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Abstract

In this work , new of 5-amino-1,3,4-thiadiazole- 2-thiol derivatives were synthesized (Si-
S19), through the reaction of 5-amino-1,3,4-thiadiazole- 2-thiol with p-hydroxy acetophenone
to form azo dyes (S2), Chalcones were synthesized by reaction of compound (Sz2) with

different aromatic aldehyde(Ss-Ss). Compounds (S7-Si17) were finally synthesized by ring
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closure by hydrazine and some hydrazine derivatives . The newly synthesized compounds
were confirmed by FT-IR-spectra and H1-NMR, and they showed good agreement with the
proposed structures. Also the biological activity of some of the test compounds were

investigated in vitro, against some bacterial.

Key words: 5-amino-1,3,4-thiadiazole- 2-thiol , azo dyes, chalcones, ring quinary
chalcones.
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NMReady 60 Pro 60 MHz High Jleal aladiuly cunbalinall 55 5ll o)1) Gkl cilas s « KBF el il
. EUroEA 3000 C H N S G:all jaliall Jilas Slea 5 ¢ resolution 17.7 bit

5-amino-1,3,4-thiadiazole-2-thiol (10) (S2) Sl ypaal -1

Capal 5 padll (05 5503 5550 A 3lhae 5l (50MI) 8 2 3l \Sass i3 e (10gm , 0.1 mole) <l
el @y 5al e (CS2) 00 (0.14 Mole ) Capal s 45 4 500 gl 3 S (40 (BgM , 0.05 Mole) 43
sl (50mI ) Alua) s cadall 5 o5 Wany 5 7 3 gz el il o Al 33a) (40°C) 5,1 sa a2 8z 5l 35
Gl ) ey et jhaal sl ) 0 5S5 BaaBld 58 el ey ) 5IS 5 Haell Qe (e ) el il a5 3 )l s ade
Dleai¥ dn 3 J ) Cadall (g 4k e 5 25030 (el (e palaill el slall (e 43S ol N Qi g
. CoN3SzH3 4 jall dpalle iual 5l 0672, 4 siall duaill ¢ 230-232

N——N

S

1-{4-hydroxy-3-[(5-sulfanyl-1,3 4-thiadiazol-2-yl)diazenyl]phenyl}ethanone (1) (S2) S sall juiani 2
Sl b 5006 Sl 5 50l el (e e 15 (8 (S1) Sl 0+ (0,5 gm 0,0037 mole) 1
A Sl J sl il ¢ U Sl 8 il elall (30 (Je3) (o g2 seall 5 (00 (0,3 gM) e dsY)
O V1 (0-5 °C) Gustaall 5 ) pall da jo o Laliad) an paiasall el jaill 5 (oo 525 IS8 J ¥ Sl J sl
0.0037 <l ¢ dxuall jiius Sdels ao ) saal alill sleall 8 Jslaall & 5 655 bl aa mle Jlas 5S35
¢ il HSull 3 10% a5 saall 2S5 50 (e ((010) (B O st S5 a8 1L (1 (0,4gm mole)
) g ALY e LY amy s ol plaad) 8 o 55yl 5k S5 Gl Sl ) Aasall J glae Ciliay
95- Jlemai¥l a3 J Y e 45k ey il o e s ¢ Arpaal) (55 ST Al leall 8 de by Caai sad]

C1002N.S2Hg 4 jadl dapalle 3 (ysllle 85 4y siall 4ol 98
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(12) (Sg- Sg) s yall ypiani -3
3-(4-chlorophenyl)-1-{4-hydroxy-3-[(5-sulfanyl-1,3,4-thiadiazol-2-yl)diazenyl]phenyl }prop-2-en-1-one

psd pall 2uS g Ha 3 ga g3 A gaall Aile 5 Y DVl (e 232 e (Sp) S el (e 4gliie OY g 7 e
sl Qi oS (e g (eradalinal) @ yaall Aol 5y (pie b Baad g dall ey 2y J 55V (e (Je10) Gudes (do7) 2%
s 4l il ok plen b g & s 3l G sl Blae (o el a5 10NF 520l gl

4

R= 4-C1 .4-NO2 .2-NO2. 4-OH.

