr),

T T T T T T T T T T
25 2.0 1.5 1.0 0.5

-
-

T
3.0

T

T
7.5 7.0 6.5 6.0 55 5.0 ppm

T Y Isﬁfﬁ;fi ﬁf |

s28



Compound 18 121 MHz *'P NMR CDCl;

Jig
HN™  "Cy5H34
BnO. .0 _~._-OCOC1sHs;
|
N(i-Pr),
190 180 170 160 150 140 130 120 110 100 920 80 70 60 50 40 30 20 10 -10

ppm

s29



Compound 25 300 MHz "H NMR CDCl;

) ) 1.5 1.0 0.5 0.0 ppm

L I N B
4.0 3.5 3.0

L A B T
6.5 6.0 5.5 4.5

P
5.0

23
9.47

—
o~
o

0

s30

T T T T T T
8.5 8.0 7.5 7.0



Compound 25 75 MHz "*C NMR CDCl;

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
s31



Compound 26 500 MHz '"H NMR CDCl;

N o

L L A I I I I L
2.5 2.0 1.5 1.0 0.5 00 ppm
s3

H B | T
7.5 7.0 6.5 6.0 4.5 4.0 3.0

T i e e

53.92

2



Compound 26 125 MHz "*C NMR CDCl;

T T T T T
190 180 170 160 150

T
140

T
130

T
120

T
110

T
100

T

90

ppm
s33



Compound 26 125 MHz "*C NMR CDCl;

100 95

90

85

80

75

70

ppm
s34



Compound 29 300 MHz "H NMR CDCl;

BnO OBn
BnO Q
BnO

o ogn  OCOCisHss
BnO O\ﬁ/ov-\/OC'IGH:{i
1
o w0
BnO' ‘0
OBn OBn
WBn
OBn OBn

. P

S e s S e ey B S S S B e

" T
7.5 7.0 6.5 6.0 5.5

- 7

B R R
4.5 4.

A A I I
5.0 0 3.5 3.0

2.5 2.0 1.5 1.0 0.5 ppm

60.04
20.82

s35



Compound 29 75 MHz "*C NMR CDCl;

BnO OBn
BnO Q
BnO

© oBn  9COCisHa
BnO, O\ﬁ/o\/—\/OC16H33
I
N ., .0
BnO' ‘0
OBn OBn
WBn
OBn OBn

T T T T T T
180 170 160 150 140

T
130

T
120

T
110

T
100

90

80

70

60

50

40

30

20

10

ppm

s36



Compound 29 125 MHz *'P NMR CDCl;

BnO OBn
BnO O
BnO

o OBn QCOC15H31
BnO, O- |I3/O\/\/OC16H33
I
- 0,0
BnO' ‘0
OBn OBn
ool
OBnoBn

WWWWMWWWWWMWWWMWW

T T T
120 110 100 90 80 70 60

50

40

30

20

10

s37



Compound 4 500 MHz 'H NMR CDCl;/CD;0D/D,0 70:40:6

HO— OH
HO O
HO
oy  OCOCisHs
O~ -0 _A~_OCsgHs3

J /// 7

| o [ﬁ ]

