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GC-MS 6d
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1TH NMR and 13C NMR 6f
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1H NMR and 13C NMR 6g
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1TH NMR and 13C NMR 6h

1.09 2151.191.072.281.121.131.00

14 13 12 11 10 9 8 7 5 4 3 2 1

-]
‘Chemical Shift (ppm})

I
e bt g A n

230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 a0 70 60 50 40 30
Chemical Shift {ppm)

S18



HMBC and HSQC 6h

AN103_2Db

Automation directory:
Sample id : tmpstudy
Sample : AN103_20b

Pulse Sequénce: gHSQOC

Solvent: cdcl3

Temp. 25.0 C / 298.1 K
Sample #32, Operator: anneli
File: AN103_2Db_gHSQC_01
INOVA-500 "processor"

Relax. delay 1.000 sec
Acg. time 0.150 sec
width 6398.0 Hz
20 Width 17094.0 Hz
16 repetitions
2 x 512 increments
DBSERVE H1, 398.8607343 MHz
DECOUPLE C13, 100.5526026 MHz
Power 47 dB
on during acquisition
off during delay
GARP-1 modulated
DATA PROCESSING TR
Gauss apodization 0.069 sec
F1 DATA PROCESSING |
Gauss apodization 0.028 sec INER
FT size 2048 x 4096 “ ﬁﬁﬁ:._w
1

Total time 5 hr, 44 min, 13 sec

120

125

| 130

1 135

g2

9.0 8.8 8.6 8.4 8.2 8.0
F2 (ppm)

S19

T e e e R 1]



AN103_2Db

Automation directory:
Sample id : tmpstudy
Sample : AN103_20b

Pulse Seguence: gHSQC

Solvent: cdcl3

Temp. 25.0 C / 298.1 K
Sample #32, Operator: anneli
File: AN103_2Db_gHSQC_01
INOVA-500 ‘processor"

Relax. delay 1.000 sec

Acg. time 0.150 sec

Width 6398.0 Hz

2D Width 17094.0 Hz

16 repetitions

2 x 512 increments

OBSERVE H1, 399.8607349 MHz
DECOUPLE C13, 100.5526026 MHz
Power 47 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.069 sec
F1 DATA PROCESSING

Gauss apodization 0.028 sec
FT size 20 X 4096

Total time 5 hr, 44 min, 13 sec

S20

i

= T

|
- |
— =

T T T i Ty T

7.4

7.5
F2 (ppm)

7. .16



AN103_2Db

Automation directory:
Sample id : tmpstudy
Sample : AN103_20b

Pulse Seguence: gHMBC

Solvent: cdcl3

Temp. 25.0 C / 298.1 K
Sample #32, Operator: anneli
File: AN103_2Db_gHMBC_01
INOVA-500 "processor"

Relax. delay 1.000 sec

Acg. time 0.150 sec

width 6398.0 Hz

20 Width 24132.7 Hz

16 repetitions

2 %x 512 increments
OBSERVE H1, 399.8607349 MHz
DATA PROCESSING

Sq. sine bell 0.075 sec
F1 DATA PROCESSING

Gauss apodization 0.020 sec
FT size 2048 x 4096
Total time 0 min, 0 sec

140

170

!
521

F2 (ppm)



AN103_2Db

Automation directory:
Sample id : tmpstudy
Sample : AN103_2Db

Pulse Sequence: gHMBC

Solvent: cdcl3

Temp. 25.0 C / 298.1 K
Sample #32, Operator: anneli
File: AN103_2Db_gHMBC_01
INOVA-500 ‘processor"

Relax. delay 1.000 sec

Acg. time 0.150 sec

Width 6398.0 Hz

20 Width 24132.7 Hz

16 repetitions

2 x 512 increments
OBSERVE H1l, 399.8607349 MHz
DATA PROCESSING

Sq. sine bell 0.075 sec
F1 DATA PROCESSING

Gauss apodization 0.020 sec
FT size 2048 x 4096
Total time § hr, 53 min, 21 sec

————T—7 T[T

77 7'E el 70 s il 71
F2 (ppm)

S22



HPLC-MS 6i
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1H NMR and 13C NMR 6i
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GC-MS 6k
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TH NMR and 13C NMR 6l
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TH NMR and 13C NMR 10a
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1H NMR and 13C NMR 10b
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1H NMR and 13C NMR 10c
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1H NMR and 13C NMR 10d
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1H NMR and 13C NMR 10e
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TH NMR and 3C NMR 11a

288191 1.011.91 198 1.94 213 1.07 1.131.07 1.111.11 1.101.16 2.813.013.00
7 ] ] 4 3 2 1
Chemical Shift (ppm)

220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30
Chemical Shift {(ppm)

