by TLC analysis. After 2 hours, the reaction was deemed complete (less than 1.0% of
compound 10 remaining). The reaction mixture was cooled to 0 to —5 °C and quenched with
aqueous NaOH solution (2.0 M, 176 mL) followed by aqueous 30% H»0, (33 mL) while
maintain internal temperature 0 to 10 °C. After stirring for 1 hour, the batch was warmed to
room temperature and MTBE (70 mL) was added. The layer was separated and the aqueous
layer was extracted with MTBE (70 mL). Combined organic layers were washed with water
(40 mL) followed by saturated NaHCO3 (40 mL) and brine (40 mL), dried over MgSQOy, and
concentrated. The crude product was purified by column chromatography eluted with
0-25% EtOAc in heptane to afford compound 12 (6.1 g, 77.7% yield) as a colorless oil (see
Attachment 9).

Step 12. Preparation of Compound 13 (Ref: 09GB024)

NaH (1.28 g, 32.0 mmol), BnBr (2.32 mL, 21.3 mmol) and nBusNI (1.28 g) were added to a
solution of compound 12 (6.0 g, 10.7 mmol) in a mixture of DMF (90 mL) and THF (90 mL)
at 0 °C. The reaction mixture was stirred at room temperature and monitored by TLC
analysis. After 16 hours, the reaction was deemed complete (less than 1.0% of compound 12
remaining). The reaction mixture was poured into ice cold water (60 mL) and extracted with
EtOAc (2 x 60 mL). The organic layer was washed with water (30 mL), followed by brine
(30 mL), dried over MgSQOy, and concentrated to give the crude product which was purified
by column chromatography eluted with 0—10% EtOAc in heptane to afford compound 13
(6.5 g, 93% yield) as a colorless oil (see Attachment 10).

Step 13. Preparation of Compound A (Ref: 09GB025)

A solution of TBAF (1.0 M in THF, 19.6 mmol) was added to a solution of compound 13
(6.4.g, 9.8 mmol) in THF (64 mL) at room temperature. The reaction mixture was stirred at
room temperature and monitored by '"H NMR and HPLC analyses. After 40 hours, the
reaction was deemed complete (less than 5.0% of compound 13 remaining). The reaction
was worked up by quenching with water (64 mL) and extracting with EtOAc (2 X 96 mL).
The organic layer was washed with water (32 mL), followed by brine (32 mL), dried over
MgSQy, and concentrated to give the crude product which was purified by column
chromatography eluted with 0—25% EtOAc in heptane to afford compound A (4.35 g, 82%
yield) as a colorless oil (see Attachment 11).

4.2  Preparation of Compound B
Step 1. Preparation of Compound 15 (Ref: 09DX014 and 14KL0187)

Compound 14 (400 g, 1.26 mol, Indofine lot # XX) and imidazole (257 g, 3.78 mol) were
mixed in THF (1.6 L). TBDMSCI (284.8 g, 1.89 mol) was added. The reaction mixture was
stirred at room temperature. The reaction was monitored by TLC analysis. After 16 hours,
the reaction was deemed complete (less than 1.0% of compound 14 remaining). EtOAc (4 L)
was added to the reaction mixture, and the solution was washed with water (3 x 2 L). The
organic layer was dried over MgSOy, filtered, and concentrated to dryness. The residue was
loaded onto a silica column and eluted with 25% heptanes in EtOAc, EtOAc, and 5% MeOH
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in EtOAc. The fractions of interest were concentrated to afford compound 15 (325 g, 60%
yield) as white solids (see Attachment 12).

Step 2. Preparation of Compound 16 (Ref: 09DX017, 09DX018, and 14K1.0210)

Compound 15 (215 g, 0.5 mol) and NaBH(OAc); (264 g, 1.2 mol) were mixed in THF (1075
mL). Benzaldehyde (63.4 g, 0.6 mol) was added at room temperature. The reaction mixture
was stirred at room temperature and monitored by 1H NMR and TLC analyses. After 16
hours, the reaction was deemed complete (less than 1.0% of compound 15 remaining).
EtOAc (1.35 L) and saturated NaHCOs3 (1.35 L) were added. The layers were separated and
the organic layer was washed with saturated NaHCOs; (1.35 L). Combined aqueous layers
were extracted with EtOAc (700 mL). Combined organic layers were washed with brine
(350 mL), dried over MgSOQy, filtered, and concentrated to dryness. The residue was
combined with the crude from a 100 g run and purified by column chromatography eluted
with 20% EtOAc in heptane to give compound 16 (208 g, 55% yield) as an oil (see
Attachment 13).

