[-GS-072-2
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500

Archive directory:
Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cd2ci2
Data collected on: Jan 27 2011

Temp. 25.0 C / 298.1 K
Operator: Detty

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.048 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.8993722 MHz
DATA PROCESSING

Line broadening 0.1 Hz

FT size 32768

Total time 0 min 24 sec




[=68=072~13¢
Samp le Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cd3cn
Data collected on: Apr 19 2011

Temp. 23.0 C / 296.1 K
Operator: Detty

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acgq. tim 0.868 sec

Width 18657.9 Hz

22400 repectitions
OBSERVE (€13, 75.4537560 MHz
DECOUPLE H1, 300.0770304 MHz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening ¢ 1 Hz

FT size 82768

Total time 53 hr, 41 min




Page 1 of 1

Data File C:3HPCHEM\1\DATA\DETTY1\DETTYOOZ.D Sample Name: 072
Injection Date : 6/27/2011 7:49:41 PM Seq. Line : 2
Sanple Name 072 Location : Vial 2
Acog. Operator : JCV Inj : 1
Injy Volume : 3 nl
Acog. Method : C:\HPCHEMA IANMETHODS, CODY\DET610MNHM. M
Last changed 1 6/27/2011 6:57:46 PM by JCV
dnalvysis Method : C:\HPCHEM\1\METHODS'CODY\DETZ235.M
Last changed T 6/28/2011 6:13:32 PM bv JCV

(modified after loadine)

3
I
| o
el g
7

Sorted By 5 Signal
Multiplier H 1.0000
Dilution H 1.0000
Uze Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 D, Sig=610,2 Ref=440,50

Peak RetTime Type TWidth LArea Height Area ®
# [min] [min] [mal*s1] [ ATl % Me,N IS NMe,
2

e | === | === | === R | === mm |
5 5.887 MM 0.2865 2.04529 1.18997%7e-1 1.3620
2 7.445 MM 0.5798 145.118986 4,25782 98.6380

Totals : 150.16424 4,37682

Rezults obtained with enhanced integrator!

*#*+% End of Report #++

Instrument 1 6/28/2011 6:17:05 PM JCV Page 1 of 1

file://C:\Users\gregorys\AppData\Local\Temp\072.gif 8/25/2011



I-GS-093

Sample Name:

Data Collected on: (/
chemnmr500.chem.buffalo.edu-inova500

Archive directory:

Sample directory:

FidFile: PROTON )
Pulse Sequence: PROTON (s2pul) /]
Solvent: cd2cl2 -
Data collected on: Feb 14 2011 N 5 DR e

Temp. 25.0 C s 298.1 K
Operator: Detty |

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.048 sec

Width 8000.0 Hz \

8 repetitions |
OBSERVE H1, 499.8993722 MHz

DATA PROCESSING |
Line broadening 0.1 Hz |
FT size 32768 |
Total time 0 min 24 sec
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I-G65~093-13C

Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cd2ci2
Data collected on: Apr 23 2011

Temp.. 22.0 € 4 2985.1 K ‘
Operator: Detty . |

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 0.868 sec
Width 18867.9 Hz
23680 repetitions
OBSERVE C13, 75.4537574 MHz :
DECOUPLE H1, 300.0750191 MHz : T S8 B
Power 38 dB : "
continuously on o e | Wl
WALTZ-16 moculac.d vy padte \
DATA PROCESSING : ) 10
Line broadening 1.¢ 0z i i
FT size 32768
Total time 53 hr, 41 min
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Data File C:\HPCHEM\I1\DATA\DETTYI\DETTYOOS.D

Page 1 of 1

Sanple Name: 093

Injection Date : 6/25/2011 12:27:14 AM 3eq. Line : 5]
Sample Name : 093 Location : Vial 8
Aceg. Operator : JCV Ing : 1
Ini Volume : 3 nl
Acg. Method : C:\HPCHEMA1ZMETHODSY,CODY\DETS10NM. M
Last changed 1 672772011 6:57:46 PM by JCV
dnalysis Method : C:\HPCHEM\1\METHODS\CODY\DET238.M
Last changed T 6/28/2011 6:26:29 PM bv JCV
(modified after loading)
DAD1 D, Sig=610,2 Ref=440,50 (DETTYNDETTY00S.D)
mal ﬁ {\\
8 L
17 57 AP
15
12.57
10
F5
5
il
Wi
25 56\ ._r\’?*"%
%
D -
L LI T T T F LA | T i
0 5 10 15 20 25 20 35 40 mi
irea Percent Report
Sorted By o Signal
Multiplier : 1.0000
Dilution s 1.0000

