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BC-NMR Carbon nuclear magnetic resonance
'H-NMR Proton nuclear magnetic resonance
FT-IR Fourier-transform infared
DMSO Dimethyl sulfoxide
M.P Melting point
EtOH Ethaol
TLC Thin layerchromatograph
°C Degree Celsius
Ar Aromatic ring
Cm Centimeter
G Gram
Ppm Parts per million
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HO OH
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NH

N-NH 3,3-bis(4-hydroxyphenyl)indolin-2-one Anticancer

1-(4-(4-((4-(2-(6-chloronaphthalen-1-yl)hydrazinyl)phenoxy)methyl)-1H-

1,2,3-triazol-1-yl)butyl)-3-hydroxyindolin-2-one
Antimalarial

(2)-1-((1-isopentyl-1H-benzo[d]imidazol-2-yl)methyl)-3-
(methoxyimino)indolin-2-one Antivirus
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Hetero cyclic compounds — dwilaiall ,& ddlal) il yall, ), Y
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hydroFuran Pyrrolidine
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1. N-Alkylation
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3. Chlorination
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8. Reduction
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10. Oxidation
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Melting point lgai) da o (uld ) ), ¥
& Melting point SMP 10 Jles aladiuls 5 pasall GlS jall JleaiVl cla jy (el &
ol Analafp shall 408/ Lol a1l yside

Infrared spectrometry sl aadl ciad dadl) (uld, ¥ 4, ¥
(Perkin Jles plasinly Gl cy jal s KBr el 81 JS& e daadindl o sall jpcan o
L Arala/a glall A/ e Lkl and & yiida A (Elmer Spectrum 65 FT-IR Spectromter

(*H-NMR-"C-NMR)  ¢528h 5 ¢s 5 g all uuhaliiall (g 9530 i) ciildaa Y0¥
Nuclear Magnetic Resonance Spectrometer *H-NMR and *C-NMR

Jldxala 4300 MHZ 225 (Bruker DMX-500 NMR Spectrometer) Slex alaiiul
O O e s A VARIAN (499.67 MHZ) e s 020Y) (o4 <l
Thin Layer Chromatography (TLC) cukd €. ¥

Jav ddlas (Yo XY 0) (ulia Lisa g1 215l aladindy (TLC) 488 )1 daudall Wil e sila s S o) yal o
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Chemical materials 4aiioall 4yiliasl) 3l gal) ¥, ¥

LS yall gpdand b dasiioial) Apilaassll 3 gall Cp (1.7) Joaad)

NO. |||Chemicals Chemical Supplied from |||Purity %

farmula
1 2-amino-2-thiozoline |||C3HeN,S Aldrich 97%
2 4-dimethylamino CoH11NO Aldrich 99%
benzaldehyde

3 4-Hydroxy bezaldehe |[|C;H¢O, Fluka 97%

4 4-nitro benzaldehyde ||/C;HsNO; Aldrich 98%

5 Benzene CeHs United kingdom ||(99.77%

6 Carbon disulphate CS, OMA 95%

7 Carbon tetrachloride CCla4 OMA 0%

8 Chloro acetyl chloride |||C,H,CI,O Aldrich 99%

9 Ethanol absolute C,H¢O OMA 99.99%

10 Glacial acetic acid CH3;COOH OMA 95%

11 Hexane CeH1a BDH 99%

12 Hydrazine hydrate NH,NH, Fluka 80%

13 Hydrochloric acid HCI OMA 95%

14 Isatin CsHsNO, Aldrich 99%

15 Phthalic anhydride CsH.03 Mareck 99.8%

16 Potassium hydroxide |||KOH Aldrich 14%

17 Triethylamine N-(CH, CHg);3 Fluka 99%
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Synthetic method of compounds <bs sl jucasd 3 ¥ ¥
(S1) Jo¥) @Sall judaas 3 YLY

4l Canal 5 GBllaall J Y)Y e (15 ml) 2 Isatin ¢« (0. 88 gm ,0.005 mole ) <
JsEY) e (15 ml) & 412l 2-amino-2-thiazoline ¢« (0.51 gm ,0.005 mole )
gada (e(@ihi 2-3) 4l Canals Ve ml A 5 B2 (B el s A lhadll
oo Jelill dajlia o5 cilelu Vv 3241 (80-75 °C) 30 Aa 3 (A ) dea & oo lil) ellal)
i 3aal g 3all 3 Jeléll) olgiil 2y 5 (3:1 ethyl acetate: hexane) alasivls TLC Gk

Y] J e aladinls 45 5 sh e ) g o oSiall sl ) sy g dela
[AV] Js¥) o 243 sh Qe TS0

(Sp) Sall jpaas, ¥ ¥, ¥

(30 MI) (8 o sels gall 205 38 (40 (1.11 gm, 0.002 mole) 2y caai j28ll (g jila (3590 A
S all (12 (0.46 gm ,0.002 mole ) 4l canaly ol e & Jslaall 25 &8 J 5EY) (e
& CS; = (10 ml, 0.01 mole Yamiul) ) chsaly | (383 33a) einaal) Sl ol oo Sy
o= (5 ml,0.02 mole) 4l Carial & ydiaall 5 ) ja da jo (A Clels 0 3aa] jaiusall ey jaill
Yehins TLC  Gasb oo Jeliilll daglie atcile b € 5aal g dall daa s % Av el (331 gl
oada e Gkl Al el Jal Jeldll elgml amy Yi)ethylacetate:hexane)
O paldill jhial elall (e 4paSy e a5 O Sl Gl )l =l &5 Cadall @y 6lS 5 sl
CAY] DAY culda pladinly 45 ) sk e ) g ¢ sSiall il aas ¢ 230 31 aalall
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(S3-S5) i 201 g8 jpuai ¥ ¥ ¥

A grall Glaleal¥l e (0.001 mole) g« Sy S ) (10 (1.39gm , 0.001 mole) <
4-dimethyl , 4-Hydroxy benzaldehyde< 4-Nitro  benzaldehyde)
oada e (Qlkd oY) ddlaal ae Gllaall J5AY) e (25 mI) 4 (aminobenzaldehyde
o Jelidll dajlie 235 (78° C) 5u)ya dapd 8 delu 16-) £ 5aal g jall dea | alil) Gl
i el Jelall oleml o U a5 (311 ethyl acetate: hexane) alaich TLC Gk

