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Prilog 1 Spektri masa i NMR spektri ('H i '*C) sintetiziranih kumarina,
rodanina i tiazolidindiona.



metil 2-okso-2H-kromen-3-karboksilat (1a)

COOCH
AN 3
O 0

. Salicilaldehid (10 mmol) i
Reaktanti dimetilmalonat (10 mmol)
Metoda prociS¢avanja Prekristalizacija iz etanola
Molekulska masa 204,18 g/mol
Molekulska formula C11HgO4

102 - 105 °C

Temperatura talista
P (lit. 119 — 120 °C, Saeed i sur., 2012)

Boja kristala Svijetlozuta
R 0,76
LC/MS/MS m/z (M+) 205,10

(600 MHz, DMSO-ds) & 8,73 (s, 1H),
7,84 (d, J=8,40 Hz, 1H, arom.), 7,01
(d, J=13,20 Hz, 2H, arom.), 3,90 (s,
3H, -OCHz3), 3,82 (s, 3H, OCHs).

H NMR

(150 MHz, DMSO-ds) & 164,8; 163,4;
3C NMR 157,11; 156,2; 149,4; 131,6; 113,2;
111,4; 100,3; 56,2; 52,1.
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H NMR spektar (1a)
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13C NMR spektar (1a)
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metil 6-brom-2-okso-2H-kromen-3-karboksilat (1b)

Br ~COOCH;z
O 0

Reaktanti 5.—bror.nosalicilaldehid (10 mmol) i
dimetilmalonat (10 mmol)

Metoda procis¢avanja Prekristalizacija iz etanola

Molekulska masa 283,07 g/mol

Molekulska formula C11H7BrOa4
180 — 185 °C

Temperatura talista (lit. 180 — 182 °C, Keshavarzipour i
Tavakol, 2016)

Boja kristala Bijela

R 0,74

LC/MS/MS m/z (M-) 283,20

(300 MHz, DMSO-ds) & 8,73 (s, 1H,
arom.), 8,17 (d, J=2,40Hz, 1H,

TH NMR arom.), 7,87 (dd, J = 8,88, 2,45 Hz, 1H,
arom.), 7,41 (d, J=8,85Hz, 1H,
arom.), 3,84 (s, 3H, OCHs).

(75 MHz, DMSO-ds) & 163,3; 154,0;
13C NMR 148,1; 137,1; 132,6; 120,1; 119,1;
116,7; 53,0.




Maseni spektar (1b)
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13C NMR spektar (1b)
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metil 6-hidroksi-2-okso-2H-kromen-3-karboksilat (1c)

HO ~COOCH;
O 0
) 2,5-dihidroksibenzaldehid (10 mmol) i

Reaktanti o

dimetilmalonat (10 mmol)
Metoda prociSéavanja Nije procis¢avan
Molekulska masa C11HsOs
Molekulska formula 220,18 g/mol

185-190 °C

T tura talist
emperatura talista (lit. 195 — 196 °C, Bisht i sur., 2017)

Boja kristala Tamnocrvena
R 0,29
LC/MS/MS m/z (M+) 221,10

(300 MHz, DMSO-ds) d 9,94 (s, 1H, OH),
8,69 (s, 1H, coum.), 7,29 (d, J = 8,82 Hz,

1
HNMR 1H, arom.), 7,15 - 7.22 (m, 2H, arom.), 3,83
(s, 3H, OCH).
(75 MHz, DMSO-de) & 163,8; 156,7; 154.4:
13C NMR 149.2; 148.4: 123,1; 118.7; 117.8; 117.5,

114,4; 52,8.
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H NMR spektar (1c)
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13C NMR spektar (1c)

39.3883 ml
39.6706
39,9531

40.2336 ——
40.5176 e

52.8379 —

114.1963 u|
114.2642
117.5403 ——
117.8642 —/—
118.7134

123.2187 —

148.4014 ——
149.3088 —

154.4411 ——

163.7683 ——

N

_JL*‘U'-‘_,'L

L 1LJ

140 130 120 110 100 90 80 70 60 50 40

150

PPM



metil 6-metoksi-2-okso-2H-kromen-3-karboksilat (1d)

H4CO

~-COOCHj

o "0

Reaktanti

5-metoksisalicilaldehid (3,2 mmol) i
dimetilmalonat (3,2 mmol)

Metoda prociS¢avanja

Prekristalizacija iz etanola

Molekulska masa 234,20 g/mol
Molekulska formula C12H100s5
Temperatura talista 155 -157 °C
Boja kristala Zuta

Rs 0,66
LC/MS/MS m/z (M+) 235,10

(300 MHz, DMSO-ds) © 8,74 (s, 1H,
coum.), 7,50 (s, 1H, arom.), 7,36 - 7,40 (m,

1
HNMR 2H, arom.), 3,87 (s, 3H, OCHs), 3,84 (s,
3H. OCHs).
(75 MHz, CDCI3) & 163,6; 156,2; 149,2:
13C NMR 122,9; 118,6; 118,0; 117,7: 112.4: 111.4:

56,2; 52,9.




Maseni spektar (1d)
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H NMR spektar (1d)
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13C NMR spektar (1d)
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metil 7-metoksi-2-okso-2H-kromen-3-karboksilat (1e)

H4CO

~COOCH;

o” "0

Reaktanti

4-metoksisalicilaldehid (3,3 mmol) i
dimetilmalonat (3,3 mmol)

Metoda prociS¢avanja

Nije prociS¢avan

Molekulska masa 234,20 g/mol
Molekulska formula C12H100s5
200 -202 °C

Temperatura talista

(lit. 201 — 203 °C, Shaabani i sur., 2009)

Boja kristala Tamnozuta
R 0,64
LC/MS/MS m/z (M+) 235,10
(600 MHz, DMSO-ds) 0 8,73 (s, 1H), 7,84
1 (d, J=8,40Hz, 1H, arom.), 7,01 (d,
H NMR J=13,20 Hz, 2H, arom.), 3,90 (s, 3H, -
OCHg), 3,82 (s, 3H, OCHpa).
(150 MHz, DMSO-ds) & 164,8; 163,4;
3C NMR 157,11; 156,2; 149,4; 131,6; 113,2; 111,4;

100,3; 56,2; 52,1.




Maseni spektar (1e)

Intensity, cps
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13C NMR spektar (1e)
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metil 6-nitro-2-okso-2H-kromen-3-karboksilat (1f)

O,N - COOCHz
o "0
Reaktanti 5-nitrosalicilaldehid (3,1 mmol) i
caktant dimetilmalonat (3,1 mmol)
Metoda prociSéavanja Ispran etanolom
Molekulska masa 249,17 g/mol
Molekulska formula C11H7NOs
Temperatura talista 210-213°C
Boja kristala Svijetlosmeda
R 0,78
LC/MS/MS m/z (M-) 247,90
(300 MHz, DMSO-ds) & 8,91 (s, 1H,
coum,), 8,89 (d, J=2,70 Hz, 1H, arom.),
1H NMR 8,47 (dd, J=9,12, 2,76 Hz, 1H, arom.),
7,62 (d, J=9,15 Hz, 1H, arom.), 3,84 (s,
3H, OCHg).
(75 MHz, DMSO-dg) 6 163,1; 158,5; 155,4;
13C NMR 148,4; 144,1; 129,1; 126,6; 119,7; 118,6;

118,2; 53,2.




Maseni spektar (1f)

Intensity, cps
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TH NMR spektar (1f)
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13C NMR spektar (1f)
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metil 7-hidroksi-2-okso-2H-kromen-3-karboksilat (1g)

HO

- COOCH;

O 0O

Reaktanti

2,4-dihidroksibenzaldehid (10 mmol) i
dimetilmalonat (10 mmol)

Metoda prociS¢avanja

Ispran etanolom

Molekulska masa 220,18 g/mol
Molekulska formula C11HsOs
Temperatura talista >300 °C
Boja kristala Smeda

Rs 0,33
LC/MS/MS m/z (M-) 218,90

H NMR

(600 MHz, DMSO-ds) & 8,68 (s, 1H, OH),
7,74 (d, J=17,28 Hz, 1H, arom.), 6,82
(dd, J=17,16, 4,41 Hz, 1H, arom.),
6,70 (d, J=4,20 Hz, 1H, arom.), 5,40 (s,
1H, arom.), 3,79 (s, 3H, OCH?3).

3C NMR

(150 MHz, DMSO-ds) 5165,17; 164,01;
157,73; 156,91; 150,17; 132,62; 114,74
111,78; 110,71; 102,29; 55,61.
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H NMR spektar (1g)
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13C NMR spektar (1g)
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etil 2-okso-2H-kromen-3-karboksilat (2a)

xCOOC;Hs
O 0O

Reaktanti Salicilaldehid (10 mmol) i dietilmalonat
(10 mmol)

Metoda prociS¢avanja Ispran etanolom

Molekulska masa 218,20 g/mol

Molekulska formula C12H1004
92 -94°C

Temperatura taliSta
P (lit. 90 — 91 °C, Shaabani i sur., 2009)

Boja kristala Svijetlozuta
R 0,67
LC/MS/MS m/z (M+) 219,10

(300 MHz, DMSO-ds) & 8,76 (s, 1H,
coum.), 7,92 (dd, J=9,09, 1,40 Hz, 1H,
arom.), 7,71-7,78 (m, 1H, arom.),
7,39-745 (m, 2H, arom.), 4,32 (q,
J=7,10Hz, 2H, CH2CHs), 1,33 (t,
J=7,10 Hz 3H, CH2CH3).

H NMR

(75 MHz, DMSO-ds) 8 162,6; 155,9; 154,5;
3C NMR 148,6; 134,4; 130,2; 124,8; 117,8; 116,1;
61,2; 14,0.
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H NMR spektar (2a)
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13C NMR spektar (2a)
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etil 6-brom-2-okso-2H-kromen-3-karboksilat (2b)

Br

. COOC;Hs

o "0

Reaktanti

5-bromsalicilaldehid (10 mmol) i
dietilmalonat (10 mmol)

Metoda prociS¢avanja

Ispran etanolom

Molekulska masa 297,1 g/mol
Molekulska formula C12H9BrO4
164 — 169 °C

Temperatura taliSta

(lit. 164 — 166 °C, Srikrishna i sur., 2014;
171 °C, Santos-Contreras i sur., 2007;
175—-177 °C, He i sur., 2015)

Boja kristala Bijela

R 0,76

LC/MSIMS m/z (M+) 297,10
(600 MHz, DMSO-db) & 8,69 (s, 1H,
coum.), 8,17 (s, 1H, arom.), 7,87 (dd, J =
8,58, 1.86 Hz, 1H, arom.), 7,40 (d,

1

H NMR J'= 8,82 Hz, 1H, arom.), 4,30 (q, 2H, J =
7,06 Hz, CHaCHa), 1,31 (t, 3H, J = 7,05
Hz, CH2CHa).
(150 MHz, DMSO-ds) & 162,3; 155,5;

13C NMR 153 5; 147,2; 136,6; 132,3; 119,6; 118,8;

118,4; 116,2; 61,4; 14,00.
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H NMR spektar (2b)
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13C NMR spektar (2b)
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etil 6-hidroksi-2-okso-2H-kromen-3-karboksilat (2c)

HO

~COOCHs

o” "0

Reaktanti

2,5-dihidroksibenzaldehid (10 mmol) i
dietilmalonat (10 mmol)

Metoda prociS¢avanja

Nije procis¢avan

Molekulska masa 234,20 g/mol
Molekulska formula C12H100s5
170 -173 °C

Temperatura talista

(lit. 174 — 175 °C, Bisht i sur., 2017)

Boja kristala Crna
Rs 0,36
LC/MS/MS m/z (M-) 232,90

H NMR

(600 MHz, DMSO-ds) & 9,90 (s, 1H, OH),
8,64 (s, 1H, arom.), 7,28 (d, 1H, J= 8,94 Hz,
arom.), 7,20 (d, J = 2,88 Hz, 1H, arom.),
7,15 (dd, J= 8,88, 2,88 Hz, 1H, arom.), 4,28
(g, 2H, J = 7,12 Hz, CH2CH3), 1,30 (t, 3H,
J=7,11 Hz, CH2CHs ).

13C NMR

(150 MHz, DMSO-ds) 6 162,7; 156,3; 153,9;
148,4; 147,9; 122,6; 118,2; 117,8; 117,0;
113,7;61,1; 14,0.
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H NMR spektar (2c)
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13C NMR spektar (2c)
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etil 7-metoksi-2-okso-2H-kromen-3-karboksilat (2d)

H,CO

- COOC,Hs

o -0

Reaktanti

4-metoksibenzaldehid (3,3 mmol) i
dietilmalonat (3,3 mmol)

Metoda prociS¢avanja

Ispran etanolom

Molekulska masa 248,23 g/mol
Molekulska formula C13H120s5
157 - 160 °C

Temperatura talista

(lit. 125 — 126 °C, Shaabani i sur., 2009)

Boja kristala Svijetlosmeda
R 0,68
LC/MS/MS m/z (M+) 249,20
(600 MHz, DMSO-ds) & 8,69 (s, 1H,
coum.), 7,47 (d, 1H, J = 2,82 Hz, arom.),
1H NMR 7,37 (d, J =9,06 1H, arom.), 7,32 (dd, J =
9,06, 2,94 Hz, 1H, arom.), 4,30 (q, 2H, J =
7,10 Hz, CH2CHs), 3,81 (s, 3H, OCHs),
1,32 (t, 3H, J = 7,08 Hz, CH2CH3).
(150 MHz, DMSO-ds) & 162,6; 155,7;
3C NMR 148,9; 122,2; 118,1; 117,2; 115,5; 111,9;

110,8; 61,2; 55,7; 14,00.




Maseni spektar (2d)
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H NMR spektar (2d)
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13C NMR spektar (2d)
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etil 8-etoksi-2-okso-2H-kromen-3-karboksilat (2e)

- COOC;Hs
O” 0
OC,Hs
S ckssalciotna (10l
Metoda procisc¢avanja Prekristalizacija iz etanola
Molekulska masa 262,25
Molekulska formula C14H140s5
Temperatura taliSta 98 — 100 °C
Boja kristala Bijela
Rs 0,72
LC/MS/MS m/z (M+) 263,20
(600 MHz, DMSO-ds) & 8,71 (s, 1H,
coum.), 7,44 (dd, J = 7,74, 1,32 Hz, 1H,
arom.), 7,40 (dd, J = 8,22, 1,29 Hz, 1H,
1H NMR arom.), 7,32 (d, J = 7,98 Hz, 1H, arom.),

4,31(q, 2H, J = 7,12 Hz, CH2CH3), 4,19 (q,
2H, J = 6,98 Hz, CH2CH3), 1,41 (t, J =
6,96 Hz, 3H, CHaCHs), 1,32 (t, J =
7,14 Hz, 3H, CH2CHs).

(150 MHz, DMSO-ds) 5 162,5; 155,7;
13C NMR 148,9; 145.4; 143,9;: 124,7: 121,1; 18,4
117,7; 117,3; 64,5; 61,2; 14,5; 14,0.
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H NMR spektar (2e)
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13C NMR spektar (2e)
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etil 6-nitro-2-okso-2H-kromen-3-karboksilat (2f)

O,N

- COOC,Hs

O" "0

Reaktanti

5-nitrosalicilaldehid (3,1 mmol) i
dietilmalonat (3,1 mmol)

Metoda prociS¢avanja

Nije prociS¢avan

Molekulska masa 263,20 g/mol
Molekulska formula C12H9NOs
198 - 203 °C

Temperatura talista

(lit. 192 - 193 °C, He i sur., 2015)

Boja kristala

Zuta

R

0,83

LC/MS/MS m/z (M+Na*)

286,10

H NMR

(600 MHz, DMSO-ds) & 8,92 (s, 2H,
arom.), 8,50 (dd, J = 9,18, 2,79 Hz, 1H,
arom.), 7,65 (d, J = 9,12 Hz, 1H, arom.),
4,33 (q, J=7,12 Hz, 2H, CH2CH3s), 1,33 (1,
J =7,08 Hz, 3H, CH2CH3).

3C NMR

(150 MHz, DMSO-des) 0162,0; 158,0;
147,6; 143,6; 128,5; 126,0; 119,5; 118,2;
117,7; 61,5; 14,0.
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TH NMR spektar (2f)

P i
g
b4

2.5028 —
2.5058 —|

2.5087 —|
2.5117
2.5147

3.3243 —

NN 3,000

J

—_— 2,072

. ; 0.987

o —— 0.994

— 1.921

0.8

40 36 32 28 24 20 16 1.2

4.4

84 80 76 7.2 68 64 60 56 52 48

8.8

PPM



13C NMR spektar (2f)

13.9789 —

39.0352 —
39.0743

39.2182 —
39.3603 —
39.5013 —
39.6417 —
39,7833 —{

39.8706 -
39,9311 -~

61.5094 —

117.7000 ——
118.1639 |m
119.4681

126.0182 —
128.4892 —

143.6215 —
147.5659 ——

154.9832 —
158.0250 —

162.0378 —

e

Lo

A

160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

PPM



etil 6-klor-2-okso-2H-kromen-3-karboksilat (2g)

Cl . COOC,Hs

o "0

5-klorsalicilaldehid (3,3 mmol) i

Reaktanti dietilmalonat (3,3 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 252,65 g/mol
Molekulska formula C12HoClO4

167 - 172 °C

Temperatura talista
peratura tall (lit. 174 — 175 °C, He i sur., 2015)

Boja kristala Svijetlozuta
R 0,76
LC/MS/MS m/z (M+) 253,0

(300 MHz, DMSO-ds) & 8,70 (s, 1H,
arom.), 8,04 (d, 1H, J = 2,43 Hz, arom.),
7,76 (dd, J = 8,88, 2,49 Hz, 1H, arom.),
7,47 (d, J = 8,88 Hz, 1H, arom.), 4,31 (q,
2H, J=7,09 Hz, CH2CH?3), 1,32 (t, 3H, J =
7,10 Hz, CH2CHp3).

H NMR

(75 MHz, DMSO-ds) 6 162,8; 156,0; 153,6;
3C NMR 147,8; 134,3; 129,5; 128,9; 119,6; 118,7;
62,6; 14,5.
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H NMR spektar (29)
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3C NMR spektar (2g)
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etil 6,8-dibrom-2-okso-2H-kromen-3-karboksilat (2h)

Br

o COOCHs

o O

Reaktanti

3,5-dibromsalicilaldehid (2,8 mmol) i
dietilmalonat (2,8 mmol)

Metoda procisc¢avanja

Nije procCiS¢avan

Molekulska masa 375,99 g /mol
Molekulska formula C12HsBr204
Temperatura talista 170-173 °C
Boja kristala Svijetlosmeda
Rs 0,83
LC/MS/MS m/z (M+) 377,0

H NMR

(600 MHz, DMSO-ds) & 8,66 (s, 1H,
arom.), 8,20 (d, J= 2,28 Hz, 1H, arom.),
8,17 (d, J = 2,28 Hz, 1H, arom.), 4,32 (q,
J=712Hz, 2H, CH2CHs), 1,32 (t,
J=7,11 Hz, 3H, CH2CH3).