I S jall Ay adl) el B Gam co (1) do>

I (e sk ey ol U 305 i o il ko S50 10% <) 51 5 2]

Comp |R M.P (°C) | Yield Colour Recryst. | Molecular

. No. % Solvent formula

Ss3 4-Cl 173-175 60 Yellow Dark Ethanol C1702N4S2H11ClI

S4 4- 160-162 56 Yellow Ethanol C1704N5S2H11

NO2

Ss 2- 170-173 66 Yellow Ethanol C1704N5S2H11
NO2

Se 4-OH | 155-157 45 pale Yellow Ethanol C1703N4S2H12
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(13)(Sg-S7) S pall puani4
4-[5-(4-chlorophenyl)-1H-pyrazol-3-yl]-2-[(5-sulfanyl-1,3,4-thiadiazol-2-yl)diazenyl]phenol
(0.07ml , 43l Canal s lall J N (e (7 M) 8 (S7- S3)=S ol 3a( 0.2gm , 0.0007 mole)esd
gl dla s cublinall & o) Aol g el 3aal g all el jat o5 &5 (a5 80% ) sxed (= 0.001 mole)
A (o 43y sy ol 5 g VL ol a5 (sl Sl 855 Castall 3 o5 Bhr 52l

Al i pall iy 3 Gl A ity Caa (2) Jsta

Comp. |R M.P (°C) | Yield Colour Recryst. | Molecular formula
No. % Solvent

S7 4-Cl 278-280 66 pale Black | Ethanol | C170NsS2H11Cl

Ss 4-NO2 | 202-205 63 pale Black | Ethanol | C1703N7S2H11

So 2-NO2 | 233-235 56 Black Ethanol C1703N7SH11

(S13-S10 )biS yall ypani 5
4-[5-(4-chlorophenyl)-1-(2,4-dinitrophenyl)-1H-pyrazol-3-y1]-2-[(5-sulfanyl-1,3,4-thiadiazol-2-

yl)diazenyl]phenol

(0.09gm , 4 Caual s laall JsliY) (e (7 M) 2 (S7- S3)=Sall e( 0.2gm , 0.0007 mole) s
(uhbinall & jaall ddan) g (e b 334l g Jall el jad o o3 (e g (3 pua Jid 5 51U (6134-2 e 0.0007 mole)

Vol: 12 No:4 , October 2016 55 ISSN: 2222-8373



DIYALA JOURNAL FOR PURE SCIENCES

Al Glan g J gl -2-J 9L 4 3 1 sl -5 S pall A o) i) Adladl) 4y juudant

u.bﬁhuuj dana (Alaa Alld 3gan Al Cpbesn

e 4k el & ey VL Gl N due g o sSiall canl ) &85 cudd)l A &5 Bhr sad el sxda

(13) J sy
J932(3). A s yall 43y 3l Lol g3 ary (g
Comp. | R M.P (°C) | Yield Colour Recryst. | Molecular formula
No. % Solvent
S0 | 4-Cl 297-300 64 Red pale Ethanol C2305NeS2H11Cl
S11 4-NO2 | 175-178 54 Black Ethanol C2307NgSoH12
S12 2-NO2 | 235-238 57 Brown Ethanol C2307NoS2H12
Si13 | 4-OH 200-203 54 Brown-Yellow | Ethanol C2306NsS2H13

((S17-S14 Y=bS pal) juaali-6
4-[5-(4-chlorophenyl)-1-(4-nitrophenyl)-1H-pyrazol-3-ylI]-2-[(5-sulfanyl-1,3,4-thiadiazol-2-yl)diazenyl]phenol)-

(0.07gm 48 Capal 5 3laal) J 58N e (7 M) b (S7- S3) <Sall (2 (0,2gm , 0.0007 mole) s

(embalinall &l Aol o (e b Baal o el Gl a3 o a5 a5 ()2 Ja8 5530 1)L (5« 0.0007 mole)

e sl e b ol ey JAVL ol U ds 5 0 5 S) ol 1 B8y 5 bl 530 25 Bhr sl g el 32 La g
(13) J sy

HS,&j;LmR

R—4-C1 .4-NO2, 2-NO2, 4-OH ©

ooN
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el i pall iy 3 ) 520 (s con (4) st

