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Data Collected on: 1
Zr.Chem.LSA.UMich.edu-inova400 MeO..,
Archive directory: |

Sample directory:

FidFile: PROTON mixture of ~1.6:1
major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 18 2009

Temp. 23.0 C / 296.1 K
Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions

OBSERVE H1, 399.9649488 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

\
13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
ey W e iy
1.81 2.87 2.03 217 1.14 .17
2.73 0.34 2.66  1.101.9400

Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400

Archive directory:

Sample directory:

FidFile: CARBON

128.267

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 18 2009

128.351

Temp. 23.0 C / 296.1 K
Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

160 repetitions
OBSERVE C13, 100.5712689 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 45 min

77.317

144,
40.709

128.431
.000
76.683

36.368
5.773
27.061

26.538
26.428
17.879
16.743

34.167
12.146
11.921

125.795
29.967
28.533
27.923

125.722
61.006
/Z

164.127
163.631
142.216
141.942
61.033

W ——————— A

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Ga.Chem.LSA.UMich.edu-vnmrs400 MeO.
Archive directory:

Sample directory: OAc

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 19 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acqg. time 3.500 sec

Width 6410.3 Hz

16 repetitions
0BSERVE H1, 399.5389191 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

Ll !

y by PELL
2.04 1.92 1.972.103212.00
2.7 2.86 0.932.8507 3.00

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400
Archive directory:

Sample directory:

FidFile: CARBON

128.324
128.301

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 19 2009

Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

48 repetitions
OBSERVE C13, 100.7109792 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 1 hr, 29 min

125.851
77.317
.000
76.683
65.184
45.009
36.158
27.396
27.318
22.340
11.313

61.296
20.902

159.886

170.921
141.771

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Sn.Chem.LSA.UMich.edu-inova500
Archive directory:

Sample directory:
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 26 2009

Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions

0BSERVE H1, 499.9042604 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

Ph

MeO\N

OAc

3and 4

HCI Ph

CH,Cl,
3h,70°C
X = NOMe (3) or O (4)
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Data Collected on: NM
Ga.Chem.LSA.UMich.edu-vnmrs400 |

Archive directory:

Sample directory:

mixture of ~3:1

FidFile: PROTON major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 22 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6410.3 Hz

16 repetitions

0BSERVE H1, 399.5389191 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

e R i ey
2.24 0.49 0.2®.13 0.52.87 23226
2.87 1.49 2.092.761.673.620.3.80

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400
Archive directory:

Sample directory:

45.558
36.436
36.293
35.949
33.475
33.332
33.039
29.448
29.027

FidFile: CARBON

77.317
77.000
76.683
50.443
28.408
27.481
20.698

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 22 2009

128.374
128.344

Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

192 repetitions
OBSERVE (€13, 100.7109785 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 44 min

t28185
125.978
27.087
20.659
18.220
17.432
14.023
12.272
12.078

175.714
141.547
128.460
125.572

175.293
142.640

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: 6
Zr.Chem.LSA.UMich.edu-inova400 o)
Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 15 2009

Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions

O0BSERVE H1, 399.9649491 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
b Tl
1.96 2.06 2.04 1.03 3.00
2.69 3.00 1.15 3.03

Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400
Archive directory:

Sample directory:
FidFile: CARBON
Pulse Sequence: CARBON (s2pul)

Solvent: cdcl3
Data collected on: Oct 15 2009

128.431
128.328

Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

128 repetitions
OBSERVE (13, 100.5712685 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 1 hr, 30 min

125.867
77.320
000
76.683
47.850
40.308
35.144
25.897
25.085
15.900
11.688

141.724

214.596

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: 7
Ga.Chem.LSA.UMich.edu-vnmrs400 HOWN
Archive directory: |

Sample directory:

FidFile: PROTON mixture of ~3.3:1
major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jun 17 2009

Temp. 23.0 C / 296.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6410.3 Hz

16 repetitions
OBSERVE H1, 399.5389191 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

8
e W L
.01 0.50 1.132.99
2.37 0.23 2.272.03 1.05 3.00

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400
Archive directory:

Sample directory:

128.262

FidFile: CARBON

128.347

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 17 2009

Operator: sharose

Relax. delay 0.100 sec
Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

48 repetitions

OBSERVE C13, 100.7109835 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 22 min

40.552
36.332
35.551
33.363
29.564
27.670
26.399
17.613
16.512
12.129
11.808

27.512
26.963

26.457

125.781

164.432
141.902
128.413
125.750
77.317
.000
76.683

163.964

o . ok . " " —— . el . )
y W A ; y N u Y Y i iy " MV u f

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400 HO..
Archive directory: P

/export/home/chempack/vnmrsys/data
Sample directory:

S1

FidFile: 2SRN187_clean_1H mixture of ~8:1

major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Nov 11 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions
OBSERVE ~ H1, 399.9649488 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

— e oW wy
1.03 0.96 0.421.220.43
0.12 2.76.123.8027

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

77.317
76.683
41.206
32.525
26.808
26.453
17.490
16.597
15.314
11.928
T1.766

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 10 2009

Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

240 repetitions
OBSERVE C13, 100.7109769 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 1 hr, 29 min

10.363

161.943

——

220 200 180 160 140 120 100 80 60 40 20 0 ppm

S8



Data Collected on: s2
Zr.Chem.LSA.UMich.edu-inova400 0 HO'N
Archive directory: 7

Sample directory:

o mixture of ~3.4:1
FidFile: PROTON major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 4 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions

O0BSERVE H1, 399.9649488 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
ey W Ll e e
0.77 1.92 0.22 0.48 3.122.98
1.79 1.96 2.29 2.00.13 3.00

Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400

Archive directory:

Sample directory:

FidFile: CARBON

133.771
123.094

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 4 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.100 sec 2 ©
Pulse 45.0 degrees m-:\ggg';g:’\g o 5w ~
Acq. time 2.607 sec P2 Y2 e Y59 85233 3IR
Width 25141.4 Hz Yoo N VR8s R TS
128 repetitions g S53 o~ zgw -2sT
OBSERVE C13, 100.5712704 MHz " So® o~
DECOUPLE H1, 399.9669644 MHz T g § ® g8
Power 39 dB ~ o~ NN e
continuously on 3 T
WALTZ-16 modulated T
DATA PROCESSING
Line broadening 1.0 Hz
FT size 131072
Total time 45 min ©
®
<
©
AN ERARSTRPHDSHRRY v —— IR S S ——
\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Zr.Chem. LSA.UMich. edu- inova400 HO.,, s

Archive directory: al |
/export/home/chempack/vnmrsys/data

Sample directory:

mixture of ~6:1

FidFile: 3SRN275a_1H major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Nov 11 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

8 repetitions

0BSERVE H1, 399.9649490 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time O min 40 sec

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
— e b
0.68 0.20 0.47 10.46 3.00
1.75 2.271.96 3.07

Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400
Archive directory:

Sample directory:
FidFile: CARBON
Pulse Sequence: CARBON (s2pul)

Solvent: cdcl3
Data collected on: Aug 3 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

77.317
77.000
76.683

Relax. delay 0.100 sec
Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

128 repetitions

OBSERVE C13, 100.5712666 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 11 min

32.569
29.986
29.349
28.537
27.038

26.737
26.573
25.855
17.666

26.115
12.142

45.103
40.553
33.351
26.466
11.830

165.122

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:

Sn.Chem.LSA.UMich. edu-inova500 OH

Archive directory: _N
Sample directory: [::::[:\

mixture of ~5:1
major to minor E/Z isomers

sS4

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jun 23 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions

OBSERVE H1, 499.9042606 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
L e T
0.78 0.85 0.371.76.683.00
0.17 0.801.80.76.88

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

77.317
77.000
76.683

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 10 2009

26.024

Operator: sharose

23.821
20.334
16.813

24.671

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

112 repetitions
OBSERVE (€13, 100.7109773 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 44 min

35.570

31.570

28.269
26.630

37.151

16.214

163.489

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Sn.Chem.LSA.UMich.edu-inova500
Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jul 23 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions
OBSERVE ~ H1, 499.9042606 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

T T T ‘ T T T ‘ T T T ‘ T T T ‘ L ‘ T T T ‘ T T T ‘ T T T ‘ L ‘ T T T ‘ T T T ‘ T T T ‘ T T T ‘ T T T ‘ L ‘ T T T ‘
13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
e b
1.00 1.2499 141.02
0.280104.92

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: cdcl3
Data collected on: Oct 10 2009

Operator: sharose

Relax. delay 0.100 sec - 3 -2
Pulse 45.0 degrees gé‘\fgw_;g
Acq. time 2.569 sec ,\-¢§m'gm-m.g
Width 25510.2 Hz s TLYes
32 repetitions L™
OBSERVE C13, 100.7109785 MHz J
DECOUPLE H1, 400.5225704 MHz
Power 41 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING - -
Line broadening 1.0 Hz o 2
FT size 131072 © N o ©
Total time 1 hr, 29 min B TS
o
©
WWWWWWWWWWWMWMWWWWNW
\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: S6 _OH
Zr.Chem.LSA.UMich.edu-inova400 N
Archive directory: F4C !
/export/home/chempack/vnmrsys/data
Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Nov 10 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions
OBSERVE H1, 399.9649488 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

\
13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
- Rt —
0.97 0.96.96
0.92.92 3.00

Data Collected on:
Zr .Chem.LSA.UMich.edu-inova400
Archive directory:

Sample directory:

e owo
fE2ca83
FidFile: CARBON S8522R
20w w0
288888

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 10 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

129.232
129.220
76.683
12.177

77.320
77.000

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

576 repetitions
OBSERVE C13, 100.5712658 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 45 min

131.166

137.257
130.845

123.003
122.965
122.926

155.090

122.888

122.591

MWWWWWMWWWM

220 200 180 160 140 120 100 80 60 40 20 0 ppm

S13



Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400 S6 N’OH
Archive directory: |
y FsC

Sample directory:

FidFile: FLUORINE

-62.797

Pulse Sequence: FLUORINE (s2pul)
Solvent: cdcl3
Data collected on: Nov 10 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 1.000 sec
Pulse 30.0 degrees

Acq. time 0.734 sec

Width 89285.7 Hz

16 repetitions

OBSERVE F19, 376.8658672 MHz
DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072

Total time 0 min 31 sec

20 0 -20 -40 -60 -80 -100 -120 -140 -160 -180 ppm
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Sample Name:
s7 OH
N

Archive directory:
Br. l

Sample directory:

FidFile: Proton

Pulse Sequence: Proton (s2pul)
Solvent: cdcl3
Data collected on: Oct 1 2008

Operator: sharose
VNMRS-500 "Dy.Chem.LSA.UMich.edu"

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 3.000 sec

Width 8003.2 Hz

16 repetitions
O0BSERVE H1, 499.9042595 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total time 0 min 24 sec

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

130.002

132.189
——129.155

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 10 2009

——124.610

Operator: sharose

12.268

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

80 repetitions
OBSERVE (13, 100.7109800 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 1 hr, 29 min

77.317
77.000

122.681
76.683

154.982
138.416

Ao AR

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Sample directory: S8 OH
N

FidFile: Proton
Pulse Sequence: Proton (s2pul)

Solvent: cdcl3
Data collected on: Sep 3 2008

Operator: sharose
VNMRS-400 "Md.Chem.LSA.UMich.edu"

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 3.000 sec

Width 8003.2 Hz

16 repetitions
OBSERVE H1, 499.9042619 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536
Total time 0 min 24 sec