3C NMR

(150 MHz, DMSO-ds) & 161,9; 154,8;
150,4; 147,0; 138,4; 131,7; 120,7; 119,4;
116,2; 110,0; 61,5;13,9.
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H NMR spektar (2h)
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3C NMR spektar (2h)
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3-benzoil-2H-kromen-2-on (3a)

xCOCeHs
O 0O
. Salicilaldehid (1,3 mmol) i etil
Reaktanti benzoilacetat (1,3 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 250,24 g/mol
Molekulska formula C16H1003
Temperatura talista 100 -103 °C
Boja kristala Svijetlozuta
R 0,82
LC/MS/MS m/z (M+) 251,10
(300 MHz, DMSO-ds) & 8,44 (s, 1H,
arom.), 7,95 (d, J=8,37 Hz, 2H, arom.),
H NMR 7,86 (dd, J=7,71, 1,2 Hz, 1H, arom.),
7,68 -7,78 (m, 2H, arom.), 7,41 - 7,58 (m,
4H, arom.).
(75 MHz, DMSO-ds) 6 192,2; 158,5; 154,6;
3C NMR 145,8; 136,5; 134,4; 134,1, 130,4; 130,3;

129,2; 126,8; 125,4; 118,7; 116,8.




Maseni spektar (3a)
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13C NMR spektar (3a)
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3-benzoil-7-(benziloksi)-2H-kromen-2-on (3b)

S8

/©\/ICOC6H5
@) @) @)

Reaktanti

4-(benziloksi)salicilaldehid (0,64 mmol) i
etil benzoilacetat (0,64 mmol)

Metoda prociS¢avanja

Nije prociS¢avan

Molekulska masa 356,37 g/mol
Molekulska formula C23H1604
Temperatura talista 140 — 143 °C
Boja kristala Smeda

Rs 0,85
LC/MS/MS m/z (M+) 357,10

(600 MHz, DMSO-ds) & 8,39 (s, 1H,
coum.), 7,90 (dd, J=7,92, 1,02 Hz, 2H,
arom.), 7,81 (d, J = 8,70 Hz, 1H, arom.),
7,67 -7,69 (m, 1H, arom.), 7,53 - 7,55 (m,
2H, arom.), 7,50 (d, J=7,26 Hz, 2H,

1

H NMR arom.), 7,41-7,44 (m, 2H, arom.),
7,36-7,38 (m, 1H, arom.), 7,19 (d,
J=228Hz, 1H, arom.), 7,11 (dd,
J=38,70, 2,40 Hz, 1H, arom.), 5,29 (s, 2H,
CHa2).
(150 MHz, DMSO-ds) & 191,0; 163,0;

13¢ NMR 158,2; 156,3; 146,2; 136,5; 136,0; 133,5;

131,2; 129,4; 128,6; 128,5; 128,2; 127,9;
122,4;113,7; 111,9; 101,5; 70,1.




Maseni spektar (3b)
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H NMR spektar (3b)
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13C NMR spektar (3b)
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3-benzoil-6-hidroksi-2H-kromen-2-on (3c)

HO

. COCgHs

o O

Reaktanti

2,5-dihidroksibenzaldehid (1,3 mmol) i etil
benzoilacetat (1,3 mmol)

Metoda prociS¢avanja

Ispran etanolom

Molekulska masa 266,24 g/mol
Molekulska formula C16H1004
227 - 230 °C

Temperatura talista

(lit. 224 — 225 °C, Secci i sur., 2011)

Boja kristala Smeda
Rs 0,52
LC/MS/MS m/z (M+) 266,90

H NMR

(600 MHz, DMSO-ds) © 9,88 (s, 1H, OH),
8,34 (s, 1H, coum.), 7,91 (dd, J= 8,10,
1,17 Hz, 2H, arom.), 7,68 - 7,71 (m, 1H,
arom,), 7,53 - 7,56 (m, 2H, arom.), 7,34 (d,
1H, J = 9,06 Hz, arom.), 7,17 (s, 1H,
arom.), 7,15 (d, J = 2,88 Hz, 1H, arom.).

13C NMR

(150 MHz, DMSO-ds) & 191,9; 158,2;
154,0; 145,1; 136,1; 133,9; 129,6; 128,7,
126,4; 121,6; 118,7; 117,2; 113,5.
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H NMR spektar (3c)
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13C NMR spektar (3c)
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3-benzoil-7-metoksi-2H-kromen-2-on (3d)

H4CO

xCOCqHs

O 0O

Reaktanti

4-metoksibenzaldehid (1,2 mmol) i etil
benzoilacetat (1,2 mmol)

Metoda procisc¢avanja

Ispran etanolom

Molekulska masa 280,27 g/mol

Molekulska formula C17H1204

Temperatura taliSta 140 - 143 °C

Boja kristala Bijela

R 0,75

LC/MS/MS m/z (M+) 281,20
(300 MHz, DMSO-ds) & 8,40 (s, 1H,
coum.), 7,89 (d, J=7,32 Hz, 2H, arom.),
7,80 (d, J = 8,67 Hz, 1H, arom.), 7,68 (t, J

H NMR =7,29 Hz, 1H, arom.), 7,54 (t, J = 7,58 Hz,
2H, arom.), 7,10 (d, J=2,04 Hz, 1H,
arom.), 7,03 (dd, J=8,64, 2,24 Hz, 1H,
arom.), 3,91 (s, 3H, OCHz3).
(75 MHz, DMSO-ds) 6 192,3; 164,6; 158,7;

13C NMR 156,9; 146,7; 137,0; 133,9; 131,8; 130,1;

129,1;122,7; 113,6; 112,3; 101,1; 56,5.
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H NMR spektar (3d)
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13C NMR spektar (3d)
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3-benzoil-8-etoksi-2H-kromen-2-on (3e)

~COCeHs

Oo” "0

OC,Hsg

Reaktanti

3-etoksisalicilaldehid (1,2 mmol) i etil
benzoilacetat (1,2 mmol)

Metoda procisc¢avanja

Prekristalizacija iz etanola

Molekulska masa 294,30 g/mol

Molekulska formula C18H1404

Temperatura taliSta 102-105 °C

Boja kristala Svijetlozuta

R 0,79

LC/MS/MS m/z (M+) 294,90
(300 MHz, DMSO-ds) & 8,40 (s, 1H,
coum.), 7,92- 7,95 (m, 2H, arom.),
767-7,72 (m, 1H, arom.), 7,54 (i,

TH NMR J=7,62Hz, 2H, arom.), 7,30-7,42 (m,
3H, arom.), 4,21 (q, J = 6,96 Hz, 2H,
CH2CHs), 1,42 (t, J = 6,96 Hz, 3H,
CH2CH5).
(75 MHz, DMSO-ds) & 192,2; 158,3; 146,1;

13C NMR 136,5; 134,4; 130,1; 130,0; 129,2; 126,9;

125,3; 121,2; 119,4; 117,0; 64,9; 15,1.
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H NMR spektar (3e)
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13C NMR spektar (3e)
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3-benzoil-6-klor-2H-kromen-2-on (3f)

Cl

xCOCqHs

O "0

Reaktanti

5-klorsalicilaldehid (1,2 mmol) i etil
benzoilacetat (1,2 mmol)

Metoda procisc¢avanja

Prekristalizacija iz etanola

Molekulska masa 284,69 g/mol

Molekulska formula C16H9CIO3

Temperatura taliSta 150 -155 °C

Boja kristala Bijela

R 0,88

LC/MS/MS m/z (M+) 284,90
(600 MHz, DMSO-ds) & 8,37 (s, 1H,
coum.), 7,98 (d, J = 2,52 Hz 1H, arom.),

1H NMR 7,95 (dd, J = 8,10, 1,02 Hz, 2H, arom.),
7,77 (dd, J = 8,94, 2,55 Hz, 1H, arom.),
7,70-7,72 (m, 1H, arom.), 7,54 - 7,57
(m, 3H, arom.).
(150 MHz, DMSO-ds) & 191,3; 157,6;

3C NMR 152,8; 143,9; 135,8; 134,0; 132,9; 129,6;

128,7; 128,6; 127,4; 119,6.
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TH NMR spektar (3f)
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13C NMR spektar (3f)
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3-benzoil-6,8-dibrom-2H-kromen-2-on (3g)

Br AN COC6H5
O 0
Br
. 3,5-dibromsalicilaldehid (1,2 mmol) i etil
Reaktanti :
benzoilacetat (1,2 mmol)
Metoda procisc¢avanja Ispran etanolom
Molekulska masa 408,04 g/mol
Molekulska formula C16HsBr203
Temperatura talista 200 -202 °C
Boja kristala Bijela
R 0,88
LC/MS/MS m/z (M-) 406,90
(600 MHz, DMSO-ds) & 8,35 (s, 1H,
coum.), 8,26 (d, J = 2,22 Hz, 1H, arom.),
1H NMR 8,12 (d, J=2,16 Hz, 1H, arom.), 7,98 (d, J
=7,20 Hz, 2H, arom.), 7,72 (t, J = 7,41 Hz,
1H, arom.), 7,56 (t, J = 7,77 Hz, 1H,
arom.).
(150 MHz, DMSO-ds) & 191,0; 157,0;
3C NMR 150,1; 143,6; 137,6; 135,7; 134,2; 131,2;

139,7; 128,8; 127,9; 121,2; 116,3; 110,3.




Maseni spektar (3g)
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H NMR spektar (3g)
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3C NMR spektar (3g)
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2-okso-2H-kromen-3-karbonitril (4a)

\CN

O 0O

Reaktanti

Salicilaldehid (10 mmol) i etil cijanoacetat
(10 mmol)

Metoda procisc¢avanja

Prekristalizacija iz etanola

Molekulska masa 171,15 g/mol
Molekulska formula C10HsNO2
181 -182 °C

Temperatura talista

(lit. 1775 -176 °C, He i sur., 2014;

183 — 185 °C, Valizadeh i sur., 2011;
184 — 186 °C, Keshavarzipour i Tavakol,
2016)

Boja kristala Zuta
Rt 0,42
LCIMS/MS m/z (M+) 172,10

(300 MHz, DMSO-ds) & 8,95 (s, 1H,

TH NMR coum.), 7,77-7,83 (m, 2H, arom.),
7,44 — 7,52 (m, 2H, arom.).
3¢ NMR (75 MHz, DMSO-ds) 5 157,3; 154,5; 135,9;

130,5; 125,9; 117,9; 117,3; 115,1; 102,6.




Maseni spektar (4a)
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H NMR spektar (4a)
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13C NMR spektar (4a)
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7-(benziloksi)-2-okso-2H-kromen-3-karbonitril (4b)

joed
©/\o XN

4-(benziloksi)salicilaldehid (0,6 mmol) i

Reaktanti etil cijanoacetat (0,6 mmol)
Metoda prociS¢éavanja Prekristalizacija iz etanola
Molekulska masa 277,27 g/mol

Molekulska formula C17H11NOs3

Temperatura talista 174 — 176 °C

Boja kristala Zuta

Rs 0,88

LC/MS/MS m/z (M+) 278,10

(600 MHz, DMSO-ds) & 8,82 (s, 1H,
coum.), 7,73 (d, J = 8,70 Hz, 1H, arom.),
7,48 (d, J=7,32 Hz, 2H, arom.), 7,41 (t, J

TH NMR =7,41Hz, 2H, arom.), 7,36 (t, J = 7,26 Hz,
1H, arom.), 7,19 (d, J = 1,98 Hz, 1H,
arom.), 7,13 (dd, 1H, J = 8,70, 2,19 Hz,
arom.), 5,28 (s, 2H, -CH2).

(150 MHz, DMSO-ds) & 164,4; 157,3;
156,4; 153,1; 135,8; 131,3; 128,7; 128,2;
127,9; 114,9; 114,4; 111,4; 101,9; 97,6;
70,4.

13C NMR




Maseni spektar (4b)
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H NMR spektar (4b)
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13C NMR spektar (4b)
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8-hidroksi-2-okso-2H-kromen-3-karbonitril (4c)

\CN

o O

Reaktanti

2,3-dihidroksibenzaldehid (10 mmol) i etil
cijanoacetat (10 mmol)

Metoda procisc¢avanja

Prekristalizacija iz etanola

Molekulska masa 187,15 g/mol
Molekulska formula C10H5NO3
228 — 230 °C

Temperatura talista

(lit. 228 — 230 °C, Valizadeh i sur., 2011)

Boja kristala

Tamno smeda

R

0,69

LC/MSIMS m/z (M-)

185,90

H NMR

(600 MHz, DMSO-ds) 6 10,55 (s, 1H, OH),
8,89 (s, 1H, arom.), 7,26 (t, J = 3,36,
2,58 Hz, 2H, arom.), 7,21 -7,23 (m, 1H,
arom.).

3C NMR

(150 MHz, DMSO-ds) & 156,8; 153,9;
144,8; 142,6; 125,4; 121,6; 119,8; 118,4;
114,7; 101,9.
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H NMR spektar (4c)
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13C NMR spektar (4c)
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6-brom-2-okso-2H-kromen-3-karbonitril (4d)

Br

\CN

O 0O

Reaktanti

5-bromsalicilaldehid (10 mmol) i etil
cijanoacetat (10 mmol)

Metoda prociS¢avanja

Prekristalizacija iz etanola

Molekulska masa 250,04 g/mol
Molekulska formula C10H4BrNO2
200 -201 °C

Temperatura talista

(lit. 200 — 201 °C, Keshavarzipour i
Tavakol, 2016; 201 — 202 °C, Valizadeh i
sur., 2011)

Boja kristala

Svijetlo Zuta

R

0,84

LC/MS/MS m/z (M+)

251,90

(600 MHz, DMSO-ds) & 8,84 (s, 1H,
coum.), 8,04 (d, J=2,40 Hz, 1H, arom.),

1

H NMR 7.94 (dd, J=8.88, 2,46 Hz, 1H, arom.)
7.48 (d, J = 8,88 Hz, 1H, arom.).

5C NMR (150 MHz, CDCls) & 156,3; 153,1: 152,0;

137,5; 131,7; 119,0; 116,9; 114,3; 103,4.
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H NMR spektar (4d)
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3C NMR spektar (4d)
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6-hidroksi-2-okso-2H-kromen-3-karbonitril (4e)

HO

\CN

o "0

Reaktanti

2,5-dihidroksibenzaldehid (10 mmol) i etil
cijanoacetat (10 mmol)

Metoda prociS¢avanja

Prekristalizacija iz etanola

Molekulska masa 187,15 g/mol
Molekulska formula C10HsNOs3
237 - 238 °C

Temperatura talista

(lit. 236 — 239 °C, Valizadeh i sur., 2011)

Boja kristala

Svijetlo smeda

R

0,50

LC/MS/MS m/z (M-)

185,80

H NMR

(300 MHz, DMSO-ds) 6 10,07 (s, 1H, OH)
8,87 (s, 1H, C-4), 7,36 (d, J = 8,97 Hz, 1H,
arom.) 7,21 (dd, J=28,97, 2,90 Hz, 1H,
arom.) 7,12 (d, J = 2,91 Hz, 1H, arom).

13C NMR

(75 MHz, CDClIs) & 157,6; 154,9; 153,9;
147.,9; 124,1; 118,3; 115,2; 113,8; 102,5.




Maseni spektar (4e)
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13C NMR spektar (4e)

39.3866 —

40.5186

113.8331 —
115.2081 —~
118.2718 —7—
118.4290 -
124.0517 ——

153.8824 ——
154.8465 —

20

40

60

80

100

120

140

160

180

200

PPM



6-metoksi-2-okso-2H-kromen-3-karbonitril (4f)

HsCO ~CN

o O

5-metoksisalicilaldehid (3,2 mmol) i etil

Reaktanti cijanoacetat (3,2 mmol)

Metoda procis¢avanja Prekristalizacija iz etanola

Molekulska masa 201,17 g/mol

Molekulska formula C11H7NOs

Temperatura taliSta 230-232°C

Boja kristala Zuta

R 0,82

LC/MS/MS m/z (M-) 200,00
(600 MHz, DMSO-ds) & 8,84 (s, 1H), 7,45
(d, J=9,06 Hz, 1H, arom.) 7,39 (dd,

TH NMR J=9,06, 3,06 Hz, 1H, arom.) 7,32 (d,
J=3,00 Hz, 1H, arom.), 3,82 (s, 3H,
OCHs3).
(150 MHz, CDCls) & 157,0; 156,1; 153,1;

3C NMR 148,5; 123,2; 117,9; 114,6; 111,4; 102,4;

55,9.
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TH NMR spektar (4f)
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13C NMR spektar (4f)
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7-metoksi-2-okso-2H-kromen-3-karbonitril (4g)

HCO

\CN

o O

Reaktanti

4-metoksisalicilaldehid (3,3 mmol) i etil
cijanoacetat (3,3 mmol)

Metoda procisc¢avanja

Prekristalizacija iz etanola i metanola

Molekulska masa 201,18 g/mol
Molekulska formula C11H7NO3
221-223°C

Temperatura talista

(lit. 228 °C, Kumar i Makrandi, 2005;
224 — 226 °C, Valizadeh i sur., 2011)

Boja kristala

Svijetlo Zuta

R

0,74

LC/MS/IMS m/z (M-)

200,90

(600 MHz, DMSO-ds) © 8,82 (s, 1H,
coum.), 7,72 (d, J=8,7 Hz, 1H, arom.),

H NMR 7,09 (d, J = 2,34 Hz, 1H, arom.), 7,05 (dd,
J = 8,76, 2,46 Hz, 1H, arom.), 3,90 (s, 3H,
OCHs).
(150 MHz, CDCl3) 5 165,4; 157,3; 153,2;
13C NMR 131,3; 114,9; 113,9; 111,3; 101,0; 97,4

56,4.




Maseni spektar (49)
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H NMR spektar (49)
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13C NMR spektar (4g)
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8-etoksi-2-okso-2H-kromen-3-karbonitril (4h)

~CN
0”0
OC,Hs

Reaktanti

3-etoksisalicilaldehid (10 mmol) i etil
cijanoacetat (10 mmol)

Metoda procisc¢avanja

Prekristalizacija iz etanola

Molekulska masa 215,20 g/mol

Molekulska formula C12H9NO3

Temperatura taliSta 185 -187 °C

Boja kristala Zuta

Rf 0,49

LC/MS/MS m/z (M+) 216,20
(300 MHz, DMSO-ds) & 8,90 (s, 1H,
coum.), 7,47 (dd, J=7,56, 2,07 Hz, 1H,

TH NMR arom.), 7,32 —-7,40 (m, 2H, arom.), 4,21
(g, J=6,97 Hz, 2H, CH2CH3), 1,41 (1, J=
6,96 Hz, 3H, CH2CHs).

