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Method info : A: 0.1% TFA IN H20 , B:0.1% TFR IN ACN ; Flow Bate:2.0 ml/min
COLUMN:XBridge C8 (50x4.6mm, 3.5pm), +ve mode

TIME {13
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Method info : A : 0.1%TFA IN H20 B: 0.1%TFA IN ACN Flow = 2.0 ml/min

COLUMN:XBridge C8 (50X4.6)mm,3.5um , +ve mode

Time L of B
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8.0 100

8.1 100 H

5 N~

8.5 5 1"

; 8 / Br
10.0 3

COOMe

*Mavimum Chromatogram of D:\DATALY 2013\FEB 1314615347 D, Signal Id A
mAL &
3 8
[y}
1200
10004
8004
6004
4004
(]
2004 i
y ey
" P S
T I T T . I T T T I T T I
0 2 4 i 8 min
|Peak| BT Lrea | Area |
| Ho | min A |
i ke ] ke ot e [=smrmsss |
[1 ]3.513 [9.212e400010.208 |
12 13.807 4,395e+003199.791 |

HPLC (2b)
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Method info : A: 0.1% TFA IN H20 , B:0.1% TFA IN ACN ; Flow Rate:2.0 ml/min
COLUMN:¥Bridge CB (50x4.6mm, 3.5pm), +ve mode
TIME 5B
0 05
8.0 100 H OMe
8.1 100 NN
8.5 05 N~
10 05 COOMe

2C
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[1 [2.494 |4.4652+00010.190 |
2 13.020 |2.340e+003]99.746 |
[B¢  [deddl 1.500e+00010.064 |

HPLC (2c)
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Method info

A-10mM NH4HCO3 IN H20 , B- ACN
COLUMN: XBridge CB8 (50X4.é6mm,
TIME %B

1] 05

8.0 100

8.1 100

8.5 05

10 03

Flow: 1.0 ml/min

3.5um), -ve mods

*Maximum Chromatogram of DADATAVY2013WAN-13\A600489.D, Signal Id A
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Rt [ttt s oessas | === |
|1 13.108 11.174e+003198.060 |
|2 |3.298 |4.422e+00010.373 |
I3 13.464 |7.986e-00110.067 I
|4 |3. 680 |9.200e-00110.078 I
I3 13.830 |7.6B%e-001]0.065 |
£ 4,166 |3.010e+00010.254 |
|7 |4.355 11.218e+00010.103 I

HPLC (2d)
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Method info

A-10mM NH4HCO3 IN H20 , B-

ACNH

Flow: 1.0 ml/min

COLUMN: XBridge CB (50X4.6€mm, 3.5pm), -ve mode

TIME %B
0 05
8.0 100
8.1 100
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10 05
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mAU ] &
j !
4 o
120
100
80
60
401
] |m
204 o ‘ = -
] & (@ 2
04 N - 1 I-l I\Fn ; ‘f , il
. . . | . . . | . . T |
0 2 4 f mir|
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Method info : A: 0.1% TFA IN H20 , B:0.1% TFA IN ACN ; Flow Rate:2.0 ml/min

COLUMN:XBridge CB (50x4.6mm, 3.5p), +ve mode

TIME i
0 05
8.0 100
B 100 H
8.1 100 N y
8.5 05 N N
= l - N /
10.0 05
COOMe

*Maximum Chromatogram of DADATAWY2013\0CT-13\4824235.D, Signal ld A
mAU 1 8
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200 8 N3 ©
0_-_u_ - e 9 - .I'ﬁ : i} _qu_ =
: ‘ T I . . I . : . | .
0 2 i min
Peak| RT | Area | Area |
No | min | % |
S B R e |
1 |3.602 [1.73%e+001]0.511 |
2 |4.036 |3.3592+003]968.680 |
13 [4.122 |4.808=40000.141 |
4 14,309 |9.10324+00010.267 |
[5 ]6.18 |1.361=+001]0.400 |

