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H, 3C, FTIR, HRMS, and HPLC spectra of representative compounds
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Figure 8.1. 'H NMR spectra of compound 6a
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Figure 8. 2. 3C NMR spectra of compound 6a
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Figure 8. 3. FTIR spectra of compound 6a
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Figure 8. 4. Mass Spectra of compound 6a.
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Figure 8. 5. HPLC chromatogram and report of compound 6a.

Percentage purity of compound:

v'Determined using the Agilent 1200 Infinity high-performance liquid
chromatography (HPLC) system, USA.

Column: Quasar C18250 x 4.6mm, 5um Cat. No. N9308801

Mobile phase: Methanol (90): Water (10)

Flow rate: Iml/min.

Sample volume: 20 pl

NN

Detection range: Amax = 254
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Figure 8. 6. *H NMR spectra of compound 6c¢
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Figure 8. 7. 3C NMR spectra of compound 6¢
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Figure 8. 8. FTIR spectra of compound 6¢
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Figure 8. 9. Mass Spectra of compound 6c¢.

Page 156



Appendices | Chapter 8

my — Fam
1 Retention Time A 3
- | -
E I r
2m - [5 F2m
® / f_
T ] f I :
| B ESGEEERSE 3Et | A% ER L RRimEs
i = 0T o= A T TG O O 1 7
1 [ TN T T A | 0 O 1 I | L L L I 1
AR ES/LIR S i) L B B L L B ) IR L] T LB B I FRA R PR LA Ry
o 1 2 3 i g g T 10
Mrues
DAD: Sigmal A,
I58 nm'Bw:d nm
Resuliz
Eetertion Time Area Area ¥ Heizht Height %
1.A53 aagY 0.11 687 011
1.853 12707 0.2l 2079 0.33
1.953 42459 081 2604 042
2.260 32023 0.53 2231 0.48
2587 o702 1.4 9576 1.54
2705 355 0.58 4560 073
3.080 15019 025 528 0.10
5.287 2708 0.4 542 0.05
5487 126815 021 17458 022
3853 14552 0.24 10z& 0.17
4 255 2543 0.04 324 0.05
5.187 9331 0.1a 151a 0.24
5687 716875 9504 H92R38 25351
5255 a2 0.0 190 0.0z
Teotals
A0152435 10000 52027 10000

Figure 8. 10. HPLC chromatogram and report of compound 6c.

Percentage purity of compound:

v'Determined using the Agilent 1200 Infinity high-performance liquid
chromatography (HPLC) system, USA.

Column: Quasar C1g 250 x 4.6mm, 5um Cat. No. N9308801

Mobile phase: Methanol (90): Water (10)

Flow rate: Iml/min.

Sample volume: 20 pl

NN NN

Detection range: Amax = 254
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Figure 8. 11. 'H NMR spectra of compound 6h
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Figure 8. 12. 3C NMR spectra of compound 6h
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Figure 8. 13. FTIR spectra of compound 6h
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Figure 8. 14. Mass Spectra of compound 6h.
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Figure 8. 15. HPLC chromatogram and report of compound 6h.

Percentage purity of compound:

v'Determined using the Agilent 1200 Infinity high-performance liquid
chromatography (HPLC) system, USA.

Column: Quasar C18250 x 4.6mm, 5um Cat. No. N9308801

Mobile phase: Methanol (90): Water (10)

Flow rate: Iml/min.

Sample volume: 20 pl

NN

Detection range: Amax = 254
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Figure 8. 16. 'H NMR spectra of compound 6k
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Figure 8. 17. 3C NMR spectra of compound 6k
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Figure 8. 18. FTIR spectra of compound 6k
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Figure 8. 19. Mass Spectra of compound 6k
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Figure 8. 20. HPLC chromatogram and report of compound 6k.
Percentage purity of compound:
v'Determined using the Agilent 1200 Infinity high-performance liquid

chromatography (HPLC) system, USA.

Column: Quasar C1g 250 x 4.6mm, 5um Cat. No. N9308801
Mobile phase: Methanol (90): Water (10)

Flow rate: Iml/min.

Sample volume: 20 pl

NN NN

Detection range: Amax = 254
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Figure 8. 21. 'H NMR spectra of compound 6n
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Figure 8. 22. 3C NMR spectra of compound 6n
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Figure 8. 23. FTIR spectra of compound 6n
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Figure 8. 24. Mass Spectra of compound 6n.
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Figure 8. 25. HPLC chromatogram and report of compound 6n.

Percentage purity of compound:

v'Determined using the Agilent 1200 Infinity high-performance liquid
chromatography (HPLC) system, USA.

Column: Quasar C18250 x 4.6mm, 5um Cat. No. N9308801

Mobile phase: Methanol (90): Water (10)

Flow rate: Iml/min.