3] i€ Gl saall aa 43 sl Bale ) Ca g cansl 1) an 5 el
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(Se-S7) kS yall ypuaas ¥, ¥

Osc—HOsc—H

Nere

OHH30’N\CH3

20 44031 (0.002 mole ) (Ss-Sg) i e 8 Jelis A (s (Sg-S7) S yall jpumni
(12-15 hours) 82al g sall deaay ¢ bl 3 )26l (40 (0.002 Mole ) ae Sladl G 33l (e ml
(3:1 ethyl a3l TLC Geob oo Jelill cletil o Sl 235 80 °C 30a da s b
ki) oLl ol Sl Juat g e dall iy Laday ol alea 8 Jslaall 3 38 o3 acetate hexane)

[30] comsbial) Cadal) e 4yl bale ) Cadi 5 i
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(Sg) Sl ypaand o ¥ ¥

(1.02 gm, 0.01 = 2-Mercoptobenzathizole (2.5 gm, 0.01 mole ) (= z % 2a
&5 (10-12 hours) s2al Js6¥) (e (25 ml) & &l 2-amino-2-thiazoline ¢« mole)
Dot Aaih 25 Gl U alia ) A A8 5 s et DDA (e Jeliil) Eupan e JY i)
) e Jsmall ) 53 el ) il elal) ila) e Lase Lot ada sy H,S e

3717 liall el e ¢ sSall cansd )l 5 ) sk sake | Caa

Sy QS al) jpaad 1 ¥ Y

&= (50 ml) * (0.004 mole )triethylamine g« (Sg) <—S_ll (3« (0.004 mole ) <«
3_kad 3 ylad o 3l (e (25 M) (A Il &, o il 555K (0.004 mole ) —aal 5 o il
s da 4 whline o e danl g el e o3 Jelall e ) A5ds (74 sl
TLC  alaiuly Jelddll 4alie o3 (10 hours) 33 el aaa & (5 hours) 32l sl
Culiall el a4k el il Jll aan g el 20 &3 (3:1 ethyl acetate hexane)

[3Y]
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(Sio) wSall pani,y ¥, ¥

Al Canal 5 Blladll J g8 06 (25 M) (A (Sg) =Sl (= (0.4 gm, 0.001 mole ) <
Aalia 35, (7 hours) el gl axia 9pA s Sl cplnedl e (0.15,0.003 mole )
s Jolaall 25 cuddll A (3:1 ethyl acetate hexane) TLC — Guyb oo Jelddl

C[AA] JSEY) e 4l sl ve ) g sl )

(S11-Spg) i 300 g8 Cliidia yuaand AYY

4l g )Y Glaleal¥) e (0.001 mole) = (Sig) <SSl 3+(0.35 gm, 0.001 mole) z =
bl @)’A\ dria g @ld\ SR aala e il ylad 1Y) Gllaa J sl (10 ml) ‘;m'ayul\
[‘\‘1] Crlial) Cudall e ad ) ob e ) g cal ) jdjh..d\ J).te..t (10 12 hours)

(814-816) QL}S)A\ oMl vy

4J241(0.0001 mole) (S11-Sis) il 2e) # Jelii IS o (S14-Spp) SLSsall ypani o
( Phthalic anhydride ) <ldtall & 533l (2 (0.0001 mole) ae <aladl o 5l (0 20 ml 4
cudall (e 48y ol el gl Yl Y cudall A & (12-15 hours) Bl G—U"M da o

'f-:-"{? '?f.-':
a”
431 }"(
J.\, / Y

oy
»“a
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{(S1-S16) (3o S Hall 4y 3adl) (al &l (s Ca (Y.1) Jsaadl 5 [V 0 0] lidll
sl paall cad daddU Al Jadail) aladicly 3 pdaaall 4y gdand) b pall sl padl) g W
FTIR

FTIR el seall i dai3 Jadall Jidaill (3 jla (e LS 3 juanall 4y guinall LS all 5385 o5
& bpanall LS jall e 00 mo/L eSS kil Stock solution dallse juiasd o5 Cus
= Laddd das e (g pime S e JS haually 0,025 gm 030 50 ml Axs e (30
e Sy gumaall o3l Jlaall (35 5, Aadlall

Aol ARl A 33 5 sune S o IS (0 8 e Jaall Jslae pumai o

: B dlaal) fnie Jullae juant )£

v ALl Cigadl g 5, Sl LS el Jllaal o Alide )5 jumad
JEEYL A 5o B plaall Clinia 5 A5 aall 4y suanll LS 5all (5-50) mg/L 5:S1 55 Sl s
L(FEY )




and) ¢ 3ad)

Glll) Juadl)

(S1-Sp7) s all Al 3l el s 22y (¥.3) s

' Com.No ||| MP.(C) |[| Color ||| Yield ||| Rec.solvent |
S; 107-109 Dark brown AT Ethanol
S, ||[270-272 ||| Brown ||| 4¢ ||| Ethanol |
| Sy ||| 145-147 ||| Black ||| 96 ||| Ethanol |
| S, ||| 251-253 ||| Brown ||| 71 ||| Ethanol |
Ss 244-246 Dark brown 93 Ethanol
| S¢ ||| 177179 ||| Black ||| 72 ||| Dioxane |
S; 120-122 reddish 72.5 Dioxane
brown
Ss 180-182 light yellow 93 Ethanol
| S¢ ||| 165-167 ||| Red ||| 94 ||| Benzene |
S1o 157-159 light yellow 78 Ethanol
| Su; ||| 165-167 ||| Orange ||| 97 ||| Ethanol |
Si; 160-162 ||| Light yellow 97 Ethanol
| Siz ||| 141143 ||| Red ||| 92 ||| Ethanol |
Sis 142-144 Dark yellow 67 Dioxane
Sis 155-157 ||| Light yellow 80 Dioxane
| Sy ||| 133135 ||| Red ||| 66 ||| Dioxane
D
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Gl Juadl)