S40

20



1H NMR and 3CNMR 11b
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1H NMR and 3C NMR 11c
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1H NMR and 3C NMR 11d
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1H NMR and 3C NMR 11e
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1H NMR and 13C NMR 11f
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TH NMR and 3C NMR 11g
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210

200

190

180

170

160

150

2.0910.391.04 1.952.041.061.080.981.08 1.030.933.061.193.023.28 3.00
8 ] 5 4 3 2 1 0 -1 -2
Chemical Shift (ppm)
140 130 120 110 100 90 &0 70 60 50 40 30 20 10 (1] -10

Chemical Shift (ppm)
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1H NMR and 3C NMR 11h

— S S i e e e e A e ey — —_— =3
1.70 1.641.731.922452.00 1791.861.051.051961.031.091.66 257 293257
14 13 12 1" 10 ] 8 7 ] 5 4 3 2 1 [} -1 -2
Chemical Shift (ppm)
f i ‘ l J. | A }
230 220 210 200 180 180 170 160 150 140 130 120 110 100 0 B0 70 50 40 30 20 10 0 -10

‘Chemical Shift (ppm})
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TH NMR and 13C NMR 11i

2101041.94500222 2032231.181291.15 1.161.201.24 1.313.69 4213.09
14 13 12 " 10 (] 8 T 6 5 4 3 2 1 (1] -1
Chemical Shift (ppm)

mmmmmmr‘wv———-—-)i—-&k[mm

230 220 210 200 190 180 170 160 150 140 130 120 110 100 20 80 70 60 50 40 30 20 10 0 -10
Chemical Shift {ppm})
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TH NMR and 13C NMR 11j

4.921.972.02 2012.071.131.172.231.150.962.93 0.97 3.223.003.26 3.18
14 13 12 1 10 9 6 5 4 3 2 1 0 -1
Chemical Shift (ppm)
I ‘
wh W W \ v Aaadh
230 220 210 200 180 180 170 160 150 140 130 120 110 100 a0 &0 70 60 50 40 30 20 10 -10
Chemical Shift {ppm)
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1H NMR and 13C NMR 11k

2.711.951.961.97 1.882.234971.301.081.183.921.211.29 1.382.733.34 3.00
14 13 12 mn 10 9 ] 7 ] 5 4 3 2 1 -1
‘Chemical Shift (ppm)
n M, A A, hai J o dot

230 220 210 200 190 180 170 180 150

140 130 120 110 100 a0 80 70 B0 50 40 30
‘Chemical Shift (ppm)
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1H NMR and 13C NMR 12a

.
i |
|
| |."|‘ ‘-' m ‘\ ‘ﬁ l “l
B I tA Ll
R o LJ__ J WA J A J;-IFI\.,___,_A I
om0 345 229 550 086112 08s4b0  3733%0
L g i iy o W
14 1 12 1 10 3 8 T 3 £ i 3 E ! b K by

Chemical Shift (ppm)

170 160 150 140 130 120 110 100

Chemical Shift (ppm)
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1H NMR and 13C NMR 12b

1
046 000.013.03 2.992.93
=] U1 d I d T dJd-d g d U
14 13 12 " 10 9 ] 7 6 5 4 3 2 1 0 -1 -2
Chemical Shift (ppm)
: i - \— [ e | l |
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10

Chemical Shift {ppm)
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TH NMR and 3C NMR 12¢

0.64 3.96 5.00 1.801.001.830.95 1.030.770.962.31 3.32285

14 13 12 11 10 9 8 7 8 5 4 3 2 1
Chemical Shift (ppm)

Mk e -

220 210 200 190 180 170 160 150 140 130 120 110 100 90 8 70 60 50 40
Chemical Shift (ppm)
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1H NMR and 13C NMR 12d

K

[,

1082.18
[

401.133207.17
[

I
8167.

S

Y
] LI -
[y r yl = = —
252076.24 1766.22 2710.155527.30 956 21 1.00 5354.54 485861
= [N | 5] 5]

| E—

I | L

Ll

L L B L L R
14 13 12 1 10 9 8 T 6 5 4 3 2 1 0 - -

e

Chemical Shift (ppm)
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1H NMR, 13C NMR HSQC 12e

!