HPLC (2f)
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Method info @ A: 0.1% TFA IN H20 , B:0.1% TFA IN ACN ; Flow Rate:2.0 ml/min
COLUMN:XBridge C8 (30x4.6mm, 3.5um), +ve mode

TIME B

0 05

3.0 100 ;

8.1 100 E p OMe
8.5 05

1.r| 55 COOMe

4 406
'J—_A-.G.EQ

14 . TES

T
0 A BEN

[Peak] BT | Area | Area |
| No | min | & |
e oy e |
11 12,923 |3.098e400010.0%¢

2 |2.994 [3.337e+00010.0g4

13 3.1 |5.083e+003%¢. 763

|4 13.264 [5.741e+001]1.093

6 13.824  [3.314e+00010.083
[T 14.406  [3.671e+00110.698
13 [4.628  [4,127e+000(0.079
19 14.763  13.433e+001(0.654

|
|
|
|
|5 13.611  |2.5372e+00110.490 |
|
|
|
|

HPLC (29)

28



IR (29)

(-] Sl3quUnUBAE AL

00o¥

{05€E

000¢

00sg

0002

003t

000k

00S

Y Transmittance

[ e (3] [=r] == (=] [ =] _I.T:
= = = = =a [} = =
TN T [N TN T TN TN [N NN TN TN T N T T T N NN TN TN TN N T N TN T N NN Y TN T N N T T T O
]
=]
=]
i
(=]
=i
==
k=
=
=
H
~-N
1l OMe
N/
COOMe
17317
H23.5 e
1588 1 TSE T
1481 0 1450 5 — i
13898 .5
1315_.]'5__:;
282.3 1257.2 = —r
12023 1 1TT T =
11210 e S
10495
1224 ooz & i, ..
aa8.7 a86. 2 g1a0
Taa.7 T52.3
10 gir0
554 4

29




0736 =4 |

-

Cl

ll\ll/ Cl

AN

--“-. T'-ruq

'"H NMR (400 MHz) in DMSO-dg (2h)

30

el ]

o L

]

P
s 49

LAgarn

£.0474

. T8

.B2BE
3248

L9649

a9



gl 08l Doz
I I I

OFi
I

Cl

0zl
]
T

H ll\ll/ Cl

aal
|
Q
0
Q
4
(0]

o8
I

wdd

3C NMR (100 MHz) in DMSO-dg (2h)

31

161.8175

150, 7341
137, 5955
133, 0022
1312,3952
131.4561
131, 1981
120, 95804
129, 5931

125, 5081




Method info : A:

0.1% TFA IN H20 , B:0.1% TF

3 IN ACN ; Flow Rate:2.0 ml/min

COLUMN:XBridge C8 (50x4.6€mm, 3.5m), +ve mode

TIME %B

- I-.S
U U
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8.1 140

[==]
o

10.0 05

05 I
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Y, Cl

mAU J 2
n Tl
]

=
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24939

*Maximum Chromatogram of DADATAW20MASEP-11ATE0332.0, Signal Id A

miry

1 13.240 [3.488e+00010.157 |
12 13.493 [1.341e+00110.603 |
13 13.540 2.14724003196.483 |
|
|