5 danall il jall bl anad) g bl G S cp (Y950

Com. chemical structure Scientific name
No
S N
1 N_(}
/ o (2)-3-((4,5-dihydrothiazol-2-yl)imino)indolin-2-
N (one
H
S N
2 ];I—(}
(2)-3-((4,5-dihydrothiazol-2-yl)imino) -2-
N © oxoindoline-1-carbothiohydrazide)
S=é—NHNH2
S3 171’>
1;1 S (2)-3-((4,5-dihydrothiazol-2-yl)imino)-N-((E)-4-
hydroxybenzylidene -2-oxoindoline-1-
carbothiohydrazide)
S, N’> ((2)-3-((4,5-dihydrothiazol-2-yl)imino)-N-((E)-4-
N /s nitrobenzylidene -2-oxoindoline-1-
/ carbothiohydrazide)
0
b
S:C—NHNZCONoz
H
S 171’>
If S (2)-3-((4,5-dihydrothiazol-2-yl)imino)-N-((E)-4-
o (dimethylamino) benzylidene) -2-oxoindoline-1-
N cH, carbothiohydrazide)
S=C—Nm:c@N\
H CH,
Se Z)-3-((4,5-dihydrothiazol-2-yl)imino)-N-)

L)
N/

(o
YH
S:C—N—N—C\ OH

O O

~
2

o

(3-(4-hydroxyphenyl)-1,5-dioxo-1,5-
dihydrobenzo[e][1,3]oxazepin-4(3H)-yl)-
2-oxoindoline-1-carbothioamide

.(
)

:/34 \J@

‘d,.‘\, / e

wﬂ W




Y et LH

and) ¢ 3ad)
S; Ij’> Z)-3-((4,5-dihydrothiazol-2-yl)imino)-N-)
s (3-(4-(dimethylamino)phenyl)-1,5-dioxo-
0 1,5-dihydrobenzo[e][1,3]oxazepin-4(3H)-
N cH; || [yl)-2-o0xoindoline-1-carbothioamide
o=t ™[
O \O \CH3
0]
Ss N-(4,5-dihydrothiazol-2-yl)benzo[d]thiazol-2-

amine

So N, N N-(benzo[d]thiazol-2-yl)-2-chloro-N-(4,5-
Lo dihydrothiazol-2-yl)acetamide
CH,CI
Sio N-(benzo[d]thiazol-2-yl)-N-(4,5-dihydrothiazol-
©[3\>—N—</ j 2-yl)-2-hydrazinylacetamide
0=C_
“CH,NHNH,
S E)-N-(benzo[d]thiazol-2-yl)-N-(4,5-)
\>> k/> dihydrothiazol-2-yl)-2-(2-(4-
g < > nitrobenzylidene)hydrazinyl)acetamide
Si, E)-N-(benzo[d]thiazol-2-yl)-N-(4,5-)
CES o dihydrothiazol-2-yl)-2-(2-(4-
c—ondim— °O°" hydroxybenzylidene)hydrazinyl)acetamide
Si3 ©[ \ E)-N-(benzo[d]thiazol-2-yl)-N-(4,5-)
SO% CJ;/N%‘ CON/ " dihydrothiazol-2-yl)-2-(2-(4-
‘ens| | [ (dimethylamino)benzylidene)hydrazinyl)acetamid
e
Sua N-(benzo[d]thiazol-2-yl)-N-(4,5-dihydrothiazol-
/<j 2-y)-2-((3-(4-nitrophenyl)-5-oxo-1-(12-
by phosphanylidene)-1,5-
S °=°—° - —N—C@Noz dihydrobenzo[e][1,3]oxazepin-4(3H)-
¢ 0 yl)amino)acetamide
0
Sis N-(benzo[d]thiazol-2-yl)-N-(4,5-dihydrothiazol-

2-y)-2-((3-(4-hydroxyphenyl)-5-oxo-1-(12-
phosphanylidene)-1,5-
dihydrobenzo[e][1,3]oxazepin-4(3H)-
yl)amino)acetamide

té,,ﬁ

4 35 wc

.

/ e
w&‘- W
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Gl Juadl)

X

N

N /

we
H

S 0=é—c2—n—n—

CH,

H /
c—{ >—N\
) CHy

N-(benzo[d]thiazol-2-yl)-N-(4,5-dihydrothiazol-
2-yl)-2-((3-(4-(dimethylamino)phenyl)-5-oxo-1-
(I2-phosphanylidene)-1,5-
dihydrobenzo[e][1,3]oxazepin-4(3H)-
yl)amino)acetamide







Asdlial) g quiliil &I Juadl Lu

dadial) )¢

o Jaxiad 3 g Ao sl 0l Adlad 13 LS e J 50 5l Cliidia g (il V) LG 23
il pull 2 Gldliae gLl sda Jeriudy Ablsall LS Hal e yell juass
Y e oDl ddlide cilEiie ueasd Qi (antibacterial) LSl ssleas s (anticancer)
Glai dall Giaal A ol LG sl Y s Jg 3G 5 il S el ciliidie SIS 5 ol 5 L gl
038 juiaad (e XU o3 Gy LS o) jull cildida s (Schiff's Bases) —iad 2ol 3 ypnadll
5 (M.P) Jleai¥) da 5o Jie dbladll 5 400 5l Lgal & 44 jre DA (e Ll g LS )
Alegiall 3 gall wl L jlia s 5 juianall GLS yall 38 (o and (*HNMR) 5 SLkis(FT-IR)
(S1) Sl pasdll g yuaal ¥ ¢
Slhall J 58y & 2-Aminothiazoline &« (Isatin) Jdeléi YA (e (S;) S pall juianld o
i gl 5,30 L8 SIS ol o saell Bisle e el 13 diaay 3 Jelill Lde diea s
A4 e dky A B e oS e Sy il S pal g ) Ao seae s S e A0
A Aslaall 8 LS jiasall S ) JJaad sl

/\\ Ethanol

_—N
Y Reflux

NH,

S

ol il caday (FTIR)  eleall a3 4l capha Gu5k e (S) Sall addi &
L 30 (3188cm™) die pabaial deda S el el 3 (PH-NMR) kbl
s Y C-H) 3 0¥ las I 3423 (3054 cm'l) de Gabaial 4eja g (N-H) 3 02V