0.86 270252 1.26 6.40046239 2363.000523.833.84
14 13 12 1 10 ] 8 T ] 5 4 3 2 1 0 -1 -2
Chemical Shift (ppm})
| |
il i |
! Vi / . a4 s e .
230 220 210 200 190 180 170 160 150 140 130 120 110 100 a0 B0 70 60 50 40 3n 20 10 0 -10

Chemical Shift (ppm)
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AN159_hsqc

Automation directory:
sample id : tmpstudy
Sample : AN159_hsgc

Pulse Sequence: gHSQC

Solvent: cdcl3

Temp. 25.0 C / 298.1 K
Sample #39, Operator: anneli
File: AN158_hsgc_gHSQC_01
INOVA-500 "processor”

Relax. delay 1.000 sec

Acqg. time 0.150 sec

Width 6398.0 Hz

2D Width 17094.0 Hz

4 repetitions

2 x 128 increments
OBSERVE H1, 399.8607349 MHz
DECOUPLE C13, 100.5526026 MHz
Power 47 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.069 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 4096
Total time 23 min, 15 sec

S

40

70+

80
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AN159_hsqc

Automation directory:
Sample id : tmpstudy
Sample : AN159_hsqgc

Pulse Seguéence: gHSQC

Solvent: cdcl3

Temp. 25.0 C / 298.1 K
Sample #39, Operator: anneli
File: AN153_hsqc_gHSQC_01
INOVA-500 "processor"

Relax. delay 1.000 sec

Acq. time 0.150 sec

width 6398.0 Hz

2D Width 17094.0 Hz

4 repetitions

2 x 128 increments

OBSERVE H1, 399.8607348 MHz
DECOUPLE C13, 100.5526026 MHz
Power 47 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.069 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 4096

Total time 23 min, 15 sec

F1
(ppm

14

16

2.4 22 2.D 1.8 1.6
Fz (ppm)
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TH NMR and 13C NMR 12f

0.62 0.990.99 0.992.032.071.00 71.040450921.102.340493.352.79
14 13 12 11 10 9 8 L] 5 4 3 2 1 0
Chemical Shift (ppm)
Mt ‘k o s ke "
el > s

230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 a0 70 60 50 40 30 20
Chemical Shift (ppm)
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TH NMR and 13C NMR 12g

0.62 2065.201.07 4.89 1.261.021.213.191.122.193.22 3.00
14 13 12 11 10 9 8 7 [] 5 4 3 2 1 -1 -2
Chemical Shift (ppm)
I . I
! e L i it e,
14.90
230 220 210 200 190 180 170 160 130 140 130 120 10 100 80 80 70 60 a0 40 30 20 10 -10

Chemical Shift (ppm)
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1H NMR and 13C NMR 12h

00 62 271528 6.66 1.891.42 2.49 2.50 4.68 0.89 6.153.43
14 13 12 " 10 B 8 ] 5 4 3 2 0 -1 -2
Chemical Shift {ppm)
3 @
c =3
o i<}
E | “ g E
3 " v iy J '.1 " o I‘. F st 4 N .I.m s
e 4 e b
230 220 210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 30 40 30 20 10 1] -10

Chemical Shift (ppm)
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1TH NMR and 13C NMR 12i

T,

1.00 3.528.93 9.07 256218 242227522 7.156.01
14 13 12 1 10 9 8 7 [ 5 4 3 2 1
Chemical Shift (ppm})

230 220 210 200 1% 180 170 160 150 140 130 120 110 100 90 80 O 60 50 40 30
Chemical Shift (ppm)
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TH NMR and 13C NMR 12j

0.65 185182 5.000.88 1.112.552983.192.07
14 13 12 11 10 8 8 T B g 4 3 2 -2
Chemical Shift {(ppm)
=4 | 1|
M, LA,
230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 &0 70 60 a0 40 30 10 -10

Chemical Shift (ppm)
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1H NMR and 13C NMR 12k

093 1.962.02 9.281

14 13 12 1" 10 9 8 7 6 5 4
Chemical Shift (ppm)

acgtone

230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70
Chemical Shift (ppm)
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TH NMR and 13C NMR 13a

11.0 10.5 10.0 95 9.0 85 80 75

1092.27 2.24

200 180 180 170 160 150

{ |
i wl

1.07 1.123.00

70 65 6.0 55 50 45 40 35 3.0 25 20 15
Chemical Shift (ppm)

140 130 120 110 100 20
Chemical Sh# (ppm)
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HPLC-MS

13a

Apo: DXF_a subst, Bunc O7052011-110025 & 7/5/2011 11:00:28 AM, Method: Purity determination, Iter: 10, In: 10