13¢ NMR (75 MHz, CDCl3) & 154,2; 125,9; 131,3;

119,1; 114,9; 102,7; 65,3; 14,9.
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H NMR spektar (4h)
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13C NMR spektar (4h)
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3-acetil-8-hidroksi-2H-kromen-2-on (5a)

OH

@)
Ny CH,

o 0O

Reaktanti

2,3-dihidroksibenzaldehid (3,6 mmol) i
etilacetoacetat (3,6 mmol)

Metoda procis¢avanja

Prekristalizacija iz etanola

Molekulska masa 204,17 g/mol
Molekulska formula C11HsOa4
257 — 259 °C

Temperatura taliSta

(lit. 249 — 251 °C, Zerangnasrabad i sur.,
2021; 253 °C, la Pietra i sur., 2012)

Boja kristala Bijela
Rs 0,66
LC/MS/MS m/z (M-) 202,8

H NMR

(600 MHz, DMSO-d6) 5 10,38 (s, 1H, OH),
8,58 (s, 1H, coum.), 7,35 (dd, J=5,94,
3,18 Hz, 1H, arom.), 7,19 - 7,23 (m, 2H,
arom.), 2,59 (s, 3H, CH3s).

3C NMR

(150 MHz, CDCIs) & 195,2; 158,3; 147 ,4;
144,4; 143,2; 124,9; 124,3; 120,6; 119,0;
30,0.




Maseni spektar (5a)
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H NMR spektar (5a)
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13C NMR spektar (5a)
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3-acetil-7-hidroksi-2H-kromen-2-on (5b)

O
N CH,

HO o ~0O

2,4-dihidroksibenzaldehid (7,2 mmol) i

Reaktanti etilacetoacetat (7,2 mmol)

Metoda procisc¢avanja Prekristalizacija iz etanola i metanola
Molekulska masa 204,17 g/mol

Molekulska formula C11HsO4

237 - 240 °C

(lit. 226 — 228 °C, Zerangnasrabad i sur.,

Temperatura talista .
2021; 236 — 238 °C, Durgopal i sur.,

2020)
Boja kristala Svijetlo Zuta
Rs 0,55
LC/MS/MS m/z (M-) 202,80

(600 MHz, DMSO-d6) & 8,58 (s, 1H,
coum.), 7,78 (d, J = 8,58 Hz, 1H, arom.),

TH NMR 6,85 (dd, J=28,64, 2,16 Hz, 1H, arom.),
6,74 (d, J=2,04 Hz, 1H, arom,), 2,55 (s,
3H, CHa).

(150 MHz, CDCIls) & 194,6; 164,2; 159,0;

3C NMR 157,2; 147,8; 132,6; 119,2; 114,2; 110,8;

101,7; 30,0.




Maseni spektar (5b)
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H NMR spektar (5b)
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13C NMR spektar (5b)
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3-acetil-6-hidroksi-2H-kromen-2-on (5c)

@)
HO
N CH3
@) (@)
Reaktanti 2,5-dihidroksibenzaldehid (3,6 mmol) i
etilacetoacetat (3,6 mmol)
Metoda procisc¢avanja Prekristalizacija iz etanola
Molekulska masa 204,18 g/mol
Molekulska formula C11HsO4
235-238 °C
Temperatura talista (lit. 246 — 249 °C, Zerangnasrabad i sur.,
2021)
Boja kristala Svijetlo smeda
R 0,55
LC/MS/MS m/z (M-) 202,80
(600 MHz, DMSO-ds) & 8,56 (s, 1H,
coum.), 7,30 (d, J=8,94 Hz, 1H, arom.),
TH NMR 7,23 (d, J=2,88 Hz, 1H, arom.), 7,17 (dd,
J=8,88, 2,91 Hz, 1H, arom.), 2,58 (s, 3H,
CHa).
(150 MHz, CDCI3) & 195,3; 158,6; 154,0;
3C NMR 148,0; 146,9; 124,4; 122,7; 118,69; 117,0;

114,1; 30,0.
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H NMR spektar (5¢c)
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13C NMR spektar (5c)
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3-acetil-2H-kromen-2-on (5d)

O
N CH;

O” 0O

Reaktanti

Salicilaldehid (9,4 mmol) i etilacetoacetat
(9,4 mmol)

Metoda procisc¢avanja

Prekristalizacija iz etanola i metanola

Molekulska masa 188,17 g/mol
Molekulska formula C11HsOs3
121 -122 °C

Temperatura talista

(lit. 118 °C, Phadtare i Shankarling, 2012)

Boja kristala

Zuta

Rt 0,79
LC/MS/MS m/z (M+) 188,90
(300 MHz, DMSO-ds) & 8,63 (s, 1H,
1H NMR coum.), 7,94 (dd, J=7,71, 1,58 Hz, 1H,
arom.), 7,71 -7,76 (m, 1H, arom.), 7,38 -
7,46 (m, 2H, arom.), 2,58 (s, 3H, CHs).
13¢ NMR (75 MHz, CDCl3) & 147,4; 134,9; 131,2;

125,4; 116,6; 30,4.




Maseni spektar (5d)
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H NMR spektar (5d)
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13C NMR spektar (5d)
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3-acetil-6-brom-2H-kromen-2-on (5e)

O
Br
N CHj
O 0O
. 5-bromsalicilaldehid (4,9 mmol) i

Reaktanti etilacetoacetat (4,9 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 267,08 g/mol
Molekulska formula C11H7BrOs

229 -232°C

Temperatura talista
P (lit. 231 — 233 °C, Liu i sur., 2008)

Boja kristala Bijela
R 0,84
LC/MS/MS m/z (M+) 268,80

(300 MHz, DMSO-d6) & 8,58 (s, 1H,
coum.), 8,20 (d, J=2,43 Hz, 1H, arom.),

TH NMR 7,87 (dd, J=8,85, 2,43 Hz, 1H, arom.),
7,43 (d, J= 8,85 Hz, 1H, arom.), 2,58 (s,
3H, CHa).

13¢ NMR (75 MHz, CDCls) & 195,4; 158,4; 154 ,1;

146,0; 137,0; 133,0; 118,9; 116,8; 30,34.




Maseni spektar (5e)
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H NMR spektar (5e)
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13C NMR spektar (5e)
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3-acetil-8-etoksi-2H-kromen-2-on (5f)

O
N CHs
o ~O
OC,Hs
. 3-etoksisalicilaldehid (6,0 mmol) i
Reaktanti etilacetoacetat (6,0 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 232,23 g/mol
Molekulska formula C13H1204
Temperatura talista 139 - 141 °C
Boja kristala Svijetlozuta
R 0,79
LC/MS/MS m/z (M+) 233,00

(300 MHz, DMSO-d6) & 8,61 (s, 1H,
coum.), 7,46 (dd, J=7,65, 1,50 Hz, 1H,
arom.), 7,41 (dd, J=8,19, 1,53 Hz, 1H,

H NMR arom.), 7,31 (t, J=7,65, 8,10 Hz, 1H,
arom.) 4,19 (g, J = 6,97 Hz, 2H, CH2CH),
2,59 (s, 3H, CHa), 1,42 (t, J = 6,96 Hz, 3H,
CH2CHa).

(75 MHz, CDCls) & 195,6; 158,7; 147,8;
13C NMR 145,9; 144,5; 125,3: 122,1: 119,3; 117,8;
64,9; 30,5; 15,0.




Maseni spektar (5f)
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TH NMR spektar (5f)
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13C NMR spektar (5f)
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3-acetil-7-(dietilamino)-2H-kromen-2-on (5g)

0
H3C/\)N 0”0

H3C
¢ deslamiesetldet 2 o)
Metoda prociSéavanja Prekristalizacija iz etanola
Molekulska masa 259,30 g/mol
Molekulska formula C15H17NOs3
Temperatura talista 1_53 —156°C

(lit. 152 — 153 °C, Bogdat, 1998)

Boja kristala Tamnozuta
R 0,72
LC/MS/MS m/z (M+) 260,00

(600 MHz, DMSO-ds) © 8,48 (s, 1H,
coum.), 7,65 (d, J=9,00 Hz, 1H, arom.),
6,79 (dd, J=9,06, 2,46 Hz, 1H, arom.),

TH NMR 6,56 (d, J = 2,40 Hz, 1H, arom.), 3,49 (q, J
= 7,06 Hz, 4H, CH2CHs), 2,49 - 2,51 (m,
3H, CHs), 1,14 (t, J=7,05Hz, 6H,
CH2CHs).

(150 MHz, CDClsz) d 194,2; 147,6; 132,4;

13
C NMR 110.1: 107.5; 95.8: 44.4: 30.1: 12.3.




Maseni spektar (5g)
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H NMR spektar (59)
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13C NMR spektar (5g)
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3-alil-5-(2-hidroksibenziliden)-2-tioksotiazolidin-4-on (6a)

o ////CHZ

— N
s
OH S

Reaktanti (Sza:i;:rirl]e:)llc;ehid (2 mmol) i 3-alilrodanin
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 277,36 g/mol
Molekulska formula C13H11NO2S2
Temperatura talista 180 - 182 °C
Boja kristala Zuta
Rs 0,72
LC/MS/MS m/z (M-) 276,13

(600 MHz, DMSO-ds) 6 10,73 (s, 1H, OH),
7,96 (s, 1H, CH), 7,35 (t, J = 7,60 Hz, 2H,
arom.), 6,95 (t, J=38,04, 7,68 Hz, 2H,

TH NMR arom.), 5,81 — 5,87 (m, 1H, CH), 5,17 (dd,
J=10,32; 0,84 Hz, 1H, CH2), 5,12 (dd,
J=17,28; 0,84 Hz, 1H, CH2) 4,63 (d,
J=5,16 Hz, 2H, CH>).

(150 MHz, DMSO-des) & 193,47; 166,69;
3C NMR 157,59; 133,1; 129,6; 128,6; 120,6; 117,7,
117,5; 116,28; 45,9.




Maseni spektar (6a)
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H NMR spektar (6a)
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13C NMR spektar (6a)

39.3713
39.5127 U__

.

46,0500 —

HyeE —

119.8971 —
119.9296
115.9914 I‘_o
120.0935 —
158 9881 —
128.8688 UNI
129.5545 —
129.6333 —
125.7348
130.2246 —
130.2802 —
133.0440
133.1202
133.1961
133.2378 —

157.5957 —

166.7440 —

193.4772 —

J LJM&....JJL I sl

"
s

.

180 170 160 150 140 130 120 110 100 90 30 70 60 50 40

190

PPM



3-alil-5-(5-brom-2-hidroksibenziliden)-2-tioksotiazolidin-4-on (6b)

Br

o /’//CHZ

__/ N
s\

OH S

Reaktanti

5-bromsalicilaldehid (2 mmol) i 3-
alilrodanin (2 mmol)

Metoda procisc¢avanja

Nije procis¢avan

Molekulska masa 356,26 g/mol
Molekulska formula C13H10BrNO2S2
Temperatura talista 203 -204 °C
Boja kristala Zuta

Rs 0,71
LC/MS/MS m/z (M-) 355,98

H NMR

(600 MHz, DMSO-ds) & 11,10 (s, 1H, OH),
7,84 (s, 1H, CH), 7,49 (dd, J=8,70;
2,19 Hz, 1H, arom.), 7,44 (d, J = 2,04 Hz,
1H, arom.), 6,93 (d, J=8,76 Hz, 1H,
arom.), 5,81 — 5,85 (m, 1H, CH), 5,18 (d,
J=10,08Hz, 1H, CHz), 512 (d,
J=17,22 Hz, 1H, CH2), 4,63 (d, J = 5,04
Hz, 2H, CHa).

13C NMR

(150 MHz, DMSO-des) & 193,19; 166,57,
156,46; 135,18; 131,66; 130,20; 127,48;
122,57; 122,12; 118,4; 117,8; 110,72;
46,03.




Maseni spektar (6b)
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H NMR spektar (6b)
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13C NMR spektar (6b)
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3-alil-5-(4-hidroksi-3-metoksibenziliden)-2-thioxothiazolidin-4-one (6c¢)

o /’//CHz

N

=X

S

HO  OcH,

3-metoksi-4-hidroksibenzaldehid

Reaktanti (2 mmol) i 3-alilrodanin (2 mmol)

Metoda procis¢avanja Nije prociS¢avan

Molekulska masa 307,39 g/mol

Molekulska formula C14H13NO3S2

Temperatura talista 143 — 144 °C

Boja kristala Svijetlosmeda

R 0,73

LC/MS/MS m/z (M-) 306,13
(600 MHz, DMSO-ds) 6 10,15 (s, 1H, OH),
7,76 (s, 1H, OH), 7,22 (d, J = 1,92 Hz, 1H,
arom.), 7,15 (dd, J=8,28; 1,92 Hz, 1H,

1H NMR arom.), 6,96 (d, J = 8,22 Hz, 1H, arom.),

582— 588 (m, 1H, CH), 518 (dd,
J=10,32; 1,17 Hz, 1H, CH2), 5,12 (dd,
J=17,28; 1,14 Hz, 1H, CH2) 4,65 (d,
J = 5,16 Hz, 1H, CH2), 3,85 (s, 3H, OCH3).

(150 MHz, DMSO-ds) & 192,80; 166,42;
13C NMR 135,07; 134,07; 131,30; 130,49; 130,13;
128,25; 124,15; 117, 84; 46,10.




Maseni spektar (6¢)
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H NMR spektar (6c)
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13C NMR spektar (6¢)
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3-alil-5-(3-klorbenziliden)-2-tioksotiazolidin-4-on (6d)

o /l//CHz

— N
s\
S
Cl
Reaktanti ?2-krlrt])rrnb;;12aldehid (2 mmol) i 3-alilrodanin
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 295,81 g/mol
Molekulska formula C13H10CINOS:2
Temperatura taliSta 106 -109 °C
Boja kristala Tamnosmeda
R 0,90
LC/MS/MS m/z (M-) 293,15
(600 MHz, DMSO-ds) 6 7,83 (s, 1H, CH),
7,75 (s, 1H, arom.), 7,59 (s, 3H, arom.),
1H NMR 582 - 5,88 (m,1H, CH), 5,20 (dd,

J=10,38; 1,02 Hz, 1H, CH2), 5,15 (dd,
J=17,16; 1,11 HZ, 1H, CHz) 4,65 (d,
J = 5,22 Hz, 2H, CHa).

(150 MHz, DMSO-ds) & 192,80; 166,42;
13C NMR 135,07; 134,07; 131,30; 130,49; 130,13;
128,25; 124,15; 117, 84: 46,10.




Maseni spektar (6d)
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H NMR spektar (6d)
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3C NMR spektar (6d)

38,9629 —
38,9931 —
39,0782 —
39,2226 —
39,3652 —|
39.5060
39.6476
39,7902 —
39,8829 —
39,9345 — _
40.0066 —/
40,0271 —f
46.1029 —

117.8620 —

128.2539 ——
130.1328 —=
130.4978 I“\\H
131.3049 —

135,0785 —

170 160 150 140 130 120 110 100 90 80 70 60 50 40 30

180

PPM 190



3-alil-5-(3-etoksi-2-hidroksibenziliden)-2-tioksotiazolidin-4-on (6e)

Q@ _CH,
oy
oo

S
(O
CHj
Reaktanti 3-_etok3|penzaldeh|d (2 mmol) i 3-
alilrodanin (2 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 321,41 g/mol
Molekulska formula C15H15NO3S2
Temperatura talista 172 - 174 °C
Boja kristala Zuta
R 0,82
LC/MS/MS m/z (M-) 320,18
(600 MHz, DMSO-ds) & 9,73 (s, 1H, OH),
8,03 (s, 1H, CH), 7,11 (d, J = 7,26 Hz, 1H,
arom.), 6,90 — 6,96 (m, 2H, arom.), 5,81 —
1H NMR 5,87 (m, 1H, CH), 5,18 (d, J= 10,26 Hz,
1H, CH2), 5,13 (d, J = 17,82 Hz, 1H, CH2),
4,64 (d, J=5,10 Hz, 2H, CH2), 4,10 (q,
J=6,92 Hz, 2H, CH2CHs), 1,37 (t,
J=6,92 Hz, 3H, CH2CH3).
(150 MHz, DMSO-ds) & 193,48; 166,72;
13¢ NMR 147,27; 147,18; 130,27; 128,77; 120,95;

120,54; 120,21; 119,90; 117,96; 115,69;
64,35; 45,97; 14,49.




Maseni spektar (6e)
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H NMR spektar (6e)
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13C NMR spektar (6e)
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3-alil-5-(3-metoksibenziliden)-2-tioksotiazolidin-4-on (6f)

O

fCHZ
~ N

Reaktanti

3-metoksibenzaldehid (2 mmol) i 3-
alilrodanin (2 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 291,39 g/mol
Molekulska formula C14H13NO2S2
Temperatura talista 82-85°C
Boja kristala Narancasta
Rs 0,90
LC/MS/MS m/z (M+) 292,08

H NMR

(600 MHz, DMSO-ds) 6 7,81 (s, 1H, CH),
7,48 (t, J=8,16 Hz, 1H, arom.), 7,21 (t, J
=2,28 Hz, 2H, arom.), 7,10 (dd, J = 8,10;
1,65 Hz, 1H, arom.), 5,82 — 5,88 (m, 1H,
CH), 5,19 (d, J= 10,32 Hz, 1H, CH2), 5,14
(d, J=17,16 Hz, 1H, CH2), 4,65 (d,
J=4,98 Hz, 2H, CH2), 3,82 (s, 3H, OCH3).

13C NMR

(150 MHz, DMSO-des) & 193,05; 166,50;
159,71; 134,28; 133,08; 130,62; 130,19;
122,46; 117,79; 117,01; 115,76; 55,32;
46,04.




Maseni spektar (6f)

100+

%

MS_SCAN_G+ 1 (0.251)

21412

282.37

283.38

320.31

MS2 ES+
7.84e8




TH NMR spektar (6f)
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13C NMR spektar (6f)
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3-alil-5-(2-klorbenziliden)-2-tioksotiazolidin-4-on (6g)

o /I//CHZ

N

=}

Cl S

Reaktanti

2-klorbenzaldehid (2 mmol) i 3-alilrodanin
(2 mmol)

Metoda procisc¢avanja

Nije procis¢avan

Molekulska masa 295,81 g/mol
Molekulska formula C13H10CINOS:2
Temperatura talista 95-98°C
Boja kristala Zuta

R 0,91
LC/MS/MS m/z (M-) 293,46

H NMR

(600 MHz, DMSO-ds) © 7,92 (s, 1H, CH),
7,56 - 7,68 (m, 1H, arom.), 7,60 — 7,61 (m,
1H, arom.), 7,53 — 7,57 (m, 2H, arom.),
582-588 (m, 1H, CH), 5,20 (dd,
J=10,38; 1,20 Hz, 1H, CH2), 5,17 (dd,
J=17,40; 1,23 Hz. 1H, CH2), 4,65 (d,
J=5,28 Hz, 2H, CH>).