Bt
U Ny
o 37 fa

e
WARE 2




Asdlial) g glidd &I Juadl Lu

iajas A8ANVIC-H) sVl lae ) a3 (2913-2810 cm™) i (aliaidl i
) N pebaiel dejay (C=0) sl b (I 253 (1735 cmT) v ol
3336-3420 ) xie (NHp) (e s sl—ia) wa( C=N) 52V ) jial M (s 22 (1621cm’™
5l ela) a8 33le) Syl (Y H- NMR) (ouasblinall 55580 ¢l ada Wl [101] (cm™
Ciebag ¢ Aglag )V Adlall Cligig g G asad Ay § =6.87-7.61 ppmAsl Y sic saxmie
48305 L)y (N-H) lisis s G asad Gl §=11.10 L AilasS Aa) 3Y1 e Lalal 3 )L
Al (8 ysIL da jell cpliall @ligig e (A 223 § =371 ppm Aasbesl da)5Y) 2ie
o jall Caliall e gana Sligig g N 2523 § =2.87 ppm e 5 LI &jeda Laiy ol g LGN
oLl dals b o g ylly

DMSO e aladinly s (Sp) S pall A5V il iV & el 2 (BC-NMR) b Wl
184.88 (C7),159.84(Cs,C14),112.68-151.21(C;-Cs),33.61(C13), 21.76(C16)

PoinEImer Specium Version 10.62.00
[P R R TR

edministrator
05 4 17TV ToT1 e o0

S S all o paadl ciati dadl) i rida g 3( ), €) JSA)




AdBlial) g it &I Gl

10 Tempecmars

L) P
Seasein

L Lapmirrien

L3 Pocte

14 Murroer ot
S

15 Secoww e 26
16 Swtasaten
Owbay

L7 Pume Wi 50000

18 Fresatiente
e

19 Accamtten  7.09m
T orw

20 Acmmsen DML SR IVILINS AN
R

E1 MR SO0 OR-2WT LN

2 Quma

I1 BonCumentar W A
ey

2N pectin e
ey

) Lot -2
Fremares

4 M "

-
>
s 1

VARIAN

Paowreres Vb o
0o Pl rw €/ Lsevn)

NAteey
Desiomd L
Fviar s
JTINGY 20N
TIC
n<

.
1

.

L]

9

10 Tarqwestor
13 Mne Sepearin
11 Expervret

11 Proe

A s of
Scam

15 Becesee Gan

14 Rekrnaten
edyy

17 Puse s

18 Pesatustion
Procuercy

19 Acgastion T L2410

20 Acoyscton Dave  3821-06-25T1%

asier

71 Moo in RGN

ture anm

22 Cam

21 pmtorwter 12506
Frecunncy

M fgeaniwath  IMsS

T T T T T T T T T T T T Y v v v 12 T T T 2§ Lowest wea2

Fretasercy
190 170 150 130 110 90 70 25 myoms 1¢
f1(ppm) R

230 210




Asdlial) g glidd &I Juadl ﬂ

(S2) Sl padlly juial ¥ ¢

S 508 5 (s S S AU ase (Sp) @S all Jelds A (e o juiand &3 (S,) Sl
lelu 4 5add snmaiy (5585l Cand 5l (5931 yugl) Bilia) 28 (el 5) badl el il o pauli ol
¥l de ganal LISy Lo gaa el N 40d IS il) ABLaY) 4SS DA e Jelidl) o
Labaiall b daia ge Je il 4S0lS0e 5 3 Yl IS 58 (AU and (50 S Ay S 4 a0 5 IS e
.l

. ®
K'S"——C——N—nNH,

S H

N
N

H—S—C—N—NHz

N\t _
K*S- C——N—NH;, S_C_N—NH2

N

G5l sl Cadas (FTIR) sleadl cond dad¥) Cish Guoh e (Sp) oSoall o o

:r.‘ it

4 40\} %
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Cn L A e a ) sehs ol eall Cand dad¥) Cih 8 s sl Cum | (*H-NMR) esbalinal)
-2903 cm’ )aie gabsial aja 5 (NHNH,) a1 Be 2525 (FY AL -3377 cm™ )
Lo s (1708 cm™) wie pabaial a5 SV (C-H) 3! Jae ) asa3 (YASS
dadng( C=N) sa¥) he N 253 (1617cm)aie (abaial dajay (C=0) 5_waV!

[102,103] 4sile 5 3} (C=C) 5_pa¥ Ja () 3523 i (1464-1523cm'™ ) ie Gabiaiial
die Baxie o ja jelal 28 Sl (Sp) S all (*H-NMR) (omlalinall 5 553 ¢y ) ila Lol
3 =6.00 2= deja Cjeday ¢ Ala s V) Adlall ligiy p ) 2523 § =6.70-7.37 ppm Aal Y
(NHp) U 55 50 (A 25258 =4.36 ppm - die s ja casdall jeual LS (N-H) Sligig p AN 3 gas
Gy Sl A jal) bl de gane Cligis p A 2525 § =3.75 ppm e 4800 L sedae
Cligigp A asad Qligign A a8 § =273 ppm dAea seh XS g ol g SLGN dalal
Ol RGN AGlaT s 5 il Lo jall (lilal) de gana

e L]
DA Tem A a

S, S all ¢ paadl ciat dad) s prida g 1 £, ) JS&)
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S, @S pall 'HNMR (rwhaliaall (5 963l ¢ ) cda puda gy 2 0. ¢ ) Joid)

(S3-Ss) i 31 88 S ja @iy jpdaat ¢
J...\Mﬁ\ :\A:J‘)Lu @\A}J\ :\"‘4}““ U_\\A;il.g_lw_‘lj‘ & (SZ) L.\S)AX\ Jelas (e U".\L\SJA]\ sl GO pan
Ay Al 3 LS5 ima JalaS oalill LIAT) adla s cudeS J Y1 35m 505

)
/ S

Glacial acetic acid
ArCHO o
Ethanol N

S=C-NHN=C-Ar
H

Sl (a g ie pladiny TLC 48 ahadinly Jelill jus dalic Byyh e Jelall Jlis) Las )
Gosl Ol Caday el peall a3 Al Cada Ay ijedl (301) dneny JEY) DA
) die gabaial deda Hselh el jeall i dadV) o (Sg)Spall edal 131 andalizall
Lo Jass( YYTIVEmM ) die (alaial daas (O-H) 5ma¥) hae ) 5 5e3 (3417 cm™
ile s HYI( C-H) 30a¥) Lae N 223 (3070 cm™t ) aic abaial daja s (N-H)s_waV!