100.0 2200 3
4 200.0
180.0
80.0 -
150.0
130.0
£ 60.0 i
- B 120.0
& o -
a £ 1000
g} E
S 80,0 e
=400 o ]
1 60.0
400
20.0 ]
] 200 g P4
0.0
0.0 -20.0 T I I T I T T T T T I T T T T | T l
n.a 1.0 20 30 4.0 50 a0 7.0 B0 an 0.0 1.0 120
Minutas
D 156 Charrel L
Sample Table
Injection Number Peak Name Retention Time Area (uWmin x100) Area % Sample Namwe Sample Location Fraction Site{s)
(imin)
10 1 0398 4510.8333 0.168 AN15D b Semple Zone—>10
10 2 1483 40808.3333 1523 AN150_b Sample Zone->10
10 3 3038 2633778.3333 96.308 AN150_b Sample Zone->10
10 4 10963 1.6867 1] AN15D b Semple Zone—>10
App: DR_a_subst, Au~: 07052011-145330 @ 7/5/2011 25332 P, Method: Purity deserminatian, lter: 24, Inj: 24
100.0 2000 PH:a
B 180.0
80.0 160 .D_
140.0
il 1z0.0
& a0 B
E |z 1000 |
-é an0
e 40.0 7
G0.0
40.0
0.0 200
T 0.0
0.0 -20.0 T T I T T T I T I T I T T T T T T T T T ]
0.0 1.0 20 30 4.0 50 6.0 7.0 80 an 0.0 11.0 120
Minutes
I 156 Chanrel 1
Sample Table
Injection Number Peak Name Retention Time Area (uVmin x100) Area % Sample Name Sample Location Fraction Site(s)
(min)
24 1 0.368 155166657 054 AN150 C1B Sample Zone-»11
24 2 1.027 5314125 1.851 AN150 C1B Sample Zone-»11
24 3 2.828 2799876.6667 97.52 AN150 C1B Sample Zone-»11
24 4 5192 2535 0.083 AN150 C1B Sample Zone-»11
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TH NMR and 3C NMR 13b

4131.06 206 1.08 1.121.021.04 1.083.00
14 13 12 1 10 9 8 7 6 5 4 3 2
Chemical Shift (ppm)
20 0 200 190 180 170 160 150 140 120 120 110 100 oo ED 70 80 50 40
Chemical Shift {ppm)
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HPLC-MS 13b

Ao DM _a_subst, Aun: 0B0EZ071 124255 @ Q/E/2017 124257 PM. Method: Analticsl fiem Fachion ubes, Rsi 12,k 12

Lme 60.0 e
] 3300
300.0
an.o 1
2700
h 2400
feno 2100
£ —
= | 800 |
4 1500
=
@ 400 1200
1 50.0
200 eoo
i 00 | P4
0.0 2r
00 T o e I e T RS A E s e e e e N —
0o 1.0 20 30 40 3.0 60 7.0 RO an no 110 12.0 130
Mnutos
Kl 150 Charnel 10 el
Sample Table
Inpection Number Pesk Name Retention Time Area (uVmin x100) Area % Sample Name Sample Location Fraction Site(s)
(min)
13 1 0349 69325 0181 ANI49 B Fraction Zone->2
i1 2 4171 poilikiii] 0.65% AN B Fraction Zone->2
3 3 5352 3802126 4113 0 AN B Fraction Zone-»2
3 4 11.214 41795813 a9 L Fraction Zone-»2
Acpr DHA_a_suost, Fun: DB0G2071-124255 & B/G/20T1 1242:57 PM. Methad: Analviizal fiom Fraction ubes. ltee B, Inc B
Lo 3600 P2
] 3ann
00,0
an.n 1
2700
1 240.0
R 0o 2100
2 g
F ] :I.Qil.Dq
8 150.0
% 40.0
# 1200
1 Q0.0
200 800 ]
oo
1 0o %
0o -30.0 - 1t - 1 1 1 " 1 1T " 1T 1T " T " 1 T
no 1.0 20 20 40 50 a0 70 an an nn 110 20 130
Minutes
bl 56 chamel1 0 anre
Sample Table
Imjection Number Peak Name Retention Time Area (uVmin x100) Area % Sample Mame Sample Location Fraction Site(s)
(min)
& 1 0353 S465.8013 a1l ANI4S Fraction Zone->2
& 2 5177 39627551667 95787 ANI4S Fraction Zone->2
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TH NMR and 3C NMR 13c

230 0 210 200 180 180 170 160

8

4.6854721.07

7

B
Chemical Shift {ppm)

120 110 100
Chemical Shift (ppm)
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HPLC-MS 13c

App: LA _a_subst, Run 07052011-110025 & 7/5/2011 11:00:28 &AM, Method: Purty delermination, lter: 6, In &