Use Multiplier & Dilution Factor with ISTDs

Jignal 1: DAD1 D, Sig=610,2 Ref=440,50

Peak RetTime Type Width Area Height Area
# [minl [minl [mal*s] [ Wil %

1 2.208 MM 0.1229 6.71268e-1 9.10290e-2 0.1865

2 3.692 MM 0.32356 356.77057 18.37569 99.2619

3 4,221 MM 0.2492 1.98172 1.32532e-1 0.5514
Totals : 359.42355 13.59925

Results obtained with enhanced integrator!

**% End of Report ##%%

Instrument 1 6/28/2011 6:28:03 PM JCV

file://C:\Users\gregorys\AppData\Local\Temp\093.gif

Page 1 of 1

8/25/2011



[-GS-087
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500

Archive directory:
Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cd2cl2
Data collected on: Feb 10 2011

Temp. 25.0 C / 298.1 K
Operator: Detty

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.048 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.8993722 MHz
DATA PROCESSING

Line broadening 0.1 Hz

FT size 32768
Total time 0 min 24 sec
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I-6S5-087-13C
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cd2cl2
Data collected on: May 1 2011

Temp. 22:1 C 7 285.2 K
Operator: Detty

Relax. delay 1.000 sec
Pulse 45.0 degrees

“co. time 0.868 sec
188667 .9 Hz
repetitions
CAds, -75.4587574 MHz
306.0760191 MHz

on
WAL TZ- 18 suiated

DATA PROCESSING

Line broadswing 0.5 Wz
FT size 32768
Total time 536 hr, 57 min
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Page 1 of 1

Data File C:\HPCHEM\1“DATA\DETTY1\DETTY0O0S5.D Janple Name: 087
Injection Date : 6/27/2011 10:54:44 PM Jeq. Line : 5
Sample Name : 087 Location : Vial 6
Acg. Operator 1 JCV Inj : 1
‘ Ini Volume : 3 nl
dcg. Method : C:NHPCHEM: INMETHOD3CODY\DETS10NM. M
Last changed : 672772011 6:57:46 PM by JCV

Analvsis Method : C:\HPCHEM\1\METHODS\CODV\DET238.M
Lazt changed : B/28/2011 6:21:42 PM bv JCV
(modified after loadineg)

DAD1 D, Sig=610,2 Ref=440,50 (DETTY1\DET TY0D05.D)
mAL E rgkg\h
un s
175 ?@’p
15
125
10
7.5
5 -
N
fig
2.5 g e
e
T T T T LR T T T
0 5] 10 15 20 25 20 25 40 mi

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 D, Sig=610,2 Ref=440,50

Peak RetTime Tvpe Width Area Height Area
# [mini [min] [mal+*s] [mall] %

1 3.000 MM 0.1614 1.76412 1.52134e-1 0.4783
2 5.273 MM 0.3156 367.07419 19.38569 99,5217

Totals : 368.83831 19.56782

Results obtained with enhanced integrator!

**% End of Report *#*

Instrument 1 6/28/2011 6:25:09 PM JCV Page 1 of 1

file://C:\Users\gregorys\AppData\Local\Temp\087.gif 8/25/2011




I-GS-085-1

Sample Name:
I-MB-029top
Data Collected on:

chemnmr500.chem.buffalo.edu-inove

Archive directory:
Sample directory:
FidFile: H1

Pulse Sequence: s2pul
Solvent: cd2ci2

Data collected on: Feb 16 2011

Temp.. 25.0 C 7 288.1 K
Operator: Detty

Pulse 45.0 degrees
Acg. time 1.892 sec
Width 8000.0 Hz
8 repetitions
OBSERVE H1, 499.8993723 MHz
DATA PROCESSING
Line broadening 0.1 Hz
FT size 32768
Total time 0 min 15 sec

o TS

ppm




[=GS—=085=18C
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cd2cl2
Data collected on: Apr 24 2011

