F o 0 Il
EBRO084_C320_A 001 MA 404. 9 =

I njection Date
Acq Operat or

Location
Inj. Vol.
Acq Met hod

Dat a Fi |l ename
LC- MBS

Mon, 27. Aug. 2012

AL260 cl Example 4
Pl1- E- 06

5.0 ul

C. \ CHEMB2\ 1\ METHODS\ WUXI ABO1- G M
K:\120827ZG ZGHR1EF1. D

I=

DADL1 E, Sig=220,8 Ref=off (K:\120827ZG\ZGHR1EF1.D)

2.152

0.477

\ \ \ \ ‘
1 2 3 4 min

MSD1 TIC, MS File (K:\\120827ZG\ZGHR1EF1.D) ES-API, Pos, Scan, Frag: 70

1 2 3 4 min

Repor t

Signal 1 :
Peak RT
# [ m n]

1 0.477
2 2.152

DAD1 E, Sig=220,8 Ref=off
Area Hei ght Height % Wdth Area %
[min]
57. 547 10. 031 1.125 0. 096 2.890
1933. 484 881.428  98.875 0.035 97.110

Page 1 of 3



*MSD1 SPC, time=2.173:2.187 of K:\120827ZG\ZGHR1EF1.D
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*MSD1 SPC, time=0.478:0.530 of K:\120827ZG\ZGHR1EF1.D
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Compound ID:EBR0084_C320 A 001 J000225842 H15719-096-1-A Methanol-d4 varian 400

N NAME  h15719-096-1-A
EXPNO 1

v w \\/ \n\n\\kN‘_WM/ PROCNO 1

F2 - Acquisition Parameters

Date 20120828

INSTRUM varian
PULPROG =2pul

RePEINISH Current Data Parameters
DO OO O
L IR I I e I I I |

TD 26264
SOLVENT MeOD
N NS 8
O DS 0
WP /M/\> SWH  6410.256 Hz
SN S FIDRES 0.244070 Hz
N AQ 2.0486419 sec
i Solyent A y
N N olyen DW 78.000 usec
H H DE 115.71 usec
cl TE 353.0K
D1 2.00000000 sec
TDO 1
Example 4 ======== CHANNEL fl ========
NUC1 1H
Salvent P1 7.80 usec
PL1 120.00 dB

SFO1 399.8853041 MHz
F2 - Processing parameters

Sl 32768

SF 399.8828960 MHz
WDW EM

SSB 0

LB 0.30Hz

GB 0

PC 1.00

Operator: Date:



F a o I
Wy f’_‘%
EBROO84_C320 B 001 M\ 404. 9 =

I njection Date
Acq Operat or

Location
Inj. Vol.
Acq Met hod

Dat a Fi |l ename
LC- MBS

Mon, 27. Aug. 2012

AL260 cl Example 5
P1- E-07

5.0 ul

C: \ CHEMB2\ 1\ METHODS\ WUXI ABO1- G M
K:\120827ZG ZGHRLEGL. D

I=

500 -
400
300
200
100

DADL1 E, Sig=220,8 Ref=off (K:\120827ZG\ZGHR1EG1.D)

2.149

0.460

0+

0

\ \ \ \ ‘
1 2 3 4 min

200000
175000
150000 |
125000
100000 |
75000
50000
25000 |
0

MSD1 TIC, MS File (K:\\120827ZG\ZGHR1EG1.D) ES-API, Pos, Scan, Frag: 70

0

1 2 3 4 min

Repor t

Signal 1 :
Peak RT
# [ m n]

1 0. 460
2 2. 149

DAD1 E, Sig=220,8 Ref=off
Area Hei ght Height % Wdth Area %
[min]
55.868 11.554 1.276 0.081 2.808
1934. 002 893.912 98.724 0.035 97.192

Page 1 of 3



*MSD1 SPC, time=2.174:2.187 of K:\120827ZG\ZGHR1EG1.D
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300

*MSD1 SPC, time=0.465:0.504 of K:\120827ZG\ZGHR1EG1.D
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Compound ID:EBR0084_C320 B 001 J000225844 H15719-096-1-B Methanol-d4 varian 400

R SHoank~ NAME h15719-096-1-B
EXPNO 1

v w \\/ \\\\XwaM‘/ PROCNO 1

F2 - Acquisition Parameters

Date 20120828

INSTRUM varian
PULPROG =2pul

7.768
7.750
7.129
7.117
6.836
6.805

e Yo H Current Data Parameters
DO OO O
L IR I I e I I I |

TD 26264
SOLVENT MeOD
o N NS 8
DS 0
\\S//O /M \ Solvent SWH 6410.256 Hz
~ N S FIDRES 0.244070 Hz
H AQ 2.0486419 sec
RG 4
N N DW 78.000 usec
H H DE 115.71 usec
cl TE 353.0K
D1 2.00000000 sec
Solvent TDO 1
Example 5 ======== CHANNEL f1 ========
NUC1 1H
P1 7.80 usec
PL1 120.00 dB

SFO1 399.8853041 MHz
F2 - Processing parameters

Sl 32768

SF 399.8828960 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

Operator: Date:



5032208-0871-1Y1.1.fid
h1 MeOD /wp500I kelmicha 50

F 0\\§P /[-ir'\>
- N S
H

Solvent
Chon
NH Cl Solvent K (m)
29
E (dd) J(m)
3.59 2.08
Example 6 NMR A(d) B(d) || C(m) Dtg) | |G{m 1(dd) | | L(da)
7.75 712 || 6.73 3.87 3ps 2.25 1.78
F (dd)
3.51

f oo T b T 7
2 ] 5] 8 B8 s 2 g
3 p 3 S 2233 T332
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 T T T
11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0

f1 (ppm)



Openlynx Report - kelmicha

Page 1
Sample: 1 Vial:1:12 ID:L-871 15h23m01s
File:L-871 15h23m01s 15h23m41s Date:09-Nov-2020 Time:15:33:24
Description:
Printed: Mon Dec 21 16:11:59 2020
Sample Report:
Sample 1 Vial 1:12 ID L-871 15h23m01s File L-871 15h23m01s 15h23m41s Date 09-Nov-2020 Time 15:33:24 Description
1: MS ES+ :TIC Smooth (SG, 2x2) (1) 4.2e+007
92%
0.63
e m o0 N
] I s.
B Il N S
75 Il H
1 i O/\N
] R nHo M
- 50 | \‘ H Cl
] (@)
25{ 3 Example 6 LCMS
0l — — — T T — — T ‘ Time
-0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
1 0.63 1e+006 91.79 0 4e+007 Not Found
2 0.69 4e+004 3.29 0 2e+006 Not Found
3 0.73 1e+004 0.81 0 7e+005
4 0.75 1e+004 0.89 0 4e+005
10 1.96 2e+004 1.69 0 2e+006
11 1.99 2e+004 1.53 0 6e+005
2: UV Detector: TAC :Wavelength Range: (215 - 215) Smooth (SG, 2x2) 3.228
Range: 3.242
4 (1) )
3.04 99% |
1 o.ez{
= |
2.0 “
: |
1.0- “ (2)
] L1%
E | 0.68
0.0 —— 1 — 1 — T — 1 — 1 — 1 — 1 ‘ Time
-0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
1 0.62 5e+004 99.14 0 3e+006 Not Found
2 0.68 4e+002 0.86 0 4e+004 Not Found
(2) ELSD Signal Smooth (SG, 2x2) (1) 84.936
91% Range: 85.405
0.52
80.000- ﬁ
E |
= 1l
60.000- I
E I\
=) E I
2 40.000- “ |
E | (5) 9)
E || (6) (7) (
20. 0005 “‘ ‘ 4% 15 1% 2%
E B 0.85 0.97 1.28 1.93
0.000 1 . e TR B B e R = ‘ Time
-0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00



Openlynx Report - kelmicha Page 2

Sample: 1 Vial:1:12 ID:L-871 15h23m01s
File:L-871 15h23m01s 15h23m41s Date:09-Nov-2020 Time:15:33:24
Description:

Printed: Mon Dec 21 16:11:59 2020

Sample Report (continued):

Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found

1 0.62 2e+003 91.38 0 8e+004 Not Found
5 0.85 9e+001 3.72 0 6e+003 Not Found
6 0.97 2e+001 0.87 0 2e+003 Not Found
7 1.28 2e+001 0.99 0 3e+003 Not Found
8 1.33 2e+001 0.88 0 1e+003 Not Found
9 1.93 5e+001 2.16 0 3e+003 Not Found
Peak ID Compound Time Mass Found
1 0.63 Not Found
1l: (Time: 0.62) Combine (168:179-(149:154+196:201)) 1:MS ES+
7.3e+006
100% 391534 1
e -1 469.2 587.0 781.2 897.3
177 .Nﬁ\ —_— T m/z
200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0
Peak ID Compound Time Mass Found
2 0.69 Not Found
2:(Time: 0.68) Combine (184:196-(166:172+208:214)) 1:MS ES+
2.2e+005
100 189.1 3903991'3]5-)7 3
* 0% 1 2883 555.1°%9-0°77-° 469.1517.5  593.3  668.0 781.0795. 2816.2  gg5. £
e e T T T e e A
200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0
Peak ID Compound Time Mass Found
5 0.85 Not Found
5:(Time: 0.85) Combine (229:240-(209:214+254:260)) 1:MS ES+
1.2e+004
331.3345.2
1005 198.1 28g.3 456.1
o % ) T L 387. 1430 3( 575.0 676.0 018 7813 850.8 888.4
(o E TR TN S H“e“““‘“‘:“‘.‘h ‘h\IHI‘HI sy \\ " T NS ST D DTS \ —_— et et /‘ m/z
200.0 300.0 400 0 500.0 600.0 700 0 800 0 900.0
Peak ID Compound Time Mass Found
6 0.97 Not Found
6: (Time: 0.97) Combine (264:276-(249:255+288:294)) 1:MS ES+
1.4e+004
100 438.1
o 219.4 2°8:% 334, 391.2 440.0 524.5 574.1 626.2671.0 727.1  801.3 ©540.1 898.1
0 m/z
200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0
Peak ID Compound Time Mass Found
7 1.28 Not Found
7: (Time: 1.28) Combine (351:362-(334:339+372:378)) 1:MS ES+
276.1 324.8 6.0e+003
100, 191-1 250.2 577 " o1 460.3 489.2
o : 558.0 634.8 711.3  781.9 873.4 gg92.4
0 m/z