10c.0 200.0
9 =000
80.0 700.0
q 500.0
N 4
% R0.0 S00.0
& .
a £ 400.0 PN:2
=
% 1 ,__..‘-"‘-—‘-'-FF—'
= 40.0 300.0 ]
. 200.0
v_'-.-'_...-.-.-
20.0 100.0
B PM:1 E
q oo ST - ¥
0.0 -100 El1 | T I T T T T T | T | T T T T I T
n.o 1.0 20 a0 4.0 S50 60 70 B0 a0 0.0 10 120
Minutas
IO 156 Charrel L
Sample Table
Injection Number Peak Name Retention Time Area (uWmin x100) Area %% Sample Name Sample Location Fraction Site(s)
(miin)
6 5925 89540.8333 2024 AN134 b Sample Zone->2
6 2 6921 4335217.9167 97.97¢ AN134 b Sample Zone-»2
App DWA_a_subst, Aun: 07052011-145330 @ 7/572011 2:5332 P, Method: Purty determingtion, ker: 20, Inj: 20
100.0 360.0
_ 330.0
300.0
80.0 7
270.0 ]
1 240.0
& 60,0 2100
E % 190,0_ Ph:3
_EE 150.0
=900 1200
1 sn.0
&0.0
20.0 B
ano q
0.0
0.0 -30.0 I T I T I T I T I T I T T T T T T T T T T
0.0 1.0 20 30 4.0 50 6.0 7.0 a0 an 0.0 11.0 120
Minut=g
IO 156 Chanrel 1
Sample Table
Injection Number Peak Name Retention Time Area {uVmin x100) Area % Sample Name Sample Location Fraction Site(s)
(i)
20 037 9779.1657 0.524 AN134 C1B Sample Zone-»3
20 5127 250575 1.351 AN134 C1B Sample Zone->3
20 6.611 1830722.5 98.085 AN134 C18 Sample Zone-»3
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TH NMR and 13C NMR 13d

" Lo

— — e T LBy Y e WA ¥ S e = =
200211 1.051.021.05 1.001.102.82
14 13 12 " 10 9 8 T ] 5 4 3 2 1 0 - -2

Chemical Shift (ppm)

220 0 210 200 180 180 170 160 150 140 130 120 10 100 ] 80 70 60 50 40 30 20 10 '] -10
Chemical Shift (ppm)
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HPLC-MS 13d

i00.0

App: DXA_a_zubst, Aun: OF0F2001-115280 @ 7/7/2001 11:5242 AM, Method: Punly determmiation, ler 3, Inc 2

700

PN:2
| 60,0
an.a 1
s0.0
] 40,0
50.0
g d
oo i
2 Eano
E -
w900 200
10,0
204 1 RN
J 0.0 ”__,_r—f' -
oo -100 T T | T - ' T ' I : I ! T ! T - T | I ! T -
0.0 1.0 2.0 4.0 5.0 6.0 7.0 a.0 8.0 10.0 11.0 12.0
Mirutes
D 1S6chanel 1 [0 1 ;
Sample Tahle
Injection Number Peak Mame Retention Time: #rea [uWmin x100) Area % Sample Name Sample Location Fraction Site{s)
{imin]}
9 1 0.309 4522.5 0.551 AN16E_b Sample Zone->1
1 2 4.435 7601379167 09,409 AN166_b Sample Zare->1
Aop: OXA_a_subst, Aun; 07072011-115240 @ 7/7/2011 11:5242 AM, Methad Purity debermination, ltar. 3, Ing 3
100.0 00.0 :
1 PM:2
1 B0.0
ao.0 70,0
1 60,0
2
60.0 50.0
2 i
@ 4
g Ea00 ]
= 40.0 30.0 ]
E 200
200 100 "]
4 BN ___,_,..-A—-"'"
b 0.0 '_—_1‘;,.--* 2 =
oo -10.0 T T T - - T T T T T T T T 7 T T T T T - ]
0.0 1.0 20 20 4.0 50 6.0 7.0 8.0 9.0 0.0 1.0 120
Mirutes
I 156 Channel 1 [ :
Sample Table
Injection Number Peak Mame Retention Time Area (uVmin x100) Area S Sample Name Sample Location Fraction Site{s]
(min)
3 1 0365 2530 0.253 ANLEE_C1B Sampls Zone- 22
3 2 4.504 HO7E45 00747 ANLEE_C1R Sampl= Zone-»2
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TH NMR and 13C NMR 13e

1.031.032.14

95 9.0 85 8.0 75

70

220 0 210 200 100 180 170

1.01

8.5

160
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6.0

140
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130

50 45
Chemical Shift {py

120

110

1.051.091.06
40 35
pm)

100 90

Chemical Shift (ppm)

S72

30

80

212

25

70

3.00

20

60

0.5

-0.5



HPLC-MS 13e

App: 0P _a_subst, Fue 000G2011-161084 @ DGO 41057 PM, Methed Ansytcel fom acton tubss, ler 4, e 4