3C NMR

(150 MHz, DMSO-ds) 5 193,01; 166,31;
134,77: 132,35; 130,49; 130,02; 129,48:
128,34; 127,54; 125,98; 117,98; 50,68;
46,16.




Maseni spektar (6g)
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H NMR spektar (6g)
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3C NMR spektar (6g)
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3-alil-5-(3-hidroksi-4-metoksibenziliden)-2-tioksotiazolidin-4-on (6h)

o /I//CHz

N

S

Reaktanti

3-hidroksi-4-metoksibenzaldehid
(2 mmol) i 3-alilrodanin (2 mmol)

Metoda procisc¢avanja

Nije procis¢avan

Molekulska masa 307,39 g/mol
Molekulska formula C14H13NO3S2
Temperatura talista 113-115°C
Boja kristala Svijetlosmeda
R 0,73
LC/MS/MS m/z (M-) 306,82

H NMR

(600 MHz, DMSO-ds) 6 9,58 (s, 1H, OH),
7,68 (s, 1H, CH), 7,16 (dd, J = 8,46;

2,10 Hz, 1H, arom.), 7,10 (d, J = 8,46 Hz,
1H, arom.), 7,06 (d, J = 2,16 Hz, 1H,
arom.), 5,81 — 5,87 (m, 1H, CH), 5,18 (dd,
J=10,38; 1,23 Hz, 1H, CH), 5,12 (dd,
J=17,22; 1,32 Hz, 1H, CH2) 4,63 (d,
J=5,22 Hz, 2H, CH), 3,84 (s, 3H,
OCHs3).

3C NMR

(150 MHz, DMSO-ds) 5 192,93; 166,58;
150,48: 147,13; 133,82; 130,27; 125,65;
124,77: 118,61; 117,72; 116,12; 112,54
55,71; 45,93.




Maseni spektar (6h)
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H NMR spektar (6h)
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13C NMR spektar (6h)
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3-alil-5-(2,5-dimetoksibenziliden)-2-tioksotiazolidin-4-on (6i)

o /I//CHZ

N

H5CO B S/&

OCH; S

2,5-dimetoksibenzaldehid (2 mmol) i 3-

Reaktanti alilrodanin (2 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 321,41 g/mol
Molekulska formula C15H1sNO3S2
Temperatura talista 93-96 °C

Boja kristala Crvena

Rs 0,89

LC/MS/MS m/z (M+) 322,14

(600 MHz, DMSO-ds) © 7,88 (s, 1H, CH),
7,11 (s, 2H, arom.), 6,93 (s, 1H, arom.),
581-587 (m, 1H, CH), 5,19 (d,

TH NMR J=10,38 Hz, 1H, CH2), 5,13 (dd,
J=17,28; 0,66 Hz, 1H, CH2), 4,63 (d,
J=5,16 Hz, 2H, CH2), 3,86 (s, 3H, OCH3),
3,77 (s, 3H, OCHa).

(150 MHz, DMSO-ds) & 193,98; 166,59;
3C NMR 153,20; 152,53; 130,21; 118,92; 117,76;
114,25; 113,24; 56,06; 55,58; 46,00.
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TH NMR spektar (6i)
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13C NMR spektar (6i)
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3-alil-5-(3-brombenziliden)-2-tioksotiazolidin-4-on (6j)

o /I//CHZ

— N
s
S
Br
Reaktanti 3-_bromb§nzaldeh|d (2 mmol) i 3-
alilrodanin (2 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 340,26 g/mol
Molekulska formula C13H10BrNOS2
Temperatura talista 107 - 110 °C
Boja kristala Tamnosmeda
R 0,90
LC/MS/MS m/z (M-) 339,03
(600 MHz, DMSO-ds) & 7,89 (t,
J=1,77 Hz, 1H, arom.), 7,82 (s, 1H, CH),
7,73 (dd, J=1,86; 0,87 Hz, 1H, arom.),
1H NMR 7,71 (dd, J=1,86; 0,81 Hz, 1H, arom.)
7,62 (dd, J=7,02; 0,78 Hz, 1H, arom.),
752 (t, J=7,89Hz, 1H, arom.),
5,81 -5,88 (m, 1H, CH), 5,14 - 5,22 (m,
2H, CH2), 4,64 — 4,66 (m, 2H, CH2).
(150 MHz, DMSO-ds) & 192,79; 166,40;
13¢ NMR 135,32; 133,37; 131,51; 130,13; 129,80;

128,58; 124,09; 122,56; 118,21; 117,86;
46,10.




Maseni spektar (6j)

MS_SCAN_10- 1 (0 251) MS2 ES-
1004 337.07 344eb6
326.86
309.03
2 316.97
308.71 316.72
318.73
329.01
322.77
308.89| 511 4 '
334.99 (
{ 312.94| | J ‘ ] 221
306.70 | 321.00 ‘ 3B inaa 37'923738?
0102 | | |‘ | i 341110 § 34501 o0 76.96
| e \ [ ‘ 1’! 33;”2‘ ‘ ‘ \ q 36320 358.94 ‘ ] ﬁ?g |1
Vol 347. 34 457 18 369 09
“ ﬁ I ML‘ ‘l |ﬂl. ”H ‘M P ‘ J M“‘A " Jl | ‘\Hseuﬁg.sala ‘ MJ
ol L“'\JNJ il H’ ,lﬂ YWY M #Jk| nhLJ H. \d .““
305 31 3 |5 320 325 330 335 345 350 355 3'6(] 365 375




H NMR spektar (6j)
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13C NMR spektar (6j)
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3-alil-5-(5-Klor-2-hidroksibenziliden)-2-tioksotiazolidin-4-on (6k)

Cl

o /I//CHZ

__ /N
s

OH S

Reaktanti

5-klorsalicilaldehid (2 mmol) i 3-
alilrodanin (2 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 311,81 g/mol
Molekulska formula C13H10CINO2S2
Temperatura taliSta 209-210°C
Boja kristala Tamnozuta

Rs 0,74
LC/MS/MS m/z (M-) 310,04

H NMR

(600 MHz, DMSO-ds) 6 11,06 (s, 1H, OH),
7,84 (s, 1H, CH), 7,37 (dd, J= 8,70;
2,37 Hz, 1H, arom.), 7,30 (d, J = 2,28 Hz,
1H, arom.), 6,97 (d, J=8,76 Hz, 1H,
arom.), 5,79 — 5,85 (m, 1H, CH), 5,17 (d,
J=10,38 Hz, 1H, CH2), 5,12 (d,
J=17,22 Hz, 1H, CH2), 4,62 (d, J=5,10
Hz, 2H, CH2).

3C NMR

(150 MHz, DMSO-ds) 5 193,16; 166,58;
156,09; 132,36; 130,19; 128,71: 127,54;
123,31; 122,54; 121,49; 117,96; 117,82;
46,02.




Maseni spektar (6k)
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H NMR spektar (6k)
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13C NMR spektar (6k)
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3-alil-5-(3,5-dibrom-2-hidroksibenziliden)-2-tioksotiazolidin-4-on (6l)

Br

Br

OHS

S fCHz
/U\N

7 o

Reaktanti

3,5-dibromsalicilaldehid (2 mmol) i 3-
alilrodanin (2 mmol)

Metoda procisc¢avanja

Nije procis¢avan

Molekulska masa 435,15 g/mol
Molekulska formula C13H9BraNO2S2
Temperatura talista 215-218 °C
Boja kristala Zuta

R 0,92
LC/MS/MS m/z (M-) 433,93

(300 MHz, DMSO-ds) 6 10,75 (s, 1H, OH),
7,91 (d, J=4,25 Hz, 1H, arom.), 7,87 (s,
1H, CH), 7,47 (d, J = 2,28 Hz, 1H, arom.),

1

HNMR 578-591 (m, 1H, CH), 517 (dtd,
J'=1,23: 10,47; 8,40 Hz, 2H, CHz), 4,65
(d, J = 5.22 Hz, 2H, CHa).
(75 MHz, DMSO-ds) & 193,48; 166,80

13C NMR 153,22 137,35: 131,25; 130,61; 127,69;

125,50; 118,39; 114,36; 112,28; 46,68.




Maseni spektar (61)
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TH NMR spektar (61)
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13C NMR spektar (61)
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3-alil-5-(2-hidroksi-5-nitrobenziliden)-2-tioksotiazolidin-4-on (6m)

O,N

o /I//CHZ

— /"N
s\

OH S

Reaktanti

5-nitrosalicilaldehid (2 mmol) i 3-
alilrodanin (2 mmol)

Metoda procisc¢avanja

Nije procis¢avan

Molekulska masa 322,36 g/mol
Molekulska formula C13H10N204S2
Temperatura talista 199 - 201 °C
Boja kristala Narancasta
R 0,67
LC/MS/MS m/z (M-) 321,07

H NMR

(600 MHz, DMSO-ds) 6 8,20 (dd, J = 8,10;
2,76; 1,98 Hz, 2H, arom.), 7,86 (s, 1H,
CH), 7,08 (dd, J=7,38; 2,31 Hz, 1H,
arom.), 5,81 — 5,88 (m, 1H, CH), 5,19 (dd,
J=10,38; 1,14; 1,20 Hz, 1H, CH2), 5,15
(dd, J=17,16; 1,14; 1,20 Hz, 1H, CH2),
4,64 (d, J=5,22 Hz, 2H, CH2).

3C NMR

(150 MHz) & 192,94; 166,51; 139,35;
130,15; 128,00; 126,74; 125,76; 123,62;
120,31; 117,85; 116,92; 46,08.




Maseni spektar (6m)
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H NMR spektar (6m)
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13C NMR spektar (6m)
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3-alil-5-(4-fenoksibenziliden)-2-tioksotiazolidin-4-on (6n)

a

o /I//CHz

N

=Y

S

Reaktanti

3-fenoksibenzaldehid (2 mmol) i 3-
alilrodanin (2 mmol)

Metoda procisc¢avanja

Nije procis¢avan

Molekulska masa 353,46 g/mol

Molekulska formula C19H15NO2S2

Temperatura taliSta 91-95°C

Boja kristala Narancasta

R 0,93

LC/MS/MS m/z (M+) 354,15
(600 MHz, DMSO-ds) & 7,81 (s, 1H, CH),
7,56 (t, J=7,98 Hz, 1H, arom.), 7,45 (1,
J=17,80; 810 Hz, 2H, arom.), 7,40 (d,
J=780Hz, 1H. arom.), 7,22 (dd,

1H NMR J=12,24; 4,80; 7,38 Hz, 2H, arom.), 7,16
(dd, J = 8,16; 2,10 Hz, 1H, arom.), 7,09 (d,
J=7,80Hz, 2H, arom.), 5,80 - 5,85 (m,
1H, CH), 5,18 (dd, J = 10,32; 0,84 Hz, 1H,
CH2), 5,13 (dd, J=17,28; 0,93 Hz, 1H,
CH2), 4,63 (d, J = 5,16 Hz, 2H, CH2).
(150 MHz, DMSO-ds) & 192,87; 166,42;

13¢ NMR 157,60; 134,81; 132,32; 131,19; 130,23;

125,21; 124,17; 123,28; 120,65; 119,55;
119,27; 117,78; 46,04.
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H NMR spektar (6n)
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13C NMR spektar (6n)
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3-alil-5-(2-metoksibenziliden)-2-tioksotiazolidin-4-on (60)

o fCHZ

— N
s
OCH; S
Reaktant aiirodann @ mmoly
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 291,39 g/mol
Molekulska formula C14H13NO2S2
Temperatura talista 102 -104 °C
Boja kristala Narancasta
Rs 0,90
LC/MS/MS m/z (M+) 292,14

(600 MHz, DMSO-ds) & 7,94 (s, 1H, OH),
7,52 (t, J=7,77 Hz, 1H, arom.), 7,44 (d,
J=7,20Hz, 1H, arom.), 7,17 (d,
J=8,34Hz, 1H, arom.), 7,12 (4,

TH NMR J=7,50 Hz, 1H, arom.), 5,81 — 5,87 (m, H,
CH), 5,19 (dd, J=10,32; 0,90 Hz, 1H,
CH2), 5,13 (dd, J=17,22; 0,99 Hz, 1H,
CH2), 4,64 (d, J = 5,22 Hz, 2H, CH2), 3,91
(s, 3H, OCHs).

(150 MHz, DMSO-ds) & 193,54; 166,65;
158,13; 133,28; 130,23; 130,09; 128,36;
122,17; 121,24; 117,77; 112,02; 55,76;
46,00.

13C NMR




Maseni spektar (60)
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H NMR spektar (60)
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3C NMR spektar (60)
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3-alil-5-(3-hidroksibenziliden)-2-tioksotiazolidin-4-on (6p)

0 /I//CHz

N

i

S

Reaktanti

3-hidroksibenzaldehid (2 mmol) i 3-
alilrodanin (2 mmol)

Metoda prociS¢avanja

Nije prociS¢avan

Molekulska masa 277,36 g/mol
Molekulska formula C13H11NO2S2
Temperatura taliSta 142 — 145 °C
Boja kristala Narancasta
Rs 0,73
LC/MS/MS m/z (M-) 276,13

H NMR

(600 MHz, DMSO-ds) & 9,88 (s, 1H, OH),
7,73 (s, 1H, CH), 7,35 (t, J = 7,89 Hz, 1H,
arom.), 7,09 (d, J = 7,68 Hz, 1H, arom.),
7,02 (s, 1H, arom.), 6,92 (dd, J = 8,04;
1,89 Hz, 1H, arom.), 5,81 — 5,87 (m, 1H,
CH), 5,19 (dd, J=10,32; 0,93 Hz, Hz,
1H, CH2), 5,14 (dd, J = 17,22; 0,99 Hz,
1H, CH2), 4,64 (d, J = 5,22 Hz, 2H, CH2).

13C NMR

(150 MHz, DMSO-de) 8 193,15; 166,53;
157,98; 134,07; 133,32; 130,56; 130,19;
122,08; 118,37; 117,80; 116,28; 46,00.
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H NMR spektar (6p)
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13C NMR spektar (6p)
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3-alil-5-(4-hidroksibenziliden)-2-tioksotiazolidin-4-on (6q)

HO

O ////CHZ

N

5\

S

—

Reaktanti

4-hidroksibenzaldehid (2 mmol) i 3-
alilrodanin (2 mmol)

Metoda procis¢avanja

Prekristalizacija iz etanola i metanola

Molekulska masa 277,36 g/mol
Molekulska formula C13H11NO2S2
Temperatura talista 275 - 277 °C
Boja kristala Narancasta
Rs 0,86
LC/MS/MS m/z (M-) 276,07

H NMR

(600 MHz, DMSO-ds) 6 10,49 (s, 1H, OH),
7,74 (s, 1H, CH), 7,52 (d, J = 8,64 Hz, 2H,
arom.), 6,95 (d, J= 8,64 Hz, 2H, arom.),
581-587 (m, 1H, CH), 5,18 (dd,
J=10,44; 1,20 Hz, 1H, CH2), 5,12 (dd,
J=17,22; 1,20 Hz, 1H, CH2), 4,64 (d,
J=5,16 Hz, 2H, CH>).

3C NMR

(150 MHz, DMSO-ds) & 193,37; 167,15;
161,14; 134,42; 133,84; 130,78; 124,47;
118,19; 118,06; 117,09; 46,42.




Maseni spektar (6q)
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H NMR spektar (6q)

6.9397 ——
6.9541 —

7.5137 —
7.5281 —

7.7405 —

10.4935 —

- JHWV

1.999

1.928

0.881

1.865

1.881

0.922

0.952

10.0 9.6 9.2 8.8 8.4 8.0 7.6 7.2 6.8 6.4 6.0 5.6 5.2 4.8 4.4

10.4

PPM



13C NMR spektar (6q)
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3-alil-5-(4-metoksibenzilidene)-2-tioksotiazolidin-4-on (6r)

o /I//CHZ

— N
s
S
H5,CO

Reaktant aiirodann @ oy
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 291,39 g/mol
Molekulska formula C14H13NO2S2
Temperatura talista 109 - 111 °C
Boja kristala Smeda
Rs 0,90
LC/MS/MS m/z (M+) 292,10

(600 MHz, DMSO-ds) & 7,79 (s, 1H, CH),
7,62 (d, J=8,76 Hz, 2H, arom.), 7,12 (d,
J=8,76 Hz, 2H, arom.), 5,81 - 5,88 (m,

TH NMR 1H, CH), 5,18 (dd, J = 10,32; 1,08 Hz, 1H,
CH2), 5,13 (dd, J=17,22; 1,20 Hz, 1H,
CH2), 4,64 (d, J = 5,22 Hz, 2H, CH>), 3,84
(s, 3H, OCHs3).

(150 MHz, DMSO-ds) & 192,97; 166,62;
13C NMR 161,55; 133,37; 132,95; 130,25; 125,48;
118,90: 117,72; 115,14; 55,57; 45,96.
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13C NMR spektar (6r)

39.2179 —
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3-alil-5-(3-nitrobenziliden)-2-tioksotiazolidin-4-on (6s)

Reaktanti

3-nitrobenzaldehid (2 mmol) i 3-
alilrodanin (2 mmol)

Metoda procisc¢avanja

Ispran heksan : etanol (4 : 1)

Molekulska masa 306,36 g/mol

Molekulska formula C13H10N203S2

Temperatura talista 161 - 163 °C

Boja kristala Narancasta

R 0,92

LC/MS/MS m/z (M+) 307,07
(300 MHz, DMSO-ds) 6 8,36 (s, 1H, arom.),
8,33 (s, 1H, arom.), 7,92 (d, J = 3,18 Hz,

1H NMR 2H, arom.), 7,88 (s, 1H, CH), 5,80 — 5,92
(m, 1H, CH), 5,22 (dd, J=6,63; 1,22 Hz,
1H, CH2), 5,17 (dd, J=13,44; 1,20 Hz.
1H, CH2), 4,66 (d, J = 5,22 Hz, 2H, CH>).
(150 MHz, DMSO-ds) & 193,14; 166,87,

3C NMR 148,11; 139,52; 131,97; 130,52; 127,18;

124,84; 46,67.




Maseni spektar (6s)
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H NMR spektar (6s)
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13C NMR spektar (6s)
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3-alil-5-(4-(benziloksi)-2-hidroksibenziliden)-2-tioksotiazolidin-4-on (6t)

o fCHz

— /"N
s\

oH S

Reaktanti

4-(benziloksi) sakicilaldehid (1 mmol) i 3-
alilrodanin (1 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 383,48 g/mol
Molekulska formula C20H17NO3S2
Temperatura talista 182 -186 °C
Boja kristala Tamnocrvena
Rs 0,77
LC/MS/MS m/z (M-) 382,13

H NMR

(600 MHz, DMSO-ds) 6 10,92 (s, 1H, OH),
7,96 (s, 1H, CH), 7,45 (d, J = 7,20 Hz, 2H,
arom.), 7,41 (t, J=7,32; 7,62 Hz, 2H,
arom.), 7,35 (t, J=7,20 Hz, 1H, arom.),
7,31 (d, J= 8,76 Hz, 1H, arom.), 6,69 (dd,
J=28,76; 2,37 Hz, 1H, arom.), 6,58 (d,
J=2,40Hz, 1H, arom.), 5,81 — 5,87 (m,
1H, CH), 5,18 (dd, J=10,20; 1,02;
1,20 Hz, 1H, CH2), 5,13 (s, 2H, CH2), 5,11
(dd, J=17,22; 1,08 Hz, 1H, CH2), 4,63 (d,
J=5,16 Hz, 2H, CH>).