Comp. | R M.P Yield | Colour Recryst. | Molecular formula
No. (°C) % Solvent

Sus | 4-Cl 173-175 60 Yallow pale | Ethanol C2303N7S2H13Cl

Sis 4- 193-195 40 Brown Ethanol C2305NgS2H13
NO2
Si6 2- 157-160 43 yallow Ethanol C2305NgS2H13
NO2
S17 4-OH 199-202 51 Drak yallow | Ethanol C2304N7S2H14
s s sl &l

Lall Ll L S e (E.COli) (o Aa_saal) LS (e g 551 SO e 5 puanall LS jall dlad (uld o
Osiis - fdga Y sy pan bl S Aapaldn Wl L Sl b (PS arrea ) (Staph aureas) « o<
2 & 95(45-50 °C) Aa o () By i g il 2ay g Aaiiall A< 50 Sladdad ows (Mueller Hintone agar)

AD28 211 5 51 ja da oy lail & 555 (25 M) G ddin Tl dass) 59 iy (25 M) Gk

liall I o)) (3aks (e ol 5S daval L0005 Do gall Ly S (e )55l O i 3 Al @ L)

(Nutrient Broth)Jiiud) sl JLSY) a5 e Jw 5 (Ao (g5 Hlial 4 sl Al s aieal) JEL Aol
Ly A s all Gl e (1 ml) 0.1 Cm3dei a3 (18-20 h) 3ad 35°C 3, pada pudau gl (jang
Normal ) alasinly cadis o5 (a5 (8 h) 324l 35 C% 42 uiias 5 (Nutrient Agar) claall (sazall HISY)
S dli as s jSal) Jual s ( saline

G saill e A glall ) 8 Al ey aled) il mulall il o gia —jlse ST hauy <
clalas) L o)l hau gl o ey o &A1 201 ) jaa o bl Ty 311~ A 3) 5 Cadsal)
Ll pabaie¥ 488y (15 — 20)s2al GLbY) <S5y ahall (8 dudlaia 3 gemn I g )58 (el LSl
IDLass o)) Gl 5 L pull
Al sl Jie (AU Cnde aladinly @l asliidie s Jy3bablall & paaall kel cliidall Jillaall juiaas o
Asliall ciliial s3a (e (11500 ppm « 2500 ppm ) 3. (e 3:S 53 « (DMSO)
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o Bk gy JSYI gl i Ayl Chandif a8 LSS gt 5 penaal) S pall Ll ) Gl
o ok Jslae (I ALaYL aal gl Galall 8 S e SO adl g T sl ) 4lllad Gl sl Jsladll
ol & e (19) Ael 18-20 33 37° C aie (L) (pand & (g 8 panall LS jally 4 jlial (b 5aY)

3ohuall aladiuly Jayfiil 2 gas (3halia

AE8U]) g geilidl)