12 10 8 6 4 2 -0 ppm
¥ s !
0.88 0.8390 3.00
0.8948 3.04

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

130.002
——128.394

T\ 126.697
“\_123.207

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 10 2009

Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

64 repetitions
OBSERVE (13, 100.7109812 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 1 hr, 29 min

12.438

21.444

77.317
76.683

136.441
.000

138.118

156.149

s A ot o s A S

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Archive directory: s9 OH
Sample directory: Me {

FidFile: Proton

Pulse Sequence: Proton (s2pul)
Solvent: cdcl3
Data collected on: Oct 1 2008

Operator: sharose
VNMRS-400 "Md.Chem.LSA.UMich.edu"

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 3.000 sec

Width 8003.2 Hz

16 repetitions
OBSERVE H1, 499.9042609 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536
Total time 0 min 24 sec

i L =
0.89 00888 3.00
0.89 0.M®B7
Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400
Archive directory:

Sample directory:

- N - oo
~ o © m o
FidFile: CARBON ~ Qe
o O © N~ <
) RN
Pulse Sequence: CARBON (s2pul) T T
Solvent: cdcl3 H 2
Data collected on: Oct 10 2009
Operator: sharose
Relax. delay 0.100 sec o
Pulse 45.0 degrees ]
Acq. time 2.569 sec =
Width 25510.2 Hz o
48 repetitions ~83
OBSERVE (€13, 100.7109804 MHz © ™ < ©
DECOUPLE H1, 400.5225704 MHz L NN
Power 41 dB i
. © ™
continuously on © -
WALTZ-16 modulated
DATA PROCESSING
Line broadening 1.0 Hz
FT size 131072
Total time 44 min
\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\
220 200 180 160 140 120 100 80 60 40 20 0 ppm

S17



Data Collected on: S10 OH
Sn.Chem.LSA.UMich.edu-inova500 ’
Archive directory: MeO !

Sample directory:

FidFile: 4SRN25_1H_DMSO

Pulse Sequence: PROTON (s2pul)
Solvent: dmso
Data collected on: Nov 23 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions

OBSERVE H1, 499.9066271 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
Y vy ! v
0.84 1.01.00 3.08
10088 3.00

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory

Sample directory:

FidFile: CARBON

77.321

77.004
76.687

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 10 2009

Operator: sharose

118.611

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

192 repetitions

OBSERVE (13, 100.7109773 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 1 hr, 29 min

129.480
55.294

159.620
115.090
111.310
12.260

156.021
137.906

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400 st -OH

Archive directory: TBDPSO

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 19 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6410.3 Hz

16 repetitions
O0BSERVE H1, 400.5205667 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

2
o Wy o o
0.89 5.94 .84 3.00
3.96 0.980.92 9.69

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

135.509
132.757
129.936

129.175
127.795

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 19 2009

26.530

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

80 repetitions
OBSERVE C13, 100.7109785 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 44 min

77.317

.000
76.683

120.443
118.692
117.684

155.770
155.646
137.697
19.468
12.017

MWWMMM P s i R —

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: s12
Zr.Chem.LSA.UMich.edu-inova400 N-OH
Archive directory: Bu /

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Nov 10 2009

Temp. 23.0 C / 296.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions
OBSERVE H1, 399.9649492 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400

Archive directory:

Sample directory:

FidFile: CARBON

31.203

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 10 2009

Temp. 23.0 C / 296.1 K
Operator: sharose

125.749

125.444

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

64 repetitions
OBSERVE (13, 100.5712678 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated L\T

77.320
76.683

000
\_

DATA PROCESSING

Line broadening 1.0 Hz
FT size 131072
Total time 11 min

34.671
12.177

155.826
152.428

133.657

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: OH
Co.Chem.LSA.UMich.Edu-vnmrs400 §13 N~
Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jan 31 2009

Operator: sharose

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.556 sec

Width 6410.3 Hz

8 repetitions

OBSERVE H1, 400.5297586 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 36 sec

— " A
L T T T T ‘ T T T T T ‘ L L ‘ T T T T T T T T ‘ T T T T T ‘ L L ‘ T T T 7 T T T T ‘ LI R N I T T T ‘
12 10 8 6 4 2 -0 ppm
oy i L
0.94 1.41 1.97 2.00
0.89 1.76 2.00

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

29.784

129.209
128.664
_ —23.836

126.469
124.019

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 10 2009

——21.270

Operator: sharose

76.683

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

64 repetitions

OBSERVE €13, 100.7109796 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 44 min

77.317
77.000

130.404

139.811

155.376

Ay

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: 9
Sn.Chem.LSA.UMich.edu-inova500 AcO,N
Archive directory: |
Sample directory: OAc
FidFile: PROTON mixture of ~3:1
major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jun 22 2009

Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions

0BSERVE H1, 499.9042606 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

=

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
i W L
1.80 1.01 0.25 2.2938%0 3.00
3.03 1.04 2.85 0. 289462.37

Archive directory:
Sample directory:

FidFile: Carbon

128.400
128.364
128.305

Pulse Sequence: Carbon (s2pul)
Solvent: cdcl3
Data collected on: Jul 2 2008

Operator: sharose
VNMRS-500 “Dy.Chem.LSA.UMich.edu"

Relax. delay 0.100 sec

Pulse 30.0 degrees

Acq. time 1.300 sec

Width 24140.0 Hz

176 repetitions

OBSERVE C13, 100.5712736 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.8 Hz

FT size 65536

Total time 0 min 24 sec

76.678
64.394
45.509
41.422
35.848
35.393
31.240
27.834
/Zj;7.578
27.431
22.150
21.761
20.773
19.593

11.880
11.389

77.315
77.000

126.093

170.695
168.879

168.637
140.941

125.888

64.035

O A

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: s14
Zr .Chem.LSA.UMich.edu-inova400 ACOuN

Archive directory: |
/export/home/chempack/vnmrsys/data OAC

Sample directory:

FidFile: PROTON mixture of ~11:1
major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Nov 11 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions

0BSERVE H1, 399.9649490 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm

R R h Py = =
1.81 0.70 0.B®B3B0 3.00
0.09 2220592 .08

Data Collected on:
Co.Chem.LSA.UMich.Edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

77.317

7.000
76.683
22.651

21.731
21.507
20.795
19.682
19.574

Pulse Sequence: CARBON (s2pul)
Solvent: CDCI3
Data collected on: Jun 5 2008

64.145
45.972
40.167
16.312
12.393
11.581
11.334

Operator: sharose

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.285 sec

Width 25510.2 Hz

400 repetitions

OBSERVE (13, 100.7132888 MHz
DECOUPLE H1, 400.5317616 MHz
Power 45 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 1 hr, 16 min

170.788
166.451
166.003

168.685
63.936

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: S15
Zr.Chem.LSA.UMich.edu-inova400 o AcO.,
Archive directory: 74 P

/export/home/chempack/vnmrsys/data N
Sample directory:

FidFile: PROTON mixture of ~3.6:1
major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Nov 11 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions
OBSERVE ~ H1, 399.9649484 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

o i R L
1.82 1.91 0.21 2.08.91 6.28
1.96 2.05 0.72 2.91 6.56 3.00

Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400

Archive directory:

Sample directory:

FidFile: CARBON

133.767
133.718
131.993
131.967
123.003

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 6 2009

45.386
41.415
37.783
37.726
31.840

Operator: sharose

64.378
64.019
28.342
26.573
26.473
25.882

25.775
22.159

21.747

77.320
77.000

76.683

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

80 repetitions
OBSERVE (€13, 100.5712770 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 11 min

~
o
~
©
o~

20.713
20.691
19.657
19.619
11.852
11.315

68.479
168.319
168.269

170.615
170.558
168.975
168.696
z

S N A SR et A A K b

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Zr .Chem.LSA.UMich.edu-inova400

Archive directory: ACO,N S16
/export/home/chempack/vnmrsys/data |
Sample directory: Cl
OAc

FidFile: PROTON

mixture of ~3:1

Pulse Sequence: PROTON (s2pul) major to minor E/Z isomers
Solvent: cdcl3

Data collected on: Nov 11 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions

0BSERVE H1, 399.9649488 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536 |
Total time 1 min 12 sec “

] VL

e i
1.99 0.28 2.00652 11.32
2.12 0.66 11988.10 3.00

|

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

77.317
77.000
76.683
64.531

64.168
45.542
45.051

44.993
41.557
32.498
32.459
31.926
29.742
29.305
28.563
28.404
26.708
26.630

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Sep 16 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

256 repetitions

OBSERVE €13, 100.7109773 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 1 hr, 29 min

877
2.329
21.900

20.848
19.809
19.731
11.970
11.441

25.977
5.

\&

\

168.996

170.794

168.942

L L L L L L B L B B B A B B B B L R L N N N R N N N N NN RN R

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: OAc S$17
5

Sn.Chem.LSA.UMich.edu-inova500 N
Archive directory: z
OAc

Sample directory:
mixture of ~4:1

FidFile: PROTON major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jun 29 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions
OBSERVE H1, 499.9042604 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘ L I I O O B B
13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
Yooy Rl e
1.001.01 2.021.068886.76
0.530.24 0.27229569
Data Collected on: OAc s17

Co.Chem.LSA.UMich.edu-vnmrs400 Y

Archive directory: N
O/\/OAC

Sample directory:

major oxime isomer

77.317
77.000
76.683

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Jun 30 2009
Temp. 25.0 C / 298.1 K
Operator: sharose
Relax. delay 0.100 sec
Pulse 45.0 degrees
Acq. time 2.569 sec 2 2 o
Width 25510.2 Hz N
96 repetitions 23@;
OBSERVE €13, 100.7109785 MHz e
DECOUPLE H1, 400.5225704 MHz g 2 -2
Power 40 dB - < =™~
continuously on © b s 2
WALTZ-16 modulated <
DATA PROCESSING <
Line broadening 1.0 Hz . B
FT size 131072 S b
Total time 44 min S W T
™~ ©
AN
G’F
<
\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Zr.Chem.LSA.UMich.edu-inovad00 o/.\s N
Archive directory: |

.OAc

Sample directory:
S18

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 7 2009

Temp. 23.0 C / 296.1 K
Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions

OBSERVE H1, 399.9649645 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

L L e
0.90 321418 5.73
0.96 03680.67 1.25

Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400

Archive directory:

Sample directory:

FidFile: CARBON

77.000
76.680

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 7 2009

{77.317
-

33.080
33.004
31.531
27.408
25.867
23.017

43.661
21.198

Temp. 23.0 C / 296.1 K
Operator: sharose

52.198

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

336 repetitions
OBSERVE (13, 100.5712689 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 45 min

69.924

19.981

170.447
166.251

(o T————

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: S19 OA
Co.Chem.LSA.UMich.edu-vnmrs400 N* ¢
Archive directory: |
F3C
Sample directory:
OAc
mixture of ~16:1
Pulse Sequence: PROTON (s2pul) major o minor E/Z isomers
Solvent: cdcl3
Data collected on: Nov 11 2009

FidFile: PROTON

Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6410.3 Hz

16 repetitions

OBSERVE H1, 400.5205667 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

126.964
126.929
126.890
124.745
124.046
77.321
77.205
77.000
76.683

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 11 2009

21.014
19.573

16.574

Operator: sharose

Relax. delay 0.100 sec
Pulse 45.0 degrees
Acq. time 2.569 sec

8 o

Width 25510.2 Hz T82, 2o

688 repetitions g:szﬁg,\-i:é_gw
OBSERVE C13, 100.7109788 MHz N B
DECOUPLE H1, 400.5225704 MHz _ = & 3 SR TE
Power 41 dB 2o @ i =
continuously on ~N o222

