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Summary

The work reported in this thesis included the preparation of (34) new
heterocyclic derivatives by conducting a series of chemical reactions for the two
derivatives:

(S1)5,6-diphenyl-1,2,4-triazin-3(2H)-one
(S2) 5,6-diphenyl- 1,2,4-triazine -3(2H)-thione

As these derivatives have been studied with tables showing some of their
physical properties, naming and composition, then diagnosing them using
spectral methods (*H-NMR, *C-NMR, FT-IR), and the research steps can be
clarified through Schemes 1,2,3.

Derivatives (S1, S2) were prepared by reacting benzyl with
semicarbazide and thiosemicarbazide in the presence of absolute ethanol as a
solvent, while the derivatives (S3, S4) were obtained by alkylating the amide
group, through the reaction of compounds (S1, S2) respectively with
formaldehyde and using sodium hydroxide as the basc media (Scheme 1).

Subsequently, the derivatives (S5, S6) were prepared by reacting the
splitters (S3, S4) respectively with benzene-sulfonyl chloride in the presence of
pyridine as a solvent (scheme 1).

Then the derivatives (S7, S8) were prepared by reacting the derivatives
(S5, S6) with sodium azide in the presence of DMF as an organic solvent, as in
Scheme (1).

Then, the derivatives (S10, S9) were prepared by reacting the derivatives
(S7, S8) respectively with aqueous aluminum chloride and iron powder as a
catalyst, in the presence of 10% NaOH , using ethanol as a solvent.

Derivatives (S11, S12, S19,20) were also prepared by reacting the
derivatives (S9, S10) with different aldehydes . Derivatives of Schiff bases were
obtained (Scheme 1).



Derivatives were obtained by reacting (S11, S12, S19,20) respectively
with chloroacetyl chloride and triethylamine in the presence of 1,4-dioxane
((1,4-Dioxane) as a solvent, the formation of the quaternary ring derivatives
(513, S14, S21, S22) as in Scheme 2.

By conducting the ring closure by reacting (S11, S12, S19, S20) in
succession with sodium azide using 1,4-Dioxane as a solvent, the pentatrozole
ring derivatives (S15, S16, S23,24) were obtained as in Scheme 2)).

Oxazepine derivatives (1,3-Oxazepine) were also prepared from the
reaction of compounds (S11, S12, S19, S20), respectively, with naphthalke
anhydride. (scheme 2).

The last track includes reacting the azide derivatives (S7, S8) with
different derivatives of alkyne such as to obtain triazine derivatives (S27, S28)
as in (scheme 3).

Also, quinozoline derivatives (S29, S30) were obtained by reacting (S7,
S8) with Isatoic anhydride in the presence of potassium tert-butoxide and using
DMSO as a solvent as in Scheme 3.

Also, imidazolidine derivatives (S31, S32) were prepared through its
reactor (S7, S8) with biotin alkyne as in (scheme 3).

Triazole derivatives (1,2,3-Triazole) (S33,S34) were obtained from the reaction
of (S§7,5S8) with propagyl glycine as in Scheme 3.

The biological activity of some of these prepared derivatives was
measured through the use of two types of bacteria and a type of fungus, as it
was noted that most of these derivatives are inhibitory to these types of bacteria

and fungus used and the results were compared with antibiotics.
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Lae JE Juw Je (13-1) JS& & S pall iiay O saa Al sk 0 alaadll
105 i,

ANE— N
|
—
O
—
OH
(13-1 )Jsad

(14-1)  J&&) & WS 3isdl  pamsi e ©Diiclaa;  Shen  oSa
R)-2-(2,4-difluorophenyl)-1,1-difluoro-3-(1H-tetrazol-1-yl)-1-(4'-))
- gohd dladS dlled clliay 3 ([1,1'-biphenyl]-4-yl)propan-2-ol (trifluoromethoxy)-
7\
F_/ OH N/N

~~

F

CF;O

(14-1) Jsa

Oxazepine O basS oY) -7-1
G e o) Clagi) (Y s e B35S Auilatae e Aoelus Adls 4y gune LS e
1,3~ SOall aladl an¥) (3 adsall (& s i o 2y () 1aBgall 8 CaanS sl 350 00 S
o daia gall g Jse JS1ae 95100 uall )slls CsHsNO alall 32ua s Oxazepin

. (15-1) Jsal 3
N —
( T
(@)

1.3-oxazepine

O S U A 31 dipall (15-1)
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LS dalall (8 s g 0N 8 )0 aBge o lalaie) o jlaS gY) dalad 4 5 JISA) 3ae ellla
(16-1) JSill (8 i 5

