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Supporting Information Table S1

Compound

45
47
48
49
51
52
54
60

Table S1. Relative NF-kB activities (%; left) and relative cellular viabilities (%; right) for lactams dosed at various concentrations to

A549/NF-kB-luc cells (Figure 4). Values are shown as mean + S.D. for n > 3 biological replicates.

A549/NF-kB-Luciferase Activity (%)

A549/NF-kB Luciferase Reporter Assay

Alamar Blue Cell Viability Assay

20uM

93.6+8.2
1004 +7.7
101.3+4.2
86.0+17.6
20927
80.8+12.8
26+1.3
28.3+13.7

10uM

97.3+9.0
106.2+£13.4
95.7+6.5
95.3+15.9
61.9+8.5
95.7+7.2
8.8+2.2
59.1+6.1

5uM

96.2+12.1
100.5 £15.2
101.6+7.4
105.8+£16.4
85.6+7.2
98.9+11.5
33.1+5.2
97.8+19.5

20uM

102.0+£11.3
87.9+26.9
111.6+17.4
108.4 £ 19.6
88.0+38.3
99.2+7.5
64.1+£7.7
82.3+8.2

S4

10uM

97.3+22.0
96.3+13.8
98.5+10.8
100.6 £ 11.9
96.8 +21.8
99.0+11.1
63.6 £ 12.1
93.3+10.9

5uM

91.1+13.9
96.8+16.9
99.9+23.0
97.2+31.2
103.7 £22.0
96.6 + 16.2
80.7+7.0
89.0+5.3



Supporting Information Table S2

HEK293-NF-kB/SEAP Activity (%)

HEK293-NF-kB/SEAP Reporter Assay Alamar Blue Cell Viability Assay
Compound  7.5uM 5uM 2.5uM 1uM 7.5uM 5uM 2.5uM 1uM
PTL 19.7+4.6 21.1+5.0 49.7+10.3 85.2+15.8 744+54 87.1+9.6 9331145 104.7+17.7
49 102.0+43.1 113.2+37.3 97.4+29.9 143.5%+29.0 99.1+12.2 101.3+7.11 97.9+12.1 946+7.1
51 44,1+13.8 59.7+183 93.2+20.3 104.4+39.3 101.2+12.3 110.7+11.9 1074t6.6 113.5+6.3
54 20.1+4.1 27.6+6.4 542+13.7 85.1+26.6 82.0+5.2 87.8+87 928+8.0 101.7+9.1
60 18.9+3.5 20.3+4.0 345+133 63.4+20.2 68.7+9.1 76.3+54 90.3+12.7 102.6t17.1

Table S2. Relative NF-kB activities (%; left) and relative cellular viabilities (%; right) for lactams dosed at various concentrations to

HEK293/NF-kB-SEAP cells (Figure 4). Values are shown as mean + S.D. for n > 3 biological replicates.
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Reaction of a-Methylene-y-Lactams and Lactone S17 with Cysteamine: Monitoring

Reaction Progress by 'H NMR.

15 equiv
—»
CDClj, rt
(eq S1)
Hg+Hy
Fraction Remaining , = ” jH (eq S2)
c d
In(Fraction Remaining,) = —kpseuao1stt + In(Fraction Remaining, ) (eq S3)
In2
tyy =—— eq S4
1/2 kpseudo1st ( 4 )
Hg+Hy
Fraction Remaining, = Hhexammfylbenzene (eq S5)
32
Hq+Hp
Fraction Remaining, = Hhexametiylbenzene (eq S6)

18

S6



Table S3. 'H NMR Integration and In(Fraction Remaining) Values Used to Determine
Pseudo-first Order Rate Constant for Reaction of Cysteamine with Lactam 45

Integration Values

Time Time Point Ha Hp Hc+Hg
mm/dd/yy Fraction In(Fraction
hh:mm d:h:min | 85.95 | 85.25 54.8 Remaining | Remaining)
6/3/15 12:55 1:0:00 1 1.03 1.57 0.646497 -0.43619
6/4/15 10:10 1:21:15 1 1.02 2.07 0.487923 -0.7176
6/5/15 10:30 2:21:35 1 1 2.54 0.393701 -0.93216
6/8/15 11:41 5:22:46 1 1.22 8.56 0.129673 -2.04274

Figure S1. "H NMR Spectra at Reaction Time Points for Cysteamine and Lactam 45

M AN M M Tt 5 d 22 h 46 min

Jl JV\JL__A AN MM T 2d21h35min

ﬂ o~ A A MM 1d21h15min

L J\_N/\____K__A_,,___M/m A 1d0h0 min
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Figure S2. Fraction Remaining Values Plotted Against Time Points for Lactam 45
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15 equiv
—_—
CDClj, rt

t1/2 =2.1d

Table S4. 'H NMR Integration and In(Fraction Remaining) Values Used to Determine
Pseudo-first Order Rate Constant for Reaction of Cysteamine with Lactam 49

Integration values
Time Time Point Ha Hp Hc+Hg
mm/dd/yy Fraction In(Fraction
hh:mm min 06.24 | 55.46 35.35 Remaining Remaining)

5/22/19 12:05 0:0:00 1 1.06 1.07 0.962617 -0.0381
5/22/19 12:07 0:0:02 1 1.1 1.07 0.981308 -0.01887
5/22/19 12:43 0:0:38 1 1.1 1.08 0.972222 -0.02817
5/22/19 12:45 0:0:40 1 1.04 1.07 0.953271 -0.04786
5/22/19 13:36 0:1:31 1 1.06 1.11 0.927928 -0.0748
5/22/19 13:38 0:1:33 1 1.06 1.12 0.919643 -0.08377
5/22/19 14:06 0:2:.01 1 1.06 1.12 0.919643 -0.08377
5/22/19 18:05 0:6:00 1 1.06 1.2 0.858333 -0.15276
5/23/197:34 0:19:29 1 1.12 1.53 0.69281 -0.367

5/23/19 9:39 0:21:34 1 1.19 1.65 0.663636 -0.41002
5/23/19 9:41 0:21:36 1 1.15 1.61 0.667702 -0.40391
5/23/19 13:44 1:1:39 1 1.13 1.73 0.615607 -0.48515
5/23/19 13:46 1:1:41 1 1.16 1.76 0.613636 -0.48835
5/23/19 15:31 1:0:00 1 1.17 1.82 0.596154 -0.51726
5/23/19 15:33 1:3:28 1 1.16 1.75 0.617143 -0.48265
5/23/19 16:49 1:4:44 1 1.15 1.89 0.568783 -0.56426
5/23/19 16:51 1:4:46 1 1.13 1.81 0.588398 -0.53035
5/24/19 10:32 1:22:27 1 1.18 241 0.452282 -0.79345
5/24/19 10:34 1:22:29 1 1.19 2.37 0.462025 -0.77214
5/24/19 13:43 2:1:38 1 1.26 2.62 0.431298 -0.84096
5/24/19 15:36 2:3:31 1 1.27 2.71 0.418819 -0.87032
5/24/19 17:56 2:5:51 1 1.27 2.77 0.409747 -0.89221
5/25/19 13:35 3:1:30 1 1.35 3.77 0.311671 -1.16581
5/25/19 22:16 3:10:11 1 1.33 4.11 0.283455 -1.2607
5/25/19 22:18 3:10:13 1 1.41 4.24 0.284198 -1.25808
5/26/19 11:16 3:23:11 1 1.57 5.16 0.249031 -1.39018
5/26/19 11:18 3:23:13 1 1.51 5.02 0.25 -1.38629
5/27/19 10:19 4:22:14 1 1.74 6.75 0.202963 -1.59473
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Figure S4. '"H NMR Spectra at Reaction Time Points for Cysteamine and Lactam 49
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Figure SS. Fraction Remaining Values Plotted Against Time Points for Lactam 49
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Figure S6. In(Fraction Remaining) Values Plotted Against Time Points for Lactam 49
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Table S5. 'H NMR Integration and In(Fraction Remaining) Values Used to Determine
Pseudo-first Order Rate Constant for Reaction of Cysteamine with Lactam 49 and Internal
Standard

Integration Values
. Time Internal Fraction | In(Fraction
Time Point Ha Hy standard | Remaining | Remaining)

m/dd/yy hh:mm d:h:min | 56.18 554 522
5/22/2019 12:05 0:0:00 1 1.06 32.59 1.011353 | 0.011289
5/22/2019 12:07 0:0:02 1 1.1 33.12 1.014493 | 0.014389
5/22/2019 12:43 0:0:38 1 1.1 33.79 0.994377 | -0.00564
5/22/2019 12:45 0:0:40 1 1.04 33.72 0.967972 | -0.03255
5/22/2019 13:36 0:1:31 1 1.06 34.53 0.954532 | -0.04653
5/22/2019 13:38 0:1:33 1 1.06 35.12 0.938497 | -0.06348
5/22/2019 14:06 0:2:01 1 1.06 35.04 0.940639 | -0.0612
5/22/2019 18:05 0:6:00 1 1.06 38.49 0.856326 | -0.1551
5/23/2019 7:34 0:19:29 1 1.12 50.04 0.677858 | -0.38882
5/23/2019 9:39 0:21:34 1 1.19 53.7 0.652514 | -0.42692

5/23/2019 0:21:36 1 1.15 52.37 0.656865 | -0.42028
5/23/2019 13:44 1:1:39 1 1.13 56.2 0.606406 | -0.50021
5/23/2019 13:46 1:1:41 1 1.16 56.51 0.611573 | -0.49172
5/23/2019 15:31 1:0:00 1 1.17 57.77 0.601004 | -0.50915
5/23/2019 15:33 1:3:28 1 1.16 56.65 0.610062 | -0.4942
5/23/2019 16:49 1:4:44 1 1.15 59.86 0.574674 | -0.55395
5/23/2019 16:51 1:4:46 1 1.13 59.34 0.574317 | -0.55457
5/24/2019 10:32 1:22:27 1 1.18 78.15 0.446321 | -0.80672
5/24/2019 10:34 1:22:29 1 1.19 78.49 0.446426 | -0.80648
5/24/2019 13:43 2:1:38 1 1.26 83.98 0.430579 | -0.84263
5/24/2019 15:36 2:3:31 1 1.27 88.54 0.41021 | -0.89109
5/24/2019 17:56 2:5:51 1 1.27 95.41 0.380673 | -0.96581
5/25/2019 13:35 3:1:30 1 1.35 124.4 0.302251 | -1.1965
5/25/2019 22:16 3:10:11 1 1.33 144.36 0.258243 | -1.35385

5/25/2019 3:10:13 1 1.41 146.97 0.262366 | -1.33801
5/26/2019 11:16 3:23:11 1 1.57 184.74 0.222583 | -1.50245
5/26/2019 11:18 3:23:13 1 1.51 178.01 0.225605 | -1.48897
5/27/2019 10:19 4:22:14 1 1.74 248.15 0.176667 | -1.73349
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Figure S7. "H NMR Spectra at Reaction Time Points for Cysteamine and Lactam 49 with
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Figure S8. Fraction Remaining Values Plotted Against Time Points for Lactam 49
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Figure S9. In(Fraction Remaining) Values Plotted Against Time Points for Lactam 49
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FSC\Q\ S
J\%k
N S Hy 15 equiv

Ph H —_—
CDClj, rt

t1/2 =98h

Table S6. 'H NMR Integration and In(Fraction Remaining) Values Used to Determine
Pseudo-first Order Rate Constant for Reaction of Cysteamine with Lactam 51

Integration
Proton | Proton | Proton
Time Timepoint Ha Hp Hc+HD
m/dd/yy 6.28 | 5.52

hh:mm d:h:min ppm ppm | 5.34 ppm %rem In%rem
5/14/18 13:38 0:0:02 1 1 1.15 0.869565 -0.13976
5/14/18 14:55 0:1:19 1 0.98 1.31 0.755725 -0.28008
5/14/18 15:43 0:2:07 1 1.09 1.49 0.701342 -0.35476
5/14/18 16:42 0:3:06 1 1.07 1.56 0.663462 -0.41028
5/14/18 16:51 0:3:15 1 1.06 1.62 0.635802 -0.45287
5/14/18 16:53 0:3:17 1 1 1.61 0.621118 -0.47623
5/15/18 2:25 0:12:49 1 1.09 3.2 0.326563 -1.11913
5/15/18 8:44 0:19:08 1 1.04 5.32 0.191729 -1.65167
5/15/18 9:40 0:20:04 1 1.11 5.94 0.177609 -1.72817
5/15/18 10:43 0:21:07 1 0.86 4.82 0.192946 -1.64534
5/15/18 11:32 0:21:56 1 1.18 6.19 0.17609 -1.73676
5/15/18 12:34 0:22:58 1 1.02 6.27 0.161085 -1.82583
5/15/18 14:37 1:0:59 1 0.94 6.39 0.1518 -1.88519
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Figure S10. "H NMR Spectra at Reaction Time Points for Cysteamine and Lactam 51
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Figure S11. Fraction Remaining Values Plotted Against Time Points for Lactam 51
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MeO Ha /\/NHZ
AL e S
N 5w, 15 equw S 2
) B

CDCI3 rt
t1/2 =8.5d

Table S7. 'H NMR Integration and In(Fraction Remaining) Values Used to Determine
Pseudo-first Order Rate Constant for Reaction of Cysteamine with Lactam 52

Integration Values
Time Time Point Ha Hp Hc+Hg
mm/dd/yy Fraction In(Fraction
hh:mm d:h:min | 86.22 | 55.45 35.31 Remaining | Remaining)

4/11/19 14:25 0:0:02 1 1.03 1.06 0.957547 -0.04338
4/11/19 14:28 0:0:05 1 1.04 1.09 0.93578 -0.06638
4/11/19 14:30 0:0:07 1 1.03 1.07 0.948598 -0.05277
4/11/19 14:45 0:0:22 1 1.03 1.09 0.931193 -0.07129
4/11/19 14:47 0:0:24 1 1.03 1.09 0.931193 -0.07129
4/11/19 15:08 0:0:45 1 1.03 1.09 0.931193 -0.07129
4/11/19 15:10 0:0:47 1 1.03 1.07 0.948598 -0.05277
4/11/19 16:39 0:2:16 1 1.06 1.1 0.936364 -0.06575
4/11/19 16:41 0:2:18 1 1.05 1.12 0.915179 -0.08864
4/12/19 8:59 0:18:36 1 1.09 1.23 0.849593 -0.163

4/12/19 10:13 0:19:50 1 1.09 1.26 0.829365 -0.18709
4/12/19 10:15 0:19:52 1 1.03 1.23 0.825203 -0.19213
4/12/19 10:17 0:19:54 1 1.05 1.2 0.854167 -0.15763
4/12/19 12:52 0:22:29 1 1.04 1.21 0.842975 -0.17082
4/12/19 12:54 0:22:31 1 1.05 1.26 0.813492 -0.20642
4/12/19 13:47 0:23:24 1 1.05 1.25 0.82 -0.19845
4/12/19 16:04 1:1:41 1 1.05 1.25 0.82 -0.19845
4/12/19 16:52 1:2:29 1 1.07 1.26 0.821429 -0.19671
4/13/19 12:01 1:21:38 1 1.07 1.32 0.784091 -0.24323
4/13/19 14:13 1:23:50 1 1.09 1.34 0.779851 -0.24865
4/13/19 17:46 2:3:23 1 1.04 1.26 0.809524 -0.21131
4/13/19 17:48 2:3:25 1 1.05 1.27 0.807087 -0.21432
4/14/19 12:29 2:22:06 1 1.06 1.38 0.746377 -0.29252
4/14/19 12:32 2:22:09 1 1.09 1.4 0.746429 -0.29246
4/15/19 10:10 3:19:47 1 1.09 1.56 0.669872 -0.40067
4/15/19 10:13 3:19:50 1 1.07 1.54 0.672078 -0.39738
4/15/19 13:54 3:23:31 1 1.08 1.6 0.65 -0.43078
4/16/19 9:37 4:19:14 1 1.08 1.64 0.634146 -0.45548
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4/16/19 11:51 4:21:28 1 1.09 1.67 0.625749 -0.46881
4/16/19 17:27 5:3:04 1 1.08 1.7 0.611765 -0.49141
4/16/19 21:07 5:6:44 1 1.11 1.76 0.599432 -0.51177
4/17/19 10:14 5:19:51 1 1.11 1.84 0.57337 -0.55622

Figure S13. "TH NMR Spectra at Reaction Time Points for Cysteamine and Lactam 52
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Figure S14. Fraction Remaining Values Plotted Against Time Points for Lactam 52
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Table S8. 'H NMR Integration and In(Fraction Remaining) Values Used to Determine
Pseudo-first Order Rate Constant for Reaction of Cysteamine with Lactam 52 with Internal