WALTZ-16 modulated se T

DATA PROCESSING
Line broadening 1.0 Hz

FT size 131072 o

Total time 44 min g

\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:

Co.Chem.LSA.UMich.edu-vnmrs400 S19 :OAc
Archive directory:
FsC
Sample directory:

FidFile: FLUORINE OAc
mixture of ~16:1
Pulse Sequence: FLUORINE (s2pul) major to minor E/Z isomers
Solvent: cdcl3

Data collected on: Nov 11 2009

Operator: sharose

Relax. delay 1.000 sec

Pulse 30.0 degrees

Acq. time 0.734 sec

Width 89285.7 Hz

16 repetitions
OBSERVE F19, 376.8658745 MHz
DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 0 min 31 sec

-62.407

20 0 -20 -40 -60 -80 -100 -120 -140 -160 -180 ppm
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Data Collected on:
Ga.Chem.LSA.UMich.Edu-vnmrs400 s20 N’OAC

Archive directory: Br |
Sample directory:

OAc
FidFile: PROTON mixture of ~12:1

major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Dec 17 2008

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.556 sec

Width 6410.3 Hz

16 repetitions

O0BSERVE H1, 399.5389189 MHz
DATA PROCESSING

FT size 32768

Total time 1 min 5 sec

Data Collected on:
Co.Chem.LSA.UMich.Edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

132.308
130.406
124.957
77.317

77.000
76.683

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 10 2008

133.684

Operator: sharose

19.574
16.482

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.285 sec

Width 25510.2 Hz

48 repetitions
OBSERVE C13, 100.7132942 MHz
DECOUPLE H1, 400.5317616 MHz
Power 40 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 38 min

20.966

118.997

168.059
160.491
147.134

168.901

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Sample directory:
FidFile: Proton

Pulse Sequence: Proton (s2pul)
Solvent: CDCI3
Data collected on: Aug 27 2008

Operator: sharose
VNMRS-500 "Dy.Chem.LSA.UMich.edu"

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 3.000 sec

Width 8003.2 Hz

16 repetitions
OBSERVE ~ H1, 499.9042609 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536
Total time 0 min 24 sec

s21 e

OAc

mixture of ~8:1
major to minor E/Z isomers

Data Collected on:
Co.Chem.LSA.UMich.Edu-vnmrs400
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 27 2008

Operator: sharose

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.285 sec

Width 25510.2 Hz

400 repetitions
OBSERVE (13, 100.7132880 MHz
DECOUPLE H1, 400.5317616 MHz
Power 40 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 1 hr, 16 min

—169.528
T \—-168.453

161.890

130.012
128.226
122.962

131.481

135.871

145.882

an

77.317
76.683

21.081
20.788

19.713

16.668

220 200 180

160

140 120

S31
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Archive directory: S23 +OAc
N

Sample directory: MeO ‘

FidFile: Proton
OAc
Pulse Sequence: Proton (s2pul)
Solvent: cdcl3

Data collected on: Nov 20 2008

mixture of ~20:1
major to minor E/Z isomers

Operator: sharose
VNMRS-500 "Dy.Chem.LSA.UMich.edu"

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.000 sec

Width 6399.5 Hz

16 repetitions
0BSERVE H1, 399.9649486 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total time 0 min 24 sec

Sample directory:

FidFile: Carbon

76.685

Pulse Sequence: Carbon (s2pul)
Solvent: cdcl3
Data collected on: Nov 20 2008

77.322
77.000

Operator: sharose
VNMRS-500 "Dy.Chem.LSA.UMich.edu"

Relax. delay 0.100 sec

Pulse 30.0 degrees

Acq. time 1.300 sec

Width 24140.0 Hz

320 repetitions

OBSERVE €13, 100.5712699 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.8 Hz

FT size 65536

Total time 0 min 24 sec

114.592

115.970

157.115
141.498
124.071
55.699
20.985
19.659
16.575

169.699

168.359
161.576

129.272

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: S24 OAc
&
Zr.Chem.LSA.UMich.edu-inova400 NI

Archive directory: TBDPSO

Sample directory:
OAc

mixture of ~19:1
major to minor E/Z isomers

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 28 2009

Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions

OBSERVE H1, 399.9649492 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

. T R S
T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T
13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
e Wiy v ¥
422 1.98 300809  0.65
6.37 1.04 330.015 8.86

Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400
Archive directory:

Sample directory: 223933

SN338

FidFile: CARBON ERRERRES
Pulse Sequence: CARBON (s2pul) E )
Solvent: cdcl3 ~ o ®
Data collected on: Aug 26 2009 ~ S e
N

26.412
20.996
19.661

4.0

Temp. 25.0 C / 298.1 K

Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

160 repetitions

OBSERVE (13, 100.5712678 MHz

DECOUPLE H1, 399.9669644 MHz

Power 39 dB

continuously on ~ =)

WALTZ-16 modulated NS

DATA PROCESSING o s o ©

. . - > @
Line broadening 1.0 Hz o TN »
FT size 131072 Q> = o ©
Total time 11 min ~ 3 2 - T

2 - 3
- R o
- - e
\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Dat Ilect :
ata Collected on 12 OAc

Sn.Chem.LSA.UMich.edu-inova500
Archive directory: N~ OAc
Bu /

Sample directory:

- mixture of ~11:1
FidFile: PROTON major to minor E/Z isomers

Pulse Sequence: PROTON (s2pul)
Solvent: CDCI3
Data collected on: Feb 19 2009

Operator: sharose

Relax. delay 0.100 sec
Pulse 45.0 degrees

Acq. time 4.097 sec

Width 7998.4 Hz

16 repetitions

O0BSERVE H1, 499.9042611 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total time 1 min 16 sec

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
vy "t i
1.08.10 3208924  9.00
1.13 20237  0.77

Sample directory:

FidFile: CARBON

30.999

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Feb 19 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.285 sec