Temp. 21.6 C / 294.8 K
Operator: Detty

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. t & 0.868 sec

Width .0&67.9 Hz

24704 repetitions
OBSERVE C13 75.4537574 MHz
DECuui*l: H1, 300.0768191 MHz
Power 33 dR
inunusiy on

=15 modulated

DATA PROCESSING
Line broadening .5 Hz
FT size 32768
Total time 536955 hr, 14 min
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Data File C:\HPCHEM\I\DATA\DETTY1,054R.D

Injection Date : 6/28/2011 4:58:55 PM

Sample Name : D54R Location : ¥Vial 1
Acog. Operator : JCV

Injy Volume : 3 ul
Acog. Method : C:ZHPCHEMN 1AZMETHODS CODYZ\DETOS54.M
Last changed i 6/28/2011 4:55:44 PM by JCY

(modified after loadindg)
inalvysis Method : C:\HPCHEM\1.METHODS'CODY\DET233.HM
Last changed T B/28/2011 6:10:56 PM bv JCV
(modified after loading)

Page 1 of 1

Jample Name: 054R

mALl ]

3.5

Sorted Bv : Signal

Multiplier 3 1.0000

Dilution : 1.0000

Sample Amount : 5.00000 [ngsful] (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 D, 35ig=610,2 Ref=440,50

Peak RetTime Type Width Area Height Area
# [minl [min] [maT*s] [T %

S eobetis e [ i | | ca— |
1 6.249 MM 0.1896 §.46591le-1 7.44468e-2 0.108%9
2 6.742 MM 0.4257 4,94734 1.92330e~1 0.6362
3 8.124 MM 0.5260 15.03427 4.76363e-1 1.9333
4 9,502 MM 0.6507 4,27614 1.09531e-1 0.5499
5 12.575 MM 3.1715 752.55219 3.95473 96.7718

Totals : 777.656584 4,30740

Results obtained with enhanced integrator!

#*%% End of Report #%%

Instrument 1 6/28/2011 &:13:31 PM JCV

file://C:\Users\gregorys\AppData\Local\Temp\054.gif

Page 1 of 1

8/25/2011



I-GS-075
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500

Archive directory:
Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cd2ci2
Data collected on: Jan 27 2011

Temp. 25.0 C / 298.1 K
Operator: Detty

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.048 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.8993722 MHz
DATA PROCESSING

Line broadening 0.1 Hz

FT size 32768
Total time 0 min 24 sec

S NMe,




| a3
I =GS—=0725
\ N
Sample Name:

\ O
Data Collected on: | \ PFg —
roesy.chem.buffalo.edu-mercury300 | \ o S
Archive directory: | \ %
Sample directory:
2 g =
FidFile: I-GS-075-13C | \
| \ Cl/
Pulse Sequence: CARBON (s2pul) | N S |
Solvent: cd2cl2 1‘ \ NMe, |
Data collected on: Apr 29 2011 1 \ 7
Temp. 21.0 C / 294.1 K
Operator: Detty
|
Relax. delay 1.000 sec |
Pulse 45.0 degrees
Acq Lime 0.8A8 sec it e
Widn 13867.9 Hz o 9
26880 repetitions s o i ; g
OBSERVE C13, 75.4537585 MHz P 5 W
DECOUFL.E Hi, 300.0760191 MHz HE R ! f
Power 38 dB
continuousty on e . o h
WALTS-16 moduiated 3 Saiatey
DATA PROCESSING
Line proadening 0.5 Hz

FT size 32768
Total time 536 hr,

57 min
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Page 1 of 1

Data File C:%HPCHEM\1\DATA\DETTY1\DETTY005.D Sample Name: 075
Injection Date : 6/27/2011 10:08:31 PM 3eq. Line : 5
Sanple Name : 075 Location : Vial 5§
Ace. Operator : JCW Ini : 1
Inj ¥olume : 3 nl
Acg. Method : C:\HPCHEM)\ I\METHODS\ CODY\DET&10MHM. M
Last changed : 6/87/2011 6:57:46 PM by JCV
Analvsis Method : C:\HPCHEM\1\METHODS\CODY\DETZ35.M
Last changed : 6/28/2011 6:20:22 PM bv JCV

