Appendix X.6 NOESY spectrum of azepine 11h

CLXI



Appendix X.7 IR spectrum of azepine 11h
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Appendix X.8 MS of azepine 11h

Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 2.0 PPM / DBE: min = -1.5, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =3

Monoisotopic Mass, Odd Electron lons

1760 formula(e) evaluated with 2 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:0-500 H:0-1000 N:0-50 O:0-100

NT-MSLAB-Operator-SVG

2015-158 229 (4.462) AM2 (Ar,35000.0,0.00,0.00); Cm (214:229) 1: TOF MS ASAP+
6.446+006
100 458.1843
459.1899
%
459.1537 450.1934
0. 1452.8057, 4532050 4542073 4561839 4561913 4571761 129 |460.1576 4611977 4621734 4632265 _464.2306464.5480
T T T T T T T T T T 1 T 1 ! T T T T T T T T T T T T T

4520 4530 4540 4550 4560  457.0 4580 4500  460.0 4610 4620 4630 4640 4650
Minimum: -1.5
Maximum: 3.0 2.0 50.0
Mass Cale. Mass mDa PEM DBE i-FIT Norm Conf (%) Formula .
458.1843  458.1842 0.1 0.2 16.0 1314.6 0.031 96.98 (€27 H26 N2 o5 1On observed [M]*+

458.1847 -0.4 -0.9 9.0 1318.1 3.501 3.02  C12 H22 N14 06
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Appendix Y Spectra of imine 12
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Appendix Y.1 *H-NMR spectrum of imine 12
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Appendix Y.2 *C-NMR spectrum of imine 12
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Appendix Y.3 COSY spectrum of
N
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Appendix Y.4 HSQC spectrum of imine 12
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Appendix Y.5 HMBC spectrum of imine 12
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Appendix Y.6 NOESY spectrum of imine 12
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Appendix Y.7 IR spectrum of imine 12
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Appendix Y.8 MS of imine 12

Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 2.0 PPM / DBE: min = -1.5, max = 50.0
Element prediction: Off
Number of isotope peaks used for i-FIT =3
Monoisotopic Mass, Even Electron lons
672 formula(e) evaluated with 2 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-500 H:0-1000 N:0-50 O:0-200
NT-MSLAB-Operator-SVG
2015-114 168 (3.273) AM2 (Ar,35000.0,0.00,0.00); Cm (166:178) 1: TOF MS ASAP+
1.31e+007
100 313.1192
Yo
206.1160 314.1223
295.1085.
124.0880 1| 3291139 4051515 536.1782 6721962 774.9313 868.7590 1007.0873 14407618
| 1 | 1 1 1 1 1 1 1 | I | 1 | 1 | 1 1 1 1 T I 1 z
100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
Minimum: -1.5
Maximum: 5.0 2.0 50.0
Mass Calc. Mass mDa PEM DBE i-FIT Norm Conf (%) Formula
313.1192  313.1193 -0.1 -0.3 3.5 1707.6 11.790 0.00 C2 H13 N14 05
313.1188 0.4 1.3 10.5 1695.8 0.000 100.00 €17 H17 N2 04 ITon observed [M+H]+
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Appendix Z *H-NMR spectrum of imine 13
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