Step 3. Preparation of Compound 17 (Ref: 24L1.018)

To a solution of compound 16 (12 g, 22.99 mmol) in 2,2-dimethoxypropane (300 mL) was
added p-TsOH*H20 (4.50 g, 23.68 mmol). The reaction mixture was stirred at room
temperature for 5 hours. TLC analysis on the sample quenched with saturated NaHCO;
showed there was not starting material. Ethyl acetate (150 mL) and saturated NaHCO5 (60
mlL) were added. The layers were separated and the aqueous layer was extracted with ethyl
acetate (30 mL). Combined organic layers were washed with brine (60 mL) and
concentrated. The crude material was purified chromatographically eluted with 4—10% ethyl
acetate in heptane to provide compound 17 (9.24 g, 71.5% yield) as a colorless oil (see
Attachment 14).

Step 4. Preparation of Compound 18 (Ref: 24L.1.021)

To a solution of compound 17 (9.2 g, 16.37 mmol) in THF (30 mL) was added a solution of
TBAF in THF (1 M, 32.7 mL). The reaction mixture was stirred at room temperature for 1.5
hours, at which time there was almost no starting material by TLC analysis. The reaction
was quenched with water (30 mL) and ethyl acetate (30 mL) was added. The layers were
separated and aqueous layer was extracted with ethyl acetate (30 mL). Combined organic
layers was washed with brine (30 mL) and concentrated. The crude material was purified
chromatographically eluted with 25—50% ethyl acetate in heptane to give compound 18 (7.03
g, 96% yield) as a colorless oil (see Attachment 15).

Step S. Preparation of Compound 19 (Ref: 241.1.024)
To a solution of compound 18 (7 g, 15.64 mmol) in dichloromethane (50 mL) was added
triethylamine (6.54 mL, 46.91 mmol). The mixture was cooled to <—70 °C. Thionyl

chloride (1.31 mL, 17.98 mmol) was added. After addition, the mixture was warmed to —40
°C and stirred at —35 °C to —45 °C for 1 hour, at which time there was no starting material by

Page 33



TLC analysis. The reaction was quenched with water (21 mL) and the layers were separated.
Organic layer was washed with water (21 mL) and brine (21 mL), dried over MgSO4, and
concentrated to give crude product 19 (9.5 g, quantitative). The material was taken to the
next step without purification (see Attachment 16).

Step 6. Preparation of Compound B (Ref: 24LL025)

To a solution of compound 19 (9.5 g, crude, lot # 241.1.024) in CH;CN (112 mL) was added
a solution of sodium periodate (6.7 g, 31.28 mmol) and ruthenium (I11) chloride hydrate (0.16
g, 0.782 mmol) in water (56 mL) at 0—5 °C. After the addition was complete, the mixture
was stirred at 0—5 °C for 15 minutes, at which time 'H NMR analysis showed it was
complete. The reaction was quenched with 20% sodium thiosulfate (40 mL). The mixture
was concentrated to an aqueous residue. zert-Butyl methyl ether (MTBE, 50 mL) was added
and the layers were separated. The aqueous layer was extracted with another MTBE (50
mL). The combined organic layers were washed with brine (21 mL), dried over MgSQOy, and
concentrated. The crude material was purified by chromatography eluted with 5-10% ethyl
acetate in heptane to provided compound B (6.79 g, 85% yield) as a colorless solid (see
Attachment 17).