Width 25510.2 Hz

320 repetitions

OBSERVE (€13, 100.7132904 MHz
DECOUPLE H1, 400.5317616 MHz

77.317

7.000
76.683

21.136
19.706

34.833
31.069

Power 40 dB © o N &
continuously on 3‘322 §
WALTZ-16 modulated 2w A <
DATA PROCESSING -5 -7 n
Line broadening 0.5 Hz s
FT size 65536 ©
Total time 38 min o g
- o
< - 2
- >
25 . B
- o g
- o~
r &
\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Co.Chem.LSA.UMich.Edu-vnmrs400 N:()Ac

Archive directory: OAc |

Sample directory:
25

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Feb 4 2009

Operator: sharose

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.556 sec

Width 6410.3 Hz

16 repetitions
OBSERVE H1, 400.5297586 MHz
DATA PROCESSING

FT size 32768
Total time 1 min 5 sec

12 10 8 6 4 2 -0 ppm
Yoy RS B
0.810.87 2.02 3.00
0.86 2.042.82 2.02

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400
Archive directory:

Sample directory:

860
76.679

FidFile: CARBON

77.317
30.287
26.120
21.339
20.752

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Sep 16 2009

130.809
126.457
122.364

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

112 repetitions
OBSERVE €13, 100.7109796 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 44 min

19.627

170.550
167.551
143.645
122.125

160.122
148.894

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Sample directory: 10
HO. major
FidFile: Proton

OH
Pulse Sequence: Proton (s2pul)
Solvent: cdcl3

Data collected on: Jul 19 2008

Operator: sharose
VNMRS-500 “Dy.Chem.LSA.UMich.edu"

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.000 sec

Width 6399.5 Hz

16 repetitions
OBSERVE H1, 399.9649492 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536
Total time 0 min 24 sec

8
el L Ll L
9 2.242.19 2.05
2.01 1.21 2.14 3.00

Archive directory:

Sample directory:

FidFile: Carbon
Pulse Sequence: Carbon (s2pul)

Solvent: cdcl3
Data collected on: Jul 19 2008

Operator: sharose
VNMRS-500 "Dy.Chem.LSA.UMich.edu"

128.364
128.327
76.685

Relax. delay 0.100 sec

Pulse 30.0 degrees

Acq. time 1.300 sec

Width 24140.0 Hz

208 repetitions
OBSERVE (€13, 100.5712677 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.8 Hz

FT size 65536
Total time 0 min 24 sec

77.322
77.000

125.888
27.255
22.128

62.760

47.744
36.155
27.299

11.770

163.561

141.710

220 200 180 160 140 120 100 80 60 40 20 0 ppm

S36



Archive directory: 10
.OH

N minor

Sample directory:

OH

FidFile: Proton

Pulse Sequence: Proton (s2pul)
Solvent: cdcl3
Data collected on: Jul 19 2008

Operator: sharose
VNMRS-500 "Dy.Chem.LSA.UMich.edu"

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acgq. time 3.000 sec

Width 6399.5 Hz

16 repetitions
0BSERVE H1, 399.9649484 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536
Total time 0 min 24 sec

Sample directory:
FidFile: Carbon

Pulse Sequence: Carbon (s2pul) L\\(/
Solvent: cdcl3

Data collected on: Jul 19 2008

77.315
77.000
76.678

Operator: sharose
VNMRS-500 "Dy.Chem.LSA.UMich.edu"

Relax. delay 0.100 sec

Pulse 30.0 degrees

Acq. time 1.300 sec

Width 24140.0 Hz

544 repetitions
OBSERVE €13, 100.5712670 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.8 Hz

FT size 65536
Total time 0 min 24 sec

128.422
128.320

125.822
63.720
43.290
30.969
27.541
21.022
12.217

35.474

161.825

141.871

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400
Archive directory: (0]

1

Sample directory: OH

FidFile: PROTON
contains ~3%of the

corresponding isoxazoline S26

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 27 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions
OBSERVE ~ H1, 399.9649645 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

iy I AL

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
e L e
2.51 0.02 0.92 2.88 0.881.11 3.00
2.88 0.0Q.96 1.82 2.140.91

Sample directory:
FidFile: CARBON
Pulse Sequence: CARBON (s2pul)

Solvent: cdcl3
Data collected on: Jun 25 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

128.427
128.366
77.320

.000
76.683

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

128 repetitions
OBSERVE C13, 100.5712678 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 1 hr, 30 min

125.940
62.444
41.983
35.033
24.784
21.282

55.002
11.784

141.553

214.699

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Zr .Chem.LSA.UMich.edu-inova400
Archive directory: |

Sample directory:
S26

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 31 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions
OBSERVE H1, 399.9649494 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
Ens Yoy R i nl s el ol e
1.92 0.82 0.80 0.981.99 1.01
2.32 0.83 1.87 0.90 0.99 3.00
Sample directory:

FidFile: CARBON

77.317
77.000
76.683

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 31 2009

Operator: sharose

128.452

128.378

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

176 repetitions

OBSERVE C13, 100.7109781 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 44 min

125.955
72.702
51.255
35.315
27.659
25.564
23.345
11.425

161.208
141.458

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: S27

Sn.Chem.LSA.UMich.edu-inova500 0
Archive directory: / (@]
Sample directory: N OH
o

FidFile: PROTON
contains ~5% of the
Pulse Sequence: PROTON (s2pul) corresponding isoxazoline
Solvent: cdcl3

Data collected on: Nov 7 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions
0BSERVE H1, 499.9042606 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

Wy b L.
2.05 0.05 02080 1.92 3.546.68
2.13 0.04.71 0.96 0.88 3.25 3.00

Sample directory:

FidFile: CARBON

77.321
7.000
76.683

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 10 2009

133.840

Operator: sharose

123.145

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

128 repetitions
OBSERVE (13, 100.7109773 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 11 min

