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.  Scheme S$1: Synthesis of SH-29 and SK-119
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Synthetic procedure for the preparation of compounds SH-29 and SK-119. a) phenylenediamine (2), 2,4,6-
trihydroxybenzaldehyde (4), EtOH, 5 h, r.t. b) itaconic acid (1), phenylenediamine (2), H20, reflux 1 h. c)
EtOH, compound 3, 2,4,6-trihydroxybenzaldehyde (4), RT overnight.
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. NMR spectra
2,2'-((1E,1'E)-(1,4-phenylenebis(azaneylylidene))bis(methaneylylidene))bis(benzene-1,3,5-
triol), SH-29

. "H-NMR (400 MHz, DMSO)
OH

HO OH

HO OH

SH-29

S3



[l.  "C-NMR(400 MHz, DMSO)
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NAME Shirin-SH-29
EXPNO 2
PROCNO 1
Date_ 20210913
Time 0.33
INSTRUM spect
PROBHD S5 mm PABBO BB-
PULPROG 2gdc30
TO 32768
SOLVENT 0
NS 40000
DS 0

24154.590 Hz
FIDRES 0.737140 Hz
AQ 0.6783476 sec
RG 71.
oW 20.700
DE 29.57
TE 301.4
Dl 0.10000000 sec
D11 0.03000000 sec
™0 1

f1

NUC1 13
Pl 9.20 usec
PL1 3.00 a8
SFOl 100.6152865 MHz

wemmmmmn CHANNEL £2 sesssces

CPDPRG2 waltzlé
NUC2 1N
PCPD2 80.00 usec
PL2 0.00 dB
PL12 18.00 dB
SFO2 400.1009202 MHz
s1 32768

SF 100.6052774 MHz
WOW EM
558 0

L 2.00 Hz
GB 0

PC 1.00



NMR assignment was previously reported [1]

5-oxo-1-(4-((2,4,6-trihydroxybenzylidene)amino)phenyl)pyrrolidine-3-carboxylic acid, SK-119

. "H-NMR (400 MHz, DMSO)
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HAME 24.11.20
EXPND 1
PROCNO 1
Date 20201124
Time 13.27
INSTRUM spect
PROBHD 5 mm PABBO Ba-
PULPROG zg3l
0 E:
SOLVENT
NS 24
DS 0
E 71683.908 Hz
FIDRES 0.109618 Hz
AQ 4.5613536 sec
RG 128
oW 63,600 usec
DE 6.50 usec
TE 301.0 K
ol 0.12000000 sec
T00 1
======== CHANMEL f]l =====w==
NuCl 1H
Pl 10.10 usec
PL1 0.00 dB
SFOL 400.1032008 MMz
51 32768
SF 100.1000029 MHz
WOH EM
55B [
LB 0.00 Hz
cH 0
BC = 1.00



13C-NMR(400 MHz, DMSO)
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lll. Mass Spectrometry analytical data

2,2'-((1E,1'E)-(1,4-phenylenebis(azaneylylidene))bis(methaneylylidene))bis(benzene-1,3,5-triol),
SH-29

Qualitative Compound Report

Compound Label __ /s _ [RT Agortnm Mass
Cod1: COMEN 06 [379.00 los I}lm"y Formia 380.1007 |
MS Spectrum
x10 4 Cpd 1: C20 H16 N2 O8: -ESI Scan:1 (rt: 0.4-1.6 min, 46 scans) Frag=180.0V
379.093
3 ([C20H16N206]-H)-
2 .
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— End OF Report —
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Qualitative Analysis Report

User Spectra
Fragmentor Collision Ionization
Spectrum Source Voltags Eiiisy Mode
Peak (1) in "~ TIC Scan” 250 1] ESIL

%10 4 -ESI Scan:2 (rt: 0.4-1.0 min, 28 scans) Frag=250.0V SH-29-NEG.d Subtract
& 379.093
4 4
34
2
1. 955
243.077 468.989 805.986
0 P . | o .-'& 1 4 " P ' ! - !
200 300 400 500 600 700 900
Counts vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund | 468. 1390.
92.9z§| 1505.03 805.983 1203%.3
54,925 1277.5 955.971) 9066.02|
108.045 11 956.9?3| 163
151.004) 788.85 : 2933.2
153.01 3569.66)
15%9.05 1416.00
160.842| 1710.21
162.839] 1740.31
164.63 867.36)
1:@ 868.26
199.08 759.8
243.077] 1 3133.6]
251.082)] 1016.61
255.077] 764.34)
295.072] 1648.5
: 315,
311.103] 1 2654.08
335.103] 1 3125.65
336.107] 1 727.27]
_D’.'ﬂa_w
355.093 1781.02
377.075| 1075.16
379.093] 1 38275.35
380.096] 1 9793.72]
381.089] 1 1617.7
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Compounds

x10 4 Cpd 1: C20 H16 N2 O6: -ESI Scan:1 (rt: 0.4-1.6 min, 46 scans) Frag=180.0V
379.093
31 ([C20H16N206]-H)-
2 -
14
200 300 400 500 600 700 800 900 1000
Counts vs. Mass-to-Charge (m/z)
Peak List
m/z z |Abund |Formula Ion
379. 1 35212. H16N206 (M-H)-
380.09 1 7288.87|C20H16N206 (M-H)-
381.099] 1 1100.89|C20H16N206 (M-H)-
362.102] 1 113.141‘::2‘03" 16N206 (M-A)-
--- End Of Report —-
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5-ox0-1-(4-((2,4,6-trihydroxybenzylidene)amino)phenyl)pyrrolidine-3-carboxylic acid, SK-119

%10 5 +ES| Scan (r: 0.038-0.122 min, 11 scans) Frag=180.0V SK-119.d Sublract
25 357.1083
2 |
1.5 ‘
' |
05 221.0920 l | 537.3840
T TP R e T ) Py S S M S [T | S (P
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Counts vs. Mass-to-Charge (miz)
Peak List
m/z z [Abund
54,048 A160.51
55.9344 5360, 46|
56,9419 5318687 - i
72.937 17550.21 230.8896 £376.76
818371 38367.74 246.8622 23633.44
§3.9404 5330,04 248,8626| 4 4188.24
54,5463 5975.96 261.1093| 10435.04
§5.9415] 5364.59 261.1282 £657.95
7.0441 14745,55 267.1219] 5732.12
9.0535) 3620.91f 788.2852 7180.11
’:' ? f jgf ':‘I 3011419 054,74
T 5339002 318.7921 7068.55
98.9514 27334.29 337.1051 10102.43
39,5587 020,55 357.1083] 1 24€457.59
100.5566 1102109 358.1112] 1 51375.8
102.1276 12685.8 356.1137] 1 7545.01
103.9555] 8771.56 3651355 £329.38
08673 wen Te 7 =8
—oe s | 385.1391 £876.58
06T ETEE 387.1603] 1 35066.03
T3 55707 388.1838] 1 €342.91
122.9539 12534,34 409.1619] 1 29193.48
126.9572 410.1653] 1 £839.38
130.1588 325.1353] 7783.54
141.9585) 7713.45 432.2377] 1 6.26
;“9-023 13540-33| 475113 1 5510.22
Lyz-oid '”“~| 537.394] 1 2049101
202.8722 5104.05 .
Sv7aasd E0 538.3974] 1 £725.91
221092 1 32401.44 553.3789) 3628.57
322,096 1 3056.02
37,1256 11458.43
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