3C NMR

(150 MHz, DMSO-ds) & 193,20; 166,82;
162,57; 159,59; 136,34; 131,35; 130,35;
129,02; 128,47; 128,01; 127,73; 117,66;
117,06; 113,44; 107,84; 101,97; 69,46;
45,90.




Maseni spektar (6t)
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TH NMR spektar (6t)
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13C NMR spektar (6t)
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3-alil-5-(4-brombenziliden)-2-tioksotiazolidin-4-on (6u)

0 fCHz

— N
s\
S
Br
ekt 2 el -
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 340,26 g/mol
Molekulska formula C13H10BrNOS:2
Temperatura talista 140 — 141 °C
Boja kristala Narancasta
Rs 0,93
LC/MS/MS m/z (M-) 339,24
(600 MHz, DMSO-des) & 7,80 (s, 1H, CH),
7,75 (d, J = 8,46 Hz, 2H, arom.), 7,59 (d,
1H NMR J=8,40 Hz, 2H, arom.), 5,81 - 5,87 (m,

1H, CH), 5,19 (d, J=10,26 Hz, 1H, CH>),
5,15 (dd, J=17,22; 0,45 Hz, 1H, CHy),
4,64 (d, J =5,16 Hz, 2H, CH2).

(150 MHz, DMSO-ds) & 192,79; 166,51,
13C NMR 132,48; 132,36; 131,75; 130,14; 124,66;
123,14; 117, 83; 46,07.




Maseni spektar (6u)
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H NMR spektar (6u)
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13C NMR spektar (6u)
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3-alil-5-(3-fluorbenzilidene)-2-tioksotiazolidin-4-on (6v)

o /I//CHZ

— /"N
s
S
F
Reaktanti 3-_f|uorbe_nza|deh|d (2 mmol) i 3-
alilrodanin (2 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 279,35 g/mol
Molekulska formula C13H10FNOS2
Temperatura taliSta 114 - 117 °C
Boja kristala Zuta
R 0,91
LC/MS/MS m/z (M+) 280,35
(300 MHz, DMSO-ds) & 7,83 (s, 1H, CH),
7,35 -7,65 (m, 4H, arom.), 5,79 —= 5,91 (m,
TH NMR 1H, CH), 5,17 (ddd, J=1,17; 10,62;
17,31 Hz, 2H, CH2), 4,65 (d, J = 5,19 Hz,
2H, CH2).
(150 MHz, DMSO-ds) & 193,36; 166,96;
3C NMR 164,41; 161,16; 135,58; 132,00; 126,58;

118,34; 117,95; 117,65; 55,29; 46,58.
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H NMR spektar (6v)
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13C NMR spektar (6v)
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3-alil-5-(2,4-dimetoksibenziliden)-2-tioksotiazolidin-4-on (6w)

0 /I//CHZ

— N
s
OCH, S
H,CO
Reaktanti 2_,4-d|m§tok5|benzaldeh|d (2 mmol) i 3-
alilrodanin (2 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 321,41 g/mol
Molekulska formula C15H15sNO3S2
Temperatura talista 126 — 130 °C
Boja kristala Smeda
R 0,90
LC/MS/MS m/z (M+) 322,11
(600 MHz, DMSO-ds) © 7,89 (s, 1H, CH),
7,39 (d, J=8,64 1H, arom.), 6,71 (dd,
J=8,70; 2,37 Hz, 1H, arom.), 6,69 (d,
1H NMR J=2,40 Hz, 1H, arom.), 5,80 — 5,87 (m,
1H, CH), 517 (dd, J = 10,32; 1,32 Hz, 1H,
CHz), 5,11 (dd, J=17,16; 1,35 Hz, 1H,
CH2), 4,63 (d, J = 5,22 Hz, 2H, CH2), 3,92
(s, 3H, OCHs), 3,86 (s, 3H, OCHs).
(150 MHz, DMSO-ds) & 193,31; 166,76;
13¢ NMR 160,09; 131,98; 130,31; 128,68; 118,36;

117,68; 114,31; 107,05, 96,62; 55,92;
55,76; 45,92.
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H NMR spektar (6w)
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13C NMR spektar (6w)
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3-alil-5-benziliden-2-tioksotiazolidin-4-on (6x)

o /I//CHz

N

=Y

S

Reaktanti

Benzaldehid (2 mmol) i 3-alilrodanin
(2 mmol)

Metoda procisc¢avanja

Nije procis¢avan

Molekulska masa 261,36 g/mol

Molekulska formula C13H11NOS:2

Temperatura talista 139 -143 °C

Boja kristala Smeda

R 0,91

LC/MS/MS m/z (M+Na*) 284,40
(600 MHz, DMSO-ds) 6 7,83 (s, 1H, CH),
7,65 (d, J=7,26 Hz, 2H, arom.),

1H NMR 7,51 -7,58 (m, 3H, arom.), 5,81 — 5,88
(m, 1H, CH), 5,19 (dd, J = 10,38; 1,23 Hz,
1H, CH2), 5,15 (dd, J = 17,22; 1,29 Hz,
1H, CH2), 4,65 (d, J = 5,28 Hz, 2H, CH>).
(150 MHz, DMSO-de) & 193,10; 166,55;

3C NMR 133,11; 130,98; 130,64; 129,48; 122,30;

117,81; 46,03.




Maseni spektar (6x)
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H NMR spektar (6x)
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13C NMR spektar (6x)
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3-alil-5-(3-fenilaliliden)-2-tioksotiazolidin-4-on (6y)

o /I//CHZ

— N
— s/§
S
Reaktanti Cimetaldehid (2 mmol) i 3-alilrodanin (2
mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 287,40 g/mol
Molekulska formula C15H13NOS:2
Temperatura taliSta 167 -172 °C
Boja kristala Tamnocrvena
R 0,91
LC/MS/MS m/z (M+) 288,05 (teor.)
(600 MHz, DMSO-d6) 7,71 (d, J = 6,84 Hz,
2H, CH), 7,56 (d, J=11,52 Hz, 1H, CH),
7,37-745 (m, 4H, arom.), 7,12 (q,
1H NMR J=11,52; 3,54; 11,64 Hz, 1H, arom.),

580-586 (m, 1H, CH), 518 (dd,
J=10,32; 1,02 Hz, 1H, CH2), 5,12 (dd,
J=17,22; 1,02Hz, 1H, CH2), 4,62 (d,
J = 5,22 Hz, 2H, CHa).

(150 MHz, DMSO-ds) 5 192,69; 165,92;
13C NMR 145,44; 135,49; 133,58; 130,30; 130,12;
129,03; 128,13; 123,61; 117,72; 45,92.




H NMR spektar (6y)
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13C NMR spektar (6y)
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3-amino-5-(4-hidroksi-3-metoksibenziliden)-2-tioksotiazolidin-4-on
(7a)

O

RSN

S

NH,

HO  OcCH;

3-metoksi-4-hidroksibenzaldehid

Reaktanti (1 mmol) i 3-aminorodanin (1 mmol)

Metoda pro¢iséavanija Ispran heksan : etanol (4 : 1), ispran

heksanom
Molekulska masa 282,34 g/mol
Molekulska formula C11H10N203S2
Temperatura talista 182 -185°C
Boja kristala Smeda
R 0,67
LC/MS/MS m/z (M-) 281,06

(600 MHz, DMSO-de) 6 10,17 (s, 1H, OH),
7,78 (s, 1H, CH), 7,22 (d, J = 2,04 Hz, 1H,
TH NMR arom.), 7,15 (dd, J=8,31; 2,03 Hz, 1H,
arom.), 6,96 (d, J= 8,25 Hz, 1H, arom.),
5,94 (s, 2H, NH2), 3,85 (s, 3H, OCH3).

(150 MHz, DMSO-ds) & 187,51; 164,23;
13C NMR 150,80; 148,62; 135,10; 125,92; 124,93;
116,89; 115,15; 56,13.
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H NMR spektar (7a)
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13C NMR spektar (7a)
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3-amino-5-(2,3-dihidroksibenziliden)-2-tioksotiazolidin-4-on (7b)

Reaktanti

2,3-dihidroksibenzaldehid (1 mmol) i 3-
aminorodanin (1 mmol)

Metoda procis¢avanja

Ispran heksan : etanol (4 : 1), ispran
heksanom

Molekulska masa 268,31 g/mol
Molekulska formula C10HsN203S2
Temperatura talista 296 — 299 °C

Boja kristala

Svijetlosmeda

R

0,61

LC/MSIMS m/z (M-)

268,00 (teor.)

H NMR

(600 MHz, DMSO-ds) 6 10,30 (s, 1H, OH),
8,07 (s, 1H, CH), 7,05-7,17 (m, 3H,
arom.).

13C NMR

(150 MHz, DMSO-ds) & 158,90; 145,01,
141,07; 138,09; 125,35; 125,54; 120,64;
118,46; 118,37.
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13C NMR spektar (7b)
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3-amino-5-(3-klorbenziliden)-2-tioksotiazolidin-4-on (7c)

O
_NH,
\ N
s—\
S
Cl
Reaktanti 3-k!orbenza|_deh|d (1 mmol) i 3-
aminorodanin (1 mmol)
Metoda progiséavanja Ispran heksan : etanol (4 : 1), ispran
heksanom
Molekulska masa 270,76 g/mol
Molekulska formula C10H7CIN20S:2
Temperatura talista 177 °C
Boja kristala Zuto-smeda
R 0,84; 0,78
LC/MS/MS m/z (M-) 269,30
(600 MHz, DMSO-ds) & 7,85 (s, 1H, CH),
H NMR 7,74 (s, 1H, arom.), 7,58 (s, 3H, arom.),

5,95 (s, 2H, NH2).

(150 MHz, DMSO-ds) & 187,51; 166,55;
13C NMR 135,04; 134,06; 131,50; 131,28; 130,50;
130,46; 128,32; 122,08.
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13C NMR spektar (7c)
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3-amino-5-(3-etoksi-2-hidroksibenziliden)-2-tioksotiazolidin-4-on (7d)

O

3-etoksisalicilaldehid (1 mmol) i 3-

Reaktanti aminorodanin (1 mmol)
Metoda prociSéavanja Prekristalizacija iz octene kiseline
Molekulska masa 296,37 g/mol
Molekulska formula C12H12N203S2
Temperatura talista 229 -233 °C
Boja kristala Smeda
R 0,81
LC/MS/MS m/z (M-) 296,03 (teor.)
(300 MHz, DMSO-de) 6 8,10 (s, 1H, CH),
1H NMR 7,27 (t, J = 3,78; 4,44 Hz, 3H, arom.), 4,17

(@, J=6,99 Hz, 2H, CHoCHs), 1,40 (t,
J = 6,96 Hz, 3H, CH2CHa).

3C NMR -




H NMR spektar (7d)
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3-amino-5-(3-metoksibenziliden)-2-tioksotiazolidin-4-on (7e)

O
_ NE NH,
5\
S
OCHs

S metoabenzatdend (1 )3
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 266,34 g/mol
Molekulska formula C11H10N202S2
Temperatura taliSta 180 - 184 °C
Boja kristala Svijetlosmeda
Rs 0,78
LC/MS/MS m/z (M+) 267,13

(600 MHz, DMSO-ds) & 7,82 (s, 1H, CH),
7,47 (t, J=8,16 Hz, 1H, arom.), 7,21 (d,

1H NMR J=192 Hz, 2H, arom.), 7,10 (dd,
J = 8,04; 1,80 Hz, 1H, arom.), 5,94 (s, 2H,
NHz), 3,82 (s, 3H, OCHs).

(150 MHz, DMSO-ds) & 187,65; 163,63;
13C NMR 132,23; 133,28; 130,60; 122,54; 120,58;
117,02; 115,81.
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H NMR spektar (7e)
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13C NMR spektar (7e)
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3-amino-5-(2-klorbenziliden)-2-tioksotiazolidin-4-on (7f)

O
S N-NH>
S\

Cl S
2 ororzadetid 1 o) i3
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 270,76 g/mol
Molekulska formula C10H7CIN20S:2
Temperatura talista 160 — 162 °C
Boja kristala Zuta
R 0,81
LC/MS/MS m/z (M+) 271,04

(600 MHz, DMSO-des) & 7,93 (s, 1H, CH),
1H NMR 7,66 —-7,67 (m, 1H, arom.), 7,59 - 7,60

(m, 1H, arom.), 7,53 — 7,55 (m, 2H, arom.),
5,93 (s, 2H, NH2).

(150 MHz, DMSO-ds) & 187,90; 163,44,
13C NMR 134,75; 132,33; 130,49, 129,56; 128,30;
127,81; 123,90.
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TH NMR spektar (7f)
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13C NMR spektar (7f)
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3-amino-5-(3-hidroksi-4-metoksibenziliden)-2-tioksotiazolidin-4-on

(79)
O
>~ “"N-NH2
s
S
H,CO
OH
. 3-hidroksi-4-metoksibenzaldehid

Reaktanti . : )

(1 mmol) i 3-aminorodanin (1 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 282,34 g/mol
Molekulska formula C11H10N203S2
Temperatura talista 192 - 197 °C
Boja kristala Smeda
R 0,65
LC/MS/MS m/z (M-) 281,12

(600 MHz, DMSO-ds) 6 9,59 (s, 1H, OH),

7,71 (s, 1H, CH), 7,17 (d, J = 8,28 Hz, 1H,
TH NMR arom.), 7,09 (t, J=8,34; 9,24 Hz, 2H,

arom.), 5,29 (s, 2H, NH2), 3,84 (s, 3H,

OCHa3).

(150 MHz, DMSO-ds) & 187,20; 163,59;
13C NMR 150,76; 147,12; 134,03; 125,68; 124,84;

116,56; 116,17; 112,54, 55,72.




Maseni spektar (7g)
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H NMR spektar (79)
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3C NMR spektar (7g)
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3-amino-5-(3,4-dihidroksibenziliden)-2-tioksotiazolidin-4-on (7h)

O

HO OH

3,4-dihidroksibenzaldehid (1 mmol) i 3-

Reaktanti aminorodanin (1 mmol)

Metoda pro¢iséavanija Ispran heksan : etanol (4 : 1), ispran

heksanom
Molekulska masa 268,31 g/mol
Molekulska formula C10HsN203S2
Temperatura taliSta 257 — 258 °C
Boja kristala Smeda
Rs 0,51
LC/MS/MS m/z (M-) 267,07

(600 MHz, DMSO-ds) & 9,78 (s, 1H, OH),
8,56 (s, 1H, OH), 7,66 (s, 1H, CH), 7,04 (d,
J=6,84Hz, 2H, arom.), 6,88 (d,
J =8,34 Hz, 1H, arom.), 5,88 (s, 2H, NH2).

H NMR

(150 MHz, DMSO-ds) & 187,04; 163,73;
3C NMR 149,58; 146,09; 134,52; 129,38; 124,40;
116,79; 116,49; 115,24.
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H NMR spektar (7h)
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13C NMR spektar (7h)
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3-amino-2-tiokso-5-(3,4,5-trimetoksibenzilidene)tiazolidin-4-on (7i)

o)
_NH
H,CO ¢ N7
S
H,CO S
OCHs

3,4,5-trimetoksibenzaldehid (1 mmol) i 3-

Reaktanti aminorodanin (1 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 326,39 g/mol
Molekulska formula C13H14N204S2
Temperatura taliSta 165 - 169 °C
Boja kristala Smeda
Rs 0,76
LC/MS/MS m/z (M+) 327,09
(600 MHz, DMSO-de) 6 7,80 (s, 1H, CH),
TH NMR 6,95 (s, 2H, arom.), 5,95 (s, 2H, NH), 3,85

(s, 6H, CHs, OCHs3), 3,75 (s, 3H, OCHp3).

(150 MHz, DMSO-ds) & 187,32; 163,22;
13C NMR 153,27; 140,03; 133,68; 128,38; 118,99;
108,04; 60,22; 56,04.
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13C NMR spektar (7i)
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3-amino-5-(3,5-dihidroksibenziliden)-2-tioksotiazolidin-4-on (7j)

O
HO (" NN
s
S
OH

3 ddolaberzait | na) 12
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 268,31 g/mol
Molekulska formula C10HsN203S2
Temperatura talista 253 - 257 °C
Boja kristala Smeda
R 0,43
LC/MS/MS m/z (M-) 267,07

(600 MHz, DMSO-ds) & 9,72 (s, 2H, OH),
TH NMR 7,63 (s, 1H, CH), 6,51 (s, 2H, arom.), 6,36

(s, 1H, arom.), 5,92 (s, 2H, NH2).

(150 MHz, DMSO-des) & 187,82; 163,62;
3C NMR 159,06; 134,41; 133,92; 119,83; 108,60;
105,52.
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TH NMR spektar (7))
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13C NMR spektar (7j)
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3-amino-5-(2,5-dimetoksibenziliden)-2-tioksotiazolidin-4-one (7k)

O
~NH
H,CO = N 2
S
OCH3 S

Reaktanti 2,5.—d|metok_3|benzaldeh|d (1 mmol)i 3-

aminorodanin (1 mmol)
Metoda prociS¢avanja Nije prociS¢avan
Molekulska masa 296,37 g/mol
Molekulska formula C12H12N203S2
Temperatura talista 156 — 158 °C
Boja kristala Narancasta
R 0,79; 0,74
LC/MS/MS m/z (M+) 297,13

(600 MHz, DMSO-ds) & 7,90 (s, 1H, CH),
1H NMR 7,11 (s, 2H, arom.), 6,94 (s, 1H, arom.),

5,93 (s, 2H, NH2), 3,86 (s, 3H, OCHs), 3,77

(s, 3H, OCHs3).