4.3 Preparation of Compound RCAI-56
Step 1. Preparation of Compound 25 (Ref: 09GB028)

NaH (0.117 g, 2.8 mmol) was added to a solution of compound A (0.5 g, 0.9 mmol) in a
mixture of DMF (10 mL) and THF (5 mL) at 0 °C. After stirring at 0 °C for 1 hour, a
solution of compound B (0.68 g, 1.3 mmol) in THF (5 mL) was added at 0 °C. The reaction
mixture was slowly heated to 70 °C and stirred at that temperature for 4 hours. The reaction
was monitored by TLC analysis. After 4 hours, the reaction was not completed (compound
B was consumed but compound A remained ~30% by TLC analysis). Additional NaH
(0.035 g, 0.88 mmol) and a solution of compound B (0.23 g, 0.43 mmol) in THF (5§ mL) were
added at 70 °C and stirred for overnight. After overnight, the reaction was not completed
(compound B was consumed but compound A remained ~15% by TLC analysis). Additional
NaH (0.035 g, 0.88 mmol) and a solution of compound B (0.23 g, 0.43 mmol) in THF (5§ mL)
were added at 70 °C and stirred for 4 hours. After 4 hours, the reaction was deemed
complete (less than 5.0% of compound A remaining). The reaction mixture was
concentrated to a residue. The residue was dissolved in MTBE (65 mL) and cooled to below
0 °C. 20% aqueous H,SOy solution (60 mL) was added dropwise at 0 to 5 °C. After stirring
at 0 °C for 30 minutes, the reaction mixture was neutralized with solid K,CO; (pH =8 to 9) at
0 °C. After stirring at 0 °C for 40 minutes, MTBE (40 mL) and water (20 mL) were added to
this mixture. The mixture was filtered through a pad of Celite and the pad was washed with
MTBE (2 x 10 mL). Combined organic layers was washed with water (2 x 10 mL) followed
by saturated NaHCOs5 solution (10 mL) and brine (10 mL), dried over solid K,COs3, filtered,
and concentrated to give the crude. The crude material was purified by chromatography
eluted with 0—-25% ethyl acetate in heptane to afford compound 25 (0.6 g, 70% yield) as a
colorless oil (see Attachment 18).
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Step 2. Preparation of Compound 26 (Ref: 09GB030)

To a solution of compound 25 (0.5 g, 0.5 mmol) in MeOH (21 mL) and dichloromethane
(10.5 mL) was added p-TsOH*H,0 (0.12 g, 1.20 equiv). The reaction mixture was stirred at
60 °C for 16 hours, at which time the reaction was complete by TLC analysis. The reaction
mixture was cooled to room temperature and concentrated to a residue which was then
dissolved in EtOAc (15 mL) and saturated NaHCO; (5 mL) was added. The layers were
separated. The aqueous layer was extracted with EtOAc (5 mL). Combined organic layers
were washed with saturated NaHCO; solution (2.5 mL) and brine (2.5 mL), dried over
MgSOy, filtered and concentrated to give crude material which was purified by column
chromatography with 10—80% EtOAc in heptane to give compound 26 (0.37 g, 77% yield) as
oil (see Attachment 19).

Step 3. Preparation of Compound 27 (Ref: 09GB031)

To a solution of compound 26 (0.35 g, 0.4 mmol) in MeOH (21.35 mL) and cyclohexene (3.5
mL) at room temperature was added 1 M HCI (0.38 mL, 0.38 mmol) and 10% Pd/C (62 mg).
The reaction mixture was stirred at 65 °C for 16 hours, at which time the reaction was
checked by TLC analysis which showed not complete. 6 M HCI (0.13 mL, 0.8 mmol) and
Pd/C (62 mg) were and stirred for another 16 hours, at which time TLC analysis still showed
starting material. The reaction mixture was filtered and concentrated. The residue was
dissolved in MeOH (21.35 mL) and to the solution was charged with cyclohexene (3.5 mL),
and 10% Pd/C (62 mg). The reaction mixture was currently heated at 65 °C.