Tr——T—— 71— 7 T T
7.5 7.0 6.5 6.0 5.5 5.0 4.5

| S e e p e —— —

3.0 25 0 0.5 ppm

Y e

.5

|

<«
n
-

-
1.31
1.29

1.37 _—

s38



Compound 4 500 MHz 'H NMR CDCl;/CD;0D/D,0 70:40:6

HO OH
HO Q
HO
OH C:)COC15H31
O\I:I)/OWOC’] 6H33

OH
O "oH

7

e

L

5.3 5.2

5.1 5.0 4.9 4.8 4.7 4.6 4.5

.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 3.4 3.3 ppm

s39



Compound 4 126 MHz '*C NMR CDCl;/CD;0D/D,0 70:40:6

OCOC5H3;4
O~ f-O_A~_OCigHs

L

i upiiprovety

200

190

180

T
170

T
160

T
150

T
140

T
130

T
120

T
110

T
100

T

90

80

70

60

50

40

30

20



Compound 4 126 MHz '*C NMR CDCl;/CD;0D/D,0 70:40:6

OCOC5H3;4
O~ f-O_A~_OCigHs

100 95 90 85 80 75 70 65 ppm

s41



Compound 4 121 MHz *'P NMR CDCl;/CD;0D/D,0 70:40:6

HO OH
HO Q
HO
OH C:)COC15H31
O\I:',/O\/'\/OC16H33

OH
S "oH

T T T T T T T T T T T

WMMNWWMMWNWMWMMWM

T T T
10 105 100 95 90 85 80 75 70 65 60 55 50 45

0 S5 10 -5 -20 -25 -30

T T T T T T T T T
ppm

s42



Compound 30 500 MHz "H NMR CDCl;

BnO OBn
2N 0
o oBn HN" "CysHs;
o\'lj/o\/'\/ococwH31

v O
(o)

OBn ﬁgﬁé’ﬁ”
Bn OBn

o)

BnO

BnO"

W, / / S e

—_—
w M -
T T T L L Y N B T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm

s43



Compound 30 126 MHz "*C NMR CDCl;

BnO OBn
BnO 0
Bno&‘ O
oBn HN" "CysHsq

O\IL/O\/:\/OCOC15H31
I

Jimer '.“ bAoA A NUMJ \ednmmmirs

180 170 160 150 140 130 120

110 100 920 80 70 60 50 40 30 20 10 ppm
s44



Compound 30 121 MHz *'P NMR CDCl;

BnO OBn
BnO O
Bn()&' 0]
OBn HN" "CysHaq
o\lla/o\/'\/ococwH31

On ﬁméﬁ?n
OBn

T T T T T T T T T
160 150 140 130 120 110 100 90

s45



Compound 3 500 MHz 'H NMR CDCl;/CD;0D/D,0 40:40:10

HO OH
H05§iﬁ% 0
HO )]\

OH HN" "CysHs;

—

O~ b0 _A_OCOC;5Hs;
1
0
0
OH
O X"0H
oH OH
ﬂ //////
T Tr T T rr T T T T T T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5

44
10
02

<
o

o |mf o
o| |o| |m
<| 0| |w0

:

-

2
1
3

50

1

s46



Compound 3 500 MHz 'H NMR CDCl;/CD;0D/D,0 40:40:10

HO OH
HO O
Ho&g I
OH HN" "CysHg;
O~ b O _A_OCOC4sHs

o /j///// —
e .

T T T T T T T T T T T T T T T T
5.1 5.0 4.9 4.8 4.7 4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 34 3.3 3.2

s47

T
ppm



Compound 3 126 MHz '*C NMR CDCl;/CD;0D/D,0 40:40:10

HO OH
&& 0
JC

OH HN" "CysHgy

o\FL/o\/’\/oc:oc:1 sHa

L, lh“l|||

i

T T T T T T T T
190 180 170 160 150 140 130 120

T
110

T
100

90

80

T
70

60

50

40

30

20

10

ppm
s48



Compound 3 126 MHz '*C NMR CDCl;/CD;0D/D,0 40:40:10

(@]
OH HN" "CysHaq

~p~O~A\_-OCOC15Hs;

OH
O X"0oH
oH ©OH

I
100 95 90 85 80 75 70 65 ppm
s49



Compound 3 121 MHz *'P NMR CDCl5/CD;0D/D,0 40:40:10

HO OH
HO Q
H&R I
OH HN" "CysHs;
O\é/o\/-\/OCOC15H31

T T T T T T T T T T T T T
160 150 140 130 120 110 100 90 80 70 60 50 40

30

20

10

s50



Compound 33 300 MHz "H NMR CDCl;

