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Experimental

General. All chemicals were purchased from commercial sources (Acros, Spectrochem, Merck,
and Aldrich). 'H and 3C NMR spectra were recorded on Bruker spectrometer using 600 MHz
spectrometer. TLC was used of Merck Kieselgel-60 F-254 to monitor the reaction. Melting points
were recorded using melting point apparatus.

Preparation of DES. The DES were prepared as per the reported method.! The ZnCl, and Urea
(1:3.5) were taken in test tube and heated at 80°C until solid phase converted into transparent
liquid and used further any purification.

General procedure for the synthesis of DHQ. A mixture of isotonic anhydride (1a) and
benzaldehyde (2a) were dissolved in ZnCl,/urea deep eutectic solvent for 25min, reaction
monitored on TLC, water added into the mixture after completion of reaction. The solid
precipitates were filter-out and further purified by using recrystallization in ethanol.

The compound 3a, 3¢, 3f, 3g, 3j, and 3m were characterized with NMR spectroscopy, remaining
derivatives were confirmed with melting points, IR spectrum and LCMS.

2-Phenyl-2,3-dihydroquinazolin-4(1H)-one (3a).2 (CAS Registry Number: 954-91-6) IR (ATR):
1608, 1653, 3067, 3166, 3299 cm™. ITHNMR (600 MHz, DMSO-d6): 5.75 (s, 1H), 6.66-6.69 (t, J
15.03 Hz, J 7.42 Hz, 1H), 6.74-6.75 (d, J 8.02 Hz, 1H), 7.11 (s, 1H), 7.23-7.26 (dd, J 7.15 Hz, J 1.02
Hz, 1H), 7.33-7.40 (m, 3H), 7.49-7.50 (d, J 7.30 Hz, 2H), 7.61-7.62 (d, J 7.30 Hz, 1H), 8.29 (s, 1H);
13C NMR (APT) (150 MHz, DMSO-d6): 67.03, 114.86, 115.43, 117.56, 127.30, 127.81, 128.77,
128.89, 133.75, 142.13, 148.31, and 164.03. MS m/z 224.09 (M+1); Anal. Calc. for C14H12N-0:
224.09; found: 225.

2-(4-Chlorophenyl)-2,3-dihydroquinazolin-4(1H)-one (3b).2 (CAS Registry Number:13165-11-2)
IR (ATR): 1609, 1651, 3058, 3190, 3311 cm™. MS m/z 258.05 (M+1); Anal. Calc. for C14H11CIN,O:
258.05; found: 259.

2-(4-Fluorophenyl)-2,3-dihydroquinazolin-4(1H)-one (3c).2 (CAS Registry Number:359605-44-0)
IR (ATR): 1603, 1648, 3040, 3175, 3302 cmL. LHNMR (600 MHz, DMSO-d6): 5.78 (s, 1H), 6.67-6.70
(t,J 14.77 Hz, J 7.50 Hz, 1H), 6.74-6.75 (d, J 7.94 Hz, 1H), 7.10 (s, 1H), 7.21-7.26 (m, 3H), 7.53-7.55
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(dd, J 14.11 Hz, J 3.39 Hz, 2H), 7.61-7.62 (d, J 7.80 Hz, 1H), 8.29 (s, 1H); 13C NMR (APT) (150 MHz,
DMSO-d6): 66.41, 114.91, 115.47, 115.61, 117.71, 127.82, 129.45, 129.50, 133.80, 138.30,
148.24, 161.77, 163.38, and 164.00. MS m/z 242.08 (M+1); Anal. Calc. for C14H11FN,0: 242.08;
found: 243.

2-(4-Nitrophenyl)-2,3-dihydroquinazolin-4(1H)-one (3d).2 (CAS Registry Number:26029-31-2) IR
(ATR): 1604, 1640, 3030, 3162, 3290 cm™. MS m/z 269.08 (M+1); Anal. Calc. for C14H11N303:
269.08; found: 270.

2-(4-Bromophenyl)-2,3-dihydroquinazolin-4(1H)-one (3e).2 (CAS Registry Number:358386-50-2)
IR (ATR): 1603, 1644, 3012, 3191, 3290 cm™*. MS m/z 302.00 (M+1); Anal. Calc. for C14H11BrN,O:
302.00; found: 303.