|4 13.579 [5.926e+001|2.663
|5 [3.92¢ 2.092e+00010.094

HPLC (2h)
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Method info

A:0.1%TFA in H2Z20, B:0.1%TFA in ACN, Flow Rat

nl /min

il
58]
=
v

COLUMN: XBridge C8(50X4.&)mm, 3.5pm

Time % a0f'B
0 3
8.0 100
8.4 100
85 5

10.0 5

*Maximum Chromatogram of CADATAWY201JAUG13ATES214.D, Signal Id A
mAU 1 &
] P
1 3
1000
500
600
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2004 o g o Mmoo )
: 88 8228 RF@
ol— o5, 8 99 a9, O .
7 T T T I T I T T T | T
0 2 4 G mi
|Peakl| RT | Lrea | Area |
| No | min | | % |
lrm=slsnsnssses Bttt lmsmmmemem |
il 11.640 |3.772e+000]0.10 |
2 |1.859¢& |11.726e+000]0.05 |
|3 2.220 |3.651e+000]0.10 |
| 4 2.69¢6 |1.596e+001|0.44 |
|5 2.8B53 |6.188e+00010.17 |
3 13.183 |6.152e+000]0.17 |
| 7 13.705 |3.43ce+000]0.08 |
|8 13.785 |3.504e+003]87.82 |
|19 13.933 |8.567e+000]0.26 |
110 14.042 |2.888e+00110.78 |

HPLC (2i)
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Method info

A-10mM NH4HCO3 IN H20

COLUMN: XBridge C8

TIME %B

IS
[ S
e
=1
=1

*Maximum Chromatogram of DADATAVY2013WJAN-134602543.D, Signal Id A
mAU 1 S
] m|
500
400 ‘
3004 ‘
200
: |
1001 ~ |D r~ ~ o8& =t oo
: (|8 NEE § B8 B3 E§
o - A o ¢ ¥ e G %
T 5 mir]
|Peak] RT | Lrea | Rrea |
| ®¥o | min | | % |
B R R [==mmmmm- |
11 13.017 1.255e+000|0.05% |
12 113121 12.022e+003195.7498 |
13 13.360 |4.545€6e+000|0.235 |
|4 |3 2T |1.€45e+000(0.078 |
15 13.853 ]1.118=+001]0.530 |
& 14.108 |15.462e+000|0.260 |
17 14.185 |6.648e+000(0.315 |
18 | 4.487 |6.456e+000]0.308 |
18 14.782 14.212e+000]0.200 |
110 14.953 12 |
11 15.551 |8 |
112 15.684 17 |
113 16.055 13 |
14 |6.302 12 |

HPLC (2))
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Method info

: B: 10mM WH4HCO3 , C: ACN ; Flow Rate:1.0 ml/min

COLUMN:XBridge C8 (50x4.6mm, 3.5p), -ve mode

TIME §C
0 05
8.0 100
8.1 100
8.5 05 4 ON
10,0 03 N F
1
N/ e
COOMe
2k
"Maximum Chromatogram of C\CHEM32\\DATA\Y2013\AN 2013W607888A.D, Signal Id A
mAU =
] o
g i1
1200
1000
800
600
400 ‘
3 @ o - a -
W § B g
_—
0 2 4 ] mir|
|Pzak| RT |  Area | Rrea |
| No | min | | % |
S e | ==mmmmmeee frssmiize |
|1 13,679 |1.341e+00110.240 |
12 14.080  |2.727e+00010.048 |
13 14.270  15.522e+003198.723 |
|4 14.425  12.179+001/0.390 |
15 14.621  13.663e+00010.065 |
|6 15.079  |1.611e+001]0.288 |
|7 16.495  [3.362e+000(0.060 |
8 16.552  14.135e-001/0.007 |
|9 [6.791  ]9.950e+000/0.178 |
HPLC (2k)
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Method info
A-10mM NH4HCO3 IN H20 , B- ACN Flow: 1.0 ml/min

COLUMN: XBri

CB 50

¥4.6mm, 3.5um)}, +ve m

*Maximum Chromatogram of DADATAYY2013WAN-13\A601873.D, Signal Id A
mAU ] 8
1 ]
800} ‘
600 |
1 [
400 ‘
200+ ‘|
1 | o T T oo
| € 2 a8 35
1 LA, W Ve T e
: T ; T ; : t T
i] 2 4 min|
|p=akl RT | Lrea | Lrea |
| Mo | min | | % I
[ ===—===== e e |
11 |3.135 |3.775e+003(87.769 |
12 |3.482 |4.428e+000(0.115 |
13 |4.028 |6.973e+000(0.181 |
14 14.134 11.052e+001|0.273 |
15 14.511 |2.093e+001|0.542 |
& 14.624 |11.025%e+001|0.266 |
17 14.941 11.760e+001|0.456 |
8 15.212 |1.536e+001|0.388 |

