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1. General experimental Methods

All reactions were carried out in oven dried reaction flasks under nitrogen atmosphere and dry
solvents and reagents were transferred by oven-dried syringes to ambient temperature. TLC was
performed on Merck silica gel aluminium sheets and solvents were removed under reduced
pressure. Columns were packed as slurry of silica gel in hexane and ethyl acetate solvent mixture.
The elution was assisted by applying pressure with an air pump. **C NMR spectra were recorded
on 101 MHz spectrometers. tHNMR spectra were recorded on 400 and 500 MHz spectrometers
in appropriate solvents using TMS as internal standard. The following abbreviations were used
to explain multiplicities: s = singlet, d = doublet, dd = double doublet, t = triplet, m = multiplet.
All reactions were performed at room temperature. Reagents were obtained from Aldrich, Alfa
Aesar, and TCI used without further purification. All compounds are characterized by *HNMR
and BCNMR. Additionally, unknown compounds are characterized by HRMS analysis. All

known compounds data are in consistent with the given literature report.
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2. General procedure for the preparation of DBU-H>O

The DBU [with 0.2% water content (KF)] was purchased from commercial source (spectrochem)
and used as such without further purification. Freshly prepared hydrated DBU (DBU.H.0O) was
used in all reactions. About 1 equivalent of H.O was mixed with DBU to get hydrated DBU
(DBU.H20). Water (HPLC grade) purchased from commercial sources were directly used
without any further purification.
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5. 'H, 3C NMR spectra
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Fig. 1. *H-NMR-spectrum of compound 2a* (400 MHz, CDCl; 298K)
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Fig. 2. 3C-NMR-spectrum of compound 2a!(101 MHz, CDCls;, 298K)
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Fig. 3. tH-NMR-spectrum of compound 2b! (400 MHz, CDCls, 298K)
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Fig. 4. BC-NMR-spectrum of compound 2b* (101 MHz, CDCls, 298K)
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Fig. 5. 'H-NMR-spectrum of compound 2¢t(500 MHz, CDCls, 298K)
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Fig. 6. 3C-NMR-spectrum of compound 2¢! (101 MHz, CDCls, 298K)
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Fig. 7. *tH-NMR-spectrum of compound 2d (400 MHz, CDCls, 298K)

Page S10 ©AUTHOR(S)



General Papers

- 162.61

- 161.71

mmmmm
mmmmm

135.28
- 105.00
- 104,08

| I I
i M’\JL |
YAl e M LAY

210 200

T

160

T T T T T T T T T T T T T

130 120 110 100 90 80 70

f1 (ppm)

ARKIVOC 2020, viii, S1-S42

0.03

H3CO

(oo

[

Fig. 8. 3C-NMR-spectrum of compound 2d (101 MHz, CDCls, 298K)
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Fig. 9. 'H-NMR-spectrum of compound 2e (500 MHz, CDCl3, 298K)
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Fig. 10. 3C-NMR-spectrum of compound 2e (101 MHz, CDCls, 298K)

70 60 50 40 30 20 10 1} =10

Page 513 ©AUTHOR(S)



General Papers ARKIVOC 2020, viii, S$1-S42

|
I MM_,J J'L [N -
iy T f
(] (e ] =
< 2 =
— < e
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 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)

Fig. 11. 'H-NMR-spectrum of compound 2f(400 MHz, CDCl;, 298K)
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Fig. 12. BC-NMR-spectrum of compound 2f}(101 MHz, CDCls, 298K)
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Fig. 13. 'H-NMR-spectrum of compound 2g* (500 MHz, CDCl3, 298K)
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Fig. 14. BC-NMR-spectrum of compound 2g* (101 MHz, CDCls, 298K)
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Fig. 15. 'H-NMR-spectrum of compound 2h (500 MHz, CDCls, 298K)
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Fig. 16. ®°C-NMR-spectrum of compound 2h (101 MHz, CDCls, 298K)
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Fig. 17. 'H-NMR-spectrum of compound 2i (500 MHz, CDCl3, 298K)
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Fig. 18. 13C-NMR-spectrum of compound 2i (101 MHz, CDCls, 298K)
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Fig. 19. 'H-NMR-spectrum of compound 2j (400 MHz, CDCls, 298K)
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Fig. 20. ®*C-NMR-spectrum of compound 2j (101 MHz, CDCls, 298K)
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Fig. 21. *H-NMR-spectrum of compound 2k (400 MHz, CDCls, 298K)
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Fig. 22. 3C-NMR-spectrum of compound 2k (101 MHz, CDCls, 298K)
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Fig. 23. 'H-NMR-spectrum of compound 2l (400 MHz, CDCl3, 298K)
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Fig. 24. 3C-NMR-spectrum of compound 2l (101 MHz, CDCls, 298K)
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Fig. 25. *H-NMR-spectrum of compound 2m (500 MHz, CDCls, 298K)
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Fig. 26. 3C-NMR-spectrum of compound 2m (101 MHz, CDCls, 298K)
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Fig. 27. 'H-NMR-spectrum of compound 2n (500 MHz, CDCls, 298K)
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Fig. 28. BC-NMR-spectrum of compound 2n (101 MHz, CDCls, 298K)

Page S31 ©AUTHOR(S)



General Papers

ARKIVOC 2020, viii, S1-S42

Al
‘ A
I| .lI I‘J II | |II Ilfuqlllr‘
I Y
T T T T T T T T T T
7.4 7.3 7.2 7.1 7.0 6.9
fi (ppm)
HJ "'! ”L,.'L I |
L . I WA |
s 3
<+ o
T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7. 5.5 5.0 4 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)

Fig. 29. 'H-NMR-spectrum of compound 20! (400 MHz, CDCl3, 298K)
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Fig. 30. 13C-NMR-spectrum of compound 20* (101 MHz, CDCls, 298K)
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Fig. 31. *H-NMR-spectrum of compound 2p (400 MHz, CDCls, 298K)

Page S34 ©AUTHOR(S)



General Papers ARKIVOC 2020, viii, S$1-S42

167.37
145.73
—127.53
117.63
80.02
15.23

—129.36

(7]

S
I
I

Z2N7)

L T fWLWNW\WMWM WNWWMWWWJ

T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10
f1 (ppm)

Fig. 32. BC-NMR-spectrum of compound 2p (101 MHz, CDCls, 298K)
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Fig. 33. 'H-NMR-spectrum of compound 2¢g (500 MHz, CDCls, 298K)
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Fig. 34. 3C-NMR-spectrum of compound 2q (101 MHz, CDCls, 298K)
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Fig. 35. 'H-NMR-spectrum of compound 2r (500 MHz, CDCl3, 298K)
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Fig. 36. ®*C-NMR-spectrum of compound 2r (101 MHz, CDCls, 298K)
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Fig. 37. *H-NMR-spectrum of compound 2s (500 MHz, CDCls, 298K)
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Fig. 38. ®*C-NMR-spectrum of compound 2s (101 MHz, CDCls, 298K)
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