2-(4-Methoxyphenyl)-2,3-dihydroquinazolin-4(1H)-one (3f).2 (CAS Registry Number:61195-16-
2) IR (ATR): 1611, 1648, 2991, 3177, 3304 cm™X. THNMR (600 MHz, DMS0-d6): 3.75 (s, 3H), 5.71
(s, 1H), 6.66-6.69 (t, J 14.79 Hz, J 7.39 Hz, 1H), 6.73-6.75 (d, J 8.08 Hz, 1H), 6.94-6.95 (d, J 8.62 Hz,
2H), 7.01 (s, 1H), 7.23-7.25 (t, J 7.60 Hz, J 7.26 Hz, 1H), 7.41-7.43 (d, J 8.62 Hz, 2H), 7.60-7.62 (d,
J7.67 Hz, 1H), 8.19 (s, 1H); 13C NMR (APT) (150 MHz, DMSO-d6): 55.65, 66.77, 114.11, 114.89,
115.48, 11.54, 127.81, 128.68, 13420, 134.84, 148.46, 159.91, 164.14. MS m/z 254.10 (M+1);
Anal. Calc. for C15H14N203: 254.10; found: 255.

2-(4-1sopropylphenyl)-2,3-dihydroquinazolin-4(1H)-one (3g).2 (CAS Registry Number:83800-96-
8) IR (ATR): 1607, 1654, 2948, 3196, 3298 cm™.. THNMR (600 MHz, DMSO-d6): 1.18 (d, J 6.99 Hz,
6H), 2.85 (septet, 7H), 5.7 (s, 1H), 6.66-6.68 (t, J 15.02 Hz, J 7.36 Hz, 1H), 6.73-6.74 (d, J 7.66 Hz,
1H), 7.07 (s, 1H), 7.22-7.27 (m, 3H), 7.41-7.43 (d, J 7.95 Hz, 2H), 7.61-7.62 (d, J 7.82 Hz, 1H), 8.24
(s, 1H); 13C NMR (APT) (150 MHz, DMSO-d6): 24.33, 33.69, 67.02, 114.83, 115.42, 117.51, 126.69,
127.41, 127.82, 133.71, 139.49, 148.42, 149.28, and 164.11. MS m/z 266.14 (M+1); Anal. Calc.
for C17H18N»0: 266.14; found: 267.

2-(p-tolyl)-2,3-dihydroquinazolin-4(1H)-one (3h).2 (CAS Registry Number:13324-79-3) IR (ATR):
1600, 1654, 3045, 3198, 3302 cm™. MS m/z 238.11 (M+1); Anal. Calc. for C1sH14N>O: 238.11;
found: 239.
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2-(3-Chlorophenyl)-2,3-dihydroquinazolin-4(1H)-one (3i).2 (CAS Registry Number:83800-92-4)
IR (ATR): 1612, 1643, 3028, 3181, 3290 cm™. . MS m/z 242.08 (M+1); Anal. Calc. for C14H11FN>O:
242.08; found: 243.

2-(3-Fluorophenyl)-2,3-dihydroquinazolin-4(1H)-one (3j).2 (CAS Registry Number:386242-54-2)
IR (ATR): 1609, 1648, 3178, 3284, 3345 cm™*. (HNMR (600 MHz, DMSO-d6): 5.79 (s, 1H), 6.67-6.70
(t,J14.85 Hz, J 7.68 Hz, 1H), 6.76-6.77 (d, J 8.30 Hz, 1H), 7.16-7.34 (m, 5H), 7.41-7.45 (dd, J 7.81
Hz, 1H), 7.60 (d, J 7.46 Hz, 1H), 8.42 (s, 1H); 13C NMR (APT) (150 MHz, DMSO-d6): 66.12, 113.94,
114.09, 11.95, 115.49, 115.62, 117.77, 123.21, 127.83, 130.79, 130.84, 133.86, 145.33, 147.99,
161.73, 163.34, and 163.88. MS m/z 242.08 (M+1); Anal. Calc. for C14H11FN20: 242.08; found:
243.

2-(3-Bromophenyl)-2,3-dihydroquinazolin-4(1H)-one (3k).2 (CAS Registry Number:304451-29-4)
IR (ATR): 1609, 1646, 3033, 3199, 3281 cmL. MS m/z 302.00 (M+1); Anal. Calc. for C14H11BrN,O:
302.00; found: 303.