Standard
Integration Values
Time Time H, H, Internal | Fraction In(Fraction
Point standard | Remaining | Remaining)

mAdYY | ghemin | 5622 | 5545 | §2.20

hh:mm
5/3/2019 16:19 0:0:00 1 1.02 17.83 1.01963 0.01944
5/4/2019 12:07 0:19:48 1 1.07 20.23 0.92091 -0.08239
5/4/2019 15:05 0:22:46 1 1.13 20.6 0.930583 -0.07194
5/4/2019 15:07 0:22:48 1 1.05 20.63 0.894329 -0.11168
5/6/2019 9:51 2:17:32 1 1.12 25.26 0.755344 -0.28058
5/7/2019 13:30 3:21:11 1 1.19 27.59 0.714389 -0.33633
5/8/2019 13:42 4:21:23 1 1.03 28.02 0.652034 -0.42766
5/9/2019 8:14 5:15:55 1 1.12 32.13 0.593838 -0.52115
5/9/2019 14:34 5:22:15 1 1.22 34.19 0.584381 -0.5372
5/10/2019 4:08 6:11:49 1 1.31 36.35 0.571939 -0.55872
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Figure S16. "H NMR Spectra at Reaction Time Points for Cysteamine and Lactam 52 with
Internal Standard
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Figure S17. Fraction Remaining Values Plotted Against Time Points for Lactam 52 with
Internal Standard
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Figure S18. In(Fraction Remaining) Values Plotted Against Time Points for Lactam 52 with
Internal Standard
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HS/\/NH2

15 equiv
_——
CDC|3, rt,

<10 min to
reach
completion §22

15 equiv
_——
CDC|3, rt

t1/2 =7 min

Table S9. 'H NMR Integration and In(Fraction Remaining) Values Used to Determine
Pseudo-first Order Rate Constant for Reaction of Cysteamine with Lactam 60

Integration Values
Time Fraction In(Fraction
Time Point Ha Hp Hc+Hqg Remaining Remaining)
m/dd/yy
hh:mm min 06.28 | 85.50 0 5.06

5/17/18 15:12 4 1 0.82 2.17 0.419354839 | -0.869037847
5/17/18 15:14 6 1 1.07 35 0.295714286 | -1.218361542
5/17/18 15:16 8 1 0.83 3.81 0.24015748 | -1.426460403

Figure S19. "TH NMR Spectra at Reaction Time Points for Cysteamine and Lactam 60
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Figure S20. Fraction Remaining Values Plotted Against Time Points for Lactam 60
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Figure S21. In(Fraction Remaining) Values Plotted Against Time Points for Lactam 60
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15 equiv
_———
CDC|3, rt

t1/2 =7 min

Table S10. 'H NMR Integration and In(Fraction Remaining) Values Used to Determine
Pseudo-first Order Rate Constant for Reaction of Cysteamine with Lactone S17

Integration Values

Time Fraction In(Fraction

Point Ha Hp Hc+Hqg Remaining | Remaining)

min 06.22 | 85.53 0 5.45
3 1 1 1.15 0.869565 -0.13976
6 1 0.98 1.31 0.755725 -0.28008
8 1 1.09 1.49 0.701342 -0.35476
10 1 1.07 1.56 0.663462 -0.41028
12 1 1.06 1.62 0.635802 -0.45287
14 1 1 1.61 0.621118 -0.47623
17 1 1.09 3.2 0.326563 -1.11913
19 1 1.04 5.32 0.191729 -1.65167
21 1 1.11 5.94 0.177609 -1.72817
24 1 0.86 4.82 0.192946 -1.64534
26 1 1.18 6.19 0.17609 -1.73676
28 1 1.02 6.27 0.161085 -1.82583
30 1 0.94 6.39 0.1518 -1.88519
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Figure 22. 'TH NMR Spectra at Reaction Time Points for Cysteamine and Lactone S17
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Figure S23. Fraction Remaining Values Plotted Against Time Points for Lactone S17
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Figure S24. In(Fraction Remaining) Values Plotted Against Time Points for Lactone S17
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Biological Materials and Methods

Table S11. HPLC purities of compounds.

Compound Retention Time (min) Purity (%)
45 14.8 >99
47 11.0 98.4
48 15.2 95.8
49 20.1 95.6
51 22.5 93.6
52 19.1 92.1
54 20.2 91.0
60 13.3 98.6

Figure S25. HPLC trace of 45, > 99% pure. RT = 14.8 min. Peak at 1.5-3 min is DMSO.
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Figure S26. HPLC trace of 47, 98.4% pure. RT = 11.0 min. Peak at 1.5-3 min is DMSO. The peak
at 18.0 min appears in the blank run, and was excluded from purity analysis.
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Figure S27. HPLC trace of 48, 95.8% pure. RT = 15.2 min. Peak at 1.5-3 min is DMSO. The peak
at 18.0 min appears in the blank run, and was excluded from purity analysis.
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Figure S28. HPLC trace of 49, 95.6% pure. RT = 20.1 min. The peak at 18.0 min appears in the
blank run, and was excluded from purity analysis.
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Figure S29. HPLC trace of 51, 93.6% pure. RT = 22.5 min.
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Figure S30. HPLC trace of 52, 92.1% pure, RT = 19.1 min. Peak at 1.5-3 min is DMSO.
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Figure S31. HPLC trace of 54, 91.0% pure. RT = 20.2 min.
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Figure S32. HPLC trace of 60, 98.6% pure. RT = 13.3 min.
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Figure S33. 4-15% SDS-PAGE analysis of La antigen protein expression, stained with

Coomassie blue.
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Table S12. Observed adducts from La Antigen mass spectrometry MS/MS analysis. Listed are the

cysteine adducts identified for the three peptides searched. IAD = carbamidomethylation, D2-IAD

= dp-carbamidomethylation. Fluconazole and CPM are the same negative and positive controls,

respectively, used in the ALARM NMR assay. N/A indicated the peptide was not identified.

Samples included three biological replicates analyzed each in technical triplicate.

Sample | Compound | SLEEKIGC®LLK IGCP2LLK FSGDLDDQTC?**R
S1 1 IAD/D2-IAD D2-IAD N/A
S1 2 DMSO IAD/D2-IAD D2-IAD IAD
S1 3 IAD/D2-IAD N/A IAD
S2 1 IAD/D2-IAD IAD/D2-IAD IAD
S2 2 DMSO IAD/D2-IAD IAD/D2-IAD IAD
S2 3 IAD/D2-IAD IAD/D2-IAD IAD
S3 1 D2-IAD IAD/D2-IAD IAD
S3 2 DMSO IAD/D2-1AD IAD/D2-IAD IAD
S3 3 IAD/D2-IAD IAD/D2-IAD IAD
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S4 1 IAD/D2-1AD D2-IAD IAD
S4 2 Fluconazole IAD/D2-IAD D2-IAD IAD
S4 3 IAD/D2-1AD D2-IAD IAD
S5 1 IAD/D2-IAD IAD/D2-IAD IAD
S5 2 Fluconazole IAD/D2-1AD D2-IAD IAD
S5 3 IAD/D2-IAD D2-IAD IAD
S6 1 IAD/D2-IAD D2-IAD IAD
S6 2 Fluconazole IAD/D2-1AD IAD/D2-1AD IAD
S6 3 IAD/D2-IAD D2-1AD IAD
S7 1 D2-IAD D2-IAD/CPM D2-IAD
S7 2 CPM D2-IAD/CPM D2-IAD/CPM D2-1AD
S7 3 D2-IAD/CPM D2-IAD/CPM D2-1AD
S8 1 D2-IAD/CPM D2-IAD/CPM D2-1AD
S8 2 CPM D2-IAD/CPM D2-IAD/CPM D2-1AD
S8 3 D2-IAD/CPM D2-IAD/CPM D2-1AD
S9 1 D2-IAD/CPM D2-IAD/CPM N/A
S9 2 CPM D2-IAD/CPM D2-IAD/CPM N/A
S9 3 D2-IAD/CPM D2-IAD/CPM N/A
S10 1 D2-IAD D2-1AD/S17 D2-1AD
S10 2 S17 D2-1AD/S17 D2-1AD/S17 D2-1AD
S10 3 D2-1AD/S17 D2-1AD/S17 D2-1AD
S11 1 D2-1AD/S17 D2-1AD/S17 D2-1AD
S11 2 S17 D2-1AD/S17 D2-1AD/S17 D2-1AD
S11 3 D2-1AD/S17 D2-1AD/S17 D2-1AD
S12 1 D2-1AD/S17 D2-1AD/S17 D2-1AD
S12 2 S17 D2-1AD/S17 D2-1AD/S17 D2-1AD
S12 3 D2-1AD/S17 D2-1AD/S17 D2-1AD
S13 1 IAD IAD/D2-IAD IAD
S13 2 51 IAD/D2-1AD IAD/D2-1AD IAD
S13 3 IAD IAD/D2-IAD IAD
S14 1 IAD/D2-1AD D2-1AD/51 IAD
S14 2 51 IAD/D2-1AD D2-IAD IAD
S14 3 IAD/D2-IAD D2-1AD/51 IAD
S15 1 IAD/D2-1AD IAD/D2-1AD/51 IAD
S15 2 51 IAD/D2-IAD IAD/D2-1AD/51 IAD
S15 3 IAD/D2-1AD IAD/D2-1AD/51 IAD
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Figure S34. Heat map analysis of the observed adducts from La Antigen mass spectrometry
MS/MS analysis (Table 12). Fluconazole is the negative control (non-thiol reactive) and CPM is
the positive control (thiol-reactive). Asterisk indicates three samples overlap between these two
categories (i.e., in three samples, IGC®?LLK is found adducted with IAD, d»-IAD, and

compound). Boxes in the middle of two possible adducts indicates the number of samples in which
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the peptide is found with both adducts. Samples included three biological replicates analyzed each

in technical triplicate.
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'H NMR, BC NMR, and Peptide Mass Spectra

PAJ 6-104, distilled I3
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PAJ 6-106 dist. 3
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PAJ 8-94, CNMR
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PAJ 7-14 CNMR
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3.972
3.959
3.955
3.950
3.942
3.928
3.920
3.915
3.910
3.894
3.107
3.102
3.097
3.091
1.884
1.872
1.864
1.838
1.808
1.799
1.777
1.759
1.746
1.738
1.731
1.716
1.710
1.325

==V /éx /\E

PAJ 6-80B, 11-15 NAME PAJ 6-80B, 11-15
EXPNO 10
PROCNO 1
Date_ 20141216
Time 13.10
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
D 65536
SOLVENT cDC13
— T T T e T T Basaanana Raa MM aw
6.10 ppm 5.5 5.4 ppm 4.2 4.1 4.0 ppm SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
O RG 32
DW 60.800 usec
DE 6.50 usec
HN TE -1990.2 K
-, D1 1.00000000 sec
\\ @) wommmmnn CHANNEL fl weossswes
U— IV NUC1 1H
Ph O Pl 13.75 usec
T I 1 SI 65536
1.9 1.8 m SF 400.1300105 MHz
14a pp WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
l& I\ Lﬁ 1 \F}LF
T T T T N T T T ] T
9 7 6 5 4 3 2 1 ppm
N=IS < 9 o Il b b 9 N -
alled| v =] =] - Idlo o L o
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NAME PAJ 6-80B, 11-15
PAJ 6-80B, 11-15 EXPNO 11
PROCNO 1
Date_ 20141216
Time 13.22
INSTRUM spect
PROBHD 5 mm PABBO BB-
(o) PULPROG zgpg30
D 65536
SOLVENT CDC13
HN NS 195
DS 4
., SWH 24038.461 Hz
\ “ o) FIDRES 0.366798 Hz
\ J\IV AQ 1.3631988 sec
RG 203
Ph (@] DW 20.800 usec
DE 6.50 usec
14a TE 3250.3 K
D1 2.00000000 sec
D11 0.03000000 sec
==z====== CHANNEL f] ========
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127614 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I | I | | | | | | | |
200 180 160 140 120 100 80 60 40 20 0 ppm
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7.407
7.403
7.397
7.389
7.384
7.312
7.301
7.283
7.251
6.312
6.125
6.115
6.103
6.096
5.413
5.399
5.394
4.696
4.681
4.661
3.934
3.926
3.917
3.911
3.898
3.888

\-3.871

//%\\x /< é %Z

3.122
3.115
3.096
3.089
3.080
2.154
2.112
2.095
1.960
1.941
1.933
1.923
1.911
1.896
1.873
1.845
1.763
1.751
1.744
1.659
1.256
1.240

rIMUWVV\ r/WﬂWMWmwhykmmmmmmmmmmmmwwmwﬂrl

NAME PAJ 6-80B, 23-26
PAJ 6-80B, 23-26 EXPNO 10
PROCNO 1
Date_ 20141028
Time 17.16
INSTRUM spect
PROBHD 5 mm PABBO BB-
(@] L PULPROG 2930
D 65536
HN T T T T T SOLVENT CDC13
6.4 6.2 6.0 5.8 5.6 4. 4. 4.0 ppm mm Hw
SWH 8223.685 Hz
\“\ O FIDRES 0.125483 Hz
AQ 3.9846387 sec
Ph RG 101
o DW 60.800 usec
DE 6.50 usec
14b TE -1.4 K
D1 1.00000000 sec
wommmmnn CHANNEL fl wessssss
NUC1 1H
Pl 13.75 usec
. . . . SI 65536
3.2 3.0 2. 2.0 ppm mMz hoo.Huoonm MHz
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T T
8.0 7.5 7.0 6.5 6.0 55 5.0 . 3.0 2.5 1 m 0.5 ppm
v ol le - <) =] o
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NAME PAJ 6-80B, 23-26
EXPNO 11
PAJ 6-80B, 23-26 CNMR PROCNO 1
Date_ 20141029
Time 1.30
INSTRUM spect
O PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
D 65536
HN SOLVENT cDC13
NS 3500
DS 4
\\ @) SWH 24038.461 Hz
lv FIDRES 0.366798 Hz
AQ 1.3631988 sec
Ph o RG 161
DW 20.800 usec
DE 6.50 usec
\_L.U TE -2203.4 K
D1 2.00000000 sec
D11 0.03000000 sec
szssss== CHANNEL f] =s=ssss==
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127557 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
N T T N T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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PAJ 7-16, 18-40 NAME PAJ 7-16, 18-40
EXPNO 20
PROCNO 1
Date_ 20150312
Time 15.33
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
0 TD 65536
SOLVENT cDC13
! ! ! ! NS 16
HN 6.0 5.5 5.0 4.5 ppm DS 2
SWH 8223.685 Hz
“, FIDRES 0.125483 Hz
\\ \Vﬂ AQ 3.9846387 sec
RG 90.5
TIPS DW 60.800 usec
DE 6.50 usec
5 TE 297.1 K
Amm o D1 1.00000000 sec
wennnnns CHANNEL fl wesssses
. NUC1 1H
I I 1 ! Pl 13.75 usec
3.0 2.5 2.0 ppm SI 65536
SF 400.1300102 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
1.3 1.2 ppm
L 1 1. UL
S . - S = - ceee . . R
9 8 7 6 5 4 3 2 1 0 ppm
o B S S - 00T NS
-0 - o= o | N[ |=|M|N|OD %
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NAME PAJ 7-16, trans
PAJ 7-16, trans CNMR s H
Date_ 20150409
Time 6.09
INSTRUM spect
O PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
HN SOLVENT cDCl3
NS 2048
DS 4
\ K 0 SWH 24038.461 Hz
74 \VﬂIV FIDRES 0.366798 Hz
AQ 1.3631988 sec
TIPS 0 RG 203
DW 20.800 usec
DE 6.50 usec
15a TE 92.3 K
D1 2.00000000 sec
D11 0.03000000 sec
ssssssss CHANNEL f]l =sssss==
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127557 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
pC 1.40

_ L1y L 1L

I 1 I I I
200 180 160 140 120 100 80 60 40 20 0 ppm

S54



NO A N~ OOMANO =@ O OOMAOANANTOCODOMWOWEOITONUNWUONANANMNMANO AN OOT0WANWONON
TNONILIIINTNONITTNANNNAOONNVONNXCCTONDEONTAOANNCONNDTONAANOO AN
222000334400999999999988879999998888888877_/_/7777763320
766666554444333333333333332222211111111111111111111111
NAME PAJ 7-16, 59-65
PAJ 7-16, 59-65 EXPNO 10
PROCNO 1
Date_ 20150312
Time 15.28
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
o) TD 65536
SOLVENT cDC13
A NS 16
HN DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
Vi nlu.v _ _ : — _ : AQ 3.9846387 sec
RG 50.8
TIPS (0] 6.0 5.0 4.5 ppm DW 60.800 usec
DE 6.50 usec
TE 297.1 K
Am_o D1 1.00000000 sec
wommmmmms CHANNEL f]l wommmm—-
NUC1 1H
.|1\>/|y Pl 13.75 usec
SI 65536
SF 400.1300149 MHz
WDW EM
SSB 0
LB 0.30 Hz
. . . . GB 0
T T T T T pe 1.00
3.0 2.8 2.6 2.4 2.2 2.0 1. ppm
T T T T T T T T
9 7 6 5 4 3 1 0 ppm
NN (=} Ind BB E=d N 2] [~ NI OIMm
ae e NN (N N | (vl
ﬁo,D 11 Doﬁ, 4J N N QM%
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NAME PAJ 7-16, 59-65
EXPNO 11
PROCNO 1
PAJ 7-16, 59-65 CNMR Date_ 20150314
Time 22.37
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
O SOLVENT cDC13
NS 2048
DS 4
HN SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
\\ () RG 203
DW 20.800 usec
TIPS o) DE 6.50 usec
TE 311.5 K
D1 2.00000000 sec
D11 0.03000000 sec
15b
sssssss= CHANNEL f] =sssss==
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127572 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