(modified after loadineg)

DAD1 D, Sig=510,2 Ref=440,50 (DETTY\DETTY0D0D5.D)
mAU B g
[r rﬁ}
12 4 ?§¢
10
g
6 -
4_
5y

2 g o

ey

o
0 i

T ol T T T T U T
8] 5 10 15 20 25 20 25 40 mi

Sorted By 5 Signal
Multiplier : 1.0000
Dilution - 1.0000

Use Multiplier & Dilution Factor with ISTD=z

Signal 1: DAD1 D, 5ig=610,2 Ref=440,50

Peak RetTime Type Width Area Height Area
# [mini [mind [mal+*z] [l %

Bl 3.133 MM 0.1641 7.13480e-1 7.24673e-2 0.1976
2 5.768 MM 0.4576 360.35198 13.12644 99,8024

Totals : 361.09544 13.19591

Results obtained with enhanced integrator!

***% End of Report #**%

Instrument 1 6/28/2011 6:21:41 FM JICV Page 1 of 1

file://C:\Users\gregorys\AppData\Local\Temp\075.gif 8/25/2011



1=A0~238=2
Sample Name:
Data Collected on:

chemnmr500.chem.buffalo.edu-inova500
Archive directory:

Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cd2cl2
Data collected on: Jan 24 2011

Temp. 25.0 C s 298.1 K
Operator: Detty

Pulse 45.0 degrees

Acq. time 2.048 sec
Width 8000.0 Hz

8 repetitions i
OBSERVE H1, 499.8993722 MHz

DATA PROCESSING NEt,
Line broadening 0.1 Hz
FT size 32768
Total time 0 min 24 sec

|
Relax. delay 1.000 sec
|

s




1-A0-238-13C-2
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cd2c12
Data collected on: Jan 24 2011

Temp. 21.0 C / 294.1 K
Operator: Detty

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 0.868 sec

Width 18867.9 Hz

4608 repetitions
OBSERVE C13, 75.4537528 MHz
DECOUPLE H1, 300.0760191 MHz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 32768
Total time 268 hr, 28 min




Data File C:\HPCHEM\1\DATA\DETTYI\DETTYOl6.D

Injection Date : 6/28/2011 6:37:52 AN Seq. Line : 16
Sample Nane : 238 Location : Vial 16
Acg. Operator : JCV Ing : 1

Ini Volume : 3 ul
Acg. Method : C:\HPCHEM\1\METHODS\CODY\DET610NM.H

Last changed : 642772011 6:57:46 PM by JCV

knalvsis Method : C:\HPCHEM\1\METHODS\CODY,DETZ38.HM

Last changed : 6/28/2011 6:34:14 PM by JCV
(modified after loading)

Page 1 of 1

Sample Name:

DAD1 D, 5ig=610.2 Ref=440,50 (DET TY1\DET T¥016.0)
mAU
30 e
éﬂﬁ : - S
?S
25
20
15
10 PFg
©
, o
T g
: AN
| I T T 7 T 1 I
0 5 10 15 20 25 20 35

Sorted By : Sigmal
Multiplier H 1.0000
Dilution H 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal l: DAD1 D, Sig=610,2 Ref=440,50

Peak RetTime Type Width Area Height Area
# [mini [mind [wAU*31 [mal] %

e Bt R e e e | =mmmmmmm- R |
1 4.087 MM  0.3064  1.12949 6.14385e-2  0.1327
2 4,867 MH 0.4601 848.75684 30.74488 99.6825
3 8.937 MM 0.5441 1.57373 4.82028e-2 0.1548

Totals : 851. 46006 30.85453

Results obtained with enhanced integrator!