(150 MHz, DMSO-ds) & 187,96; 163,74,
3C NMR 153,21; 152,53; 128,57; 121,69; 120,49;

118,97; 114,37; 113,26; 56,07; 55,60.
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H NMR spektar (7k)
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13C NMR spektar (7k)
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113.2634 ——
114.3778 —

118.9711 ——
120.4998 ——
121.6942 —

128.5741 —

152.5307 —
153.2108 —

163.7413 —

187.9667 —
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3-amino-5-(3-brombenziliden)-2-tioksotiazolidin-4-on (71)

O
~¢~ “N-NH:
s~
S
Br
oromenzadenia (1 o) 12
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 315,21 g/mol
Molekulska formula C10H7BrN20S2
Temperatura talista 195-199 °C
Boja kristala Zuta
Rs 0,78
LC/MS/MS m/z (M-) 313,02

(600 MHz, DMSO-ds) 6 7,88 (s, 1H, CH),
7,84 (s, 1H, arom.), 7,71 (d, J = 7,86 Hz,

TH NMR 1H, arom.), 7,62 (d, J=7,68 Hz, 1H,
arom.), 7,52 (t, J=7,89 Hz, 1H, arom.),
5,94 (s, 2H, NH2).

(150 MHz, DMSO-des) & 187,50; 163,54,
3C NMR 135,30; 133,40; 133,50; 131,48; 131,45;
128,66; 122,55; 122,04.




Maseni spektar (71)
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TH NMR spektar (71)

5.947g ———————

7.5041
7.5172 M
7.5304 —

7.6148 ——
7.6276 —

7.7081 ——
7.7212 —

7.8428 —
7.8829 —

1.998

1.024

1.008

0.998

0.979
1.091
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13C NMR spektar (71)

39.0798 —
39.2241 —|
39.3674 —||

39,5093 —|
39.6509 —
39,7939 —/

39.9397 —

122.5564 —

128.6672 —

szmam||\1
131.4893
133.3567 —/—
133.4097 —/
135.3087 —
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3-amino-5-(4-fenoksibenziliden)-2-tioksotiazolidin-4-on (7m)

O

e

S

S

Reaktanti

3-fenoksialdehid (1 mmol) i 3-
aminorodanin (1 mmol)

Metoda procis¢avanja

Ispran etanolom

Molekulska masa 328,41 g/mol
Molekulska formula C16H12N202S2
Temperatura talista 111 °C

Boja kristala Smeda

Rs 0,86; 0,80
LC/MS/MS m/z (M-) 327,01

H NMR

(600 MHz, DMSO-de) 6 7,82 (s, 1H, CH),
7,55 (t, J=7,92 Hz, 1H, arom.), 7,44 (t,
J=786Hz, 2H, arom.), 7,39 (d,
J=17,68 Hz, 1H, arom.), 7,21 (t, J = 9,78;
7,32 Hz, 2H, arom.), 7,14 (dd, J = 8,22;
1,53 Hz, 1H, arom.), 7,08 (d, J = 7,86 Hz,
2H, arom.), 5,91 (s, 2H, NH2).

13C NMR

(150 MHz, DMSO-ds) & 187,49; 163,55;
157,60; 155,74; 134,77; 132,53; 131,19;
130,22; 125,27; 124,17; 121,20; 120,65;
119,58; 119,22.




Maseni spektar (7m)
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TH NMR spektar (7m)

5.9185 —

7.0772
7.0903 —|

7.1934 ——
7.2056 —7
7.2219 —/

7.3826 —
7.3954
7.4225 ——
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75503
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13C NMR spektar (7m)

39.1741 )
39.3169 —|
39.4582 —|
39.5995 —
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1252742
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3-amino-5-(2-metoksibenziliden)-2-tioksotiazolidin-4-on (7n)

O

=

OCH; S

NH,

Reaktanti

2-metoksibenzaldehid (1 mmol) i 3-
aminorodanin (1 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 266,34 g/mol
Molekulska formula C11H10N202S2
Temperatura taliSta 181 -184 °C
Boja kristala Zuto-smeda
Rs 0,83; 0,78
LC/MS/MS m/z (M+) 267,02

H NMR

(600 MHz, DMSO-ds) 6 7,97 (s, 1H, CH),
7,53 (t, J=7,80 Hz, 1H, arom.), 7,47 (d,
J=762Hz, 1H, arom.), 7,18 (d,
J=8,34Hz, 1H, arom.), 7,12 (i,
J=7,47 Hz, 1H, arom.), 5,93 (s, 2H, NH2),
3,92 (s, 3H, OCHs).

3C NMR

(150 MHz, DMSO-des) & 188,13; 163,81,
158,13; 133,31; 130,22; 128,55; 121,25;
120,13; 112,06; 55,78.




Maseni spektar (7n)
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H NMR spektar (7n)

3.9242 —

5.9328 —

7.9709 —
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13C NMR spektar (7n)

39.0864 —
39.2304 —|
39.3722 —
39.5132

39.6549 —
39.7973
39.9417 -

55.7844 —

112.0626 —

121.2548 —

128.5606
130.2223 ——

133.3184 —
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3-amino-5-(4-hidroksibenziliden)-2-tioksotiazolidin-4-on (70)

O
_ N/NH2
s
S
HO
sdkserzldon 1 mo) i3
Metoda procisc¢avanja Ispran etanolom
Molekulska masa 252,31 g/mol
Molekulska formula C10HsN202S2
Temperatura talista 262 — 264 °C
Boja kristala Smeda
Rs 0,66; 0,54
LC/MS/MS m/z (M-) 250,56
(600 MHz, DMSO-ds) 6 10,49 (s, 1H, OH),

1H NMR 7,77 (s, 1H, CH), 7,54 (d, J = 8,58 Hz, 2H,

arom.), 6,95 (d, J= 8,58 Hz, 2H, arom.),
5,93 (s, 2H, NH2).

(150 MHz, DMSO-ds) & 187,09; 163,77;
13C NMR 160,65; 134,13; 133,42; 124,03; 116,59;
115,54.




Maseni spektar (70)

MS_SCAN_44- 1 (0.2 MS2 ES-
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H NMR spektar (70)

5.9390 —

7.5323 ——
7.5466 —

7.7778 —

10.4979 —

1.999

2.365

1.807

1.308

0.816
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13C NMR spektar (70)

39.0679 —

39.2131 I.,_“

39.3551 \
39.4962 %
39.6380 —/

39.7801 —

116.5995 e
116.6463

124.0324 —

wa.awow
133.4870 ||ﬁn.H

134.1329 ~

160.6526 —
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3-amino-5-(4-nitrobenziliden)-2-tioksotiazolidin-4-on (7p)

O
_NH
— N
s\
S
O,N

Reaktanti 4-n.|trobenze}ldeh|d (1 mmol) i 3-

aminorodanin (1 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 281,31 g/mol
Molekulska formula C10H7N303S2
Temperatura talista 234 — 238 °C
Boja kristala Smeda
R 0,84; 0,74
LC/MS/MS m/z (M-) 280,95

(600 MHz, DMSO-ds) & 8,32 (d,
1H NMR J=8,64 Hz, 2H, arom.), 7,92 (s, 1H, CH),

7,88 (d, J=8,64 Hz, 2H, arom.), 5,94 (s,

2H, NH2).

(150 MHz, DMSO-ds) 6 187,48; 163,53;
3C NMR 147,61; 139,02; 131,51; 130,25; 124,64

124,33.




Masni spektar (7p)
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'H NMR spektar (7p)
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13C NMR spektar (7p)

39.2111 —
39.3536 —)
39.4948 —
39.6367 —
39.7782 —

124.3362 —

130.2547 ——
131.5141 —

135.0202 —
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3-amino-5-(4-brombenziliden)-2-tioksotiazolidin-4-on (7q)

O
S ;\
S
Br
Reaktanti 4-brombenz_alldeh|d (1 mmol) i 3-
aminorodanin (1 mmol)
Metoda procisc¢avanja Ispran etanolom
Molekulska masa 315,21 g/mol
Molekulska formula C10H7BrN20S2
Temperatura talista 227 — 229 °C
Boja kristala Svijetlosmeda
R 0,85; 0,79
LC/MS/MS m/z (M-) 312,96
(300 MHz, DMSO-ds) 6 7,83 (s, 1H, CH),
H NMR 7,76 (d, J = 8,52 Hz, 2H, arom.), 7,60 (d,
J=8,52 Hz, 2H, arom.), 5,95 (s, 2H, NH2).
13¢ NMR (150 MHz, DMSO-ds) 6 187,95; 164,15;

132,98; 132,91; 132,46; 125,13; 121,58.




Maseni spektar (7q)
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5.9535 —

7.5843 —
7.6127 ——

7.7485 —
7.7769 —
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H NMR spektar (7q)
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13C NMR spektar (7q)
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1329838 —/
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3-amino-5-(3-fluorbenziliden)-2-tioksotiazolidin-4-on (7r)

O

-4

S

~I

Reaktanti

3-fluorbenzaldehid (1 mmol) i 3-
aminorodanin (1 mmol)

Metoda procisc¢avanja

Ispran etanolom

Molekulska masa 254,30 g/mol
Molekulska formula C10H7FN20S2
Temperatura talista 169 — 171 °C
Boja kristala Smeda

Rs 0,85; 0,76
LC/MS/MS m/z (M-+MeOH) 285,99

H NMR

(600 MHz, DMSO-ds) 6 7,83 (s, 1H, CH),
7,59 (q, J=7,83; 6,36 Hz, 1H, arom.),
7,50 (d, J=9,96 Hz, 1H, arom.), 7,45 (d,
J=7,74Hz, 1H, arom.), 7,36 (ddd,
J=2,16; 8,52; 8,28 Hz, 1H, arom.), 5,93
(s, 2H, NH2).

13C NMR

(150 MHz, DMSO-ds) & 187,58; 131,71;
131,52; 126,13; 126,11; 117; 78; 117,64;
117,42; 117,27.




Maseni spektar (7r)
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TH NMR spektar (7r)

5.9184
5.9300 —=

7.3462 —
7.3568 —|
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= il
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7.4949 H\\l
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13C NMR spektar (7r)

39.0647 —
39.2081 —
39.3505 —|

39.4914 —|
39.6326
39.7751 —
39.9197

117.2742 —=
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117.7833 —
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3-amino-5-(2,4-dimetoksibenziliden)-2-tioksotiazolidin-4-on (7s)

O
S ;\
OCH3 S
H;CO
Reaktanti 2,4.-d|metok§|benzaldeh|d (1 mmol) i 3-
aminorodanin (1 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 282,34 g/mol
Molekulska formula C12H12N203S2
Temperatura talista 194 — 196 °C
Boja kristala Smeda
R 0,80
LC/MS/MS m/z (M-) 281,20
(600 MHz, DMSO-ds) 6 7,89 (s, 1H, CH),
7,38 (d, J=8,46 Hz, 1H, arom.), 6,69 (t,
TH NMR J=28,58; 10,98 Hz, 2H, arom.), 5,90 (s,
2H, NHz2), 3,90 (s, 3H, OCHs), 3,84 (s, 3H,
OCHs3).
(150 MHz, DMSO-ds) & 187,51; 163,94,
3C NMR 163,87; 160,09; 132,10; 128,86; 116,28;

114,32; 107,06; 98,61; 55,92; 55,76.




Maseni spektar (7s)
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H NMR spektar (7s)
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13C NMR spektar (7s)

39.0590 —
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39.6304 |U\|r
39.7733 —

39.8612
39.9191 -

55.7691 e
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3-amino-5-benziliden-2-tioksotiazolidin-4-on (7t)

O
~ “N-NH:
s
S
Reaktanti (B1err;]zril<)j|()ahid (1 mmol) i 3-aminorodanin
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 268,31 g/mol
Molekulska formula C10HsN20S2
Temperatura talista 199 — 201 °C
Boja kristala Smeda
Rs 0,84; 0,78
LC/MS/MS m/z (M-) 267,15
(600 MHz, DMSO-ds) 6 7,84 (s, 1H, CH),
'HNMR 751786 (m, 3H, arom), 5,93 (5, 21
NH2).
(150 MHz, DMSO-ds) & 187,71; 163,68;
3C NMR 133,31; 132,94; 130,99; 130,70; 129,48;

120,26.




Maseni spektar (7t)
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TH NMR spektar (7t)
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13C NMR spektar (7t)
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2-(5-(2,4-dihidroksibenziliden)-4-okso-2-tioksotiazolidin-3-il) octena
kiselina (8a)

@)
@)
— N
S/§ OH
oH °
HO
Reaktanti 2,4-dihidroksibenzaldehid (1 mmol) i 3-
karboksimetilrodanin (1 mmol)
Metoda prociS¢avanja Nije prociS¢avan
Molekulska masa 311,33 g/mol
Molekulska formula C12H9NOs5S2
Temperatura talista 237 - 239 °C
Boja kristala Smeda
R 0,24
LC/MS/MS m/z (M-) 310,16
(600 MHz, DMSO-ds) 6 10,92 (s, 1H, OH),
10,49 (s, 1H, OH), 7,94 (s, 1H, CH), 7,20
H NMR (d, J=9,24 Hz, 1H, arom.), 6,43 (q,
J=2,16; 3,42 Hz, 2H, arom.), 4,51 (s, 2H,
CH2).
(150 MHz, DMSO-ds) & 193,37; 167,25;
3C NMR 166,91; 162,92; 160,36; 131,42; 129,64,

115,19; 111,88; 108,88; 102,58; 46,13.




Maseni spektar (8a)
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H NMR spektar (8a)
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13C NMR spektar (8a)
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2-(5-(4-hidroksi-3-metoksibenziliden)-4-okso-2-tioksotiazolidin-3-il)

octena kiselina (8b)

HO

OCHj

Reaktanti

3-metoksi-4-hidroksibenzaldehid
(1 mmol) i 3-karboksimetilrodanin
(1 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 325,36 g/mol
Molekulska formula C13H11NOs5S2
253 -258 °C

Temperatura talista

(lit. 233 °C, Abusetta i sur., 2020)

Boja kristala

Zuta

R

0,60

LC/MS/MS m/z (M-)

324,22

H NMR

(600 MHz, DMSO-ds) 6 7,75 (s, 1H, CH),
7,21 (d, J=1,38 Hz, 1H, arom.), 7,14 (dd,
J=8,22; 1,59 Hz, 1H, arom.), 6,97 (d,
J=8,22 Hz, 1H, arom.), 4,57 (s, 2H, CH2),
3,84 (s, 3H, OCHs).

13C NMR

(150 MHz, DMSO-ds) & 192,99; 166,99;
166,62; 150,53; 148,16; 134,22; 125,34;
124,26; 117,69; 116,42; 114,58; 55,62;
46,26.




Maseni spektar (8b)
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H NMR spektar (8b)
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13C NMR spektar (8b)
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2-(5-(2,5-dihidroksibenziliden)-4-okso-2-tioksotiazolidin-3-il) octena
kiselina (8c)

HO OH °
Reaktanti 2,5—dihic_irok§ibenqudehid (1 mmol)i 3-
karboksimetilrodanin (1 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 311,33 g/mol
Molekulska formula C12H9NOsS2
Temperatura talista 222 — 224 °C
Boja kristala Crvena
Rs 0,40
LC/MS/MS m/z (M-) 311,17

(600 MHz, DMSO-ds) 6 10,38 (s, 1H, OH),
9,27 (s, 1H, OH), 7,95 (s, 1H, CH), 6,84 (d,
H NMR J=8,76 Hz, 1H, arom.), 6,80 (dd,
J=8,70; 2,52 Hz, 1H, arom.), 6,77 (d,
J=2,40 Hz, 1H, arom.), 4,54 (s, 2H, CH>).

(150 MHz, DMSO-ds) & 193,46; 167,06;
13C NMR 166,77; 151,26; 150,20; 128,69; 120,96;
119,95; 119,79; 117,35; 113,63; 46,44.




Maseni spektar (8c)
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H NMR spektar (8c)
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13C NMR spektar (8c)
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2-(5-(3-klorbenziliden)-4-okso-2-tioksotiazolidin-3-il) octena kiselina
(8d)

O
O

N
S/gs OH

Cl
Reaktanti 3-k|orbe'nzalldehid (.0’7 mmol) i 3-
karboksimetilrodanin (0,7 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 313,78 g/mol
Molekulska formula C12HsCINO3S2
Temperatura talista 180-183 °C
Boja kristala Tamnosmeda
Rs 0,77
LC/MS/MS m/z (M-) 312,18
(600 MHz, DMSO-ds) 6 7,85 (s, 1H, CH),
TH NMR 7,75 (s, 1H, arom.), 7,59 (s, 3H, arom.),

4,61 (s, 2H, CHa).

(150 MHz, DMSO-des) & 192,85; 166,96;
3C NMR 166,33; 135,02; 134,06; 131,53; 131,27;
130,53; 128,26; 123,98; 46,13.
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H NMR spektar (8d)
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13C NMR spektar (8d)
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2-(5-(3-hidroksi-4-metoksibenziliden)-4-okso-2-tioksotiazolidin-3-il)
octena kiselina (8e)

O
S&S OH
H5;CO OH
3-hidroksi-4-metoksibenzaldehid
Reaktanti (0,7 mmol) i 3-karboksimetilrodanin
(0,7 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 325,36 g/mol
Molekulska formula C13H11NOs5S2
Temperatura talista 200 - 205 °C
Boja kristala Smeda
Rs 0,59
LC/MS/MS m/z (M-) 324,09

(600 MHz, DMSO-ds) & 9,82 (s, 1H, OH),
7,70 (s, 1H, CH), 7,16 (d, J = 8,28 Hz, 1H,
arom.), 7,09 (d, J= 8,40 Hz, 2H, arom.),
4,56 (s, 2H, CH2), 3,84 (s, 3H, OCHs3).

H NMR

(150 MHz, DMSO-ds) & 193,11; 166,63;
13C NMR 150,76; 147,27; 133,79; 125,67; 124,42;
118,66; 116,35; 112,57; 46,36.




Maseni spektar (8e)
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H NMR spektar (8e)
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13C NMR spektar (8e)
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2-(5-(3,4-dihidroksibenziliden)-4-okso-2-tioksotiazolidin-3-il) octena
kiselina (8f)

3,4-dihidroksibenzaldehid (0,7 mmol) i 3-

Reaktanti karboksimetilrodanin (0,7 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 311,33 g/mol
Molekulska formula C12H9NOs5S2
Temperatura talista 255 -260 °C
Boja kristala Smeda
Rf 0,4
LC/MS/MS m/z (M-) 310,10
(600 MHz, DMSO-ds) 6 7,67 (s, 1H, CH),
1H NMR 7,04 (t, J = 4,32; 8,82 Hz, 2H, arom.), 6,91
(d, J=8,04 Hz, 1H, arom.), 4,57 (s, 2H,
CHa2).
(150 MHz, DMSO-ds) & 193,08; 167,34,
3C NMR 166,67; 149,92; 146,28; 134,36; 125,07;

124,21; 117,04; 116,58; 46,30.




Maseni spektar (8f)
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TH NMR spektar (8f)
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13C NMR spektar (8f)
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2-(4-okso-2-tiokso-5-(3,4,5-trimetoksibenziliden) tiazolidin-3-il) octena
kiselina (89g)

H3;CO S

HsCO  OCH,

3,4,5-trimetoksibenzaldehid (0,7 mmol) i

Reaktanti 3-karboksimetilrodanin (0,7 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 369,41 g/mol
Molekulska formula C15H15NQOsS2
Temperatura talista 139 - 142 °C
Boja kristala Smeda
Rs 0,71
LC/MS/MS m/z (M-) 368,14
(600 MHz, DMSO-ds) 6 7,84 (s, 1H, CH),
TH NMR 6,95 (s, 2H, arom.), 4,74 (s, 2H, CH2), 3,86

(s, 6H, OCH3), 3,75 (s, 3H, OCHa).