200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0



Openlynx Report - kelmicha Page 3

Sample: 1 Vial:1:12 ID:L-871 15h23m01s
File:L-871 15h23m01s 15h23m41s Date:09-Nov-2020 Time:15:33:24
Description:

Printed: Mon Dec 21 16:11:59 2020

Sample Report (continued):

Peak ID Compound Time Mass Found

8 1.33 Not Found
8: (Time: 1.33) Combine (364:375-(347:352+388:393)) 1:MS ES+
8.4e+003
198.1 254.2 438.1
% } J 268-1342.1364.0 | 502.8  574.1 656.1 713.1  790.2 8s9.9 ©98.8
‘L‘ ‘\‘\“m‘uw“\\‘m ‘u\lh . “u\\l‘l\uL MMH‘M‘ “”.“ L uﬁml " ‘m‘n‘ h‘u‘..“ ol \“\ L TR sl g o b .‘m‘ ety hu‘l R T A R ‘/m/z
200 0 300 0 400.0 500 0 600.0 700 0 800.0 900.0
Peak ID Compound Time Mass Found
9 1.93 Not Found
9: (Time: 1.93) Combine (530:541-(513:518+556)) 1:MS ES+
1.1le+005
341.3
100 267.8 359.4 453.5 611.3 739.8 894.3
o % 200.0 : 294 3 e : J475.4 553.457?.4 . . 779.7 869.7 n/z
L L L B B L L L L L I B A B L L A AL I AU

200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0



5032208-0877-1A1.1.fid
h1 MeOD /wp500I kelmicha 49

¢ 10
e |l
\N/I\
H

NH

O-
; a
Chemistry 17
Example 7 NMR Solyent
Solvent
H (m)
.28
E (dd) J(m)
3.59 2.08
A(d) B(d) || C(m) D (tq) G {m) 1 (dtd) L (dq)
7.75 7.12 || 6.73 3.87 3Bs5 2.25 1.78
F (dd)
3.51
u | JL j,l
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 T T T T
11.0 10.5 10.0 9.5 9.0 8.5 8.0 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 0.0 -0.5 -1.0

f1 (ppm)



Openlynx Report - kelmicha Page 1

Sample: 1 Vial:1:10 ID:L-877 15h23m01s
File:L-877 15h23m01s 15h23m41s Date:09-Nov-2020 Time:15:25:14
Description:

Printed: Mon Dec 21 16:13:53 2020

Sample Report:

Sample 1 Vial 1:10 ID L-877 15h23m01s File L-877 15h23m01s 15h23m41s Date 09-Nov-2020 Time 15:25:14 Description

1: MS ES+ :TIC Smooth (SG, 2x2) (1) 4. .4e+007
88%
0.63
100 F N
: ‘\‘ O\\ f,(rj II \
75
o 50{
25
07 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 Time
-0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
1 0.63 1e+006 88.35 0 4e+007 Not Found
2 0.69 5e+004 3.66 0 2e+006 Not Found
5 1.23 2e+004 1.32 0 7e+005 Not Found
9 1.93 1e+004 1.00 0 1e+006 Not Found
9 1.94 2e+004 1.16 0 1e+006 Not Found
10 1.97 7e+004 4.52 0 3e+006
2: UV Detector: TAC :Wavelength Range: (215 - 215) Smooth (SG, 2x2) 3.256
Range: 3.27
(1)
3_05 97% |
] 0.62 U‘
2.0
2 3
E @
10 |z (5) (7)
E | ¢-e8 11;63 11924
] [\ . .
0.0*‘\\“‘\\\\“"1/\“"“\\\‘“‘\\‘\\'"““\\\‘Time
-0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
1 0.62 5e+004 96.76 0 3et+006 Not Found
2 0.68 9e+002 1.72 0 8e+004 Not Found
5 1.23 3e+002 0.54 0 2e+004 Not Found
7 1.64 5e+002 0.98 0 4e+004 Not Found



Openlynx Report - kelmicha

Page 2

Sample: 1 Vial:1:10 ID:L-877 15h23m01s
File:L-877 15h23m01s 15h23m41s Date:09-Nov-2020 Time:15:25:14
Description:
Printed: Mon Dec 21 16:13:53 2020
Sample Report (continued):
(2) ELSD Signal Smooth (SG, 2x2) (1) 98.073
73% Range: 98.460
. 0.62
E I
E! I\
80.000- I
E |
o 60.000- H
@ E | (6)
S 40.000° || (4) 158
E | | 7% 1.59 (®) (9)
20.000- | 0.87 i 2% 2%
é “ I\ \ 1./831.93
0.000"—— —— SUBS N 5 e = SNV, I Time
-0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
1 0.62 3e+003 73.32 0 1e+005 Not Found
3 0.84 5e+001 1.49 0 4e+003 Not Found
4 0.87 2e+002 6.62 0 2e+004 Not Found
6 1.59 5e+002 15.42 0 2e+004 Not Found
8 1.83 6e+001 1.62 0 6e+003 Not Found
9 1.93 5e+001 1.52 0 3e+003 Not Found
Peak ID Compound Time Mass Found
1 0.63 Not Found
1: (Time: 0.62) Combine (168:179-(150:156+196:202)) 1:MS ES+
7.9e+006
100% 391534 1
a° " 469.2 587.2 781.2 895.3
O “‘\“‘JM“ L B L B S S R m/z
200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0
Peak ID Compound Time Mass Found
2 0.69 Not Found
2: (Time: 0.68) Combine (185:196-(168:173+209:215)) 1:MS ES+
5.8e+004
393.4
100 793.2
7.
SR Bt s G N\Jr”e 047089933 503.5615.0 6645 541 o | P go7.0
U U A B S T L L L B L A L B LB z
200.0 300.0 400 0 500.0 600.0 700.0 800.0 900.0
Peak ID Compound Time Mass Found
3 0.84 Not Found
3: (Time: 0.84) Combine (227:239-(210:216+251:257)) 1:MS ES+
1.8e+004
331.4
100 345.3
254.0 288.1 ‘ 437.9 515.9 574.5 794.2 857.3
546 2
*® %I T RF IO T “N ikl \‘\J‘ l ‘L‘ ‘\‘\ ‘uﬂ ‘u Loy Lhm!ﬂ.l‘w ORPRRTITRRRRY n‘\W‘ " 1, \‘/‘\ s §5‘37 712 8 . \ 822 2 ‘/‘ —— ‘81‘? zg

0Tt

200.0 300.0 400.0 500.0

600 0

700 0

800 0 900.0



Openlynx Report - kelmicha Page 3

Sample: 1 Vial:1:10 ID:L-877 15h23m01s
File:L-877 15h23m01s 15h23m41s Date:09-Nov-2020 Time:15:25:14
Description:

Printed: Mon Dec 21 16:13:53 2020

Sample Report (continued):

Peak ID Compound Time Mass Found

4 0.87 Not Found
4: (Time: 0.87) Combine (236:247-(218:223+261:267)) 1:MS ES+
391 3 6.6e+003
) . 430.1 516.0
100, 235.0 283.1 341.9 607.0
s 437.6 547.2 621.2 700.0 793.5 822.0 892.1
0ém#W%mMM;Lm#¢mﬁmﬁwwmﬂ#l%MﬂwéﬂMMWMmQ;#M%W&W#MLM%w%%mJwWﬁJwi@%hww4ﬂmﬁ%wwﬂﬁwﬁww%wwﬁAwﬂ;wuﬁfwﬁHLqm/z
200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0
Peak ID Compound Time Mass Found
5 1.23 Not Found
5: (Time: 1.23) Combine (336:347-(315:321+363:369)) 1:MS ES+
1.0e+005
460.4
100-195.1 188.4 668.2 829.7
o 0% 1 288.0 336.3 415.3432.4| 587.0 <7046 723.3797.0 899.4
e e e T T L A e m e e
200.0 300.0 400.0 500.0 600.0 700 0 800 0 900.0
Peak ID Compound Time Mass Found
6 1.59 Not Found
6: (Time: 1.59) Combine (436:447-(416:421+469:474)) 1:MS ES+
1.4e+004
100-101.0 250.9 403.3 4gq 502.4546-4590.6 on
o 0 330.9 634.4679.1723 4766.8 827.7 882.3897.3
m/z
200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0
Peak ID Compound Time Mass Found
7 1.64 Not Found
7: (Time: 1.64) Combine (451:463-(432:437+478:483)) 1:MS ES+
1.3e+004
100 284 .4 477.4
268.0 425.4
o % 2Ll 32? 0372 J 512.4 g5qg.g 6185 513 802.7g,5 go ., 892.7
Oty M‘H“W ‘WWW‘W”“‘*”\“ “luh‘w”b W‘u“‘u‘M“ ‘(quu‘ et/ 2
200 300 0 400.0 500 0 600.0 700.0 800.0 900.0
Peak ID Compound Time Mass Found
8 1.83 Not Found
8: (Time: 1.83) Combine (504:515-(485:491+524:530)) 1:MS ES+
9.4e+003
179.0 268.2 59 506.5
100 4.1 331.4 437.9
w 493.3 554.1  ¢18.3 697.6 764.2 g13 9840.1 895.2
0 m/z
200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0
Peak ID Compound Time Mass Found
9 1.93 Not Found
9: (Time: 1.93) Combine (531:543-513:519) 1:MS ES+
5.7e+005
100 515.5537.5
359.4 .
%* 0% 250.0294.1 341.4.359.4 388.9 "% %611.3 663.7 726.5 781.3 521-Sgg7. %/
R S S e T T T L L A N B B N T