2-(3-Methoxyphenyl)-2,3-dihydroquinazolin-4(1H)-one (31).2 (CAS Registry Number:198068-91-
6) IR (ATR): 1606, 1643, 2911, 3060, 3200 cm™t MS m/z 254.10 (M+1); Anal. Calc. for C1sH1aN,02:
254.10; found: 255.

2-(m-tolyl)-2,3-dihydroquinazolin-4(1H)-one (3m).2 (CAS Registry Number:83800-93-5) IR (ATR):
1612, 1645, 3030, 3183, 3299 cm™*. *HNMR (600 MHz, DMSO-d6): 2.31 (s, 3H), 5.71 (s, 1H), 6.66-
6.68 (t,J14.84 Hz, J 7.42 Hz, 1H), 6.73-6.75 (d, J 7.81 Hz, 1H), 7.07 (s, 1H), 7.16 (d, J 4.15 Hz, 1H),
7.22-7.28 (m, 3H), 7.60 (d, J 8.04 Hz, 1H), 8.24 (s, 1H); 13C NMR (APT) (150 MHz, DMSO-d6):
21.53, 67.09, 114.84, 117.53, 124.47, 127.80, 127.95, 128.69, 129.52, 133.73, 137.88, 141.99,
148.35, and 164.04. MS m/z 238.11 (M+1); Anal. Calc. for C15H14N20: 238.11; found: 239.
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Sample Information

Date Acquired 12012/01/27 10:36:20 PM
Sample Type : Unknown

Sample Name 13A

Sample ID :3A

Data File :3A.led

Method File : no column run 2023.lcm
Report Format File : DEFAULT.Isr

Tuning File 127092021 lct
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MS spectra of 3a.
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Sample Information

Date Acquired :2012/01/27 10:39:48 PM
Sample Type : Unknown

Sample Name :3B

Sample ID :3B

Data File :3B.led

Method File : no column run 2023.lecm
Report Format File : DEFAULT.Isr

Tuning File 127092021 Ict
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Page S10 ©AUTHOR(S)



General Papers ARKIVOC 2023, viii, S1-S42

120 ~

100

80

60 -

3302 3175

40 4 /Yb
' 1648 1603

20

— T T T T T T 1
4000 3500 3000 2500 2000 1500 1000 500

IR spectra of 3c.

Page S11 ©AUTHOR(S)



General Papers ARKIVOC 2023, viii, S1-S42

sgardd o)

g ScB3358R83858 gic2t BRUKER
o NNNNNNNNNNNNN TR R R ] (N
| N\ N/ N\

Current Data Parameters
NAME May23-2023-PS-gobind_nmré
30

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230523
Time 1401 h
I T T I T T T T T T T T T T T T T T T [} g‘RSOB'l_‘JD 28478s°p1 cotoag (
84 83 82 81 80 79 78 77 T8 75 74 73 72 71 ‘7.0 69 68 6.7 ppm pu PROG 2630
65536
J'%,L fg\jﬂ JgL rg) ' ‘ ﬁgLVENT " DMSO
- 1
o 0 -0 NwW -~ o ~ o= DO -
g3-B2328R88 528958k E UL I .-
ONNNNNNNNNNNNNG GG O© O 18 M NANANNN FIDRES 0.366798 Hz
S N\ — | S\~ AQ 2.7262976 sec
RG 144
DW 41.600 usec
DE 10.93 usec
TE 673.2K
D1 1.00000000 sec
TDO 1
SFO1 600.1037056 MHz
NUC1 1H
PO 4.00 usec
P1 12.00 usec
PLW1 25.00000000 W
F2 - Processing parameters
Si 65536
SF 600.1000000 MHz
wDwW EM
SSB 0
LB 0.30 Hz
I T T T T T T T T T "3'5 o
9 8 7 6 5 4 3 2 1 ppnf€ 1.00