(150 MHz, DMSO-des) & 194,04; 167,23,
3C NMR 166,26; 153,29; 140,16; 134,28; 128,24;
120,63; 108,26; 60,23; 56,07; 44,99.
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MS_SCAN_58- 1 (0.251) MS2 ES-
100+ 368.14 1.89e6
336.95
336.78
327.11
326.93
326.80
. 308.90
2
394.99
309.06
322.89
369.02
320.81 369.15 396.12
316.97. 339.03
33518 ) 370.09
393.22 397.38
329.19] 153,95 376.96 384,78
306.95 : 284 15 392,97
|
I | | 34389 35320 371.23
]1 ‘ .ll HIN J | 346 97 3666 404 00 ‘ # }
| ' ' '
L LR TN | AL
| ) i |' il Ul 1‘& I, ¥ 1AL .Il l if l ll Hatl ].I. | i . A I A miz
305 310 315 320 325 330 335 340 345 350 355 360 2365 370 375 380 385 300 395




H NMR spektar (89)
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3C NMR spektar (8g)
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2-(5-(2,5-dimetoksibenziliden)-4-okso-2-tioksotiazolidin-3-il) octena

kiselina (8h)
O
O
N
H.CO S/§ OH
3 OCH, °

Reaktanti 2,5-dimetoksibenzaldehid (0,7 mmol) i 3-

karboksimetilrodanin (0,7 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 339,39 g/mol
Molekulska formula C14H13NOs5S2
Temperatura talista 170 -172 °C
Boja kristala Zuta
R 0,73
LC/MS/MS m/z (M-) 338,14

(600 MHz, DMSO-ds) & 7,91 (s, 1H, CH),
1H NMR 7,12 (s, 2H, arom.), 6,96 (s, 1H, arom.),

4,64 (s, 2H, CH2), 3,87 (s, 3H, OCHs3),

3,77 (s, 3H, OCH3).

(150 MHz, DMSO-ds) & 193,58; 167,15;
13¢ NMR 166,50; 153,52; 152,21; 128,83; 122,46;

121,65; 119,05; 114,34; 113,26; 56,06;
55,58; 45,71.
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H NMR spektar (8h)
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13C NMR spektar (8h)
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2-(5-(3-brombenziliden)-4-okso-2-tioksotiazolidin-3-il) octena kiselina

(8i)

Reaktanti

3-brombenzaldehid (0,7 mmol) i 3-
karboksimetilrodanin (0,7 mmol)

Metoda procisc¢avanja

Nije procis¢avan

Molekulska masa 358,23 g/mol
Molekulska formula C12HsBrNO3S2
Temperatura talista 176 — 180 °C
Boja kristala Svijetlosmeda
R 0,79
LC/MS/MS m/z (M-) 357,93

H NMR

(600 MHz, DMSO-ds) 6 7,89 (s, 1H, CH),
7,84 (s, 1H, arom.), 7,72 (d, J = 7,80 Hz,
1H, arom.), 7,63 (d, J=7,68 Hz, 1H,
arom.), 7,53 (t, J=7,83 Hz, 1H, arom.),
4,60 (s, 2H, CH2).

13C NMR

(150 MHz, DMSO-ds) & 192,84; 166,89;
166,32; 135,29; 133,42; 133,38; 131,458;
131,40; 128,56; 123,91; 122,56; 46,21.
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TH NMR spektar (8i)
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13C NMR spektar (8i)

39.0779 —
39.1316 —|
39.2201 —
39.3616 —|
39.5034
39.6449 —
39,7868 —/
39.8602 —
39.9320
39.9794
40.0209 —f
46,2157 —
53.1019
53,1302 —/—
53.1591 —/{
55.1018 —

mm.mwmo ul
mm.mmmH m_
66.9733 ~

122.5590 —
123.9719 ——

128.5862

131.3562
131.4401
131.4887
131.5888
133.3303
133.3814
133.4252
133.5054
135.2923

LLLL L__L__th ‘

166.3283 —=
166.8984 —

192.8423 —

190 180 170 160 150 140 130 120 110 100 20 80 70 60 50 40 30

PPM



2-(5-(2-metoksibenziliden)-4-okso-2-tioksotiazolidin-3-il) octena

kiselina (8j)
@)
N @)
- S/& OH
OCH; °
Reaktanti 2-metok_sibepzaldehid (0,7 mmol) i 3-
karboksimetilrodanin (0,7 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 309,36 g/mol
Molekulska formula C13H11NO4S2
Temperatura talista 208 - 211 °C
Boja kristala Smeda
R 0,78
LC/MS/MS m/z (M-) 308,21
(600 MHz, DMSO-de) 6 7,98 (s, 1H, CH),
7,54 (t, J=7,35Hz, 1H, arom.), 7,48 (d,
1H NMR J=750Hz, 1H, arom.), 7,18 (d,

J=8,34Hz, 1H, arom.), 7,13 (i,
J=7,50 Hz, 1H, arom.), 4,72 (s, 2H, CH2),
3,92 (s, 3H, OCHp3).

(150 MHz, DMSO-ds) & 193,76; 167,46;
13C NMR 166,27: 158,15; 133,50; 130,33; 129,23:
121,85; 121,27; 112,06; 55,77; 45,08.




Maseni spektar (8j)

100+

‘3[’0

MS_SCAN_B2- 1 (0.251)

259.05

264.16
265.10

263.97 26523

266.30
271.15

276.01281.43 283.32
27916

20327

11293.40

308.08

308.21 )

308.97

209.39

298.88

307.01

20434
99.76

310,04

336.95
337.07
336.82)
326.99
326.80
323.02
322,89
320,07 23590
31eet 33518 || [329.03

290

295

300

| |l
Lt LA

310

315

320

MS2 ES-
1.46e6




TH NMR spektar (8j)
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2-(5-(4-hidroksibenziliden)-4-okso-2-tioksotiazolidin-3-il) octena
kiselina (8k)

O
O

N
N S’&S OH

HO
Reaktanti 4-hidroksibenzaldehid (0,7 mmol) i 3-
karboksimetilrodanin (0,7 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 295,33 g/mol
Molekulska formula C12H9NO4S2
>300 °C
Temperatura talista (lit. >300°C, Kratky i sur., 2017; >300°C,
Zhou i sur., 2006 )
Boja kristala Smeda
R 0,60
LC/MS/MS m/z (M-) 294,22
(600 MHz, DMSO-ds) & 7,73 (s, 1H, CH),
H NMR 7,51 (d, J= 8,58 Hz, 2H, arom.), 6,95 (d,

J =8,58 Hz, 2H, arom.), 4,55 (s, 2H, CH2).

(150 MHz, DMSO-ds) & 193,06; 167,13;
13C NMR 166,71;161,06; 133,89; 133,28; 123,73;
117,44; 116,68; 46,41.
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13C NMR spektar (8k)
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2-(5-(4-metoksibenziliden)-4-okso-2-tioksotiazolidin-3-il) octena
kiselina (8I)

S
H5CO

Reaktanti 4-metok_sibepzaldehid (0,7 mmol) i 3-

karboksimetilrodanin (0,7 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 309,36 g/mol
Molekulska formula C13H11NO4S2
Temperatura talista 242 — 244 °C
Boja kristala Svijetlosmeda
R 0,78
LC/MS/MS m/z (M-) 308,90

(600 MHz, DMSO-de) 6 7,85 (s, 1H, CH),
1H NMR 7,65 (d, J= 8,76 Hz, 2H, arom.), 7,14 (d,

J =8,82 Hz, 2H, arom.), 4,73 (s, 2H, CH2),
3,85 (s, 3H, OCHs).

(150 MHz, DMSO-ds) & 193,06;167,29;
3C NMR 166,39; 161,73; 134,12; 133,08; 124,34;
118,43; 115,19; 55,59; 44,95.
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"H NMR spektar (8l)
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13C NMR spektar (8I)
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2-(5-(4-brombenziliden)-4-okso-2-tioksotiazolidin-3-il) octena kiselina
(8m)

O
O

N
S/&S OH

Br
Reaktanti 4-bromb'enz€aldehidl (0,7 mmol) i 3-
karboksimetilrodanin (0,7 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 358,23 g/mol
Molekulska formula C12HsBrNOsS2
Temperatura talista 228 — 231 °C
Boja kristala Smeda
Rs 0,79
LC/MS/MS m/z (M-) 356,99
(600 MHz, DMSO-ds) 6 7,86 (s, 1H, CH),
TH NMR 7,77 (d, J = 8,34 Hz, 2H, arom.), 7,62 (d,

J =8,40 Hz, 2H, arom.), 4,70 (s, 2H, CH2).

(150 MHz, DMSO-des) & 192,92; 166,32;
3C NMR 132,51; 132,42; 132,03; 124,80; 122,76;
45,38.
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H NMR spektar (8m)
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13C NMR spektar (8m)
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2-(5-(2,4-dimetoksibenziliden)-4-okso-2-tioksotiazolidin-3-il) octena

kiselina (8n)

H,CO

OCHj

Reaktanti

2,4-dimetoksibenzaldehid (0,7 mmol) i 3-
karboksimetilrodanin (0,7 mmol)

Metoda procisc¢avanja

Nije procCis¢avan

Molekulska masa 339,39 g/mol
Molekulska formula C14H13NOsS2
Temperatura talista 224 — 225 °C
Boja kristala Crvena

Rs 0,71
LC/MS/MS m/z (M-) 338,09

(600 MHz, DMSO-ds) & 7,91 (s, 1H, CH),
7,42 (d, J=8,58 Hz, 1H, arom.), 6,72 (,

TH NMR J=28,52; 11,04 Hz, 2H, arom.), 4,68 (s,
2H, CHz2), 3,92 (s, 3H, OCHz3), 3,86 (s, 3H,
OCHs3).
(150 MHz, DMSO-ds) & 193,55;167,30;
13C NMR 166,63; 164,05; 160,13; 132,18, 129,26;

118,12; 114,22; 107,10; 98,55; 55,93;
55,77, 45,25.
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H NMR spektar (8n)
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3C NMR spektar (8n)
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2-(5-benziliden-4-okso-2-tioksotiazolidin-3-il) octena kiselina (80)

S
. Benzaldehid (0,7 mmol) i 3-
Reaktanti karboksimetilrodanin (0,7 mmol)
Metoda procis¢avanja Ispran etanolom
Molekulska masa 279,33 g/mol
Molekulska formula C12HoNO3S2

217 -219°C

Temperatura talista
P (lit. 202 — 205 °C, Zhou i sur., 2006)

Boja kristala Smeda
Rs 0,72
LC/MS/MS m/z (M-) 278,02

(600 MHz, DMSO-ds) & 7,90 (s, 1H, CH),
768 (d, J=7,32Hz, 2H, arom.),

1
H NMR 7,54 -7,59 (m, 3H, arom.), 4,73 (s, 2H,
CHo2).
(150 MHz, DMSO-ds) & 193,25; 167,22;
13C NMR 166,34; 133,85; 132,80; 131,17; 130,72;

129,52; 121,88; 45,15.
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MS_SCAN_E7- 1 (D.251)
100+

%

230.14

235 240

243.05

258.99

248.91

249.03

25627
25508

245 250 255 260 265

265.04
65.29

271.09

l.l‘||
270 275 280 285 290 295 300

305 310 315

320

20327 326.99
326.86
29315
309.09 5,0 g8
30878 (
31123 32107
299.32 11684
278.02 :
204 28299 4% ‘
28325 (| 201.00 | n
57910 fl 20716 ||l | ‘ b ‘ ‘]” ‘ H
o LA ER AW A
l OL T U YR il ' T ﬂ LI i

MS2 ES-
2.89eb

337.07

2329
‘ 339.03

b ) ‘ 1 |

325 330 335




H NMR spektar (80)
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13C NMR spektar (80)
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2-(4-okso-5-(3-fenilaliliden)-2-tioksotiazolidin-3-il) octena kiselina (8p)

Reaktanti

Cimetaldehid (0,7 mmol) i 3-
karboksimetilrodanin (0,7 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 305,37
Molekulska formula C14H11NO3S2
Temperatura talista 189 - 194 °C
Boja kristala Smeda

Rs 0,73
LC/MS/MS m/z (M-) 304,11

H NMR

(600 MHz, DMSO-ds) & 7,73 (d,
J=7,08 Hz, 2H, CH), 7,61 (d,
J=11,46 Hz, 1H, CH), 7,41 — 7,46 (m, 5H,
arom.), 4,65 (s, 2H, CH>).

13C NMR

(150 MHz, DMSO-ds) & 195,08; 169,46;
167,95; 148,04; 137,66; 136,34; 131,17;
130,40; 125,77; 47,43.
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13C NMR spektar (8p)
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2-(5-((1H-indol-3-il)metilen)-4-okso-2-tioksotiazolidin-3-il) octena

kiselina (8q)
HO>//\ 0
° A
ST g7 T
/
N
H
Reaktanti Indol-3-karboksialdehid (0,7 mmol) i 3-
karboksimetilrodanin (0,7 mmol)
Metoda procisc¢avanja Prekristalizacija iz octene kiseline
Molekulska masa 318,37
Molekulska formula C14H10N203S2
Temperatura talista 213 -217 °C
Boja kristala Svijetlo smeda
R 0,55
LC/MS/MS m/z (M-) 317,03
(600 MHz, DMSO-ds) 12,54 (s, 1H, NH),
8,09 (s, 1H, CH), 7,96 (d, J = 7,86 Hz, 1H,
1 arom.), 7,89 (s, 1H,arom.), 7,52 (d,
H NMR J=798 Hz, 1H, arom.), 7,27 (t,
J=7,05Hz, 1H, arom.), 7,22 (t, J=7,77
Hz, 1H, arom.), 4,59 (s, 2H, CH2).
(150 MHz, DMSO-ds) & 192,20; 167,24;
13¢ NMR 166,31; 136,43; 130,59; 126,75; 126,18;

123,26; 121,46; 118,49; 114,43; 112,58;
111,03; 46,31.
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H NMR spektar (8q)
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13C NMR spektar (8q)
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5-(2-hidroksibenziliden) tiazolidin-2,4-dion (9a)

@)

BRSN

oH ©

Reaktanti

Salicilaldehid (2 mmol) i tiazolidindion
(2 mmol)

Metoda procisc¢avanja

Nije procis¢avan

Molekulska masa 221,23 g/mol
Molekulska formula C10H7NO3S
269 — 272 °C

Temperatura talista

(lit. 276 - 277 °C, Durai Ananda Kumar i
sur., 2015; 254 — 256 °C, Ha i sur., 2012)

Boja kristala

Zuta

R

0,64

LC/MS/MS m/z (M-)

220,01

H NMR

(600 MHz, DMSO-ds) 6 12,48 (s, 1H, NH),
10,48 (s, 1H, OH), 8,00 (s, 1H, CH), 7,30
(q, J=7,92; 9,84; 7,26 Hz, 2H, arom.),
6,93 (q, J=8,40; 9,48; 7,50 Hz, 2H,
arom.).

3C NMR

(150 MHz, DMSO-des) & 168,15; 167,50;
157,24; 132,20; 128,20; 126,27; 121,87;
119,64; 116,08.
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H NMR spektar (9a)
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13C NMR spektar (9a)
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5-(4-hidroksi-3-metoksibenziliden)tiazolidin-2,4-dion (9b)

O

IREN

O

HO  OcH,

Reaktanti

3-metoksi-4-hidroksibenzaldehid
(2 mmol) i tiazolidindion (2 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 251,26
Molekulska formula C11HoNO4S
199 - 201 °C

Temperatura talista

(lit. 194 — 195 °C, Durai Ananda Kumar i
sur., 2015; 109 — 110 °C, Xiong i sur.,

2011)
Boja kristala Zuta
Rt 0,63
LC/MS/MS m/z (M-) 250,06

(300 MHz, DMSO-ds) 6 11,98 (s, 1H, NH),
9,94 (s, 1H, OH), 7,71 (s, 1H, CH), 7,17 (d,
J=189Hz, 1H, arom.), 7,07 (dd,

1

HNMR J=8734: 1.89Hz 1H, arom.), 6,93 (d.
J=8,25Hz, 1H, arom.), 3,82 (s, 3H,
OCHs3).
(150 MHz, DMSO-ds) & 172,47; 168,52;

13C NMR 167,04; 149,89; 148,43, 130.06; 124.85;

124,59; 119,68; 116,71; 114,60.
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H NMR spektar (9b)
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13C NMR spektar (9b)
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5-(2,5-dihidroksibenziliden) tiazolidin-2,4-dion (9c)

HO

O

RSN

oH ©

Reaktanti

2,5-dihidroksibenzaldehid (2 mmol) i
tiazolidindion (2 mmol)

Metoda prociS¢avanja

Nije prociS¢avan

Molekulska masa 237,23 g/mol
Molekulska formula C10H7NO4S
Temperatura talista 194 — 198 °C
Boja kristala Tamnosmeda
Rs 0,58
LC/MS/MS m/z (M-+Na) 258,82

H NMR

(600 MHz, DMSO-ds) & 9,70 (s, 1H, OH),
7,61 (s, 1H, CH), 7,23 (d, J = 8,76 Hz, 1H,
arom.), 6,98 (s, 1H, arom.), 6,91 — 6,93
(dd, J = 8,22; 1,68; 2,40 Hz, 1H, arom.).

13C NMR

(150 MHz, DMSO-ds) & 153,98; 144,08;
132,23; 128,61; 120,04; 117,85; 116,75;
110,91.
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H NMR spektar (9c)
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13C NMR spektar (9c)
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5-(3-metoksibenziliden) tiazolidin-2,4-dion (9d)

O

RN

O

OCH,4

Reaktanti

3-metoksibenzaldehid (2 mmol) i
tiazolidindion (2 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 235,26 g/mol
Molekulska formula C11H9NO3S
Temperatura talista 194 - 197 °C
Boja kristala Bijela

Rs 0,74
LC/MS/MS m/z (M-) 233,99

H NMR

(300 MHz, DMSO-ds) 6 12,62 (s, 1H, NH),
7,76 (s, 1H, CH), 7,45 (t, J = 8,16 Hz, 1H,
arom.), 7,15 (d, J=6,45 Hz, 2H, arom.),
7,06 (dd, J=8,34; 1,89; 0,30 Hz, 1H,
arom.), 3,80 (s, 3H, OCHz3).

13C NMR

(150 MHz, DMSO-ds) & 168,28; 167,70;
160,08; 134,85; 132,21; 130,86; 122,36;
116,74; 115,76; 55,73.