Cy5H3;0CO— OH
BnO Q
BnO

SPh

[flhk

T T T T T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 . 1.5 . ppm

e e

99

0

s51



Compound 33 75 MHz "°C NMR CDCl;

C45H3,0CO OH
BnO O
BnO

SPh

T T T T
180 170 160 150

T
140

T
130

T
120

T
110

100

90

80

70

60

50

40

30

20

10

ppm

s52



Compound 31 300 MHz 'H NMR CDCl;

O  CH,N;
Cy5H30CO— O
BnO 0
BnO
SPh

A N B
4.0 3.5 3.0

(Y

i il

r—— T T T A B
6.0 5.5 4.5

——

T

T T
8.

—
.0 0. ppm

Y

T
5.0

|

7.0 6.5

T
5 8.0 7.5

1.03
1.00
24.15



Compound 31 emh653.1 75 MHz *C NMR CDCl;

O  CHyN3
C45H3,0CO @)
BnO O
BnO
SPh

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

s54



Compound 34 300 MHz "H NMR CDCl;

O  CHyN,

C15H31OCO O
BnO Q
BnO

S / fjw e

A I N B
6.5 6.0 5.5

[ R I N e |
8.0 7.5 7.0 5.0 4.5 4.0 3.

— B —— —

5 3.0 . 0 0.5 ppm

L N |
2.5 2.0 1.5 1.

23

46

s55



Compound 34 300 MHz "H NMR CDCl;

O  CHyN,

C45H310CO— O
BnO &
BnO

36 35 3.2 ppm

58 57 56 55 54 53 52 51 50 49 48 47 46 45 44 43 42 41 40 39 38 37 34 33

s56



Compound 34 75 MHz "*C NMR CDCl;

O  CHyN,

C45H310CO— O
BnO &
BnO

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

s57



Compound 34 75 MHz "*C NMR CDCl;

O  CHyN,

C45H310CO— O
BnO &
BnO

95 90 85 80 75 70 65 60 55  ppm

s58



Compound 34 300 MHz HSQC NMR without *C decoupling during acquisition

S S Y J"M JL’M‘WWW\ Mo

€9 ©9
el Stk BT %
0@0 ) & 0 o0 PO 006
&% oo ©0%R9% gf%gg% o @é@o °

M\MUMLM i

n

|

@
000

~ P

AN g “U'L
8
g B8

8

® i] 5] )
\v/\/‘\x.»/
~ (7Y R=

VAR Mg o

DO 08

A,,,’hr'J"‘
=
©
-3
=1

60

70

80

90

100

-110

i Bpm

Owner cmh

Sample cmh671b.1

Platform 355

Job No 35568911
bt lowpled M3RC .

Current Data Parameters

NAME cnn671b1
EXPND 11
PROCNO {
F2 - Acquisition Parameters
Date_ 20061216
Time 10.10
PROBHD & mn GNP 1H
PULPROG invigstp
10 2048
SOLVENT coc13
NS 40
08 B
SHH 2540.650 Hz
A0 0.4030854 sec
RG 18390.4
Do 0.00000300 sec
o1 0.85213429 sec
04 0.00172500 sec
D11 0.03000000 sec
013 0.00000300 sec
016 0.000£0000 sec
s20 0.00110000 sec
a2t 0.0006:B00 sec
o 0.00004733 sec
CHANNEL 1
NUC1 I
Pt 11,50 usec
P2 23.00 usec
PL1 -3.00 08
sFo1 300.1313288 MHz
= CHANNEL 12 ==
CPOPRG2 garp
Nuc2 13c
P3 9.00 usec
P4 18.00 usec
peene 70.00 usec
P2 -1.00 d8
PLi2 12000 g5 Lm—"
sFoz 75.4741338 Mz

=== GRADIENT CHANNEL ===:

P16 1000.00 usec
F1 - Acquisition parameters
NDO 4
i 200
SFO1 75.47443 Mz
FIDRES 26.413101 Hz
SH 69.992 pom
F2 - Processing parameters
s
SF 300. 1300165 HHz
HOW OSINE
558 2
B 0.00 Hz
8 0
PC 1.40
F1 - Processing parameters
sI
Me2 PRI
SF 75.4677190 MHz
WOH OSINE
558 2
LB 0.00 Hz
68 0

s59



Compound 35 300 MHz "H NMR CDCl;

O CH,Nj
C45H340CO0— O
BnO &
BnO

BnO

BnO""
OBn OBnN

O X"0Bn
OBn OBn

]UT H N / e e |

A L N
8.0 7.5 7.0 6

— ——— B s e B S S B S S S S ma

e : — ——
5.5 5.0 0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 ppm

e R o

8.5

95

5 6.0

0.96

0

0.98
10.72

s60



Compound 35 300 MHz "H NMR CDCl;
O  CH,N,

C15H31OCO O
BnO Q
BnO

47 46 45 44

58 57 56 55 54 53 52 51 50 49 438 43 42 41 40 39 38 37 36 35 34 33 ppm

s61



Compound 35 75 MHz "°C NMR CDCl;
O  CHyN,

C15H31OCO (@)
BnO O
BnO

T T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S62



Compound 35 5 MHz "°C NMR CDCl;
O  CHyN,

C15H31OCO (@)
BnO O
BnO

T T T T T T T T T T T T T T T T T T T T T T T T T T T T
82.0 81.5 81.0 80.5 80.0 79.5 79.0 785 78.0 775 77.0 76.5 76.0 755 750 745 74.0 735 73.0 725 720 715 71.0 70.5 70.0 69.5 69.0 ppm

s63



Compound 37 300 MHz "H NMR CDCl;

N
O 3
C45H310CO—_ O
BnO 0
BnO
o oBn  9CieHaz
BnO o\lFll,/o\/'\/ococﬁH31
BnO" "0 ©
OBn OBn
e
OBn OBn

_ /S e — / //
I S B S S R B —

8.5 8.0 7.5 7.0 6.5 6.0 2.5 2.0

r—-——~r— T T LI N
5.5 5.0 4.5 4.0 3.5 3.0 1.5 1.0 0.5

ppm

s64



Compound 37 300 MHz "H NMR CDCl;

N
O 3

C45H310CO—_ O
BnO Q
BnO

oBn  OCieHaz
o\l:',/ov'\/ococwH31

i i i i T i i i i T i i i i T i i i i T i i i i T i i i i T i i i i i i
5.5 5.0 4.5 4.0 3.5 3.0 .

S65



Compound 37 75 MHz "*C NMR CDCl;

N
O 3
C45H3,0CO 0
BnO Q
BnO

o OBn  OCigHss

BnO. o\lFll,/o\/'\/ococu-,H31

N v, O

BnO' ‘0

OBn OBn
mBn
OBn OBn

T T T T T T T T
190 180 170 160 150 140 130 120

T
110

100

90

80

70

60

50

40

30

20

10

ppm

s66



Compound 37 121 MHz *'P NMR CDCl;

N
O 3
C45H3,0CO 0
BnO Q
BnO

o OBn  OCieHss

BnO. O\lL/O\/'\/OCOC15H31

I
N v, O

BnO' ‘0

OBn OBn
mBn
OBn OBn
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
20 15 10 5 0 -5 -10 ppm

s67



Compound 38 300 MHz "H NMR CDCl;

C45H3,0CO OH
BnO Q
BnO

o oBn  OCigHas
BnO O\%/O\/'\/OCOC15H31
BnO" 0
OBn OBn
oot
OBn OBn

o DA N

8.0 7.5 7.0 6.5 6.0

T
5.5 5.0

G
4.5 4.