200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0



EBRO084_C711_A 002 MAN481.0

I njection Date Sat, 8. Jun. 2013
Acq Operat or AL260
Locati on P1- A- 04
Inj. Vol . 4.0 ul Example 8
Acq Met hod C. \ CHEMB2\ 1\ METHODS\ WUXI ABLC
Data Fil enane D: \ DATA\ 130608AKG AKGF81AD1.
LC M5
DAD1 E, Sig=220,8 Ref=off (130608AKG\AKGF81AD1.D)
mAU ] 3
4 (o))
2000 o
1500%
1000%
500
z x 5
04— = @
- 1 2 3 4 min
MSD1 TIC, MS File (D:\DATA\130608AKG\AKGF81AD1.D) ES-API, Pos, Scan, Frag: 70
400000~
350000
300000
250000
200000
150000 -
100000 -
50000
03 \ I I \ ‘
1 2 3 4 min
Repor t
Signal 1 : DAD1 E, Sig=220,8 Ref=off
Peak RT Area Hei ght Height % Wdth Area %
# [ m n] [ m n]
1 1.727 17. 777 9.103 0. 400 0. 030 0.274
2 1. 950 6464. 316 2257.551 99. 271 0. 046 99. 452
3 3.555 17. 825 7.483 0. 329 0. 038 0.274
Page 1 of 2



*MSD1 SPC, time=1.979:1.994 of D:\DATA\130608AKG\AKGF81AD1.D

b <
<
g
140000 —
120000
100000
80000 —|
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2
60000 AN
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] ™
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oN
40000 — X
N
i oN
®
>»
20000 )
= i ;
< 0 o}
i b K 5
] F D N
o
o)
a‘ f
0 . . I Mh

!
200 400 600 800 m/z

Page 2 of 2



Compound ID: EBR0084_C711_A_002

F o, .0 N/\>
S |
S\NHJ\S

J000261204 h18735-149-1 Methanol-d4 varian 400

Solvent

Solvent

Acquisition Time (sec)
Comment

Date

Frequency (MHz)
Nucleus

N NH Number of Transients
H Cl Original Points Count
Points Count
Pulse Sequence
Receiver Gain
Solvent
Example 8 Spectrum Offset (Hz)
| H Spectrum Type
Sweep Width (Hz)
I by | | Temperature (degree C)
I |
\
Jt I
< — © o~ ] ® o
o D M [©23 S w0 M N~ N~
S 99 o - S oo S -
o < - o AN N N [SP I
HH‘HH‘HHU\H‘\\HU\H‘\H\‘HH‘HH‘HH‘HH‘HH‘HH‘HH‘H\\‘HH‘H\\UH\‘H\\‘HH‘HH‘HH‘HHU\H‘\\HU\H‘\\HU\H‘HH‘HH‘HH‘HH‘HH‘HH‘HHUH\‘\H\UH\‘H\\UH\‘\H\‘HH
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 3.5 3.0 2.5 2.0 1.5 0
Chemical Shift (ppm)
Operator: Date:

2.0486

J00026120
4
h18735-14
9-1
Methanol-
d4 varian
400

Jun 8
2013

399.74

IH

8

13132
16384
s2pul
60.00
METHAN
OL-d4
2401.3135
STANDA
RD
6410.26
AMBIENT
TEMPER
ATURE



Compound ID: EBR0084_C1270_A_001

J000298784 0355912-0045-1 Methanol-d4 400MHz

PR SERgRLIBBh LR 2 RN 2 Acquisition Time (sec) 1.9923
N e N N 4
0355912-0
045-1
Methanol-
d4
400MHz
Date 27 Feb
F ON Q E’_\> 2014
S~NH g 14:56:00
NH Frequency (MHz) 400.13
- NH Nucleus 1H
Cl S Number of Transients 8
olvent Orici
rigin spect
Original Points Count 16384
Example 9 Owner nmrsu
Points Count 16384
Pulse Sequence zg30
Receiver Gain 203.00
SW(cyclical) (Hz) 8223.68
Solvent Solvent METHAN
OL-d4
Spectrum Offset (Hz)  2470.9683
| Spectrum Type STANDA
| RD
Sweep Width (Hz) 8223.18
L i il L JJL Temperature (degree C) 27.000
[50] © <t © N © < o
8§ 58 385 S 8 & S
o n o o o N N [sp) [sp]
IR N N N N R R N R N R R RN U
9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 2.5 2.0 1.5 1.0 0.5 0

Chemical Shift (ppm)

Operator: Date:



EBR0084 C1270 A 001 MW:469.0

Injection Date : Fri, 28. Feb. 2014

Acqg Operator : AL260

Location : P1-E-09

Inj. Vol. : 2.0 ul

Acq Method : C:\HPCHEM\1\METHODS\WUXIAB10.M
Data Filename : P:\140227AG\AGBR1EI1.D

LC-MS

DAD1 E, Sig=220,8 Ref=off (P:\140227AG\AGBR1EI1.D)

mAU %_
B N
700 = 27,
600 - |
500 7
400
300 7
200 | /

100 ;
0- |

) , I , , | ,
0 1 2 3 4 min
MSD1 TIC, MS File (P:\140227AG\AGBR1EI1.D) API-ES, Pos, Scan, Frag: 50
180000 i
160000 | I
140000 — |
120000 |
100000 — |
80000 | W ,
60000 - |
40000 7 ,, ,., L(ﬁ\/\ixﬂg
] |
S NS
S — , , ,
0 1 2 3 4 min

Report

Signal 1 : DADl1 E, Sig=220,8 Ref=off

Peak RT Area Height Height % width Area %
# [min] [min]
1 2.285 1181.566 823.743 100.000 0.023 100.000

Page 1 of 2



*MSD1 SPC, time=2.366 of P:\140227AG\AGBR1EI1.D

E Q
o
©
6E4 | <
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g o
N~
i N o~
3
o ham
1 o < ©
3 7
Ia\ <t
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I I I I I
200 400 600 800 1E3 m/Z




CHIRAL SFC REPORT

Compoumd ID : 0355912-0045-1c

->
Filename/Sample ID: 0355912-0045-1c M1
Injection Date : 2/28/2014
Acg Method : D:\DATA\201402\20140228\AD-H 5 5 40 2,35ML.M
Data Filename : D:\DATA\201402\20140228\0355912-0045-1C M1.D
Instrument : SFC (12-102)
DAD1 A, Sig=220,4 Ref=off (D:\DATA\201402\20140228\0355912-0045-1C_M1.D)
mAU 2
] pdl
400 Sl
] )
350 | ? ,,,
1 i
300 7 ,
1 ,
250 77 ,,
]
]
200 | 7 ,,,
1
150 | ,,,
] |
7 |
100 - 77 ,,
i |
1 [
50 7 /
1 T |
] 3 I
0 B & 2 /(Lifff/{
T , , , T
0 2.5 5 10 12.5 min
DAD1l A, Sig=220,4 Ref=off
# Meas. Ret. Time Height Height Width Area Area %
1 9.544 9.329 0.217 149.559 1.774
2 10.070 443.775 0.264 8.280e3 98.226
Operator:

Date:




Compound ID: EBR0084_C1270_B_001

J000298785 0355912-0046-1 Methanol-d4 400MHz

I~ LOOT-TNOITNMHHAINOOD <
O~ OONOM— MO~ N~ 2]
N SO e e~ o x
UL T T

F o9
S~NH
ANNH
Cl
Example 10

Solvent

© O WOSTMN
OFHDDM®©
LV OO«
BBHBOOOD

3.133
3.123
3.088

2.774
1.397

|
1

Acquisition Time (sec)
Comment

Date

Frequency (MHz)
Nucleus

Number of Transients
Origin

Original Points Count
Owner

Points Count

Pulse Sequence

1.9923

100029878
5
0355912-0
046-1
Methanol-
d4
400MHz

27 Feb
2014
15:00:16
400.13

IH

8

spect
16384
nmrsu
16384
zg30
203.00
8223.68
METHAN
OL-d4
2470.9683

STANDA
RD

8223.18

Solvent Receiver Gain
aren SW(cyclical) (Hz)
Solvent
Spectrum Offset (Hz)
| I Spectrum Type
Sweep Width (Hz)
Jk‘ il il L J(» Temperature (degree C) 27.000
< 0 v Ww N M [e2] ~ < N
- o W W < © Yo} o N o
2 Saa 99 S & 9 S
o ™ — O o o N N [5p) [sp)
T T T T T T T T T T [ T [ T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 2.5 2.0 1.5 0
Chemical Shift (ppm)
Operator: Date:



EBR0084 C1270 B 001 MW:469.0
Injection Date : Fri, 28. Feb. 2014
Acq Operator : AL260
Location : P1-F-01
Inj. Vol. : 2.0 ul
Acq Method : C:\HPCHEM\1\METHODS\WUXIAB10.M
Data Filename : P:\140227AG\AGBR1FA1l.D
LC-MS
DAD1 E, Sig=220,8 Ref=off (P:\140227AG\AGBR1FA1.D)
mAU E %4
700 = N
600 - :
500 7,
400 7
3007
200
100 7 /
04 I\
— | o | | ,
0 1 2 3 4 min
MSD1 TIC, MS File (P:\140227AG\AGBR1FA1.D) API-ES, Pos, Scan, Frag: 50
175000 I
150000 ;
1 |
125000 i
100000 — i
75000 - | ,,,
] |
50000 | .
| | | SN e
25000 4 [
o \m . \;r(/\&f\/\/??}(\()\/\\/\/\//\r/\/\ ) ,/\(/\r/\/\/w)\/\/\/\/?\/)\(\
R | | ,
0 1 2 3 4 min
Report
Signal 1 : DADl1 E, Sig=220,8 Ref=off
Peak RT Area Height Height % width Area %
# [min] [min]
1 2.286 1128.728 791.173 100.000 0.022 100.000
Page 1 of 2



*MSD1 SPC, time=2.365 of P:\140227AG\AGBR1FA1.D

2353
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471.0

470.0

471.9

Il

998%2

g |

|
200

I
400

I
600
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CHIRAL SFC REPORT

Compoumd ID :

0355912-0046-1c

->
Filename/Sample ID: 0355912-0046-1c M1
Injection Date : 2/28/2014
Acg Method : D:\DATA\201402\20140228\AD-H 5 5 40 2,35ML.M
Data Filename : D:\DATA\201402\20140228\0355912-0046-1C M1.D
Instrument : SFC (12-102)
DAD1 A, Sig=220,4 Ref=off (D:\DATA\201402\20140228\0355912-0046-1C_M1.D)
mAU | 3
1 B
| 9;
80 j
60 )c i
] |
1 | 7 /
4 | 7 ,,
40 / i,
’ ,
] 7 7 ,
20 | B
| - |
0 |8 |
| - |
-20
I , , , , T ,
0 2.5 5 7.5 10 12.5 min
DAD1l A, Sig=220,4 Ref=off
# Meas. Ret. Time Height Height % Width Area Area %
1 9.550 103.940 97.376 0.255 1.590e3 97.929
2 10.084 2.801 2.624 0.200 33.643 2.071
Operator:

Date:




kelmicha-0348418-0082-P1-H1[3]

N
o\\s//o JI\/\>
SNH S

HSC/NH\é/\ \
: /"é Cl
Example 11

Solvent

Solvent

M )N il kL
rToror St
S N © =4 — N T ANO
I 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 T T T T T T T T T T T T T T T T T T T T T T
35 13.0 125 120 11,5 11.0 10.5 10.0 95 90 85 80 75 70 65 60 55 50 45 40 35 3.0 25 2.0 1.5 1.0 05 0.0 -0.5 -1.0

f1 (ppm)



128 0D
Example 11LCMS  § J;j i
3 H

:\©CI

Openlynx Report - Merck Restricted Confidential - kelmicha Page:
Sample: 2 Vial:2:12 Date:28-Aug-2013
1D:0348418-0082-P1 Description:TFA SALT JobCode:kelmicha13588

Lab 3117 Method:C:\MassLynx\Purity UPLC 2 Min - 1st Reg.olp

Printed: Wed Aug 28 15:07:25 2013

2: UV Detector: TIC Smooth (Mn, 1x2) (3) 2.50
454 .0 Range: 2.51!
2.5 0.72
2
0.0 L L L L L L B B B I S SR B 1= )
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Time Area %Total Mass Found BPM
1 0.35 0.51 1771
2 044 0.54 253.0
3 072 98.95 454.00 455.2
1l: MS ES+ :TIC Smooth (Mn, 1x2) 8.6e+00°
0.72
1°°E 1.05 1 20
* T o.16 0.37 0.97/\ 1.15% _
O T e T T o T e e Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
1l: MS ES+ :455 1.0000Da Smooth (Mn, 1x2) 3.2e+00°
100 0.72
* % k
0““““\““““\““““\““\““\““““\““““\““““\““““\““““\““““\‘Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak ID Time Peak ID Time
1 0.35 2 044
1:MS ES+ 1:MS ES+
177.1 5.2e+005 2.2e+00:-
100 ( Loo 1 1005 2°3:9305-1 4g5 1 s556.8 ia.p773.5 889.7
o0 . o0 . . .
()%IJ‘/HH q |3‘7‘?‘1‘ , E;I"‘:!'in"‘.ll‘ " |6‘4:!' ‘]" | ‘77‘7“ ‘48‘2?‘ n?/z 0 ....whm‘..muM.‘mm \‘Mw‘n‘“‘m-‘ Lty AJ \“ ‘H\w‘l ‘ﬁ‘i“ gl ‘ b ‘(‘ i ‘/‘m/z
200.0 400.0 600.0 800.0 200.0 400.0 600.0 800.0
Peak ID Time
3 072
1:MS ES+
2.3e+007
1003 455.2
e 228.1 458 .2 683.3
Y '\““\"“\“k‘\“"l“‘ﬁl‘ - m/z

—
200.0 400.0 600.0 800.0



kelmicha-0344106-0199-P1-H1[2]

F 0o N
0\\81‘; I| \\
\.N 5

H
HzN\/\N
;\é Cl
Solvent
Solvent

Example 12

1
(N
—

VeI Lo rao

L e B e L T — 1 - 1 - 1 - 1 1 - 1~ 1 1 "~ 1T T T 1T "~ T T T
.5 13.0 125 12.0 11.5 11.0 10.5 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 0.0 -0.5 -1.0



o2 N
Example 12 LCMS /@is\ui}

©

Openlynx Report - Merck Restricted Confidential - kelmicha Page:
Sample: 1 Vial:1:44 Date:23-Jul-2013
1D:0344106-0199-P1 Description: JobCode:kelmicha13019

Lab 3117 Method:C:\MassLynx\Purity UPLC 2 Min - 1st Reg.olp

Printed: Tue Jul 23 17:20:16 2013

2: UV Detector: TIC Smooth (Mn, 1x2) (1) 2.48:
440.0 Range: 2.48
0.71
2.0
2 % L
0'0““““\““““\““““\““1_"“‘\““““\““““\““““\““““\““““\““““\‘Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Time Area %Total Mass Found BPM
1 0.71 100.00 440.00 4411
1l: MS ES+ :TIC Smooth (Mn, 1x2) 9.1e+00°
100 0.71
o 0.80°-86 1.24 .
(e R B R e e e e e e e T L A B S RSN i £ 1)
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
1: MS ES+ :441 1.0000Da Smooth (Mn, 1x2) 2.8e+00°
100 0.71
o
0T T e T e T T T T T T T T e e Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00

Peak ID Time

1 0.71
1:MS ES+
1.8e+007
1003 441.1
o 241.5 440,9J 444.1 662.1 883.2
0 '\““\"“\“k‘“ L B m/z

\ T
200.0 400.0 600.0 800.0



kelmicha-0348418-0063-P1-H1[2]

Example 13

Solvent

//

Solvent

€
=

A O i\ TN

8RS8 & 3 23 IR8H

omMm—O o — — — — O W
I 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 T T T T T T T T T T T T T T T T T T T T
.5 13.0 12,5 120 11.5 11.0 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 0.0 -0.5 -1.0

f1 (ppm)



F o, o N/>
Example 13 LCMS &

g% \—/\E
Openlynx Report - Merck Restricted Confidential - kelmicha Page:
Sample: 2 Vial:1:22 Date:20-Aug-2013
1D:0348418-0063-P1 Description: JobCode:kelmicha13460
Lab 3117 Method:C:\MassLynx\Purity UPLC 2 Min - 1st Reg.olp