28.957
26.576
23.206
21.297
11.812

28.853
28.451

132.139
62.444
42.759
37.920

54.930

168.463

215.056

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: o S28
Sn.Chem.LSA.UMich.edu-inova500
Archive directory: Cl OH

Sample directory
contains ~5% of the
FidFile: PROTON corresponding isoxazoline

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Nov 7 2009

Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions
OBSERVE H1, 499.9042606 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

I

4

§opy R e e e

0 99 1.83 2.0€.09 3.00

03.93 0.900.87 4.28.29

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory

Sample directory

76.683

FidFile: CARBON

77.321

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 4 2009

Temp. 20.0 C / 293.1 K
Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

144 repetitions
OBSERVE C13, 100.7109773 MHz
DECOUPLE H1, 400.5225704 MHz
Power 40 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time(é4 min

42.779
32.509
28.996

/{j;8.671
26.661
23.214
21.312

62.452
54.938
45.071
11.816

215.05

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Ga.Chem.LSA.UMich.edu-vnmrs400
Archive directory:

Sample directory

4

S29

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 13 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6410.3 Hz

16 repetitions
OBSERVE H1, 399.5389259 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400
Archive directory:

Sample directory

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3

Data collected on: Aug 13 2009

Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

64 repetitions
OBSERVE C13, 100.7109781 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 44 min

214.824

77.317
77.000
76.683

69.150

61.791

L bt
2.402.22 2.37.28
1.35.392.61

42.821

41.901

33.499

32.683

32.045
26.089

23.349

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: S30
Co.Chem.LSA.UMich. Edu-vnmrs400 NE
Archive directory: |

Sample directory:
OH

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Sep 15 2008

Operator: sharose

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.556 sec

Width 6410.3 Hz

16 repetitions

O0BSERVE H1, 400.5297582 MHz
DATA PROCESSING

FT size 32768

Total time 1 min 5 sec

0039 3.00
Data Collected on:
Co.Chem.LSA.UMich.Edu-vnmrs400
Archive directory:

Sample directory:

76.683

FidFile: CARBON

77.317

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Sep 15 2008

Operator: sharose

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.285 sec

Width 25510.2 Hz

272 repetitions
OBSERVE €13, 100.7132880 MHz
DECOUPLE H1, 400.5317616 MHz
Power 40 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 1 hr, 16 min

127.855
117.049

131.527
128.095

10.777

155.320
20.641

159.672
—118.062

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: S31
Co.Chem.LSA.UMich.edu-vnmrs400 o
Archive directory: Me

Sample directory: OH

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Nov 10 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6410.3 Hz

16 repetitions
0BSERVE H1, 400.5205667 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

Sample Name:

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400
Archive directory:

137.484

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 23 2009

Temp. 23.0 C / 296.1 K
Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

160 repetitions

OBSERVE C13, 100.7109785 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on <

WALTZ-16 modulat@d
DATA PROCESSING

Line broadening .0 Hz

FT size 131072
Total time 22 min

127.976

160.254

119.330

T \118.128

77.317
77.000
76.683

/L
4\\,

3.00

26.646

20.489

L L L L L L L L L L L L B A R

220 200 180 160 140 120

S44

100

80

60

40

20

0

ppm



Data Collected on: 13
Sn.Chem.LSA.UMich.edu-inova500 OH

Archive directory: N-OH
Bu ¢
Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: CDCI3
Data collected on: Sep 7 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions
OBSERVE ~ H1, 499.9042606 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
Yoo Y Y
1.181.04 9.00
0.99 3.03

Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400
Archive directory:

Sample directory:

31.028

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 12 2009

Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

176 repetitions
OBSERVE C13, 100.5712681 MHz
DECOUPLE H1, 399.9669644 NMHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 1 hr, 30 min

77.317
76.680

.000

116.503
115.767
114.309

127.290

157.207
34.713
10.735

—159.423
—154.793

220 200 180 160 140 120 100 80 60 40 20 0 ppm

S45



Data Collected on: 14

Ga.Chem.LSA.UMich.edu-vnmrs400 OH

Archive directory:

Sample directory:

FidFile: PROTON
Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3

Data collected on: May 6 2009

Operator: sharose

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.556 sec

Width 6410.3 Hz

8 repetitions
O0BSERVE H1, 399.5389259 MHz
DATA PROCESSING

FT size 32768
Total time 0 min 29 sec

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400
Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3

Data collected on: Oct 10 2009

Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

64 repetitions
OBSERVE C13, 100.7109777 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 1 hr,

130.373

29 min

203.794
—162.310
“—161.046

116.625
115.025

117.402

77.317

.000

76.683

35.308

30.762

26.460

O

220 200 180 160 140

120
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Data Collected on: 15
Zr .Chem.LSA.UMich.edu-inova400 0

Archive directory: \N//
N
Sample directory: tBu

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Nov 10 2009

Temp. 23.0 C / 296.1 K
Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions
OBSERVE H1, 399.9649488 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
by L o
0.0893 9.00
0.84 3.12

Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400

Archive directory:

Sample directory:

FidFile: CARBON

~
It-676

a4

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 10 2009

Temp. 23.0 C / 296.1 K
Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

144 repetitions
OBSERVE (€13, 100.5712689 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 11 min

121.626
118.433

106.902

77.320

77.000
76.683
14.492

151.203
148.426
35.006

163.524
139.085

T it WA

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: 16
Sn.Chem.LSA.UMich.edu-inova500 OH

Archive directory: NH,
Sample directory: tBu

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cd3od
Data collected on: Sep 30 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions
O0BSERVE H1, 499.9062276 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

49.425
49.213
49.000
48.787
48.695
48.575
48.362
35.441
31.615

Pulse Sequence: CARBON (s2pul)
Solvent: cd3od
Data collected on: Sep 30 2009

49.638

Temp. 10.0 C / 283.1 K
Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

256 repetitions
OBSERVE C13, 100.7112298 MHz
DECOUPLE H1, 400.5241485 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 1 hr, 29 min