HPLC (2I)
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Method infa

-

0.1%TFA IN H20 B: 0.1%TFA IN ACN Flow = 2.0 mL/min

COLUMN:XBridge C8 (50X4.6)mm,3.5pm , +ve mode

Time Yo

[==]

—

(==
(]

H

NNy O

N N
COOEt  2m

*Maximum Chromatogram of DIDATALY 2013WAN 1314602947 D, Signal Id A
mAU &
1200 ¢
1000
8004
600
4004
] o
200 i
4 | ) p—
D 1 |~.| Jj|— -
T T | | T T T | T T |
I 2 4 f g mi
|Peak| BT Lrea | Area
| o | min | %
el B mems=mmty
[1 [4.124 |5.043=+003]499,830
2 |5.682 [8.38T=+00010. 168
3 [35.739 [1.7562-00110,003
HPLC (2m)
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Method info

A-10mM NH4HCO3 IN H20
COLUMN: XBridge C8 (50X4.6mm,

[¥s]
o
o

B- ACN

Flow: 1.0 ml/min
3.5pm), -ve mode
H
-N S B'
1
v\
COOMe

*Maximum Chromatogram of DADATAV 201 WJAN-13ASB8496.D, Signal Id A
mAU 2
4 =~
b m‘
300
250
200
150 ‘
1004 ‘
e I 2 ¢ |igs ¢ g 8
] e b X ) = « & @
S . o Jue e W g ®
. . . | : | . . . | .
0 i 4 6 min
| Beak| BT | Lrea | Rrea |
| Wo | min | | % |
i ffr [=—=——=== !
1 10.571 |4,.722e+000|0.38% |
| 2 12.4453 |6.17€6e-001]0.051 |
|3 13.416 2.90%e-001]0.024 |
| 4 12.778 |1.197e+003]98.729 |
|3 14,103 12.774e+000]0.225 |
| & |4.338 11.621e+000]0.134 |
|7 14.818 35 01[0.048 |
8 |5.68490 11.409e+000]0.116 |
|19 le.608 13.394e+000]|0.280 |

HPLC (2n)
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Method info

2:0.1%TF2 in H20, B:0.1%TFZ in ACN, Flow BRate:2.0ml/min

COLUMN: XBridge CB(50X4.6)mm, 3.5pm

Time % of B

0 5

8.0 100 H
. N~

8.1 100 i

8.5 5 N

o
20 COOMe

mAL

Maximum Chromatogram of CADATAYZ201PAPR131A6588908.0, Signal Id A
Lix]
[T
Q
~I

| Peakl| RT

| ¥o | min
e Rt
11 |1.787

[:2 |1.9118

|3 11.985
4 12.058
) 2.161
g |2.413
|7 12.511
] 12.589
|9 20T
110 12.838
11 [3.475
[12: 17937

HPLC (20)

.422e+003194.20 I
.200e+000]0.
.926e+0011.28 |
.018e+00010.4% I
.261e+000/0.41 I
|4.404e+000|0.29 |

|

|

.384e+000]0.
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Method info

2:0.1%TF2 in H20, B:0.1%TFZ in ACN, Flow Rate:2.0ml/min

COLUMN: XBridge CB(50X4.6)mm,3.

