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Data File D:\RESULTS\2012JUINOS5\CT-8-203A000001.D

Sample Name: CT-8-203A

CT-8-203A

Vial 46

1 (MeOH), start @ 15%
35deg C 35deg C

Sample ID
Location
Solvent
Col Temp

Operator
BPR Press
Column
Inj Vol

Christophe

150 bar

AD-H, 25cm, S5um (1)
40ulL into 20ul loop

DAD1 A, Sig=254,4 Ref=off (2012JUINOS\CT-8-203A000001.D)

=)
|
2.846

mir

DAD1 B, Sig=220,4 Ref=off (2012JUINO5\CT-8-203A000001.D)
mAU
600
500
400
300
200
100

2.847
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1 2 3

DAD1 C, Sig=210,4 Ref=off (2012JUINO5\CT-8-203A000001.D)
mAU
800
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2.848
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140000 -
120000
100000 -
80000
60000 -
40000
20000 -

MSD1 TIC, MS File (D:\RESULTS\2012JUINOS\CT-8-203A000001.D)

MM-ES+APCI, Pos, Scan, Frag: 70
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min

3000
2500
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1500
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1
MSD1 266, EIC=265:267 (D:\RESULTS\2

012JUINO5S\CT-8-203A000001.D)

MM-ES+APCI, Pos, Scan, Frag: 70

min

Instrument 1 6/5/2012 4:54:40 PM Christophe
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Data File D:\RESULTS\2012JUINO5\CT-8-203A000001.D

Sample Name: CT-8-203A

Sorted By : Signal
Multipliexr: : 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=254,4 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
coefmemees === om o o |[-mmoee | --oe- e |
1 2.846 BB 0.1261 9.99432 1.21351 2.8246
2 3.916 BB 0.1526 343.83929 35.62083 97.1754
Totals : 353.83361 36.83434

Signal 2: DAD1 B, Sig=220,4 Ref=off

Peak RetTime Type Width Area Height Area
# [minl] [min] [mAU*s] [mAU] %
S e == nfeme e <= mm oo et <= nmsee |
1 2.847 BB 0.1355 192.58458 23.52500 2.7581
2 3.916 BB 0.1536 6789.95459 697.56976 97.2419
Totals : 6982.53917 721.09476

Signal 3: DAD1 C, Sig=210,4 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min] [(mAU*s] [mAU] %
1 2.848 BB 0.1356 273.61%942 33.38584 2.6798
2 3.916 BB 0.1524 9936.89551 1031.61450 97.3202
Totals : 1.02105e4 1065.00034

Signal 4: MSD1l TIC, MS File

Peak RetTime Type Width Area Height Area
# [min] [min] %
R o |==em - m e |- emne |<=mnme- |- meme-e |
1 3.364 BB 0.0754 2.46280e4 5976.01855 1.5700
2 4.064 BB 0.1660 1.54408e6 1.25024e5 98.4300
Totals : 1.56871e6 1.31000e5

Instrument 1 6/5/2012 4:54:40 PM Christophe Page 2 of 6
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Data File D:\RESULTS\2012JUINO5\CT-8-203A000001.D

Sample Name: CT-8-203A

Signal 5: MSD1l 266, EIC=265:267

Peak RetTime Type Width Area Height Area
# [min] [min] %
e et | -=om o= |- mmmme [<=cmemees R |
1 3.020 MM 0.0905 1219.635953 224.52969 2.6198
2 4.041 MM 0.2366 4.53345e4 3192.94678 97.3802
Totals : 4.65542e4 3417.47647

Instrument 1 6/5/2012 4:54:40 PM Christophe Page 3 of 6
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‘Data File D:\RESULTS\2012JUINO5\CT-8-203A000001.D

Sample Name: CT-8-203A

Signal DAD1 C, Sig=210,4 Ref=off (2012JUINO5S\CT-8-203A000001.D)
mAU _] -

] r

800 — :
|
1
1
I
[

600 -

400 -

200 -

0-

T T T T T T T T T T T T T T T T Y T T T T T T T ] T T T T T T T

1 2 3 4 5 6 min
Peak :1 at 2.848 min Name : ?

C/:Valcu/lé'téd/

LM At DO L B L L B LA L L Y I B B B T T T T T T T T T T

T 1
200 225 250 275 300 325 350 375 nm | 2.6 2.8 3 miny

-> The purity factor exceeds the calculated threshold limit. <-

Purity factor : 752.543 (27 of 52 spectra exceed the calculated threshold limit.)

Threshold : 805.892 (Calculated with 27 of 52 spectra)
Reference : Peak start and end spectra (integrated) (2.655 / 3.029)
Spectra : 5 (Selection automatic, 5)

Noise Threshol: 0.164 (12 spectra, St.Dev 0.0764 + 3 * 0.0291)

Instrument 1 6/5/2012 4:54:40 PM Christophe Page 4 of 6
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Data File D:\RESULTS\2012JUINOS5\CT-8-203A000001.D

Sample Name: CT-8-203A

Signal DADl1 C, Sig=210,4 Ref=off (2012JUINO5\CT-8-203A000001.D)

mAU
800
600 -
400
200 ]

N A

l
I
| |
| |
A
| |

0

T T

T T T i T T T Y T T T T T T T T T

1 2 3 4 5 6 min

Peak :4 at 3.916

min Name : ?

200 225 250

LALLM S S S S [N N O S L B A AL S L L L HL AL S B R

275 300 325 350 375 nm

-> The purity factor exceeds the calculated threshold limit. <-

Purity factor
Threshold
Reference
Spectra :
Noise Threshol:
Warning

795.071 (92 of 93 spectra exceed the calculated threshold limit.)
898.047 (Calculated with 92 of 93 spectra)

Peak start and end spectra (integrated) (3.675 / 4.315)

5 (Selection automatic, 5)

0.164 (12 spectra, St.Dev 0.0764 + 3 * 0.0291)

Spectral absorbances > 1000 mAU (see help for more information)

Instrument 1 6/5/2012 4:54:40 PM Christophe Page 5 of 6
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Data File D: \RESULTS\2012JUINOS\CT-8-203A000001.D

Samplé Name: CT-8-203A

100000

50000

(] MSD1 TIC, MS File (D:\RESULTS\2012JUINOS\CT-8-203A000001.D)

MM-ES+APCI, Pos, Scan, Frag: 70

“MSD1 SPC, time=3.296:3.423 of D:\RESULTS2012JUINO5\CT]
o Max: 15234 ("] MSD1 182, EIC=181.7:182.7 (D:\RESULTS\2012JUINO5
T MSD1 273, EIC=272.7:273.7 (D:\RESULTS\2012JUINO5
80 71 MSDA1 101, EIC=100.7:101.7 (D:\RESULTS\2012JUINOS
60 1 MSDA 371, EIC=370.7:371.7 (D:\RESULTS\2012JUINO5
40 ; g """""""""""""""""""""""""""

20 2 2 10000

0 I, [ Inll - "
LML SRS L S S A S S B
250 500 750 m/3 3.325 3.35 3.375 3.4
Peak #1 at 3.364 min ( 3.296 to 3.423 min)

-> The analysis found 4 components,

Component 1: Peak at Scan 180.0. Top
Component 2: Peak at Scan 180.7. Top
Component 3: Peak at Scan 182.6. Top
Component 4: Peak at Scan 183.5. Top

indicating an impure peak.

ions
ions
ions
ions

are
are
are
are

< -

182
273
101
359

371
175

100000

50000

[ MSD1TIC, MS File (D:\RESULTS\2012JUINO5\CT-8-203A000001.D)

MM-ES+APCI, Pos, Scan, Frag: 70

*MSD1 SPC, time=3.879:4.717 of DARESULTS\2012JUINOS\CTA
o Max: 12594 1 MSD1 266, EIC=265.7:266.7 (D:\RESULTS\2012JUINOS
80 T MSDA1 386, EIC=385.7:386.7 (D:\RESULTS\2012JUINO5
(1 MSD1 384, EIC=383.7:384.7 (D:\RESULTS\2012JUINOS
60 1 MSD1 138, EIC=137.7:138.7 (D:\RESULTS\2012JUINO5
40 o~ o < ’}“\
e
20 | 2 g E 10000 =-~=" S
FRPI VRN FUPRPURNS SEPUR A Tow | t P N e T T T T e . .
0.‘1‘.x|y]‘.*|.,}y [ I B e A B
200 400 600 800 m/z 4 4.2 4.4 4.6
Peak #2 at 4.064 min ( 3.879 to 4.717 min)
-> The analysis found 4 components, indicating an impure peak. <-
Component 1: Peak at Scan 219.9. Top ions are 266
Component 2: Peak at Scan 221.0. Top ions are 386 384 388
Component 3: Peak at Scan 221.6. Top ions are 138
Component 4: Peak at Scan 242.2. Top ions are 101
*** End of Report ***
Page 6 of 6
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Data File C:\CHEM32\1\DATA\2011NOV0O7\CT-7-183A000004.D

Sample Name: CT-7-183A

Sample ID : CT-7-183A Operator : Christophe
Location : Vial 11 BPR Press : 2?7 bar \io
Solvent : Unknown, start @ ??2% \§7. +recH Column : Position AD-w
Col Temp : Inj Vol Moul, into 20ul loop
DAD1 A, Sig=254,4 Ref=off (C:\CHEM32\1\DATA\2011NOVO7\CT-7-183A000004.D) 0
m'?g j $ O)L N/o\ S//
; ; A
10 CCl,
5 E 2
0]
-5 -]
e T S B e e B B S SR A ——— -
1 2 3 4 5 6 7 8 _min
DAD1 B, Sig=220,4 Ref=off (C:\CHEM32\1\DATA\2011NOV07\CT-7-183A000004.D)
mAU < S
3 ”
E g Q 6\6?‘
250 A i v
200 - S ©
150 3
100 =
50 =
0 E M'\‘“‘VJ“' T T
e T T T B o ,
1 2 3 4 5 6 7 8 min

MSD1 TIC, MS File (C\CHEM32\1\DATA\2011NOVO7\CT-7-183A000004.D) MM-ES+APCI, Pos, Scan, Frag: 70

700000
600000
500000
400000
300000

[EEREYS SVETE FERTI NNAWE RN SRRN|

N
[»]
o
[=]
[»]
o

min

MSD2 TiC, MS File (C\CHEM32\1\DATA\2011NOVO07\CT-7-183A000004.D) MM-ES+APCI, Pos, SIM, Frag: 70
& N = o
o > N
A &
& X

et

600 -

Sorted By : Signal

Multiplier: : 1.0000
Dilution: : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Instrument 1 6/5/2012 3:44:01 PM Christophe
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Data File C:\CHEM32\1\DATA\2011NOVO07\CT-7-183A000004.D

Sample Name: CT-7-183A

Signal 1: DAD1 A, Sig=254,4 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
R |==m]nmmee |=memmeeee R [-==m- |
1 2.700 BV 0.1205 146.27408 17.31859 51.9345
2 4.631 VV 0.1317 135.37711 12.76586 48.0655
Totals : 281.65118 30.08445

Signal 2: DAD1 B, Sig=220,4 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
cemfmmmee- === {-mmmee <= mmmnnee e, |- mm e |
1 2.700 MM 0.1469 2812.43384 318.99255 52.1994
2 4.634 MM 0.1784 2575.43701 240.61325 47.8006
Totals : 5387.87085 559.60580

Signal 3: MSD1 TIC, MS File

Peak RetTime Type Width Area Height Area
# [min] [min] %
R P |=mmmmeee |-oommme e | -mmee |
1 2.884 BB 0.1834 7.05802e6 §5.62869e5 47.8548

2 4.843 MM 0.2546 7.69080e6 5.03426e5 52.1452

Totals : 1.47488e7 1.06630e6

Signal 4: MSD2 TIC, MS File

Peak RetTime Type Width Area Height Area
# [min] [min] %
cemefmmomnee |-=om ] mmme | <mxmmmnee <= mmmne- <= xmoe- |
1 2.938 MM 0.4312 1.52331e4 588.72217 42.4929
2 4.917 MM 0.5267 2.06155e4 652.32568 57.5071
Totals : 3.58485e4 1241.04785

Instrument 1 6/5/2012 3:44:01 PM Christophe Page 2 of 6
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Data File C:\CHEM32\1\DATA\2011NOV07\CT-7-183A000004.D

Sample Name: CT-7-183A

Signal DAD1 B, Sig=220,4 Ref=o0ff (C:\CHEM32\1\DATA\20llNOVO7\CT—7—183A000004.D)
mAU —

; |

|

|

|

|

|

250 =
200
150 =
100
50
0

=
|
|
|
|
|
|

S T ST ST

Peak :1 at 2.700 min Name : ?

PP

/LALLM AL L L IR

200 225 250 275 300 325 350 375 nr

-> The purity factor exceeds the calculated threshold limit. <-

Purity factor : 992.371 (210 of 249 spectra exceed the calculated threshold limit.)

Threshold : 996.319 (Calculated with 210 of 249 spectra)
Reference : Peak start and end spectra (integrated) (2.526 / 2.953)
Spectra : 5 (Selection automatic, 5)

Noise Threshol: 0.164 (12 spectra, St.Dev 0.0773 + 3 * 0.0289)

Instrument 1 6/5/2012 3:44:01 PM Christophe Page 3 of 6
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Data File C:\CHEM32\1\DATA\2011NOV0O7\CT-7-183A000004.D

Sample Name: CT-7-183A

Signal DAD1 B, Sig=220,4 Ref=off (C:\CHEM32\1\DATA\2011NOV07\CT-7-183A000004.D)
mAU =

T
|
|
N
150 | |
- |
|
|
VN
| T

Peak :4 at 4.634 min Name : ?

A

LA A R B S B S L N R L A A L L B B

N
200 225 250 275 300 325 350 375 nm

-> The purity factor exceeds the calculated threshold limit. <-

Purity factor : 982.158 (281 of 306 spectra exceed the calculated threshold limit.)

Threshold : 990.531 (Calculated with 281 of 306 spectra)
Reference : Peak start and end spectra {(integrated) (4.441 / 4.963)
Spectra : 5 (Selection automatic, 5)

Noise Threshol: 0.164 (12 spectra, St.Dev 0.0773 + 3 * 0.0289)

Instrument 1 6/5/2012 3:44:01 PM Christophe Page 4 of 6
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Data File C:\CHEM32\1\DATA\2011NOVO7\CT-7-183A000004.D

Sample Name: CT-7-183A

600000
400000
200000

[ 1 MSD1TIC, MS File (C:\CHEM32\1\DATA\2011NOVO7\CT-7-183A000004.D)

MM-ES+APCI, Pos, Scan, Frag: 70

*MSD1 SPC, time=2.699:3.379 of C:\CHEM32\1\DATA201TNON
o Max: 24343 1 MSD1 138, EIC=137.7:138.7 (C:\CHEM32\1\DATA\2011N
80 7 MSD1 108, EIC=107.7:108.7 (C:\CHEM32\1\DATA\2011N
T MSD1 110, EIC=109.7:110.7 (C:\CHEM32\1\DATA2011N
60 T MSD1 139, EIC=138.7:139.7 (C:\CHEM32\1\DATA\201 1N
40 : 7] MSD1 106, EIC=105.7:106.7 (C:\CHEM32\1\DATA\2011N

o b B

e e FT e T e ]
e e 0 == ; . . ; ; : ‘ , ; ‘

250 500 750 m/4 2.8 3 3.2

Peak #1 at 2.884 min ( 2.699 to 3.379 min)

-> The analysis found

Component 1: Peak at
Component 2: Peak at
Component 3: Peak at

3 components,

Scan 138.1. Top ions are
Scan 138.9. Top ions are
Scan 139.9. Top ions are

indicating an impure peak.