##%% End of Report **%%

Instrument 1 672872011 6:36:21 PM JCV

file:///C :/Users/Alex/AppData/Local/Microsoft/Windows/Temporary%2OInternet%ZOFiles... 3/30/2012



™

1-A0-237-7
Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cd2cl2
Data collected on: Apr 29 2011

Temp. 21.0 C , 294.1 K
Operator: Detty

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 1.706 sec
Width 4803.1 Hz
8 repetitions
OBSERVE H1, 300.0744612 MHz
DATA PROCESSING
Line broadening 0.1 Hz
FT size 16384
Tctal time 0 min 23 s«

e T i I T T T T g

T




STANDARD CARBON PARAMETERS

Sample Name: |- A -

Data Collected on:
roesy.chem.buffalo.edu-mercury300
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Seguence: CARBON (s2pul)
Solvent: cd2cl2
Data collected on: Apr 29 2011

Temp. 21.0 C / 294.1 K
Operator: Detty

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 0.868 sec

Width 18867.9 Hz

10006 repetitions
OBSERVE C13, 75.4537551 MHz
DECOUPLE H1, 300.0760191 MHz

Power 23 dB
¥ cusly on Rt AR L
WALt £-16 modulated il =

DATA PROCESSING

lLine broadening 0.5 Hz
FT size 32768
Total time 5 hr, 22 min




Page 1 of 1

Data File C:\HPCHEM\1\DATA\DETTY1\DETTYQl5.D Sample Name: 237
Injection Date : 6/28/2011 5:51:37 AM Seq. Line : 15
Sanple Nane 1 237 Location : Vial 15
Acg. Operator : JCV Ini : 1
Iny Volume : 3 ul
Acg. Method : C:\HPCHEM\ I\METHODS\CODY\DETS510NM. M
Last changed  6/27/2011 6:57:46 PM by JCV
Analysis Method : C:\HPCHEM\1\METHODS\CODY\DET238.HM
Last changed  6/28/2011 6:32:54 PM bv JCV

(nodified after loading)

DAD1 D, Sig=610,2 Ref=440,50 (DETTYNDETTYD15.0)
mAU 7]
10
B_
aa
4_
2_
0]
T L
o] 35 a0 mi
Sorted By
Multiplier -
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD]1 D, Sig=610,2 Ref=440,50
Peak RetTime Twpe Width Area Height Area
# [min] [minl [walU*3] [ ATl %
e | === l=m—rmr= [mmmmmmmm e | —rmm—— R it |
1 3.917 MM 0.2118 1.00905 7.96317e-2 0.1566
2 5.095 MM 0.4687 2.62810 9.34609e-2 0.4077
| 6.793 MM 0.2965 2.79995 1.57371e-1 0.4344
4 7.564 MM 0.9230 638.09924 11.52272 99.0013
Totals : 644, 53634 11.85318
Results obtained with enhanced integrator!
**% End of Report #*#*%
Instrument 1 6/28/2011 6:34:14 PM JCV Page 1l of 1

file:///C:/Users/Alex/AppData/Local/Microsoft/ Windows/Temporary%20Internet%20Files... 3/30/2012



1-A0-280-3
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500

Archive directory:
Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cd2cl2
Data collected on: May 17 2011

Operator: Detty

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.048 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.8993732 MHz
DATA PROCESSING

Line broadening 0.1 Hz

FT size 32768

Total time 0 min 24 sec




1-A0-280-13C

Sample Name:

Data Collected on:
roesy.chem.buffalo.edu-mercury300

Archive directory:

Sample directory:

FidFile:

Pulse Sequence:

Solvent:
Data col

Operator:

CARBON

cd2cl2

lected on:

Detty

CARBON (s2pul)

May 17 2011

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 0.868 sec

Width 18867.9 Hz

15072 repetitions
OBSERVE C13, 75.4537539 MHz

DroucrcE H1, 300.0760191 MHz PrEen
Fower 38 dB ;
continuously on
WALTZ-16 modulated
DATA FROGCESSING

Line broadening 0.5 Hz
Pl size 52768
Total time 536 hr,

57 min
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Page 1 of 1

Data File C:\HPCHEM\I\DATA\DETTY1\E36.D Sample Name: 235L1
Injection Date : 7/5/2011 9:51:21 PH
Sample Name : 236L1 Location : Vial 43
Acg. Operator  JCV
Iny Volume : 3 ul
Acg. Method : C:\HPCHEM\ 1\METHODS\CODY\DET610NM. M
Last changed : 74572011 5:5B:53 PM by JCV
inalvsis Method : C:\HPCHEM\1\METHODS\CODY\DET717NM.M
Last changed : 7/5/2011 9:58:58 PH by JCV

