Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

Ag(1)/TF-BiphamPhos catalyzed Asymmetric 1,3-Dipolar
Cycloaddition of N-Unprotected 2-Oxoindolin-3-ylidene Derivatives
and Azomethine Ylides for the Construction of

Spirooxindole-Pyrrolidines

Tang-Lin Liu, Zhi-Yong Xue, Hai-Yan Tao, and Chun-Jiang Wang*
College of Chemistry and Molecular Sciences, Wuhan University, 430072, China

E-mail; cjwang@whu.edu.cn

Supporting Information

Table of Contents

l. 'H NMR and **C NMR Spectra 1-16
Il. HPLC Chromatograms 17-46



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

COOCH;
Ph NH
Q
Bab
)
| [ ]
9 ] (] 5 a -0 ppm
COOCH,
Ph NH
O
Bab
|
|
|
|

i
Nt AN s A g A b il e e WA Y A VAR g, i Bt A

20 Zen 180 160 140 120 100 an 60 a0 20 ppm



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

EBr




Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

Gaf

3 -] 7 6 S 4 3 2 1 -0 ppm

109 828

220 200 180 160 140 120 100 a0 60 a0 0 L] ppm



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

ppm



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

| | |
| ; |
Vg e gt A YA P AT o e A AV g P

220 200 180 160 140 120 100 a0 60 10 z0 ppm



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

220 zZoo 180 160 140 120 100 a0 (1] 40 rd ] L] ppm

10



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

COOCH,
Br 5
NH
%IIU@_CI
o
N)=
H
Gea
|
|
|
|
1
\
M ) |
) [ 180 60 1 120 100 80 60

11



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

12



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

3 8 7 6 5 a 3 2 1 ] ppm

|
. e i e g S P LT e G APt T S S i

z0 200 180 160 140 120 100 L1 60 4 20 ppm

13



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

T e

14



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

15



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

COOCH;
H,COOC ]
cl
Bha
i)

] L] 7 L] 5 4 3 2 1 -0 ppm

COOCH;
H;CO0C, NH

Cl

Gha

| I.; ; |
a0 AT A N A AN st ey WA L A Wby A g

200 180 160 140 120 100 &0 60 40 20 ppm

16



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

Data File Da%LOWLTLADATANLTL-3-34-35 -1WLTL-34-35 -1 Z00%5-10-2% 16-11-33%SIGLO0000E.D

Sammle Name: LTL-3-34

¢ LTL K]

Ang. Operator e
Anef. Imstrumert @ Instrumert 1 Location @ Vial 44
Injection Date @ 10/25/2009 4:2353:56 FM Inj : 1
Inj Volume : 5 pl
Ao, Method i DiALOYLTLNVdabay LTL-3-34-35 -14LTL-34-35 -1 2009-10-2% 16-11-33%A5H-30-70-
10ML -2 54 M- 20MTH. M
Last changed O BF14/2009 7:03:23 PM by LTL

Inalysis Method :
DVDALM [ ASH-30-70-10ML -2 54MM-20MIN. IM)
3442010 S5:12:59 AM by dxg
(modified afcer loading)

Last changed

DiALOYLTLADATANLTL-5-34-35 -1\LTL-34-35 -1 2005-10-25% 16-11-33%3IG1000002.

WO A, MiEelength=254 nm (DALSLTLOATALTL- 23425 -15TL-34-35 -1 200% 10-23 16-11-330S1G 100000207
mal 2 'g
3501 & COOCH,
¥
200 ] Ph H
250 O O I
N
2004
faa
1504 "
5= @(‘*
e
100 el
50+
D_
T T T T T T T
[ ] 10 12 14 16 18 min
Area Perce julujard
Sorted By Sigmal
Multiplier 1. 0000
Dilution 1.0000
Use Maltiplier & Dilution Factor with ISTDs
Signal 1: VD1 A, Wawvelength=254 rm
Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT “*= [mAT ] H

=== || || | |

1 hA.255 MM 0.7165% 1.53337ed4  356.455331 50.6352

2 10,397 M 2.0392 1.45173ed 97.91241 49,3118
Totals @ 3.02510ed4  454.40073

Instrument 1 3/4/2010 %:13:26 AM dig
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Data File D:yLCALTLADATANLTL-3-65%LTL-3-65 Z009-12-12 15-14-1343IG100000Z.D
Sample Name: LTL-3-68

LTL Jeq. Line : Z

Acg. Operator
Ao, Instrumert @ Instrumert 1 Location : Vial 62
Injection Date @ LE2F1EF2009 3:26:37 P Inj : 1
Inj Volume : 5 pl
Acg. Method i D:yLCYLTLYdatay LTL-3-684LTL-3-658 20059-12-12 15-14-13, ASH-30-70-10ML-254001-
ZOMIN. M
Last changed T 9/1442009 7:03:23 PM by LTL

Analysis Method : D:\LCYLTLA\DATANLTL-3-684LTL-3-68 200%-12-12 15-14-13\3IG100000Z.DNDALM |
ASH-30-70-10ML-254NM-20MIN . M)

Last changed TOEF8FE2010 7:35:16 PM by zzh
[modified afcer loading)

WD A, wiEnelangth=254 nm (OALCLTLDATALTL G TL-3-68 2009 12- 12 15-14 111G 1000002.00
mAl 5 A,
o
o COOCH,
3560 @"" :
Ph MH
300+ S
y Cl
=0
2560 - 1l
H
200
Gaa
150
100 &
/l'.
= A
A0 - -
et
o] 1
T T T T T
4 -] g 10 12 14 min
Area Percernt Feport
Sorted By : Signal
Mulciplier : 1. 0000
D lution : 1. 0000
Use Maltiplier & Dilution Factor with ISTDs
Signal 1: VD1 A, Wavelength=254 rm
Pealr RetTime Type Width Area Height Area
# [min] [min] mAT “*= [mAlT ] ]

1 5.997 MM 0.710% 1.61407e4  375.41553 &0.6707
2 5.7l M 2.1250 3867.44727  30.33322 19.3283

Totals 2.00052ed  408.74574

Instrument 1 3¢/6/2010 7:35:20 FM zzh Page 1 of
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Data File Du%LCWLTLADATANLTL-4-50%LTL-4-50-100304 2010-03-04 10-37-Z1\3IG100000&8.D

Samnle Name: LTL-4-41B

¢ LTL K]

Ang. Operator ed. H
Anef. Imstrumert @ Instrumert 1 Location @ Wial 75
Injection Date @ 37472010 12:33:17 FPH Inj : 1
Inj Volume : 5 pl
Ao, Method ¢ DALY LTLNVdatay LTL-4-90Y LTL-4-20-100304 2010-03-04 10-37-Z1%ADH-20-80-
10ML -2 54 M- 251D . M
Last changed  1F11/2010 8:51: 22 PM by LTL

Inalysis Method :