Asdlial) g quiliil &I Juadl UJ

vie alaial e ja s 45V C-H) 5Vl Jae L) 3523 (2921cm™ ) die (abiaial 4 s
La 2523 (1606 cm™ )aic (abaisl daja s C=0)smal¥) e ) agi (YY) Yem™)
e s Y C=Cs_pa¥) L N 2523 (1515-1468cm™ )aie paliaial 4 ja 5 (C=N) 3_pa¥)
& 2525 (9.79ppm) e B2t 3 LA ) seds (Sg) Sl pnhalinall (55530 il ol ekl
Ao gane Cligisp A 253 (8.67ppm  )aie 338 3L 5 (N-H) e sene Cligig
ke s W) dalal) cligig e ) a5 (6.83-7.74ppm ) Aal¥) die saaie 5Ll N=CH)
die 3L seda ) ULLYL(OH)  Ae gene Sligig g ) 2925 (6.64ppm) e 53 jdia 3 L3N
Ol LGN dals i) de gane Cligi g p ) 2525 (2.90-3.04ppm )

3523 (3291cm™ ) e Galiaia da s seds (Sy) S pall o) peall Cand 2aiV) Cida jelil
(C-H) 35a¥l ha ) 2523 (3078cm™ ) aie (abaial 4ajas (N-H) ¥ le
L) (C-H) sowa¥) o ) 353 (2842-2905em™ ) Labeaial pin sedas Asilas )Y
) e gabaid daja s (NSCH)s_ ) Jae I 2523 (1629 cm™? ) e (aliaial daa g
H- uliaall (g 5il) il i el L ((NOy) 3ma¥) Jas I 353 (1346,1523 cm™
Sligis o 2sed (10.18ppm  )Aibesl Aal W) die 4alal 5 5LE1 )5l ) S all NMR
de gena (5850 ) 3525 (8.89 pPM )ALl Aal 3V die Apalal s Lal 5 seda 5 (N-H) 4 sana
Galall cligig o N a5 (8.44-7.04 ppm )il A1 3Y) die sawie 5L (N=CH)
s A cpliall de gane Sligig p A 2525 (3.18-4.01ppm ) e 3L ) sedas Adlag,Y)
Ol A

Lo 2523 (3188.7cm™ ) abiaial ) 5ela (S5) S pall o) janll Cont AaY) ke selil
dles V) (C-H) 30a¥l Jae ) aa3 (3054cm™ ) e abaial 4ajas (N-H) 5_aV!
Ualaial A a5 48V (C-H) 5_a¥) Jas ) 3523(2834-2928cm™ ) die Galiaial 4 ja
Lo (2523 (1598em ™ ) sie alaial 4a Ja 5 (C=0) 5 Jae ) 3523 (1655cm™ ) xie
. (C=N) 3_a¥!

Yaal Y1 die 4alal 3L ) sl (S5) Sl TH-NMR oasbalixall (555300 G ) Cada Ll
YilesSl dal ¥ vie dalal 5 la) sehas (N-H) de sene Clisiy g ) a5a3 (9.67 ppm
(6.77- ) on L pabaid Laja e g(N=CH) 4c g (539 n ) 2523 (8.47 ppm
Clisis n ) 20 (2.99 ppm ) e 3L ¢ Al )Y ASlal) G5is 0 A 223 7.70ppm
3523 (3.04 ppm) EoleasSl Aal Y i dpalal 5 L5 ) seda 5 Gl 5 LGN Adla 3 Guliiall de sens
.4kl CH; (sie sane S
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(S6-S7) s ) Jiad) S ja paudlli g puaal 0 ¢
S5t S 35330 g (S5)5 (Ss) Sl Jeli A e (S-57) Sl a5
AUl Aalaall A s 9o LS daaail) 48 jlay g CudeS g Sl

(3431 cm™) aic Gabaicl daja ) sels (Sg) S pall ol yandl it AxdV) Cada Al ja &yl
N- H) 30Vl Jae D agas (¥YAY cm™) aie galiaisl e jas( O-H) 3l lae 12 g
e Gabiaiel deja g ile s VI C-H) 5Vl Jaa (A 3523 (Yo AY cmhaic (aliaial 4y o
Lojaseh s Gl CGigan XS Laay ¢ AWV C-H) 5ma¥) Jae Al ases (Y4 Yem
ansels BLSYL (C=0 s i g )\S e sanal 8 pa¥l dae (1773cm™) e (alisial
cm™) e galiaiol Leja ¢ LYl C=0) 5wV Jae M 2523 (1681cm™) 2ie (aliaial
. S s VI (C=C YspmaY las M agad (VE0410Y0

Aal Y die 33 ydie 3 )3 ) geda i S Hall THNMR (msbabina) (55530 0 y1) Caida il
) 2525 (7.77 ppm ) Aal Y die 83 4iia 5 LA ) seda ¢( N-H) e sana ) 2525 (9.79 ppm )
Al ligig g A 2523 (6.83-7.75ppm ) Asl 3V die samia daja ) el ( N-CH) Ac sz
O-H) 4 sane 5350 A 2523 (6.57 ppm ) 4=l V) die 33 581 3,LA1 Hsehay dtlas )Y
O WAl Adls Gl de gane Gligig g 3528 (2.27ppm ) A 3Y) 2ies LA ) seda 5
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(3417 cm™) vie Jabaial Laja ) seds (Sy) SSall el jeal) cund 2as¥) Cauda Al > Syl
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54N C-H) 3_a¥) Jae I 2523 (2802 -2905cm ™) die Galiaial 4 a5 dile 5 Y)(C-
(1606 cm” abaial &s3a 5. ((C=0) b ma¥) Las () 2523 (1716 cm™) 2ie pabiaiol 4 3a
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Al Y C=C)s_ra¥!