5 ENEEEE @

IHNMR of 3c.
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e C><)
o) T rrrmrmDONTNN
=
SnE N”:mgz,'::;: < 3%‘338"3% Current Data Parameters
3 8 © 3 8 © g g N rr 8 8 3 8 8 NN D NAME  May23-2023-PS-gobind_nmré
- e LR R EXPNO 31
NS\ N Fhocio
F2 - Acquisition Parameters
Date_ 20230523
Time 2228 h
INSTRUM spect
PROBHD Z847801_0049 (
PULPROG jmod
0 655
SOLVENT DMSO
NS 1026
DS 4
SWH 36231.883 Hz
La b FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 2050
Dw 13.800 usec
DE 6.50 usec
TE 673.2
CNST2 145.0000000
CNST11 1.0000000
D1 2.00000000 sec
D20 0.00689655 sec
TDO 1
SFO1 150.9103545 MHz
NUC1 13C
P1 10.00 usec
P2 20.00 usec
PLW1 59.50000000 W
SFO2 600.1024004 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 70.00 usec
PLW2 35.40000153 W
PLW12 1.41600001 W
F2 - Processing parameters
Sl 32768
SF 150.8952650 MHz
wDw EM
SSB 0
T T T T T T T T T T T T T T T T T 1 LB 1.00 Hz
170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppm g-g 120

13CNMR of 3c.
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Date Acquired
Sample Type
Sample Name
Sample ID

Data File

Method File
Report Format I'ile
Tuning File

R.Time:1.067(Scan#:65)
MassPeaks:1244
Segment 1 - Event 1

%
100

Sample Information
:2012/01/27 10:43:25 PM
: Unknown
:3C
230
:3C.led
: no column run 2023.lem
: DEFAULT.Isr
127092021 Ict

MS Spectrum

ARKIVOC 2023, viii, S1-542

485

306

347
424

548
E625
925

1043

1167
1209
1285

ul
S =19

0

MS spectra of 3c.
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110
100

90 4

80 - ~~ | 73030

70 4
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1640 -

50 - 1604

40 T T T T T T T T T T T T T T
4000 3500 3000 2500 2000 1500 1000 500

IR spectra of 3d.
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Sample Information

Date Acquired :2012/01/27 10:50:22 PM
Sample Type : Unknown

Sample Name :3D

Sample ID :3D

Data File :3D.led

Method File : no column run 2023.lem
Report Format File : DEFAULT.Isr

Tuning File 127092021 Ict

MS Spectrum
R.Time:1.067(Scan#:65)
MassPeaks:1235
Segment 1 - Event 1

%
100 E
3 &
90—
80—
70
60
50-
E a
40-
0 & .
g
20—
E [ .
10 T = = 8
ERN — o ] 2 o g s g &
l‘l .ALLIA. ‘Mur A MU .HI‘T ‘M Y] 2 g £ 8
100 200 300 400 500 600 700 800 900 1000 1100 1200
m/z

MS spectra of 3d.
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3e

100
90 H
80 . 3012

3290 3191
70

60
— 1603

50 - 1644

40 -

— T T T T T T 1
4000 3500 3000 2500 2000 1500 1000 500

IR spectra of 3e.
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Sample Information

Date Acquired 12012/01/28 12:44:25 AM
Sample Type : Unknown

Sample Name 3B

Sample ID :3E

Data File :3E.led

Method File : no column run 2023.lcm
Report Format File : DEFAULT.Isr

Tuning File 127092021 Ict

X MS Spectrum
R.Time:1.067(Scan#:65)
MassPeaks:1258
Segment 1 - Event 1
%
100 T
90—
80— -
3 3
70
60—
505
40
30
20~ 8 §
S
10—J1 L = " e % l CR
3 P 5 & o« g o F 25 z g 2
il LLﬂ‘ bewd otz M. 0. B Q.8 B | IO~ g
100 200 300 400 500 600 700 800 900 1000 1100 1200

m/z

MS spectra of 3e.
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— 3f

110
100
90

80 - L2991
3304 3177

- i

60 -

50 1648|1611

40 -

— T T T T T T 1
4000 3500 3000 2500 2000 1500 1000 500

IR spectra of 3f.
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sgq-p-ani

8.195

38 83 E&R8§
N~~~ ~ I~ NN~
Voo AN

—7.019
_——6.958

~-6.944
7z

6.751
6.738
6.678
6.665

< 6.690
\ .