(modified after loading)

DAD1 D, Sig=810.2 Ref=440,50 (PETTY1\236.0)

mAl - ~
&
»;{-‘

12 - ﬁés

10

8 -

B =

PFg
S,
g >
X
T T T T T
0 10 20 30 40 50 m
Area Percent Report
Sorted By : Signal
Multiplier H 1.0000
Dilution H 1.0000
Sample Amount H 5.00000 T[ng/ul] {not used in calc.)
Use Multiplier & Dilution Factor with ISTDs
Signal 1l: DAD1 D, Sig=610,2 Ref=440,50
Peak RetTime Tvpe Width Area Height Area
# [min] [min] [maU*s] [mal] %

1 7.620 MH 1.0041 B818.7614l 13.59078 90.5248
2z 9.988 MM 1.3780 60.51088 7.3189le-1 6.7198
3 23.546 MM 2.9797 21.20992 1.18637%7e-1 2.3554

Totals : 900. 48221 14. 44131

Results obtained with enhanced integrator!

#%% End of Report #*¥%

Instrument 1 7/5/2011 11:30:37 PM JCV f Page 1 of 1

file:///C:/Users/Alex/AppData/Local/Microsoft/Windows/Temporary%20Internet%20Files... 3/30/2012



e il

1-A0~2789=4
Sample Name:

Data Collected on:
chemnmr500.chem.buffalo.edu-inova500

Archive directory:
Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cd3cn
Data collected on: May 17 2011

Operator: Detty

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.048 sec

Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499.9010674 MHz

DATA PROCESSING
Line broadening 0.1 Hz
FT size 32768
Total time 0 min 24 sec | N




1-A0-145

Pulse Sequence: s2pul

Solvent: cd2cl2
Ambient temperature
GEMINI-300 "roesy.chem.buffalo.edu"

Relax. delay 5.000 sec

Pulse 90.0 degrees

Acq. time 1.706 sec

Width 18761.7 Hz

1472 repetitions

OBSERVE C13, 75.4537673 MHz
DECOUPLE H1, 300.0760192 MHz
Power 1023 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 19 hr, 25 min, 9 sec

|




Page 1 of 1

Data File C:\HPCHEM\1\DATA\DETTY1\DETTYO1l7.D Janple Name: 279
Injection Date : 6/28/2011 7:24:06 &M Seq. Line : 17
Sample Name 279 Location : Vial 17
Acg. Operator : JCV Inj : 1
Iny Volume : 3 ul
&cg. Method : C:\HPCHEM\ 1\METHODS'CODY\DET610NM. M
Last changed : 6/27/2011 6:57:46 PM by JCV
Analysis Method : C:\HPCHEM\1\METHODS\CODY\DET238.M
Last changed : 6/28/2011 6:36:21 PM by JCV

(nodified after loading)

Sorted By : Signal
Multiplier - 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 D, Sig=610,2 Ref=440,50

Peak RetTime Type Width Area Height Area
# [min] [minl [wAU*s] [l %

1 3.054 MM 0.1488 1.12930 1.2644%-1 0.3818
2 4,39 MM 0.2429 1.19655 8.21087e-2 0.4046
3 5.714 MM 0.2570 3.75251 2.43331le-1 1.2688
4 7.562 MM 0.3264 7.82627e-1 3.899667e-2 0.2645
5 8.853 MM 0.8969 288.90286 5.3688z 97.6802

Totals : 295.76385 5.86068

Results obtained with enhanced integrator!

*%*% End of Report #*+*

Instrument 1 6/28/2011 6:37:27 PM ICV Page Ll of 1
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1-A0-059 - f’r;,(;rb‘&*‘;r"

Pulse Sequence: s2pul

Solvent: CDC13

Ambient temperature

INOVA-500 *tocsy.chem.buffalo.edu"

Relax. delay 2.000 sec
Pulse 39.7 degrees
Acg. time 1.891 sec
Width 10000.0 Hz
16 repetitions
OBSERVE H1, 499.8984007 MHz
DATA PROCESSING
Line broadening 0.1 Hz
FT size 65536
Total time 1 min, 18 sec