1m0 450
R PN
b 40.0 ||
aco 350 |
|
1 0.0
feno 50 t
£
3 2
@ < n
2 20.0
g
fe 400 15.0]
20.0 Ph:2
00 ——T T T T
50 60 70 [:1a] an 0.0 110 120 130
Mirutes
Kl 156 Chanel1 ]
Sample Table
Injection Mumber Peak Name Retention Time Area (w¥min x100) Area % Sample Name
{min)
4 1893 AF1699. 5849 90.967 ANIEY-B Fraction Zone-» 36
4 11226 5130.633 1033 ANIETB Fraction Zone—> 16
App: DAF_a_subst, Rre 0B0G2011-1 51054 @ B/5/2011 41057 PM, Methac Anoyticel Fom saction tubes. ler 2. lnp 2
Lo 50,0
B 45,0 Pr:1
ann 40.0 I
1 50 i
0.0
ﬁ 0.0 - |
£ 5,0
2 4 E A I
8 200
- B
i!? 40.0 150 '
200
PHi2
4 PR |
[ixi} T LI T T 7 T T T T
BO oo 0o 110 120 130
Kl 156 Chamel1 0
Sample Table
Injection Number sk Name Retention Time Ares (uVmin x100) Ares % Sample Name Sample Location Fraction Site(s)
(min)
2 4056 524830.3324 99,957 ANEICIR Fraction Zone-> 16
2 12355 T n.008 ANIEY-CIB Fraction Zone-> 15
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TH NMR and 13C NMR 13f

230 220 210 200 190 120 170 160

1.084.46
8
150 140

L]
Chemical Shift (ppm)

120

120

110

5

100

Chemical Shift (ppm)
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HPLC-MS

13f

Apo: DXF_a_subsl, Aun: 07052011-110025 @ 7/5/2011 11:00:28 AM, Method: Purity determination, Iter: 18, Iri: 18

100.0 260.0 7
g 240.0 ) Fl:2
220.0 ] ‘
60.0 2000
1 180.0 ] ‘|
o 1600
& a0 ]
& 140.0 1 I
I i =
5 E 1200 |
g 40.0 100.0 |
800 ]
7 60.0 ]
20.0 400
2na | PN 3
oo — - =l
0.0 -20.0 T T T I T T T I T T T I T T T T T T T
0.0 10 20 30 4.0 5.0 6.0 70 an a0 0.0 110 120
Minutes
I 156 Chanrel 1
Sample Table
Injection Number Peak Name Retention Tims Area (uVmin x100) Area % Sample Name Sample Location Fraction Site(s)
(min)
hl:] 2379 75433333 0.309 AN167_b Sample Zone->26
hl:] 2 3.378 24283558332 99.572 AN167_b Sample Zone->26
18 3 10504 Z306.6667 0119 AN1E7_b Sample Zone->26
Appe DR _a_subst, Runc 0705201 1-145330 @ 7/5/2011 2:5332 P, Method: Purty determinacion, er: 28, Inj 26
100.0 0.0
) Ph 2
1 E0.0 '
80.0 0.0
1 E0.0 ||
u 4
& 60.0 S0.0
& ] 1 I
>
% E40.0 |
T |
=100 0.0 | i —
1
b 0.0 i
4 T
20.0 1n.0 Bl [ 1
] P i
J 00 g b
0.0 -100 T I T I T T T I T I T I T T T T T T
nn 1.0 20 an 40 a0 a0 70 A0 an 110 120
Minutss
I 156 Charral 1
Sample Table
Injection Number Peak Name Retention Time Area (uVimin x100) Area % Sample Name Sample Location Fraction Site(s)
(min)
28 1 0.401 112558313 1.084 AN1E7_C18 Sample Zone->19
2 2928 1027081.6667 98.916 AN1ET7 C18 Sample Zone>19
B 3 10.588 1.6667 o AN1ET_C18 Sample Zone->19
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TH NMR and 13C NMR 13g

i A1
= s S s e e ) K. : = 2 SURS. A P L L T . o

2.344751.201.18 1.111.121.161.18 3.61 1.16 3.00

14 13 12 1 10 9 a 7 5 4 3 2 1 0 -1

[
Chemical Shift (ppm)

AN1685a_CARBON_01.esp

20 20 20 120 180 170 160 150 140 120 110 100 20 B0 70 60 50 40 30 20 10 ]

Chemical Shift (ppm)
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HPLC-MS 13g

Apo: DXF_a subsl, Aun: O7052011-110025 & 7/5/2011 11:00:28 AM, Method: Purity determination, Iter: 14, In: 14