An) ) vie 33 e 3L seda S; S sall (PH-NMR)  (oobalinadl (55 5il) oy )l il el
2525 7.58 ppm sl )Y aie 33 jdia 3L seda o( N-H) de sene (5350 ) 2523 9.67ppm
S 2923 (6.78-7.78ppm ) Aal V) die (g Le 323w daja s CH-N ) 4e gana Cligig p
G575 o) 3503 (3.11ppM ) Aal Y1 i Aal Y1 sie 5 L3 seli g Al s Y Adlal) g
dalad Cplid) de ganne ) 2523 (2.78-4.27ppm )aal V) die da sy 48kl CHy (sie sane
s dl
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N-(4,5-dihydrothiazol-2-yl)benzo[d]thiazol-2-amine (Sg) padiiy jmaad 1, ¢
2-amino-2-thiazoline & 2-Mercapto benzathiazole Jel& (o (Sg) «Sall s
AUl s EalliSulSaall 8 WS (12h) 8ol amal § cudeS Gllaall J gV 35 5

Oxill Cudag ol peall Gad LSV Gl MR e el Al S all (g sl Sl il
&) 2523 (3125 cm)aie pabiaial 4 s o) peall Cind Al ot jelal 3 dalizal (5553l
5 4le s ,YI( C-H)3_pa¥l Jaa I 2523 (3054cm™) aie (abiaial e ja 5 (N-H) 5_pa¥) Lo
paliaial daja s 4L (C-H)s_pa¥) o I 2525 (2897-2960cm ™) die abiaial daja
Iae 252 (1322cm™) e pabiaial Laja 5( C=N)smal) hae ) 253 (1598cm™) e
(C-S) saY!
a3V ie dgalal 5l sk (Sg) S all (PH-NMR)  srababinall (555l oyl Cida el
2525 7,15-7.60 ppm Al V) xie 3aamta 5 LAl (N-H) 4e sann Sligig n ) 2525 8.4ppm
Ao gane Cligis n A 2525 3.83 ppm Aal 3V aie 3 LA edal 5 Al s )Y ddlall g I
4ala(N-CH,) 4e sene cilisis n 2523 2.68 ppméal Y1 xies il Lelals( S-CH, )
skl
DMSO e pladinly 5 (Sg) S yall 5Y) ol JL2Y) jelal 288 (PC-NMR) sk Ll
122.78 (C,), (Cs),114.63-147.04(C1,C4, C7,C10 C11,C13),33.61(Co),

21.76(Cys)
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S1o S all THNMR (rushibiaall 5 560 ¢l Cska guidagar() 0, ) JS&l)

(S11-Sy3) i 301 B e iy it
&_gJAS d).!tg‘}“ APt :LA}:.A :\:\SLQJJ\ Q\JJ“LHJ.“ & (810) Jelas %) &’"_11_15)4” Y G pan
2 Al 3 LS Aol 1 Yo) + 5 il Ayl g selise el i) GLIRT) b

N N
©: \%T% X + ArCHO Glacial acetic acid
S H, S Ethanol
0="C~c%.

N—NH,

353 (3201 cm™) i pabiaic dea el (Sp1) S yall ol yeall it Cida A o <yl
( C-H) sVl han Il sga3 (YeVoem ) die palaial dajas (N- H)baY) lae
5 ASEN) (C-H Ysma¥) e I 2523 (2895-2966cm™)  aie aliaial A a5 dgila Y]
(1594  xie pabaia daja 5( C=0 ) s dae (2585 (1625 MY 2o alociial aja
) 2525 (1425-1457 cm™)  die palaaiel Giaja 5 ((C=N) 50l Lae 2235 cm™)

- (NOy) 5 3a¥ Jas (1 2525 (1320-1515 cm'™) die (absial 4aja 5 (C=C) 5 pa¥) s
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Agitemt Tochnologies

Sy <SSl TH-NMR (rushiliaal) (5 998} (il cisda gy oV V. £) JS&l)

sl el (Spp) Sl (PH-NMR)  (mbabizall (55530l oy )l Cida ez gy (V) JSE Ll
8.98 Aal V) dic dpalal 3 LAl o N-H)ie sexe G55 3 (2525 9.21ppm 4s) jY) e 4qals)
&) 2925 6.82-8.00 ppm  AsIHY) e sawmie 3L ) seda (ps S N=CH) I 2525 ppm
s( OH) lisisy ) 2523 6.00 ppm Aal V) aie dpalal 5 L5 dgle s )Y dalall cligi gy
Aal V) oo 3okl I AV | CHpclisis g ) 2 4.21 ppm Aal)¥) aie dlal 5Ll
Ol LGN dals 8 il de gene ciligig p () 2525 1.23-3.09 ppm

vie 3,k 3L Spg S jall (PH-NMR)  smsbalinall (555l i 1) sl yedal( 4) JSall
8.54 ppm 4al )Y die 33 yaia 3L 5 (N-H)Ae sexn G535 0 A 2523 9.66 ppm 4s) Y
Clisis p Al 2525 6.74-7.73 ppm - a3V die saxaia 3 LA sl Goa A N=CH) ) 2523
B3 jdie 5 )Ly | CHligig y (A 2923 4,22 ppm 4s) )Y die 3 j8ia 5 LI 5 dila g )Y 48la])
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(S14-Sip) OmbmaS g1 i) S ja @il g juaald V)¢
Phathalic = (S11-Si3) —asd 2ol @ Cliide Jelii (o (S14-Sig) LS yall 028 & juan
A dalaall 8 LS (12-15 hours) 3ael g jall azaa 5 0 3l 8 QI3 anhydride

benzene
\>_ 4‘; reﬂux
H, H
s 0—c—c —N——N=——CHAr

~©§>§>

N
~"T=CH,

ve pabiaial daja ol peall V) i (Syy) Suall Cash Al o mas (184 ) Jsal
I I a5 (3007 cm™) die gabaial daday (N-H Joma¥) ha ) 253 (3110cm™)
(C- 5 ma¥) Jae ) 2525 (2850-2913 cm™) (s Lo pabocilal Ao a5 (ka5 VI C-H) & el
Lajay SO C=0) 3 pa¥l lae N 3523 (1767 cm™) die (abiaial 4 jae adYI( H
(1590 wie pabaial 4 ja 5 alel) (C=0) 30V Jae ) 3523 (1688 cm'™) 2ie pabiaial
Lo ) 253 (1495-1523 cm™) vie gabaisl dajas( C=N) b ma¥) hae ) 2525 cm™)
(C=C) 30=Y!