5.0  Analytical (Temporary)

HPLC Method 1

Column: Water XBridge C18, 3.5 um, 4.6 x 75 mm, P/N 186003034

Column Temperature: Ambient temperature

Flow Rate: 1.0 mL/min

Detection: 230 and 210 nm

Analysis Time: 36 min

Mobile Phase A: 0.05% TFA in water

Mobile Phase B: 0.05% TFA in acetonitrile

Table 29

Time (min) % A % B

0.0 95 5
15.0 1 99
30.0 1 99
31.0 95 5
36.0 95 5

Page 35



Attachment 1

AMRI SRC AV-300
location; 10

Compound 4 AMRI'GLOBAL

SMARTSOURCING”

wa‘§gﬁiﬁg
Date QQS “5{. y
N 096 L0ehH

WAME 09GRO3H
EXPNO 10
PROCNO 1
Date 20140114
Time ip.32
IHSTRUM spect.
PROBHD 5 m QNP LH/13
PULPROG 2430
TH 32768
HOLVENT fad o0 3
N& 16
s 2
BWH §172.839 Hz
FIDRES 0.188380 Hz
AQ 2.6542580 sec
RG 25
oW 81.000 usec
bE 6.00 ugec
B 300.0 X
DL 1.0000G0000 sec
™o 1
wansasns CHANNEL {1 seswmmss
NuCL 1H
PL A2.75 usec
BLL 2.00 dB
&ro1 300.1418534 MHz
ST 16384
8F 300.1400000 MHz
W BM
858 [+

. 1 0.30 Hz
GB o
BC 1.00

i
o
i
E
=

¥
G ppm

5
0.9747
1.0588
,012
L0358
. 000
0.8697




Attachment 2

AMRY SRC AV-300
location; 10

Compound 5

=
o -

3.7783

i

& 5 4 3 2 3 T ppm
o) {orf o of ol hn
2 [a 8 g g 18
o) eyl S EAR D
L1 L= I Y ™ mi

AMRI'GLOBAL
SMARTSOURCING”

Name, éé’@/lﬂ:ﬂ
Date Oy f‘(‘;! 20|

Ns#__ 09617, Ol

HAME 09GRO4A
EXPNO 10
PROCNO L
Date_ 20140126
Time 11.52
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930

TH 32768
SOLVENT Cpels

nus 16

DS 2

SWH 5172, 83% Hz
FIDRES 0.188380 Ha
AQ 2.6542580 sec
RG 362

oW 81.000 usec
DE 6.00 usec
TR 300.0 X
DL 1.00000000 sec
DO i

PL 12.75 usec
PLL 2,00 dB
HROL 300.2418534 MHz
51 16384

8F 300,1400000 MHz
WDW BM

588 O

LB 0.30 Hz
&b o

PC 1.00




Attachment 3

AMRI SRC AV-300
location; 10

Compound 6 AMRI'GLOBAL
e ——
SMARTSOURCING™
—
Name & e (la
pae__02.[07 [201 4
NBi_0GEHROIZE
NAME 09GBOLZE
EXPNO 10
PROCRO 1
Date_ 20140207
Fime 10.32
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
- TR 32768
SOLVENT cDels
W8 16
Ls 2
Gun 6172.839 He
FIDRES 0.188380 Hz
hQ 2.6542580 sec
RG 362
LW B1.000 usnec
DE 6.00 usec
TE 300.0 X
DL 1. 00000000 sec
THo 1
wmmsmens CHANNEL 1 s=sessss
WICL 1H
BL 12,75 usgec
PLL 2.00 dB
SFOL 300.1418524 MHz
8L 16384
SF 300.1400000 Mz
WDy o]
L 388 o
LB 0,30 Hz
w) . 5 L. - o o
hiled 1.00
¥ i T T ¥ T T T H ¥ T
9 8 7 6 s 1 3 2 1 o ppm
LT Wy Lo Sl Bt 1) 23] (=1
el e o) o | E
v o] o~ o i 0! [t £
el s bt et e e =
wh {0y 3 i) Ll Ll




Attachment 4

AMRI SRC AV-300
location; 10

Compound 7

e d

0.9704

£

¢ ppm

Name ‘;F”(le;i:

AMB!"ELDBAL
SMARTSOURCING

owe_ 0| {27 [ 20t

i C9GR06A

WAME
EXENC
PROCRO
Date
Time
INSTRUM
PROBHD
PULFROG

D
SOLVENT
N8

ns

SWH
FIDRES
AQ

RG

DE

D9GBOEA
10

1
20140327

spect

5 mm QNP 1H/13
2g30

32768

DMEO

16

2

6172,839
0.188380
2.6542580

362

81,000

6.00

300.0
1.60000600

1

M

12,75

2.00
300.1418534
16384
300.1400000
BM

Q
¢.30
o

1.00

Hz
Haz
sec

usec
usec
X
sec

wess CHANNEL £1 =ss=zzsess

usec
B
MHz

HHz

Hz




Attachment 5

AMRI SRC AV-300
location; 10

Compound 8

13.5432

o -
-

i~ lelwio el
L\m o
o wlololo
i

3.00690

ppm

AMRIGLOBAL
SMARTSOURCING’