"

3

ime
i

(=]

t of B

pm

12 590

11

I T —
619

-4 350

*Maximum Chromatogram of C\DATAWZ201 IINOV131AS30439.0, Signal Id A

H4.700

T
8

minj

| Peak] RT
¥o | min
1 |2.283
|2 [2.580
13 |3.061
| 4 |3.144
|3 [3.234
g [3.317
|7 |3.388

HPLC (2p)

.158e+00110.36
.994e+0001/0.06

.543e+00010.11

483e+001]0.46

.64ee+00010.24
.145e+00396.7
.27Te+00010.07
.162e+000]0.12
.162e+00010.22

.958e+00110.60

~

.627e+00110.50
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Method info : 2 : 10 mM NH4HCo3 H20 B: ACN Flow = 1.0 mL/min

COLUMN:XBridge C8 (50¥4.6)mm,3.5pm , -ve mode

Time Y of B

[==]
[==1

I

—
[=1

[S=T= ]
eno
n =
N
Neo)

e]

10.

*Marimum Chromatogram of DIDATAY 2013\MAR13AG33752A.0, Signal Id A

i

(I
U_- IIII lp.lu?luljl

oo —

|Peak| RT | Area | Area

| Fo | min [ % |
fre)] shoariss e |
[1 13.502 13.908e+003/98.348 |
2 15.208 13.817=+000]0.09¢

[3  [5.555 [1.995e+001(0.502 |
4 [5.785 14.189+001/1.054 |

HPLC (2q)
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Method info : A: 0.1% TFA IN H20 , B:0.1% TFA IN ACN ; Flow Rate:2.0 ml/min
COLUMN:XBridge CB (50x4.6mm, 3.5p), +ve mode

TIME 3B

0 05

8.0 100

(6]

it 100 H

Rl 100 N/N \’
8.5 a5 II\II Y, O
10.0 05

*Maximum Chromatogram of DADATAVY201W0CT-1314824235.D, Signal Id A
mAU 1 &
] o
] bl
1000
800
600
400 ‘
_: o @ a
e i :
% SO 'S5 . . S
7 T T T | T T T I T T T | T T T
0 2 4 ]
| Peak]| RT | Area | Area |
| No | min | | % |
sl s [merisns |
|1 |3.602 |1.73%e+001]0.511 |
|2 |4.036 [3.359e+0031598.680 |
|3 |14.122 |4.808e4000(0.141 |
| 4 |4.309 |9.103e4+000(0.267 |
|5 |6.183 |1.361e+0010.400 |
HPLC (2r)
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Method info

: A: 0.1% TFA IN HZ0 , B:0.1% TFA IN A

\CN ; Flow Rate:2.0 ml/min

COLUMN:XBridgs CB (50x4.6mm, 3.5u), +ve mode
TIME %B
0 05
8.0 100
8.1 100 N /
8.5 05 Il Y N
10.0 05 N \
CN
2s
*Maximum Chromatogram of D:DATAWY2013MAR-2013\A646694 D, Signal 1d A
mAU J B
3 ~
1400 3 o
1200 3
1000 3
8003 ‘
600 3
4003 g
4 = O [ s ] o o5
2003 N 238 438% =
E L5 o o e -
1 : ; T : ; ' T T T
0 2 4 mir]
|Peak]| RT | Lrea | Rrea |
| No | min | | % |
e | - —— :
11 |1 217 Z.6482+001|0.492 |
2 |1.450 |1.461e+000|0.027 |
|3 2.063 |1.535e4+000]0.029 |
|4 2.339 |6.883e+000]0.128 |
O 2.538 |1.53%=+001]0.286 |
| & 2.769 5.227e+003)97.188 |
|7 2.842 |7.976e+001]1.483 |
a8 [3.124 |2.635e+000)0.049 |
|9 |3.306 |4.325e+000)0.080 |
|10 | 3.399 |6.432e+000|0.120 |
2L 3533 |4.157e+000|0.077 |
|12 |3.614 2.185e+000|0.041 |
HPLC (2s)
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A : 10 mM NH4HCo3 H20 B: ACN Flow = 1.0 mL/min