ARKIVOC 2023, viii, S1-542

L)

Lo

Current Data Parameters

NAME May23—2023—PS—gobmd nmré
EXPNO 10

PROCNO 1

F2 - Acquisition Parameters
ate_ 20230523

D.
Time 13.51h
INSTRUM
h PROBHD 284786’1 0049(
M PULPROG
D 65536
SOLVENT DMSO
NS 16
I T T T i T T T T T T T DS 2
84 83 82 81 80 79 78 77 76 75 7. 4 7. 3 7. 2 71 70 69 6. 8 67 m SWH 12019.230 Hz
FIDRES 0.366798 Hz
Ll Al W R
0N Fgwwmgmg —88%89 - N Fn‘?v 411%%0usec
Y88 S8¥RS83cREER B BCEERR DE 10.93 usec
ONNNNNNNNGGG OO OO ™ o oA TE 673.2K
~=\l=—=— [ TSN T vl
TDO 1
SFO1 600.1037056 MHz
NUC1 1H
PO 4.00 usec
P1 12.00 usec
PLW1 25.00000000 W
F2 - Processing parameters
Sl 65536
SF 600.1000000 MHz
wDw EM
SSB 0
u | LB 0.30 Hz
GB 0
T T T T T T T T T T 1 PC 1.00
9 8 7 6 5 4 3 2 1 ppm
@ EsgsEEE @ g
- olanlolola| =~ - P
'HNMR of 3f.
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sgq-p-ani m
9g-p-a BRUKER
(>

Current Data Parameters
NAME May23-2023-PS-gobind_nmré
"

EXPNO
5 ¢ 8R/853%8% P geseIges PrOCNO
I ¥ SIIRNOTY o G s i e
0 N ol ) 8 [Te] 8 8 8 8 [N N F2 - Acquisition Parameters
- - rrrrE- [ro) MmO Date 20230523
Time 20.39h
LE T NV N | AT WNotuw  **Spdr
PROBHD Z847801_0049 (
PULPROG jmod
TD 65536
SOLVENT DMSO
NS 1026
DS 4
SWH 36231.883 Hz
T FIDRES 1.105709 Hz
1 AQ 0.9043968 sec
RG 2050
bw 13.800 usec
DE 6.50 usec
TE 673.2K
CNST2 145.0000000
CNST11 1.0000000
D1 2.00000000 sec
D20 0.00689655 sec
TDO 1
SFO1 150.9103545 MHz
NUC1 13C
P1 10.00 usec
P2 20.00 usec
PLW1 59.50000000 W
SFO2 600.1024004 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 70.00 usec
PLW2 35.40000153 W
PLW12 1.41600001 W
F2 - Processing parameters
Sl 32768
SF 150.8952650 MHz
wDw EM
SSB 0
T T T T T T T T T T T T T T T T T 1 LB 1.00 Hz
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm  GB o

13CNMR of 3f.
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Sample Information

Date Acquired :2012/01/28 12:47:54 AM
Sample Type : Unknown

Sample Name :3F

Sample ID :3F

Data File :3Fled

Method File : no column run 2023.lcm
Report Format File : DEFAULT.Isr

Tuning File 127092021 Ict

MS Spectrum
R.Time:1.067(Scan#:65)
MassPeaks:1266
Segment 1 - Event 1
%
100

90—

-y
S
509

50
40 =
30- 2 9
i T
20
103 l Z
3 © 2 £ o - - v
& 2z 3 5 5§ 2« g 5
ot Rl T B ddo LBl B 8. 88 8 o 2o
100 200 300 400 500 600 700 800 900 1000 1100 1200

MS spectra of 3f.
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110

3298 3195 2948

70 - | N
60
l — 11607
50 1654
40
30 -
20

— T T T T T 1 T
4000 3500 3000 2500 2000 1500 1000 500

IR spectra of 3g.
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g-cumi (Y)
| VERRVANG N\§VZ (>