selie dale 29 505 O s S 5 S AU pladindy 33 S sl 312 JYA e J5¥) Sl e Jgeanl) o
3¢ 05l sl (€50 1L g asi s Al 3l Je i (a8 e ()l 3 Baaall 53V flaal Gl (gacld
&8 el 3l paiant Qg agig Jall 23 gaasl 5-amino 1, 3, 4 thiadiazole-2-thiol — aasid
20 il g3l 0 5S8) J ghl) e Aaddioal) 520 ) Lol ¢ il sil) SIS il @lld g (0-5° C) 5,0 a sy oalisles
Y g0 AL elld 5 (e plS) (KRG Hhay ¢ SIall DS jo G jaan ¢ (1090) Ay p g geall 2S5 j1n gd
dpamdall an e W83 e (g ity A laleal¥) aa (Sp) S all- il g )Y (Sl S all (g 4 sbasia
Gt dadY) Glll 3ok oo s Gl LS Al s3a Cuadd o g seall S5 as %2 Jslae 2sass
Loja (DeSoall ol jaall ot dasY) Cida jelal 5 | Lgand andalinall 55530l o ) Galhal 5 ¢l yanll
3 pall haa 25 (1609) cm? die [abaial e a5 (S-H) 195 1l s ) o525 (26510m™) 2ie pabiaiial
(3344-2ic (e ja & sels LS (C-S) 5l as o2 5 (755) cm? vie 52l 4y aluaial 4e ja 5(C=N)
sl e abiaial o s (2) S jall o) jeall a4 Y1 o jelal 385 ¢ (NHp) 4o sana I 2 5233259) cm?
Lo 3 (1663) cm? gl G Lajay ¢ 45l (O-H) 3ma¥ Ll 255 ) 25e3 (3313) cm™
dalal 33l (C=C) 3_a¥) Jae ) 2525-(1576) cm? adl e Laja cashall ekl Gl ¢ (C=0)_pua!
oo Aalaie 5o (g (-N=N-) sa¥) hae (M 2ga3 (1444-cm? ) ) e Lojay duibe s )¥) 3l
em ™ ol e 3aill 4@ Galiale ada aga s (3)Sall o) yeal) cand AedVI ekl 8 ¢ (4D @)
2331 2 ga3 508l Ay 8 abiaial daja ) sels SIS 5 Andl V) (C=C) A 53 all 3 0a¥) Jan 23 51 3525 (1576)
pabaial o ja ) sedas 19 (1685) cm™ xie Jelai Al s¥) 3 el ge ddlaidd) (C=0) s SU de sana oo
3525 U (2676) cm? aie A pabaisl pia ) selas (OH)Ae sand 2523 025 (3097) cm™ a2 5 xie
s (1616) cm™ @y saaa Gabiaial a s (7)) S all ol jeal) cind 423 @ jelal 28 5(SH. ) de sanal
em™t ad) Gea (abiaial o ja & yeds LS (C=0) e gane haayi af cliid) Jaadlis (C=N) Ae sanse Jaad 3 ga
I 253 (1137) omTead) pada aaji 3,50 Aaa ks 09 (C-N) 3ma¥l dae 2355 ) 3525 (1326)
12.80 i (SH) 4e senal dualal add -3 N il uslalianall (555l (il Cish elal LS (N-N) 4o sans
A5l (C-H) e senal 40a1 4485 9.98 ppm 2ie (OH) 4e sanal5 12.50 ppm e (NH) 4e senal s ppm
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Ay Ciekl 5 (8,7.92,7.22,6.92) ppm a8 e Al s Y Bkl 4l ad & jeks LS 6,52 ppm i
Laa3li5 (C=N) e sane add 253 a5 (1610)  cmlenlas jis saa pabiaial o ja (10)S sall o) jeall ins
he 225 a3 (1334) cmt Gl e pabiaial pa Ceh LS (C=0) A sane il si b ol
. (N-N) 4e sanal 3523 (1130) cmisaall ava Lasa 333 jie 4a i ) sela s 19 (C-N) 302V

N——N

wl

(1)sSall o) paad) ciad dadY) Cilal 23 53 add Cpas (5) Jgaadlg

Characteristic bands of I.R. spectra (cm™*.KBr disk)

Com. No. | (N-H) (C=N) (C-S) | (5-H) (NH>)
cm? cm? cmt cmt cmt

. 3179 1610 755 2645 3253
3336

(S2-Sb) S jall o) paad) it dadY) Cillal 23 53 add Cpas (6) J9>

o
N——N g—CH=CH—®
e R o
Hs/< )—N=N© K N \(\)—CHS
s
" Hs’< )_N=N‘®
R=4-Cl .4-NO2 .2-NO2. 4-OH. s HO

Characteristic bands of FT.I'R. spectra (cm™.KBr disk)

Com R (C-H) | (C-H) | (C=0) [ (C=C) | (C=C) | (N=N) | (C-N) | v others
No Ar Al ar al

S| .l 3002 2996 | 1663 157 Y\ Va2 1512 | 1360 SH 2545
OH 3304

S3 4-Cl | 3052 2987 | 1687 1517 1574 1425 | 1323 (C-CI)852
OH 3094

S4 4- 3002 2918 | 1691 | 1519 1589 1427 1342 | (C-N)1344
NO2 OH 3109

Ss 2- 3050 2929 | 1685 | 1541 1574 1424 1334 | (C-N)1342
NO2 OH 3094

Se | 4-OH | 3050 3000 | 1668 | 1514 1581 1440 1344 | O-H 3450
0O-H 3200
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(S7-S17) S jall o) pand) it dadY) Cililal 33 55 add Cpas (7) J9>