Last changed

DiALCYLTLADATANLTL-4-50% LTL-4~-50-100304 2010-03-04 10-37-Z1%3IGLO00006.DY
DAM (ADH-Z0-80-10ML-2 54NM-2 SMIN. M)

T 3442010 Z:43:53 FM by LTL

(modified afcer loading)

WOT A, MiEelength=254 nm (DAL CLT LD ATALTL-4-9MLTL-<4H30- 100304 2010-03-04 10-27-21031G1000006 .00
mAl 2 m
N P COOCH;
4 2
350 ] %?” Fh NH
200 @] Q
M
H
150 Fab
100
0
o L
T T T T T T
2 g 10 1 12 13 14 min
Area Perce julujard
Sorted By Sigmal
Multiplier 1. 0000
Dilution 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 5,550 M1 0.6437 9075.72461 235.05524 459.741Z
2 12,250 MM 0.5471 9173.15043 275.42413 50.2588
Totals @ 1.8251%ed4  514.47937

Instrument 1 3/4/2010 Z:44:00 FM LTL
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Data File D:%LCWLTLADATANLTL-4-50%LTL-4-50-100304 2010-03-04 10-37-Z1\3IG1000007.D

Samnle Name: LTL-4-41C

Ang. Operator
Anif. Instrumert :

Injection Dace
Acg. Method

Last changed
Inalysis Method :

Last changed

¢ LTL K]

ed. :
Instrument 1 Location @ Vial 76
To3F4/2010 12:59:15 PM Inj : 1

Inj Volume : 5 pl

: DenLONVLTLNVdatah LTL-4-900 LTL-4-%0-100304 2010-03-04 10-37-21%ADH-20-30-

10ML -2 54MM-25MTH. M

¢ 141172010 8:51: 22 FM by LTL

DiNLCYLTLADATANLTL-4-50% LTL-4~-50-100304 2010-03-04 10-37-Z1%3IGLO00007.DY
DAM (ADH-Z0-80-10ML-2 54NM-2 SMIN. M)

T 3442010 Z:45:00 FM by LTL

(modified afcer loading)

WFOT A, MiEelength=254 nm (DAL CLT LD ATALTL-49MLTL-4H30- 100304 2010-03-04 10-27-21031G1000007 .00 |
mal
25
304
25
204
15 4
10+
5 -
D -
T T T T T T
[ ] 10 1 12 13 4 min
Area Perce julujard
Sorted By Sigmal
Multiplier 1.0000
Dilution 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area

#  [mn] [min] mAT *s  [mAU ] 8
B ] L B el I ) P
1 10.550 MM 0.6055 313.24179  6.57329 21.1633
2 12.260 MM 0.5561 1166.87500 34.57038 78.8367
Tatals : 1480, 11678 43. 54366

Instrument 1 3/4/2010 2:45:03 FM LTL
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Data File D:%LOWLTLADATANLTL-4-21N\LTL-4-21-AD-100112 Z010-01-12 08-40-28%$IGL00000E.D

Sammle Name: LTL-4-7B-1

Ang. Operator : LTL kel

ed.
Anef. Imstrumert @ Instrumert 1 Location
Injection Date @ 171272010 5:52:Z1 AM Inj :
Inj Volime :
Acg. Method
10ML -2 54MM-25MTH. M
Last changed  1F11/2010 8:51: 22 PM by LTL

Inalysis Method :
DVDALM [ ADH-Z0-80-10ML -2 S4MM-25MIN. 1)
3442010 5:28:358 AM by dxg
[modified afcer loading

Last changed

: Vial 43

1
Ll

: DenLONLTLNVdatah LTL-4-218 LTL-4-21-A0-100112 2010-01-12 08-40-25%ADH-Z0-80-

DiALOCSLTLADATANLTL-4-21% LTL-4-21-AD-100112 2010-01-12 08-40-28%5IF1000002.

1
AT A, Winelength=254 nm (DALCLTDOATALTL-4-2 LT L-421-20-100112 2010-01-12 02-40-25%5 G 1000002, Oh

m o
m. ‘° \Q.".\
1004
0
G0
40 -
204
D -
T T T T T
jli] 12 14 16 1% 20 min
Area Perce julujard

Sorted By Sigmal

Multiplier 1.0000

Dilution 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 12.556 MM 0.7533 5317.51553 115.15076 48.2153
2 1la.153 MM 0.8710 5710.65531 105.27671 51.7807
Totals @ l.1l0zZ36ed  222.427M7

Instrument 1 3/4/2010 S:26:43 AM dig
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Data File D:%LCWLTLADATANLTL-4-34AN\LTL-4-344 Z010-01-2Z2 10-00-51%3IGLOO0000L.D

Samnle Name: LTL-d4-344

¢ LTL K]

Ang. Operator ed. H
Anef. Imstrumert @ Instrumert 1 Location @ Vial 54
Injection Date @ 12272010 10:01:47 AM Inj : 1
Inj Volume : 5 pl
Ao, Method i DALY LTLVdatay LTL-4-34A4LTL-4-344 2010-01-22 10-00-51% ADH-20-50-10ML-
Z254NN- 25N M
Last changed  1F11/2010 8:51: 22 PM by LTL

Inalysis Method :

Last changed

DiALOYLTLADATAYLTL-4-34ANLTL-4-344 2010-01-22 10-00-51%3IGLO0000L, DYDAVM |
ADH-20-50-10ML- 25 40M-2 SMIN . M)

TO3F3FZ010 4:38:2% PN by dug

(modified afcer loading)

WOT A, MiEelength=254 nm (DAL CLTLOATALTL-4- 3L T 2eb 8 201 0-01-22 10-00-51% G 100000 1.0
mal ] =
200
COOCH,
175 :
Ph MNH
150
-.f IQBr
125 0
N
100 e
o Bac
[
754 =i
50
25
o
T T T T T T T
10 12 14 16 12 m o] 4 mn
Area Perce julujard
Sorted By Sigmal
Multiplier 1. 0000
Dilution 1. 0000
Use Maltiplier & Dilution Factor with ISTDs
Signal 1: VD1 A, Wawvelength=254 rm
Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT “*= [mAT ] H
=== || || | |
1 12,757 M1 0.6552 2757.58%50 @5.52346 Z20.3527
2 17.867 EB 0.7425 1.07514ed  215.66219 79.56473
Totals @ 1.354%0ed4  285.48565

Instrument 1 3/3/2010 4:3%:06 PM dig
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Data File D:%LCWLTLADATANLTL-4-253%\LTL-4-16-Z54 Z010-01-14 16-42-22%3IGL000004.D

Samnle Name: LTL-4-234

Ang. Operator
Anif. Instrumert :
Injection Dace

Acg. Method

Last changed
Inalysis Method :