NMe,

—




1-A0-059-13C

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
GEMINI-300 "roesy.chem.buffalo.edu"

Relax. delay 5.000 sec

Pulse 90.0 degrees

Acgq. time 1.706 sec

Width 18761.7 Hz

736 repetitions

OBSERVE C13, 75.4536195 MHz
DECOUPLE H1, 300.0754431 MHz
Power 1023 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.1 Hz
FT size 65536
Total time 1 hr, 59 min, 57 sec
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1-A0-032-b

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 ‘'"tocsy.chem.buffalo.edu"

Relax. delay 2.000 sec
Pulse 39.7 degrees
Acg. time 1.891 sec
Width 10000.0 Hz
16 repetitions
OBSERVE H1, 499.8984013 MHz
DATA PROCESSING
Line broadening 0.1 Hz
FT size 65536
Total time 1 min, 18 sec
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1-A0-031-carbon-2

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
GEMINI-300 ‘“roesy.chem.buffalo.edu"

Relax. delay 5.000 sec
Pulse 90.0 degrees
Acq. time 1.706 sec
Width 18761.7 Hz
528 repetitions
OBSERVE C13, 75.4536583 MHz
DECOUPLE H1, 300.0754431 MHz
Power 1023 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 1.0 Hz
FT size 65536
Total time 1 hr, 59 min, 57 sec




1-A0-049-4

Pulse Sequence: s2pul

Solvent: CDCI13
Ambient temperature 2
INOVA-500 '"tocsy.chem.buffalo.edu" e

Relax. delay 2.000 sec

Pulse 39.7 degrees

Acq. time 1.891 sec

Width 10000.0 Hz

16 repetitions
OBSERVE H1, 499.8983992 MHz
DATA PROCESSING

Line broadening 0.1 Hz

FT size 65536

Total time 1 min, 18 sec
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1-A0-037-carboni13

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
GEMINI-300 '"roesy.chem.buffalo.edu"

Relax. delay 5.000 sec
Pulse 90.0 degrees
Acq. time 1.706 sec
Width 18761.7 Hz

672 repetitions
OBSERVE C13, 75.4536195 MHz
DECOUPLE H1, 300.0754431 MHz
Power 1023 dB

continuously on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.1 Hz
FT size 65536

Total time 1 hr, 59 min, 57 sec




1-Al=188~2

Pulse Sequence: s2pul

Selvents CDC13

Ambient temperature

Sample #2

File: 1-A0-135-2

INOVA-500 "nmrdata.chem.buffalo.edu"

Relax. delay 1.000 sec

Pulse 47 .9 degrees

Acg. time 1.800 sec

Width 6000.6 Hz

16 repetitions
OBSERVE H1, 399.9389018 MHz
DATA PROCESSING

Line broadening 0.1 Hz

FT size 32768

Total time 0 min, 44 sec
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1-A0-122-13C

Pulse Sequence: sZpul

Solvent: cd2cl12

Ambient temperature

Sample #2

File: 1-A0-122-13C

INOVA-500 "nmrdata.chem.buffalo.edu"

Relax. delay 5.000 sec

Pulse 90.0 degrees

Acg. time 1.706 sec

Width 18761.7 Hz

1024 repetitions
OBSERVE C13, 75.4537682 MHz
DECOUPLE H1, 300.0760192 MHz
Power 1023 dBb

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.1 Hz

FT size 65536
Total time L hry, 55 min, 2 seec

Me

“ﬂezN

22




	Supplementary_Data_NMR_HPLC.pdf
	Compounds_2_3_5-7.pdf
	Compound_2.pdf
	Compound_3.pdf
	Compound_5.pdf
	Compound_6.pdf
	Compound_7.pdf

	Compounds_9_15.pdf
	Compound_9.pdf
	9_H.pdf
	9_C.pdf
	HPLC_9.pdf

	Compound_10.pdf
	10_H.pdf
	10_C.pdf
	HPLC_10.pdf

	Compound_11.pdf
	11_H.pdf
	11_C.pdf
	HPLC_11.pdf

	Compound_12.pdf
	12_H.pdf
	12_C.pdf
	HPLC_12.pdf

	Compound_15.pdf


	Spectra_19_22.pdf