Current Data Parameters
NAME  Jun06-2023-PS-gobind_nmr6
20

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 230606
Time 9.19h
INSTRUM spec
PROBHD 2847801 0049(
PULPROG 2930
I T T T T T T T T T T T T T T T T T T T 1 ;(D)LVENT 655360Mso
84 83 82 81 80 79 78 7.7 76 75 74 73 72 71 70 69 68 6.7 PPM N5 6
DS 2
- <« o = SWH 12019.230 Hz
s d & gl FoRes "Dscerde v
oy - ag 2.72602976 sec
$3553R3ZSRS3RBE88 SR5585EES23888%8 DW  41.600 usec
BNNNNNNNNNNOSOGOSOS O saNaNNNNNNNNNN - DE 10.93 usec
IS Ve =" TE 673.2K
D1 1.00000000 sec
TDO 1
SFO1 600.1037056 MHz
NUC1 1H
PO 4.00 usec
P1 12.00 usec
PLW1 25.00000000 W
F2 - Processing parameters
SI 655
SF 600.1000000 MHz
wbDw EM
B 030H
T T T T T T T T T T ] .30 Hz
9 8 6 5 4 2 1 ppm S5 5

¥
8 EEels

'HNMR of 3g.
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g-cumi
rc‘:r';esnt DJata Parametperss =
un06-2023-PS-gobind_nmré
T RIBLYIBYLS s g3geNsrees BxeNo "
3 99¥gdNNgrey E Sscccoaggny PROCNO '
2 RN Sl & SISSEBBBBI F2 - Acquisition Parameters
ERYVASSVAYZ | R[22
Time 13.38 h
INSTRUM spect
PROBHD Z847801_0049 (
PULPROG jmod
T 65536
SOLVENT DMSO
NS 500
J DS
SWH 36231.883 Hz
¥ FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 2050
bw 13.800 usec
DE 6.50 usec
TE 673.2 K
CNST2 145.0000000
CNST11 1.0000000
D1 2.00000000 sec
D20 0.00689655 sec
TDO 1
SFO1 150.9103545 MHz
NUC1 13C
P1 10.00 usec
P2 20.00 usec
PLW1 59.50000000 W
SFO2 600.1024004 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 70.00 usec
PLW2 35.40000153 W
PLW12 1.41600001 W
F2 - Processing parameters
Sl 32768
SF 150.8952650 MHz
wbw EM
T T T T T T T T T T T T T T T T T 1 sss 0
LB 1.00 Hz
170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppm  GB 0
PC 1.40

13CNMR of 3g.
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Sample Information

Date Acquired :2012/01/28 12:52:55 AM
Sample Type : Unknown

Sample Name 133G

Sample ID :3G

Data File :3Gled

Method File : no column run 2023.lcm
Report Format File : DEFAULT.Isr

Tuning File 127092021 It

MS Spectrum
R.Time:1.067(Scan#:65)
MassPeaks:1237
Segment 1 - Event 1
%
100

533

90—

40-

819

330

685

024
1087
1149

0.

mn
196
371
419
462
106
3
883
1952

" | T
0 700 800 900 1000 1100 1200

S 596

T
300 400 500

=3
S
[}
=3
=1

m/z

MS spectra of 3g.
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110 -
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— T T T T T T 1
4000 3500 3000 2500 2000 1500 1000 500

IR spectra of 3h.
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Sample Information

Date Acquired 12012/01/28 12:57:49 AM
Sample Type : Unknown

Sample Name :3H

Sample ID 230

Data File :3H.led

Method File : no column run 2023.lecm
Report Format File : DEFAULT.Isr

Tuning File 127092021 Ict

. MS Spectrum
R.Time:1.067(Scan#:65)
MassPeaks:1229
Segment 1 - Event 1
%
100 3 =

40—

406

—_
4‘3 =]
=343
=540
615
_—734

—787
841
1037
1065
1127

.
o w“ a
2 b

a

1266

Ll 8 ,

1 T T
100 200 300 400 500 600 700 800 900 1000 1100 1200

—¥196

+

m/z

MS spectra of 3h.
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—3i

100

90 7 ¥ 3028
3290 4
80 -

70 1 1643| 1612

60 -

50 T T T T T T T T T T T T T T
4000 3500 3000 2500 2000 1500 1000 500

IR spectra of 3i.
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Sample Information