Sample volume: 20 pl

NN NN

Detection range: Amax = 254
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IH and 3C spectra of representative intermediate compounds
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Figure 8. 26. 'H NMR spectra of target compound 5.
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Figure 8. 27. 13C NMR spectra of target compound 5.
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Figure 8. 28. 'H NMR spectra of target compound 8b
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Figure 8. 29. 3C NMR spectra of target compound 8b
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Figure 8. 30. 'H NMR spectra of target compound 8d.
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Figure 8. 31. 13C NMR spectra of target compound 8d.
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Figure 8. 32. 'H NMR spectra of target compound 8e.
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Figure 8. 33. 13C NMR spectra of target compound 8e.
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Figure 8. 34. 'H NMR spectra of target compound 8g.
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Figure 8. 35. 3C NMR spectra of target compound 8g.
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Figure 8. 36. 'H NMR spectra of target compound 8l.
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Figure 8. 37. 13C NMR spectra of target compound 8.
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'H NMR, BC NMR, HRMS, and HPLC spectra of the representative final

compounds
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Figure 8. 38. 'H NMR spectra of target compound 9b.
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Figure 8. 39. 13C NMR spectra of target compound 9b.
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Figure 8. 40. HRMS [M + H]*spectra of target compound 9b.
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Figure 8. 41. HPLC chromatogram of target compound 9b

Percentage purity of compound 9b:
v'Determined using the Agilent 1200 Infinity high-performance liquid

chromatography (HPLC) system, USA.

Column: Quasar C18250 x 4.6mm, 5um Cat. No. N9308801
Mobile phase: Methanol (90): Water (10)

Flow rate: Iml/min.

Sample volume: 20 pl

NN

Detection range: Amax = 254
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Figure 8. 42. H spectra of target compound 9d
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Figure 8. 43. 13C spectra of target compound 9d
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Figure 8. 45. HPLC chromatogram of target compound 9d

Percentage purity of compound 9d:
v'Determined  using

A N N N NN

the Agilent

1200

chromatography (HPLC) system, USA.

Infinity  high-performance liquid

Column: Quasar C18250 x 4.6mm, 5um Cat. No. N9308801
Mobile phase: Methanol (90): Water (10)

Flow rate: Iml/min.

Sample volume: 20 pl

Detection range: Amax = 254
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Figure 8. 46. 'H spectra of target compound 9e
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Figure 8. 47. 13 C spectra of target compound 9e
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Figure 8. 48. HRMS spectra of target compound 9e
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Figure 8. 49. HPLC chromatogram of target compound 9e
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Figure 8. 50. H spectra of target compound 9g

~o "
&2 g 2238 SEE
£z £ HEED 5=
M I N SV
- N 7
K\N/Y N,
\) / g
N
|
|
]
(| H [
|
Il | _L Wil I I
- 77 77
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 [t}
f1 (ppm)

Figure 8. 51. 13 C spectra of target compound 99
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Figure 8. 52. HRMS spectra of target compound 9g
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Figure 8. 53. HPLC chromatogram of target compound 9g

Percentage purity of compound 9g:
v'Determined using the Agilent 1200 Infinity high-performance liquid
chromatography (HPLC) system, USA.
Column: Quasar C18250 x 4.6mm, 5um Cat. No. N9308801
Mobile phase: Methanol (90): Water (10)
Flow rate: Iml/min.

Sample volume: 20 pl

NN

Detection range: Amax = 254
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Figure 8. 54. 1 H spectra of compound 9l
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Figure 8. 55. 13 C spectra of compound 9l
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Figure 8. 57. HPLC chromatogram of target compound 9l

Percentage purity of compound 91:
v'Determined using the Agilent 1200 Infinity high-performance liquid

chromatography (HPLC) system, USA.

Column: Quasar C18250 x 4.6mm, 5um Cat. No. N9308801
Mobile phase: Methanol (90): Water (10)

Flow rate: Iml/min.

Sample volume: 20 pl

NN

Detection range: Amax = 254
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H NMR spectra of each of the corresponding final compounds

MhnmThnToowomownogRITRISNSS n o @ noo
2RLAMARARRARAANAARREER2ER S = B & Y
L - T—— . L W. | | | |

=
¢

b o Y L Hoow o
SRR 3 = - = P
T T ey T~ Tt Tyt — =" ==
9.5 9.0 85 8.0 75 2.0 6.5 6.0 4.5 4.0 35 3.0 2.5 2.0 1.5 1.0

5.5 5.0
f1 (ppm)

Figure 8. 58. *H spectra of compound 9a
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Figure 8. 59. 'H spectra of compound 9c
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Figure 8. 61. H spectra of compound 9h
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Figure 8. 63. *H spectra of compound 9j
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Figure 8. 64. 'H spectra of compound 9k
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Figure 8. 65. H spectra of compound 9m
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Figure 8. 66. *H spectra of compound 9n
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Figure 8. 67. H spectra of compound 90
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Figure 8. 69. H spectra of compound 9q
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Figure 8. 70. H spectra of compound 9s

Page 189



Appendices | Chapter 8

—5.190
—3.810
2638
2,535
_-2.318

I Loy ol
5 e 333
r T T T T T T T T T T T T T T T T T T T T
0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)

Figure 8. 71. H spectra of compound 9t
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Figure 8. 72. H spectra of compound 9u
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