< -

138 108 202
110 139
106

600000
400000

200000

[ 1 MSD1TIC, MS File (C:\CHEM32\1\DATA\2011NOVO7\CT-7-183A000004.D)

MM-ES+APCI, Pos, Scan, Frag: 70

F———

l
l
!
1

*MSD1 SPC, time=4.573:5.273 of C:\CHEM32\1\DATA2011NO\
o~ Max: 25428 [C] MSD1 202, EIC=201.7:202.7 (C\CHEM32\1\DATAR011h
80 0 MSD1 122, EIC=121.7:122.7 (C:\CHEM32\1\DATA011R
L. MSD1 138, EIC=137.7:138.7 (CA\CHEM32\1\DATA2011h
60 {1 MSD1108, EIC=107.7:108.7 (C\CHEM32\1\DATA\2011H
40 { T T~
20 J 50000 g Tl
WO TN I e L S e
e e e e S B PYE RS i —— e S S
250 500 750 m/. 4.8 5
Peak #2 at 4.843 min ( 4.573 to ©5.266 min)
-> The analysis found 2 components, indicating an impure peak. <-
Component 1: Peak at Scan 232.4. Top ions are 202 122 110
Component 2: Peak at Scan 233.7. Top ions are 138 108 174
Page 5 of 6
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Data. File C:\CHEM32\1\DATA\2011NOV07\CT-7-183AR000004.D

Sample Name: CT-7-183A

] MSD2TIC, MS File (C:\CHEM32\1\DATA2011NOV07\CT-7-183A000004.D) MM-ES+APCI, Pos, SIM, Frag: 70
BOOé
600
400
200
T T et S —
1 2 8 min
*MSD2 SPC, time=2.711:3.968 of CA\CHEM32\1\DATA2011NOY,
Max: 412 [ ] MSD2 278, EIC=277.7:278.7 (C:\CHEM32\1\DATA\201 1}
104 ° P
oo ~
102 g 600 / e
100 T~
98 400 ——
96 T T —
e e I e e S s 200 T T
276 277 278 279 m/4 3 3.25 35 3.75
Peak #1 at 2.938 min ( 2.702 to 3.971 min)
-> The analysis found only one component, indicating a pure peak. <-
Component 1: Peak at Scan 140.0. Top ions are 278
[T MSD2TIC, MS File (CA\CHEM32\1\DATA\2011NOVO7\CT-7-183A000004.D) MM-ES+APCI, Pos, SIM, Frag: 70
BOOé
600
400
200
S T
1 2 8 miny
*MSD2 SPC, time=4.586:6.048 of CA\CHEM32\1\DATA\2011NOY,
Max: 468 [ ] MSD2 278, EIC=277.7:278.7 (CA\CHEM32\1\DATAR01 1N
104 -
[=) ~
102 = 800 . -
100 o 600 / S~
i / ~
98 400 T e—
96 ; ]
T —— ‘ : | . : . : , . : .
276 277 278 279 m/2 5 5.5
Peak #2 at 4.917 min {( 4.591 to 6.042 min)
-> The analysis found only one component, indicating a pure peak. <-
Component 1: Peak at Scan 236.1. Top ions are 278
*** End of Report **x*
Page 6 of 6
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Electronic Supplementary Material (ESI) for Chemical Communications
Chenus%gzolz
F LC 2011-06-21 21-02-36\CT-6-263BBRUTCARLAD3.D

This journal s©The Ro aI So iet
|sbu I HEM Q&

ata File
Sample Name.

%

DATAND

CT 6-263BbrutCARLAD3

Acqg. Operator
Acqg. Instrument
Injection Date

Method
Last changed

Method Info

Seqg. Line
HPLC 01 Location Vial 12
6/21/2011 10:05:25 PM Inj : 1
Inj Volume 5.000 nl

C:\CHEM32\I\DATA\DEF LC 2011~06-21 21-02-36\CARLAD3.M

4/27/2011 6:13:11 PM by CT
Chiralpak AD (position 1)

manually integrated

(Sequence Method)

Additional Info : Peak(s)
DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-06-21 21-02-36\CT-6-2633BBRUTCARLAD3.D)
mAU | b ) )
] E S
160 g o
: g@
140 - [
~ . 0 o
120~ J ‘1 Hrg)LoAcm3
100 - ©/\
| { | 3
~ o
80 :’ \
. | |
60 - ;‘
_ Ky
40 g \
, 8 5 5 o~
20— S / S ;
_ / “ |
4 / / 8
\\ // \\
T o s o R P
P — S e
— ] T e e — ; —
20 225 25 27.5 30 32.5 35 37.5 miry
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
Riatatadl Bttty [====] === == f-mmm f——m - i
1 27.362 MF 1.1205 1554.67200 23.12472 11.3046
2 29.884 MF 1.2333 1.2197%e4 164.84315 88.6954
187.96788

Totals

1.37526e4

*** End of Report ***
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Thisg’)o

Sample Name:

Injection Date

Method
Last changed
Method Info

urnal is © The Rogal Society of Chemist%/ 2012
ata File C:\CEEM32\I\DATA\DEF LC 2011-07-04 12-12-01\CT-6-263B-ACARLAD3.D

CT~6~-263B~ACARLAD3

Acg. Operator : Seq. Line : 5
Acg. Instrument : HPLC 01 Location : Vial 15
7/4/2011 4:20:17 PM Inj : 1

Inj Volume : 5.000 pl

4/27/2011 6:13:11 PM by CT
Chiralpak AD (position 1)

Peak(s) manually integrated

C:\CHEM32\1\DATA\DEF LC 2011-07-04 12~12-01\CARLAD3.M (Sequence Method)

Additicnal Info :
DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-07-04 12-12-01\CT-6-263B-ACARLAD3.D)

mAU ©
1 &
) I
; B
350 — !
] - O Ph
300 Lo Hl;l)ko/\CCI;;
250 . QA 3
;
200 - | ‘1
] | |
150 -
100
50 - 0 / \\‘
] = /‘ :
1 0 /
4 N / \\\
0 JEE U ! L el \“?,.TL/ e
s ; , T e R ; o s
20 22.5 25 27.5 30 32.5 35 37.5 mi
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, S$ig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
[mAU] %

# [min] [min] [mAU*s ]
e f———— = [~ fm—m f——m = |
1 25.715 BV 0.7209 515.15979 8.38363 1.8040
98.1960

2 28.118 VB 0.8811 2.80409e4 396.48172

2.85561le4 404.86535

**% End of Report ***
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Sample Name: CT-5-185A-ACARLAD3

Acg. Operator : CT Seg. Line : 1
Acg. Instrument : HPLC 01 Location : Vial 5
Injection Date : 8/27/2010 5:29:17 PM Inj : 1
Inj Volume : 5 nl

Acg. Method : C:\Chem32\1\DATA\DEF LC 2010-08-27 17-27-23\CARLAD3.M
Last changed : 8/12/2010 4:43:17 PM by CT
Analysis Method : C:\CHEM32\1\DATA\DEF_LC 2010-08-27 17-27~23\CARLAD3 .M
Last changed : 8/30/2010 10:16:04 AM by CT

(modified after loading)
Method Info : Chiralpak AD (position 1)

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2010-08-27 17-27-23\CT-5-185A-ACARLAD3.D)
&
Q
[sp]

('L
&
& @

27.874

120

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min) [mAU*s] [mAU] %

1 27.874 FM 0.8769 6026.46680 114.54128 46.2612
2 30.465 MF 0.9210 7000.57568 126.69058 53.7388

Totals : 1.30270e4 241.23186

HPLC 01 8/30/2010 10:18:24 AM CT Page 1 of 1
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Sample Name: CT-7-083BrutCARLWELCOCS

Acg. Operator : Seqg. Line : 5
Acg. Instrument : HPLC 01 Location : Vial 14
Injection Date : 9/26/2011 9:35:39 AM Inj : 1
Inj Volume : 5 pl
Acg. Method : C:\Chem32\1\DATA\DEF LC 2011-09-26 08-08-15\CARLWELKC5.M
Last changed 1 9/25/2011 6:43:20 PM
Analysis Method : C:\CHEM3Z\1I\DATA\DEF LC 2011-09-26 08-08~15\CARLWELKOS .M
Last changed : 10/1/2011 6:33:04 PM
(modified after loading)
Method Info : Chiralpak AD (position 1)
DAD1C, Sig=210,8 Ref=360,100 (DEF_LC 2011-09-26 08-08-15\CT-7-083BRUTCARLWELCO5.D}
mAU — 8 &
] ) 2
. &
4 e.fb'
1200 - .
] O Ph
] HM/LLO/\‘CQ3
1000 ;
800 — 4
600
400
| \ .
200 | «dp
] &
—ﬂ//_k“_—J < &5
O — - e 13 T ——— —
T ‘T"""'/*’yv’r" L S T ’T Ll ¥ T ’ 1T T t L ¥ } T I B " LI A N 1‘ T T 1 T
7 7.5 8 8.5 8 9.5 10 10.5 min

Area Percent Report

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] (mAU] %

1 7.505 MM 0.1016 8329.88379 1367.08887 92.3789
2 9.402 MM 0.4582 687.20209 24.99697 7.6211

Totals : 9017.08588 1392.08584

HPLC 01 10/1/2011 6:33:14 PM Page

1 of 1
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TNsPumaHs@Th Ro
Data File C:

Sample Name:

Acg. Operator
Acg. Instrument
Injection Date

Acg. Method
Last changed
Analysis Method
Last changed

Method Info

HPLC 01
9/26/2011 8:30:42 AM

C:\Chem32\1\DATA\DEF LC 2011-09-26 08-08-15\CARLWELKO5.M

9/25/2011 6:43:20 PM

C:\CHEM32\1\DATA\DEF LC 2011-09-26 08-08-15\CARLWELKO5.M

10/1/2011 6:34:19 PM
(modified after loading)
Chiralpak AD (position 1)

Seq. Line
Location
Inj

Inj Volume

al Society of Chemi 2
ROV POCeV e MISIN 2212 11 _09-26 08-08-15\CT-7-083ACARLWELCOS . D
CT-7-083ACARLWELCOS

2
Vial 11
1
5 ul

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-09-26 08-08-15\CT-7-083ACARLWELCO5.D)
~
mAU | 00 0.1@9
) s
| v_\‘a’b‘
800 o Ph
| H@Jko/\CGS
600 —
i 4
400
200 —
] AN
[o o o S S
- T CeTTT 'g""'!"" R . ""’}""' at T "'\"‘Yﬁ""} CoUTTUrTTT T al "7]7 L T Al 77]’ . T r ' " - T al f’ 1
7 7.5 8 85 9 9.5 10 10.5 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADl C, S$ig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min) [mAU*s] [mAU] %
e i | === === fmmmm [ f=—=mm—- |
1 7.487 MM 0.0835 4696.90039 937.89844 100.0000
Totals 4696.90039 937.89844
*+* Fnd of Report ***
HPLC 01 10/1/2011 6:34:29 PM Page 1 of 1
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Sample Name: CT-7-105BrutCARLWELCOS

Acg. Operator : Seg. Line : 7
Acg. Instrument : HPLC 01 Location : Vial 16
Injection Date : 9/26/2011 10:19:02 AM Inj : 1
Inj Veolume : 5 pl
Acg. Method : C:\Chem32\1\DATA\DEF LC 2011-09-26 08-08-15\CARLWELKOS5.M
Last changed : 9/25/2011 6:43:20 PM
Analysis Method : C:\CHEM32\1\DATA\DEF LC 2011-09-26 08-08-15\CARLWELKOS.M
Last changed : 10/1/2011 6:35:25 PM
(modified after loading)
Method Info : Chiralpak AD {(position 1)
DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-09-26 08-08-15\CT-7-105BRUTCARLWELCO5.D)
mAU — 9 &
) : S
i ‘{bg
] >
] @ Ph
500 v :
: HN™ 07 cel,
400 -
§ 4
300+
200 )
] | o
i 5o
Y
~r >
a2 &
4 o
. bb*#L//////////\\\\\\\\\\\\‘
0 ) \\‘\\ ‘ ]
T T sk A e e e e Ml ARk e R Rl i B F e -
7 7.5 8 8.5 9 9.5 10 10.5 min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
Eniniall Bttt -l frmmm e et [=——= |
1 7.433 FM 0.0867 3019.07837 580.38489 51.8427
2 9.343 MM 0.4566 2804.45996 102.36442 48.1573
Totals : 5823.53833 682.74931
Page 1 of 1

HPLC 01 10/1/2011 6:36:17 PM
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HEM32 1\DATA\D£

Sample Name: CT-7-093BbrutCARLAD3

FFLC 2011-08-23 18-43-52\CT-7-093BBRUTCARLAD3.D

Acg. Operator : Seqg. Line 3
Acg. Instrument : HPLC 01 Location Vial 25
Injection Date 8/23/2011 B:48:18 PM Inj 1

Inj Volume 5.000 pl
Method : C:\CHEM32\1\DATA\DEF LC 2011-08-23 18-43-52\CARLAD3.M

4/27/2011 6:13:11 PM by CT
Chiralpak AD {(position 1)

Last changed
Method Info

(Sequence Method)

Additional Info : Peak(s) manually integrated
DAD1C, Sig= 210 8 Ref=360,100 (DEF_LC 2011-08-23 18-43-52\CT-7-093BBRUTCARLAD3.D)
mAU 3 9
4 3 bg.
70 — Y
- 9
i &
o0 ] O Ph
] Hry)k ccl,
| j R
50 — ; /I:::T/\\
] P o 5
- L
30 - 1
20 -
] K R
N ‘! \ o Q -
10 - 8 4°
] 3 ! 3 %&9
T i kS SN
e nw//f ~ e e ey
o0 NP Y ettt e et o o wvawMM’-—leM(waWf#’wwmmm P
; R B R e et , L —
30 35 40 45 50 55 min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area

% [min] min]  [mAU*s] [mAU] 3
el | R |- |- |
1 35.369 MF  1.3913 5849.20361  70.06652 92.1232

2 46.800 FM  1.8344 500.12341  4.54397  7.8768

Totals : 6349.32703 74.61088

#*%% End of Report ***
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Data File C:\CHEM32\I\DATA\DEF LC 2011-09-15 10-29-46\CT~-7-093B-ACARLAD3.D

Sample Name: CT-7-093B-~ACARLAD3

Acg. Operator Seqg. Line : 5
Acqg. Instrument HPLC 01 Location : Vial 5
Injection Date : 9/15/2011 1:53:12 PM Inj : 1

Inj Volume : 5.000 pl

Acg. Method C:\CHEM32\1\DATA\DEF LC 2011-09~15 10-29-46\CARLAD3.M

Last changed : 4/27/2011 6:13:11 PM by CT
Analysis Method : C:\CHEM32\I\DATE\DEF LC 2011-09-15 10-29-46\CARLAD1_5.M (S8equence
Method)
Last changed : 12/3/2010 1:19:27 PM by CT
Method Info : Chiralpak AD (position 1)
Additicnal Info : Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (DEF_L.C 2011-09-15 10-29-46\CT-7-093B-ACARLAD3.D}
mAU | = A
1 2 >
8 °
120 O
] | 1@
¥
i [ O Ph
100 - Py H|§1)ko/\c:c;|3
i | -
) |
80 - ! \OQ/\ 5
60
40 - ,’
f ®
20 - / ‘ )
] \ g &
© 4
~ / | kS
[ e et S 4.;—————f~~—'"*":tﬁ“”’“‘*“' R N U ,\,L,:r"'/;/ \_~\—\‘.TN AAAAAAAA st A e
) T T T T [ T T T T T T [ T T T T [ T [ T T
30 35 40 45 50 55 min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C, S$ig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s) [mAU] %
il Bttt [——== === | ~m=mm [~——mm = ittt l
1 36.891 MM 1.4387 1.090597e4 126.38834 94.721¢6
2 48.656 MM 1.7252 607.94757 5.87319 5.2784

Totals : 1.15177e4 132.26153
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Sample Name:

Acg. Operator
Acg. Instrument
Injection Date

Acg. Method
Last changed
Analysis Method
Last changed

Method Info

CT-5~185D-ACARLAD3

CT Seqg. Line
HPLC 01 Location
8/27/2010 8:36:33 PM Inj

Inj Volume

5 pl

C:\Chem32\1\DATA\DEF LC 2010-08-27 17-27-23\CARLAD3.M

8/12/2010 4:43:17 PM by CT

C:\CHEM32\1\DATA\DEF LC 2010-08-27 17-27-23\CARLAD3.M

8§/30/2010 10:27:47 AM by CT
(modified after loading)
Chiralpak AD (position 1)