I I | I
200 180 160 140 120 100 80 60 40 20 0 ppm
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- NAME PAJ 6-150, plug
PAJ 6-150, plug EXPNO 10
PROCNO 1
Date_ 20150120
Time 14.32
INSTRUM spect
PROBHD 5 mm QNP 1H/1
) PULPROG 2930
D 32768
M- SOLVENT cDC13
NS 16
T T T T T T T T T T T T T T DS 2
SWH 6188.119 Hz
6.8 6.6 6.4 6.2 6.0 5.8 5.6 5.4 5.2 5.0 4.8 4.6 414 4.2 ppm PIDRES 0.168846 Hs
AQ 2.6477044 sec
RG 101
DW 80.800 usec
(@] DE 6.50 usec
TE -929.3 K
D1 1.00000000 sec
HN TDO 1
2 .l> ssssssss CHANNEL fl ssssss==
\\ A SFO1 300.2318540 MHz
74 (0] NUC1 1H
Ph | I T T T T T | T T Pl 12.71 usec
SI 32768
3.0 2.8 2.6 2.4 2.2 2.0 ppm SP 300.2300109 MHz
WDW EM
18a SSB 0
LB 0.10 Hz
GB 0
. PC 1.00
6.4:1 trans:cis
> n . I ?
T T T T T T T T T T
9 8 7 6 5 4 3 1 0 ppm

N
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NAME PAJ 6-150, plug
PAJ 6-150, plug EXPNO 10
PROCNO 1
Date_ 20150122
Time 2.48
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 2048
DS 4
SWH 24038.461 Hz
O FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 203
DW 20.800 usec
DE 6.50 usec
18a TE 94,8 K
D1 2.00000000 sec
D11 0.03000000 sec
B sssssss= CHANNEL f] =ssssss==
6.4:1 trans:cis NUC1 13C
Pl 10,00 usec
SI 32768
SF 100.6127585 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
: | 1
| | | | | |
200 180 160 140 20 0 ppm
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7.388
7.385
7.377
7.373
7.369
7.337
7.330
7.327
7.323
7.319
7.304
7.260

fé

PAJ 7-46, 31-36

2

6.393
6.137

5.423
5.419
4.706
4.691
3.172
3.167
3.162
3.156
3.151
3.146
3.140
3.135
3.130
2.722
2.710
2.705
2.692
2.688
2.675
2.671
2.658
2.646
2.633
2.629
2.616
2.598
2.594
2.581
2.163
2.149
2.136
2.124
2.119
2.107
2.102
2.090

NAME

EXPNO
PROCNO
Date_

Time

INSTRUM
PROBHD
PULPROG

TD
A M M NS

DS
SWH

1 I I |

6.4 6.2 6.0

O
HN
7 o
Ph

| 1 I I | | | I I

5.8 5.6 5.4 5.2 5.0 4.8 4.6 4.4 ppm mm
DW
DE
TE
Dl
TDO

SOLVENT

FIDRES

PAJ 7-46, 31-36

10
1

20150417
17.09
spect

5 mm PABBO BB/

2930
65536
cDCl3

16

2
10000.000 Hz
0.152588 Hz
3.2768500 sec
161
50.000 usec
6.50 usec
297.2 K
1.00000000 sec
1

======== CHANNEL f] ===s=s=====

SFO1 500.1630887 MHz
NUC1 1H
Pl 11.45 usec
52%&? SI 65536
500.1600127
YA W - WO Vi
\_WU I | | | I 1 I I | SsB 0
LB 0.30 Hz
8.6 3.4 3.2 3.0 2.8 2.6 2.4 2.2 ppm GB 0
] PC 1.00
9.8:1 cis:trans
a A L a i 1
T s T T T T : . M —
9 8 7 6 5 4 3 2 1 ppm
ol s el - o P = ol leiled
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7 //\ \ \ / 4\ f \ _ NAME PAJ 7-46, 31-36
EXPNO 11
PROCNO 1
Date_ 20150418
PAJ 7-46, 31-36 CNMR Time 6.51
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
0] D 65536
SOLVENT CDC13
NS 2500
HN DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
\ AQ 1.1010548 sec
74 o) RG 203
DW 16.800 usec
Ph DE 6.50 usec
TE 298.5 K
D1 2.00000000 sec
AWU D11 0.03000000 sec
TDO 1
==zzz=z==== CHANNEL f] ========
SFO1 125.7779086 MHz
. NUC1 13C
9.8:1 cis:trans Pl 10.50 usec
SI 32768
SF 125.7653140 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
| | | _ _ _ I J
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm

S60



7.257
6.259
6.081
6.074
5.385
5.383
5.379
5.377
4.010
3.998
3.025
3.019
3.012
3.008
3.002
2.996
2.989
2.983
2.970
2.679
2.672
2.657
2.648
2.634
2.630
2.623
2.608
2.601
2.578
2.162

PAJ 7-20, trans

2.153
2.139
2.132
2.128
2.121
2.116
2.108
2.093
2.085
2.080
2.073
2.070
2.057
1.845
1.830
1.822
1.808
1.800
1.794
1.786
1.772
1.764

1.749
1.735
1.045

BRSO — ____

ppm

D

NS
DS
SWH

AQ
RG
DW

DE
TE
", D1
(0] wessssss CHANNEL f]l ssssssse
1H
Pl 13.75 usec
SI 65536
SF

400.1300110 MHz

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

SOLVENT

FIDRES

10

1
20150408
15.21
spect

5 mm PABBO BB-

zg30
65536
CDC13

16

2
8223.685
0.125483
3.9846387

57

60.800
6.50

92.0
1.00000000

PAJ 7-20, trans

Hz
Hz
sec

usec
usec
K
sec

NUC1

19a pris K
T T T T T 4 - - LB 0.30 Hz
3.2 3.0 2.8 2.4 2.2 2.0 1.8 ppm |58 108
| o L ) ﬁi
_ S : : - S S - -
9 8 7 6 4 3 2 1 ppm
Ol o o o o~ ||~ o M“
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_ _ _ < # “ _ _ ;\ _ _ NAME PAJ 7-20, trans pure
EXPNO 11
PAJ 7-20, trans pure CNMR paoeno 20180411
Time 0.13
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
RG 203
DW 16.800 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
19a
======== (CHANNEL f] ========
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653156 MHz
WowW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T I | T I T T I T i T I
200 180 160 140 120 100 80 60 40 20 0 ppm
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PAJ 8-28, 5 NAME PAJ 8-28, 5
EXPNO 10
PROCNO 1
Date_ 20151020
Time 14.39
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
Il SOLVENT cDCl3
A —— NS 16
DS 2
SWH 8012.820 Hz
! | ! ! ! I ! ! ! ! ! I ! ! FIDRES 0.122266 Hz
6.6 6.4 6.2 6.0 5.8 5.6 5.4 5.2 5.0 4.8 4.6 4.4 4.2 ppm AQ a.omfwwaumo
RG 2
DW 62.400 usec
DE 6.50 usec
TE 93.4 K
O D1 1.00000000 sec
TDO 1
HN ======== CHANNEL f] ==s=s====
SFO1 400.1324710 MHz
NUC1 1H
\ Pl 13.75 usec
74 O SI 65536
SF 400.1300125 MHz
TIPS WDW EM
T T T T T T SSB 0
19b 3.0 2.8 2.6 2.4 2.2 ppm w e
PC 1.00
4.4:1 cis:trans
| A P L L . Fﬁr
T " T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
o ™ wn M (<] oy N OO wn
S e e ) ] ot Bl o B el B B -
— — -~ o o -~ -0 M=o MD-
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NAME PAJ 8-28, 5
EXPNO 11
PAJ 8-28, 5 CNMR PROCNO 1
Date_ 20151021
Time 0.57
INSTRUM spect
PROBHD 5 mm PABBO BB-
@] PULPROG 2gpg30
TD 65536
SOLVENT cDC13
HN NS 1024
DS 4
SWH 24038.461 Hz
\ FIDRES 0.366798 Hz
74 (@) AQ 1.3631988 sec
RG 203
TIPS DW 20.800 usec
DE 6.50 usec
TE 96.7 K
19b D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
. < =zzs=z==== CHANNEL f]l] ====z====
4.4:1 cis:trans SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127568 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
| N | 1

T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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3333333332222222229114422111114009998888
7777777777777777776665544333332221111111

1.874
1.870
1.867
1.861
1.854
1.851
1.840
1.836
1.826
1.812
1.807
1.797
1.788
1.524

R e N N Y

PAJ 7-62, 16 trans NAME PAJ 7-62, 16 trans
EXPNO 10
PROCNO 1
Date_ 20150506
Time 18.55
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 65536
SOLVENT cDCl3
NS 16
DS 2
T | | _ _ ERAAAAAASAS RAR AR A S RS AREALS RARAARRSES RARAS RS SWH 10000.000 Hz
) ) ) FIDRES 0.152588 Hz
6.15 ppm 4.25 ppm 2.1 2.0 1.9 ppm AQ 3.2768500 sec
RG 32
DW 50.000 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
sssssss= CHANNEL f]l =sssssa=
SFO1 500.1630887 MHz
NUC1 1H
Pl 11.45 usec
SI 65536
SF 500.1600143 MHz
WDW EM
20a SSB 0
LB 0.30 Hz
GB 0
1:1 dr PC 1.00
» 1
| | 1 I | | | | | |
9 8 7 6 5 4 0 ppm

BHE
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NAME PAJ 7-62, 16 trans
PAJ 7-62, 16 trans CNMR EXPNO 11
PROCNO 1
Date_ 20150506
Time 23.54
INSTRUM spect
PROBHD 5 mm PABBO BB/
O PULPROG zgpg30
D 65536
SOLVENT CDC13
HN NS 1024
DS 2
% SWH 29761.904 Hz
\\ — FIDRES 0.454131 Hz
- AQ 1.1010548 sec
Ph HO RG 203
DW 16.800 usec
DE 6.50 usec
20a TE 298.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
A.A Q—: ======== CHANNEL f]l ========
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653193 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
| 1 1 I I I I 1 1 ' I
200 180 160 140 120 100 80 60 40 20 0 ppm
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7.274
7.257
6.192
6.134
6.129
5.442
5.438
5.421
5.417
4.709
4.702
4.694
4.686
3.157
3.152
3.147
3.142
3.137
3.132
2.380
2.357
2.161
2.140
2.133
2.116
2.106
2.092
2.083
2.079
2.073
2.063
1.951
1.934
1.925
1.910
1.901
1.839
1.830
1.825
1.815
1.804
1.790
1.780
1.528

PAJ 7-62, 29 cis

NAME PAJ 7-62, 29 cis
EXPNO 10
PROCNO 1
Date_ 20150506
Time 18.48
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 65536
- ] SOLVENT cDCl13
NS 48
DS 2
T 4 T T T T T T SWH 10000.000 Hz
FIDRES 0.152588 Hz
6.2 6.0 m.w 5.2 5.0 4.8 4.6 4 ppm AQ 3.2768500 sec
RG 181
DW 50.000 usec
DE 6.50 usec
0O TE 298.2 K
D1 1.00000000 sec
HN TDO 1
s==sss==== CHANNEL f] ==s=sss===
SFO1 500.1630887 MHz
\\ = NUC1 1H
T v Pl 11.45 usec
Ph HO SI 65536
2.4 2.2 2.0 1.8 ppm SF 500.1600138 MHz
WDW EM
20b SSB 0
LB 0.30 Hz
. GB 0
6.5:1 cis:trans PC 1.00
1:1dr
P B SRR I S TR IR R RERERE R Trrr e |
9 8 7 5 3 2 0 ppm
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207.867
170.205
141.655
131.900
131.854
131.843

129.019

128.874
128.579

128.462
122.235
121.976
117.643
117.585
117.325
117.223
87.477
87.347
87.239
86.987
86.884
84.994

4.876
84.595
77.407
77.152
76.898

@

L
o
L
N
~

71.928
67.971
67.811

47.712
47.450
46.227
42.736
42.716
41.681
40.546
40.506
39.990
30.373
30.259
30.193
30.063
29.835

|

TS eSS e\ WV \=———

PAJ 7-62, 29 cis CNMR

HN
74 =
Ph HO
20b

6.5:1 cis:trans

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

D1

D11

TDO

PAJ T7-62,

11
1
20150507

2.38
spect

5 mm PABBO BB/

zgpg30
65536
CDC13

3000

2
29761.904
0.454131
1.1010548
203

16.800
6.50

298.6
2.00000000
0.03000000
1

29 cis

Hz
Hz
sec

usec
usec

sec
sec

======== CHANNEL f] ========

usec

Hz

SFO1 125.7779086 MHz
| i ok
1:1dr S1 32768
SF 125.7653144 Mz
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
I I I I 1 1 1 1 1 1 1
200 180 160 140 120 100 80 60 40 20 0 ppm
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PAJ 7-44, Plug NAME PAJ 7-44, Plug
EXPNO 10
PROCNO 1
Date_ 20150417
Time 10.27
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30
e D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 10000.000 Hz
L S S R S B S B B SRR o 303768300 sec
6.2 6.0 5.8 5.6 5.4 5.2 5.0 4.8 4.6 4.4 4.2 ppm RG 114
DW 50.000 usec
DE 6.50 usec
TE 297.4 K
D1 1.00000000 sec
TDO 1

======== CHANNEL f] ==ssss===

SFO1 500.1630887 MHz

NUC1 1H

Pl 11.45 usec
= |\r SI 65536

SF 500.1600144 MHz
WDW EM
SSB 0
21a : ———t —— . Ls 0.30 z
3.0 2.5 2.0 ppm ee 1.00
1:1dr
\Px;f b\ A A | ﬁll 1
........ _ ' . P : . e .
8 7 6 5 4 3 2 1 0 ppm
] e N o NN @] (s
| - o o o |- N| M|

o~
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- - ed o S O0OOOCCCEWOT DTN NN A

NAME PAJ 7-44, Plug
EXPNO 11
PROCNO 1
Date_ 20150417
PAJ 7-44, Plug CNMR Time 22.53
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 2048
DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
RG 203
DW 16.800 usec
DE 6.50 usec
TE 298.2 K
D1 2.00000000 sec
D11 0.03000000 sec
N‘—N TDO 1
=zzs==== CHANNEL fl ========
1:1 dr SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653130 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
1 I I I | | 1 I I N | ' |
200 180 160 140 120 100 80 60 40 20 0 ppm

S70



(=)
<
<
N

2.422

1.019

PAJ 8-34, 4

N

|

6.6 6.4

6.2 6.0 5.8 5.6 5.4 5.2 5.0

ium\NM.\?I\‘?}ﬂ
1.8:1 cis:trans

TE .
D1 .
TDO 1
=sssss== CHANNEL fl] s=ssss==
SFO1 400.1324710 MHz
NUC1 1H
Pl 13.75 usec
SI 65536
- SF 400.1300115 MHz
|
.0

NAME PAJ 8-34, 4
EXPNO 10
PROCNO 1
Date_ 20151027
Time 15.21
— INSTRUM spect
I PROBHD 5 mm PABBO BB-
ppm PULPROG 2930
D 65536
? SOLVENT CDC13
zbflll NS 16
DS 2
SWH 8012.820 Hz
| | 1 FIDRES 0.122266 Hz
AQ 4.0894966 sec
4.4 4.2 ppm v 32
DW 62.400 usec
DE 6.50 usec

97.2 K
1.00000000 sec

21b ——— WDW EM
5 pPf 15 0.30 Hz
GB 0
PC 1.00
. I | I | I | I T
11 dr 3.0 2.8 2.6 2.4 2.2 2.0 ppm 1.50 ppm
_ A » P A Ao r *
1 | 1 | | | 1 | | | |
9 8 7 6 5 4 3 2 1 0 ppm
o wn wn © o ot [l |~ ||| |~ ~
g (8 8 g (8 3 g 3z &R [& |5
J1ﬁ - J% e ﬂo . #1 oﬁoJ 1:2:2J &
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PAJ 8-34, 4 CNMR2

o]
HN

V4 =
TIPS HO

21b

1.8:1 cis:trans

1:1 dr

4 _

1

"