Printed: Tue Aug 20 16:09:22 2013

2: UV Detector: TIC Smooth (Mn, 1x2) (2) 2.42
468.0 Range: 2.43!
0.73
2.0
& % l
0'0““““\““““\““““\““\’_r“\““““\““““\““““\““““\““““\““““\‘Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Time Area %Total Mass Found BPM
1 0.67 0.34 251.2
2 073 98.70 468.00 469.2
3 0.80 0.32 483.1
4 1.31 0.63 295.2
1l: MS ES+ :TIC Smooth (Mn, 1x2) 8.0e+00°
100 0.73
ae 1.31 1.85
e N B B e e e e e e e LA B B B S SR TR i B 11
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
1: MS ES+ :469 1.0000Da Smooth (Mn, 1x2) 3.8e+00’
100 0.73
- J\
0““““\““““\““““““““\“““““““““““‘ TT T T [ TTT TT 1T [TrrT TT T T 1T \‘Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak ID Time Peak ID Time
1 0.67 2 073
1:MS ES+ 1:MS ES+
5.5e+004 2.2e+00°
100, 2512 313.0 513 1 100 " 4269 2
*® %\n i “mh( g L 659 9761 5 898.0 o 3235 1 L472 1641 4
f : ! s T ol e m/ z i T m/z
200 0 400 0 600 0 800 0 200 0 400 0 600 0 800.0
Peak ID Time Peak ID Time
3 0.80 4 1.31
1:MS ES+ 1:MS ES+
3.2e+005 5.1e+00!
483.1 295.2
100, 265.3 100 811.4
o % 279 1 %485.2655'6 747.5851.4 o % 291. oL 417.3 458 4 7075 863.1
0 ‘ \"‘/" ‘ sl JT“\ - w‘"i"'\“”‘i“'\'T“"w““"w' f \\/\\ ”“ T |4“|‘ ] m/z | ‘1‘“1‘L‘..‘(‘ “\\\\\‘\ ‘ sp "lf‘ w”‘w/w ] m/z

200 0 400 0 600.0 800.0 200 0 400.0 600.0 800 0



Compound ID: EBR0084_C1643_002

J000335354 0365308-009-1 Methanol-d4 varian 400

VOO NTMN O w oM ONNMNTANOONULMOS I W0
LT OUOMANO ~ < DT ANOANNONOONO O O
CEMHN D@ S S CLBHITNNN= O G ® N
MNMNNMNNMNNMNNMNNO o © OHOOMOOMOOOOMOOMONNNN
LR = A ML
F (@] N/>§
7.0 N\
sz Il _>—F
NH ~S
AN
3 Cl
Solvent
Example 14
Solvent
|
I | Il
{ Il
00 o 119 < 0O O [ EN
< '9) < N~ T OM N o M~
& S o S S 898 o=
S © = - - v < o
S SIS UL U SEUESEUSUSUS NSNS UL UL ESI LI UIG S SLNESSE SHEN U SUNS U USSR SUUISUESEUISUIN SELISUI M HSENEUEI U
90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 0
Chemical Shift (ppm)
Operator: Date:

Acquisition Time (sec)
Comment

Date

Frequency (MHz)
Nucleus

Number of Transients
Original Points Count
Points Count

Pulse Sequence
Receiver Gain
Solvent

Spectrum Offset (Hz)
Spectrum Type

Sweep Width (Hz)
Temperature (degree C)

2.0486

J00033535
4
0365308-0
09-1
Methanol-
d4 varian
400

Aug 7
2014
399.88

IH

8

13132
16384
s2pul
38.00
METHAN
OL-d4
2399.2805
STANDA
RD
6410.26
AMBIENT
TEMPER
ATURE



EBR0084 C1643 002 Mw:473.0

Injection Date : Wed, 6. Aug. 2014

Acq Operator : AL260

Location : P1-B-02

Inj. Vol. : 1.0ul

Acq Method : C:\CHEM32\1\METHODS\WUXIAB10.M

Data Filename

: K:\140806AG\AGH61BB1.D

LC-MS

DAD1 E, Sig=220,8 Ref=off (K:\140806AG\AGH61BB1.D)

mAU 7] S
1 3|
4 N
400 /
] |
300 7 /
200 - 7 ,,,
om . - - N N o
h ' ' ' 1 1 1
1 2 3
MSD1 TIC, MS File (K:\140806AG\AGH61BB1.D) ES-API, Pos, Scan, Frag: 70
70000 >
60000 I
50000 — ,,, ,,,
40000 - | ,,
30000 ,, /
20000 - | .
10000 ﬁ s\<<(
o N I NSRRIV
— I , , , ,
1 2 3 4 min
Report
Signal 1 : DAD1 E, Sig=220,8 Ref=off
Peak RT Area Height Height % wWidth Area %
# [min] [min]
1 1.695 6.824 2.569 0.507 0.038 0.452
2 1.886 33.430 13.134 2.593 0.042 2.213
3 2.002 1455.265 484.437 95.646 0.050 96.343
4 2.192 1.437 0.983 0.194 0.024 0.095
5 2.284 4.045 1.501 0.296 0.040 0.268
6 2.401 3.489 1.818 0.359 0.031 0.231
7 2.550 6.023 2.046 0.404 0.045 0.399
Confidential. For research only NOT for regulatory filing



*MSD1 SPC, time=2.054:2.069 of K:\140806AG\AGH61BB1.D

<
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Confidential. For research only NOT for regulatory filing



*MSD1 SPC, time=1.931:1.962 of K:\140806AG\AGH61BB1.D
2E3

357.1

2E3

2E3

1E3 4

1E3 4

750 —

500 —|

250 —

100

| I | I
200 400 600 800

m/7

Confidential. For research only NOT for regulatory filing



0347710-0082-008.20.fid
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Chemistry 3

EXAMPLE 15:
0347710-0082-008

Solyent

{
094— E
0.88—T —

3

L

,

>

0.93
3.20

073—T
57—
1.00—
1.00—
127
090—

4 13 12 1 10 9 8 7 6 5 4
f1 (ppm)



Example 15 LCMS

Openlynx Report - zartmac Page 11
Sample: 13 Vial:4:1,B ID:0347710-0082-008-1
File:14625-13 Date:31-Jan-2014 Time:09:47:31

Description:UPLC PURITY 2 MIN - 1ST REG

Printed: Tue Feb 18 13:12:09 2014

Sample Report (continued):

Sample 13 Vial 4:1,B ID 0347710-0082-008-1 File 14625-13 Date 31-Jan-2014 Time 09:47:31 Description UPLC PURITY 2 MIN - 1ST REG

l: MS ES+ :TIC Smooth (Mn, 1x2) 3.9e+007
100

L L L O B B L B B B I L B S B S I I 5.
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
1l: MS ES+ :478.065+456.065 Smooth (SG, 2x2) 1.4e+007
100., 0.83
967
O T T T T e Time
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
2: DAD: TIC Smooth (Mn, 1x2) 2.2e+006
456.25
100+ 455.07 |
1 0.83
96,
L0 T B S T A B L L B e T LA A A A B e e e B 1)
0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80 2.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
1 Found 0.83 4e+004 99.63 0 2e+006 455.07

2 1.06 1e+002 0.37 0 9e+003



Openlynx Report - zartmac Page 12

Sample: 13 Vial:4:1,B ID:0347710-0082-008-1
File:14625-13 Date:31-Jan-2014 Time:09:47:31
Description:UPLC PURITY 2 MIN - 1ST REG

Printed: Tue Feb 18 13:12:09 2014

Sample Report (continued):

Peak ID Compound Time Mass Found

1 Found 0.83 455.07
(Time: 0.83) Combine (235:246-(215:221+263:269)) 1:MS ES+
Loo, 456.25 8.4e+006
458.25
% ( 534.25
460.25 . .
ol llAsozs wsross N e,
450.00 500.00 550.00 600.00 650.00
Peak ID Compound Time Mass Found
2 1.06
(Time: 1.06) Combine (301:313-(283:289+329:335)) 1:MS ES+
loo. 178.97 1.8e+005
% 278.24 315.09 455.27
0% N \ 386.80 ,_461.05  574.61 639.09 731.19811'28837.27857.15/
T e R e e e I e e L e T B —— T m/Z

200.00 400.00 600.00 800.00



Compound ID: EBR0084 C1871 B 001 Z000001829 0365754-0111-1 Methanol-d4 400MHz

N~ Q ©© Q) @©Q © O LMOMMO QN = v~ 0aaMaQMNMNMNMN
T T ISP LA ERNNND L i ik saL) Comment 24000018
0365754-0
111-1
Methanol-
d4
400MHz
N Date 11 Nov
2014
O‘\S'(O J’\/\>\F 15:34:24
NH S Frequency (MHz) 400.13
_NH NH Nucleus 1H
Number of Transients 8
Cl Solvent Origin spect
Example 16 Solvent Original Points Count 16384
Owner nmrsu
Points Count 32768
Pulse Sequence zg30
Receiver Gain 362.00
SW(cyclical) (Hz) 8223.68
Solvent METHAN
OL-d4
Spectrum Offset (Hz)  2463.6948
Spectrum Type STANDA
RD
Sweep Width (Hz) 8223.43
| I b | Temperature (degree C) 27.000
JV{ K’\ JL/ AN I R 0
LU A e
< [s2] AN N~ — [c0) ~—
S S 3 3 rS ® 3
o o o AN — N -~ ©

9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 0.5 0 -05
Chemical Shift (ppm)

Operator: Date:



EBR0084 C1871 B 001 Mw:451.0
Injection Date : Thu, 13. Nov. 2014
Acqg Operator : AL260
Location : P1-B-02
Inj. Vol. : 1.0 ul
Acq Method : C:\CHEM32\1\METHODS\WUXIAB10.M
Data Filename : K:\141113AG\AGKD1BB1.D
LC-MS
DAD1 E, Sig=220,8 Ref=off (K:\141113AG\AGKD1BB1.D)
mAU 2
— o
] zj
1200 | |
1000 :
800 7
600 7 J
4007 7 ,
3 N o—
1
0 ==
b T I I , ,
1 2 3 4 min
MSD1 TIC, MS File (K:\\141113AG\AGKD1BB1.D) ES-API, Pos, Scan, Frag: 70
300000 - 3
250000 - 1
200000 - | /
150000 - 77 ,,
] |
100000 ,ﬁ ,,,
] |
50000 ] [
0d —— I BN . _——
; | — | | | ;
1 2 3 4 min
Report
Signal 1 : DADl E, Sig=220,8 Ref=off
Peak RT Area Height Height % Width Area %
# [min] [min]
1 1.657 1.298 1.062 0.071 0.019 0.039
2 1.791 3.285 2.180 0.146 0.023 0.098
3 2.080 3358.852 1485.344 99.782 0.035 99.864
Confidential. For research only NOT for regulatory filing



*MSD1 SPC, time=2.117:2.133 of K:\\141113AG\AGKD1BB1.D

451.0

453.1

4521

456.455.1 454.1

I I I I
200 400 600 800 1E3

m/z

Confidential. For research only NOT for regulatory filing



SFC CHIRAL REPORT

SAMPLE

INFORMATION

Sample Name: 0365754-0111-1_E1

Compound ID: 0365754-0111-1

Acg. Method Set: AD_3_EtOH_DEA_25_3ML

Channel Name: PDA Ch1 220nm@4.8nm -Compens.