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2010-08-27 17-27-23\CT-5-185D-ACARLAD3.D)
mAU o o
_ &
_ <
A &
250 -1 O Ph
4 o e,
200 o
4 w0 /\/\
~ 0 N
| o 5 NS
B
150
100
] \
50 + \\\\\\\Awy‘w
I , .
_7'7 T I B S T* 1 T T g ] T 1 T I T T "T" - L (A T n ’r T T T ¥ —
30 35 40 45 50 55 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
il B e it [ [-mmmm [===mm—= I
1 37.851 FM 1.2011 2.03340e4 282.15558 53.3293
2 52.455 FM 1.8362 1.77951e4 161.52234 46.6707
Totals 3.81291e4 443.67792
HPLC 01 8/30/2010 10:27:54 AM CT Page 1 of 1


trudelca
Tampon 


Electronic Supplementary Material (ESI) for Chemical Communications
This journal is © The Royal Society of Chemistry 2012

— — oNoO MY N — Mm o
MhEBRSB 0 < RN T [ S n N
Lan-uog:Nomm N TN QN H S ™~
NNNNNNNNN o) Al i ol N ~ — -

e
c—
<
=
-

bu Ju

~rey f T T
o N L o < <
SS950o S S ~
— NN AN — — [sp]
T T T

~1200

~1100

1000

—~900

—800

—700

—600

~500

400

—300

—200

—100

—-100

13.5 12.5 11.5 10.5 95 9.0 85

T T T T T T T T T T T T T T T T T T T T T T T
80 75 70 65 60 55 50 45 40 35 3.0 25 20 1.5
f1 (ppm)

1.0 0.5

0.0


trudelca
Tampon 


Electronic Supplementary Material (ESI) for Chemical Communications
This journal is © The Royal Society of Chemistry 2012

6000

5500

—~5000

—4500

4000

3500

3000

2500

—2000

1500

1000

—~500

—-500

& AINSILHI © N N ~
T SMBRINSST = ¥ 8 g
™ S MR DN - a ] o ~N
i S O0RANNY g 2 R q
| =& |
(0] I?h
HE/M\O/A\CCh
Br/©/\ 6
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
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

f1 (ppm)


trudelca
Tampon 


Electronic Supplementary Material (ESI) for Chemical Communications

This journal is © The Royal Society of Chemistry 2012
Data File C:\CH%M32\1yDATA\DEFyLC 2011-08-25 15-36-06\CT-7-009BRUTCARLAD4.D

Sample Name: CT-7-009Rrut CARLADY

Acqg. Operator : Seqg. Line : 2
Acg. Instrument : HPLC_ 01 Location : Vial 31
Injection Date : 8/25/2011 4:09:20 PM Ing : 1
Inj Volume : 5 nl

Acg. Method : C:\Chem32\1\DATA\DEF LC 2011-08-25 15-36-006\CARLAD4 .M
Last changed : 8/30/2010 4:13:05 PM by CT
Analysis Method : C:\CHEM32\1\DATA\DEF_LC 2011-08-25 15-36-06\CARLAD4COURT .M
Last changed : 9/7/2011 10:27:54 AM

(modified after loading)
Method Info : aziridine chiracel AD

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-08-25 15-36-06\CT-7-009BRUTCARLAD4.D)

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C, S$ig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min) [min] [mAU*s] [mAU] %

1 21.640 MF 0.8293 4877.50049 98.02641 81.1157
2 23.443 FM 0.7900 600.27484 12.6645¢6 9.9829
3 38.93% MM 1.5718 535.24426 5.67555 g.9014

Totals : 6013.01959 116.36652

HPLC 01 9/7/2011 10:27:58 AM Page 1 of 2
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This
Da

a File

C:\CH

al Society of C

M32\1\D

emistry 201
AN 2012 011 - 08-25 15-36-06\CT-7-009RCARLADA. D

Sample Name:

CT-7-009ACARLAD4

HPLC 01 9/7/2011 10:28:43 AM

Acg. Operator
Acg. Instrument
Injection Date

Acg. Method
Last changed
Analysis Method
Last changed

Method Info

Seqg. Line 3
HPLC O1 Location Vial 32
8/25/2011 5:10:58 PM Inj 1

Inj Volume 5 ul

C:\Chem32\1\DATA\DEF LC 2011-08-25 15-36-06\CARLAD4 .M
8/30/2010 4:13:05 PM by CT

C:\CHEM32\1\DATA\DEF_LC 2011-08-25 15-36-06\CARLADACOURT.M
9/7/2011 10:28:35 AM

(modified after loading)

aziridine chiracel AD

DAD1 C, Sig=210,8 Ref=360,100 (DEF_L.C 2011-08-25 15-36-06\CT-7-009ACARLAD4.D)
mAU 3 &
120 oV
] §
i &
100; e en
i Hg/ﬂ\o/ﬁ\ccg
5] /@/\
| Br 6
60+
40 —
204
OVMWMf%WWNN\A“M/rwﬁz_4WixwkuwwﬂMNwKAMMMWwWﬂNMWNWMNM{AMNMMMMWMWWVMAMNrWWWMMMMMWMfHVANMAW,N
T e E e s T s Tl Rl =R e ,
15 20 25 30 35 40
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %

1 21.583 MM

0.8291 6092.51514 122.47122 100.0000

6092.51514 122.47122

*** End of Report ***

Page

1 of 1


trudelca
Tampon 


_IE_Le_ct.ronic Slupplengentary Material (ESI) for Chemical Communications

is journal is © The Royal i i

bis joyral 15 © The Roya) SoCie ol FeMISYA012011-11-28 10-59-30\CT-6-113B-ACARLAD4 . D
Sample Name: CT-6-113B-ACARLAD4

Acg. Operator : CT Seg. Line : 5
Acg. Instrument : HPLC 01 Location : Vial 4
Injection Date : 11/28/2011 1:53:25 PM Inj : 1
Inj Volume : 5 pl

Acqg. Method : C:\Chem32\1\DATA\DEF LC 2011-11-28 10-59-30\CARLAD4 .M
Last changed : 8/30/2010 4:13:05 PM by CT
Analysis Method : C:\CHEM32\1\DATA\DEF_LC 2011-11-28 10-59-30\CARLADS COURT.M
Last changed : 11/29/2011 10:55:46 AM by CT

(modified after loading)
Method Info : Chiralpak AD (position 1)

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-11-28 10-59-30\CT-6-113B-ACARLADA4.D)

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DADL C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %

1 23.653 MF 0.8873 6752.10645 126.82677 58.7922
2 44.664 MM 1.9357 4732.59473 40.74803 41.2078

Totals : 1.14847e4 167.57480

HPLC 01 11/29/2011 10:56:10 AM CT

Page

1 of 1
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2012

This journalis © The ROYAIRPSEISHPINERP2 2011-10-03 10-47-49\CT-7-157BRUTCARLADA . D

Sample Name:

CT-7-157BrutCARLAD4

Acqg. Operator
Acg. Instrument
Injection Date

Method
Last changed
Method Info

Additional Info

Seqg. Line
HPLC 01 Location
10/3/2011 1:41:11 PM Inj

Inj Volume
C:\CHEM32\1\DATA\DEF LC 2011-10-03 10-47-
8/30/2010 4:13:05 PM by CT

5

Vial 23
1

5.000 pl

49\CARLAD4.M (Sequence Method)

Chiralpak AD

(position 1)

Peak(s)

manually integrated

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-10-03 10-47-49\CT-7-157BRUTCARLADA4.D})
- N
mAU ] g ‘;19‘5
] CI
175 @
] O Ph b
150 :
: HN” 07 cel .
125 - o /@/\ f |
| )J\ | |
] 0 7 j ‘
100 ; 1
75 -
] .
50 & ‘ “\‘
1 0 Q.)Qb" |
. LB
J o 4
257 &
: - ya - . ///J" ,\\
0 [ B U SR . Kl S Vsl B
T T [ T T T ‘ T ‘ T T ‘ T T T ! T T T [ T T T ‘ T T ‘ T
26 28 30 32 34 36 38 40 42 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
=== == f—mmm [ == |
1 32.395 EM 1.3814 1604.11536 19.35331 8.8997
2 35.%912 MF 1.4296 1.64203e4 191.43762 91.1003
Totals 1.80244e4 210.79083

**x* End of Report ***
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ata fFile

The oMl ISR ER,

CT-7-157A-ACARLAD4

Sample Name:

2012
Ejic 2011~11-09 14-19~13\CT-7-157A-ACARLAD4.D

Acg. Operator : CT Seq. Line
Acg. Instrument : HPLC 01 Location
11/9/2011 3:54:16 PM Inj

Injection Date

Inj Volume

3
vial 3

1
5.000 nl

Acqg. Method C:\CHEM32\1\DATA\DEF LC 2011-11-09 14-19-13\CARLAD4.M
Last changed 8/30/2010 4:13:05 PM by CT
Analysis Method : C:\CHEM32\1\DATA\DEF LC 2011-11-09 14-19-13\CARLAD7 COURT.M (Sequence
Method)
Last changed 11/8/2011 2:14:55 PM by CT
Method Info Chiralpak AD (position 1)
Additional Info : Peak({s) manually integrated
DAD1 C, Sig= 210 8 Ref=360,100 (DEF_L.C 2011-11-09 14-19-13\CT-7-157A-ACARLAD4.D})
mAU ] © A
] e v
250 ;’ckv';\ P
i [ e
| @
i j w
. O Eh "1 i
B | |
200 HNT o7 e, o
YA |
150 - o 7 ) \
100 i '
| A ; \
50 SR \
b < 5 / ‘z\
1 o
i RN
i 7 ~.
Q T e o e e e e et e —
¥ T T T ’ T l T T T T T ; T T T ‘ T ¥ T [ ‘
26 28 30 32 34 36 38 40 42 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
il Bt e [=mmmmm—— [==—mm === ———=-
1 32.417 MF 1.2987 1842.70447 23.64755 8.1480
2 34.976 EM 1.3484 2.07727e4 256.75928 91.8520
2.26154e4 280.40683

Totals
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This
Data File C:
Sample Name:

journal is © The Ro%al Society of C elranisEL

2
\CHEM3Z\IXDATA YL815011—09—02 11-40-42\CT~7~035B-ACARLAD4.D
CT-7-035B-ACARLAD4

Acg. Operator
Acg. Instrument
Injection Date

Acg. Method
Last changed
Analysis Method
Last changed

Seqg. Line 1
HPLC 01 Location Vial 3
9/2/2011 11:42:03 AM Inj 1

Inj Volume 5 ul

C:\Chem32\1\DATA\DEF LC 2011-09-02 11-40-42\CARLAD4.M
8/30/2010 4:13:05 PM by CT

C:\CHEM32\1\DATA\DEF LC 2011-09-02 11-40-42\CARLAD4.M
9/4/2011 4:20:47 PM

(modified after loading)

Method Info aziridine chiracel AD

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-09-02 11-40-42\CT-7-035B-ACARLAD4.D)
— [=)
4 N 5
i R © N
60 - g 5 ¥
] R \
] O Ph
50 - HN” 07 col
] o]
40 )k
] e} 7
30 -
20 ] \ \\
] )
104
4 —‘W\MM
O |
) 1 '}" I T "']' - T T ”7'f7 T LA T ] 7 - — T T . 7'17’ N T I T ‘ r T 1 - ‘ - T I
26 28 30 32 34 36 38 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADl C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [(mAU*s ] [mAU] %
il R === == f——mm - | == f=mmm }
1 29.905 FM 1.1997 3791.63647 52.67554 43.4279
2 32.880 MF 1.2612 4939.24707 65.27178 56.5721
Totals 8730.88354 117.94733

HPLC 01 9/4/2011 4:21:19 PM

Page 1 of 1
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ONST NOTOTWLOA n o O N O o <+
—NOON®WOLLMAN WO o O N — N <SS
F38dx3SRa8Y I 368  RE o
TLLRIRESRES Y T U
O Ph
HN™ ~07 ~cCly
/ODA
\O 8
A (d)
143
[

R
—
T
(-

J
TT f T 25 i
8 84 8 R R& 2
™Mm ™ — N — — o N [s2]
I T T T T T T T T T T T T T T T T T T T T T T T
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129.7231
129.6907

—153.4345
149.1606
148.5028
99.9373

L

1334998
™\-127.9311
—117.9903
_~114.5196

_~111.2943
~—109.7015

L

83.2534
56.0233
55.9099
—50.8814
22.0669

N

T T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100
f1 (ppm)
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Thisjournal s @ The ROYBIERASM AR 2011-10-04 11-09-38\CT-7-165A-BRUTCARLADT . D

Sample Name: CT-7-165A-BrutCARLAD7

Acqg. Operator Seq. Line : 1
Acqg. Instrument : HPLC 01 Location : Vial 31
Injection Date 10/4/2011 11:10:52 AM Inj : 1

Inj Volume : 5.000 pl

C:\CHEM32\1\DATA\DEF LC 2011-10-04 11-09-38\CARLAD7.M (Sequence Method)

Method :
Last changed : 4/11/2011 10:31:01 AM by CT
Method Info : Chiralpak AD (position 1)

Additional Info : Peak(s) manually integrated

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-10-04 11-09-38\CT-7-165A-BRUTCARLAD7.D)

mAU 8 >
b o b‘b‘b‘
| fﬁs R
e
i | 'bse,'b
200 P
] B
] J | O Ph
150 [ \1 HN)LO/\CCls
) P /OD/\
) I ~
100 ! 0 8
50 j
| A
1 i <§"Q
1 / ‘ N
J S 6.4
[y2)
s N A A o
| et TN e Pt e oM O W..M/ - \mrﬂ e e ]
7 T T T T T T ‘ T T T [ T T ’ T T T ‘ T T T [ T T T
25 30 35 40 45 50 55
Area Percent Report
Sorted By : Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1l C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
i [min] [min] [mAU*s] [mAU] %
e i === fmmmmm - [ [==—=- ]
1 34.236 MF 1.3210 1.84664e4 232.98099 94.5905
2 53.033 MM 1.9172 1056.06860 9.18068 5.40895

Totals 1.95224e4 242.16167

**%* End of Report ***
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Data File C:\CHEM32\1\DATA\DEF LC 2012-05-04 10-48-06\CT-7-165A-A2CARLAD7.D

Sample Name: CT-7-165A-AZCARLADT

Acg. Operator
Acg. Instrument
Injection Date

Method
Last changed
Method Info

Additional Info

SYSTEM Seq. Line
LC1100 Location
5/4/2012 11:06:08 AM inj

Inj Volume

2

Vial 22
1

5.0 pl

C:\CHEM32\1\DATA\DEF LC 2012-05-04 10-48-06\CARLAD7.M (Sequence Method)

5/4/2012 10:48:06 AM by SYSTEM
Chiralpak AD (position 1)

Peak(s) manually integrated

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2012-05-04 10-48-06\CT-7-165A-A2CARLAD7.D)
mAU > G
1 0 ©*
— ©
45 - ?\3 P
] L&
] X
40| i
! o en
_ I E
ﬁ [
357 L HN)LO/\CCI:;
1 . H
1 [ O
30 J \ - :]::::(/A\\
- .
: "o 8
25 .
! N
i o
20 P
i i |
] .
15 - ;r ‘
] . >
4 ,CE .<§3'
10 \ S
] ) S
N / ‘L WMJM——T*»“ b, "
R R N *JWWﬁWWWAMWMRJAWwwﬂ%ﬁmmvaMdmw ”“W“M”'““W”“”%Mnwvww““wmvuﬁwmﬂwmmmx
‘ ‘ : — vy ; ; — —
25 30 35 40 45 50 55 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C,

Sig=210,8 Ref=360,100

Peak RetTime Type

Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
Sl Bebeteie o e [===m————- = f——m- |
1 29.598 MM 0.9529 2366.17871 41.38357 97.7199
2 44.079 MM 0.6458 55.21119 1.42486 2.2801
Totals 2421.38990 42.80843

*** End of Report ***
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This journal is © The Royal Society of Chemistry 2012
ata File C:\CHEM3Z\1\DATA\DEF LC 2011-10-04

Sample Name: CT-7-165B-BrutCARLAD7

Acg. Operator
Acg. Instrument
Injection Date

11-09-38\CT~7-165B~-BRUTCARLAD7.D

Seqg. Line : 2

HPLC 01 Location vial 32
10/4/2011 12:12:23 PM Inj : 1
Inj Volume 5.000 ul

(Sequence Method)

Method
Last changed
Method Info

C:\CHEM32\1\DATA\DEF_LC 2011-10-04 11-09-38\CARLAD7.M
4/11/2011 10:31:01 AM by CT
Chiralpak AD (position 1)