Name 5{)(3%’0\’:
pwe_01 [ 31} 200k
nei__ 0G0 1R

NAME 09GBOHIB
HXPRO 10
PROCNG 1

Date 20140131

Tinme §.19
INSTRUM spect
PROBHD S tm QNP 1H/13
PULPROG 2930

kyal 32768
SOLVENT [siled )

NS 16

ns 2

SWH 6172.839 Hu
FIDRES 0.188380 Hz
A 2.6542580 sec
RG 362

oW 81.000 usec
DB 6,00 usec
T 300.0 K
DL 1.00000000 sec
T™oa 1
cosswsns CHANNEL f1 sesoenss
NUCL 1H

P1 12.75 usec
PL1 . 2,00 dB
SPOL 300.1418534 MHz
81 16384

5¥F 300.1400000 MHz
WoW B

§88 [

LB 0.30 Hz
GB o

rC 1.00




Attachment 6

AMRI SRC AV-300

location; 10

Compound 9

i4.5927

prgs

2.0327

e

1.9828

2.0900

$.8437

0

Ppm

Name G;u?fpﬁyéfd

“)JAMRIGLOBAL
SMARTSOURCING™

Date DlJDA/LO’@

N 09GROUL

NAME
EXPNO
PROONO
Date_
e
THSTRUM
PROBHID
PULPROG
T
SOLVENT
ns

ns

SWH
FIDRES
AQ

ne

09GBOLIL
a6

1

20140206

7.81

spect

S mm ONP 1R/13
%g30

32768

oReL:

16

2
6172.83%
0.188380

2.6542580
382

#1.000
.00

300.0
1.00000000
1

Hz
Hz
sec

ugec
uses

Pl eg

smmwunsn CHANNEL £l ssssseos

NUCL

1"

A2.%5

2.00
300.1418534
16384
300.1400000
B

o
t.30
0

1.00

usec
ap
MHz

MHz

Hz




Attachment 7

AMRI SRC AV-300
location; 10

Compound 10

A AMRIELOBAL
SMARTSOURCING”

Name &é’(’fﬁ&ﬂ
Date, 07‘107/2,0“%
nse_09GB 1318

14.7780

N i

3.1883
§.1903

1.3418
1.088%8

L0000
1.0408

10,0652

o -

5.0745

ppm

NAME 09GHLIB
EXPNO 10
PROCNO !

Date 20140207
Time 13,50
INSTRUM spect
PROBHD 5 mm QND 1H/13
PULPROG 2g30

™ 32768
SOLVERT ope1a

NS 16

pg 2

SHH 6172.639 Bz
FIDRES 0.188380 Hz
AQ 2.6542580 sec
RG 256

DU 81.000 usec
DE 6.00 usec
TE 300.0 K
DL 1.00000000 sec
D0 1
murzseee CHANNEL £] ssszesse
NUCL 1

Pl 12.75% usec
PLL 2.00 dB
SFOL 300.1418534 Mz
sr 16384

SF 300.1400234 Milz
woR B

ssR [)

LB 0,30 Hz
GB o

PC 1.00



Attachment 8

AMRI SRC AV-300

location;

Compound 11

10

1

L5589

g

frge

1.5475

4.95848
0.97

17

Ea

1.8832

1.9185

1.0056

9. 4080

&

5.8412

ppm

AMRIELOBAL
SMARTSOURCING”

Nume__ (1 €. !ﬁef

Date 01—] e

t

nar_ 09 GR.015 R

09GBO1SE
10

1
20140211
14.36
spect

5 mm QNP LH/13

%g30
32768
CDCL3

16
2
6172.839 Hz
0. 188380 Hz
2.6542580 sec
128
B81.000 usac
5.00 usec
300.0 X
1.00000000 sec
1