Maseni spektar (9d)
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H NMR spektar (9d)
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13C NMR spektar (9d)

39,4189 —
39.7016 —|
39,9858 —|)

40.2675 |&m

40,5502 —

55.6234
55.7348 ——

115.6196
115.7688 VI
115.8598
116.7437 ___\I
116.8491 —
122.3634 —

124.3455 —

130.8692
130.9883 w.T
132.2139
132.3484 —//
134.8578 —/

160.0884 ——

167.7095 ——
168.2806 —

"~

ﬂ l N JL\.._..JJMJUL ot

150 140 130 120 110 100 S0 80 70 60 50 40

160

PPM



5-(3-hidroksi-4-metoksibenziliden) tiazolidin-2,4-dion (9e)

@)
S’§
O
H;CO
° OH

Reaktanti 3-hidroksi-4-metoksibenzaldehid

(2 mmol) i tiazolidindion (2 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 251,26 g/mol
Molekulska formula C11H9NO4S
Temperatura talista 254 - 257 °C

P (lit. 254 — 257 °C, Ha i sur., 2012)

Boja kristala Zuta
R 0,58
LC/MS/MS m/z (M-) 250,00

(600 MHz, DMSO-ds) 6 12,46 (s, 1H, NH),

9,47 (s, 1H, OH), 7,62 (s, 1H, CH), 7,06 (d,
TH NMR J=2,16 Hz, 2H, arom.), 7,00 (d,

J=156 Hz, 1H, arom.), 3,81 (s, 3H,

OCHs3).

(150 MHz, DMSO-ds) 6 168,03; 167,40;
3C NMR 149,99; 146,89; 132,24; 125,63; 123,45;

119,96; 115,84; 112,37; 55,63.
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H NMR spektar (9e)
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13C NMR spektar (9e)
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5-(3,4-dihidroksibenziliden) tiazolidin-2,4-dion (9f)

@)
S‘§
O
HO
OH
Reaktanti 3,4-dihidqusibenza|dehid (2 mmol) i
tiazolidindion (2 mmol)
Metoda procisc¢avanja Nije prociS¢avan
Molekulska masa 237,23 g/mol
Molekulska formula C10H7NO4S
Temperatura taliSta 270 -271°C
P (lit. 267 °C, Shelke i sur., 2011)
Boja kristala Smeda
R 0,35
LC/MS/MS m/z (M-) 236,01
(600 MHz, DMSO-ds) 6 12,42 (s, 1H, NH),
9,82 (s, 1H, OH), 9,44 (s, 1H, OH), 7,60 (s,
TH NMR 1H, CH), 6,99 (d, J = 1,98 Hz, 1H, arom.),
6,96 (q, J=8,28; 1,95 Hz, 1H, arom.),
6,87 (d, J = 8,22 Hz, 1H, arom.).
(150 MHz, DMSO-ds) & 168,15; 166,53;
3C NMR 148,57, 145,82; 132,63; 124,28; 123,89;

118,72; 116,37; 116,22.
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MS_SCAN_TZD12-_50 1 (0.251) MS2 ES-
1004 236.01 2.17e7

293 23
a?__
239.04
165.00 .
1 19693 248 93
209,04 2221'84 255].04 26206 SANI31125 | 31698 55504 33016
181.00 . .
212.00 ! 277.02 9713 |
ﬂ 193_%' 201.17 “ ' A | ﬁ | M |H|| 33727 | 34723
Db il
| bbb | A Lt

: m/z
150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350




TH NMR spektar (9f)
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13C NMR spektar (9f)
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5-(3,4,5-trimetoksibenziliden) tiazolidin-2,4-dion (9g)

O
S NH
H3CO s—\K
O
H5CO OCH,
245 mtokeberzadend 2 o)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 295,31 g/mol
Molekulska formula C13H13NOsS
Temperatura talista 1_72 — 174 °C :
(lit. 179 — 181 °C, Ha i sur., 2012)
Boja kristala Zuta
Rs 0,71
LC/MS/MS m/z (M-) 294,11
(600 MHz, DMSO-ds) & 12,59 (s, 1H, NH),
TH NMR 7,72 (s, 1H, CH), 6,88 (s, 2H, arom.), 3,80

(s, 6H, OCH3), 3,70 (s, 3H, OCHa).

(150 MHz, DMSO-ds) & 167,81; 167,20,
13C NMR 155,15; 139,35; 132,05; 128,49; 122,41;
107,48; 60,16; 55,96.
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H NMR spektar (99)
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3C NMR spektar (9g)
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5-(2,5-dimetoksibenziliden) tiazolidin-2,4-dion (9h)

O
S5 NH
H3CO s—§
OCH; O
Reaktanti 2,5—d!metqk5|benzaldeh|d (2 mmol) i
tiazolidindion (2 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 265,29 g/mol
Molekulska formula C12H11NO4S
220-223°C
Temperatura taliSta (lit. 210 — 212 °C, Durai Ananda Kumar i
sur., 2015)
Boja kristala Zuta
R 0,74
LC/MS/MS m/z (M-) 263,99
(600 MHz, DMSO-ds) 6 12,56 (s, 1H, NH),
1H NMR 7,90 (s, 1H, CH), 7,07 (t, J = 2,64 Hz, 2H,

arom.), 6,89 (d, J=2,40 Hz, 1H, arom.),
3,82 (s, 3H, OCHs3), 3,74 (s, 3H, OCHs).

(150 MHz, DMSO-ds) & 167,91; 167,28;
13C NMR 153,01; 152,36; 126,35; 123,79; 121,90;
117,57, 113,22; 113,00; 56,06: 55,47.
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H NMR spektar (9h)
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13C NMR spektar (9h)
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5-(3-brombenziliden) tiazolidin-2,4-dion (9i)

O
5—
O
Br
. 3-brombenzaldehid (2 mmol) i

Reaktanti tiazolidindion (2 mmol)
Metoda procis¢avanja Nije prociS¢avan
Molekulska masa 284,13 g/mol
Molekulska formula C10HeBrNO2S
Temperatura talista 210-212°C
Boja kristala Bijela
R 0,76
LC/MS/MS m/z (M-) 284,03

(300 MHz, DMSO-de) 6 12,69 (s, 1H, NH),
7,82 (t, J=1,56 Hz, 1H, arom.), 7,78 (s,

H NMR 1H, CH), 7,66 — 7,70 (m, 1H, arom.), 7,59
(d, J=7,86Hz, 1H, arom.), 7,50 (t,
J=7,82 Hz, 1H, arom.).

(150 MHz, DMSO-des) & 168,05; 167,68;
3C NMR 135,98; 133,31; 133,23; 131,79; 130,46;
128,55; 125,92; 122,90.




Maseni spektar (9i)
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TH NMR spektar (9i)
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13C NMR spektar (9i)
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5-(2-hidroksi-5-nitrobenziliden) tiazolidin-2,4-dion (9j)

O
OzN ~ NH
S
OH j«o

5-nitrosalicilaldehid (2 mmol) i

Reaktanti tiazolidindion (2 mmol)

Metoda procisc¢avanja Nije prociS¢avan

Molekulska masa 266,23 g/mol

Molekulska formula C10HsN205S

Temperatura taliSta 226 — 228 °C

Boja kristala Crvena

Rs 0,49

LC/MS/MS m/z (M-) 265,04
(600 MHz, DMSO-ds) 6 8,40 (s, 1H, OH),

1H NMR 8,17 (d, J = 2,82 Hz, 1H, arom.), 8,04 (dd,
J=9,24; 2,82 Hz, 1H, arom.), 7,85 (s, 1H,
arom.), 6,80 (d, J = 9,18 Hz, 1H, arom.).

13¢ NMR (150 MHz, DMSO-ds) 6 169,06; 127,19;

125,27;125,07; 121,01; 117,88.




Maseni spektar (9j)
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TH NMR spektar (9j)
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13C NMR spektar (9j)
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5-(2-metoksibenziliden) tiazolidin-2,4-dion (9k)

0

" “NH
S

OCH3\§O

2-metoksibenzaldehid (2 mmol) i

Reaktanti tiazolidindion (2 mmol)

Metoda procisc¢avanja Nije prociS¢avan

Molekulska masa 235,26 g/mol

Molekulska formula C11H9NO3S

Temperatura talista 240 - 241 °C

Boja kristala Zuta

R 0,82

LC/MS/MS m/z (M-) 233,84
(600 MHz, DMSO-ds) & 12,54 (s, 1H, NH),
7,95 (s, 1H, CH), 7,45-7,48 (m, 1H,

1H NMR arom.), 7,39 — 7,40 (dd, J = 7,74; 1,38 Hz,

1H, arom.), 7,14 (d, J=8,22 Hz, 1H,
arom.), 7,08 (t, J=7,53 Hz, 1H, arom.),
3,87 (s, 3H, OCH3).

(150 MHz, DMSO-ds) & 168,09; 167,41;
13C NMR 132,36; 128,52; 126,42; 123,43; 121,41,
120,90; 111,82; 55,73.
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H NMR spektar (9k)

3.8740 —

7.0853 |...,r
7.1342
7.1479 —=
7.3931 —,
7.3954 —
7.4060 —7—
7.4083 —/f
7.4688 —

7.9586 —

h_/ 3.000

—

= 1.966
— 1.919

e

S 0.838

[ 0.631

5.2 4.8 44 4.0

6.8 6.4 6.0 5.6

84 80 7.6 7.2

12.0 11.6 11.2 10.8 10.4 10.0 9.6 9.2 8.8

12.4

PPM 12.8



13C NMR spektar (9k)
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5-(3-hidroksibenziliden) tiazolidin-2,4-dion (91)

O

OH

3-hidroksibenzaldehid (2 mmol) i

Reaktanti tiazolidindion (2 mmol)

Metoda procisc¢avanja Nije prociS¢avan

Molekulska masa 221,23 g/mol

Molekulska formula C10H7NO3S
262 - 264 °C

Temperatura talista (lit. 246 — 248 °C, Durai Ananda Kumar i
sur., 2015)

Boja kristala Svijetlosmeda

R 0,64

LC/MS/MS m/z (M-+MeOH) 252,12

(300 MHz, DMSO-ds) 6 12,58 (s, 1H, NH),
9,82 (s, 1H, OH), 7,67 (s, 1H, CH), 7,31 (t,
J=789Hz, 1H, arom.), 7,01 (d,

1

H NMR J=7,89Hz, 1H, arom.), 6,96 (s, 1H,
arom.), 6,86 (dd, J=8,07; 1,76 Hz, 1H,
arom.).
(150 MHz, DMSO-ds) & 168,42; 167,80;

3C NMR 158,32; 134,65; 132,45, 130,83; 123,75;

121,78; 118,19; 116,37.




Maseni spektar (91)
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TH NMR spektar (91)
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13C NMR spektar (91)
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5-(4-hidroksibenziliden) tiazolidin-2,4-dion (9m)

O

U NH

s~

O

Reaktanti

4-hidroksibenzaldehid (2 mmol) i
tiazolidindion (2 mmol)

Metoda procisc¢avanja

Nije proCis¢avan

Molekulska masa 221,23 g/mol
Molekulska formula C10H7NO3S
296 — 297 °C

Temperatura taliSta

(lit. 280 — 281 °C, Durai Ananda Kumar i
sur., 2015; 299 °C, Ha i sur., 2012;

322 °C, Metwally i sur., 2011;

311 -313 °C, Yang i Yang, 2011)

Boja kristala

Zuta

R

0,62

LC/MS/MS m/z (M-)

220,11

H NMR

(600 MHz, DMSO-ds) 6 12,43 (s, 1H, NH),
10,30 (s, 1H, OH), 7,69 (s, 1H, CH), 7,45
(d, J=8,58 Hz, 2H, arom.), 6,91 (d,
J = 8,64 Hz, 2H, arom.).

3C NMR

(150 MHz, DMSO-ds) 5 168,05; 167,52;
159,84; 132,35; 132,24; 123,90; 118,97;
116,28.




Maseni spektar (9m)
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TH NMR spektar (9m)
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13C NMR spektar (9m)
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5-(4-(dimetilamino)benziliden) tiazolidin-2,4-dion (9n)

O
" 'NH
5~
H3C\l\\l o)
CH;

Reaktanti tazolindion @ mmol)
Metoda procisc¢avanja Ispran etanolom
Molekulska masa 248,30 g/mol
Molekulska formula C12H12N202S

286 — 289 °C
Tempersurs st (12427010, Doy seanes Kuer

2010)
Boja kristala Narancasta
R 0,77
LC/MS/MS m/z (M-) 247,02

(600 MHz, DMSO-ds) 6 12,31 (s, 1H, NH),
7,66 (s, 1H, CH), 7,43 (d, J = 9,00 Hz, 2H,
arom.), 6,82 (d, J=9,00 Hz, 2H, arom.),
3,01 (s, 6H, CHa).

H NMR

(150 MHz, DMSO-ds) & 168,15; 167,57;
13C NMR 151,39; 132,84; 132,08; 127,75; 119,79:
115,69; 111,99.




Maseni spektar (9n)
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H NMR spektar (9n)
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13C NMR spektar (9n)
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5-(4-(benziloksi)-2-hidroksibenziliden) tiazolidin-2,4-dion (90)

0
N
O & NH
OH\‘(
o)

4-(benziloksi) salicilaldehid (1 mmol) i

Reaktanti tiazolidindion (1 mmol)

Metoda procisc¢avanja Ispran etanolom

Molekulska masa 327,35 g/mol

Molekulska formula C17H13NO4S

Temperatura taliSta 184 - 188 °C

Boja kristala Tamnozuta

R 0,63

LC/MS/MS m/z (M-) 326,20
(600 MHz, DMSO-ds) 6 12,39 (s, 1H, NH),
10,54 (s, 1H, OH), 7,91 (s, 1H, CH), 7,44
(d, J=8,46Hz, 2H, arom), 7,40 (t,
J=7,47 Hz, 2H, arom.), 7,33 — 7,36 (m,

1

H NMR 1H, arom.), 7,28 (d, J=8,76 Hz, 1H,
arom.), 6,65 (dd, J=8,76; 2,46 Hz, 1H,
arom.), 6,57 (d, J=2,52 Hz, 1H, arom.),
5,11 (s, 2H, CH2).
(150 MHz, DMSO-ds) 6 161,08; 158,70;

13¢ NMR 136,57; 129,40; 128,44; 127,92; 127,69;

113,99; 106,85; 102,01; 69,28; 55,11;
53,13.
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H NMR spektar (90)
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13C NMR spektar (90)
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5-(3-fluorbenziliden) tiazolidin-2,4-dion (9p)

O

= NH

s

O

Reaktanti

3-fluorbenzaldehid (2 mmol) i
tiazolidindion (2 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 223,22 g/mol
Molekulska formula C10HsFNO2S
169 - 171 °C

Temperatura talista

(lit. 167 — 168 °C, Suni sur., 2016)

Boja kristala Bijela
R 0,78
LC/MS/MS m/z (M-) 222,31

H NMR

(600 MHz, DMSO-ds) 6 12,67 (s, 1H, NH),
7,78 (s, 1H, CH), 7,58 (q, J=7,98;
6,18 Hz, 1H, arom.), 7,44 (dd, J=9,96;
1,98 Hz, 1H, arom.), 7,42 (d, J = 7,92 Hz,
1H, arom.), 7,32 (ddd, J=2,16; 8,46;
8,70 Hz, 1H, arom.).

13C NMR

(150 MHz, DMSO-ds) & 167,54; 167,11;
163,03; 161,41; 135,35; 131,29; 130,31;
125,50; 119,97; 116,58.




Maseni spektar (9p)
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H NMR spektar (9p)
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13C NMR spektar (9p)
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5-(2,4-dimetoksibenziliden) tiazolidin-2,4-dion (9q)

@)

~" "NH
s
OCH; ©O
H,CO

Reaktanti

2,4-dimetoksibenzaldehid (2 mmol) i
tiazolidindion (2 mmol)

Metoda procisc¢avanja

Nije procCis¢avan

Molekulska masa 265,29 g/mol
Molekulska formula C12H11NO4S
Temperatura talista 2_51 —253°C ,
(lit. 254 — 255 °C, Ha i sur., 2012)
Boja kristala Zuta
Rs 0,77
LC/MS/MS m/z (M-) 264,16

(300 MHz, DMSO-ds) & 12,42 (s, 1H, NH),
7,90 (s, 1H, CH), 7,33 (d, J = 8,40 Hz, 1H,

TH NMR arom.), 6,69 (dd, J=11,61; 2,40 Hz, 2H,
arom.), 3,87 (s, 3H, OCHs), 3,82 (s, 3H,
OCHa).
(150 MHz, DMSO-ds) & 168,04; 163,52;
13C NMR 160,28; 130,52; 126,92; 120,34; 114,73;

106,74; 99,09; 56,38; 56,09.




Maseni spektar (9q)
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H NMR spektar (9q)
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13C NMR spektar (9q)
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5-benziliden tiazolidin-2,4-dion (9r)

O

Reaktanti

Benzaldehid (2 mmol) i tiazolidindion
(2 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 205,23 g/mol
Molekulska formula C10H7NO2S
251 -254 °C

Temperatura talista

(lit. 240 °C, Metwally i sur., 2011;
245 - 247 °C.Ynag i Yang, 2011)

Boja kristala Bijela
R 0,79
LC/MS/MS m/z (M-) 204,22

(300 MHz, DMSO-ds) & 12,62 (s, 1H, NH),

H NMR 7,80 (s, 1H, CH), 7,46 — 7,65 (m, 6H,
arom.).
(150 MHz, DMSO-des) & 168,33; 167,77,
3C NMR 133,49; 132,24; 130,87; 130,46; 129,77,

124,01.




Maseni spektar (9r)
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H NMR spektar (9r)
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13C NMR spektar (9r)
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5-((1H-indol-3-il)metilen) tiazolidin-2,4-dion (9s)

Reaktanti

Indol-3-karboksialdehid (2 mmol) i
tiazolidindion (2 mmol)

Metoda procis¢avanja

Nije prociS¢avan

Molekulska masa 244 .27 g/mol
Molekulska formula C12H8N202S
Temperatura talista > 300 °C
Boja kristala Zuta

Rs 0,66
LC/MS/MS m/z (M-) 243,05

H NMR

(600 MHz, DMSO-ds) 6 12,31 (s, 1H, NH),
12,12 (s, 1H, NH), 7,88 (d, J=7,86 Hz,
1H, arom.), 7,73 (d, J=2,76 Hz, 1H,
arom.), 7,51 (d, J=8,04 Hz, 1H, arom.),
7,25(t,J=7,44 Hz, 1H,arom.), 7,19 (t, J =
7,38 Hz, 1H, arom.).

13C NMR

(150 MHz, DMSO-ds) & 167,23; 136,16;
128,58; 126,75; 124,41; 123,02; 121,00;
118,29; 116,20; 112,36; 110,39.




Maseni spektar (9s)
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H NMR spektar (9s)
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13C NMR spektar (9s)
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