Additional Info : Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (DEF_L.C 2011-10-04 11-09-38\C7-7-165B-BRUTCARLAD7.D)
mAU § 60"%
i ; N}
s P
] RS
KS
30 B
] . 0 Ph
4 " ‘l =
25 . HN )Lo/\ccb
] . e -
20~ P N
] | ;‘i \O 8 E @,fﬂ’
1 ) { @
15 - P g
g ] I i
] j ! ;
i i ‘ P
1 j ! [
10 . JJ . 1'/ ;
1 Iy J | / l
5 J k‘ ,‘i \ i \x
i / 1‘ / \ // |
Lol st 5 / s / \
; b - Ma/ﬂ,\f, ,,,,,,,,,,,,,,,,,,,,,,, ) . / \\;
0 | MAV E‘W\V‘ WMV‘MW’%WWMW" ~f e, Wy, “gﬁr . ! / ‘\,
1 W STy /&&%g,,,,,,ﬁ\_:W‘NW i
-5
e e A : o e — ey
25 30 35 40 45 50 55 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min} fmin] [mAU*s] [mAU] %
B === === [—mmmm f=m | === [
1 34.127 MM 1.2545 2606.97998 34.63630 54.0390
2 52.674 MM 2.0128 2217.27417 18.35%46 45.8610
Totals 4824.25415 52.99575

*** End of Report ***
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C

o
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\-4.4674
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o
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1 0.92-=

1.18 —
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Bata Fide C:\CHEM32\1\DATA\2011NOV24\DEF LC 2011-11-24 17-01-32\023-0301.D

Sample Name: CT-7-113A-Brut

Acg. Operator : Christophe Seq. Line : 3
Acqg. Instrument : Instrument 1 Location : Vial 23
Injection Date : 11/25/2011 1:14:00 AM Inj : 1
Inj Volume : Inj prog
Acg. Method : C:\CHEM32\1\DATA\2011NOV24\DEF_LC 2011-11-24 17-01-32\AD-H8IPA.M
Last changed : 11/24/2011 4:32:08 PM by Christophe

Analysis Method : C:\CHEM32\1\METHODS\AD-H5MEOH .M
Last changed : 11/25/2011 10:38:48 AM by Christophe

Calomn, AD-H

(modified after loading) weoloile phets ¥ PA

Method Info : developpement colymn T2 250¢

Additional Info : Peak(s) manually integrated

P¥- iJo burf
N wat o

20
0

*DAD1 A, Sig=210,4 Ref=off (2011NOV24\DEF_LC 2011-11-24 17-01-32\023-0301.D)

— (o]
mAU o O Ph
140 . q P
120 & )L A~

] & HN Y07 ccl,
100 v :

80 R
1 ) o
40 @ Br 9

T T T T T T T T T T T T T T T T T T

T T T 1
20 40 60 80 100

mir

1750000
1500000
1250000
1000000
750000
500000
250000
0

oo h

*MSD1 TiC, MS File (C:\CHEM32\1\DATA\2011NOV24\DEF_LC 2011-11-24 17-01-321023-0301.D) MM-ES+APCI, Neg, Scan, Frag: 7

BV " A .
T T T T T T T

T T T T d T T T T T T

I 1 T [
20 40 60 80 100

mir

400000

300000

200000

100000

o

Lol

[

*MSD1 465, EIC=462:468 (C\CHEM32\1\DATA\2011NOV24\DEF_LC 2011-11-24 17-01-32\023-0301.0) MM-ES+APCI, Neg, Scan, Fra

WS SEWEE SRR

mir

Sorted By : Signal

Multiplier: : 1.0000
Dilution: : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Instrument 1 11/25/2011 10:39:52 AM Christophe Page 1 of 2
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Data File C:\CHEM32\1\DATA\2011NOV24\DEF LC 2011-11-24 17-01-32\023-0301.D

Sample Name: CT-7-113A-Brut

Signal 1: DAD1 A, Sig=210,4 Ref=off
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] [MAU*s] [mAU] %
e e <-n ] mmmeee |<=mmeme e | -ommemee |-oenmeee |
1 25.922 MM 0.8962 8342.38672 155.14575 83.7254
2 32.511 MM 1.1202 1621.60437 24.12668 16.2746
Totals : 9963.99109 179.27243

Signal 2: MSD1 TIC, MS File
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] %
ceoe]enmnes | em |- mmmee |- mmmmee [===ene- = mmmee |
1 26.122 MM 1.0605 1.13070e8 1.77707e6 84.1344
2 32.701 MM 1.1982 2.13221e7 2.96595e5 15.8656
Totals : 1.34392e8 2.07366¢€6

Signal 3: MSD1l 465, EIC=462:468
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] %
semofemmnes e e [-ecemmnone |«nemmmeee |<-c-noe- |
1l 26.107 MM 1.3132 3.76184e7 4.77432e5 75.2739
2 32.703 MM 1.2114 1.23569%9e7 1.70004e5 24 .7261
Totals : 4.99753e7 6.47435e5

*xx End of Report ***

Instrument 1 11/25/2011 10:39:52 AM Christophe Page 2 of 2
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Data File C:\CHEM32\1{

Sample Name: CT-7-113A-A

Acqg. Operator
Acqg. Instrument
Injection Date

Acg. Method
Last changed
Analysis Method
Last changed
Method Info

Additional Info

of Chemistry 2012
DATA\2011NOV24\DEF LC 2011-11-24 17-01-32\022-0201.D

Christophe Seq. Line : 2
Instrument 1 Location : Vial 22
11/24/2011 9:09:16 PM Inj : 1

Inj Volume : Inj prog
C:\CHEM32\1\DATA\2011NOV24\DEF LC 2011-11-24 17-01-32\AD-H8IPA.M
11/24/2011 4:32:08 PM by Christophe )
C:\CHEM32\1\METHODS\AD-HSMEOH .M Colvmn . AD-u
11/25/2011 10:37:02 AM by Christophe mobile phege s FUotPA
(modified after loading) column T2 25°¢C
developpement P (S0 burs
i,\-‘“ .J.l, ’LGVL

Peak (g) manually integrated

*DAD1 A, Sig=210,4 Ref=off (2011NOV24\DEF_L.C 2011-11-24 17-01-32\022-0201.D)

mAU 4 %\b‘u j\ Ph
: W B
. N
200 & HNT 07 el
150 :
100 _é (‘9%% /@A/
E @® 1o 9
50 -] g ’b@ Br
] NV@
04 7 NS | NSV NS S W .
- T T T I T T T ‘ T T T ! T T T ‘ T T T l ¥ T
20 40 60 80 100 mit
“WSDT TIC. MS File (C-\CHEM32\1\DATA201{NOV2ZADEF_LC 2011-11-24 17-01-321022-0201.D0)  MM-ES+APCI, Neg, Scan, Frag: 7
2500000 -
2000000 -
1500000 |
1000000
500000 -
0t e ——
20 60 80 100 it
"MSD1 465, EIC=462:468 (C\CHEM32\1\DATA\2011NOV24DEF_LC 2011-11-24 17-01-321022-0201.0) MM-ES*APCI, Neg, Scan, Fra
: &
400000 o
] I
300000 -
200000
100000 -
0 |
P— L ————————
20 40 60 80 100 mir
Area Percent Report
Sorted By Signal
Multiplier: : 1.0000
Dilution: 1.0000

Use Multiplier & Dilution Factor with ISTDs

Instrument 1 11/25/2011 10:38:47 AM Christophe Page 1 of 2
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Data File C:\CHEM32\1\DATA\2011NOV24\DEF LC 2011-11-24 17-01-32\022-0201.D

Sample Name: CT-7-113A-A

Signal 1: DAD1 A, Sig=210,4 Ref=0off
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min} [(mAU*s] [mAU] %
e B, |- om | mm oo | memem e |-oommmeeee |-=me- |
1 25.766 MM 0.9421 1.45144e4 256.77106 99.5937
2 32.408 MM 0.8406 59.20889 1.17398 0.4063
Totals : 1.45736e4 257.84503

Signal 2: MSD1 TIC, MS File
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] %

1 26.019 MM 1.2625 1.96458e8 2.59353e6 99.6403
2 32.787 MM 0.9924 7.09149e5 1.19091e4 0.3597

Totals : 1.97167e8 2.60544e6

Signal 3: MSD1 465, EIC=462:468
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] %
comfenene- === -mmmmne == emmee |<=mme e == == e |
1 25.804 MM 1.7030 4.83746e7 4.73416eb 98.2499
2 32.739 MM 1.3942 8.61671e5 1.03009%e4 1.7501
Totals : 4.92362e7 4.83717e5

**x* HEnd of Report ***

Instrument 1 11/25/2011 10:38:47 AM Christophe Page 2 of 2



Electronic Supplementary Material (ESI) for Chemical Communications
This journal is © The Royal Society of Chemistry 2012
Data File C:\CHEM32\1\DATA\2011NOV24\DEF_LC 2011-11-24 17-01-32\021-0101.D

Sample Name: CT-7-113B-Brut

Acg. Operator
Acqg. Instrument
Injection Date

Acg. Method
Last changed
Analysis Method
Last changed
Method Info

Additional Info

Christophe Seqg. Line
Instrument 1 Location
11/24/2011 5:04:29 PM Inj

Inj Volume

1

vial 21
1

Inj prog

C:\CHEM32\1\DATA\2011NOV24\DEF_LC 2011-11-24 17-01-32\AD-H8IPA.M

11/24/2011 4:32:08 PM by Christophe
C:\CHEM32\1\METHODS\AD-H5MEOH .M
11/23/2011 9:39:13 AM by Christophe
developpement

Peak(s) manually integrated

tolumn. AP-H
Mqi’:'( Pk»}"; ¥ % 'TPA
colvmn T 28%C
P 180 beet
;«j Cval l“rl—'

*DADA A, Sig=210,4 Ref=off (2011NOV24\DEF_LC 2011-11-24 17-01-321021-0101.D)
] 5o
150 E HN O/\CCIB
] o :
100 | ¥ A
E 0 o @Q
1 P~ \Q") Q’b
50 - o & 4° Br 9
] RS o
0 _'_A,\w JA«);“?
- T T T ( T T T l T T T | T T T | T T T | H T T
20 40 60 80 100 min
*MSDT TIC, MS File (C:\CHEM32\1\DATA2011NOV24\DEF_LC 2011-11-24 17-01-321021-0101.D) MM-ES+APCI, Neg, Scan, Frag: 7
3000000 ]
2500000 -
E A
2000000 Gxgo XQQ«
1500000 & e
E o ,g* &
1000000 - S N8 9R
] 60' ~ >
500000 - & o
0 E |/\ 1/\x
T T T | T T T | T T T ‘ T T T I T T T | T T T
20 40 60 80 100 mir
“MSD1 465, EIC=462:468 (C-\CHEM32\1\DATA\2011NOV24\DEF_LC 2011-11-24 17-01-321021-0101.0) MM-ES+APCI, Neg, Scan, Fra
] ¥ o &
80000 S
60000
40000
20000 -
0]
EA————S—ESNE—— S S
20 40 60 80 100 mir
Area Percent Report
Sorted By Signal
Multiplier: : 1.0000
Dilution: 1.0000

Use Multiplier & Dilution Factor with ISTDs

Instrument 1 11/25/2011 10:37:02 AM Christophe

Page 1 of 2
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Data File C:\CHEM32\1\DATA\2011NOV24\DEF_LC 2011-11-24 17-01-32\021-0101.D
Sample Name: CT-7-113B-Brut

Signal 1: DAD1 A, 8ig=210,4 Ref=off
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# {min] [min] [(mAU*s] [maU] %
e e R [-oommaeee R e |-oomee e |
1 25.975 MM 0.9953 1030.45850 17.25527 63.0649
2 32.283 MM 1.2804 603.50659 7.85550 36.9351
Totals : 1633.96509 25.11076

Signal 2: MSD1l TIC, MS File
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# (min] (min] %
e e |- om ] mm e P |<=mmmmeee | -memmee |
1 26.218 MM 1.0816 1.79708e7 2.76914e5 47.0180

2 32.250 MM 2.2033 2.02503e7 1.53178e5 52.9820

Totals : 3.82212e7 4.30092e5

Signal 3: MSD1l 465, EIC=462:468
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] %
e == m] = me | mmme s e |
1 26.113 MM 1.0687 5.66545e6 8.83530e4 55.1314
2 32.519 MM 1.3209 4.61082e6 5.81765e4 44 .8686
Totals : 1.02763e7 1.46530e5

*%* End of Report **x*

Instrument 1 11/25/2011 10:37:02 AM Christophe Page 2 of 2
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Data File C
Sample Name

: \CHEM32\1\DATA\2011NOV15\DEF_LC 2011-11-15 16-28-23\CT0000002.D
: CT-7-117A-Brut

Acqg. Operator : Christophe Seq. Line : 2
Acqg. Instrument : Instrument 1 Location : Vvial 3
Injection Date : 11/15/2011 5:35:51 PM Inj : 1
Inj Volume : Inj prog
Acg. Method : C:\CHEM32\1\DATA\2011NOV1S\DEF LC 2011-11-15 16-28-23\AD-H5MEOH.M
Last changed : 11/15/2011 11:36:09 AM by Christophe
Analysis Method : C:\CHEM32\1\METHODS\DIRECT10MEOH.M
Last changed : 11/15/2011 2:00:29 PM by Christophe

(modified after loading)

Method Info : developpement

Additional Info : Peak(s) manually integrated

“DADT A, Sig=210,4 Ref=off (201 TNOV15\DEF_LC 2011-11-15 16-28-23\CT0000002.D)

mAU j\ eh
1203 HNT 07 ccl
. |
] 5
60 Q5 &
] ©,_@ qa.b‘
40‘: “Y’§ rLV
ST NI DAY ° °
O_: T T T T | T T T ’I " I|' T T T I T T T ¥ I T T T T | T T T T
10 20 30 40 50 mir
*MSD1 TiC, MS File (C\CHEM32\1\DATA201INOV15\DEF_LC 2011-11-15 16-28-23\CT0000002.D)  MM-ES+APCI, Pos, Scan, Frag:
1000000 -] &
] er
800000 -] & ©
] N
] S
600000 | of
] v
&)
400000 - &
200000 |
- - " - T
10 20 30 40 50 mir

*MSD1 428, EIC=427:429 (C:\CHEM32\1\DATA\2011NOV15\DEF_L.C 2011-11-15 16-28-23\CT0000002.D0) MM-ES+APCI, Pos, Scan, Fr

Sorted By : Signal

Multiplier: : 1.0000
Dilution: : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Instrument 1 11/17/2011 10:52:33 AM Christophe Page 1 of 2
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Data File C:\CHEM32\1\DATA\2011NOV15\DEF LC 2011-11-15 16-28-23\CT0000002.D

Sample Name: CT-7-117A-Brut

Signal 1: DAD1 A, Sig=210,4 Ref=off
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min} [mAU*s] [mAaU] %
e R R P R B |
1 18.337 MF 0.7961 1611.42419 33.73618 86.7812
2 20.233 FM 0.9456 245.45642 4.32645 13.2188
Totals : 1856.88062 38.06262

Signal 2: MSD1 TIC, MS File
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] %
semsfemoeee [-=omfemenen [ememeee | memmeee | = mmemee |
1 18.560 MF 0.9747 2.97663e7 5.08965e5 76.9385
2 20.416 FM 1.0886 8.92213e6 1.36601e5 23.0615
Totals : 3.86884e7 6.45565e5

Signal 3: MSD1 428, EIC=427:429
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] %
cem e et RO | mmmemee Rteton -2 meenee |
1 18.551 FM 0.9705 2.30696e6 3.96180e4 56.4341
2 20.403 FM 1.0568 1.78092e6 2.80874e4 43.5659
Totals : 4.08788e6 6.77054e4

***x End of Report ***

Instrument 1 11/17/2011 10:52:33 AM Christophe Page 2 of 2



Electronic Supplementary Material (ESI) for Chemical Communications
This journal is © The Royal Society of Chemistry 2012

Data File C:\CHEM32\1\DATA\2011NOV1S\DEF LC 2011-11-15 16-28-23\CT0000003.D

Sample Name: CT-7-117A-A

Acg. Operator Christophe Seqg. Line
Acg. Instrument Instrument 1 Location
Injection Date 11/15/2011 6:39:22 PM Inj