CHMNHEL {1 smsszm=z
1H

12.75 usec
2,00 48
300.3418534 MHz
163684
300.1400146 MHz
EM

o
0.30 Hz
[

1.00




Attachment 9

—

AMRI SRC AV-300
location; 10

-t ot

14.5C0€

Compound 12 AMRI'GLOBAL
SMARTSOURCING™
4 P -
Name__ i€ (ol
pae_0 2/ 1 | 201l
vy _OQGRITE
NAME 0968178
EXPNO 10
PROCHO 1
Date_ 20140214
Time 13.54
INSTRUM spect
PROBHD 5 mm QNP 1H/13
BULPROG 2930
™ 32768
SOLVENT cpe1s
us 16
DS 2
SwWH 6172.839 Hz
FIDRES 0.188380 Hz
AQ 2.6542580 sec
re 71.8
o 81.000 usec
DE 6.00 usec
= 300.0 K
D1 1.00000000 sec
TDO 1
weasweas CHANNEL £1 ssmowswes
wuclL M
el 12.75 usec
PLL 2.00 dB
SFOL 300, 1418534 MHz
ST 16384
ar 300.1400174 Mz
WO EM
gsB a
| 8 0.30 Hz
an o
BC 1.00
T T T H ¥
5 4 3 2 1 o ppm
3 i i fed] (o D Wy w % £
TR P e pot ] o 6] 1= @ o
S;. (‘0. !‘.‘zr'i (=} Ci i (] 3 =] il
L2 iy tiet] begl jey r-; % r"l 3: ‘0‘




Attachment 10

AMRI SRC AV-300
location; 10

Compound 13

L
A
:

i

~
el
w
IS

w

231.1258
1.0082
4.2443
3.8750
2.0955
2.1215
1.8512
0.9594
1.8000

3.5800

o -

5.9464

ppm

JAMRI'GLOBAL
SMARTSOURCING”

Name é; g’ﬁﬁﬁ(&i:_
pae_0%/19f 200l
nea_ O G A ANEC

HAME HHGERIEC
EXPRO 10
PROCNG 1

Date 20140219

Time B.06
INSTRUM spect
PROBRD 5 mm QNP 1K/13
PULPROG 730

D 32768
SCLVENT £DCL3

N8 16

Bs &

SWH H172.839 Ha
FIDRES 0.188380 Hz
AQ 2.6542580 sec
RG 256

oW BL.000 usec
DE §.00 usec
TR 300.0 K
Di 1.060000000 sec
D0 k3
momszsss CHANNEL £l sssecozs
NUCHL inm

PL 12.7% usec
PLI 2.00 de
LFOL 300.2418533 MHz
51

8F 300, 1400135 Milz
WDW EM

598 il

j5:3 0.30 Hz
GB [

PC 1.00




Attachment 11

AMRI SRC AV-300
location; 10

17,8783

Compound A RIG
< T —
SMARTSOURCING”
—
MName (& €3€lelk,
Date Onﬁ“%’[ 201l
-
N 09613025
HAME QSGROEC
EXPNO 10
PROCKG 1
Date_ 20140313
Time 2.45
IHETROM apect
PROBED 5 mm (NP 1H/13
PULPROG 2g30
‘™ 32768
BOLVENT CpeL3
NS 16
ns 2
SWH £172.839 Hz
FIDRES 0.188380 Hz
AQ 2.6542580 sec
RG 362
o 81.000 usec
DE 6.00 usec
TE 300.0 X
D1 1.00000000 sec
DU 1
smasunse CHANNEL £1 ssamwass
Noci 1H
Pl 12,75 usec
PLY 2,00 dB
SFO1 300.1418534 Miz
8T 16384
aF 300,1400000 MHz
WhK EM
588 o
. A I A LB 0.30 Hz
T GB o
PC 1.00
¥ ] L T T :
5 4 3 2 1 o ppm
L e} o] Jaried Sl Al Ay
A hinpriof g ferlo] il la 035 < ~
e Wl POjOL g e Ly T bl
SHEEEHR S RS =S “
O} feviedfedd bet] ffed] o] oy D p ]




Attachment 12

AMRI SRC AV-300
location; 10

t

Compound 15
N A L LL —

T 1 T T ¥ 1 T L] T 1
10 9 7 & 5 4 3 2 1 i PRpm®

L =) iy f Eed 4] 09} L) S

el o} {enf {in! ! o~ Bl -

i} jo iy £ (3 31 O

- el (e o =

] | 4, =) gr (“t .