COLUMN:XBridge C8 (50X4.6)mm,3,5mm , -ve mode

Time

=1

oo oo
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[==]
wn

10.0

3 0f B

*Mavimum Chromatogram of DIDATAY 20115EP131ATT9305.0, Signal Id A

T
]

il
©

=] L L] 0 i

= + % @

o E o T 5

‘?IJ il '¢u|n i
;

mil

|Peak| RT
| No | min
[1  13.370
12 13.434
13 |3.6el6

HPLC (2t)
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Method info : A : 0.1%TFA IN H20 B: 0.1%TFA IN ACN Flow = 2.0 mL/min

COLUMN:XBridge C8 (50X4.6)mm,3.5pm , +ve mode

Time Y of B
) 5
8.0 100
5.1 100 £
8.5 5 -
10.0 5
COOMe
le
“Maximum Chramatogram of DADATAY 2012\SEP 12A517665 D, Signal 1d A
mAU 7 0
E 3|
500 3 <
5003 “
400 '
300 3 ‘
2003
E © 0 or-
100 g 88| 32 =
03— —— T .
. : : : : ; ; i : ; ; ; : ;
1] 2 4 g 8 min

6 I

3 I
|3 |4.424 15.1685e+000/0.261 !
|4 |4.504 11.187e+00010.060 I
|5 |4.645 11.9672+003188.820 |
le |4.%4¢6 12.314=+000]0.1186 I
|7 |5.087 15.975e+00010.300 I

HPLC (le)
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Method info :  A:0.1%TFR in 320, B:0.1%TFR in ACN, Flow Rate:Z.0ml/min
COLMMN: ¥Bridge CA(50%4.6)mm, 3. 5pm
Time tofB

I 3
8.0 100

8.1 100 FWCOOMG
8.5 g MeO Br

J
10.0 5 1

alld A

*Masimum Chromatogram of CADATAN2013MAR1314642243.0, Siqr

4. 6T2

|Pzak| BT | Brea | Area |

1 14.443  [1.661e+00000.09 |

2 ]4.672  |1.791e+003(88.71 |
13 15.784  13.478e+00010.19 |

HPLC (1K)
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Method info : 2:0.1%TFA in H20, B:0.1%TFL in ACN, Flow Rate:2.0ml/min

COLUMN: XBridge CB(50X4.€)nm,3.3pm

Time 5 of B
0 5
8.0 100
8

ot H cl ~COOMe
10.0 5 Cl '

1l

*Maximum Chromatogram of C\DATAYY2013\MAR131A636373.D, Signal ld A
mAl 3 o
: b
] s}
3004
2504
200
150
100 )
5 - I[.B =] g E {‘\rf | | = =
50 3 & & & 3 4l
D—:—_)IL_ — = t\ﬁj_{E—‘_Eq_ I"'T'__ _— =
: I : l ' ; T T T T T :

|Peak| RT | Area | Area |

No | min | [ % |
\smmlesmmmnss l=mmmmmsmen s |
1 12.391 |3.654e+00010.40 I
12 12.865 [7.417e+00010.7¢ I
13 13.2¢0 [3.09G60=+00010.41 |
4 13.745 [8.718e+000]0.89 |
|3 14.672 [3.873e+00010.40 |
le 13.245 [4,44ee+00010.453 |
7T 15.485 |9.456e+002]%c.69 |

HPLC (1I)
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Method info : A:0.1%TFA in H20, B:0.1%TFX in ACN, Flow Rate:2.0ml/min

COLUMN: XBridge CB(50X4.6)mm,3.5um

Time % of B
0 3
8.0 100

CN

==}
-

160 A

8.5 3 cl
10.0 5

1u

*Maximum Chromatogram of CADATAW2012\NOYV 12145484494 D, Signal Id A

mAU z
] ©
800 +

700

T
0 2 4 i 8  min

| Peak] RT | Lrea | Area !
| No | min | | % !
R et |—mmmmmo- |
11 [4.6189 |12.922e+003(99.73 |
|2 |4.74¢ |4.383e+00010.15 !
|3 |5.004 |3.465e+00010.12 |