5L Spy S el elal dum (*H-NMR)  lalinadl g 55l coill Cida (o (19.4 ) S
dal V) die dalal 3Ll N-H) 4e sane (5is s G 2523 8.87 ppm  4al¥l xie dgalal
& 2523 7.13-8.29 ppm o e 8axxia 3 5LE) 5 ¢( CH -N) de sana (45350 ) 2523 8.38ppm
CH, A sane Clisig ) 0523 4.24 ppm dal ¥ ie dpalal 5 5L cdgle s )Y d8lal) il 5i g 5
Al A bl de sama Cligig s M 2523 2,08-3.10 ppm 4l W) o 5Ll ) ALyl
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die dpalal 3L (Sp5)S il (2 H-NMR) (oubabiaadl g 5530l i )l canla pela 1)) ISl
2523 A 54 ppm As) jY) e dalad 3 L) g (N-H)de sane Gsig p ) 2525 .87 ppm 4s) Y
ligig p A asad T AYS A Yppm As) V) e Badeia 3LEN Hseds (us A (N-CH)
Aoala) 5L 5 (O-H)lisis p A 228 T v ppm a3V i doala) 3 L5 5 Asla )Y Aalal)
YO ppm Asl Y e s )lal I ddlaWlhe CH2 cligig p ) asal € Yéppm As) V) die
.l Sl Al 8 il e pana Sl gig g I i ) 253 ), YY

5l edal a8 (Syq) S all ("HNMR) malalinal (555l i Cda graca g (V1 ) IS
8.13 4l aie dnalal s )Ll s ( N-H)?u:w 0590 i A £ippm aal ) aie 4ol
Aaall Cligig 0 A 2523 7.04-7.99 ppm aa) )Y die 3adatia 3 LA s( N-CH) ) 2 s ppm
de dgalal 3 La) | CHycligig e ) 2sa8 4,24 ppm As) )Y aie daala) 3 LA 5 dudla g )Y
2.08- 4al W1 oo 3L I AVl CH, Ae sanse Qlisis g ) 2523 4,24 ppm a3y
dal V) die Aol LA 5 ol LA dals 8 cplial) de geae Gligig ) 2923 3,10 ppm
Akl CH; Slisisn Al 2523 3.09 ppm
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8 _piaaall LS jall (FT-IR) 8 sead) ciali daiy) aliaial ad g gaz (V- ) Jgaad)

Characteristic bands of FT-IR spectrum

Com.No. |||N-H C-H C-H C=0 |||C=N C=C Others
Arom. Alph. Arom.

S, 113188 113054 ||[2810-2913 ||[1735 ||[1612  |||1464-1405 |||

S, /3180 I |||2850-2936 |||1708 ||[1617  |||1464-1523 |||NH, 3377

S, 3267 3070 2921 1712 |||1606 1468-1515 |||0-H
3417

S, 3291 3078 2842-2905 1629 1598-1428 |||NO,
1346-1523

ISs ||3188 113054 |||2834-2928 |||1665 ||[1598  |||1550 |

Se 3190 3083 2903 1773 |||1681 1450-1514 |||0-H
3431

'S, 113125 113039 ||[2802-2905 ||[1716 |||1606  |||1531-1590 |||

S 3125 3054 2897-2960 1598 1499-1428 |||C-S
1322

'S | 113086 ||[2897-2968 |||1708 ||[1594  ||[1424-1499 |||

10 |[3125-3314 ||[3068  |||2897-2968 |||1649 |||1598  |||1460-1495 |||

S YY 3075 2895-2966 ||[1625 ||[1594 1425-1457 |||NO,
1320-1515

S1 3117 3039 2897-2968 ||[1676 ||[1598 1456-1499 |||0-H
3448

IS13 13125 113054 |||2905 ||1657 |||1602  |||1558-1531 |||

IS14 113110 1[3007  ||[2850-2913 ||[1688 ||[1590  |||1495-1523 |||

S5 3251 2858-2976 ||[1772 |||1598 1425-1499 |||0-H
3425

S 3275 3085 2897-2976 ||1696 |||1590 1405-1503 |[[N=CO
1676

e
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g guzanl) S pall agl) jpalil) VY ¢
> oal) aad) aaas Y VY ¢

Cada Jiaast o3 5 puimanall LS pall Gabiaial et any (s3] 5 casiall o sall 2aall 30a)
& Cua oaa e oS 50 JS1 (20 /L) 3S5 xie (4000-400) cm™ s Ll pabiaiol!
s (Y-8 )dsaall Jaa o (€ pe S0 Canlial) s sall dae) die (aliaia) dad Juad) ayaas

C'.\L\S)Au 'BJU';AM :\:\;)AS\ Alac Y

[90] 45Y) Aabaall alasiudy dus 5 2l LS yall Galeaial) af s o

A=Log (1/T)

el =T

uabaid¥l= A dua

5 paanall LS jall 3 5Ua40) das g4l J\J&:\){\ﬁgc.mﬁ (Y-i)djj;j\_’

g

RS
A4

&2,

'Comp. No |||Wave number |
'S, |13188 cm™ |
S, 1/3180.9 cm™ |
'S; 113267 cm™ |
IS, |13291.1 cm™ |
'Ss |[3188.7 cm™ |
IS¢ |13251.8 cm™ |
'S; 1113125.7 cm™ |
'Sg |[3125.7 cm™ |
'S |11708.3 cm™ |
IS10 113125.7 cm™ |
S1, 113201.1 cm™ |
IS1 1[3117.9 cm™ |
13 |[3125.7 cm™ |
|S14 113120 cm™ |
IS5 1/3251.8 cm™ |
IS16 113275.4 cm™ |
N
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5 glaall i dlas) Y VY ¢

xic 5 (5-50) ppm lida S0 s fus s paall S yall Gabiaia¥l s il af Clua o
it Ae o Jgeanll 3 5 oSl Ay pumall LS el 355 Dl Fdiall abeaia¥) ad a
5Ll ¥1 Jalaa i g asinall il Aslae alay) 3 LS eyl 3 380 530 sl L ¢ 5l e gllae