¢ LTL K]

ed. :
Instrument 1 Location @ Vial 44
 1/14/2010 5:46:16 PH Inj : 1

Inj Volume : 5 pl

: DehLONLTLNVdatah LTL-4-23 LTL-4-16-254 2010-01-14 16-42-22% ADH-20-50-10ML-

254N~ SOMTH .1

141172010 8:5Z: 24 FM by LTL

DiALOYLTLADATANLTL-4-23% LTL-4-16-254 2010-01-14 l6-42-22% 311000004, DYDAWH
(ATH-Z0-80- L0ML -2 548~ SOMTHN. M)

Last changed OSF3F2010 5:03:28 F by dxg
(modified afcer loading)
WOT A, MiEelength=254 nm (OALCLT LD ATALTL-4 2 DL TL-<H6-25 4201 0-01- 14 16-42-2 10 15 1000004.07
mAl =
2 @ﬁﬁ
3004 = {2;:'.-\
s
250 4
200
150 4
100
A0
o] L
T T T T T T T
2 a 10 11 12 12 14 15 min
Area Perce julujard
Sorted By Sigmal
Multiplier 1. 0000
Dilution 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area

#  [mn] [min] mAT *s  [mAU ] 8
B ] L B el I ) P

1 10.155 MM 0.6350 l.08068ed  252.29733 50.2925

2 12.808 MF  0.5620 1.068lled  316.76315 49.7075
Tatals : 2.14580ed 595, 06045

Instrument 1 34372010 5:03:36 PM dig
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Data File D:%LCWLTLADA
Samnle Name: LTL-4-25B

Ang. Operator
Anif. Instrumert :

Injection Dace
Acg. Method

Last changed
Inalysis Method :

Last changed

¢ LTL K]

) for Organic & Biomolecular Chemistry
Society of Chemistry 2011

TANLTL-4-50%LTL-4-50-1003504 2010-03-04 10-37-Z143IGL000008.D

Instrument 1 ocation @ Vial 77

TO3F442010 1:25:17 P Inj : 1

Inj Volume : 5 pl

: DenLONVLTLNVdatah LTL-4-900 LTL-4-%0-100304 2010-03-04 10-37-21%ADH-20-30-

10ML -2 54MM-25MTH. M

¢ 141172010 8:51: 22 FM by LTL

DiWLCYLTLADATANLTL-4-50% LTL-4~-50-100304 2010-03-04 10-37-Z1%3IGLO0000S.DY
DAM (ADH-Z0-80-10ML-2 54NM-2 SMIN. M)

3442010 Z:47:38 FM by LTL

(modified afcer loading)

WO A, MiEelength=254 nm (DAL CLT LD ATALTL-4 9L TL-4H30- 100304 2010-03-04 10-27-21031G1000008 .00
mal
120
1004
80
G0
40 4
204
D <
T T T
[ 0 11 12 13 min
Area Perce julujard
Sorted By Sigmal
Multiplier 1.0000
Dilution 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Sigmal 1: VWD A,

Peslr RecTime Twype
# [min]

1 10,3353 M
2 lz.a72 M

Totals @

Wawve length=254 rm

Width Area Hed ght Area
[min] mAT “*= [mAT ] H

|—=——= |
0.5150 1451.058558 47.65464 Z5.051%9
0.5373 4431.02157 137.44360 74,5481

5912, 12035 185.09524

Instrument 1 3/4/2010

Z2:47:41 PM LTL Page 1 of 1
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Data File D:%LOSLTLADATANLTL-4-90%LTL-4-20-100304 2010-03-04 10-37-21%53IG1000002.D
Samnle Name: LTL-4-214

Ang. Operator : LTL kel

ed.
Anef. Imstrumert @ Instrumert 1 Location @ Wial 71
Injection Date @ 37472010 10:45:10 A Inj : 1
Inj Volume : 5 pl
Ao, Method ¢ DALY LTLNVdatay LTL-4-90Y LTL-4-20-100304 2010-03-04 10-37-Z1%ADH-20-80-
10ML -2 54 M- 251D . M
Last changed  1F11/2010 8:51: 22 PM by LTL

Analvysis Method @ DiSLOSLTLADATANLTL-4-900 LTL-4-%0-100304 2010-03-04 10-37-21%5IG100000Z .00
DAM (ADH-Z0-80-10ML-2 54MNM-2 5MIN. M)

Last changed To3F442010 2:37:07 M by LTL
(modified afcer loading)

q
WD A, MiEelength=254 nm (DAL CLT LD ATALTL-4-9MLTL-4H30- 100304 2010-03-04 10-27-21031G1000002 .00
mal
1200 o
s
g
Xy
1000
200
600
<00
200+
o
T T T T T T
g 10 12 14 16 12 a min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution : 1. 0000
Use Maltiplier & Dilution Factor with ISTDs
Signal 1: VD1 A, Wawvelength=254 rm
Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 10,555 MM 0.7113 5.22241led4  1223.61377 50.1156
2 17.605 MM 0.58547 5.15976%e4 1013, 55743 45.8814
Totals @ l.04201es  Z2237.17120
Instrument 1 3/4/2010 2:37:11 FM LTL Page 1 of 1
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Data File D:%LOSLTLADATANLTL-4-90%LTL-4-50-100304 2010-03-04 10-37-21%53IG1000003.D
Sammle Name: LTL-4-5B

Ang. Operator : LTL kel

e
Anef. Imstrumert @ Instrumert 1 Location @ Vial 72
Injection Date @ 37472010 11:15:08 A Inj : 1
Inj Volume : 5 pl
Ao, Method ¢ DALY LTLNVdatay LTL-4-90Y LTL-4-20-100304 2010-03-04 10-37-Z1%ADH-20-80-
10ML -2 54 M- 251D . M
Last changed  1F11/2010 8:51: 22 PM by LTL

Analysiz Method : D:\LOYLTLADATAYLTL-4-90%LTL-4-%0-100304 2010-03-04 10-37-21%5IG1000003.DY
LDA.M (ADH-Z20-80-10ML-254NM-2 5NN, M)
Last changed To3F442010 2:41:25 I by LTL

(modified afcer loading)
WO A, MiEelength=254 nm (DAL CLT LD ATALTL-4- 9L TL-4H30- 100304 2010-03-04 10-27-21031G1000003 .00

2 10 12 14 16 18 o min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution : 1.0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 1l.406 MM 0.6214 153.18816 4,5134% 20.3551
2 17.6%4 MM 0.923% 715.01031 12.89780 79.5604%

Totals : §948.19847  17.861129

Instrument 1 3/4/2010 2:41:31 FM LTL Page 1 of 1
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Data File D% LOALTLADATANLTL-4-25%LTL-4-2% Z010-01-18 16-E7-14°\3IG100000Z.D

Sample Name: LTL-d4-294

Acg. Operator LTL Jeq. Line :
Ao, Instrumert @ Instrumert 1 Location :
Injection Date : 1/18/2010 4:35:07 FPH Inj :
Inj Volume :
Acg. Method
Z5MIN. M
Last chanoged 11142010 S:51:22 PM by LTL