R=4-C1, 4-NO2 , 2-NO2 , 4-OH

R*=H
e g

NO> NO,

Characteristic bands of FT.I'R. spectra (cm™.KBr disk)
Com| R [ (C-H) [(C-H) | (C=N) [ (C=C) [(C=C) [ (N=N) [ (N-N) v others
No Ar Al ar al
Sy 4-Cl 3058 2916 1616 1513 1585 1423 1137 (C-Cl) 824
N-H 3289
Ss 4- 2958 2926 1600 1492 1514 1445 1168 (C-N) 1381
NO2 N-H 3198
So 2- 3031 2922 1607 1516 1558 1442 1170 (C-N)1269
NO2 N-H 3277
S | 4-Cl | 2924 2900 1610 1516 1585 1425 1130 | (C-CI) 825
N-H 3278
Su 4- 3057 2922 1648 1510 1585 1408 1149 (C-N) 1332
NO2 N-H 3326
S 2- 3103 2925 1609 1524 1585 1417 1134 (C-N) 1326
NO2 N-H 3362
S13 4- 3091 2920 1615 1510 1590 1417 1134 (O-H) 3444
OH N-H 3335
Su | 4-Cl 2944 2920 1655 1495 1591 1423 1170 (C-CI) 836
(N-H) 3320
Sis 4- 3022 2904 1651 1528 1594 1438 1167 (N-H) 3307
NO2 (O-H) 3120
Si6 2- 3085 2916 1648 1526 1594 1500 1167 (N-H) 3301
NO2 (O-H) 3169
Si7 4- 3000 2904 1651 1522 1588 1420 1180 | (O-H) 3403
OH (N-H) 3245
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d5aa Bady (e

A B Gl & e dland) qacadl) @ gl i B pudanal) S jal) glrad C H NS e a3 (8) Jga

Comp Lk [
no %C %H %N %S %C %H %N %S
S2 42.85 2.88 19.99 22.87 42.21 2.67 20.07 23.45
S3 50.68 2.75 13.91 15.92 50.05 2.77 14.99 15.55

8 pudanal) LS yal) Gand Ao ol galal) Alladly
Biological activity of some synthesized compounds
L sl 5 LA Ly S e ) o0l 3 (e diil pall sda 88 yucanall LS el e ae il A 0 s

A (e Smb (al 1) e e o Ll 3 ¢ alall Jladl 8 Lgiean Y | ki ail jall oda < yos) 385 Al
8l LS all G () (9) saadl (8 il i, Aadall Ailassl) ol seall 5 4 gaall labiaall Lt slie danla
) % s (2500,1500ppm) S jall (e Adlida 380 55 aladtuls Alaatoall b S aia Japdil) e 5 )08 el
(e layits el 35 mm () (ulie Jai ks J8) 8mim) (o daadil) 5 il la

No Comp. Code Conc Staph E.coli Pseudo.
(ppm) .aureues aurogeuosa
1 2 1B 1500 29mm 30mm 30mm
1, 2500 32mm 32mm 17mm
2 3 2B 1500 20mm 14mm 12mm
2, 2500 22mm 16mm 35mm
3 17 3B 1500 33mm 22mm 22mm
3, 2500 34mm 18mm 20mm
4 11 4B 1500 21mm 8mm 18mm
4, 2500 25mm 14mm 22mm
5 9 5B 1500 24mm 16mm 13mm
5, 2500 25mm 11mm 11mm
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5
i
NH,-NH-C-NH,

v | £m
e i =
FEE
N——~N

=
)%
\;._

o

ja

g
EEZT
EHEE
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2015/11/23 09:27:43+0700

Nucleus: H

Solvent: DMSO-d6

TX Frequency: 60.04 MHz

Scans: 16

Time Per Scan: 26.1 sec

Spectral Width: 12 ppm

Dwell Time: 0.34 uS

Digital Resolution: 0.03 Hz

NPoints (Complex): 4096

ZeroFilling: 7

Apodization: 0.10

Receiver Gain: 27

Pulse Width: 20,0 us
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