Inj Volume
Acg. Method
Last changed
Analysis Method
Last changed

11/15/2011 11:36:09 AM by Christophe
C:\CHEM32\1\METHODS\DIRECT10MEOH.M
11/15/2011 2:00:29 PM by Christophe
(modified after loading)

Method Info developpement

Additional Info Peak(s) manually integrated

3
Vial 4
1
Inj prog

C:\CHEM32\1\DATA\2011NOV15\DEF LC 2011-11-15 16-28-23\AD-H5MEOH.M

3
>
c

[+2]
o
YN ST SEN |

o
[=)

TS|

*DAD1 A, Sig=210,4 Ref=off (201 1NOV15\DEF_LC 2011-11-15 16-28-23\CT0000003.D) o

0 10

T T T T T T T T

T T T T T T T T T T T

I T
10 20 30

T T T T

T T

[ {
40 50 mir

1000000
800000
600000

PN IVENENNN IS AT

400000 -

200000 -

*MSD1 TIC, MS File (C:\CHEM32\1\DATA\2011NOV15\DEF_LC 2011-11-15 16-28-23\CT0000003.D)

MM-ES+APCI, Pos, Scan, Frag:

e e e St —

[ T
10 20 30

T T ¥ T T T

T T
40 50 mir

80000 -]

60000

40000 |

*MSD1 428, EIC=427:429 (C:\CHEM32\1\DATA\2011NOV15\DEF_LC 2011-11-15 16-28-23\CT0000003.D) MM-ES+APCI, Pos, Scan, Fr

min

Sorted By
Multiplier: 1.0000
Dilution: : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Instrument 1 11/17/2011 10:54:11 AM Christophe
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Data File C:\CHEM32\1\DATA\2011NOV15\DEF_LC 2011-11-15 16-28-23\CT0000003.D

Sample Name: CT-7-117A-A

Signal 1: DAD1 A, Sig=210,4 Ref=off
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [minl] [min] [(mAU*s] [mAU] %
e R | ==m e mmmmm e |- -emnne-e |- mmmmeee e mmmeee |
1 18.265 MF 0.7950 4140.51563 86.80707 88.0694
2 20.185 FM 0.8844 560.90692 10.57087 11.9306
Totals : 4701.42255 97.37794

Signal 2: MSDl TIC, MS File
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] %
Semfeoeees P e |- mmmmmeee |[<-ememnoe == mmmnee |
1 18.513 MF 1.0264 6.38399e7 1.03667e6 74.7978
2 20.400 FM 1.1469 2.15101e7 3.12586e€b 25.2022
Totals : 8.53500e7 1.34925e6

Signal 3: MSD1 428, EIC=427:429
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [minl [min] %
cemsfemmeee == --|-mmmnee R toh <= mmme e |<-xmemee |
1 18.512 MF 0.9570 4.86600e6 8.47460e4 54.1109
2 20.406 FM 1.0497 4.12664e6 6.55187e4 45.8891
Totals : 8.99263e6 1.50265e5

*** End of Report **x*

Instrument 1 11/17/2011 10:54:11 AM Christophe Page 2 of 2
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Data File C:\CHEM32\1\DATA\2011NOV15\CT-7-117B-BRUT5.D

Sample Name: CT-7-117B-Brut

Acg. Operator Christophe

Acg. Instrument Instrument 1 Location vial 1
Injection Date 11/15/2011 1:23:40 PM Inj 1
Inj Volume Inj prog
Acg. Method C:\CHEM32\1\METHODS\AD-H5MEOH.M
Last changed 11/15/2011 12:40:11 PM by Christophe
Analysis Method C:\CHEM32\1\METHODS\DIRECT10MEOH .M
Last changed 11/15/2011 2:00:29 PM by Christophe
(modified after loading)
Method Info developpement
Additional Info : Peak(s) manually integrated
*DAD1 A, Sig=210,4 Ref=off (2011NOV15\CT-7-117B-BRUT5.D)
mAU )OL eh
] S
2500 HN™ 0™ el
2000 '
1500
1000 -
500 - 0 10
R T T T T | T T T T [ T T T T [ T T T T l T T T T | T T T T I T T T T | T
5 10 15 20 25 30 35  mir
*MSD1 TIC, MS File (C:\CHEM32\1\DATA\2011NOV15\CT-7-117B-BRUT5.D) MM-ES+APCI, Pos, Scan, Frag: 70
1750000
1500000 -]
1250000 E QQQ) ®
1000000 - & <
1 \'3’ Q_)Q’
750000 o
] S & B
500000 - T 408 W
] B S &
250000 - &
e e S —— A
5 10 15 20 25 30 35 mir
*MSD1 428, EIC=427:429 (C:\CHEM32\1\DATA\2011NOV15\CT-7-117B-BRUT5.D) MM-ES+APCI, Pos, Scan, Frag: 70
E ©
15000 - >
12500
10000 -
7500
5000
2500
04
B R e L T e
5 10 15 20 25 30 35 min
Area Percent Report
Sorted By Signal
Multiplier: : 1.0000
Dilution: : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Instrument 1 11/17/2011 10:49:41 AM Christophe Page 1 of 2
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Data File C:\CHEM32\1\DATA\2011NOV15\CT-7-117B-BRUT5.D

Sample Name: CT-7-117B-Brut

Signal 1: DAD1l A, Sig=210,4 Ref=off
Signal has been modified after loading from rawdata file!

Signal 2: MSD1 TIC, MS File
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [min] %
R P |- m e |- ommnnee e mmme - |
1 18.400 MF 0.8867 8.38117e6 1.57538e5 64.5816
2 20.289 FM 1.1172 4.59648e6 6.85739%e4 35.4184
Totals : 1.29777e7 2.26112e5

Signal 3: MSD1 428, EIC=427:429
Signal has been modified after loading from rawdata file!

Peak RetTime Type Width Area Height Area
# [min] [fmin] %
cemfemneee |<=em e | emmmm o o |<=me - |
1 18.412 MF 0.9217 7.06596e5 1.27773e4 40.8820
2 20.272 MF 1.0074 1.02178e6 1.69045e4 59.1180
Totals : 1.72838e6 2.9681l7e4

**% End of Report ***

Instrument 1 11/17/2011 10:49:41 AM Christophe Page 2 of 2
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Tngumahs@TheRo

ata File

Sample Name:

%al Society of Chemistry 2012
HEM3ZN1\DATA\D F LC 2011-09-01 18-20-~44\CT-7-119A~BRUTCARLAD3.D

CT-7-119A-BrutCARLAD3

Acqg. Operator

Seqg. Line : 5

Acg. Instrument HPLC 01 Location Vial 7
Injection Date 9/1/2011 9:43:38 PM Inj : 1
Inj Volume 5.000 pi

Method
Last changed
Method Info

Additional Info

C:\CHEM32\1\DATA\DEF_LC 2011-09-01 18-20-44\CARLAD3.M

4/27/2011 6:13:11 PM by CT
Chiralpak AD (position 1)

Peak(s) manually integrated

(Sequence Method)

DAD1 C, Sig= 210 & Ref=360,100 (DEF_L.C 2011-09-01 18-20-44\CT-7-119A-BRUTCARLAD3.D)

AU -
m. ] g bq’b
| FL-
B ‘/ Y‘i\ 0‘3'
50+ ﬁ |
I O Ph roy
] HNT 07 ccl, |
40 R i !
4 ! \
| Py P
] o) 1 / }
30 J
4 j ;
20
« S
] N
] o 4
10~ &
J MWy
J & Y ~
1 /"/ U\vf‘\ - / AN
R NS s el ' i m‘ﬂ o, fW/VJ ‘\,"’\/ﬁ.»"\v\w\w-mﬁ THENEE S ‘594/ o e \MFFMN\MNWMJW\/‘/V'JM&/\A
O —
; e ey [ e ‘ e P
35 37.5 40 42.5 45 47.5 50 52.5 miny
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1l C, S5ig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
——==fm=- B b [mmm [=mmmmm f———- |
1 38.822 MM 1.4157 609.92249 7.18044 8.8877
2 47.921 MM 1.9026 6252.60400 54.7719C 91.1123
Totals 6862.52649 61.95234

*** End of Report ***
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This journal is @ The. RoyalResieM QAP R 2011-11-09 14-19-13\CT~7-119A-ACARLAD3. D

Sample Name:

CT-7-119A-ACARLAD3

Acg. Operator
Acg. Instrument
Injection Date

Acqg. Method
Last changed

CT Seg. Line
HPLC O1 Location
11/9/2011 2:20:34 PM Inj

Inj Volume

C:\CHEM32\1\DATA\DEF LC 2011-11-09 14-19-13\CARLAD3.M

4/27/2011 6:13:11 PM by CT

1
Vial 5

1
5.000 npl

Analysis Method C:\CHEM32\1\DATA\DEF LC 2011-11-09 14-19-13\CARLAD7 COURT.M (Sequence
Method)
Last changed 11/9/2011 2:14:55 PM by CT
Method Info Chiralpak AD (position 1)
Additiconal Info : Peak(s) manually integrated
DAD1C, Sig= 210 8 Ref=360,100 (DEF_LC 2011-11-09 14-19-13\CT-7-119A-ACARLAD3.D)
mAU 3 Q
i > 3
] &
WS
) !’J“ Ys{e
40 -
i (@] Ph / |
] W07 e, .
30 — 0 /J::::I/A\\// ; |
] P "
20
1 A
\a
10 A ,
] 3 @
< e@* %
J ?$ 1
J N b
: Y 7 " 4, ; W‘L
— /VN s, ! V“‘"v\.\
0 I = AL g BB Pl W e A Pt g f o
N ’ T T T { T T T ] T T T T T T T } T T ’ T T T ‘ T T T } T T T
40 42.5 45 47.5 50 52.5 55 57.5 miny
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADLl C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*3] [mAU] %
- | === === fmmmm— [=mm e f==m == |
1 43.464 MM 1.6219 492.75681 5.06349 7.9779
2 52.76% MM 2.0113 5683.79297 47.09773 92.0221
Totals 6176.54977 52.16122
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Electronic Supplementary Material (ESI) for Chemical Communications
Thisjournal s @ The. ROYR| 5o ISP AY2 2011-05-04 16-37-45\CT-7-119B-BRUTCARLAD3. D

Sample Name: CT-7-113B-BrutCARLAD3

Acg. Operator
Acg. Instrument
Injection Date

Acg. Method
Last changed
Analysis Method
Last changed
Method Info

Additional Info

Seq. Line : 5
HPLC 01 Location : Vial 5
9/4/2011 8:01:12 PM Inj : 1

Inj Volume : 5.000 nl
C: \CHEM32\1\DATA\DEFﬁLC 2011-09-04 16-37-45\CARLAD3.M
4/27/2011 6:13:11 PM by CT
C:\CHEM32\1\DATA\DEF LC 2011-09-04 16-37-45\CARLAD4.M (Seguence Method)
8/30/2010 4:13:05 PM by CT
Chiralpak AD (position 1)

Peak(s) manually integrated

mAU

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-09-04 16-37-45\CT-7-119B-BRUTCARLAD3.D)

38 40 42 44 46 48 min

Sorted By
Multiplier
Dilution

Signal
1.0000
1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C,

Peak RetTime Type
# [min]

1 39.021 MM

Sig=210,8 Ref=360,100

Width Area Height Area
[min] [mAU*s ] [mAU] 3
s === | mmm e fromm f - E
1.5532 387.20554 4.15490 51.95017
1.6137 358.83127 3.70613 48.08983

2 46.864 MM

Totals

746.03680 7.86103
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\CHEM3Z\X1\DATA\D F LC 2011-10-04 11-09-38\CT-7-167A-BRUTCARLAD7.D

ata File C:

Sample Name: CT-7-167A-BrutCARLAD7

Acg. Operator Seqg. Line
Acg. Instrument HPLC 01 Location
10/4/2011 1:14:13 PM Inj

Injection Date
Inj Volume

Method

Last changed

Method Info

4/11/2011 10:31:01 AM by CT
Chiralpak AD (position 1)

Additioconal Info Peak(s) manually integrated

3
vial 33

1
5.000 pl

C:\CHEM32\1\DATA\DEF_1LC 2011-10-04 11-09~38\CARLAD7.M (Sequence Method)

mAU : 5 ng
| g .@“
100 | %f?

80 - [ \
i o ,/O:I:::]/”\\//
o ~o 12

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-10-04 11-09-38\CT-7-167A-BRUTCARLAD7.D)

60 — | 1
40 — ; E
| ; N
. ) ; Q¢
! \ &
20 5 8 &
1 ] A 4
B
| /‘" . e /N\VL\\
T e e W —‘—;‘FV"~“\N w”"""’”‘”wAW‘*‘A»wM}M v//f h .
0 B o P A e o
) T T l T T l T T T ‘ T T T } T T T T T i T
30 35 40 45 50 55 mir
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADl C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] fmin] (mAU*s] [mAU] %
- f=—= == [=mmmmm e oo === l
1 36.108 MM 1.4034 8849.08691 105.09122 88.9454
2 53.992 MM 1.9561 1099.81165 9.37095 11.0546
9948.89856 114.46218

*** End of Report ***
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Electronic Supplementary Material (ESI) for Chemical Communications
Thisjournalis © The ROV esiet) QGBI Y2 £011-11-09 14-19-13\CT-7-167A-ACARLADT.D

Sample Name: CT-7-167A-ACARLAD7Y

Acg. Operator : CT Seg. Line : 7
Location : Vial 7
Injection Date : 11/9/2011 6:31:26 PM Inj : 1
Inj Volume : 5.000 ul
Acg. Method : CARLAD7.M
Analysis Method : C:\CHEM32\1\DATA\DEF LC 2011-11-09 14-19-13\CARLAD7 COURT.M (Sequence
Method)
Last changed : 11/9/2011 2:14:55 PM by CT
Method Info : Chiralpak AD (position 1)

BAdditional Info : Peak(s) manually integrated

DAD1 C. Sig=210,8 Ref=360,100 (DEF_LC 2011-11-09 14-18-13\CT-7-167A-ACARLAD7.D)
mAU 7 o éﬁ
1 s ™
| & o
70 7 ‘ {‘\@@'
60 | o O  Ph
P H|5|)ko/\cc|3
50 ‘ ‘ o -
1 o
40"2 f ' \\O 12
30 ;
20 - :
: o
] : i L
10~ / S &
4 / v\ 8 ?SQ'
B / | N
0 ;MM I o i M —\5-(&\,,,,““%» g P B NP P N SN ot b M»MM’MWMWW\;M W\M“’ A e A VoA AL O
| T T T ‘ T T T T ‘ T T T ] T T T T [ T T T ] T T
30 35 40 45 50 55 min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DADl C, S5ig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Aresa
# [min] [min] [mAU*s ] [mAU] 3

1 35.461 MM 1.3700 6246.23242 75.98694 88.469%¢
2 53.029 M 1.9255 735.1687¢6 6.36338 10.5304

Totals : 6981.40118 82.35032
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CT-7-167B-BrutCARLAD7

Sample Name:

11-09-38\CT-7-167B-BRUTCARLAD7.D

Acg. Operator Seqg. Line 4
Acg. Instrument HPLC 01 Location Vial 34
Injection Date 10/4/2011 2:15:54 PM Inj 1
Inj Volume 5.000 pl
Method C:\CHEM32\1\DATA\DEF LC 2011-10~04 11-09-38\CARLAD7.M (Sequence Method)
Last changed 4/11/2011 10:31:01 AM by CT
Method Info Chiralpak AD (position 1)
Additional Info Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-10-04 11-09-38\CT-7-167B-BRUTCARLAD7.D)
mAU 4 8 )
] = o
20 S
§ e
y )
17.5 bl
i - 0 Ph
15 . HN)kO/\CCIs
1 P :
] [ O
12.5 I - ®
] ; }v: 0 12 é": \Q‘b
10 / § 2 P
] f ‘a I®
i ; H 4@ﬂ
757 i ; [
4 | ; ! E
5 ;‘l‘w / Lw /J ;
] ‘\,ﬁ F w jf" n\v
1 A i 4 ; J ’
2.5 Frmalt f&ﬁmﬂw; a / !
4 N ;/ ‘a\
B W‘ ,H 4 M‘MJ‘J*‘ LA J ‘1
0 1 W 4 m’é Nﬁﬂ w\\\) ‘A ﬁwﬂwﬂvu N/’VM{“} v M{"W‘*‘i’j‘ ﬂlm\ww‘d‘——‘kfi{“m v\,‘}" )
] Wﬁ&f
7 T T T [ T T T T T T ‘ T T T I T T T [ T T
30 35 40 45 50 55 miny
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
it Bttty e f—mmm fommmmmm [mmm - !
1 36.105 MM 1.3826 1583.15283 19.08453 59.4357
2 54.585 MM 2.0150 1080.48718 8.93688 40.5643
Totals 2663.64001 28.02141