Analysizs Method :
ADH-Z20-80-10ML-Z54NM-2 SM T, M)

z

Vial A4
1

Sal

: DehLCYLTLYdatay LTL-4-254 LTL-4-2% 2010-01-18 16-Z7-14% ADH-20-80-10ML- 2540 -

D WLCY LTLADATAN LTL-4-284 LTL-4-25 2010-01-18 16-27-14%3IGL000002,DYDALM |

Last changed TOEF3FE010 4:45:15 M by dxg
[modified afcer loading)
WD A, wiEnelength=254 nm (OALCLTLDATALTL- 4 2L TL-4-28 20 10-01- 18 16-27- 1S 1G 100000200
mad =
COOCH;
Cl
Ph MNH
200 !
O O
M )
150 H g
Baf
100
50
04 L L
T T T T T T T T
g ] 10 11 12 13 14 15 16 min

Sorted By Signal
Mulciplier 1. 0000
Dilutiom 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wavelength=254 rm

Pealr RetTime Type Width Area Height Area
# [min] [min] mAT “*= [mAlT ] ]
- |- | [ ]
1 2,735 BB 0.4005 6665.55379 Z46.05057 49.6555
2 13.674 VB 0.7316 6758.36670 133.55250 50.3445
Totals : 1.34243ed  379.65337

Instrument 1 37372010 4:48:2% FM dxqg
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Data File D:%LOALTLADATANLTL-4-25%LTL-4-2% Z010-01-18 16-E7-14\3IG10000035.0

Sample Name: LTL-4-259B

Acg. Operator
Ao, Instrumert :
Injectimm Date
Acg. Method

Last changed
Analysizs Method :

Last changed

LTL Jeq. Line : 3

Instrument 1 Location @ Vial 65
 1/18#2010 5:05:06 PM Inj : 1

Inj Volume : 5 pl

: DehLCYLTLYdatay LTL-4-254 LTL-4-2% 2010-01-18 16-Z7-14% ADH-20-80-10ML- 2540 -

ZSMIN. K

¢ LA11#2010 8:51: 22 PM by LTL

D WLCY LTLADATAN LTL-4-284 LTL-4-25 2010-01-18 16-27-14%3TGL000003.DYDALM |
ADH-Z20-50-10ML-254NM-2 SMIN. M)

TOBFEFE0L0 4:43:45% PH by dxg

[modified afcer loading)

WD A, wianelangth=254 nm (OALCLTLDATALTL- 4 2L TL-4-28 20 10-01- 18 16-27- 145 1G 100000300
mal
300+
750
200
M
o H
f=
150 o Gaf
100 4
50
0 T
T T T T T T T
3 10 11 12 13 14 15 16 min
Area Percernt Feport
Sorted By Signal
Mulciplier 1. 0000
Dilution 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VIDL &,

Wave lenmqth=254 mm

Pealr RetTime Type Width Area Height Area
# [min] [min] mAT “*= [mAlT ] ]
- |- | [ ]
1 2.773 BB 0.3%12 3874.226506 145.597577 17.3145
2 13.315 MM 0.2577 1.85014ed4  321.57354 52.6855
Totals : 2.23757ed  467.84831

Instrument 1 37372010 4:4%:06 FM dxqg Page 1 of
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Data File Du%LCWLTLADATANLTL-4-21C-ADYLTL-4-100111-2D Z010-01-11 Z0-53-25%\3IG1000004.0

Samnle Name: LTL-4-Z21C

¢ LTL K]

Ang. Operator ed.
Anef. Imstrumert @ Instrumert 1 Location @ Wial 53
Injection Date @ 11172010 10:22:17 FM Inj : 1

Inj Volume : 5 pl

Ao, Method : DenLONVLTLNVdatah LTL-4-21C-AD LTL-4-100111-AD 2010-01-11 20-53-25% ADH-Z0-80-
10ML -2 54 M- SOMIN. M
Last changed 141172010 8:5Z: 24 FM by LTL

inalysiz Method : DiA\LOYLTLADATANLTL-4-21C0-ADNLTL-4-100111-AD 2010-01-11 =20-53-25%

SIGLO00004, YDA M (ADH-Z20-580-10ML -2 541M-50MIN. M)
T 3342010 5:05:53 P by dxg
[modified afcer loading

Last changed

1
AT A, Winelength=254 nm (DALCLTLOATALTL-4-2 1 C- ADLTL-4-100111-A0 2010-01-11 20-53- 2051 G1000004. 00

mal
1004
kg
4 e
a0 5 %@
5
60
40_
204
]
T T T T T T T
] 0 11 12 13 14 15 16 min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution : 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 10,765 MI 0.5132 3362.87061 1059.215682 49.0532
2 14,134 MM 0.85%1 3492.68457 67.75979 50.5468
Totals @ 6855, 55518 176.97841

Instrument 1 34372010 5:06:02 PM dig
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Data File D:%LOWLTLADATANLTL-4-21N\LTL-4-21-AD-100112 Z010-01-12 08-40-28%3IG10000035.D

Samnle Name: LTL-4-Z21C

¢ LTL K]

Ang. Operator ed.
Anef. Imstrumert @ Instrumert 1 Location
Injection Date @ 171272010 S:18:21 AN Inj :
Inj Volime :
Acg. Method
10ML -2 54MM-25MTH. M
Last changed  1F11/2010 8:51: 22 PM by LTL

Inalysis Method :
DVDALM [ ADH-Z0-80-10ML -2 S4MM-25MIN. 1)
TOSF3F2010 5:0%9:24 P by dxg
[modified afcer loading

Last changed

: Vial 54
1
Ll

: DenLONLTLNVdatah LTL-4-218 LTL-4-21-A0-100112 2010-01-12 08-40-25%ADH-Z0-80-

DiALOSLTLADATANLTL-4-21% LTL-4-21-AD-100112 2010-01-12 08-40-28%3IF1000003.

mAl ]

2004

175

150

125

100+

Th

a0

254

1
AT A, Winelength=254 nm (DALCLTDOATALTL-4-2 LT L-421-20-100112 2010-01-12 02-40-25%5 G 1000003, Oh

min

Sorted By
Maltiplier
Dilution

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 10.7%% BV 0.4553 2333.16162 76.056574 14.440%9
2 13.673 VB 0.8782 1.38235e4  221.89778 85.5591
Totals @ l.olb66ed  297,98352

Instrument 1 34372010 5:09:32 PM dxg
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Data File De%LOWLTLADATANLTL-4-72N\LTL-4-72Z4 2010-03-23 05-Z7-Z1%3IGLO0O00E.D

Sammle Name: LTL-4-724

Ang. Operator
Anif. Instrumert :
Injection Dace

: LTL Sedq. Line : Z
L

Instrument 1 ocation @ Vial 54

PO3FEZ3/2010 9:3%: 12 AN Inj : 1

Inj Volume : 5 pl

Ao, Method Do nLONLTLNVdatah LTL-4-728 LTL-4-724 2010-03-23 0%-27-21%ATH-20-50-10ML-
254N~ SOMTH .1
Last changed 141172010 8:5Z: 24 FM by LTL