i00.0 393.3_
| 360.0 ]
3300
80.0 3000 2
] 270.3_
- 2400
w600 l
& 2100
o =
5 E 1800 | |
1500
§ 40.0 B
1213.3_
) 90.0 | ||
200 600 il
300 PN L
7 oo ] - aw L ¥ — -
0.0 -30.0 -I T | T T T T | T | T I T T T T T T T T
no 1.0 20 an 4.0 S0 B0 70 a0 an 10.0 1o 120
Minutae
I 156 Charral 1
Sample Table
Injection Number Peak Name Retention Time Area (uVmin x100) Area %o Sample Name Sample Location Fraction Site(s)
(min)
14 1 6714 FFrrE 2314 AN1S5_b Sample Zone->18
14 2 7827 3262545.1687 97.686 AN1ES b Sample Zone->18
Appe DR_a_subst, Aun: 07092011-145330 @ 7/5/2011 25332 PM, Method: Purity determinaian, lter: 34, Inj: 34
100.0 100.0
B 200 Fi:3
0.0 ikl
| 700
a 600 |
& A0 E |
& _ 500 [
z 1 E 1
-é 400 |
40.0 1
= 300 e e
4 q 1
200 | :
200 | 1
1m0 1 e e e I
1 oo e L
0.0 -10.0 T I I T I T I T I T I T T T T T T T T I T
(1)in] 1.0 20 3a 4.0 50 6.0 70 8.0 an 0.0 11.0 120
Minutes
0 156 Chanrel 1
Sample Table
Injection Number Peak Name Retention Time Area (uWmin x100) Area % Sample Name Sample Location Fraction Site(s)
(miin)
» 1 037 119558333 1.197 AN1E5_C18 Sample Zone->31
M 2 6081 95883333 0.955 AN165_C18 Semple Zone->31
kS 3 7517 980957.5 97.847 AN165_C18 Sample Zone->31
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TH NMR and 13C NMR 13h

U 11V '
2.06 212215213 1.201.171.29 1.27 1.253.00

14 13 12 1 10 9 8 7 ] 5 4 3 2
Chemical Shift (ppm)

um

230 z0 210 200 180 180 70 160 150 140 130 120 110 100 80 B8O TO &0 0
Chemical Shift (ppm}
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HPLC-MS 13h

App: D¥A_a_subst. Hun: OF52001-145330 & 7/5/20071 25332 PM. Method: Punty detesmination. lkes: 5. Inp &

100.0 l.ED.CI_ P2
4 110.0
100.0
an.0 ]
20.0
T BO.0
%IﬁD.U 0.0 1
i 61.0
- B0.
a E 4
-_I;: 50.0
& 400 40.0
1 30.0
20.0
200 1 _'_/_,_,_—J”
10.0 PN _j,‘L—f’ Pi:3
4 1 - o
0.0 :’,_»-a—-"-'""r_’. o %
0.0 -10.0 = T T T T T | T | T T T | T T T T 1 T T T T
0.0 1.0 20 30 4.0 5.0 6.0 7.0 8.0 9.0 10.0 110 12.0
Mirutes
I 156 Channal 1
Sample Table
Injection Number Peak Mame Retention Time Area (uVmin x100) Area %% Sample Name Sample Location Fraction Site{s)
{min]
5 1 2158 B697 5 0.557 AN179_B Sample Zone->50
5 2 3213 14447704167 99,184 ANI79 B Sample Zone->50
5 3 10.894 3182.0833 018 ANITS B Sample Zone->50
Acp: DMA_a_subst, Fun: 07072011 115240 @ 7/7/2011 11:52:42 AM. Method: Purity deferination, Iter 7. Inj 7
1000 16.0 =8
T 140
80.0 120
| 0.0
Q 60.0 7
€ > 8.0
= R 4
g 60
2 40.0 4
i 40 e
o0 20 | // fxm:z
] oo /
4 e
il 20 s e T B e L s E e o e o R I
oo 1.0 2.0 3.0 .0 j=1a} 6.0 7.0 80 2.0 0.0 110 120
Minutes
Bl 156 Charel 1
Sample Table
Tnjection Number Pesk Name Retention Time Ares (uMmin x100) Ares % Sample Name Sample Location Fraction Site(s)
(min)
7 1 2822 151603.111 99.999 AN17S_C18 Sarmpie Zone>10
7 z 10583 0.813 0.001 AN179_C18 Sampie Zone->10
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1H NMR and 13C NMR 13i
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HPLC-MS 13i

Ao DMA_a_subst, Aun: DE0B2071 124255 @ Q/E/2017 124257 PM. Mathed: Analticsl frem Faclion bes, R 12, 1 12