NAME PAJ 8-34, 4
EXPNO 20
PROCNO 1
Date_ 20151028

Time 0.32
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 203

DW 20.800 usec
DE 6.50 usec
TE 97.1 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL NH Emmmmmms
SFO1 100.6228293 MHz
NUC1 13C

Pl 10.00 usec
SI 32768

SF 100.6127574 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

L

I I I
200 180 160 140 120

_
100

80

60

40

0 ppm
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7.352
7.340
7.336
7.268
7.255
7.247
7.240
7.228
7.207
6.976

—5.364

|

4.218
4.209
3.097
3.093
3.089
2.499
2.124
2.107
2.099
2.082
2.075
2.064
2.059
2.041
1.954
1.940
1.936
1.925
1.918
1.909
1.904
1.896
1.843
1.823
1.814
1.805
1.799

~ 00 O~ N
00 WM N
0
L B I B B |

h“ _ _ NAME PAJ 6-160, 12-22

- - EXPNO 10
PAJ 6-160, 12-22 EROCRO 1
Date_ 20150129
Time 10.04
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
D 65536
SOLVENT cDpCl3
NS 16
DS 2
. . . : . SWH 10000.000 Hz
FIDRES 0.152588 Hz
7.0 6.8 6.2 5.8 5.4 4.6 4.4 pPpm AQ 3.2768500 sec
RG 32
DW 50,000 usec
DE 6.50 usec
TE 300.8 K
D1 1.00000000 sec
TDO 1
wummmmns CHANNEL fl wessssss
SFO1 500.1630887 MHz
NUC1 1H
Pl 11.45 usec
> SI 65536
SF 500.1600385 MHz
WDW EM
SSB 0
22a T T T T T T 1 LB 0.30 Hz
3.2 3.0 2.8 2 4 2.2 2.0 1.8 m GB 0
1:1 dr PP PC 1.00
| | 1 A — .
T ——— [ [ [
90 85 80 75 . 6.0 55 5. 45 40 35 30 25 20 15 10 05 0.0 -0.5 ppm
ﬂd. 3J o 2% (5} ﬂooJ Bﬁ-l 246J ﬁQJ ﬂo
< S ] o S ] SN NS
N -~ -~ -~ (=] N~ (=] o
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PAJ 6-160, 12-22 CNMR

- ~ wv wom QO @
0 (%} N M~ N NN NN OO NON Wt GO e~ wn ™Mo
. . . e . . NN 00N W S0 MmN -
o o el P B B ol o .o .
~ “w - MmN N o [ i Ml e W W0 WD @~ 0
- - Ll -t - - WooOr-r~r~r~r~r~r~ TT ONOM NN
] VY NN W W we, o e, sz
EXPNO 11
PROCNO 1
Date_ 20150129
Time 10.16
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 220
DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
RG 203
DW 16.800 usec
DE 6.50 usec
22a TE 300.9 K
D1 2.00000000 sec
D11 0.03000000 sec
1:1 dr 00 1
ssssssss CHANNEL f]l] =sssss==
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653216 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
aimni ’ e S > rAJ-.rbl»

I T I I I I I I I T I I I I I I I I I I T I I

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm
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— — NAME PAJ 7-68, 52-66
PAJ 7-68, 52-66 EXPNO 10
PROCNO 1
Date_ 20150512
Time 17.19
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
D 65536
SOLVENT CcDC13
NS 16
N DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
T T T T T T T T AQ w.wqmmwom sec
RG .
m m m 4 m N m.O 5.8 5 m 5.4 ppm DW 50.000 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
(o]
======== CHANNEL f] ==s==s===
HN > SFO1 500.1630887 MHz
1 NUC1 1H
Pl 11.45 usec
SI 65536
Vi — . P : : | SF 500.1600137 MHz
PVO"% 3.2 3.0 2.4 2.2 o e
Ph v . . . ppm SSB 0
LB 0.30 Hz
GB 0
NN_Q PC 1.00
1:1dr
: F — .— A L-).L ot
——— ———— ————— e e e S e T T T T
9 8 7 6 5 0 ppm
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PAJ 7-68, 52-66 CNMR EXPNO 11
PROCNO 1
Date_ 20150513
Time 4.52
INSTRUM spect
PROBHD 5 mm PABBO BB/
0 PULPROG zgpg30
D 65536
SOLVENT CDC13
HN NS 2048
DS 2
SWH 29761.904 Hz
\ FIDRES 0.454131 Hz
7 = AQ 1.1010548 sec
PH PivO RG 203
DW 16.800 usec
DE 6.50 usec
TE 298.5 K
D1 2.00000000 sec
22b D11 0.03000000 sec
TDO 1
\_\_ Q—n =zzzz=== CHANNEL f]l] ========
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653150 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
|1 | ; I _ __ 5
| 1 1 I I | | | I 1 I
200 180 160 140 120 100 80 60 40 20 0 ppm
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PAJ 7-50, 1-5 NAME PAJ 7-50, 1-5
EXPNO 10
PROCNO 1
Date_ 20150505
Time 17.36
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
A PN SOLVENT cDCl3
NS 16
DS 2
SWH 8223.685 Hz
r-——rr-—r—r-—r--r-r T T T Tr T T FIDRES 0.125483 Hz
.4 6.2 6.0 5.8 5.6 5.4 5.2 5.0 4.8 4.6 4.4 4.2 ppm wm u.ﬁxmuww sec
DW 60.800 usec
DE 6.50 usec
TE 91.3 K
D1 1.00000000 sec
======== CHANNEL f] ====s====
— NUC1 1H
i Pl 13.75 usec
)\ SI 65536
SF 400.1300132 MHz
WDW EM
23a SSB 0
LB 0.30 Hz
1:1 dr T T " T " T T T T T T T " T wm H.om
3.2 3.0 2.8 2.6 2.4 2.2 2.0 ppm
— A P A A m F
..... T N I ™ | M T | R T T T
9 8 7 6 5 4 2 1 0 ppm

3.24 —

0.33°_

0.57/
12.88 -
23.61 —

1.10
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PAJ 7-50, 1-5 CNMR NAME PAJ 7-50, 1-5
EXPNO 11
PROCNO 1
Date_ 20150506
Time 3.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 2048
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 203
DW 20.800 usec
DE 6.50 usec
TE 95,5 K
D1 2.00000000 sec
NNN D11 0.03000000 sec
. sssssss= CHANNEL f]l =sssss==
‘_\_ Q—. NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127580 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
___ _ | — _ : | __b»_rgr |

I I I
200 180 160 140 120 100 80 60 40 20 0 ppm
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PAJ 8-38, cis, 65-75 NAME PAJ 8-38, cis, 65-75
EXPNO 10
PROCNO 1
Date_ 20151028
Time 18.14
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 65536
SOLVENT cDpCl3
NS 16
DS 2
SWH 10000.000 Hz
T T T T T T I I T FIDRES 0.152588 Hz
6.0 5.8 5.6 5.4 5.2 5.0 4.8 ppm wm w.ﬂmmwww sec
DW 50.000 usec
DE 6.50 usec
TE 297.6 K
0 D1 1.00000000 sec
TDO 1
HN ssssssss CHANNEL f] ssssssss
SFO1 500.1630887 MHz
NUC1 1H
- Pl 11.4
\\ ) — — S1 ammww uees
TIPS PivO SF 500.1600161 MHz
1 1 1 1 Mmu mu
23b 3.0 2.8 2.6 2.4 2.2 2.0 1.8 ppm LB 0.30 Hz
GB 0
PC 1.00
1:1dr
P A 'l i P A ‘ rfr "
= r——— — = —— — — — — T — , : — — . :
9 8 7 6 5 4 3 2 1 0 ppm
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PAJ 8-38, 65-75 Cis CNMR
o}
HN
TIPS PivO
1:1dr

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

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

PAJ B8-38, 65-75 Cis
10
1
20151107
4.07
spect
5 mm PABBO BB/
zgpg30
65536
CDC13
3000
2
29761.904 Hz
0.454131 Hz
1.1010548 sec
203
16.800 usec
6.50 usec
298.5 K
2.00000000 sec
0.03000000 sec
1

CHANNEL f ========
125.7779086 MHz
13C
10.50 usec
32768
125.7653129 MHz
EM
0
1.00 Hz
0
1.40

S&0



7.411
7.407
7.399
7.394
7.387
7.328
7.324
7.322
7.315
7.312
7.306
7.299
7.297
7.258
6.768
6.110
6.103
5.410
5.406
4.663
4.655
4.647
4.639
4.263
4.253
3.173
3.166
3.162
3.156
2.146
2.138
2.131
2.122
2.114
2.107
2.099
2.091
2.083
1.922
1.903
1.887
1.880
1.873
1.865
1.809
1.794
1.788
1.773
1.767
1.753
1.738
1.719
1.711
1.703

é

<<:

/%./ff#%fr.ﬁ#g

NAME PAJ 7-82, 17-20
EXPNO 10
- - PROCNO 1
PAJ 7-82, 17-20 Date_ 20150518
Time 14.22
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CcDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
~ AQ 3.9846387 sec
RG 71.8
T 1 - T " T - 1 T 1 -~ T "~ T " 1T " 1 T DW 60.800 usec
6.8 6.6 6.4 6.2 6.0 5.8 5.6 5.4 5.2 5.0 4.8 4.6 4.4 ppm wm Nm%w mumo
D1 1.00000000 sec
O
sssssss= CHANNEL f] =sssss==
NUC1 1H
IZ Pl 13.75 usec
SI 65536
. SF 400.1300107 MHz
-, WDW EM
Vi \\y\ $SB 0
LB 0.30 Hz
. GB 0
v_‘.. PC 1.00

24a 3.2 ppm 2.2 2.0 1.8 ppm

% - i PN

1 0 ppm
|

2.04
1.12= N

ﬁz
b
o~

QJ
-
]
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PAJ 7-82, 17-20 CNMR NAME PAJ 7-82, 17-20
EXPNO 11
PROCNO 1
Date_ 20150519
Time 1.51
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 3000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 114
DW 20.800 usec
DE 6.50 usec
TE 1975.9 K
24a D1 2.00000000 sec
D11 0.03000000 sec
szssssssx CHANNEL f] =sssssa=
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127569 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
N I I ’ 1 T " T N I N T N T T " 1 I N
200 180 160 140 120 100 80 60 40 20 0 ppm
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NAME PAJ 7-74, 35-39
PAJ 7-74, 35-39 EXPNO 10
PROCNO 1
Date_ 20150512
Time 14.54
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
D 65536
SOLVENT CDC13
NS 16
A A DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
T T — T T AQ 3.9846387 sec
RG 57
6.0 5.0 4.5 ppm DW 60.800 usec
DE 6.50 usec
TE 453.3 K
D1 1.00000000 sec
wommmmmms CHANNE L fl wemmmm-
NUC1 1H
Pl 13.75 usec
SI 65536
SF 400.1300128 MHz
WDW EM
\’ SSB 0
LB 0.30 Hz
GB 0
T T T T T T 1 PC 1.00
3.2 3.0 2.8 2.6 2.4 2.2 2.0 1.8 ppm
R A L A 1 . e Er
T T T T T T T ) T _ T " T
9 8 7 6 5 4 3 0 ppm
o (wolo)o olm (N[ofn)«]w]w]- | 0w || 5
bt D Bard B Bk Qe hard D] Dard B D] B ] o Q| 04
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NAME PAJ 7-74, 35-39
EXPNO 11
mb»rq .Nlﬁbs wm.vlwm nzzw PROCNO 1
Date_ 20150513
Time 1.13
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 3056
DS q
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 203
DW 20.800 usec
DE 6.50 usec
TE -330.0 K
D1 2.00000000 sec
25a D11 0.03000000 sec
==ss===== CHANNEL f] ==s=s=s===
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127547 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

| L L

1 I 1 I
200 180 160 140 120 100 80 60 40 20 0 ppm
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PAJ 8-56, 3-5

INSTRUM
PROBHD
mcrmmOa

m0r<mz.h

_._._._._. mé
5.2 5.0 4.8 4.6 4.4 4.2 Eos Mm%mm

ééllllllll CHANNEL f]l wessssee

20151111
17.54
spect

5 mm PABBO BB-
2930
65536
CDC13
16
2
8223.685 Hz
0.125483 Hz
3.9846387 sec
80.6
60.800 usec
6.50 usec
97.7 K
1.00000000 sec

NUC1 1H
13.75 usec
65536
N.H N.o H.m vmva H..\m H.qo Euamms aoo.Soonm MHz
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
26
I> a : >l A_sa R
Ceee e pree e R cees e prre e P REREE e
9 8 7 6 5 4 3 2 1 0 ppm
d 4 B @ o (3l
L o o -~ L o o o Nl

S8&5



(3] < ™~ ™~
%) [es) o — A O ) < 0 0 o o)
— v o < M NOowoOoWw o — ™
. . . . O [~ 00w e o @ o
O N - ~ . « e e e e e PR P .
o I¥e) < - ~ N~ WOE W O - O o))
™~ i ~ L [*)] o~~~ < < ™M N i
é \ NAME PAJ 8-56, 3-5
EXPNO 10
PAJ 8-56, 3-5 CNMR PROCNO 1
Date_ 20151112
Time 12.44
INSTRUM spect
PROBHD 5 mm PABBO BB/
O PULPROG zgpg30
TD 65536
SOLVENT cDC13
HN NS 350
DS 2
SWH 29761.904 Hz
\ ‘ FIDRES 0.454131 Hz
74 AQ 1.1010548 sec
RG 203
T_ v DW 16.800 usec
/ DE 6.50 usec
TE 298.5 K
D1 2.00000000 sec
Nm D11 0.03000000 sec
TDO 1
======== CHANNEL f] ========
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653161 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
ot tofapirimballpatir onpdinhinn b aav A
T T T T T T T T T
200 180 160 140 120 100 80 20 0 ppm

S86



“~NOI TN AN AN OO A DO AN NOWAHNTOANOVODONNTNORNAHNOMS TN N O
N1 OO MMANN—A—1O0OWOOOVUNOANVHFEWOINIULMMMANN—ATOOIYNHFONY AOAAFTMNMANAHONONMUN O~
4444433333333200331099999999999990088888877777766432280
7777777777777766554433333333333333311111111111111111100

TSN N TSN S TSN e——————

PAJ 6-190, plug Mww”o PAJ 6-190, vwmo
PROCNO 1
Date_ 20150224
Time 10.10
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT cDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
4.2 4.1 4.0 3.9 ppm AQ 3.9846387 sec
RG 32
DW 60.800 usec
DE 6.50 usec
TE 618.6 K
D1 1.00000000 sec
mwommmmmems CHANNEL Nw -
NUC1 1H
Pl 13.75 usec
SI 65536
SF 400.1300095 MHz
WDW EM
SSB 0
T H_m H_m H_q LB 0.30 Hz
. . . m GB 0
pp PC 1.00

S&7



167.19
—_—142.34
—131.84

128.85

128.49
—_—122.19
—116.36
— 109.68

86.17

85.73
—64.88

<
-

PAJ 6-190, plug CNMR

- 55.36
—_—44.62
—35.91
——28.49
—_—24.11

—29.81

Hz
Hz
sec

usec
usec
K

sec
sec

usec

MHz

Hz

NAME PAJ 6-190, plug
EXPNO 11
PROCNO 1
Date_ 20150225
Time 0.07
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 2048
Ds q
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
RG 203
DW 20.800
DE 6.50
TE 616.2
D1 2.00000000
D11 0.03000000
sssssss= CHANNEL f] =sssss==
NUC1 13C
Pl 10.00
SI 32768
SF 100.6127583
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40

\ , :L?._ 1]

40 20

ppm
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PAJ 6-196, Plug

19.6:1 trans:cis

e

INSTRUM
PROBHD
PULPROG

TD

SOLVENT

NS
DS

SWH
FIDRES

AQ
RG
DW

/_ ./Héii 6-196, mwma

1

20150227

17.44

spect

5 mm PABBO BB/
zg30

65536

CDCl3

16

2
10000.000 Hz
0.152588 Hz
3.2768500 sec
203
50.000 usec
6.50 usec
298.9 K
1.00000000 sec
1