Inalysis Method :

Last changed

DinLOYLTLADATANLTL-4-724 LTL-4~-724 2010-03-23 0%-27-Z1%3IGL000002.DYWDA M |
ADH-20-50-10ML- 25 4NM-50MIN . M)

PO3FEZ3/2010 10:Z20:30 AM by LTL

(modified afcer loading)

WOT A, MiEelength=254 nm (OALCLTLOATALTL-4 FILTL-4-7 2 A 2010-0323 0827-2 1WSIG1 000002 .00
mAl g £y
300 &n}“
& COOCH;
250
Ph IMH
200 4 'e)
™
H 2z .@'@P
150 P
Bah i
1004
50
o
T T T T T T
[ 8 10 12 14 16 min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution H 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 6.006 MM 0.2447 4442, 62744 3F02. 64475 459.0453
2 13.26% MM 0.5906 4615.02783 130.22745 50,5517

Totals : S057.65527  432.87222

Instrument 1 32372010 10:20:46 AM LTL
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Data File Da%LOWLTLADATANLTL-4-72N\LTL-4-72E 2010-03-23 10-35-51%3IGLO0000L.D

Samnle Name: LTL-4-7:2B

Ang. Operator
Anif. Instrumert :
Injection Dace

¢ LTL K]

Instrument 1 ocation @ Vial 55

TO3FZ3/2010 10:36:42 AN Inj : 1

Inj Volume : 5 pl

Ao, Method Do nLONLTLNVdatah LTL-4-724 LTL-4-726 2010-03-23 10-35-51%ATH-20-50-10ML-
Z54NN-Z5MTH .1
Last changed ¢ 141172010 8:51: 22 FM by LTL

Inalysis Method :

Last changed

DinLOYLTLADATANLTL-4-72% LTL-4~-72E 2010-03-23 10-35-51%3IGL00000L. DYWDA M |
ADH-20-50-10ML- 25 40M-2 SMIN . M)

PO3FE3/2010 11:02:32 AN by LTL

(modified afcer loading)

WD A, MiEelength=254 nm (OALCLTLOATALTL-4 FILTL-4-7 2B 2010-0323 10-35-5 1hWS1G1 000001 .00
mAl ]
g
a0 o éﬁ'
(=]
o Ph
404
40 4
30
204
10
04 T
T T T T T
g 8 10 12 14 min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution H 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1  6f.0l5 MM 0.24%5 §34.22235 55.73087 Z5.2715
2 13.260 MM 0.6041 2466.81128  65.05685 74,7285
Totals @ 3301.03363 123.78M5

Instrument 1 3/2372010 11:02:35 AM LTL
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Data File D:yLCALTLADATANLTL-4-32%LTL-4-32 Z010-01-20 15-26-5143IG100000L.D
Sample Name: LTL-4-324

LTL Jeq. Line : 1

Acg. Operator
Ao, Instrumert @ Instrumert 1 Location : Vial 46
Injection Date @ 1FE20/2010 3:28:05 PH Inj : 1
Inj Volume : 5 pl
Acg. Method i D:yLCYLTLYdatay LTL-4-324LTL-4-32 2010-01-20 15-Z6-51%ADH-20-830-10ML- 254001
ZEMIN. M
Last changed 11142010 S:51:22 PM by LTL

Analysis Method : DiA\LOVLTLADATANLTL-4-324LTL-4-32 2010-01-20 15-26-51\SIG1O000001.DNDALM |

ADH-20-50-10ML-254NM-2 SMIN . M)
Last changed TOEF3FE2010 4:45:05 M by dxg
[modified afcer loading)

WD A, wiEnelangth=254 nm (OALCLTLDATALTL- 4 33 TL-4-32 20 10-01-200 15-26-5 151G 100000 1.0
mal 7] k=

<400

350 ]

300

250

200

150

100

50

D. 1
T T T T T
10 11 12 13 14 15 16 min
Area Percernt Feport
Sorted By : Signal
Mulciplier : 1. 0000
D lution : 1. 0000
Use Maltiplier & Dilution Factor with ISTDs
Signal 1: VD1 A, Wavelength=254 rm
Pealr RetTime Type Width Area Height Area
# [min] [min] mAT “*= [mAlT ] ]

- |- | [ ]

1 10,518 W 0.5358 1.55255e4  434,25315 45,7897

2 13.860 VB 0.6257 1.555%5e4 373.372%% 5002103
Totals @ 3.17553e4  807.66614

Instrument 1 3735372010 4:45:16 FM dxg Page 1 of
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Data File D:YLCALTLADATANLTL-4-32%LTL-4-32 Z010-01-20 15-26-5143IG100000Z.D
Sample Name: LTL-4-32B

LTL Jeq. Line : Z

Acg. Operator
Ao, Instrumert @ Instrumert 1 Location : Vial 47
Injection Date @ LFE20/2010 3:53:38 PM Inj : 1
Inj Volume : 5 pl
Acg. Method i D:yLCYLTLYdatay LTL-4-324LTL-4-32 2010-01-20 15-Z6-51%ADH-20-830-10ML- 254001
ZEMIN. M
Last changed 11142010 S:51:22 PM by LTL

Analysis Method : DiA\LOVLTLADATANLTL-4-324LTL-4-32 2010-01-20 15-26-51\SIGlO0000Z.INDALM |

ADH-20-50-10ML-254NM-2 SMIN . M)
Last changed TOEF3FE010 4:45:44 PM by dxg
[modified afcer loading)

WD A, wiEnelangth=254 nm (OALCLTLDATALTL- 4 33 TL-4-32 20 10-01-20 15-26-5 151G 100000200
mal ]

350

300 4

2504

200 -

150

100

50

1]
T T T T T
10 11 12 13 14 15 16 min
Area Percernt Feport
Sorted By : Signal
Mulciplier : 1. 0000
D lution : 1. 0000
Use Maltiplier & Dilution Factor with ISTDs
Signal 1: VD1 A, Wavelength=254 rm
Pealr RetTime Type Width Area Height Area
# [min] [min] mAT “*= [mAlT ] ]

- |- | [ ]

1 11.03% W 0.5074 5425,5125% 157.5240% 25.4595

2 13.83% VB 0.6253 1.58%Med  374.1275% 74.5405
Totals @ 2.13272ed  532.05163

Instrument 1 3735372010 4:45:4% FM dxg Page 1 of
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DPata File D:%LOSLTLADATANLTL-4-33%LTL-4-334 20010-01-21 15-53-56%3IGl0O0000Z.D
Sammle Name: LTL-4-334