Date Acquired :2012/01/28 01:01:29 AM
Sample Type : Unknown

Sample Name 031

Sample ID #31

Data File :3Lled

Method File : no column run 2023.lcm
Report Format File : DEFAULT.Ist

Tuning File 127092021 Ict

MS Spectrum
R.Time:1.067(Scan#:65)
MassPeaks:1255
Segment 1 - Event 1
%
100

3
<‘D
517

797

363
L
k446
539
582
-
4
F—667
729
—
859
925
69
1057
1119
2
1279

T T T | T
100 200 300 400 500 600 700 800 900 1000 1100 1200

MS spectra of 3i.
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IR spectra of 3;j.
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q-3f
- NOo o DM WS N -9 ©
g §E8839§3838K3§2288 BEREE <)
) NNENNNNNNNNNNNNNNNNN CC0OG OO
| —sSsSN\\=— N BRUKER
Current Data Parameters
NAME  Jun06-2023-PS-gobind_nmr6
EXPNO 40
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230606
Time 9.29 h
INSTRUM 8gect
T e PROBHD . 28478010049 (
' PULPROG 2930
84 83 82 81 BO 79 78 77 76 75 74 73 72 71 70 69 88 B7 ppm 1, 65536
SOLVENT DMSO
: g g slg £ ¥
o - bl ID A o
FIDRES 0306798 1
o o~ DM @ o™ -0 wm - ©o - X z
%ﬁ.szﬁzﬁ%aaaﬁah%?%@a%z g nBRER AQ 27252976 sec
NNENNNNNNNNNNNNNNNNG GO O OB o oA RG 114
s —— | S\~ DW 41.600 usec
DE 10.93 usec
TE 673.2K
D1 1.00000000 sec
TDO 1
SFO1 600.1037056 MHz
NUC1 1H
PO 4.00 usec
P1 12.00 usec
PLW1 25.00000000
F2 - Processing garameters
S 6553
SF 600.1000000 MHz
$58" o
‘J—”J * LB 0.30 Hz
T T T T T T T T T T 1GB 0
9 8 7 6 5 4 3 2 1 ppmPC 190
@ f"\\r‘lﬂjg’ﬁﬁa rgj
o ~l=lBl~o -
HNMR of 3j.

Page $32 ©AUTHOR(S)



General Papers ARKIVOC 2023, viii, S1-S42

Current Data Parameters
NAME  Jun08-2023-PS-gobindNmré
B3R 8R5BRIARBLE2] 8 pengege EXPNO 20
B8 59U 8SNgNPYT Yo = 0} NG oa PROCNO 1
O TN OANNT g 88983883
L e e e el e e s e i F2 - Acquisition Parameters
\/ / \\ '\\\ \ \\% | W Date_ = 20230608
Time 10.04 h
INSTRUM spect
PROBHD Z847801_0049 (
PULPROG jmod
D 65536
SOLVENT DMSO
NS 1024
DS 4
SWH 36231.883 Hz
l FIDRES 1.105709 Hz
" . AQ 0.9043968 sec
" e ¥ Y oo 1 RG 2050
bW 13.800 usec
DE 6.50 usec
TE 73.2 K

673.
CNST2 145.0000000
CNST11 1.0000000

D1 2.00000000 sec
D20 0.00689655 sec
TDO 1

SFO1 150.9103545 MHz
NUC1 13C

P1 10.00 usec

P2 20.00 usec

PLW1 59.50000000 W
SFO2 600.1024004 MHz
1H

NU

CPDPRG[2 waltz65
PCPD2 70.00 usec
PLW2 35.40000153 W
PLW12 1.41600001 W

F2 - Processing parameters
Sl 32768

SF 150.8952650 MHz
EM

wD

SSB 0
LB 1.00 Hz
GB 0

PC 1.40

T T T T T T T T T T T T T T T 1

T T
170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppm

3CNMR of 3j.
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Sample Information

Date Acquired :2012/01/28 01:12:41 AM
Sample Type : Unknown

Sample Name 3]

Sample ID 237

Data File :3]1ed

Method File : no column run 2023.lem
Report Format File : DEFAULT.Isr

Tuning File 127092021 Ict

MS Spectrum
R.Time:1.067(Scan#:65)
MassPeaks:1274
Segment 1 - Event 1
%
100 1

90

80

70

60

48

306

746

10 bS]

Vlllrll 'c’fl;t L .l ‘Tg

1 T
100 200 300 400 500 600 700 800 900 1000 1100 1200

48

v -
bS] z
2 T 2

347

-
o
a

424

bs
1053
1130

a
—r

TFsn

m/z

MS spectra of 3;j.
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IR spectra of 3k.
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Sample Information