Name_ D' x‘vl

AMRIGLOBAL
SMARTSOURCING”

D, 3(6 (20 l%

No#_(alcko1gT

FAME LAKLOLEY
EXENO 10
PROCNO 1
Date_ 20140306
Thme 11.12
THSTRUM spect

PROZED 5 mm QNP IH/23

POLFROG 2430

w az768
SOLVENT CoCL3

nG 16

n8 2

SwWH B172.839 Hz
FIORES D.188380 Hz
AQ 2.6542580 sec
RG 362

oW 81.000 usec
DE 6.00 usec
TE 3000 X
nL 1.00000000 sec
™o 1

= £1

NoCL pi:s

1 12,75 usec
L1 2.00 dp
BFOL 300.1418534 Muz
81 16384

SF 300.1400345 Mz
WO B

s88 0

Le 0.30 Hz
@B il

RC 1.00




Attachment 13

AMRI SRC AV-300
location; 10

Compound 16
14 13 ¥ L ¥
ie 3 5 3 0
il Sald et and Lo | 3 bt e It )
i E I 2B B
K‘Dl {84 L H T TE] B f ol {53 4 Ll 3 g"
e i=] St A=d G O O O £ i La) {3t g
3 4

SMARTSOURCING”

Name, .D: XU\
pue_ S((% (2004
wp#_ )L 020

RAME L4KLO2LO
EXPNO 10
PROCNO 1
Date_ 20140313
Time 16,29
INSTROM spact
PROBUD 5 mm QNP 1H/23
PULBROG 2930

b 32768
SOLVENT farlnd &)

N 16

D8 2

SWH §172.839 Hz
FIDRES 0.188380 Hz
aQ 2.6542580 gec
RGQ a6z

bW B1. 000 usec
DE 6.00 usec
TR 300.0 X
L 1.00000000 sec
THO 1
musnssss CHANNEDL £l soessnas
RUC1 iR

L 12.75 ugec
PLY 2.00 daB
S¥0L 300.1418534 Mz
h:3 8 16384

8F 300.1400311 MHz
WDH EN

fesaiay o

LB 0.30 Hz
GB ]

PC .00




Attachment 14

AMRI SRC AV-300 [N ¢
location; 10

Compound 17
‘ AMRI'GLOBAL
SR ——
-
SMARTSOURCING
Name_D XD(
pae__0b L&1 2014
wni__09DX022%
NAME 09DX022B
BXPNO 10
PROCHO 1
Date 20140318
‘Time 9.33
INSTRUM spect
PROBHD 8§ mm QNP 1H/13
PULFROG %30
Th 32768
SOLVENT coels
Eat] 16
DS 2
sWi 6172.839 Hz
FIDRES G.188380 Lz
Al 2.6542580 pec
RG 362
o 81.000 usec
DE 65.00 usec
T 300.0 K
D1 1.00000000 sec
oo 1
¢ EL
NOUCL 1
PL 12.75 usec
PLL 2.00 dB
8FO1 300,1418534 MHz
8T 16384
SF 300.1400268 MHz
WD M
[ t1530) o
LB 0.30 Hzm
—— GB o
»C 1.00

<

4.31474

o
v
s
w
(5]
e
o -

1
ppm

133

3458

1,0000
B
?-_‘

5.9182

13,6298

0.
2




Attachment 15
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Mame_ Dt Xy

JAMRI'GLOBAL
SMARTSOURCING™

pae_p M 2l /2014

ei_g SDXo 24

DSHX024
10

1

20140321
10,11

spect

5 mm QNP 1N/13
730

32768

Toels

i€

2
6172.839
0.188360
2.6542580
362
#1.600
6,00
300.0
1.00000000

1

« f1

He
Rz
Bec

usec
usec

sec

1H
i2.17%

2.00
300.1418534
300.31400264

BN
o
0,30
4

i.o00

o

w

49

4.8272

.05
.37

1.0000
¢.5612

36.5627

[

0848

unee
Mitz

MHz