LI A N L B
0 3.5 3.0 2.5 2.0 1.5 1.0 0.5

ppm

17.90

S68



Compound 38 300 MHz "H NMR CDCl;

C15H3,0CO OH
BnO 0
BnO

S f

ppm

R e e e

s69



Compound 38 75 MHz "*C NMR CDCl;
oBn  OCieHas
o\lzl,/o\/'\/ococ:u-,H31

C45H340CO OH
BnO 0
BnO
I
OBn OBn
Yoo
OBn

T T T T T T T
180 170 160 150 140 130 120



Compound 38 121 MHz *'P NMR CDCl;

C45H3,0CO OH
BnO Q
BnO
o oBn  OCigHas
o\g,/owococ15H31

OBn OBn
ot
Bn OBn

0]

25 20 15

s71



Compound 5 500 MHz 'H NMR CDCl;/CD;0D/D,0 70:40:6

CysHaiOCO—. OH f
151131 HO o
HO

OC1gH33
O\B/OWOCOC1 5H31
|
OH

b {7l o
1 . RS

A e L
2.5 2.0 1.5 1.0 0.5

ppm

44

74

s72



Compound 5 500 MHz 'H NMR CDCl;/CD;0D/D,0 70:40:6

C45H3,0CO OH
15718150 A
HO

OC1gH33
0~ O _A_-OCOC sHs,
|
OH

J S
iy e

.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.6 3.5 3.4 3.3 p

pm

s73



Compound 5 126 MHz '*C NMR CDCl;/CD;0D/D,0 70:40:6

C45H3,0CO OH
157131505 A
HO

OC16Ha3
05O _A_OCOC15Hs;

R D

T T T T T T T T
180 170 160 150 140 130 120 110

T
100

90

80

70

60

50

40

30

20

10

ppm

s74



Compound 5 126 MHz '*C NMR CDCl;/CD;0D/D,0 70:40:6

C45H3,0CO OH
15718150 A
HO

T
100 95 90 85 80 75 70 65 ppm

s75



Compound 5 202 MHz *'P NMR CDCl;/CD;0D/D,0 70:40:6

C45H3,0CO OH
16H310CC A
HO
o) 0 OC1gH33
O\E/OV-\/OCOC']SH:“

|
OH

HO

"o
OH 0 OH

HO™

OH OH

35 30 25 20 15

10

s76



Compound 40 500 MHz '"H NMR CDCl;

BnO OAC
BnO 6
BnO OécBnO
BnO
Bn&H OH
0 (0]
o -
/ J{\A_/rib
e ] N |
[ T T T T T T T T L L L e
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 2.0 1.5 1.0 0.5 0.0 ppm

0

VN

s77



Compound 40 125 MHz "*C NMR CDCl;

BnO OAC
BnO 6
BnO OécBnO
BnO
Bno&‘ﬁ OH
O\)\/O

', IL ) L

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

s78



Compound 41 500 MHz '"H NMR CDCl;

BnO— oAc
o050 o OCuHs
BnO O\B/O\/-\/OCOC15H31

|
o OBn

o)

0] OBn
OBn
OBn

OAc

7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 ppm

s79



Compound 41 125 MHz "*C NMR CDCl;

BnO OAc
8010 O

BnO O\B/O\/\/OCOC15H31

|

© OBn
(0]
(o) OBn
OBn
OAc OBn

T T T T T T
190 180 170 160 150 140

T
130

T
120

T
110

T
100

T

90

80

70

60

50

40

30

20

10

ppm
s80



Compound 41 202 MHz *'P NMR CDCl;

BnO OAc
BnO 0 o 9Cuehs
BnO O\B/O\/-\/OCOC15H31

I
o OBn

0]