128.087
118.011
113.798
18.918

155.061

122.216

—156.039

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: 17
Sn.Chem.LSA.UMich.edu-inova500 OH

Archive directory: OH
tBu
Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cd3od
Data collected on: Sep 12 2009

Operator: sharose

Relax. delay 0.500 sec
Pulse 45.1 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions

OBSERVE ~ H1, 499.9062233 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

49.213
49.000
48.787
48.575
48.362
35.163
31.785

Pulse Sequence: CARBON (s2pul)
Solvent: cd3od
Data collected on: Sep 12 2009

49.425

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.100 sec
Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

96 repetitions

OBSERVE C13, 100.7112321 MHz
DECOUPLE H1, 400.5241485 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 1 hr, 29 min

126.487
117.427
113.473
49.638
24.109

152.348
67.030

155.038
129.853

b o ——
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Data Collected on: 18
Ga.Chem.LSA.UMich.Edu-vnmrs400
Archive directory:

.OA
N-OAC

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 17 2008

Operator: sharose

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.556 sec

Width 6410.3 Hz

16 repetitions

OBSERVE ~ H1, 399.5389189 MHz
DATA PROCESSING

FT size 32768

Total time 1 min 5 sec

12 10 8 6 4 2 -0 ppm
iy Y
0.92.11 3.12
0.94 23900

Data Collected on:
Zr .Chem.LSA.UMich.edu-inova400
Archive directory:
/export/home/chempack/vnmrsys/data
Sample directory:

FidFile: CARBON

128.339

127.416
124.075

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 10 2009

_—181.246

Temp. 25.0 C / 298.1 K
Operator: sharose

19.737

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

32 repetitions

OBSERVE €13, 100.5712758 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 45 min

77.320
76.683
21.267
14.378

.000

138.188
134.690

162.570

168.853

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: 19
Sn.Chem.LSA.UMich.edu-inova500
Archive directory

Sample directory:

N,OAc

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Sep 11 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions
OBSERVE ~ H1, 499.9042537 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 1 min 12 sec

poryy
0.86.91
0.951.21

Sample directory

FidFile: CARBON

133.458
130.029

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 10 2009

129.873
125.543

Temp. 23.0 C / 296.1 K
Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

80 repetitions

OBSERVE (13, 100.5712724 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 11 min

136.792

168.593
161.087

122.694

77.317

.000

76.680

19.722

14.294

220 200 180 160 140

120
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Data Collected on: 20
Zr.Chem.LSA.UMich. edu-inovad00 n-OAC
Archive directory: |

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Sep 10 2009

Temp. 23.0 C / 296.1 K
Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 6399.5 Hz

16 repetitions

OBSERVE ~ H1, 399.9649645 NMHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

2 32083
Data Collected on:
Zr.Chem.LSA.UMich.edu-inova400
Archive directory:
Sample directory:

FidFile: CARBON

77.317
77.000
76.683

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Sep 10 2009

L

Temp. 23.0 C / 296.1 K
Operator: sharose

139.283
138.398
131.604
130.422

Relax. delay 0.100 sec
Pulse 45.0 degrees

Acq. time 2.607 sec

Width 25141.4 Hz

208 repetitions

OBSERVE C13, 100.5712685 MHz
DECOUPLE H1, 399.9669644 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 11 min

19.787
18.406

20.782

166.366
140.874
90.717

—168.696

L L L L L L L L L L L L L B O B I B L I R I I

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on: 21 +OAc
Sn.Chem.LSA.UMich.edu-inova500 major NI
Archive directory: Br:
le di t :
Sample directory cl

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Sep 14 2009

Operator: sharose

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions

OBSERVE H1, 499.9042609 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

Sample directory:

FidFile: CARBON

76.683

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Sep 16 2009

77.317

7.000

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.100 sec
Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

96 repetitions

OBSERVE C13, 100.7109781 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 1 hr, 29 min

133.662
131.362

133.043
131.494

19.611
17.652

168.243
162.704
136.800
120.594

L L L L L L L L L L L L L L L B B B B B R

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Sn.Chem.LSA.UMich.edu-inova500
Archive directory:

21
major + sOAc
minor N

Sample directory: Br

FidFile: PROTON Cl

mixture of ~1:1

Pulse Sequence: PROTON (s2pul) major to minor E/Z isomers
Solvent: cdcl3

Data collected on: Sep 14 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions
0BSERVE H1, 499.9042809 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

M I u .| P

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400

Archive directory:

Sample directory:

FidFile: CARBON

77.317
76.683

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Sep 16 2009

Temp. 25.0 C / 298.1 K
Operator: sharose

Relax. delay 0.100 sec
Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

256 repetitions

OBSERVE C13, 100.7109777 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 44 min

133.159
133.047
131.366
131.130
129.959
21.362
19.615

133.670
19.349

136.012
129.422
120.602
120.447
17.656

168.057

—162.708
—160.397

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Data Collected on:
Sn.Chem.LSA.UMich.edu-inova500

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Sep 18 2009

Operator: sharose

Relax. delay 0.500 sec

Pulse 45.0 degrees

Acq. time 3.500 sec

Width 7998.4 Hz

16 repetitions

OBSERVE H1, 499.9042606 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 1 min 12 sec

Data Collected on:
Co.Chem.LSA.UMich.edu-vnmrs400
Archive directory:

Sample directory:
FidFile: CARBON

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Sep 18 2009

Temp. 10.0 C / 283.1 K
Operator: sharose

Relax. delay 0.100 sec

Pulse 45.0 degrees

Acq. time 2.569 sec

Width 25510.2 Hz

288 repetitions
OBSERVE (13, 100.7109777 MHz
DECOUPLE H1, 400.5225704 MHz
Power 41 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 44 min

168.111

137.075
135.842

131.153

\
2
L ¥
1000 3.0

2.0195.90

129.294

129.062

77.317
76.683

128.355

123.988

127.215
122.086

24.636

220 200 180 160
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