Acquired By: System
Sample Set Name 1111_2

Vial:

Injection Volume: 5.00 ul

1:B,7

Proc. Chnl. Descr.: PDA Ch1 220nm@4.8nm -Compens. Run Time: 10.0 Minutes
Date Acquired: 11/12/2014 2:13:56 PM CST
Date Processed: 11/12/2014 2:40:53 PM CST
0.080
o.ow?w
0.060]
0.050
) o.oﬁ?H
< ]
0.030
0.020
H I
0.010 o
1 N
0.000]
-0.010
0.00 e,oo m.,oo 3.00 m.mo m.,oo N,oo m.mo m.mo 10.00
Minutes
RT Area % Area
1[5.562 3587226 | 99.21
217.102 28501 0.79
Operator:
Date:

Reported by User: System

Report Method: SFC CHIRAL REPORT
Report Method IL 1184

Page: 1 of 1

Project Name: 201411\111"
Date Printed:

11/12/2014

2:41:46 PM PRC



Compound ID: EBR0084 C1872_A_002 1000217-060-1AA MeOD Varian_G_400MHz

E. N ISENE & R5o 3 3 P 0 3538 5 38 34 Acquisition Time (sec) 2.2688
N~ N~ N~ © © < DOMMmM ™M N Al i o OO oo -
] s L 3 S Comment L0070
60-1AA
MeOD
Varian_ G_
400MHz
Date Sep 23
2015
Frequency (MHz) 399.74
F ] ) I \\ Nucleus IH
H.'S ! F Number of Transients 8
i ] o Original Points Count 16393
H H Points Count 32768
- | Pulse Sequence s2pul
H o Solvent Receiver Gain 42.00
Solvent METHAN
OL-d4
Spectrum Offset (Hz)  2800.6741
Example 17 Spectrum Type STANDA
Solvent RD
Sweep Width (Hz) 722543
Temperature (degree C) AMBIENT
TEMPER
ATURE
| |
|
I t JL ol | l
M I |
ﬂ [{*) (=) N ij(") <o) QT O [(2)
[o)] (o] o ~ N~ N~ @ N~ ()]
@ ~ e - Q <Q e < <
o o ~ [sp] [sp] N ~ N

9.5 9.0 8.5 8.0 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
Chemical Shift (ppm)

Operator: Date:


chen_ye
图章


Compound ID: EBR0084_C1872_A_002

-109.945

1000217-060-1AA MeOD Varian_G_400MHz

-155.748

-48

-56

-64

-72

-80

-88

-96

-104

-112 120 -128
Chemical Shift (ppm)

-136

144

-152 -160

Operator:

-168

-176

-184

-192

Date:

Acquisition Time (sec)
Comment

Date

Frequency (MHz)
Nucleus

Number of Transients
Original Points Count
Points Count

Pulse Sequence
Receiver Gain
Solvent

Spectrum Offset (Hz)
Spectrum Type

Sweep Width (Hz)

Temperature (degree C)

1.0000
1000217-0
60-1AA
MeOD
Varian_ G_
400MHz
Sep 23
2015
376.08
19F

16

78125
131072
s2pul
58.00
METHAN
OL-d4
-48897.16
41
STANDA
RD
78125.00
AMBIENT
TEMPER
ATURE



EBRO084_C1872_A 002 MN 436.9

I njection Date : Thu, 24. Sep. 2015
Acq Operat or : AL260
Locati on . P2-C-01
Inj. Vol. 1.0 ul
Acq Met hod : C\ CHEMB2\ 1\ METHODS\ WUXI AB10- 220. M
Data Fi |l ename : K\ 150923A- G A-d N2CAL1. D
I nst rument © AK
DAD1 E, Sig=220,8 Ref=off (K:\150923A-G\A-GIN2CAL.D)
mAU N
] o))
300 i
250 |
200
150
100
J [Zo]
50 N
OEQ/V <
: i i I I I T i
1 2 3 4 min
MSD1 TIC, MS File (K:\150923A-G\A-GIN2CA1.D) ES-API, Pos, Scan, Frag: 70
80000 |
60000 |
40000
20000 |
O; I I I T i
1 2 3 4 min
Repor t
Signal 1 : DAD1 E, Sig=220,8 Ref=off
Peak RT Hei ght Height % Wdth Area Area %
# [ m n] [ m n]
1 1.924 332.402 99.601 0.021 450.535 99.640
2 4.245 1.332 0. 399 0. 019 1.629 0. 360
Confidential. For research only NOT for regulatory filing
Page 1 of 2



5E4

4E4 —

3E4

2E4

1E4

0"

*MSD1 SPC, time=1.954:1.968 of K:\150923A-G\A-GIN2CA1.D

437.0

439.0

438.0

441.@40.0

Confidential. For research only NOT for regulatory fi

I
['ing

I
1E3

1E3

m/z

Page
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SFC CHIRAL REPORT

SAMPLE INFORMATION

Sample Name: 1000217-060-1_E1 Acquired By: System
Compound ID: 1000217-060-1

Acqg. Method Set: AD_3 _EtOH _DEA 40 25ML Vial: 1:A,8
Channel Name: PDA Ch1l 220nm@4.8nm -Compens. Injection Volume: 8.00 ul
Proc. Chnl. Descr.: PDA Chl 220nm@4.8nm -Compens. Run Time: 4.0 Minutes

Date Acauired: 9/22/2015 10:44:10 PM CST
Date Processed: 9/23/2015 10:37:29 AM CST

0.121 o
7 Q
] ™
0.10
0.05;
2 006
0.04;
0.02
O.O&N——J‘/\fr
0.00 | | o.%o | | 1.60 | | 1.%0 | | 2.60 | | 2.%0 | | 3.50 | | 3.%0 | | 4.00
Minutes
RT Area % Area
1(3.002 3606087 | 100.00
Operator:
Date:
Reported by User: System Project Name: 201509\0922
Report Method: SFC CHIRAL REPORT Date Printed:
Report Method 1L 1300 9/23/2015

Page: 1of 1 10:38:12 AM PRC



Compound ID: EBR0084_C2137_A_002

1000223-112-1 MeOD Varian_G_400MHz

D N Q< M 0O — [aN] WO 0NN © <t ©
< D O N~ OO N < DO TN T AN [ToNsp)
NN o K © © QWY N R A A S <
N~ N~ © © © [SpNor M ap M ep] N T YTIYT YT YT YT Y v o o
~ [N =5\ e e -

Supervisor: Tao Guo
N

S JI\/\>-F

“NH S
NH
- NH
Cl
Solvent
Example 18 Solvent
|
|
Il
| H N Y
L S
by <t ~ v v v v [ce] [e] <
o ~ N~ o < (o] < (o] [32] b
2 e = © N N N9 N
— — — N — ™ — — ™ <
HH\HH‘HHUH\‘\\HUH\‘\H\\HH‘HH\HH‘HH\HH‘HH\HH‘\H\\HH‘\H\UH\‘H\\\HH‘HH\HH‘HH\\\H‘\\HU\H‘\\HU\H‘HH\HH‘HH\HH‘HH\HH‘HHUH\‘\H\\\H\‘H\\UH\‘\H\\HH‘
95 90 85 80 75 70 65 60 55 50 45 40 35 30 20 15 0.5

Chemical Shift (ppm)

Operator:

Acquisition Time (sec)
Comment

Date

Frequency (MHz)
Nucleus

Number of Transients
Original Points Count
Points Count

Pulse Sequence
Receiver Gain
Solvent

Spectrum Offset (Hz)
Spectrum Type

Sweep Width (Hz)

Temperature (degree C)

2.2688

1000223-1
12-1
MeOD
Varian_ G_
400MHz

Nov 6
2015

399.74

IH

8

16393
32768
s2pul
48.00
METHAN
OL-d4
2798.1553
STANDA
RD
7225.43
AMBIENT
TEMPER
ATURE



EBR0O084_C2137_A 002 MAN/451.0

I njection Date
Acq Operat or
Locati on

Inj. Vol.