Ang. Operator : LTL kel

ed.
Anef. Imstrumert @ Instrumert 1 Location : Wial 52
Injection Date @ 172142010 5:05:41 PH Inj : 1
Inj Volume : 5 pl
Ao, Method i DiALOYLTLNVdabal LTL-4-334 LTL-4-334 2010-01-21 19-53-56%A0H-20-580- 10ML-
25 4NN- 50N M
Last changed  1F11/20010 3:52: 24 PM by LTL

Analysiz Method : D:\LOYLTLADATANLTL-4-33LTL-4-334 2010-01-21 1%-53-56%3IG100000Z.0VDA.M |
ADH-20-530-10ML- 2540M-50MIN . M)

Last changed TOSF3F2010 4:43:28 M by dxg
(modified afcer loading)

WDT A, MiEelength=254 nm (OALCLTLOATALTL-4 20 TL-4-3342010-01-21 19-63-56.51G1 000002 .00
mal
200
250 4
200+
1504
1004
50
1]
T T T T
[ 0 12 14 16 min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution : 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 11.336 M1 0.6145 1.14741ed  311.159073 50.1653
2 14,133 MM 0.7426 1.13565e4  255.78433 49.8312

Totals : 2.28710ed4 566, 57507

Instrument 1 3/3/2010 4:43:32 PM drg Page 1 of 1
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DPata File D:WLONLTLADATANLTL-4-33%LTL-4-33F 20010-01-22 05-47-14%3IG1000002.D
Samnle Name: LTL-4-33B

Ang. Operator : LTL kel

ed.
Anef. Imstrumert @ Instrumert 1 Location @ Wial 53
Injection Date @ 172272010 5:55:0Z A Inj : 1
Inj Volume : 5 pl
Ao, Method i DiALOYLTLNVdabal LTL-4-334 LTL-4-338 2010-01-22 08-47-14%ATH-20-580- 10ML-
Z254NN- 25N M
Last changed  1F11/2010 8:51: 22 PM by LTL

Analysiz Method : D:\LOYLTLADATANLTL-4-33\LTL-4-33B Z010-01-22 08-47-14%3IG1000002.0VDA. M |
ADH-20-530-10ML- 2540M-2 SMIN . M)

Last changed T 3342010 4:41:55 M by dxg
(modified afcer loading)

WOT A, MiEelength=254 nm (OALCLTLOATALTL-4- 20 TL-4-33B 2010-01-22 08-47- 145151000002 .00
mAU o

260

200+

150

G
= aca
100
50
D_ T
T T T T
g 10 12 14 16 min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution : 1. 0000
Use Maltiplier & Dilution Factor with ISTDs
Signal 1: VD1 A, Wawvelength=254 rm
Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H

=== || || | |

1 11.573 EV 0.5335 3534.65186 109,65555 24.5545

2 14,261 VB 0.6774 1.158072e4  255.32312 75.0051
Totals @ 1.57418ed4 365, 00557

Instrument 1 3/3/2010 4:42:01 PM dxg Page 1 of 1
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DPata File D:%LOSVLTLADATANLTL-4-374LTL-4-37-C 20010-01-28 16-z22-13%5TG1000002.0
Samnle Name: LTL-4-374

Ang. Operator : LTL kel

ed. :
Anef. Imstrumert @ Instrumert 1 Location : Vial 61
Injection Date @ 172872010 4:34:16 FI Inj : 1
Inj Volume : 5 pl
Ao, Method i DALY LTLNVdatay LTL-4-37, LTL-4-37-C 2010-01-258 16-22-13%ADH-20-50-10ML-
Z254NN- 25N M
Last changed  1F11/2010 8:51: 22 PM by LTL

inalysiz Method : DiA\LOYWLTLADATANLTL-4-374LTL-4-37-C 2010-01-25 l6-22-13%STGLOO0O0Z. DADALM

ADH-20-530-10ML- 2540M-2 SMIN . M)
Last changed TO3F3F2010 4:08:3% P by dxg
(modified afcer loading)

WO A, MiEelength=254 nm (OALCLTLOATALTL-4 3L TL-4-27-C 201 0:01-22 16-22- 1205151000002 .07
mAU =
100
COOCH,
g MH
80
&
o
[ =0l
G0 H
Bda
40 4
20
]
T T T T T
8 10 12 14 15 15 min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution H 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1  5.1Z1 EE 0.4025% 2767.35547 101.376685 50.Z840
2 14,337 EB 0.6163 2738.2825%6 65.83073 49.7360

Totals : 5505.63843 167.20741

Instrument 1 3/3/2010 4:06:44 PM dig
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Data File D:%LOSVLTLADATANLTL-4-374LTL-4-37-C 2010-01-28 16-22-13%5TG1000004.D
Sample Name: LTL-4-37B-1

Ang. Operator : LTL kel

e
Anef. Imstrumert @ Instrumert 1 Location : Vial 63
Injection Date @ 172872010 5:Ze:08 PH Inj : 1
Inj Volume : 5 pl
Ao, Method i DALY LTLNVdatay LTL-4-37, LTL-4-37-C 2010-01-258 16-22-13%ADH-20-50-10ML-
Z254NN- 25N M
Last changed  1F11/2010 8:51: 22 PM by LTL

inalysiz Method : DiA\LOYWLTLADATANLTL-4-374LTL-4-37-C 2010-01-25 16-22-13%STGLO00004. DADALM

ADH-20-530-10ML- 2540M-2 SMIN . M)
Last changed TO3F8F2010 T7:32:47 M by 2zh
(modified afcer loading)

WO A, MiEelength=254 nm (OALCLTLOATALTL-4 3L TL-4-27-C 201 0:01-22 16-22- 1205 15100000407
mal =

300 4

260

200+

&

150 -

100

50

o T
T T T T T
g 10 12 14 16 15 min
Area Perce julujard
Sorted By : Fiomal
Maltiplier H 1. 0000
Dilution : 1. 0000
Use Maltiplier & Dilution Factor with ISTDs
Signal 1: VD1 A, Wawvelength=254 rm
Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H

1 5.035 EB 0.4053 3521.87535 142, 55354 20.6749
2 14,217 VB 0.6327 1.50474ed  352.00650 79,3251

Totals : 1.559653ed4 494, 60034

Instrument 1 3¢8/2010 7:3Z2:54 PM zzh
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Data File De%LCWLTLADATANLTL-4-50%LTL-4-50-100304 2010-03-04 10-37-Z1\3IG1000004.D

Sammle Name: LTL-4-364

Ang. Operator : LTL kel

ed. :
Anef. Imstrumert @ Instrumert 1 Location @ Wial 73
Injection Date @ 37472010 11:41:05 A Inj : 1
Inj Volume : 5 pl
Ao, Method ¢ DALY LTLNVdatay LTL-4-90Y LTL-4-20-100304 2010-03-04 10-37-Z1%ADH-20-80-
10ML -2 54 M- 251D . M
Last changed  1F11/2010 8:51: 22 PM by LTL

inalysiz Method : DiA\LOYLTLADATANLTL-4-590%LTL-4-50-100304 2010-03-04 10-37-21%5IG1000004.DY