**% End of Report ***
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:\CHEM32\1\DATA\DEF LC 2011-07-12 11-08-17\CT-7-027ABRUTCARLAD3.D

ata File C
Sample Name: CT~7-027AbrutCARLAD3

Acg. Operator Seq. Line
Acg. Instrument HPLC 01 Location
Injection Date 7/12/2011 12:11:28 PM Inj

Inj Volume

Method
Last changed
Method Info

4/27/2011 6:13:11 PM by CT
Chiralpak AD (position 1)

Additional Info Peak(s) manually integrated

Vial ©
1
5.000 pl

C:\CHEM32\1\DATA\DEF LC 2011-07-12 11-08-17\CARLAD3.M (Sequence Method)

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-07-12 11-08-17\CT-7-027ABRUTCARLAD3.D)

mAU | ~ o
j Pl U
] R 40
4 ol
350 - [
:
] I
300 - ,,
] / :
- i( “‘,
. | i
250 - | \&
] / i
i | |
200 - ]
1 !
] / i
150 ! \a‘
100 - !
] o
1 o> ‘
50 8 &
] gt
) &?Se //‘ - “
R . N e TR S T ]
: T , T B
22 24 26 28 30 32 34 min}
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
bl it e b fmmm [ === fmm—m———- |
1 25.532 FM 0.9702 694.33295 11.92720 2.4962
2 29.471 MM 1.1805 2.71216e4 382.90042 97.5038
Totals 2.78159e4 394.82762

*** End of Report ***
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ata File C:

of Chemistry 2012
CHEM32\I\DATA\D F LC 2011-07-18 18-07-43\CT-7-027A-ACARLAD3.D

CT-7-027A-ACARLAD3

ample Name:
Acg. Operator Seq. Line 7
Acg. Instrument HPLC 01 Location : Vial 12
7/19/2011 12:18:38 AM Inj : 1
Inj Volume 5.000 nul

Injection Date

Method
Last changed

C:\CHEM32\I\DATA\DEF LC 2011-07-18 18-07-43\CARLAD3.M (Sequence Method)
4/27/2011 6:13:11 PM by CT

Chiralpak AD

(position 1)

Method Info

Additional Info : Peak({s) manually integrated
DAD1 A, Sig=254,4 Ref=360,100 (DEF_LC 2011-07-18 18-07-43\CT-7-027A-ACARLAD3.D)
mAU 7 S )
] 3 3°
Lo
‘ L
200 - I
P
] j §
150 | \
i | |
i i
100 - f
50 | |
] & |
| g &
] "/ggs e'b' / \\\ N o
0—— e T T e, . L R R N
N T “ T T ] T T T T T [ T [ T T T ’
22 24 26 28 30 32 34 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1l A, Sig=254,4 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [(mAU*s) [mAU] %
it Rtk e f=mmmm J=mmmm [ |
1 24.883 FM 0.9462 188.78896 3.32535 1.04z28
2 28.009 MF 1.2429 1.79152e4 240.22804 98.9572
1.81040e4 243.55339

Totals

*** End of Report ***
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CT~5-187A-ACARLAD3
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ata File C:\CHEM32\V1\DATA\DEF LC 2010-08-27 22-13-50\CT-5-187A-ACARLAD3.D
Sample Name:

Acqg. Operator CT Seqg. Lin
Instrument HPLC 01 Location
Inj

Acqg.
Injection Date

Method
Last changed

8/27/2010 10:15:12 PM
C:\CHEM32\1\DATA\DEF LC 2010-08-27 22-13-50\CARLAD3.M (Sequence Method)

8/12/2010 4:43:17 PM by CT

Inj Volume

1
Vial 12

1
5.000 pnl

Method Info Chiralpak AD (position 1)
Additional Info : Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2010-08-27 22-13-500\CT-5-187A-ACARLAD3.D)
800 o 4
; L
] L
700 -
] O  Ph K I
i H © ! |
| : %) ! |
800 A 5 P
V (0] CCl, 6. & | |
] o f |
i ) / t
500 - # \ / X
. 13 / \ ; E
400 - "" | i [
300 - | } i
] j \ | |
200 - ; |
1 — /
100 / / \ ! / \
: // / / - N\
G T e e’ \MR\,,\Q\ 7777777777777 B > e e e —
0 i
T < U T SR * :
22 24 26 28 30 32 34 miny
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Diluticn Factor with ISTDs

Signal 1: DAD1 C,
Peak RetTime Type Width Area Height
# [min] [min] [mAU*s] [mAU]
= et e f=mmmm - f=——mmm———- f == |
1 26.679 MM 0.8952 2.63676e4 490.88718
2 31.125 MM 1.0040 4.52573e4 751.27142
7.16249%9e4 1242.15860

S5ig=210,8 Ref=360,100

36.8135
63.1865

**% pFnd of Report ***
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Sample Name:

CT-7-027BbrutCARLAD3

Acqg.

Acg. Operator Seq. Line : 1
Instrument HPLC 01 Location Vial 5
Injection Date 7/12/2011 4:56:43 PM Inj : 1

Inj Volume

5.000 pl

Method C:\CHEM32\1\DATA\DEF LC 2011-07-12 16-55-24\CARLAD3.M (Sequence Method)
Last changed 4/27/2011 6:13:11 PM by CT
Method Info Chiralpak AD (position 1)
Additional Info Peak (s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-07-12 16-55-24\CT-7-027BBRUTCARLAD3.D)
mAU ] 3 b\b‘fj,
] P
300 ; §Sb
] 0
250 - D g ="
] HNT 07 el
200 ‘J |
] P 14
150 i 1
100
] ‘ >
] 7
o o
50 — | © 4
: *°
/ T
: ,,,,,,,,,,,,,,,,,,,,,, e 17/ NOVBERES e ,J./’/ T U U _
O 7 T T T ' T T T [ T T r T T T T T T ‘ T T T
25 30 35 40 45 50 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
ittt bt [ [ === [=====—- |
1 32.142 MM 1.3418 2.55142e4 316.91824 93.8313
2 40.581 MM 1.6841 1677.38037 16.59985 6.1687
Totals 2.71916e4 333.51809

**% End of Report ***
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ObETEVBRE "1 2011-07-18 18-07-43\CT=7-027B-ACARLAD3.D

Sample Name: CT-7-027B-ACARLAD3
Acqg. Operator Seqg. Line : 38
Acg. Instrument HPLC 01 Location : Vial 13
Inj : 1

Injection Date

Method
Last changed
Method Info

7/19/2011 1:20:15 AM
Inj Volume : 5.000 nl

C:\CHEM32\1\DATA\DEF LC 2011-07-18 18-07-43\CARLAD3.M (Sequence Method)

4/27/2011 6:13:11 PM by CT
Chiralpak AD (position 1)

Peak(s) manually integrated

Additional Info

254,4 Ref=360,100 (DEF_LC 2011-07-18 18-07-43\CT-7-027B-ACARLAD3.D)

DADT A, Sig=
mAU _| 3 QQ)'\
J g S
il f 'b‘f{}
] L
250 - P /ji\ Ph
' P HNT 07 cal
200 f
] Lo 14
] -
150
| P
100 g i
: ﬁ(’ \\ g <3b
i Y =
4 ) 0, (@
0 T 4 T R L w T
—— T — e ey
25 30 35 40 45 50 miny
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier

Signal 1: DAD1

Peak RetTime Type Width

# [min]

____] _______ i_
1 30.965 MM 1.2961 2.28001e4

2 45.1%2 MM 1.3738

& Dilution Factor with ISTDs

A, Sig=254,4 Ref=360,100

Area Height Area

[min] [(mAU*s] [mAU] %
| [=mm fmmmm - [-=== I
293.19693 99.7569

55.56252 6.74058e-1 0.2431

2.28556e4 293.87098

*** End of Report ***
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Sample Name:

CT-5-187B-ACARLAD3

Acg. Operator
Acg. Instrument
Injection Date

Method
Last changed
Method Info

CT
HPLC 01
8/27/2010 11:16:44 PM

Seqg. Line
Location
Inj

Inj Volume

2
Vial 13
1
5.000 pl

C:\CHEM3Z\1\DATA\DEF LC 2010-08-27 22-13-50\CARLAD3.M (Sequence Method)

8/12/2010 4:43:17 PM by CT
Chiralpak AD (position 1)

Additional Info Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2010-08-27 22-13-50\CT-5-187B-ACARLAD3.D) o
mAU 2 o)
B @ @?
] 3 S
] L&
! 400 s O  Ph
| : . J A
1 HN |
350 : S 0" CCly
1 | &
.| “ ! R
300 - 14 o oV
1 : o YV
] j :géﬁ
250 i pAl
200 - b
150 - : /
100 !
50 -
1 / / \
. . e ! 1 .
h g N S S . [
0 - s S N
T T [ T T T ‘ T T l’ T T T i T T T [ T T T T i
25 30 35 40 45 50 lnA
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min) [mAU*s] [mAU] g
ittt Rttty fmmm— [mmmm e | ——=mmm [mmmmm |
1 34.949 MM 1.1504 3.03823e4 440.16599 54.7383
2 46.838 MM 1.7437 2.51224e4 240.12822 45.2617

Totals

*** End of Report ***

5.55047e4

680.29420
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ata File
Sample Name: CT-8-097

f Chemistry 2012

DATANROUTINE 2012-03-20 13-59-54\CT-8-097A~BRUTCARLADH5.D

A-BrutCARLADHS

Acg. Operator
Acqg. Instrument
Injection Date

SYSTEM
LC1100
3/20/2012 3:19:42 PM

Seq. Line : 3
Location Vial 2
Inj : 1

Inj Volume 5.0 ul

Method C:\CHEM32\1\DATA\ROUTINE 2012-03-20 13-59-54\CARLADH5.M (Sequence
Method)
Last changed 3/20/2012 1:59:55 PM by SYSTEM
Method Info Chiralcel AD-H (position 2)
Additional Info Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-03-20 13-53-54\CT-8-097A-BRUTCARLADH5.D) o
] [s2} :
mAU i (=] @q’
] g &®
] Ny
800 - L
: |
700 b
] 1
) y\
600 ; i
! E
; .
500
400 !
300 |
] >
200 - P\ ‘
s & o
] ~ o
: =8 9
&g , \
100 /: N / 8}?@ / :
7 / \ o . / s
] / : // .
0-——— e e N SR et T T
7 ¥ T T I T )’ T T T ‘ T T T
18 20 22 24 26 e
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1:

Peak RetTime Type

# [min]

DAD1 C,

Sig=210,8 Ref=360,100
Width Area
[min] [mAU*s]

EERRIEEEEEES | === == |~ | = == |

1 21.708 MF
2 22.036 FM
3 24.203 MM

Totals

0.5296 3674.26538
0.4559 1926.20288
0.6166 3.19862e4

3.75866¢e4

Height Area
[mAU} %
115.63102 9.7755
70.42242 5.1247
864.63525 85.0998

1050.68869
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ata File HEMB2§X\DATA ROUTINE 2012-03-20 13-59-54\CT-8-097A-ACARLADH5.D

Sample Name: CT 8-097A~-ACARLADHS

Acg. Operator

Acg. Method :
Last changed : 3/20/2012 1:59:55 PM by SYSTEM

Analysis Method

Last changed

: SYSTEM Seqg. Line : 2
Instrument : LC1100 Location : Vial 1

Injection Date : 3/20/2012 2:18:22 PM Inj : 1

Inj Volume : 5.0 pl
C:\CHEM32\1\DATA\ROUTINE 2012-03-20 13-59-54\CARLADH5.M

C:\CHEM32\1\DATA\ROUTINE 2012-03-20 13-59-54\CARLADH5COURT.M (Sequence

Method)
3/20/2012 1:59:55 PM by SYSTEM

Method Info : Chiralcel AD-H (position 2)
Additicnal Info Peak(s) manually integrated
DAD1 C, Sig= 210 8 Ref=360,100 (ROUTINE 2012-03-20 13-59-54\CT-8-097A-ACARLADH5.D)
mAU S e
— Q rl/
o
‘ Ros
* 2
200 T N
Ao ea, N
150 - 15 P
o
i f %
100 !
) f ?
50 §g} f E
l ] X /
. S & /
0 - — — e T
18 20 22 24 26 28 min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [rmin] [min] [mMAU*s] [mAU] %
il Rttt f=—— | === = fmmmm l
1 22.023 MM 0.6919 174.85234 4.21202 2.0972

2 24.067 MM 0.5772 8162.45117 235.70433 97.9028

Totals : 8337.30351 239.91635
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Sample Name: CT-8-071B-BrutCARLADHDL

-BRUTCARLADH5.D

i
I
i

Acg. Operator SYSTEM Seq. Line
Acg. Instrument LC1100 Location
Injection Date 3/8/2012 10:23:41 AM Inj

Inj Volume
C:\CHEM32\1\DATA\ROUTINE 2012-03-08 10-05-1
3/8/2012 10:05:13 AM by SYSTEM
C:\CHEM32\1\DATA\ROUTINE 2012-03-08 10-05-1
Method)
3/8/2012 10:05:13 AM by SYSTEM
Chiralcel AS-H (position 4)

Acg. Method
Last changed
Analysis Method

Last changed
Method Info

Additional Info Peak(s) manually integrated

2
vVial 3
1
5.0 pl

2\CARLADH5.M

2\CARLASH5.M (Seqguence

DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-03-08 10-05-12\CT-8-071B-BRUTCARLADH5.D)
mAU |
250 P
. -
200 [
150 - L
1 j av
] | ~ o
i ! ‘ ey 2 fﬁ
! ' q’Q 0, Q,'b
] : : ~ o &t
100 P P
] / X /@$p ﬁ \
1 g/ : x’f / \\
i | J g / N
50 / \ / ' /
: —— e - J‘ii“ﬂ‘”““*”"““~*;:irVV - \,k4i~guﬂ,_4¥,k,;ﬁA7;m_wgn::qn VVVVVVVVVVVVVVVVVVVVV
. : . . : : I : | . [ : | : .
18 20 22 24 26 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [MAU] %
tuiindl Bttt === fmmmm == = |
1 23.617 MF 0.6785 2432.08545 59.73793 38.7731
2 25.637 MF 0.7608 3840.52295 84.12914 61.2269
Totals 6272.60840 143.86707
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ata File C:\CHEM32\1\DATA\DEF LC 2011-07-08 17-16-47\CT-7-017BRUTCARLAD3.D

Sample Name: CT-7-017brutCARLAD3

Acq. Operator : Seqg. Line : 1
Acg. Instrument : HPLC 01 Location : Vial 5
Injection Date : 7/8/2011 5:18:24 PM Inj : 1
Inj Volume : 5.000 pl
Method : C:\CHEM32\1\DATA\DEF LC 2011-07-08 17-16-47\CARLAD3.M (Sequence Method)
Last changed ¢ 4/27/2011 6:13:11 PM by CT
Method Info : Chiralpak AD (position 1)

Additional Info : Peak(s) manually integrated

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-07-08 17-16-47\C1-7-017BRUTCARLAD3.D)
B [+ 2]
mAU | g ,\?Db‘
] 8
1 -
160 s
] o} -
140 - J( Ph P
g HN : oo
] B o0\ fo
0 |
] 16 P
4 ! 1
1 J’
80 1; ‘
60 o
40 L
. g &
| © @,
20 e
4 JAERY /\ \
J /\\ / \\‘ // // \
O e - e N i S I L i e
— j e — — \ : — :
12 14 16 18 20 22 24 26 28 min

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1l C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s) [mAU] e

SRRl EEESEES R | =mmm - |- | == 1
1 18.340 MM 0.7576 740.17554 16.28349 6.9294
2 23.228 MM 0.9367 9941.53516 176.89700 93.0706