CHANNEL f]l wessssew
500.1630887 MHz
1H
11.45 usec
65536
500.1600117 MHz
EM

0
0.30 Hz
0

1.00

.18

YEIL

Ppm
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VAR Vool TN me oo ese e
EXPNO 11
PROCNO 1
PAJ 6-196, Plug CNMR Date_ 20150228
Time 1.34
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 2048
DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
O RG 203
DW 16.800 usec
DE 6.50 usec
TE 299.7 K
D1 2.00000000 sec
D11 0.03000000 sec
NNN TDO 1
wummmmme CHANNEL fl wessssew
. SFO1 125.7779086 MHz
19.6:1 trans:cis NuC1 13C
Pl 10.50 usec
ST 32768
SF 125.7653129 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T _ T
200 180 160 140 120 100 80 60 40 20 0 ppm
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PAJ 7-114, 35 trans NAME PAJ 7-114, 35 trans
EXPNO 10
PROCNO 1
Date_ 20150616
Time 17.22
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT cDC13
. . NS 16
T T T T | AAARARAS] RARARARAS RARRRARAR | DS 2
6.0 5.8 5.6 ppm 4.2 4.1 ppm SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 80.6
DW 60.800 usec
DE 6.50 usec
TE 74.9 K
D1 1.00000000 sec
" wummmmemn CHANNEL fl wesssssw
— NUC1 1H
me—— Pl 13.75 usec
O SI 65536
- - : SF 400.1300134 MHz
WDW EM
28a 3.0 2.5 2.0 ppm SSB 0
LB 0.30 Hz
GB 0
x?rL .
| | 1 | I I | | | | |
9 8 7 3 3 2 1 0 ppm

D™
?OJ
Al L5

d oy
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167.25
142.14
142.12
128.93
128.53
116.64
116.57
87.23
86.05
85.89
72.09
67.77

—131.86

—122.12
77.49
77.17
76.85
72.13
67.74
55.42
55.31

<
<
<
<
~
X
<

PAJ 7-114, 35 trans CNMR NAME PAJ 7-114, 35 trans
EXPNO 11
PROCNO 1
Date_ 20150617
Time 2.55
INSTRUM spect
PROBHD 5 mm PABBO BB-
O PULPROG 2gpg30
TD 65536
_smlz SOLVENT cDCl13
NS 1024
. DS q
-, SWH 24038.461 Hz
Vi ||Jvm1huu FIDRES 0.366798 Hz
— AQ 1.3631988 sec
Ph HO RG 203
DW 20.800 usec
DE 6.50 usec
TE 70.3 K
NQN D1 2.00000000 sec
D11 0.03000000 sec
. s=sssss== CHANNEL mH EEsssmmm
11 dr NUC1 13C
Pl 10,00 usec
ST 32768
SF 100.6127573 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T
200 180 20 ppm
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PAJ 6-206, 3-6 NAME PAJ 6-206, 3-6
EXPNO 10
PROCNO 1
Date_ 20150305
Time 16.31
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
D 65536
SOLVENT CDC13
....... v —— S—— NS 16
I 1 | | | DS 2
] 2.2 2.1 2.0 1.9 ppm SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 71.8
DW 60.800 usec
DE 6.50 usec
29a TE 94.8 K
D1 1.00000000 sec
1:1 dr ccsssess CHANNEL f]l sessecss
NUC1 1H
Pl 13.75 usec
T e Basassa) ST 65536
SF 400.1300135 MHz
3.1 3.0 ppm NDW 2
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
- »&ﬁ %g _
| | | I | I I I I 1
9 8 7 6 5 4 3 2 ppm
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PAJ 6-206, 3-6 CNMR
NAME PAJ 6-206, 3-6
EXPNO 11
PROCNO 1
Date_ 20150306
Time 6.01
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 2048
_ DS ]
— SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 203
DW 20.800 usec
N@N DE 6.50 usec
TE 96.5 K
D1 2.00000000 sec
‘_”\_ Q—. D11 0.03000000 sec
sssssss= CHANNEL f] =sssss==
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127570 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

I | I I
200 180 160 140 120 100 80 60 40 20 0 ppm
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7.675
7.660
7.415
7.413
7.409
7.400
7.336
7.323
7.311
7.300
7.257
7.255

N
~ O
00
66

/%§<

PAJ 7-134, 14-24

6.0 5.8 5.6

A

NAME PAJ 7-134, 14-24
EXPNO 10
PROCNO 1
Date_ 20150723
Time 17.43
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
D 65536
SOLVENT CDC13
16
DS 2
SWH Hmooo.ooo Hz
DRES .152588 Hz
1. N ﬂmﬁ% 3.2768500 sec
57
Uz 50.000 usec
DE 6.50 usec
TE 296.9 K
D1 1.00000000 sec
TDO 1
szssss== CHANNEL f]l =s=ssss==
SFO1 500.1630887 MHz
NUC1 1H
Pl 11.45 usec
SI 65536
SF 500.1600138 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

I | | I !

T

|
65 6.0

15 10 05 0.0 -05 ppm
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NAME PAJ 7-134, 14-24
EXPNO 11
Time 2.40
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 1024
DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
RG 203
DW 16.800 usec
DE 6.50 usec
TE 297.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f] ========
SFO1 125,7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653171 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
| _= _ . b
| 1 I I | | 1 I | | 1
200 180 160 140 120 100 80 60 40 20 0 ppm
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PA -71, 18-

J 8 » 18-32 NAME PAJ 8-71, 18-32

EXPNO 10
PROCNO 1
Date_ 20151210
Time 17.16
INSTRUM spect
PROBHD S mm PABBO BB/
PULPROG 2930
D 65536
o SOLVENT cDCl3
NS 16
DS 2
- ] | T | T T | T SWH 10000.000 Hz
FIDRES 0.152588 H
5.8 5.6 5.4 5.0 4.8 4.6 4.4 4.2 ppm AQ 3.2768500 sec
RG 90.5
DW 50.000 usec
DE 6.50 usec
0 TE 298.0 K
D1 1.00000000 sec
TDO 1
HN
==s=ss=== CHANNEL f] ==sss===
“ SFO1 500.1630887 MHz
Y 2 NUC1 1H
\ Q\V\ Pl 11.45 usec
SI 65536
TIPS . SF 500.1600127 MHz
\\ WDW EM
SSB 0
LB 0.30 Hz
32a ! ! _ _ _ GB 0
2.4 2.2 2.0 1.8 1.6 1.4 ppm PC 1.00
8.3:1dr

R - S— cee R e . - R

9 8 6 5 4 3 2 1 0 ppm

(=] (2] |- o|loj|lv/uv|o | ™
S @ hard =[=lR22|2 |||
. - ﬂoJ ﬁonuozﬂl Dm
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178.520
77.415
77.161
76.907
75.300
31.122
31.043

o
™
o
O
o
™~

PAJ 8-71,

—106.333
—98.195
_-85.879

T=49.720
—42.404

<
£

—51.461

<

18-32 CNMR

Ll

AN WO

MmMor-uwm

-~ ON

O\ @0 U

L B B

\ \P>Zm PAJ 8-71, 18-32

EXPNO 11
PROCNO 1
Date_ 20151210
Time 23.20
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 1024
Ds 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
RG 203
DW 16.800 usec
DE 6.50 usec
TE 298.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL NH EEmmmmmE
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125,7653144 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

20 0 ppm
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19m
1.890
1.870
1.852
1.833
1.742
1.734
1.726
1.609
1.050
1.033

ZE&%\N\\\E

PAJ 8-204, 4-6 NAME PAJ 8-204, 4-6
EXPNO 10
PROCNO 1
Date_ 20160602
Time 11.36
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
m D 65536
_uﬁ 5. m ppm SOLVENT cDC13
NS 16
st DS 2
_ _ _ _ _ _ [ S 8012.820 Hz
FIDRES 0.122266 Hz
7.8 7.6 7.4 7.2 ppm 4.7 ppm ag 4.0894966 sec
RG 90.5
DW 62.400 usec
DE 6.50 usec
96.4 K

1.00000000
1

sec

0. g
y D1
N 3. N ppm 0

==sss=== CHANNEL f] =ssss===

", SFO1 400.1324710 MHz
\\ \..V\ NUC1 18
Pl 13.75 usec
PH ! SI 65536
\\ SF 400.1300101 MHz
WDW EM
vvs SSB 0
37 LB 0.30 Hz
GB 0
PC 1.00
2.2 2.1 2.0 1.9 ppm
T UMM B MM B ™ T ] T T
8 7 0 ppm

8 g2

4
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NAME PAJ 8-204, 4-6

PAJ 8-204, 4-6 CNMR EXPNO 11
PROCNO 1
Date_ 20160602
Time 22.56
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 3000
DS 4q
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 203
DW 20.800 usec
DE 6.50 usec
TE 95.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f] ========
SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127562 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
| I | | | | | I ] | |
200 180 160 140 120 100 80 60 40 20 0 ppm
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PAJ 9-46, 10-15

INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS
DS
" SWH

8.0 7.5 7.0 6.5 6.0 5.5 5.0  ppm pg

PAJ 9-46, 10-15
10
1

20160825
17.03
spect

5 mm PABBO BB-
zg30

65536
CDC13

16

2

8012.820
0.122266
4.0894966
90.5
62.400
6.50

95.7
1.00000000

Hz
Hz
sec

usec
usec
K
sec

D1 .
TDO
K ======== CHANNEL f] ========
SFO1 .
NUC1
Pl .
SI
. e, SF 400.1300105 MHz

1

400.1324710 MHz
1H

13.75 usec
65536

4 T _ T _ T T T r s S
38 3.2 3.0 2.8 2.6 2.4 2.2 2.0 ppn i 0.30 2

| PC 1.00

I I I
1.75 1.70 ppm

S W OV o M

N S SN N S ~ N S - SN :
9 8 4 0 ppm

i 4 ohe M s i
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PAJ 9-46, 10-15 CNMR NAME PAJ 9-46, 10-15
EXPNO 11
PROCNO 1
Date_ 20160825
Time 23.03
NC INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 2048
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
\. RG 203
\ DW 20.800 usec
DE 6.50 usec
TE 88.8 K
D1 2.00000000 sec
38 D11 0.03000000 sec
TDO 1
szzss=== CHANNEL f]l ========
SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127578 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T I I | | I | | | | |
200 180 160 140 120 100 80 60 40 20 0 ppm
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1. 732
1.724
1.546
1.251
1.048
1.031
0.890
0.884

PAJ 8-100, 2-5 NAME PAJ 8-100, 2-5
EXPNO 10
PROCNO 1
Date_ 20160120
Time 12.21
INSTRUM spect
PROBHD 5 mm PABBO BB-
A PULPROG 2g30
TD 65536
T T T T T T T T T T T T T T T T T SOLVENT cDC13
6.2 6.0 5.8 5.6 5.4 5.2 5.0 4.8 ppm % e
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894966 sec
RG 144
DW 62.400 usec
DE 6.50 usec
TE 297.7 K
T T " I _ _ D1 1.00000000 sec
TD 1
8.0 7.5 ppm 2.0 1.5 ppm 0
s=sss=== CHANNEL f] =sssss==
SFO1 400.1324710 MHz
NUC1 1H
Pl 13.75 usec
SI 65536
. —— SF 400.1300112 MHz
A _qm ! WDW EM
. m SSB 0
“wm PP LB 0.30 Hz
GB 0
PC 1.00
| I I I I I | | 1 1
9 7 6 4 3 1 0 ppm

1.00
0.20 — &
0.87\
1.85~
0.13 -

& e b
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PAJ 8-100, 2-5 CNMR
NAME PAJ 8-100, 2-5
EXPNO 11
PROCNO 1
Date_ 20160121
Time 4.10
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 3000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
I | ! ! ! ! ! ! AQ 1.3631988 sec
132 130 128 126 124 122 ppm RG 181
DW 20.800 usec
I I DE 6.50 usec
TE 298.1 K
126.2 ppm Dl 2.00000000 sec
F.C D11 0.03000000 sec
3 DO 1
======== CHANNEL MH =zsssmmm
SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127538 MHz
WDW EM
SSB 0
LB 1.00 Hz
39 GB 0
PC 1.40

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

S104



NWMEONNWN WO M~ MNed W~ AN FORMMMEMHWOWMNWOWOMTOLWMEME LW
HNHO WO N M N WO FEOWOAA ANV AOOOONMAN MO N T N
653322299 22 T T WOWWOWOWOWYOW ON-Ydd OO OOWOWWOWOWOr~r~Mr~OO
P A PRI 0 NN oL OONNNNNAAAAAAAAAAAAAAA

PAJ 8-118, 11416 NAME PAJ 8-118, 11-16

EXPNO 10

PROCNO 1

Date_ 20160202

Time 12.15

INSTRUM spect

PROBHD S mm PABBO BB/

PULPROG 2930

D 65536

SOLVENT cDC13

NS 16

. - — DS 2
T T T _ _ SWH 10000.000 Hz
7.5 7.0 6.5 6.0 FIDRES 0.152588 Hz
AQ 3.2768500 sec

G 114
W 50.000 usec
E 6.50 usec

E 298.2 K
1 1.00000000 sec

TDO 1

LA

======== CHANNEL f] ========
SFO1 500.1630887 MHz

NUC1 1H
Pl 11.45 usec
T SI 65536
ppm  1.75 ppm 2. N N .0 Euﬁ 500. ;osmw MHz
40 o o.wm Hz
GB 0
PC 1.00
P L ;% I8 \C,—Q/\:p - |
| LI | I 1 I I o | | |
9 8 7 6 5 4 3 2 1 0 ppm
T T O I - |- I
o~ ©w o~ L o -0 o« o o INIeN o
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PAJ 8-118, 11-16 CNMR EXPNO 11
PROCNO 1
Date_ 20160203
Time 1.50
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 2500
DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
RG 203
DW 16.800 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
40 D11 0.03000000 sec
TDO 1
======== CHANNEL f] ========
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653116 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I | | I I I ! | ! I I 1 I '
200 180 160 140 120 100 80 60 40 20 0 ppm
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4.665
4.663
4.657
3.336
3.331
3.324
3.318
3.313
3.307
3.300
3.295
2.154
2.145
2.136
2.126
2.117
2.108
1.869
1.850
1.831
1.813
1.738

e ——— —— —

PAJ 8-206, 3-6

L

) L

\

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD

PULPROG
™D
SOLVENT

NS

I I I I I

T T T T
7.2 7.0 6.8 6.6 6.4 6.2 6.0 5.8

T
7.4

5.6 5.4

DE
TE
D1
TDO
SFO1
NUC1

I N I N I " I N I DS
5.2 5.0 4.8 ppm ¥
AQ
RG
DW

PAJ 8-206, 3-6
10

1

20160603

13.02

spect

5 mm PABBO BB-
2930

65536

CDC13

16

2

8012.820
0.122266
4.0894966
90.5
62.400
6.50

96.3
1.00000000
1

1.730
1.722

Hz
Hz
sec

usec
usec
K
sec

sssssss= CHANNEL f]l =sssss==

400.1324710 MHz
1H
. Pl 13.75 usec
/ SI 65536
SF 400.1300102 MH
w.b 3.3 ppm N.w w.o 1. m vvs_éz mu z
SSB
42 LB 0.30 Hz
GB 0
PC 1.00
X A A
| | I I I | 1 | | | I
8 7 6 5 4 3 2 1 0 ppm

REECIC I
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NAME PAJ 8-206, 3-6
EXPNO 10
PAJ 8-206, 3-6 CNMR PROCNO 1
Date_ 20160603
Time 13.49
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 500
DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
RG 203
DW 16.800 usec
DE 6.50 usec
42 TE 297.1 K
D1 2.00000000 sec
D11 0.03000000 sec
DO 1
======== CHANNEL f] ========
SFO1 125,7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653156 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

—
{'

| | I | |
200 180 160 140 120 100 80 60 40 20 0 ppm
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NAME PAJ 8-82, 7-11
EXPNO 10
PROCNO 1
Date_ 20151221
Time 14.44
INSTRUM spect
PROBHD 5 mm PABBO BB/
N R . PULPROG 2930

D 65536
SOLVENT CDC13
T I ' I T T T T I NS 16
6.2 6.0 5.8 5.6 5.4 5.2 5.0 4.8 ppm DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 203
DW 50.000 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
IIIIIIII CHANNEL f] ==ssss==
SFO1 500.1630887 MHz
NUC1 1H
Pl 11.45 usec
SI 65536
SF 500.1600100 MHz
| ) | ' | ' | ' 1 N 1 N 1 WDW EM
3.0 2.8 2.6 2.4 2.2 2.0 1.8 ppmsSsB 0
LB 0.30 Hz
GB 0
l)l\(k)))f\fl)llll PC 1.00
I I
1.70 ppm
" —. A an hk : — — _ Pt L A
T I I T T T T T T I T
9 8 7 6 5 4 3 2 1 0 ppm

- LEEE R
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NAME PAJ 8-82, 7-11
EXPNO 11
PAJ 8-82, 7-11 CNMR PROCNO 1
Date_ 20151222
Time 3.06
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 2500
DS 2
SWH 29761.904
FIDRES 0.454131
AQ 1.1010548
RG 203
DW 16.800
DE 6.50
TE 299.6
A.“w D1 2.00000000
D11 0.03000000
TDO 1
uuuuuuuu CHANNEL £l ========
SFO1 125.7779086
NUC1 13C
Pl 10.50
SI 32768
SF 125.7653114
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
I 1 | |
200 180 20 0 ppm
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7.378
7.375
7.364
7.359
7.303
7.289
7.253

PAJ 7-6, 7-15

4.668
4.662
4.656
4.650
4.646

N

3.079
3.075
3.064
3.061
3.050
3.046
2.067
2.061
2.054
1.802
1.788
1.774
1.759
1.744
1.730
1.715
1.708
1.702
1.686
1.569
1.527

FLHWWWWVL rlﬁmwmnmmﬁkkﬁmmmmwmﬂﬁﬂPL

4.68

b.