Date Acquired :2012/01/28 01:16:15 AM
Sample Type : Unknown

Sample Name 13K

Sample ID 73K

Data File :3K.led

Method File : no column run 2023.lem
Report Format File : DEFAULT.Isr

Tuning File 127092021 Ict

MS Spectrum
R.Time:1.067(Scan#:65)
MassPeaks:1242
Segment 1 - Event 1
%
100

303

607

90—

80—

70

60

50

40-

30-

20

103

368
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>
o

A

«
“

239
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1149
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| T | T
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MS spectra of 3k.
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IR spectra of 3I.
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Sample Information

Date Acquired :2012/01/28 01:19:35 AM
Sample Type : Unknown

Sample Name 3T

Sample ID :3L

Data File :3L.Ied

Method File : no column run 2023.lcm
Report Format File : DEFAULT.Isr

Tuning File 127092021 Ict

X MS Spectrum
R.Time:1.067(Scan#:65)
MassPeaks:1231
Segment 1 - Event 1
%
100

90~ a

80—

70

60-

50

531

40—
30= 2

-782
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=
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MS spectra of 3l.
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IR spectra of 3m.
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sgqg-3me re

g

@

I

T-7.607
7.323
7.283
7.274
7.261

_—17.619

7.257
7.254
7.243
7.231

7.229
7176
7.169
7.079

§

ARKIVOC 2023, viii, S1-542

C><)

A

Current Data Parameters
NAME Jun08-2023-PSgobinder6
10

6.750
6.737
6.675
6.662

< 6.687
\ .

EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 20230608

Time_ 9.09 h
INSTRUM S

pec!
PROBHD 7847801 0049(

PULPROG 2g30
536

T T T T T T T T T T T T T T
84 /83 82 81 80 79 78 77 76 75 T4 1.3 T2 7A

¥ T T T
70 69 68 6.7 ppm

e TD 65
SOLVENT DMSO
NS 16

IHNMR of 3m.

» -

Page S40

DS 2

ol [ev SWH 12019.230 Hz

Sle FIDRES 0.366798 Hz

e AQ 2.7262976 sec
RG 144
DW 41.600 usec
DE 10.93 usec
TE 673.2K
D1 1.00000000 sec
TDO 1
SFO1 600.1037056 MHz
NUC1 1H
PO 4.00 usec
P1 12.00 u
PLW1 25. 00000000 w
F2 - Processing parameters
Sl 65536
SF 600.1000000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

: Y PC 1.00
1 ppm
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g-me

Current Data Parameters

S88BRBREZSERI ° 38°3¥8R NAME  Jun06-2023-PS-gobind_nmré

IRINYUIIRNNTET = S fhart Al Ly EXPNO 51

bt T §99388x PROCNO 1

\ \‘:\\\\\//‘// | W / F2 - Acquisition Parameters
Date_ 20230606
Time 21.15h
INSTRUM spect
PROBHD Z847801_0049 (
PULPROG jmod
D 65536
SOLVENT DMSO
NS 700
DS 4
SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 2050
bDw 13.800 usec
DE 6.50 usec
TE 673.2 K
CNST2 145.0000000
CNST11 1.0000000
D1 2.00000000 sec
D20 0.00689655 sec
TDO 1
SFO1 150.9103545 MHz
NUC1 13C
P1 10.00 usec
P2 20.00 usec
PLW1 59.50000000 W
SFO2 600.1024004 MHz
Nuc2 1H
CPDPRG[2 waltz65
PCPD2 70.00 usec
PLW2 35.40000153 W
PLW12 1.41600001 W
F2 - Processing parameters
S| 32768
SF 150.8952650 MHz
wDwW EM
SSB 0
LB 1.00 Hz
GB 0

r T T T T T T T T T T T 1 pc 1.40
200 180 160 140 120 100 80 60 40 20 0 ppm

13CNMR of 3m.
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Sample Information

Date Acquired 12012/01/28 01:23:24 AM
Sample Type : Unknown
Sample Name :3M
Sample ID :3M
Data File :3M.led
Method File : no column run 2023.lcm
Report Format File : DEFAULT.Isr
Tuning File 127092021 .1ct
MS Spectrum

R.Time:1.067(Scan#:65)
MassPeaks:1273
Segment 1 - Event 1
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MS spectra of 3m.
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