HPLC (1u)
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Mzthod info

2-10mM NHAHCO3 IN H20 , B- ACN Flow: 1.0 ml/min
COLUMN: XBridge CB (50X4.6mm, 3.5pm),

TIME %B
0 05
8.0 100
8.1 100 o) - ON
8.5 05 <O cl
10 05
1v
*Maximum Chromatogram of D:A\DATAVYY2013WMARCH-13\A638611.D, Signal ld A
mAl 3
; %
1?50% mT‘
15004
1250 ‘ ‘
1000 ‘ ‘
750
5004 ‘ ‘
250 22 i
1 af [
1 ng RS
0+ . o
. : . | ; : . | : . : |
0 2 4 6 min|
| Peak| RT Area | Area |
| No min

[1.91%9+002|1.144

[1.194e+001]0.071
8.192e+00348.817

[8.3852+003(49.968

JL 13.953
12 14.088
|13 15.836
| 4 15.902
HPLC (1v)
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Method info

b

: 0.1% TF2 IN HIO ,

HEY 1

B:0.1% TFL IN ACK ; Flow Rate:2.0 ml/min

COLUMN:XBridge CB (50x4.tmm, 3.3um), +ve mode

TIME

L= = = R e
LD B R

=

5B

CN

~ Cl

MAU
1600
1400
1200
1000
B00-
600
e
0
0+

*Maximum Chromatagram of DADATAWY2013IMAR 20131A644960.0, Signal Id A

4. T 40

0

|Peak| AT

.33%2+0000.040
.281e+003199,68¢

[4.603e+00010.073

HPLC (1w)
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Method I

nfo : A : 10 mM NH4HCo3 H20 B: ACHN Flow = 1.0 mL/min

COLUMN:XBridge C8 (50X4.6)mm,3.5pm , -ve mode

Time % of B
8.0 100
8.1 100 (0] X CN
8.5 5 \ | &
10.0 3
1X
*Maximum Chromatogram of DADATALY 201 W0CT131AB18466.D, Signal Id A
mAU 4 =
800 ﬁ
700 n
600
500 H
4004
3003 ‘|
200 = |
100 § 2 8 & g8 || 8
03 T B A R L. ) LI W]I —
'R T R T i
|Beak] RT | Lrea | RArea |
| Ho | min | | % !
R T —— AR — s !
1 11.821 [41.158 |0.55 !
12 12.583 [26.143 |0.352 |
13 13.080 |2.838 |0.038 !
14 13.677 [2.271 [0.031 !
] 14.898 |9.259 0.125 !
6 15.200 |10.507 [0.141 !
17 15.918 |3682.588 149.680 |
18 le.018 |3587.146 |48.262 |
| & |7.100 [20.121 10.271 !
110 |7.139 |40.653 0.547 |

HPLC (1x)
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Method info

A: 0.1% TFA IN HZ0 ,

B:0.1% TFA IN ACN ; Flow Rate:2.0 ml/min

COLUMN:XBridge CA (30xd4.emm, 3.5pm), +ve mode

TIME %B
0 05 o
8.0 100
8.1 100 N o7
8.5 05 Ny
10 5 3a
"Marimum Chromatogram of DADATAY201310CT 20131AB14860A D, Signal 1G A
mAU g
] @
1200 v
1000
E ‘
600
|
2007 2 k | =
i LA | S
I A i
|peak| RT | Lrea Arza |

[T 14.301 |4.847e+00010.105
2 14.772 [7.952e+00010.172 |
3 [4.940 [4.623e+00389.724 |

HPLC (3a)
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'H NMR (400 MHz) in DMSO-d; (6a)
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A: 0.1% TFA IN H2
COLUMN: XBric