6.3 6.2 6.1 6.0 5.9 5.8 5.7

=

ppm

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

D1

TDO

PAJ 7-6, 7-15
10

1

20150310
18.41
spect

S mm PABBO BB/
zg30

65536
cDpCl3

16

2
10000.000
0.152588
3.2768500
161

50.000
6.50

298.3
1.00000000
1

Hz
Hz
sec

usec
usec
K
sec

wesssess CHANNEL fl eeessees

Z}L C C§ SFO1 500.1630887 MHz
f‘\\/>\/( NUC1 1H
Pl 11.45 usec
SI 65536
SF 500.1600157 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
w.S Poa N.H N.o H.m H.m H.q H.m H.m _.o_.oa pC 1.00
b ;—( F;br PR ) I
I M| 1 I I I 1 1
7 6 5 4 3 2 1 0 ppm
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.1
.46

Hz
Hz
sec

usec
usec
K
sec
sec

usec

Hz

0 wn w wn (=] - 0 ~
~ [*a} N -t « - un n (=] Wownownom un o~ wWunNoWw o m
N . . . . [ 3 < AT ANM @ 0 coNewW O
0 n N ~ MWW N ™M . o e e . . L
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o~ -t o -t ot o -t N @ W W~ w - MTANNNN ™
NAME PAJ 7-6, 7-15
EXPNO 11
- - PROCNO 1
PAJ 7-6, 7-15 CNMR Date.. 20150310
Time 22.31
INSTRUM spect
nv PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
moo:z SOLVENT cDeCl3
NS 1500
DS 2
Y, SWH 29761.904
FIDRES 0.454131
AQ 1.1010548
RG 203
Ph . DW 16.800
/ DE 6.50
TE 299.3
D1 2.00000000
44 D11 0.03000000
TDO 1
sssssss= CHANNEL f]l =sssss==
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50
SI 32768
SF 125.7653144 MHz
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
' I I | I | | I I I I '
200 180 160 140 120 100 80 60 40 20 ppm
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7.469
7.464
7.449
7.429
7.422
7.418
7.414
7.401
7.254
7.238
5.987
5.978
5.583
5.275
5.268
4.833
4.812
3.153
3.134
3.081
3.052
3.045
3.031
3.023
3.015
2.767
2.748
2.718
2.424
2.409
2.395
2.388
2.372
2.358
2.353
2.347
1.993
1.908
1.902
1.882
1.875
1.870
1.858
1.848
1.843
1.831
1.608
1.268
1.250
1.234

% ////!rrrrl&ﬁ”a/%x\\%

PAJ 6-176, 16-26

AL ol

T " T v T T T " T - T T T ™
ppm

NAME

EXPNO
PROCNO
Date_

Time

NS
DS
SWH

FIDRES

O
\=/1\\\ AQ .
HN ¥ RG
s DW .
Ph DE .
TE .
D1 .
(@] wummmmmn CHANNEL fl sessssss
NUC1
Pl 13.75 usec

INSTRUM
PROBHD
PULPROG

SOLVENT

10

1
20150205
18.06
spect

5 mm PABBO BB-

2930
65536
CDC13

16

2

8223.685
0.125483
3.9846387
114

60.800
6.50

90.4
1.00000000

PAJ 6-176, 16-26

Hz
Hz
sec

usec
usec
K
sec

1H
SI 65536
T SF 400.1300121 MHz
45 3.2 3.0 2.8 2.6 2.4 2.2 2.0 ppm on "
LB 0.30 Hz
GB 0
PC 1.00
LA L_ X
I | I | | I 1 _ | I I
9 8 7 6 5 4 3 1 0 ppm

g8 E e sl o Al
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Hz
Hz
sec

usec
usec
K

sec
sec

usec

MHz

Hz

™ r~ - o ™

o i n - 0 [} W W00 0 ~ = w @ W

. .o .o g < M o - o~ o~ o

o~ @ 0 "o (] o . ‘e . o

o o W T < - [l i ) by - o - Ve

o~ - o - Ll ol ol ol n < < ™M NN
NAME PAJ 6-176, 16-26
EXPNO 11

PAJ 6-176, 16-26 CNMR PROCNO 1
Date_ 20150206
Time 5.08
INSTRUM spect
PROBHD S mm PABBO BB-
PULPROG 2gpg30
D 65536
SOLVENT CcDC13
NS 2048
Ds 4
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
RG 203
DW 20.800
DE 6.50
TE 1815.7
D1 2.00000000
D11 0.03000000
======== CHANNEL fl ========
NUC1 13C
Pl 10.00
SI 32768
SF 100.6127550
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
oy et
T T v
20 0 ppm
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—7.259

_ _ NAME PAJ 7-78, 32-43
PAJ 7-78, 32-43 EXPNO 10
PROCNO 1
Date_ 20150514
Time 17.13
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30
D 32768
A SOLVENT CDC13
NS 16
T DS 2
! I _ I | ! _ | 1 1.1 ppm SWH 6188.119 Hz
6.2 6.0 5.6 5.4 5.2 4.8 ppm FIDRES 0.188846 Hz
AQ 2.6477044 sec
RG 144
DW 80.800 usec
O DE 6.50 usec
TE -927.7 K
D1 1.00000000 sec
TDO 1
l—l_vm ======== CHANNEL f] ========
SFO1 300.2318540 MHz
NUC1 1H
Pl 12.71 usec
SI 32768
! I | | | | I I SF 300.2300091 MHz
3.0 2. 2.6 2.4 2.2 2.0 1.8 pom WDW EM
SSB 0
LB 0.10 Hz
46 GB 0
PC 1.00
| | I | I | | I I | | I
9 8 7 6 5 4 3 2 1 0 ppm
=@ &Rl 1y EaEEE
Qe ] < QU= (N [S|NIS(L|2R|e
|- - - Ol v~ o~ =T Ol
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Hz
Hz
sec

usec
usec
K

sec
sec

usec

MHz

Hz

- o~ - - 0 e ™ g
~ N (] - O @ -~ 0w N ™ om N OO NN -
. . . CEC I . - - @ « ~Nw D omMmMne O
w0 [, [~ ™M ~e ™M [*2] . . .o . . . . o .
NAME PAJ 7-78, 23-43
EXPNO 11
PROCN 1
PAJ 7-78, 23-43 CNMR vy 20150516
Time 2.11
0 INSTRUM spect
PROBHD 5 mm PABBO BB-
\Fﬁ/{\\\ PULPROG zgpg30
™ 65536
HN - SOLVENT cDC13
TIPS s NS 3000
DS 4
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
O RG 144
DW 20.800
DE 6.50
TE 1515.8
D1 2.00000000
46 D11 0.03000000
======== CHANNEL fl ==s======
NuC1 13C
P1 10.00
SI 32768
SF 100.6127570
WDW EM
SSB 0
LB 1.00
GB 0
e 1.40
T T T T T T T T T T
200 180 160 140 120 80 60 40 20 0 ppm
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PAJ 8-60, 2 NAME PAJ 8-60, 2
EXPNO 10
PROCNO 1
Date_ 20151208
Time 12.09
INSTRUM spect
PROBHD S mm PABBO BB/
PULPROG 2930
D 65536
SOLVENT cDCl3
A NS 16
DS 2
. : . T . T . . T T ; ' . SWH 10000.000 Hz
FIDRES 0.152588 Hz
6.0 5.8 5.6 5.4 5.2 5.0 4.8 ppm AQ 3.2768500 sec
RG 203
DW 50.000 usec
DE 6.50 usec
o) TE 298.3 K
D1 1.00000000 sec
\=/(\\ DO 1
_I_z ul\ ssssss== CHANNEL f]l ssssss==
H N SFO1 500.1630887 MHz
! ! ! ! ! NUC1 1H
2.8 2.6 2.4 2.2 2.0 ppm Pl 11.45 usec
SI 65536
o) SF 500.1600172 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
47
T I e e
3.0 ppm 2.0 1.9 ppm
T T T T T T T T T T T
9 8 7 6 5 3 1 0 ppm
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o AR S mma o =~ o © oo Mo w NAME PAJ 8-60
™~ ™~ o o — ~r~ - fp} < < 322mXWZO 11
| \/ T N IR VAR R VA i
Date_ 20151207
Time 12.04
PAJ 8-60 CNMR INSTRUM spect
PROBHD 5 mm PABBO BB/
[e) PULPROG zgpg 30
TD 65536
Lﬁ/\\\ SOLVENT CDC13
HN ¥ NS 400
H : DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
o) AQ 1.1010548 sec
RG 203
DW 16.800 usec
DE 6.50 usec
TE 299.0 K
47 D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f]l =======:
SFOl 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653144 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
| 1 I 1 1
200 180 140 120 80 40 20 0 ppm
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7777776655443333322222222222222222221111111111
_ — NAME PAJ 7-136, 10-17
PAJ 7-136, 10-17 Pt P
PROCNO 1
Date_ 20150729
Time 17.26
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
A |s\sr)<rs;s)ru D 65536
SOLVENT cDC13
T _ —T —T T T T ne .
6.0 .5 5.0 ppm 3.2 3. 2.8 2.6 ppm SWH 8223.685 Hz
FIDRES 0.125483 Hz
0 AQ 3.9846387 sec
RG 80.6
;r\ DW 60.800 usec
s DE 6.50 usec
Me-~N r 2 TE 83.2 K
Ph N D1 1.00000000 sec
woummmnns CHANNEL fl wesssses
NUC1 1H
O Pl 13.75 usec
SI 65536
A SF 400.1300088 MHz
> WDW EM
T T T T SSB 0
LB 0.30 Hz
48 2.0 1.8 1.6 4 ppm GB 0
PC 1.00
I I | | I 1 | | |
8 5 4 2 1 ppm

T

Y
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202.77

PAJ 7-136,

—Sle
Ph

@)

——168.82
— 165.51

10-17 CNMR

\<\:°

—143.18
137.64
136.62
130.60
130.53
130.33
128.43
127.70

~——115.55
77.47
77.15
76.83

—62.12

—41.67

——40.51
32.29
30.42

29.81

-
S
=
=
™~

28.54
25.82

Hz
Hz
sec

usec
usec
K
sec
sec

usec

Hz

NAME PAJ 7-136, 10-17
EXPNO 11
PROCNO 1
Date_ 20150730
Time 3.03
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 2048
DS 4
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
RG 144
DW 20.800
DE 6.50
TE 96.4
D1 2.00000000
D11 0.03000000
======== CHANNEL f] ==s=====
NUC1 13C
Pl 10.00
SI 32768
SF 100.6127583 MHz
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40

1

200

180

20

0 ppm
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7.253
7.103
7.088
7.073
7.017
7.003
6.969
6.965
6.955
6.939
6.912
6.909
6.897
6.878
6.875
6.860
6.534
6.525
6.242
6.235
5.465
5.459
5.354
5.338
3.313
3.306
3.301
3.294
3.194
3.152
3.104
3.081
3.062
2.627
2.624
2.619
2.615
2.608
2.603
2.599
2.596
2.515
2.511
2.504
2.499
2.482
2.478
2.471
2.466
2.076
2.062
2.051
2.038
2.029
1.542

ré\\&\f/ﬂ//%%

PAJ 8-8, 7-11

mwrzm( t% b

7.2 7.0 6.8 6.6 6.4 6.2 6.

49

0 5.8 5.6

NAME PAJ 8-8, 7-11
EXPNO 10
PROCNO 1
Date_ 20150930
Time 14.23
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
i DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
ppm RG 203
DW 50.000 usec
DE 6.50 usec
TE 297.2 K
D1 1.00000000 sec
TDO 1

======== CHANNEL f] ========

SFO1 500.1630887 MHz
NUC1 1H
Pl 11.45 usec
SI 65536
T o SF 500.1600157 MHz
3.2 3.0 2.8 2.6 2.4 2.2 ppm o s
LB 0.30 Hz
GB 0
PC 1.00
L%_ \—h A Lr__.—ﬁ ELC . 1
| | 1 I | | | 1 I I |
9 8 5 Rl 3 2 1 0 ppm

e o

8 (52 f9
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. « s e s e e e e » « e e e < o~ N o aAan ™me~ oo NAME PAJ WIm\ T7-11
o WY MMM N NN ~r~ 0 o oo o o EXPNO 11
™~ S I e B O e IO e M B e B | N o~ - ~c~ - (Tp] TN ANN WWOOZO H
WSS ZZ W | VY peeee
Time 2.31
_ INSTRUM spect
7-11 CNMR PROBHD 5 mm PABBO BB/
PULPROG zgpg30
O TD 65536
vr\ SOLVENT cbcl3
N 2
Ph . SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
@) RG 203
DW 16.800 use«
DE 6.50 usec
TE 298.3 K
49 D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f]l =======:
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec«
SI 32768
SF 125.7653131 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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2221100000532553333333321100000666666666655555554410000
7777777777666555533333333333333222222222222222222222222
PAJ 9-48
NAME PAJ 9-48
EXPNO 10
PROCNO 1
Date_ 20160907
Time 12.02
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 65536
A SOLVENT CDC13
NS 16
X 1 I 1 I 1 1 I DS 2
SWH 8012.820 Hz
7.2 7. . 6.4 6.2 6.0 5.8 5.6 pPm  2ToREs 0.122266 Ha
AQ 4.0894966 sec
RG 144
NC DW 62.400 usec
O DE 6.50 usec
;ﬁ(\\ TE 89.6 K
D1 1.00000000 sec
N ¥ DO 1
Ph N
======== CHANNEL f] ==s==s===
SFO1 400.1324710 MHz
O | T | | ’ | I i | N I NUC1 1H
3.2 3.0 2.8 2.6 2.4 2.2 m Pl 13.75 usec
PP SI 65536
SF 400.1300104 MHz
WDW EM
mo SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L? LLPI— E 1
1 | ' 1 | | 1 | | ’ I
9 8 7 6 RS 3 2 0 ppm

T v .
5

SelEEe g Sl 2

WI=ITIOIOIN|I~ (=] Ol |~ L 3
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NAME PAJ 9-48, 11-23
- - EXPNO 11
PAJ 9-48, 11-23 CNMR PROCNO 1
Date_ 20160830
Time 3.35
NC e} INSTRUM spect
PROBHD 5 mm PABBO BB-
/@/ E/\ PULPROG 2gpg30
N — D 65536
nj s SOLVENT CDC13
NS 2500
DS 4
SWH 24038.461 Hz
O FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 203
DW 20.800 usec
DE 6.50 usec
WO TE 87.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL NH Ezssmmms
SFO1 100.6228293 MHz
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127562 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

200 180 160 140 120 100 80 60 40 20 0 ppm
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7.256
7.217
7.195
7.115
7.097
7.078
7.012
6.991
6.500
6.286
6.277
5.525
5.517
5.348
5.327
3.340
3.332
3.324
3.318
3.309
3.301
3.206
3.154
3.116
3.063
3.047
3.043
2.648
2.645
2.638
2.634
2.625
2.619
2.614
2.611
2.605
2.539
2.534
2.525
2.520
2.499
2.493
2.484
2.479
2.091
2.086
2.073
2.060
2.039
1.598
1.271
1.253
1.249
1.235

rﬁy%%ﬁﬂfr;é%i\%

PAJ 9-38, 17-24 NAME PAJ 9-38, 17-24
EXPNO 10
PROCNO 1
Date_ 20160811
Time 13.52
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT cDC13
NS 16
DS 2
. . . . SWH 8012.820 Hz
! ! ! ! ! ! ! ! ! ! FIDRES 0.122266 Hz
7.2 7.0 6.8 6.6 6.4 6.2 6.0 5.8 5.6 ppm N.Ho N om ppm AQ 4.0894966 sec
RG 128
DW 62.400 usec
*uuo 0 DE 6.50 usec
TE 96.3 K
\=/1\\\ D1 1.00000000 sec
N v TDO 1
~ sssssss= CHANNEL f]l =sssss==
SFO1 400.1324710 MHz
NUC1 1H
Pl 13.75 usec
SI 65536
T T T T T SF 400.1300114 MHz
WDW EM
3.4 3.2 3.0 2.6 ppm SSB 0
LB 0.30 Hz
GB 0
51 PC 1.00
T . T T T T ™ . ]
9 8 7 6 3 2 0 ppm
O |~ o (< k+) L (=15~ 1k=] oo N ™
ol =l |- ole o riolal e~ < -
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Hz
Hz
sec

usec
usec

sec
sec

MHz
usec

MHz

Hz

@« Qo W OQOT M~V VWOFTOMNMONTHMMNON
o~ n @ QT MOMMWWOWITO NN @O NN @~ 0 =] @ ™M @
N . AR R R N R R R R R R AR - @ o o N o \D @
o~ w0 o~ MO VOO~V NN . . . N N .
(=] v W e NNNN NNNN NN - ~r~w (= (=~ o~ 0w
~ e fiinct PR/ b S S S S i S S S S S S B (A S ) -~~~ W - < M NN
PAJ 9-38, 17-24 CNMR
6 A w~omn NAME PAJ 9-38, 17-24
FiC o Q@ ONTOS®™  iomo H
) Laasan Date_ 20160812
\_r\ V<) 0w W W wn W Time 0.50
N N NN NN INSTRUM spect
Ph 3 ! = PROBHD 5 mm PABBO BB-
_ _ / //\\. PULPROG 2gpg30
D 65536
SOLVENT cDC13
(@] NS 3000
DS 4
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
51 RG 203
DW 20.800
DE 6.50
f TE 96.2
D1 2.00000000
y T T pll 0.03000000
126 ppm 0O 1
. —... ™, . N »_ N ======== CHANNEL f] ========
et Ui o o v Wy el SFO1 100.6228293
. . . . . . . . NUC1 13C
| ! ! | Pl 10.00
140 135 130 125 ppm SI 32768
SF 100.6127551
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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PAJ 8-122, 30-36