1w 500 et
R 45.0
0o 40.8
4 350
Beo 3o
g 60.0 g ‘
250
O R |
H 200
- -4
40.0
# 150
10.0
ann s0 iz a
] | e
1 [ ey < —
0o sy —rYY¥F¥¥¥ 71777
0.0 1.0 20 30 40 3.0 60 7.0 [z s} a0 no 110 1z2.0 130
Mnutes
Kl 150 Chanel 10
Sample Table
Injection Mumber Pesk Mame Retention Time Area (uWmin £100) Area ¥ Sample Name Sample Location Fraction Site(s)
{min)
12 1 6.566 49062, 5003 6904 AN1S1-B Fraction Zone-»> 13
12 2 11.241 $122.9163 1016 AN11-B Fraction Zone->X3
12 3 12395 o L] AN181-B Fraction Zone->13
Ace: DMA_a_ s, Flun: 102071124255 @ B/6/201 1 124257 PM, Method Analdics frem Facken lubes, lter B Ini ©
1w 50,0 g
] ML
R 450
ann 40.0|
feon
o
g -
B
# 400
2n0 Bl:2
- _.—-"'_‘_‘-"_l"]
0o — —
110 120 130
Bl 156 chame 1 (0
Sample Table
Injection Number Peak Name Retention Time Area (uVmin x100) Ares % Sample Name Sample Location Fraction Site(s)
(min)
L 1 6117 5402700003 99938 AN Fraction Zone->13
L} 2 12.364 nsoan 0.062 ANIEL-C18 Fraction Zone-»11
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1H NMR and 13C NMR 13j
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HPLC-MS 13j

i00.0

26.0

App: DHA_a_subst, Aurc OT072011-115240 @ 7/772007 11:52.42 AWM. Method Punty determmnation, Iter: 17, Ing 11

P2
i 24.0
220]
an,0 20,0
4 iB.0
2 a0.0 1]
i 14.0
E 1 E1aj
= 0.0
= 40.0 1
a.0
1 a.0
20.0 40 | |
- g}}/’/l B i
a0 = e - L i e
0.0 -2.0 T l T T T T T | T | T T | T ] T T | T T T 1
0.0 1.0 2.0 a0 4.0 3.0 6.0 7.0 a.0 a0 10.0 11.0 120
MirLites
0 156 channal 1 [
Sample Table
Injection Number Peak Mame Retention Time Area [uWmin x100) Area W Sample Name Sample Location Fraction Site{s)
{min}
11 1 0278 29158323 143 ANI7E b Sample Zone->f
i 2 4822 IP6I06.6667 98.957 ANITE b Sample Zone- =6
App: D¥F_a_subst, Aun: OF072001-115240 (@ 772001 17:6242 AWM. Method Furity debermmation, Iter 5, Inp 5
100.0 26.0 FH:Z
i 24.0
220
GD.O EU|D
4 1B.0
16.0
] i
an.o
2 14.0
o 4
o i
2 E120]
0.0
i 40.0 1
20,0
4 I
0.0 I T I T ! | ! I :
1.0 a.0 | 10.0 11.0 120
Mirutes
I 156 channel 1 [0
Sample Table
Injection Number Peak Mame Retention Time Area {uVmin x100% Area s Sample Name Sample Location Fraction Site{s)
{miin)
5 1 037 4395 1.562 AN1TE_C18 Sample Zone->6
5 2 4513 277000 98.438 AN1TE_C18 Sample Zone->6
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1TH NMR and 13C NMR 13k
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HPLC-MS 13k

Apo: DXF_a_subsl, Aunc 07052011-110025 @ 7/5/2011 11:00:28 AM, Method: Puritp determination, Iter: 2€, ir: 26

100.0 5000 P2
. 4300
B0.0 40007
] 3500
i 3000
i 60.0 g
£ | 200
= E
g 2000
40.0 7
# 1500
| 100.0
20.0 ]
500
4 PM:1 PN:2 K]
1 oo £~ = =
0o -50.0 T | T T T T T I T I T T T T T T T T T T T
0.0 10 20 aa 4.0 S0 60 70 an an 0.0 110 120
Minutas
I 156 Charrel L [0 5
Sample Table
Injection Number Peak Name Retention Time Area (uVmin x100) Area % Sample Name Sample Location Fraction Site(s)
(mim)
2% 1 0,497 731383333 113 ANIS2 b Sample Zone->42
% 2 1825 6691375 1.034 ANIS2 b Sample Zone->42
3 777 6325540.8333 97.782 ANISZ b Sample Zone-=42
26 4 10.857 3514.1667 0.054 ANISZ b Sample Zone->42
App DR_a_subst, Runc 0705201 1-145330 @ 7/5/2011 253 32 PM, Method; Purty determingion, lter: 32, Inj 32
100.0 3250 =]
] 3000
2730
B80.0 2500
] 2230
o 2000
600
£ 1750
a ) >
E E 150.0_
1250
400 ]
100.0
i 750 1
20.0 500 ] .--’-—H'
250
oo
00 -23.0 T I T T T T T T T T
a0 70 a0 an n.o 110 120
Minutzs
I 156 Charre! 1 [
Sample Table
Injection Number Peak Name Retention Time Area (uVmin x100) Area % Sample Name Sample Location Fraction Site(s)
(min)
32 1 1031 12507 4964 0.234 AN182_C18 Sample Zone->27
32 2 24 5334670.5186 99.766 AN182_C18 Sample Zone->27
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