0 OBn
OBn
OBn

OAc

" - A Sawrohide At A A Y A A M i e A.JJL » " " A,

A,
" w " e o 0 LAy r L i AT e L L Y WAooy AUy o Apior v A o

BN A L L A A M H HE N I R B B
95 90 8 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 5 0 5 10 15 -20 -25 -30 -35 -40 ppm

s81



Compound 42 500 MHz '"H NMR 2:1 CDCl5/CD;0D

HO OAc
HO o) o OC1eHas
" \/OH\II:I)/O\/-\/OCOC‘]5H31

UU” ) /ML

0.0

ppm

s&2



Compound 42 125 MHz "*C NMR 2:1 CDCl5/CD;0D

HO— OAc
HO o) OCyeHaz
HO 01O _A_0COC;sHs,
|
© OH
O
o OH
OH
oacOH

|

T T T T T T T T
190 180 170 160 150 140 130 120

T
110

T
100

T
90

10

ppm
s&3



Compound 42 202 MHz *'P NMR 2:1 CDCl5/CD;0D

HO— oAc
HO o] 0 9016"'33
HO O— O _A~\_-OCOC1sHss
O\/H

|
OH

95 90 85 80 75 70 65 60 55 50

ppm

s&4



Compound 6 500 MHz 'H NMR CDCl;/CD;0D/D,0 70:35:6

HO— OH

HO O

HO
0 OH OC1gH33
K[o\;:/ov'\/ococme

)

OH
oo
OH

OH

/

[])/

Ve

{

T T T T T T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0

f

<
S
-

!
0
-

~
o
B

T
.0

A

<«
o
N
—

[

T
3.5

1.20

s85



Compound 6 500 MHz 'H NMR CDCl;/CD;0D/D,0 70:35:6

HO— OH
HO O [
HO
0 OH OC1gH33
K[o\f:/ov'\/ococﬁH31
1l
O
O
OH
WH
OH OH
-

T T T T T T T T

VN

T T T T T T T T T T T T T T T T T T T T T T
.5 3.0 25 2.0 1.5

o A

89
1.74
1.58

12.04
50.97

s86



Compound 6 126 MHz '*C NMR CDCl;/CD;0D/D,0 70:35:6

HO—_OH
HO O
HO

0 OH OC1gH33
K[o\ﬁ/o\/\/ococme
1l
O
O
OH
o
OH OH

190 180 170 160 150 140 130 120

110

100

90

80

70

60

50

40

e Voo

30

20

10

ppm

s&7



Compound 6 126 MHz '*C NMR CDCl;/CD;0D/D,0 70:35:6
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Compound 6 202 MHz *'P NMR CDCl;/CD;0D/D,0 70:35:6
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HPLC Conditions
The HPLC analyses of 1-4 and 6-8 used System 1; HPLC: Column: Phenomenex Synergi 4 pm Fusion-

RP (80 A, 3.0 x 250 mm). Detection: ESA Corona charged aerosol detector (Filter = none). Flow rate; 1
mL/min. Column temperature; 40 °C. Solvents; A H,O; B Water containing 50 mM NH4OAc adjusted
to pH 5.0; C Methanol. Gradient Program; 0—10 min 10-0% A, 10% B, 80-90%C, 10-28 min hold (0%
A, 10% B, 90% C), 28-30 min return to starting conditions then equilibrate for 10 min prior to next
injection. The HPLC analysis of 5 used System 2; Column, detector and column temperature were as for
System 1. Flow rate 0.8 ml/Min. Solvents; A 1:1 water/MeOH + 50 mM NH4OAc adjusted to pH 5.0
prior to dilution; B MeOH; C Isopropanol. Gradient Program; 0 min 10% A, 90% C; 15min 10%A, 65%
B, 25% C; 15-35 min hold 10%A, 65% B, 25% C; 35-40 min return to starting conditions then
equilibrate for 10 min prior to next injection. All chromatograms were corrected by subtraction of a blank
injection prior to integrating signals after a four min cut-off. Integration values are not corrected for

detector non-linearity
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HPLC Compound 2
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HPLC Compound 4
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HPLC Compound 6
Purity 96%; System 1
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HPLC Compound 8
Purity 97%; System 1
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Cell, thioglycollate-induced peritoneal macrophages, viability data, compounds 1 - 8
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