Mo AW~~~ - -
i L ag W . NAME  PAJ 8-122, 30-36
OO OO OOO

. e . . PROCNO 1
NN NN NN N Date_ 20160205

NN\ /S e spect

PROBHD 5 mm PABBO BB/

O
\__/.\
\ DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
0 TDO 1

EEEssnEE n=>zzmr MH EEssnmEm
SFO1 500.1630887 MHz

PULPROG zg30

™ 65536

ppm SOLVENT cDC13
NS 16

2

DS
v SWH 10000.000 Hz
FIDRES 0.152588 Hz
2.1 ppm AQ 3.2768500 sec
RG 203
DW 50.000 usec

NUC1 1H
mN . . — . — . Pl 11.45 usec
! | SI 65536
3.3 3.2 3.1 ppm 2.6 2.5 ppm SF 500.1600146 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
.,I_L_ I |x all, L _ e .
1 I | _ I | 1 I | 1 1
9 8 7 5 4 3 2 1 0 ppm

N[
9

sidae a8

I

—

S127



] WL W OO0 WOWwMmMLWLW
™ QW ~ MANWYWWWWW WM LWo - O W W~ MW N O~
< N N MMM HOLWN W MW O — 0o — - N~ O
. . « e e « e e e e e T -l OV o O O < OM- M
(] WM W NMNANO AN~ O WM . .o .
o WO 1N LSOO NNNN A A ~ ~ 0 o — O N O W
o~ o o e e ~ -~ W T AN N
NAME PAJ 8-122, 30-36
EXPNO 11
PROCNO 1
PAJ 8-122, 30-36 CNMR Date_ 20160206
Time 4.27
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
ZmO/@/ o D 65536
\—r\ SOLVENT CDC13
NS 3500
N ¥ DS 2
Ph : SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
') RG 203
DW 16.800 usec
DE 6.50 usec
TE 299.9 K
D1 2.00000000 sec
D11 0.03000000 sec
WN TDO 1
llllllll CHANNEL f]l ========
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.,7653112 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
| 1 I I | 1 ! I N I 1 N 1 I
200 180 160 140 120 100 80 60 40 20 0 ppm
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MOF MO ANTFTUNed0ON NN NOTNF OO O MUNANT OTNOFOTNOOOTONNTOANO WO
NMOoOWOOCFFULMOONOTTrNNONNONUL N0 MOWMOTrNINNMMOO AN NOO~EONT N OOO 0N W
21000000776666666655522224.4.1133211065555444400000000995
7777777766666666666666666555533333322222222222222222111
PAJ 9-2, 11-14 NAME PAJ 9-2, 11-14
EXPNO 10
PROCNO 1
Date_ 20160607
Time 17.07
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
D 65536
........ - - e _ e e mMr<mzH nonww
7.1 ppm 6.7 ppm 6.25 ppm 5.5 5.4 5.3 ppm DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
0] AQ 4.0894966 sec
i/ \ \_F\ RG 161
DW 62.400 usec
S N u\ DE 6.50 usec
Ph R TE 95.8 K
D1 1.00000000 sec
TDO 1
O . . , s=ssss== CHANNEL f]l ==sssss==
I I I I I SFO1 400.1324710 MHz
3.4 3.2 3.0 2.8 2.6 ppm NUCl 1H
Pl 13.75 usec
ST 65536
53 SF 400.1300106 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
1 I X
2.1 ppm
P R - P S e R R : Preees R -
9 8 7 6 5 4 3 2 1 0 ppm
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o0 0o Mo ~OCND~NM S~
- w o ONO 1 MOM~rt AN~ ~ ™M w o™~ v O~
. . - - @ ~ o - @
o~ T M AN VOO~ N~ Y . .o . .o
o 0 o M NN NN N o ~r~w (=] -o o~ O,
o~ —— o o o~~~ 0 o< ™ NN
PAJ 9-2, 11-14 CNMR
NAME PAJ 9-2, 11-14
EXPNO 11
O PROCNO 1
3/ \—F\ Date_ 20160607
Time 23.52
S N ¥+ INSTRUM spect
Ph 3 PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
O NS 4000
DS q
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
RG 203
53 DW 20.800
DE 6.50
TE 98.5
D1 2.00000000
D11 0.03000000
TDO 1
=z====== CHANNEL fl ====
SFO1 100.6228293
T ) T T T T v T w&CDH HW”
I | I | | Pl 10.00
140 135 130 125 120 ppm SI 32768
SF 100.6127556
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
T T T T T T T T T T
200 180 160 140 120 80 60 40 20 0 ppm
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FOON O TN -HFT O NI A TNOIISCTNTONOMNMNAEMNMOOW A TNHNOMNMN A TONODUNNOODETTONOWN MO N
TONNOEN AONONMNMOONITNOANNAAT ANNAAODONONN— NN W—OWOWMWIME~\OWLWLW M
6633332221114400222222109555555444444333330777777777775
7777777777665555333333332222222222222222222111111111111
PAJ m 84, 15-26
NAME PAJ 8-84, 15-26
EXPNO 10
PROCNO 1
Date_ 20151222
Time 14.30
INSTRUM spect
PROBHD 5 mm PABBO BB/
_ T PULPROG 2930
D 65536
q.m q.b ppm m.m m.o 5.2 ppm SOLVENT cpol3
NS 16
o DS 2
Fr\ SWH 10000.000 Hz
Ts-N" = FIDRES 0.152588 Hz
Ph : AQ 3.2768500 sec
RG 203
DW 50.000 usec
DE 6.50 usec
(@] TE 298.0 K
D1 1.00000000 sec
TDO 1
T T T o
==ssss== CHANNEL EEEEEEEE
54 3.2 3.0 -8 2. PPM  spo1 500.1630887 MHz
NUC1 1H
Pl 11.45 usec
SI 65536
SF 500.1600163 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
T " PC 1.00
1.80 .75 ppm
:l;\r _ — — t-')'\!l . A
: R [ : I R SRR P R [ :
9 8 7 6 5 2 1 0 ppm
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i WD - VDO O NN =M O N
N OVNoOoowwasONEE~FOA T OM QO = O ()] ~OAHN O
© SO AaQe s emen e sSug & Do o Ne NAME PAJ 8-84, 15-26
~ WILNoONs I —1OON®M . . . t ottt ' EXPNO 11
o WO NN N ~ -~ W o T O -l W)
o B N e ~c~ - O I NnNNN PROCNO 1
NS\ T SN e
Time 0.38
PAJ 8-84, 15-26 CNMR [NSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
o) D 65536
V_/\ SOLVENT CDC13
Ts- NS 4000
Ph N ¥ DS 2
SWH 29761.904
FIDRES 0.454131
0 AQ 1.1010548
RG 203
DW 16.800
DE 6.50
TE 299.7
54 D1 2.00000000
D11 0.03000000
TDO 1
| | |
135 130 125  ppm ======== CHANNEL fl ====
SFOl 125.7779086
NUC1 13C
Pl 10.50
SI 32768
SF 125.7653120
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
I 1 | 1 N I 1 N I | | | 1
200 180 160 140 120 100 80 60 40 20 0 ppm

usec

MHz

Hz
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PAJ 7-4, 13-16 NAME PAJ 7-4, 13-16
EXPNO 10
PROCNO 1
Date_ 20150312
Time 15.16
INSTRUM spect
.\S/rl PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 65536
SOLVENT cDC13
T T T ) T T T T T T NS 16
7.0 6.8 6.6 6.4 6.0 5.8 5.6 5.4 ppm DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
O AQ 3.2768500 sec
\hﬁ//\\\\ RG 203
DW 50.000 usec
WOOIZ — DE 6.50 usec
> TE 297.9 K
Ph 3 D1 1.00000000 sec
TDO 1
sssssss= CHANNEL f]l] =ssssss==
(@] SFO1 500.1630887 MHz
NUC1 1H
Whn_ —_— Pl 11.45 usec
SI 65536
SF 500.1600130 MHz
55 T 1 - 1T -~ 1T -~ T - 1T - 1 T Mmm mu
.0 2.8 2.6 2.4 2.2 2.0 1.8 ppm LB 0.30 Hz
GB 0
PC 1.00
r.L, _ 1 1 okl L
T T T | T —— T | T T ™ T
8 7 6 5 4 3 2 1 0 ppm
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O (Tp} ~FO A~ O 9™~
(e8] ™M ~Or-~ 0o NN @ ™M o =T O — O WOWANHhNOWrWm
O (e8] ~eOOn OO o~ O~ o T O OOANNMWM
. . NS O N W~ o <o o~ NAME PAJ T7-4
o~ < NN OOOM™~M e e L
o 0 SN MO N M~ 0 © O oo w®~.uwnEXPNO 11
™~ i e B B e B e e I | r~r~r~ u 43332222w-oozo H
N\ W T N2 !
Time 1.38
PAJ 7-4, 13-16 INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg 30
O TD 65536
N SOLVENT cDC13
Boc-N“ ™= NS 3000
Ph : DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
(@) AQ 1.1010548 sec
RG 203
DW 16.800 use
DE 6.50 use
TE 298.7 K
55 D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =======
SFOl 125.7779086 MHz
NUC1 13C
Pl 10.50 use
SI 32768
SF 125.7653120 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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AN OANN N T OO NN ANCTOMMOOT ANV OONOYWIHINT AN A0~ O I ETNAANCA OO~ O
NOONTONNANAAATNOOVNONITNNNOONVOCEVOUNNNMNAATODETNNITITNOONOVEONONAN MO ®
NOWWOWWWWANANNMNMMNMNMeAd A A OO0 00000000OOOFRFFEFEFFFEFFWVWOWWOWOWWOWONANN-O
OISO NNNNNNANNANANANANANANANANANANANANANANANANNAAAAAAAAA A A A A A AA A A A A
PAJ 8-74, 4-8 NAME PAJ 8-74, 4-8
EXPNO 10
PROCNO 1
Date_ 20151215
Time 10.54
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
A~ D 65536
SOLVENT CDC13
I ' | ' I I N | ' 1 I ' | ' I I ' | ' 1 I T I NS HW
DS
6.4 6.2 6. 5.8 5.6 5.4 5.2 5.0 4.8 4.6 4.4 4.2 4.0 ppm WA 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
AU RG 80.6
DW 50.000 usec

6.50 usec

298.1 K
1.00000000 sec
1

DE
HN b1
/ TDO
\ “, ssssss== CHANNEL f]l =sss=z===
H \ NUC1 1H
. Pl
Vi s

SFO1 500.1630887 MHz
11.45 usec
65536
500.1600128 MHz
WDW EM
56 _ _ _ ' ' ' ' _ 1y 0.30 Hz
2.6 2.4 2.2 2.0 1.8 1.6 1.4 ppm GB o
WHA Qﬂ PC 1.00
> o \‘ A A ?%
T T T T T ’ T " " T " T " " T T
9 8 7 6 1 ppm

W s
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- ™~
™~ ™~ @ Mo W = ™M = ™M @ =
— r~ \O M~ OO ON ) Oy < ~ o < ™M
rD. & (o)) W T o~ O M W w - N [e) Ve Q™M
o ~ ~ N~ WNN o 0O oW
~N - =)} W~~~ r-~r [Tl ™M ™M -
B | NV
EXPNO 11
PAJ 8-74, 4-8 CNMR PROCNO 1
Date_ 20151215
Time 11.17
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 400
DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
RG 203
DW 16.800 usec
DE 6.50 usec
TE 298.8 K
mm D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
8:1dr ======== CHANNEL fl =s======
SFO1 125.7779086 MHz
NUC1 13C
Pl 10.50 usec
SI 32768
SF 125.7653139 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
| | | | | I | | I | |
200 180 160 140 120 100 80 60 40 20 0 ppm
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PAJ T7-192,

28

./rrr[lﬁ[utlllli(\\‘llllllll[

Current Data Parameters

NAME PAJ 7192, 28
EXPNO 10
PROCNO 1
¥2 Acquisition Paramotors
Date_ 20150909
Time 18.2%
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2q30
™ 65536
SOLVENT coeis
NS 16
ns 2
SwWi 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 203
W 50,000 usec
DE 6.50 usec
1E 296.8 K
(5 1.00000000 sec
™o 1
e CHANNEL f1 ==—ea———-
Srol 500,1630887 MHz
NUC1 14
Pl 11.45 usec
PLW] 18.00000000 w
F2 Processing parameters
SI 65536
S¥ 500.1600127 MHz
wOw EM
8558 0
LB 0.30 H=z
GB 0
PC 1.00

D | -

B
o
B
R
o
—
o
e
o
—




PAJ T7-192, 28 CNMR

Current Data Parameters

- . - - NAME PAJ 7192, 28
r © oW ) .: wr “ w w 0 EXPNO 11
" b i By - e o« - ™ I PROCNO 1
w o AW N . . . . . . . .
© r N LR r [ =] v r @ m
~ ' il ™ - e @ -~ " ¥2 Acquisition Paramoters
_ _ / < < _ _ _ _ Date 20150910
Time 5.52
INSTRUM upect
PROBHD 5 mm PABBO BB/
PULPROG zgpgi0
0O ™ 65536
—1 SOLVENT copels
4500
HN 2
29761.904 Hz
\ / 0.454131 Hz
1.1010048 =nec
Ph .
57 2.00000000 sec
0.03000000 sec
1
CHANNEL fl ————==
125.7779086 MHz
NuC1 13C
Pl 10,50
PLWl 110.00000000
CHANNEL 2
Sroz 500.1620006 MHz
Nuc2 1H
CPDPRG (2 waltzlé
PCPD2 B0.00 usec
LWz 18.00000000 w
PLW12 0.36873001 w
PLW13 0.23598000 w
¥2 Processing parameters
SI 32768
S¥F 125.7653135 MHz
whw EM
558 0
LB 1.00 Hz
GB ]
1.40
I 1 I 1 | I I I I 1
200 180 160 140 120 100 80 40 20 0 ppm



MANOCEHNOOONNOOONTNVOWNYWOWNOTN AT NTOO T O N S 0N < O
OO HNOWILITNNONODOONOVEOVONNNMNAAAOCOODNT TN ANOCOONNLTONNNAAODN®
TONOCONULUNTAREEEECOVUNMOMOANNANNNANNNNNNNNNAd OO e
VOV PITITANNNNNNNNANANANNNNANANANNNANANANANANANANANAAAAAAAAAAAAA A A A A A A
PAJ 8-76, 9-20 NAME PAJ 8-76, 9-20
EXPNO 10
PROCNO 1
Date_ 20151215
Time 18.03
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
D 65536
A SOLVENT CDC13
NS 16
| | I I 1 | | DS 0000 QOM
SWH 1 . Hz
7.5 7.0 6.5 6.0 5.5 5.0 ppm PIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 101
DW 50.000 usec
DE 6.50 usec
TE 297.9 K
D1 1.00000000 sec
TDO 1
sssssss= CHANNEL f]l =sssssa=
SFO1 500.1630887 MHz
NUC1 1H
Pl 11.45 usec
SI 65536
SF 500.1600131 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
mm PC 1.00