Totals : 1.06817e4 193.18049

#*%% Fnd of Report ***
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Data File C:\CHEM32\1\DATA\DEF LC 2011-07-18 18-07-43\CT-7-017ACARLAD3.D

Sample Name: CT-7-017ACARLAD3

Acg. Operator Seqg. Line : 4
Acqg. Instrument HPLC 01 Location Vial 9
Injection Date 7/18/2011 9:13:36 PM Inj 1

Inj Volume 5.000 nl

C:\CHEM32\1\DATA\DEF LC 2011-07-18 18-07-43\CARLAD3.M (Sequence Method)

4/27/2011 6:13:11 PM by CT
Chiralpak AD (position 1)

Method

Last changed
Method Info
manually integrated

Additional Info Peak (s)

DAD1 E, Sig=280,16 Ref=360,100 (DEF_LC 2011-07-18 18-07-43\CT-7-017ACARLAD3.D)
mAU N q“v‘; %,5\
| 5@
] [
25 o P
1 Ph .
3 HN/AL 3 X |
] 3 0™\ o
] CCl, P
20- D
) 16 i i
2 : |
15 :
10
] o
57 g N° \
i &
, % /
0 ; N e L;/./_,»f,,_,,,,,,,_\TmWNWVM'M_A ,,,,,,,,,,,, 44/ N e A
s pe ; e T TR T, ——
14 16 18 20 22 24 26 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADl E, Sig=280,16 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mMAU*s] [mAU] %
il B f==—= == [ fmmmmm === |
1 17.139 MM 0.6994 115.78998 2.75916 6.6198
2 21.346 MM 0.9065 1633.36780 30.03009 93.3802
Totals 1749.15778 32.78925

**+% EFnd of Report ***
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Da%a File C: CﬁéM%Z%%W
Sample Name: CT-6-097B

f Chemi
CAFASBEIY 281201 1-08-25 15-36-06\CT-6-097B-ACARLAD3. D

~ACARLAD3

Acg. Operator
Acqg. Instrument
Injection Date

Acqg. Method
Last changed
BAnalysis Method
Last changed

Method Info

Seq. Line : 6
HPLC 01 Location Vial 33
8/25/2011 7:31:14 PM Iinj : 1

Inj Volume 5 ul
C:\Chem32\1\DATA\DEF LC 2011-08-25 15-36-06\CARLAD3.M
4/27/2011 6:13:11 PM by CT
C:\CHEM32\1\DATA\DEF LC 2011-08-25 15-36-06\CARLAD4COURT .M
8/29/2011 11:36:41 AM
(modified after loading)
aziridine chiracel AD

mAU _|

50

o b b

40

|

30 -

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-08-25 15-36-06\CT-6-097B-ACARLAD3.D)

d (ch . >
5

>
@

20
10
0
12
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C,

Peak RetTime Type
1 17.695 FM

2 20.899 MF
3 22.221 FM

Sig=210,8 Ref=360,100

Width Area Height Area
[min] [mAUYs] [mAU] %
il Eedebhabis f=—mm o e pommm e frmmm——— |
0.6993 2859.83447 68.15586 42.9954
0.7980C 392.75977 §.20273 5.9048
0.8614 3398.88940 65.76623 51.0897
6651.48364 142.12481

Totals

HPLC 01 8/29/2011 11:36:50 AM

Page

4
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ata File C:\CHEM32\1\DATA\DEF LC 2011-11-30 17-58-54\CT-7-171A-BRUTCARLAS10.D

Sample Name:

CT-7-171A-BrutCARLAS1O

Acg. Operator
Acqg. Instrument
Injection Date

Acg. Method
Last changed
Analysis Method
Last changed
Method Info

Additional Info

Seqg. Line : 4
HPLC 01 Location Vial 9
11/30/2011 9:04:42 PM Inj : 1

Inj Volume 5.000 nl
C:\CHEM32\1I\DATA\DEF LC 2011-11-30 17-58-54\CARLAS10.M
3/23/2011 10:45:33 AM by CT
C:\CHEM32\1\DATA\DEF LC 2011-11-30 17-58-54\CARLAD3.M (Sequence Method)
4/27/2011 6:13:11 PM by CT
Chiralpak AD (position 1)

Peak(s) manually integrated

DAD1 E, Sig=280,16 Ref=360,100 (DEF_LC 2011-11-30 17-58-54\CT-7-171A-BRUTCARLAS10.D)

] (]
mAU ] 5;% b‘ibq’b‘
6- R
] L&
5-
i . \
] . j |
: HN o R ‘
3 I 1y
] ' cCly j |
3- 0 17
, | \
2] |
4 "‘,“' bibb‘ /“J s
] / S / \
1 . ) 9?560 fﬁ" :
4 i [ "“
0 y / : e - /,f ¢
d /y’ P o jﬁ/‘/
i /w"f’ VPN SN, ol M N
j
; T T T T T 7 T T T T . . | i } . . ]
10 12 14 16 18 20 > 2 —
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 E, Sig=280,16 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [(mAU*s] [mAU] %
e - [ == f=—mmm | =m i
1 13.104 FM 1.7647 126.48447 1.19458 12.5070
2 19.956 M 2.2930 884.82434 6.43137 87.4930
Totals 1011.30881 7.62595
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Data File C:\CHEM32\I\DATA\DEF LC 2011-11-30 17-58-54\CT-7-171A~-ACARLAS10.D

Sample Name: CT-7-171A-ACARLAS1O0

Acqg. Operator Seq. Line : 5
Acg. Instrument : HPLC 01 Location : Vial 10
Injection Date : 11/30/2011 10:06:19 FM Inj : 1
Inj Volume : 5.000 nl
Acg. Method : C:\CHEM32\1\DATA\DEF LC 2011-11-30 17-58-54\CARLAS10.M
Last changed : 3/23/2011 10:45:33 AM by CT
Analysis Method : C:\CHEM32\1\DATA\DEF LC 2011-11-30 17-58-54\CARLAD3.M (Sequence Method)
Last changed : 4/27/2011 6:13:11 PM by CT
Method Info : Chiralpak AD (position 1)

Additional Info : Peak({s) manually integrated

DAD1 E, Sig=280,16 Ref=360,100 (DEF_LC 2011-11-30 17-58-54\CT-7-171A-ACARLAS10.D)
mAU B )
: //é.i.’.\"\ (9‘(18)
TP

] I

25 — ’ Y’ \\‘
] o / \
4 /Z< Ph / \[
1 N /\ / L

20 —_ 3 ccl, / “"\
_ | :
_ f
] o) 17

15 ’ '\"
1 :“j “;“\

10|
]

& f
3] g
] Sig?' / ’
- / -
] P B ,// \\‘,
ol o S~ P

i ’ T T [ T T ] T T I T I T ! T ‘ T
10 12 14 16 18 20 22 24 min

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DADl E, Sig=280,16 Ref=360,100

Peak RetTime Type Width Aresa Height Area
# [min] [min]) [mMAU*s ] [mAU] %
e B Bt fmmmm e = = |
1 13.269 MM 1.8779 242.10635 2.14877 6.5994
2 19.650 MM 2.0480 3426.48633 27.88438 93.4006

Totals : 3668.59268 30.03315
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ata File C:\CHEM32VI\DATA\DEF LC 2011-11-30 17-58-54\CT-7-171B-ACARLAS10.D

Sample Name: CT-7-171B-ACARLAS10

Acqg. Operator : Seqg. Line : 6
Acg. Instrument : HPLC 01 Location : Vial 12
Injection Date : 11/30/2011 11:07:59 PM Inj : 1

Inj Volume : 5.000 nl

Acg. Method C:\CHEM32\I\DATA\DEF LC 2011-11-30 17-58-54\CARLAS10.M

Last changed : 3/23/2011 10:45:33 AM by CT
Analysis Method : C:\CHEM32\1\DATA\DEF LC 2011-11-30 17-58-54\CARLAD3.M (Sequence Method)
Last changed : 4/27/2011 6:13:11 PM by CT
Method Info : Chiralpak AD (position 1)
Additional Info : Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-11-30 17-58-54\CT-7-171B-ACARLAS10.D)
mAU ]
| EE «é;
4 - o~ ) A
‘ 0@ X
I % fte) N
N k e o« '{L
! P J 2 e S &
10 ! ‘i (J‘ ““’v\ HNJ< B ?‘T
] v 'e 07N R
b CCl3 M m
1 / i { v\’\
8 ! ‘\ ! A,
E ! \ r |
B “ y (@] 17 ‘s"‘ w .
6 : \ / §
4 i j S ; ; H ‘\_
I " 1 A\‘Lf\ (“V’j ’\‘
2 ; ’r/‘; J l‘m Il ﬁ‘
1 i iy / ‘ ’ Jl’"f v f\/ / 1"/\/\!‘/1
ha o f A ﬁf\[,’l """""""""""" - w\»;‘,\ A e R / A
T /“\;/“f Y \4: ‘N‘ vy ap U g S e j‘f\ J }‘} L i, i
0- i ! EL A ’
7 T T ’ T T ‘ T T ‘ T T T T ’ T T H T T [ T
10 12 14 16 18 20 22 24 min
Area Percent Report
Sorted By : Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADl C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
¥ [min] [min] [mAU*s ] [mAU] %
- fmmmm e o (=== = l
1 13.2%2 M 1.3665 817.53143 9.97097 40.2296

2 20.386 MM 2.1886 1214.63464 9.24951 59.7704

Totals : 2032.16608 19.22048
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ata File

HEM32\V1I\DATA\RCUTINE 2012-04-05 10-44-33\CT-8-153A-BRUTCARLADH3.D

Sample Name: CT-8-~153A-BrutCARLADH3

Acqg. Operator : SYSTEM Seqg. Line : 5
Acg. Instrument : LC1100 Location : Vial 5
Injection Date : 4/5/2012 2:06:17 PM Inj : 1
Inj Volume : 5.0 pl
Method : C:\CHEM32\1\DATA\RQUTINE 2012-04-05 10-44-33\CARLADH3.M {Seqguence
Method)
Last changed : 4/5/2012 10:44:33 AM by SYSTEM
Methed Info : Chiralcel AD-H (position 2)

Additional Info : Peak({s) manually integrated

DAD1 C, Sig=210,8 Ref=380.100 (ROUTINE 2012-04-05 10-44-33\CT-8-153A-BRUTCARLADH3.D})

mAU - 3 K
] N
S
250 - g 5
i =?5®

200 b o
] o HNJ(

150 | ! o

| ‘ ‘1 18
100 ;
50 i | o
] s &
. / Y S
4™ /‘/ \ g Q‘Q;’
1/ / T Q%
0—/ o e L B
) T T T T T ‘ T ‘ T T ; T l T T T ] T T !
24 26 28 30 32 34 36 min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DADl C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s) [mAU] %
el e e R uinin b f=mmmm [~mm e | === |
1 28.408 MM 0.7937 1.20180e4 252.36690 96.4984
2 33.602 MF 0.7498 436.09561 9.69365 3.5016

Totals : 1.24541e4 262.06054

**x End of Report ***
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This journal js © The ROYBIRPAIEY QEENEREY2 £012-05-02 20-56-11\CT-8-153A-A3CARLADHZ.D

Sample Name: CT-8-153A-A3CARLADH3

Acq. Operator : SYSTEM Seg. Line : 3
Acg. Instrument : LC1100 Location : Vial 32
Injection Date : 5/2/2012 10:16:04 PM Inj : 1
Inj Volume : 5.0 ul
Method C:\CHEM32\1\DATA\DEF LC 2012-05-02 20-56-11\CARLADH3.M (Seguence
Method)
Last changed : 5/2/2012 8:56:11 PM by SYSTEM
Method Info : Chiralcel AD-H (position 2)
Additional Info Peak(s) manually integrated
DAD1C, S!g 210 8 Ref=360,100 (DEF_LC 2012-05-02 20-56-11\CT-8-153A-A3CARLADH3.D)
mAU | 8 @%y
350 E &
] f%g?
) P
300 — .
] 1 )
] P ,L( Ph
g o HN :
- P : o\
250 P ' ccl,
- I !
] Lo >
200 P o
| i 18
150 -
100 - oo
| ’ o
50 — ‘ N
] / \ 8 &P
i i , S
1 / \\\ gYS
0 - ] .
— 7 e . ey ooy R s e
24 26 28 30 32 34 36 38 mir
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area

#

fmin] [min] [mAU*s ] [mAU] %
el e - [mmmmm f————- |
1 27.088 MM 0.7128 1.54954e4 362.30435 97.8765
2 36.755 MM 0.7990 336.19%049 7.01299 2.1235

Totals : 1.58316e4 369.31734

*** End of Report ***
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Thisjournalis @ The RYARs R A Az 2012-04-05 10-44-33\CT-8-153B-BRUTCARLADHS. D
Sample Name: CT-8-153B-BrutCARLADH3
Acg. Operator SYSTEM Seq. Line : 6
Acqg. Instrument LC1100 Location Vial 4
Injection Date 4/5/2012 3:07:37 PM Inj : 1
Inj Volume 5.0 pl

Method C:\CHEM32\1\DATA\ROUTINE 2012-04-05 10-44-33\CARLADH3.M (Sequence
Method)
Last changed 4/5/2012 10:44:33 AM by SYSTEM
Method Info Chiralcel AD-H (position 2)
Additional Info Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-04-05 10-44-33\CT-8-153B-BRUTCARLADH3.D)
AU |
" 1 A ‘1‘,5%
Iy o 2 &
10 f g 5
250 o o &
1 0 & C'W“
I o)
200 | a /& 3 .
1 i HN -‘
10 [ s 0\ |
100 ] i \ CCly |
10 P ;o
1! D -
150+ | P © .
1 P 18 [
.
100- ||
501 ku “ ’ |
i \v\\ )//” \\7\\ //f \
0 M T e e Y
| T T H T T T T \ T T [ [ T T [ T T ‘
24 26 28 30 32 34 36 38 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
=== | ==m— | == fmmmm e f=mmmm—- f=mmm |
1 28.548 MF 0.8505 1.12763e4 220.98277 52.1928
2 33.988 MM 0.7327 1.03288e4 234.95930 47.8072
2.16051e4 455.94208

Totals

*** End of Report **x
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Data File C:\CHEM32\1\DATA\ROQUTINE 2012-04-06 11-55-21\CT-8-141A-BRUTCARLADH3.D

Sample Name: CT-8-141A-BrutCARLADH3

Acqg. Operator : SYSTEM Seq. Line : 2
Acg. Instrument : LC1100 Location : Vial 1
4/6/2012 12:13:05 PM Inj : 1

Injection Date
Inj Volume : 5.0 pl

C:\CHEM32\1\DATA\ROUTINE 2012-04-06 11-55-21\CARLADH3.M
4/6/2012 11:55:22 BM by SYSTEM

C:\CHEM32\1\DATA\ROUTINE 2012-04-06 11-55-21\AZIRIDINE MP OD.M
Sequence Method)

Last changed 4/6/2012 4:11:31 PM by SYSTEM

Additional Info Peak(s) manually integrated

Acg. Method
Last changed
Analysis Method

(

DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-04-06 11-55-21\CT-8-141A-BRUTCARLADH3.D)

60 | 5 % )hzo

mAU | /\%
] Q-
100 | 5
P o
80 - I Ph
HN/Z< 3
I = O/\

| \‘ F5;C
1 3 19
1 > ! |
S |
40 2 q\‘b
4 ;) G’Zi' !
g e |
J/\ i
4 i b !
/’/ \\‘ J/J A
20 J \\ /,
N / Y I
/ )MJL\\ AN
e e,
— I s s A B B I e s B e
30 325 35 37.5 40 42.5 45 miny

Area Percent Report

Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] 2

1 35.358 MM 0.7290 918.05823 20.989%2 12.5610
2 38.121 MM 1.1903 6390.72021 89.48020 87.439%90

Totals 7308.77844 110.47013

*%* End of Report ***
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DATAI% U%&NE 2012-04-05 10-44-33\CT-8-141A-ACARLADH3.D

Tmﬂ?umaH5©The
ata File C

Sample Name:

ROMlRegS
CT-8-141A-ACARLADH3

Acg. Operator SYSTEM Seq. Line 2
Acqg. Instrument LC1100 Location Vial 2
Injection Date 4/5/2012 11:02:22 AM Inj 1
In3 Volume 5.0 pl
Method C:\CHEM32\1\DATA\ROUTINE 2012-~04-05 10-44-33\CARLADH3.M (Seguence
Method)
Last changed 4/5/2012 10:44:33 AM by SYSTEM
Method Info Chiralcel AD-H (position 2)
Additional Info : Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-04-05 10-44-33\CT-8-141A-ACARLADH3.D)
h (=)
A ﬁ «°
B gl . A
, R
200 [
| B
175 [
] P pn |
] A
150 + : 0\ | |
1 )so f "\
1 FsC " '
100 J
] 19 | .
75+
:
4 ! |
50 Q,?J“Q) \
] § /’(19 \,\
] ) \
25 /‘?Yf N
j e E— e
B ‘ T T l T T T T T T T 7 T T T [ T ‘ T T T T [ T T T
27.5 30 325 35 37.5 40 42.5 45 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
Il Bt i Attt f==m—m———- oo [ == |
1 38.388 MF 0.6640 299.54620 7.51852 1.8733
2 39.820 M 1.2845 1.56911e4 203.60010 98.1267
1.59907e4 211.11862

***% EFnd of Report ***
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Data File C:
Sample Name:

\CHEM32\1\DATA\DEF LC 2012-06-05 11-48-57\CT-8-031B-BRUT2CARLAD3.D
CT-8-031B-brut2CARLAD3

Acqg. Operator ¢ SYSTEM Seqg. Line : 3
Acg. Instrument : LC1100 Location : Vial &
Injection Date : 6/5/2012 1:53:01 PM Inj : 1

Inj Volume : 5.0 ul

Method : C:\CHEM32\1\DATA\DEF LC 2012-06-05 11-48-57\CARLAD3.M (Sequence Method)
Last changed : 6/5/2012 11:48:57 AM by SYSTEM
Method Info : Chiralpak AD (position 1)
Additional Info Peak(s) manually integrated
DAD1 C, Sig= 210 8 Ref=360,100 (DEF_LC 2012-06-05 11-48-57\CT-8-031B-BRUT2CARLAD3.D)
4 ‘-’/\— (g\ h
] & o
] RS o
25 RS /[< Ph
] I HN §
i ‘ B o0\
1 1 I CC|3
20 7 ] !
: z&
§ by o
: b [ 19
10 N / \\ " \‘;‘
1 f ‘1
5] ; | i ‘
1 | i j \
0 { ‘f/ “‘;\ ,““! \‘3
-5+ S ‘(’j H‘" X\A\
T L A A I
: WIS VA Aranin., e /\/‘\r‘w\,\j\ N AN o AT Pt P
-10
T T T T T [ T T T T ’ T T [ T T ‘ T T ‘ T H T ] T T
25 27.5 30 325 35 375 40 425 min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1l C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
il bl el e j==mmm === [=mmme i
1 31.108 MM 1.0277 2137.87573 34.67242 55.1203
2 34.706 MM 1.3397 1740.68994 21.65471 44.8797
Totals 3878.56567 56.32713

*** End of Report ***
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ata File HEM32\1\DATA\D F LC 2011-11-11 1l6-48- ~04\CT-7-071CCARLAD4.D

Sample Name: CT 7-071CCARLAD4

Acg. Operator CT Seqg. Line : 2
Acg. Instrument HPLC 01 Location Vial 13
Injection Date 11/11/2011 5:50:40 PM Inj : 1

Inj Volume 5.000 ul
Method
Last changed

Method Info

8/30/2010 4:13:05 PM by CT
Chiralpak AD (position 1)
Additional Info

Peak(s) manually integrated

C:\CHEM32\I\DATA\DEF LC 2011-11-11 16-48-04\CARLAD4.M

(Sequence Method)

DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-11-11 16-48-04\CT-7-071CCARLAD4.D)
| «©
mAU ] "; tch'b
, 8 W
[
, L@
1200 — ! '?*
1000 - ! o
| it
1 R HNT o7
800 ‘ % :
| i] /Ji:::T/”\\
600 - ; Br 20
400 — (.
B |
] ‘ &
4 hel
b‘.
200 s &
i 1 [Te] e"b“
- P =
o ’J \‘\ y / \\\
0 . I v = L S S
; : ‘ - ; ; , , | , . . : : : ;
5 10 15 20 25 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, S$ig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
i [min] [min] [mAU*s] [mAU] %
Rl bt [====]===———- [=mmm———— f=mm—m— fmmm |
1 13.718 MF 0.5271 4.28698e4 1355.44458 55,5537
2 16.541 FM 0.5111 1994.82104 65.05566 4.4463
Totals 4.48646ed 1420.50024

**%* End of Report **x*
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:\CHEM32\1\DATA\DEF LC 2011-11-11 16-48-04\CT~7-077A~-2CARLAD4.D

Data File C H

Sample Name: CT-7-077A-2CARLAD4

Acg. Operator : CT Seqg. Line
Acg. Instrument HPLC 01 Location Vial 12
11/11/2011 4:49:12 PM Inj

Injection Date

Method
Last changed
Method Info

8/30/2010 4:13:05 PM by CT
Chiralpak AD (position 1)

Inj Volume
C:\CHEM32\1\DATA\DEF LC 2011-11-11 16-48-04\CARLAD4.M (Seguence Method)

5.000 ul

Additional Info Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (DEF_LC 2011-11-11 16-48-04\CT-7-077A-2CARLAD4.D)
b (= o
mAU 1 S QQ"\(O % /\rbqib
| i 8 ® |
180i ;&g? 3%§? i
160 - : P
1 B B Q
: !
140 o Lo HNJLO/
- ] i i =
) \ b i
i |
| ‘ J :
120 ! l
] | | Br 20
100 | P P
80— P ]
| o~ e
60 -| I Nt -
L S e — T — — 4 L S
16 18 20 22 24 26 28 miny
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [MAU] %
Ittt Bttt f=—m— == = = === |
1 19.620 MM 0.4556 3390.15137 124.03090 45.4235
2 23.393 MM 0.5440 4073.28076 124.79014 54.5765
7463.43213 248.82104

Totals

*** End of Report ***
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Electronic Supplementary Material (ESI) for Chemical Communications
This jourmal i5,@ The ROyl 3e5et o OIS RE 2012-03-14 21-04-37\CT-8-109A-BRUTCARLADH3. D
CT-8-109A~BrutCARLADH3

Sample Name:

Acg. Operator
Acqg. Instrument
Injection Date

SYSTEM
LC1100

Acqg. Method
Last changed

3/14/2012 9:23:08 PM

Seqg. Line : 2
Location Vial 23
Inj : 1

Inj Volume 5.0 pl

C:\CHEM3Z\I\DATA\RQUTINE 2012-03~14 21-04-37\CARLADH3.M
3/14/2012 9:04:38 PM by SYSTEM

Analysis Method C:\CHEM32\1\DATA\ROUTINE 2012-03-14 21-04-37\CARLADH3COURT.M (Sequence
Method)
Last changed 3/14/2012 9:04:38 PM by SYSTEM
Method Info Chiralcel AD-H (position 2)
Additional Info Peak(s) manually integrated
DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-03-14 21-04-37\CT-8-109A-BRUTCARLADH3.D)
mAU | b o2
- N
200 E 5
] s
] P -
] | HN/M\O/A\CCb
150 7 f i H
i P
: Z
125
] | ! ~
: P © 2
100 - P
75— | ‘
] | \
] \
07 | | é
] J \ o ¢
4 j 4 © e',b’.
25 - / *e
:\, ,,,,,,, e v g ~ R et et b e N ey P S, L e - \\\‘N e e e e e e e e e e
ey Pt ey . e :
35 37.5 40 42.5 45 47.5 50 52.5 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, 5ig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
=== == f==—= === f—mmm fmmmmmm - [~ !
1 37.455 MM 0.9750 1.09088e4 186.46840 96.4616
2 48.619 MM 1.1451 400.15659 5.82396 3.5384
Totals 1.13090e4 192.29236
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Electronic Supplementary Material (ESI) for Chemical Communications

Tmsggggl%5&2?%5?%%%&%?{?(%2%2%% %%%%E 2012-03-16 14-08-39\CT-8-109A~BCARLADH3.D
Sample Name: CT-8-109A-BCARLADH3
Acg. Operator SYSTEM Seg. Line 2
Acg. Instrument LC1100 Location Vial 41
Injection Date 3/16/2012 2:27:01 PM Inj 1
Inj Volume 5.0 pl

Acg. Method
Last changed
Analysis Method

Last changed
Method Info

C:\CHEM32\1\DATA\ROUTINE 2012-03-16 14-08-39\CARLADH3.M
3/16/2012 2:08:40 PM by SYSTEM

C:\CHEM32\1\DATA\ROUTINE 2012-03-16 14-08-39\CARLADH3COURT.M
Method)

3/16/2012 2:08:40 PM by SYSTEM

Chiralcel AD-H (position 2)

(Sequence

Peak (s)

manually integrated

Additional Info
DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-03-16 14-08-39\CT-8-103A-BCARLADH3.D)
mAU N X
:
100 m %
(IR
] S
a
1 ! ‘ O Ph
80 g | HN/M\O/\CC|3
1 P :
[
‘ L Z
60 - o ~
P 0 2
) i i
-
40
4 ;\ “i r‘ib
! E (= IRE-)
20 j | N @
) J L oy
e e i o e e e b een T 1t e b\ e T AR e
1 T T T ]’ T T I T T T T [ T ¥ T T T [ T T T T
30 35 40 45 50 55 miny
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, 5ig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Are
# [min) [min] [mAU*s] [mAU] %
il B === fmm—mmmm [-mm——- f==mm———- !
1 39.622 MM 1.0243 5512.11523 89.68906 99.3412
2 51.200 MM 0.6686 36.55282 9.11120e-~1 0.6588
Totals 5548.66806 90.60018
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This journal 5. @ The, ROyl Rociet QT eI A e 2012-03-14 21-04-37\CT-8-109B-BRUTCARLADE3. D
Sample Name: CT-8-109B-BrutCARLADH3

Acqg. Operator
Acqg. Instrument
Injection Date

Acg. Method
Last changed
Analysis Method

Last changed
Method Info

Additional Info

SYSTEM Seqg. Line : 4
LC1100 Location : Vvial 25
3/14/2012 11:25:43 PM Inj : 1

Inj Volume : 5.0 pl
C:\CHEM32\1\DATA\ROUTINE 2012-03-14 21-04-37\CARLADH3.M
3/14/2012 9:04:38 PM by SYSTEM
C:\CHEM32\1\DATA\ROUTINE 2012-03-14 21-04-37\CARLADH3COURT.M (Sequence
Method)
3/14/2012 9:04:38 PM by SYSTEM
Chiralcel AD-H (position 2)

Peak(s) manually integrated

mAU

DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-03-14 21-04-37\CT-8-109B-BRUTCARLADH3.D)

375 40 425 45 475 50 525 mirl

35
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 C,

Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
¥ [min] [min] [mAU*s ] [mAU] %
== fmmm e [====—=——- f == p=mmm——— I
1 37.818 MM 0.9984 251.3039%91 4.19516 50.8822
2 49.789 MM 1.1495 242.58977 3.51732 49.1178

Totals

493.89368 7.71249
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Electronic Supplementary Material (ESI) for Chemical Communications
2012
U%INE 2012-03-14 21-04-37\CT-8-111A-BRUTCARLADH3.D

This ol 29 Ine ROXlR05 sV SARENGY

CT-8-111A~-BrutCARLADH3

Sample Name:
Acg. Operator SYSTEM Seqg. Line : 3
Acg. Instrument LC1100 Location Vial 24

3/14/2012 10:24:27 PM Inj : 1
5.0 pl

Injection Date

Inj Volume

C:\CHEM32\1\DATA\ROUTINE 2012-03-14 21-04-37\CARLADH3.M
(Seguence

Acg. Method
Last changed
Analysis Method

Last changed

3/14/2012 9:04:38 PM by SYSTEM

C:\CHEM32\1\DATA\ROUTINE 2012-03-14 21-04-37\CARLADH3CQURT.M

Method)
3/14/2012 9:04:38 PM by SYSTEM

Chiralcel AD-H (position 2)

Method Info

manually integrated

Additional Info : Peak(s)
DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-03-14 21-04-37\CT-8-111A-BRUTCARLADH3.D)
mAUi : &y
B / \" e,b‘.
200 [
] [
d i |
175+ | !
] [
] | ‘*
150 | |
] I
125 - ]
E |
100 i i
75 i
] ! \
] j &
1 / S
50 - \ § .,\@“
] ﬁ E gkgp
25 N i ‘ ///A\\\
4 "/ A ) 7 \\
] ’ ¥ s N
oL e T T — - e el e ]
i T T i T T T T T T T T T T T T T T T T T T T T T T
20 21 22 23 24 25 26 27 miny
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DADl C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# (min] [min] [mAU*s] [mAU] %
=== e f—mm = [==m=—- [
1 23.442 MF 0.6285 8320.94141 220.66968 87.4510
2 25.330 FM 0.7112 11%4.03101 27.98250 12.5490
9514.97241 248.65218

Totals
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ata File C
Sample Name:

HEM32\VI\DATANROUTINE 2012-03-16 14-08-39\CT-8-111A-ECARLADH3.D
CT-8-111A-ECARLADH3

Acqg. Operator
Acqg.

SYSTEM Seq. Line 3
Instrument LC1100 Location vial 42
Injection Date 3/16/2012 3:28:21 PM Inj 1
Inj Volume 5.0 pl

Acg. Method
Last changed
Analysis Method

Last changed
Method Info

Additional Info

C:\CHEM32\1\DATA\ROUTINE 2012-03-16 14-08-3S\CARLADH3.M
3/16/2012 2:08:40 PM by SYSTEM

C:\CHEM32\1\DATA\ROUTINE 2012-03-16 14-08-39\CARLADH3COURT.M
Method)

3/16/2012 2:08:40 PM by SYSTEM

Chiralcel AD-H (position 2)

Peak(s) manually integrated

(Sequence

DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-03-16 14-08-39\CT-8-111A-ECARLADH3.D)
: S &
200 N0
i
: ¥
175 - i ‘
| .
150 -
] Cod
125+
] o
100 - o
75 S
] ! |
50 P
- ," ‘\\ N
| | cbqf
25 . / g ‘ \(bQ‘
: . \ &
0 I _ e e T e R |
1 T T L T T T H T T T ] T T [ T ’ ¥ T T T T
20 22 24 26 28 30 32 34 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 C, Sig=210,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] min] [mAU*s] [maU] %
iutindl Eatebatebiatey R At = fmmmmm o i
1 24.053 MF 0.6562 8333.26074 211.65926 98.1067
2 26.100 FM 0.7092 160.82115 3.77919 1.8933
Totals 8494.08189 215.43844
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This jpurnal s, © The ROYaISpsietn QUGDEMI PP1RE 2012-03-14 21-04-37\CT-8-111B-BRUTCARLADH3. D

Sample Name: CT-8-111B-BrutCARLADH3

Acg. Operator : SYSTEM Seg. Line : 5

Acg. Instrument : LC1100 Location : Vial 26
Injection Date : 3/15/2012 12:27:01 AM Inj : 1
Inj Volume : 5.0 nl
Acg. Method : C:\CHEM32\1\DATA\ROUTINE 2012-03-14 21-04-37\CARLADH3.M
Last changed : 3/14/2012 9:04:38 PM by SYSTEM
Bnalysis Method : C:\CHEM32\1\DATA\ROUTINE 2012-03-14 21-04-37\CARLADH3COURT.M (Sequence
Method)
Last changed : 3/14/2012 9:04:38 PM by SYSTEM
Method Info : Chiralcel AD-H (position 2)

Additional Info : Peak(s) manually integrated

DAD1 C, Sig=210,8 Ref=360,100 (ROUTINE 2012-03-14 21-04-37\CT-8-111B-BRUTCARLADH3.D)

mAU | b 92 &>
] L o
AN 8 9
i . o,

i Ay j»\j‘\v/\"\'ﬂf

T T T T T T T T T T 3 T T T T T T T T T T T T T T T T T T T T T T

20 21 22 23 24 25 26 27 min

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DADl C, Sig=210,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min) [mAU*3] [(mAU] %
It B b= === [==—mm— [—==—- |
1 23.261 MF 0.6323 1015.21503 26.76135 51.0352
2 25.121 EM 0.6715 974.02991 24.17608 48.9648

Totals : 1989.24493 50.93743
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