, B:0.1% TFA IN ACN ; Flow Rate:2.0 ml/min

(50x4.6mm, 3.5p), +ve mode

TIME
0 05
8.0 100 ~N
8.1 100 N Br
) N/
8.5 05
10.0 05 o 6
a
o 1\
*Maximum Chromatogram of DADATAVY2014\WJAN 14\A897526.0, Signal Id A
mAL D
4 Lyl
1400 m"
12004
10004 ”
8004
600 “
400
1 o o |L =]
200 8 2 i @
ol e U e
T T T T T T T T T T T T T T T T
0 2 4 6 8 min
|Peak] RT | Lrea | Area |
| No | min | | % |
St e neb s v YommmrTT |
11 12.852 11.135e+001(0.179 |
12 13.598 |8.230e+000(0.130 |
13 15.351 |6.257e+003|968.816 |
|4 15.526 13.948e+00110.624 |
15 |6.310 |9.488e+00010.150 |
MSD1 TIC, MS File (D:\DATAW2014\JAN 14\AB97526.0) MM-ES+APCI, Pos, Scan, Frag: 150, "signal-1'
800000 )
600000 N
3] [
400000
200000 4
E s meman e G~
e i
0 b & & min
*MSD1 SPC, time=5.288:5.434 of D:\DATAW2014JAN 14\A897526.0 MM-ES~APCI, Pos, Scan, Frag: 150, "signal-1"
100 E
20
60
40 .
20
o
200 400 500 800 1000 o

LCMS (6a)
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'H NMR (400 MHz) in DMSO-ds (6b)
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Method info : A: 0.1% TFZ IN H20 , B:0.l1% TFA IN ACN ; Flow Rate:2.0 ml/min

COLUMN:X¥Bridge C (S0x4.6mm, 3.5p), +ve mode

TIME %B
0 05
8.0 100
8.1 100
8 05
10.0 05
NN B
g r
N
Q
(0] \ 6b
*Maximum Chromatogram of DADATAWY20148JANT4\A884506A.0, Signal Id A
mAL =
&5
400 *l
350
300
250
200
150 “
100 2 é
50 o || w0 e
o i _ f'f_l S —
} r - : T r r - T : r T T : r r T
0 2 4 i} 4  mir
|Peak] RT | Lrea | Area |
| ¥o | min | | % |
R ¥ === |
1L 13.659 0010.614 |
12 14.806 765 |
13 15.801 0010.621 |

MSD2 TIC, MS File (DADATAY2014\JAN1T41AB94506A.D) MM-ES+APCI, Pos, Scan, Frag: 50, "TIC SIGNAL-2"

£000000 R1

)
5000000 "|‘
4000000 ‘|
3000000 |
2000000 ‘I
1000000 I

B R S

T T -
6 8 mir

*M3D2 SPC, time=4.867:5.056 of DADATAY2014UAN14A804506A. 0 MM-ES+APCI, Pos, Scan, Frag: 50, "TIC SIGNAL-2"
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3C NMR (100 MHz) in DMSO-ds (7)
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Method info

A2:0,1%TFA in H2O, B:0

L1%TFZ in ACN,

COLUMN: XBridge CB8(50X4.6)mm, 3.5um

Time % of
0 5
8.0 100
8.1 100
8.5 3

10.0 5

B

Iz
O

Flow Rate:2.0ml/min

*Maximum Chromatogram of CADATAVYZMIAUG13ATT26804.D, Signal Id A

2.999

min

5 |2
e 13

|  Zrea | Area |

| [ % |
|

|1.451e+001]11.06 |

[2.060e+000]0.15 |
[3.556e+000]0.26 |
[3.028e+000(0.22 |
[1.317e+003|96.00 |
[1.803e+000(0.13 |
[2.940e+000(0.21 |
13.522e+00010.

[2.350e+00111.71 |

] I

[3%1

HPLC (7)
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