7.3:1dr

5 0 ppm
~
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™~ 3] - ™M
w 5] A N O ™M W N WANN OWNW <
(o)) ™~ T N0 — O — T O unouwm —
. . CE T - N W MM O~ [es}
(22] ™ ~ Y . . . . . . . . . . .
o ~ M MmN ~~ w0 O [~ N ™0
™~ - ™~ ~ ~ ~r~r~- Ep} T MANAN i
| | || D Y A L
EXPNO 11
PAJ 8-76, 9-20 CNMR PROCNO 1
Date_ 20151215
Time 21.58
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 1024
DS 2
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010548 sec
RG 203
DW 16.800 usec
DE 6.50 usec
TE 299.2 K
D1 2.00000000 sec
D11 0.03000000 sec
mm TDO 1
sz CHANNEL f] =s=ssss==
SFO1 125.7779086 MHz
NUC1 13C
Nw\_ Q—. Pl 10.50 usec
SI 32768
SF 125.7653133 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
— A S — _b ey o— ; e—
| | I I I I I I I I I
200 180 160 140 120 100 80 60 40 20 0 ppm
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7.441
7.423
7.420
7.405
7.381
7.377
7.362
7.252
7.173
7.170
7.153

é\\\

5.309
4.991
4.972
3.218
3.166
3.147
3.124

3.095
2.586
2.559
2.539
2.510
2.495
2.483
2.477
2.464
2.351
2.332
2.304
2.285
2.280
2.267
2.261

2.249
2.244
2.055
2.047
2.032
2.020

1.897
1.862
1.847
1.829
1.811
1.663
1.233
1.215

%fiﬁ%\%{t‘t

PAJ 7-196, 30-40 NAME PAJ 7-196, 30-40
EXPNO 10
PROCNO 1
Date_ 20150910
Time 16.57
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
. ™ 65536
T T ! ! ! J ! SOLVENT cpCcl3
NS 16
5.4 5.2 ppm 3.2 ppm ppm 2 3
SWH 8012.820 Hz
(@] FIDRES 0.122266 Hz
AQ 4.0894966 sec
B o 62 wmw
- DW .4 usec
v+74 DE 6.50 usec
Ph N TE 95.0 K
D1 1.00000000 sec
1 _m 1 _m 1.4 e '
. . . m
O PP sssssss== CHANNEL f] sssssz==
SFO1 400.1324710 MHz
NUC1 1H
Pl 13.75 usec
SI 65536
SF 400.1300131 MHz
59 WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T T T T
9 8 7 6 5 4 3 2 0 ppm
5 = o asmERREE
L R o o olN NIN[=IOINI™~INI ™M
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~ q—. 4—. q—. 4-A - 4‘./4$. 7@/ C—J ‘w 4AI<AAI )ﬁ\\a) Aﬂ 4—. c m
NAME PAJ 7-196, 30-40
EXPNO 11
PROCNO 1
PAJ 7-196, 30-40 CNMR Date._ 20150910
Time 22.01
INSTRUM spect
PROBHD 5 mm PABBO BB-
@] PULPROG zgpg30
D 65536
L) SOLVENT CDC13
HN . NS 2048
muj DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
o RG 181
DW 20.800 usec
DE 6.50 usec
TE 95.0 K
D1 2.00000000 sec
D11 0.03000000 sec
mmw TDO 1
======== CHANNEL f] ========
SFQ1 100.,6228293 MHz
NUC1 13C
Pl 10.00 usec
SI 32768
SF 100.6127567 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
C 1.40

200 180 160 140 120 100 80 60 40 20 0 ppm
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NAME PAJ 8-68, 2-5
PAJ 8-68, 2-5 EXPNO 10
PROCNO 1
Date_ 20151208
Time 17.21
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT CDC13
NS 16
DS 2
I | 1 I | I o I A SWH 8012.820 Hz
FIDRES 0.122266 Hz
6.2 6.0 5.8 5.6 5 ppm 1.85 ppm 5 L otsasee on
RG 128
O DW 62.400 usec
DE 6.50 usec
>O ;r\ TE 94.8 K
- D1 1.00000000 sec
N %\\ TDO 1
I .
\(Z/\J.)%\rllllllll CHANNEL f] memmmmmme
SFO1 400.1324710 MHz
O T T NUC1 1H
D Pl 13.75 usec
3.0 2.9 . . .6 b .5 2.4 ppm ¢ P
SF 400.1300146 MHz
WDW EM
SSB 0
60 LB 0.30 Hz
GB 0
PC 1.00
_ _— — .=r)Lfktr||r|ﬁ:|er\k, .
1 I | | | | 1 1 o I
9 8 7 6 5 3 1 0 ppm
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o™ o - . e
=] o~ < o~
~ - - - - -~

67.58
2
—136.12
—131.8
—126.93
—120.34
76.83
—57.76
——39.64

=
—41.01

— 31

_—21.67

—25.80

S~24.93

Hz
Hz
sec

usec
usec
K

sec
sec

MHz

usec

MHz

Hz

NAME PAJ 8-68, 2-5
PAJ 8-68, 2-5 CNMR EXPNO 11
PROCNO 1
Date_ 20151208
hu Time 23.08
INSTRUM spect
A E/\ PROBHD 5 mm PABBO BB-
C~ PULPROG 2gpg30
N .u\ D 65536
H : SOLVENT CDC13
NS 2048
DS 4
SWH 24038.461
O FIDRES 0.366798
AQ 1.3631988
RG 161
DW 20.800
60 DE 6.50
TE 97,7
D1 2.00000000
D11 0.03000000
TDO 1
======== CHANNEL fl ========
SFO1 100.6228293
NUC1 13C
3 10.00
SI 32768
SF 100.6127560
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
T . T T T y T T T . T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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7.347
7.333
7.319
7.299
7.296
7.293
7.282
7.038
6.298
6.291
5.543
5.537
5.166
5.149
3.191
3.149
3.121
3.114
3.108
3.103
3.096
3.081
3.039
2.793
2.764
2.693
2.567
2.563
2.555
2.548
2.543
2.539
2.537
2.438
2.435
2.426
2.422
2.406
2.402
2.393
2.390
2.061
2.003
1.912
1.908
1.904
1.897
1.893

1.889
1.886
1.881
1.877
1.585
1.538

rrﬁkyyﬁ%a\%

PAJ 7-126, 2nd col

NAME PAJ 7-126, 2nd col
EXPNO 10
PROCNO 1
Date_ 20150716
Time 16.42
INSTRUM spect
. ,) PROBHD 5 mm PABBO BB/
PULPROG 2930
D 65536
SOLVENT cDel3
NS 16
DS 2
SWH 10000.000 Hz
J _ J ! ! ! ' ! ! J I FIDRES 0.152588 Hz
7.2 7 ppm AQ 3.2768500 sec
RG 203
DW 50.000 usec
DE 6.50 usec
TE 296.9 K
D1 1.00000000 sec
TDO 1

======== CHANNEL f] =s=s=====

SFO1 500.1630887 MHz
NUC1 1H
Au I T T T Pl 11.45 usec
3.2 3.0 2.8 2.6 2.4 2.2 2.0 1.8 ppm o 500. 1600198 itz
WDW mﬂ
SSB
S9 LB 0.30 Hz
GB 0
PC 1.00
s}r P — — | .rr\r AR ;WIDIE!Ilhlllllf 1
- : : S : : _ _— -
9 8 6 5 4 3 2 1 0 ppm

8 R EEE R

S145



@ ™M = @ NOE~ O~ OO
0 O~ W NN WO AT M " @ o oW~ n
v 0 « N O WO o wn o o N ) NAME PAJ 7-126, 2nd
I — O NOWNWHHO~O . . EXPNO 11
o ~ O W L OOM OO M NN ~r~ w0 ~ o OO ™ PROCNO 1
Q)] o o B e e B B R [l Sl un oL M N ™~
Date_ 20150717
VA NN N NNV tine 3.21
INSTRUM spect
PAJ 7-126, 2nd col CNMR PROBHD 5 mm PABBO BB/
PULPROG zgpg 30
0 D 65536
\—F\ SOLVENT CDC13
NS 4500
AC-N" &= DS 2
Ph 3 SWH 29761 .904
FIDRES 0.454131
AQ 1.1010548
@) RG 203
DW 16.800
DE 6.50
TE 298.0
S9 D1 2.00000000
D11 0.03000000
TDO 1
======== CHANNEL fl ====
SFO1 125.7779086
NUC1 13C
Pl 10.50
SI 32768
SF 125.7653132
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
T T T
200 180 0 ppm

col

Hz
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VAN TNORNFENATANONANDOTITEFOONONAANT AMNNNAMONMONMSTOTOM [~ CNWOWO
NAOAMNAMAOAN AVND A~ OVONDEVONITITNANNOONDEEONAENNMNAONOONW®OM~\OWWN T <™
NN OOOMNOMMNONNWOODOUNUL=TMMOMOMOMO OO ANNNNNNNOOOOOOEEWWWWWWWOWO 0NN
7555322222222222222222222222222222111111111111111111111
PAJ 8-78, 8-15
NAME PAJ 8-78, 8-15
EXPNO 10
PROCNO 1
Date_ 20151216
Time 18.07
INSTRUM spect
PROBHD 5 mm PABBO BB/
: _ _ . ; PULPROG zg30
TD 65536
5.6 5.5 5.4 5.3 5.2 m.H nva w. N.m N.b Eua SOLVENT cDC13
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 203
DW 50.000 usec
DE 6.50 usec
TE 298.3 K
. T : | D1 1.00000000 sec
TDO 1
2.0 1.8 1.7 ppm
=ssssss= (CHANNEL MH EEssnmms
SFO1 500.1630887 MHz
NUC1 1H
Pl 11.45 usec
SI 65536
S10 SF 500.1600142 MHz
WDW EM
SSB 0
LB 0.30 Hz
. GB 0
4.75:1dr T T e 1.00
ppm
T T T ™1 . T T T T T g T
9 8 7 0 ppm

3 2 1
(=1 R R E =1 IR B L= 1 L= 1L 1 R R [ A (=]
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—203.712
——177.103
172.459
171.672
—136.454
—131.660
——127.058
77.414
77.160
76.905

<

8-15 CNMR

O

‘>07LLF/(\\

-
-~
-

PAJ 8-78,

S10
4.75:1dr

<

—65.988
—58.262

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

D1

D11

TDO

45.682
42.331
25.441
24.725
15.416
13.666

—29.030

N
N

SFO1
NUC1
Pl
SI
SF
WDW
SSB
LB
GB
PC

T " T T " T T " T T
200 180 160 140 120 100 80

60

40 20 0

ppm

8-15
11
1
20151217
0.44

spect

5 mm PABBO BB/
zgpg30

65536

CDC13

2500

2

29761.904
0.454131
1.1010548
203

16.800

6.50

299.3
2.00000000
0.03000000

PAJ 8-78,

CHANNEL f1
125.7779086
13C

10.50

32768
125.7653118
EM

0

1.00

0

1.40

Hz

secC

Hz
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7.331
7.320
7.318
7.313
7.307
7.303
7.297
7.283
7.276
7.268
7.257
7.229
7.224
7.213
4.671
4.651
4.505
4.488
3.172
3.165
3.158
3.148
3.142
3.132
3.113
3.071
2.982
2.940
2.934
2.834
2.818
2.810
2.794
2.622
2.503
2.489
2.483
2.475
2.466
2.458
2.447
2.354
2.348
2.343
2.338
2.329
2.321
2.316
2.310
2.307
1.978
1.948
1.900
1.374

1.369

é éf%

PAJ 8-130, 23-32 NAME PAJ 8-130, 23-32
EXPNO 10
PROCNO 1
Date_ 20160223
Time 18.24
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
D 65536
SOLVENT CDC13
. —— . ———— —— T T T T T NS 16
T T T T T L _bo ! DS 2
4.7 4.6 ppm 2.0 ppm . ppm SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 203
DW 50.000 usec
DE 6.50 usec
TE 297.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f] ========
SFO1 500.1630887 MHz
NUC1 1H
Pl 11.45 usec
_ ! _ _ _ _ _ _ ! ! SF 500.1600141 M
. z
3.2 3.1 3.0 2.9 2.8 2.7 2.6 2.5 2.4 ppm G a
SSB 0
ma\_ LB 0.30 Hz
GB 0
PC 1.00
1.6:1dr
A | - 1
T T — — T T e T — —
8 7 6 5 0 ppm
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138.496

175.252
137.710

166.107
137.078
130.809
130.729
130.667
130.556
128.486
128.363
127.660

202.921
202.856
127.610

<

PAJ 8-130, 23-32 CNMR

O

zm,zx_f\/m\N

1.6:1dr

S11

77.414
77.160
76.906
76.443
62.735
61.667
50.226
44.170
43.178
42.749
42.564

65 60 55 50 45 40

pPpm

NS\ e ==

*NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

D1

D11

TDO

~~ W,
@ < O
nwn N
oo =
S T M

33.404
32.648
31.070
31.032
30.785
30.417

™M ™M
N O
™M ™M
o O
™ ™

34 33 32

SFO1
NUC1
Pl
SI
SF
WDW
SSB
LB
F GB
PC

T | B T
200 180 160 140 120

100

80

60 40 20 0

ppm

23-32
11
1
20160224
0.15
spect
5 mm PABBO BB/
zgpg30
65536
CDC13
3500
2
29761.904 Hz
0.454131 Hz
1.1010548 sec
203
16.800 use
6.50 use
298.3 K
2.00000000 sec
0.03000000 sec

PAJ 8-130,

CHANNEL f1l
125.7779086 MH:
13C
10.50 usce
32768
125.7653125 MH:
EM
0
1.00 Hz
0
1.40
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13717
131.74
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121.24

87.99
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N\ 77.00
N\ 76.75

7212

45.96
39.44

30.02
26.01
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(11) wdd

00

oL L

00t I

260 L

860

SIS

N
7.336
7.318

7.260

- 6.349
T 342

5.679
S~ 5673

4.994

T 4981

3.219

3.214

3.207

- — 3.201
2.547
2.074
2.063
2.040
2.021
2.001
1.998
1.878
1.863
1.830
1.805

1.749
1.733
1.721
1.712
1.703
1.683
1.681

1.614

iy
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Figure S27. Example MS/MS spectrum from precursor ion m/z = 657.274 that is positively
identified as a target peptide. The y- and b-ions of the carbamidomethylated FSGDLDDQTC24R

are highlighted in blue and orange, respectively.
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Figure S28. Example MS/MS spectrum from precursor ion m/z = 645.360 that is positively
identified as a target peptide. The y- and b-ions of the carbamidomethylated SLEEKIGC?2LLK

are highlighted in blue and orange, respectively.
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o IGC(+IAD)LLK
70 y2+ y +
5
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3% 50
A
30 l
20 b2+ }14+
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Figure S29. Example MS/MS spectrum from precursor ion m/z = 352.212 that is positively
identified as a target peptide. The y- and b-ions of the carbamidomethylated IGC?*2LLK are

highlighted in blue and orange, respectively.
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| 1
|‘AL.& wol “.} ‘ l‘ i} ‘ N ’ ‘u‘\ ;
100 300 500 700 900 1100 1300

o

m/z

Figure S30. Example MS/MS spectrum from precursor ion m/z = 658.281 that is positively

identified as

a target peptide.

The y- and b-ions of the d>-carbamidomethylated

FSGDLDDQTC2#R are highlighted in blue and orange, respectively.
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Figure S31. Example MS/MS spectrum from precursor ion m/z = 646.366 that is positively
identified as a target peptide. The y- and b-ions of the d>-carbamidomethylated SLEEKIGC?2LLK

are highlighted in blue and orange, respectively.
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Figure S32. Example MS/MS spectrum from precursor ion m/z = 353.218 that is positively
identified as a target peptide. The y- and b-ions of the d»>-carbamidomethylated IGC?*?LLK are

highlighted in blue and orange, respectively.
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Figure S33. Example MS/MS spectrum from precursor ion m/z = 524.780 that is positively

identified as a target peptide. The y- and b-ions of the CPM-adducted IGC**LLK are highlighted

in blue and orange, respectively.
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Figure S34. Example MS/MS spectrum from precursor ion m/z = 8§17.928 that is positively
identified as a target peptide. The y- and b-ions of the CPM-adducted SLEEKIGC*?LLK are

highlighted in blue and orange, respectively.
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Figure S35. Example MS/MS spectrum from precursor ion m/z = 476.764 that is positively
identified as a target peptide. The y- and b-ions of the S17-adducted IGC?*2LLK are highlighted

in blue and orange, respectively.
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Figure S36. Example MS/MS spectrum from precursor ion m/z = 8§17.928 that is positively

identified as a target peptide. The y- and b-ions of the S17-adducted SLEEKIGC?*’LLK are

highlighted in blue and orange, respectively.
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Figure S37. Example MS/MS spectrum from precursor ion m/z = 548.281 that is positively

identified as a target peptide. The y- and b-ions of 51-adducted IGC®?LLK are highlighted in blue

and orange, respectively.
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HSQC of a-Methylene-y-Lactam 52
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