Acq Met hod
Data Fil ename
I nstrument

Mon,
AL260
P2- B- 07

0.1 ul

C:. \ CHEMB2\ 1\ METHODS\ WXI AB10- 220. M
K:\ 151109A- G A- GK92BGL. D

AK

9. Nov. 2015

mAU
175
150
125
100 |
75
50

N
o
o
N
E S
B -
07

DADL1 E, Sig=220,8 Ref=off (K:\151109A-G\A-GK92BG1.D)

1 2 3 4 min
MSD1 TIC, MS File (K:\151109A-G\A-GK92BG1.D) ES-API, Pos, Scan, Frag: 70
70000%
60000 |
50000 |
40000 |
30000 |
20000 |
10000 |
0 1 \ \ \ ‘
1 2 3 4 min
Repor t
Signal 1 : DAD1 E, Sig=220,8 Ref=off
Peak RT Hei ght Height % Wdth Area Area %
# [ m n] [ m n]
1 1.921 0. 827 0. 429 0.017 0. 909 0. 347
2 2.002 191.905 99.571 0.021 260.836  99.653
Confidential. For research only NOT for regulatory filing Page 1 of 2



*MSD1 SPC, time=2.030:2.044 of K:\151109A-G\A-GK92BG1.D
] o
—l
Lo
1 <
1E4
1E4
1E4
8E3
1 o
™
Lo
7 <
6E3
4E3
1 F!
(9N
Lo
7 <
2E3
0 '\ H \ ‘ ‘ | } ‘ ‘ ¥
I I I I I I I !
200 400 600 800 1E3 1E3 1E3  m/Z

Confidential. For research only NOT for regulatory filing Page 2 of 2



SFC CHIRAL REPORT

SAMPLE INFORMATION
Sample Name: 1000223-112-A _E1 Acquired By: System
Compound ID: 1000223-112-A
Acqg. Method Set: AD_3 _EtOH _DEA 40 25ML Vial: 1.C4
Channel Name: PDA Ch1l 220nm@4.8nm -Compens. Injection Volume: 3.00 ul
Proc. Chnl. Descr.: PDA Chl 220nm@4.8nm -Compens. Run Time: 5.0 Minutes
Date Acauired: 11/9/2015 12:11:42 PM CST
Date Processed: 11/9/2015 12:23:50 PM CST
0.16-
1 (o)
] °?
0.14+ o
0.12:
010-
2 008
006
004
0.02 S
] <
i —
00¢~W\_~_w/w~—
000 050 100 ‘150 200 250 300 350 400 450 500
Minutes
RT Area % Area
1(1.490 6391 0.12
212.962 5296024 99.88
Operator:
Date:

Reported by User: System

Report Method: SFC CHIRAL REPORT
Report Method 1L 1037

Page: 1 of 1

Project Name: 201511\110¢
Date Printed:

11/9/2015

1:07:03 PM PRC



Compound ID: EBR0084_C1746_A_003

< ® © O < O NN O
SR S~ 8 Bb <
N~ N~ © © © [sp N ep N ep]
| Il I
F o N
P L/\>\F
"NH S
AN
Cl
Example 19 Solvent
Solvent
Il

1000709-021-a MeOD Varian_G_400MHz

2.730

Supervisor: Tao Guo

1.639

- —1.021

0.851———
1.000=

0.830—
2.997

3.017

1.955———

9.249%*

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0

Chemical Shift (ppm)

Confidential. For research only Not for regulatory filing

Operator:

1.5

1.0

Acquisition Time (sec)
Comment

Date

Frequency (MHz)
Nucleus

Number of Transients
Original Points Count
Points Count

Pulse Sequence
Receiver Gain
Solvent

Spectrum Offset (Hz)
Spectrum Type

Sweep Width (Hz)

Temperature (degree C)

2.2688

1000709-0
21-a
MeOD
Varian_ G_
400MHz

Dec 2
2015

399.74

IH

8

16393
32768
s2pul
58.00
METHAN
OL-d4
2798.1553
STANDA
RD
7225.43
AMBIENT
TEMPER
ATURE



EBRO084_C1746_A 003 MA 453. 0

I njection Date : Wed, 2. Dec. 2015
Acq QOperat or . AL260
Locati on : P1-A-06
Inj. Vol. ;2.0 ul
Acq Met hod : C\ CHEMB2\ 1\ METHODS\ WUXI AB10- 220. M
Data Fil enane : K\ 151202AK- G AK- GL21AF1. D
I nstrunment o AK
DADL1 E, Sig=220,8 Ref=off (K:\151202AK-G\AK-GL21AF1.D)
mAU - 2
3 (@)
1500 N
1250
1000
750 5
500
3 o | |0 NS
250~ 5 i % S
0 u| — N N [32) <
1 2 3 4 min
MSD1 TIC, MS File (K:\151202AK-G\AK-GL21AF1.D) ES-API, Pos, Scan, Frag: 70
soooooé
500000
400000 -
300000
200000
100000
07: I I I T '
1 2 3 4 min

Report
Signal 1 : DADl E, Sig=220,8 Ref=off
Peak RT Hei ght Height % Wdth Ar ea Area %
# [ m n] [m n]

0 0. 0
. 0. 0. 024 9. 765 0.
049 1744.175 98. 686 0. 046 4921. 833 98. 807
0 0.028 15. 559 0
0 0.072 24,747 0
0 0. 032 8.813 0

Confidential. For research only NOT for regulatory filing Page 1 of 2



*MSD1 SPC, time=2.072:2.099 of K:\151202AK-G\AK-GL21AF1.D
o
o™
7 Lo
D
3E5 -
2E5 -
2E5 -
S
N Ln
Lo
<
1E5
E o
<
Tp}
i <
5E4 —
S
il O
Lo
<
=
1 N~
o
i oSIR <
AN ()]
S\ 8
0 %ﬂ oy } }
I I I I [ [ [ T
200 400 600 800 1E3 1E3 1E3  m/7

Confidential. For research only NOT for regulatory filing Page 2 of 2



SFC CHIRAL REPORT

SAMPLE INFORMATION
Sample Name: 1000709-021-b_E1 Acquired By: System
Compound ID: EBR0084
Acq. Method Set: AD_3 EtOH_DEA 5 40 25ML Vial: 2:D,4

Channel Name: PDA Ch1l 220nm@4.8nm -Compens.

Injection Volume: 8.00 ul

Proc. Chnl. Descr.: PDA Chl 220nm@4.8nm -Compens. Run Time: 10.0 Minutes
Date Acauired: 12/7/2015 6:12:49 PM CST
Date Processed: 12/8/2015 9:57:41 AM CST
0.45-]
0.40-
0.35]
0.30
0.25]
) il
< ]
0.20
0.15]
0.10]
. ~
0.05- Py
. <
000 J———T — \ T
ooo‘ ‘1.‘00‘ ‘2‘00‘ ‘3.‘00 ‘4.‘00 ‘5.‘00‘ ‘6.‘00‘ ‘7‘00‘ ‘8.‘00‘ ‘9.‘00‘ ‘10.00
Minutes
RT Area % Area
1(4.932 40448 0.43
216.043 19462086 99.57
Operator:
Date:
Reported by User: System Project Name: 201512\1207
Report Method: SFC CHIRAL REPORT Date Printed:

Report Method 1L 1037
Page: 1 of 1

12/8/2015
9:58:23 AM PRC



151.46
149.23
148.82
148.73
129.21
129.19

z
<
<

T

117.79
117.66

<<
<

113.43
113.41

105.84
105.66

<<

__~99.13
=-98.90

55.06

—45.60
—41.67
29.81
29.56
28.32

<

5032208-0409-002F003_CD30D.2.fid R
c13-night-8hr MeOD /wp500I kelmicha 13 2383
Chemistry 20
-—. M
M
Example 19
Chemistry 21
|
T T T T T T T T T T T T T
210 200 190 180 170 160

T T
150 140

T
130

T
120

T
100
f1 (ppm)



Compound ID: EBR0084_C2140_A_002

1001203-093-2 MeOD Varian_G_400MHz

3 E8% T g3s3gRIsesy 5855358K 8 Acaquisition Time (scc) 22688
N~ N~ © © © < DOMOOHOOMOOMOOMOMNMOOMOAN T OO0OO0OO0OO0OO0O o C()mment 1001203_0
93-2
MeOD
Varian_ G_
400MHz
Date May 20
2016
N Frequency (MHz) 399.7433
O\\ ,/O D_F Nucleus 1H
S\NH S Number of Transients 8
NH Solvent Original Points Count 16393
- NH Solvent Points Count 32768
~ Cl Pulse Sequence s2pul
/‘?' Receiver Gain 46.00
SW(cyclical) (Hz) 722543
Example 20 Solvent METHAN
OL-d4
Spectrum Offset (Hz)  2733.0210
Spectrum Type standard
Sweep Width (Hz) 7225.21
Temperature (degree C) AMBIENT
TEMPER
ATURE
M \ %UL . Mu L
~ ~ o o~ o~ NN~ o
N~ [o)] N o N ~ o o o
@ RS S o S S 9 S
o o -~ ~ N ™ - - o)
HH‘HH‘HH“H\‘\H\“H\‘\H\‘HH‘HH‘HH‘HH‘HH‘HH‘HH‘\H\‘HH‘H\\“H\‘H\\‘HH‘HH‘HH‘HH‘\\H‘\H\“\H‘\\HUH\‘HH‘HH‘HH‘HH‘HH‘HH‘HHUH\‘\H\‘H\\‘\H\‘\H\‘\H\‘HH
9.5 9.0 8.5 8.0 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 0
Confidential. For research only Not for regulatory filing Operator: Date:



EBRO084_C2140_A 002 MN 469.0

I njection Date . Fri, 20. May. 2016
Acq Oper at or : AL221
Locati on . P1-B-07
Inj. Vol. . 1. 0ul
Acq Met hod . C\ CHEMB2\ 1\ METHODS\ WUXI ABO1- 220. M
Data Fil enane . D:\ DATA\ 160520AG\ AGEK1BGL. D
I nstrunment D Z
DAD1 E, Sig=220,8 Ref=off (160520AG\AGEK1BGL1.D)

mAU
1500 -
1250 -
1000
750 -
500
250

3.718

12635
—

\ \ \ \ ‘
0 1 2 3 4 min

MSD1 TIC, MS File (D:\DATA\160520AG\AGEK1BG1.D) ES-API, Pos, Scan, Frag: 70

Signal 1 : DADl E, Sig=220,8 Ref=off
Peak RT Hei ght Height % Wdth Ar ea Area %
# [ min] [ min]
1 2.635 209.171 99. 070 0. 025 338.629 99. 123
2 3.718 1.964 0. 930 0. 023 2.996 0.877

Confidential. For research only Not for regulatory filing Page 1 of 2



*MSD1 SPC, time=2.657:2.672 of D:\DATA\160520AG\AGEK1BG1.D

469.1

10000

8000 —|

6000 —

o P

A=74 4

4000

I
A70, D
HFT1U.0

2000 —

N ol

I I I
200 400 600

I
800

m/Z

Confidential. For research only Not for regulatory filing
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CHI RAL SFC REPORT

Conpound | D : EBR0084 ->
Fi | enanme/ Sampl e 1 D: 1001203-091-pl1_D1

I njection Date : 5/13/ 2016

Acq Met hod : D:\ DATA\ 201605\ 20160512N 1\ AD | PA(DEA) _5_40_2, 8M__8M - >
Data Fi |l ename : D:\ DATA\ 201605\ 20160512N 1\ 1001203-091-P1_D1.D

I nst runment : SFC-D (12-102)

Met hod : Columm: Chiral pak AD-3 100x4.6mm 1 .D., 3um

Mobi | e phase: A CO2 B:iso-propanol (0.05% DEA)
Gadient: from5%to 40%of B in 4.5mn and hold 40%
for 225 min, then 5%of B for 1nin

Flow rate: 2.8nmL/mn Col umm t enperature: 40 ->
*DAD1, Sig=320.00, 2.00 Ref=off, EXT of 1001203-091-P1_D1.D
mAU S
B [o)]
] i \\// J\ F
350
300
250
200 /
150
100
50
] Lo
7 (3]
0 M 2
50 I \ \
2 4 6 min

DAD1, Sig=320.00, 2.00 Ref=off, EXT

# Meas. Ret. Tinme Hei ght Hei ght % W dt h Area Area %
1 2.930 398. 631 99. 249 0. 046 1096. 467 99. 405
2 3.325 3.016 0. 751 0. 036 6. 567 0. 595

Qper at or:
Dat e:

PDF created with pdfFactory Pro trial version www.pdffactory.com
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Example 21

Confidential. For research only Not for regulatory filing

LCMS REPORT
Compound ID ~ :1 o, .o N
Sample ID £ 0366156-0128-L1 s, A’L}F
Injection Date  :12/4/2014 11:35:18 H
Injection Vol 1 20ul M H
Location itrayl vail20 QJ/\ Cl
Acq Method :10-80AB_2min_220&254.1cm
Org DateFile  :0366156-0128-L1.Icd

Instrument & column:LCMS-AP 3-101 ExacthMass 462 .08
Xtimate C18, 3um.2.1*3mm

Chromatogram
mAU
7 PDA Multi 1 220nm,4nm
500
~
b o0
A I
(=1 oo
] S 4 N S 3 2
(=} f=l — — —
0 T T T T ‘ T ‘ T T ‘ ‘ T ‘ ‘ T ‘
0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75
min
mAU
500{ PDA Multi 2 254nm,4nm
250
7 ol
] b
.-
0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75

1 PDA Multi 1 /220nm,4nm
2 PDA Multi 2 / 254nm,4nm

MS Chromatogram
(x10,000,000

11,722,541

1.005 (20.033min Delay)

."TIC(+)@1

min

Integration Result

Peak Table
PDA Chl 220nm
Peak# Ret. Time Height Height%  USP Width Area Area%
1 0.327 55421 4.315 0.157 373545 20.493
2 0.458 8806 0.686 0.149 17351 0.952
3 0.487 7437 0.579 0.000 35297 1.936
4 0.577 5805 0.452 0.044 9938 0.545
5 0.924 2141 0.167 0.027 3771 0.207
6 0.955 12588 0.980 0.026 15435 0.847
7 1.009 566629 44.119 0.023 528850 29.013
8 1.058 468297 36.463 0.028 670000 36.757
9 1.182 145567 11.334 0.025 150566 8.260
10 1.334 3519 0.274 0.021 5188 0.285
11 1.412 1653 0.129 0.013 2787 0.153
12 1.492 6452 0.502 0.037 10061 0.552

Peak Table



PDA Ch2 254nm

Peak#

1
2
3

Ret. Time
1.009
1.058
1.182

Height
506763
51639
16758

Height%
88.108
8.978
2914

USP Width
0.023
0.029
0.025

Area Area%

461468 82.807
76987 13.815
18829 3.379

Operator:

Date:




Mass Spectrum
RetTime:0.327 Datafile: D:\data\1412\141204\0366156-0128-L1.lcd

700000

N

1149
T .

600000

500000-

400000~

300000

200000

257.1

100000~

233.2

Hs52
13252
351.1

£456.2

506.9

1546.5

15752
L625.2

16793
7184

17552
1815.0

1843.0

19326

1986.6

EN AT

1l
T T

1390.6

T ““H“‘\‘ j ' j T I T
200 300 400 500 600 700 800

S8 _1895.7

0

m/z
RetTime:0.457 Datafile: D:\data\1412\141204\0366156-0128-L1.lcd

1100000
1000000%
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EBR0084 C1873 A 001 MW:463.0
Injection Date Mon, 8. Dec. 2014
Acqg Operator AL260
Location P1-C-08
Inj. Vol. 1.0 ul
Acq Method C:\CHEM32\1\METHODS\WUXIAB10.M
Data Filename K:\141208AG\AGL81CH1.D
LC-MS
DAD1 E, Sig=220,8 Ref=off (K:\141208AG\AGL81CH1.D)
mAU + Qﬂ
El il
600 “‘“\
500 |
400 |
300 | |
200 - I
] © Q0
0 f e - “_,S_L k
' ' [ [ [ [ '
1 2 3 4 min
MSD1 TIC, MS File (K:\141208AG\AGL81CH1.D) ES-API, Pos, Scan, Frag: 70
160000 - ‘(\‘
140000 | H
120000 H
100000 ] |
80000 | [
60000 “‘ \
40000 | \\
20000 ﬁ,ﬁ,
0 é N~ o~ /‘/J —— e~ —
— : ———— ‘ ‘ ;
1 2 3 4 min
Report
Signal 1 : DADl E, Sig=220,8 Ref=off
Peak RT Area Height Height % Width Area %
# [min] [min]
1 1.501 0.947 0.718 0.099 0.022 0.042
2 1.927 9.459 4.056 0.561 0.035 0.415
3 2.019 4.651 1.833 0.253 0.042 0.204
4 2.123 2264.945 716.896 99.087 0.053 99.340
Confidential.

For research only NOT for regulatory filing



*MSD1 SPC, time=2.163:2.194 of K:\\141208AG\AGL81CH1.D
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CHIRAL SFC REPORT

Compoumd ID : 0366156-0128-ee

Filename/Sample ID: 0366156-0128-ee D1

Injection Date : 12/8/2014

Acg Method D:\DATA\201412\20141208\AD ETOH(DEA) 5 40 2,8ML 8MIN.M
Data Filename D:\DATA\201412\20141208\0366156-0128-EE D1.D
Instrument : SFC-D (12-102)

Method Column: Chiralpak AD-3 100x4.6mm I.D., 3um

Mobile phase: A: CO2 B:ethanol (0.05% DEA)

Gradient: from 5% to 40% of B 1in 4.5min and hold 40%

for 2.5 min, then 5% of B for 1 min

Flow rate: 2.8mL/min Column temperature:40 C ->

DAD1 A, Sig=220,16 Ref=360,100 (D:\DATA\201412\20141208\0366156-0128-EE_D1.D)

mAU ] 3
(o))

250 - et M D—F
1 M =
] H
] M [}I

ZOOi Cl

ﬁO{ ExacthMass: 462.08

100
| .

507, z
7 AN

0]
1 \ \ I
0 2 4 6 min|
DAD1 A, Sig=220,16 Ref=360,100
# Meas. Ret. Time Height Height % Width Area Area %
1 4.714 8.951 3.507 0.133 71.425 1.771
2 4.998 246.298 96.493 0.268 3960.628 98.229
Operator:

Date:
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