Absorbance

Absorbance

(el

y =0.0124x + 0.1849
R?=0.9996

20 30 40

Concentration (mg/L)

y =0.0403x + 0.2141
R*=0.9979

20 30 40
Concentration (mg/L)

Sp S all 3 laal siaia g gy ((21.4) JSI
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y=0.0208x - 0.1132
R%=0.9991

Absorbance

10 20 30

Concentration (ppm)

Sy Sl 5 jlaal) inia gy (224 ) JSA

y =0.019x + 0.2759
=0.9984

Absorbance

20 30 40
Concentration (ppm)

Sy Sall 5 jlaal) inla e (23.4) IS

y =0.0322x - 0.216
R2=0.9979

Absorbance

20 30
Concentration (ppm)

Ss S all 8 jlaall sinia g sy (24.4) JSl)

B
v%;;

62
g

(Fra

R

.
1&



i

y =0.0163x + 0.0813
R*=0.998

Absorbance

20 30 40

Concentration (ppm)

S S all B ulaall (ada g gy (25.4) Ll

y = 0.0202x - 0.004
R% = 0.9994

Absorbance

20 30
Concentration (ppm)

Sy S all 5 placal inla g gy ( 27.4) IS

y = 0.0204x - 0.106
Rz =0.9991

Absorbance

20 30
Concentration (ppm)

Sp S sall 5 slaall iada sy (28.4) JSal

Bafefl,
*V‘?g;

4 63 F
Wy
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y = 0.0191x - 0.073
RZ = 0.9989

Absorbance

20 30
Concentration (ppm)

Sg S all 5 plaal inla gy ( 29.4) JSa

y = 0.0277x - 0.081
R2 = 0.9988

Absorbance

20 30
Concentration (ppm)

S0 oS yall  aall il e sy ( 30.4) JSal

Aoldanl) ailadl) ¥V Y ¢

& S5 Gad) (abiaiaV) o dphd A8De ahy 3 el iaie ld da jiEal) A5 Hhall ) el
3583l SIS jall g jaall sl
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L) abae s Audadl A85al) Alsbas e gy (Y- £) Jsanl

Sequence |||Organ |||Beers |||Regression Slope Correlat
ic law Equation ion
Comp || (limit Cefficie
ound |||conc. nt
(ppm)
1 S; 5-50 Abs=0.0124[S1] +0.1849 0.0124 {/0.9997
2 S 5-50 Abs=0.0403[S2]+0.2141 0.0403 |/]0.9989
3 Ss 5-50 Abs=0.0208[S3]+0.1132 0.0208 ||]0.9995
4 S, 5-50 ||[Abs=0.019[S4]+0.2759 0.019 ||[0.9991
5 Ss 5-50 Abs=0.0322[S5]-0.216 0.0322 |//0.9989
6 S 5-50 Abs=0.0163[S6]+0.0813 0.0163 ||/0.9994
7 S; 5-50 Abs=0.0202[S8]+0.004 0.0202 {]/0.9996
8 Sg 5-50 Abs=0. 0204[S9]-0.106 0.0204 {]/0.9998
9 Sq 5-50 Abs=0.0191[S10]-0.073. 0.0191 |]/0.9996
10 S0 5-50 Abs=0.0277[S11]-0.081 0.0277 {1/0.9996

Accuracy and precision Jsall g 48l V¥ ¢
(380 535 480l Lulite RSD% (sansil) ouulill) ol i) 2 g canail) Undll 4 gil) Ll o congic|
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Abstract

Isatin and benzothiazol derivatives are important compounds in term of
biological and industrial systems; thus, studies were expanded to prepare their
derivatives. This study included multiple ways for the preparation of seventeen
heterocyclic rings compounds (shown in diagrams 1 and 2). These seventeen’s
prepared compounds were studied and diagnosed by infrared (FT-IR), and
nuclear magnetic resonance ( * H-NMR,* C-NMR) spectrum; as well as
physical properties such as melting point and color were determined . The work

included two parts:

First: preparation of Isatin derivative S1

S1 or (3-(4,5-dihydro thiazole-2-yl)indoline-2-one) was prepared from the
reaction of Isatin with 2-Amino thiazoline using ethanol as a solvent. S1 was
considered the precursor compound for the preparation of the new Isatin

derivatives as shown in the following steps below:

S1 was reacted with aqueous hydrazine (80%) to prepare hydrazine derivative of
isatin Sz called  3-(4,5-dihydro  thiazol-2-yl)imino)-2-oxoindoline-1-
carbothiohydrazide).

Preparation of three of Schiff bases (Ss) «(Ss) from the reaction of S, with
different aromatic aldehydes.

Preparation of some derivatives of (1,3 benzoxazepine ) (Se-S;), from the
reaction of Schiff bases with phthalic anhydride.

The second part of this work was concluded new benzothiazole derivatives
preparation, since these later compounds possess important biological
applications. The compound 2-Mercapto benzothiazole was reacted with 2-
amino-2-thiazoline to prepare Sg (N-(4,5-dihydrothiazol-2-yl)benzo[d]thiazol-2-



amine), and this later was the essence compound in this work to prepare new
derivatives of benzothiazol as summarized below :

1- Sg was reacted with chloro acetyl chloride to prepare Sq (N-(benzo[d]thiazol-2-
chloro-N-(4,5-dihydrothiazol-2-yl) acetamide).

2- Sg was reacted with aqueous hydrazine to prepare S;o(N-(benzo
benzo[d]thiazol-2-yl)-2-hydrazinyl) acetamide).

3- New Schiff bases (S1:-S13) derivatives were prepared from the reaction of S
with different aromatic aldehydes.

4- Preparation of (1,3 benzoxazepine) derivatives (Si4-Sie) from the reaction of
Schiff bases (S11-S13) with phthalic anhydride.

The new compounds were quantitatively determined by IR spectroscopy , and
the result were compliance to Bear-Lambert low for concentrations ranges
between 5-50 mg/ L for each compound . In addition ,the results showed good
accuracy ,and successful application of this suggested method in quantitative

determination for the prepared compounds.
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