DA.M (ADH-20-30-10ML-2 54NN -2 SHMTH. M)

Last changed To3F442010 2:42:0% I by LTL
(modified afcer loading)
WO A, MiEelength=254 nm (DAL CLT LD ATALTL-4- 9L TL-4H30- 100304 2010-03-004 10-27-21031G1000004.00
mAl 8
H,CO COOCHS
70 3
H
60 = O
Ll
®
50 G @] I
[4
H
a0
Bea

304

204

10

D 1
T T T T T T T T
2 10 12 14 16 18 m o] M min
Area Perce julujard

Sorted By Sigmal
Multiplier 1. 0000
Dilution 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 11.555 EE 0.5700 3003.5%3237  77.77954 50,1759
2 18.233 EB 0.8257 2982.35657  53.21284 495.8201
Totals @ 5986, 32935 130.99235

Instrument 1 3/4/2010 2:42:14 FM LTL
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Data File Du%LCWLTLADATANLTL-4-50%LTL-4-50-100304 2010-03-04 10-37-Z1\3IG1000005.D

Samnle Name: LTL-d4-36B

Ang. Operator : LTL kel

e
Anef. Imstrumert @ Instrumert 1 Location : Vial M
Injection Date @ 37472010 12:07:11 PH Inj : 1

Acg. Method

Inj Volume : 5 pl

10ML -2 54MM-25MTH. M

Last changed ¢ 141172010 8:51: 22 FM by LTL

Inalysis Method :

DA.M (ADH-20-30-10ML-2 54NN -2 SHMTH. M)

Last changed To3F442010 2:42:53 I by LTL

(modified afcer loading)

: DenLONVLTLNVdatah LTL-4-900 LTL-4-%0-100304 2010-03-04 10-37-21%ADH-20-30-

DiWLCYLTLADATANLTL-4-50% LTL-4~-50-100304 2010-03-04 10-37-Z1%3IGLO0000S,DY

WOT A, MiEelength=254 nm (DAL CLT LD ATALTL-4 9L TL-4H30- 100304 2010-03-04 10-27-21031G1000005 .00
mal ] =
HLCO
30
254
20
Bea
15 =
o
10
5 -
o
T T T T T T T
2 10 12 14 16 18 m M min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution H 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal

Peak R
#

1
2

Totals @

1: VUl A, Wavelength=254 rm

etTime Type Width Area Hed ght Area
[min] [min] mAT *= [mAT ] ]

— ||| |
12.031 EE 0.5465 445 21252 12,25995 19.2602

15,274 EB 0.5305 1853.12451  33.57640 80.73598

2332.33704 45, 83635

Instrument 1 3/4/2010 2:43:02 FM LTL
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Data File Da%LCWLTLADATANLTL-4-40-35ANLTL-4-40-3%4 Z010-01-26 20-48-53%3IGLO00005.D

Sammle Name: LTL-4-354

Ang. Operator : LTL kel

e
Anef. Imstrumert @ Instrumert 1 Location @ Vial 23
Injection Date @ 12672010 10:54:01 FM Inj : 1

Inj Volume : 5 pl

Ao, Method : DenLONVLTLNVdatah LTL-4-40-3944 LTL-4-40-3%4 2010-01-26 20-45-58%ADH-30-70-

10ML -2 54 M- SOMIN. M

Last changed ¢ 1/26/2010 8:46:17 FM by LTL
inalysis Method : DiA\LCVLTLADATANLTL-4-40-35A4LTL-4-40-354 2010-01-26 20-45-58\3TGL000005.D%

DA.M (ADH-30-70-10ML-Z 54MM-50MTH. M)

Last changed 3342010 3:55:03 MM by dxg

(modified afcer loading)

WO A, MiEelength=254 nm (DAL CLT LDATALTL-<-40- 20,20 TL--0-3084 20 10-01-25 20-43-5203 15 1000005.00
mAl 3
i
1204
100
80
G0
el
Bfa G ¥
40 L0
P
204
T T T T T T
10 15 20 25 jeli] ] min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution : 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area

#

(min] [min] mAT *s  [mAU | 3

1

§.496 EB 0,350 3675.00342 136.560685 45,5432

2 32.M3im 1.7667 374E2.77710  34.51352 50.4568

Totals @

7417.73052  171.87420

Instrument 1 34372010 3:55:08 PM dig

41

Page 1 of 1



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2011

Data File D:%LCALTLADATANLTL-4-359%LTL-4-3% Z010-01-27 10-33-4003IG10000035.0

Sample Name: LTL-4-359B

LTL Jeq. Line : 3

Acg. Operator
Ao, Instrumert @ Instrumert 1 Location : Vial 26
Injection Date @ LF27F2010 11:41:31 AM Inj : 1
Inj Volume : 5 pl
Acg. Method i D:yLCYLTLYdatay LTL-4-35%4LTL-4-35% 2010-01-27 10-38-40%ADH-30-70-10ML- 254001~
SOMIN. M
Last changed 12642010 S:46:17 PM by LTL

Analysis Method : DiA\LOVLTLADATANLTL-4-3%4LTL-4-3% 2010-01-27 10-35-4003IG1000003.INDALM |

ADH-30-70-10ML-254NM-50MIN . M)
Last changed TOEF4F2010 S:3T7:56 AM by dxg
[modified after loadin

o]
WA A&, WiEvelength=254 nm (DALCLT COATALTL-4 3L TL-4-30 20 10-01-27 10-35-4005 16 1000003 .0

42

mal o &
- T x|
20
G0
40_
20
o
T T T T
10 15 20 25 30 min
Area Percernt Feport
Sorted By : Signal
Mulciplier : 1. 0000
D lution : 1. 0000
Use Maltiplier & Dilution Factor with ISTDs
Signal 1: VD1 A, Wavelength=254 rm
Pealr RetTime Type Width Area Height Area
# [min] [min] mAT “*= [mAlT ] ]
- |- | [ ]
1l 5.46Z EBE 0.3982 Z721.05420 100.24361 2007287
2 32,283 BB 1.5656 1.04060e4 98.78668 T9.2713
Totals @ 1.31270e4  19%.0302%
Instrument 1 37472010 5:38:00 AM dxg Page 1 of
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Data File D:%LOSVLTLADATANLTL-4-45A%LTL-4-4%4 2010-03-0% Z0-35-40053TG1000002.1
Sammle Name: LTL-4-454

Ang. Operator : LTL kel

ed.
Anef. Imstrumert @ Instrumert 1 Location @ Wial 11
Injection Date @ 3/59¢2010 S5:51:30 FM Inj : 1
Inj Volume : 5 pl
Acg. Method : DiALOYLTLYdatay LTL-4-45%ANLTL-4-4%4 2010-03-0% 20-3%-40% ADH-20-50-10ML-
25 4NN- 50N M
Last changed : 141172010 8:52: 24 PM by LTL

inalysiz Method : DiA\LOYWLTLADATANLTL-4-45AN\LTL-4-454 2010-03-09 20-3%9-40% STGLO0000Z. DADALM

ADH-20-30-10ML-Z540M-50M TN . M)
Last changed T 3102010 5:19: 51 AM by LTL
(modified afcer loading)

WO A, MiEelength=254 nm (DAL CLT LDATALTL-<- 8,200 T L9420 1 0-0°3-09 20-23-4005 G 100000 2.0
mal F ™
o
16 - ,{9
COOCH,
14
MH s
Et g P
12 - t‘:ir-@
G o Cl
104
4
H
a4
Boa
ﬁ -
4 -
24
0 L
T T T T T
12 14 16 15 20 23 a4 ] min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution : 1.0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 13.%40 M1 0.7025 725.06317 17.25571 45.5876
2 22,240 MM 1.0617 725.42450 11.45091 50.0124

Totals : 1455, 48795 26, 4662

Instrument 1 31072010 §:1%: 55 AM LTL
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Data File Da%LCWLTLADATANLTL-4-45ANLTL-4-52 2010-03-11 08-37-13%3IGLO0000E.D

Samnle Name: LTL-d4-52

: LTL Sedq. Line : Z
L

Ang. Operator
Anif. Instrumert :
Injection Dace
Acg. Method

Last changed
Inalysis Method :

Last changed

Instrument 1 ocation @ Vial 12

Po3F11/2010 3:4%:35 AN Inj : 1

Inj Volume : 5 pl

Do nLONLTLNVdatah LTL-4-45A0LTL—4- 52 2010-03-11 08-37-13%ATH-20-50-10ML-

254NN~ F0MI .1

T 341172010 8:35:4% AM by LTL

DiALOYLTLADATANLTL-4-45ANLTL-4-52 2010-03-11 08-37-13%3IGL000002.DWDA M |
ADH-Z20-50-10ML- 25 4NM-50MIN . M)

T 341142010 9:24:30 AM by LTL

[modified afcer loading

1
WO A, MiEelength=254 nm (DALCLTLOATALTL-4-42, 2L TL4-52 2010-0311 0837 - TS5 000002 .00
mal
COOCH;
50+ i
Et MH
sy
40 .%q—cj<i:::>ﬁ_ol
e m
3 -(':E H
oD g
30 i
e Bga
204
10+
D -
T T T T
12 14 16 15 20 23 ] min
Area Perce julujard
Sorted By H Sigmal
Maltiplier H 1. 0000
Dilution H 1. 0000

Use Maltiplier & Dilution Factor with ISTDs

Signal 1: VD1 A, Wawvelength=254 rm

Pedlkr RecTime Type Width Area Hed ght Area
# [min] [min] mAT *= [mAT ] H
=== || || | |
1 13.802 MM 0.7046 1220.205955  25.56379 Z5.5660
2 Zl.%3% MM 1.0417 3552.58154  56.54047 74,4340
Totals @ 4772.72114 85, 70426

Instrument 1 3/11/2010 5:24:35 AM LTL
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Data File D:%LCWLTLADATANLTL-4-51E\LTL-4-51E Z010-03-11 16-45-31%3IGLO0000Z.D

Samnle Name: LTL-4-51B

Ang. Operator : LTL kel

ed. : 4
Anef. Imstrumert @ Instrumert 1 Location @ Wial 13
Injection Date @ 31172010 5:01:1% PH Inj : 1
Inj Volume : 5 pl
Ao, Method i DALY LTLNVdatay LTL-4-51BYLTL-4-518 2010-03-11 16-45-31% ADH-20-50-10ML-
254NN H
Last changed T 3FLL/2010 5:16:22 PM by LTL

modified afcer loading

nalysis Method : DiALOVLTLADATANLTL-4-51B%LTL—4-51E 2010-03-11 16-4%-31%3IGLO0000Z, MDA M

ADH-Z0-50-10ML- 2541 M)
Last changed t 3FLL/2010 6:24:44 PH by LTL
(modified afcer loading)

mal ] = o
)

“AVDT A, Ninelength=254 nm (DAL CLTLDATALTL-451BALTLA-518 201 0-02- 11 16-49-210 1G1 00000 2.0

CODCH;

Gorted By H Simmal
Maltiplier H 1.0000
Dilution : 1. 0000

Use Maltiplier & Dilucion Factor with ISTDs

Signal 1: VD1l A, Wawvelength=:254 rm
Peslr RetTime Type Width Area Height Area
# [min] [min] mAT *s [mATT 1 ]

1 22,530 MM 1.0313 2.36556e4  352.79355 50.0871
2 31.73 MM 3.1485 2.36032e4  124.54554 45.512%

Totals : 4,72557e4 507, 735965

Instrument 1 31172010 6:24:45% MM LTL
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Data File Doy LOWVKZV\DATANKEY-T-TONKEY-T-73 2010-03-12 11-07-3443IG1000004.0
Sample Name: LTL-4-534

THC Jeq. Line : 4

Acg. Operator
Ao, Instrumert @ Instrumert 1 Location : Vial 31
Injection Date @ 3FLEF2010 l2:52:02 P Inj : 1
Inj Volume : 5 pl
Acg. Method i D ALCAETDATAN XEY-7-7043EF-7-73 2010-03-1Z 11-07-34)ADH-20-830-10ML-254001-
SOMIN. M
Last changed 11142010 S:52:24 PM by LTL

Analysis Method @ Do\LCWVETDATANET-T7-TO0ET-7-73 20010-03-12 11-07-344 3161000004, INDALH |

ADH-Z20-80-10ML-Z54NM-50M 1. M)
Last changed o 4/24 2010 S:52: 32 AM by LTL
[modified afcer loading)

WAND A, wianelength=24<4 nm OALCHZWOAT S0TY-T- PO T-72 2010403-12 11-07 3405 15 1000004 06
mal ] b ?g,"b
COOCH,
104 HaCooC MH
41 ~—0
M
H
] fha
4
g
g
2_
D- 1
T T T T T
i) 125 25 TS 30 325 o] min
Area Percernt Feport
Sorted By : Signal
Mulciplier : 1. 0000
D lution : 1. 0000
Use Maltiplier & Dilution Factor with ISTDs
Signal 1: VD1 A, Wavelength=254 rm
Pealr RetTime Type Width Area Height Area
# [min] [min] mAT “*= [mAlT ] ]
- |- | [ ]
1l 23.244 MM 1.0578 7T755.50208  1Z.3760% TR.5TLS
2 35.051 MM 1.6452 240, 33896 2.428%1 23.4285
Totals @ 1025, 54103 14.80500
Instrument 1 4/24/2010 5:52:36 AM LTL Page 1 of
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