X N7 X A
ORONY

1,2-oxazepine 1,3-oxazepine  1,4-oxazepine
o oS DU A 2 nnall (16-1)
e 8 Aygn Gaaal L o aay Cun (3 1065 4t G JlaS $V1 e jpians o
(CN LY clalianS (ail) Ay goall LS yall g dgmpdall Clatiall (iany LS ) a5 cddapall

L (O08T) (3 il 31, 3 ppalinaggl) lalime (%) il phaill dlas

Lgiliicia g (o JluaS gY) madand (3 )b -1-7-1
@l 1,3-Oxazipine 4dls 35 8 asladiul o3 (g3l Cycloaddition Jelé aia
de sana (g i) ALl 48 & Al Cycloaddition o) Cuse (2+45) 4SuilSae ) aaady
Oe 05Sa sllae Yl pagdl Gl 5l ) jagil Glllad) Jie )3 ded (g0 (58 ) 03588 imine
(e BAAna &\}.}\ e sk ydl 1 4 }1,3-Oxazepine Glalall jucast Al ol yd e
Leludl ddall guie €8 Mahrath s A4S cdlela)

(3-1) il s 5 bis-1,3-0xazepine 4,7-dione imines

abs. EtOH
H2NNH2 + 2Ar-CHO——— ) O O N
fl
reflux H—C\/ \\C—H

Ar Ar

2Phthalic
anhydride

o
Br
OH s OCH
Ar = 4©7 4©7 P 4@

Phthalic anhydride alaaials ¢ bus oY1 judasd (3-1) kil
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Gl el 8 e (S §Y) Cilitiie (e Al 4adldS 5 Humsd Shireen and  Nabil g sl

(10-1) bl 3z ai&®maleic  anhydride &=

(o)

e W°
NOS—N S N AT maleic anhydride O

6 < jN( \_<\ \l/ Y

dry benzene , 75 C°
4 h, refulx

maleic anhydride aladialy cpjluS oY) judaad (10-1) Adsleal)

gl g S 30 & gonl el -2-8-1

o ) 5 A ana ik L5 daa o) il g dnda den) eSOl (G HLuS 5V S e
Glitie e el Sy COL 0 il laill saliae ) peS elud) Adlall GlS je aladiul
LS S V) e (pany et i (PHalaiiy) s Gl aia Allad o sS31 G Sl Y
(2 aal) SS5a0 e i s A ana 5 duh

a5l sy Allad clliss 31 13- Oxazepine cliiia (s ) (5 a0 5 Rasim.F s

(17-1) JSa a LS il ladll sl
(0]
(0]
N
N
\
N (0]

H3C/ CHs
4-(1,5-dimethyl-3-0x0-2-phenyl-2,3-dihydro-1H-pyrazol-4-y1)-3-phenyl-3 4-dihydrobenzo[e][ 1.3 Joxazepin-5(1H)-one
(17-1)Js&d

Z)-3-argio-2-(5-((9,10-diox0-9,10-) Gide «iclens (Ayadk) s
dihydroanthracen-1-yl)diazenyl)-2-hydroxyphenyl)-2,3-dihydro-1,3-oxazepine-
s Streptoccus .p £ oo LS ladS 3am dadol dlled el 4,7-dione
(18-1) Jal & LS Klebsiella.sp
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2

@@

(18-1) Js

JdaJkl Al -8-1

A g0 lllad Glliad g Ailatiall e Aalall S jall Caliial (e caiia & GY 50 )
e Ala allaig a5 53 Gl 0 SO 5 S il dpuled Ails S il Wgirpaa 4 (5 sad s ddlidg
1,2,3-triazole ,5 1,2,4-triazole <l s u¥) (e (pe o5 Y 5L Al uilatia e 5 andia
(19-1) & 8 e 4 Al acall

N\

N N
N/

1,2,4-triazole 1,2,3-triazole

S8l il pa 554 Ay S Aiual(19-1) JS)

4, Al 30l B 3l 69.07 g\mol uiadl 45 1,2,3-triazole s Y
slasSll (8 Laga 190 anli N At N LS jall e 1.2 3-triazole e V) siey (JSANN
(79 lanall g dlall o Ayl

JSbl AN jdaad 3,k -1-8-1

Rasha .S.J caelain Eua ¢ 7005500 5l cliide (e pall jpasd & ddle 5y gaa
355 52 alkyl ether ge sl 3¥) Gidall dlelic (10 1,2,3-triazole Gide juasi e 70 o5 Al
Ualaall & LS (5 pume 028 DMSO pladiuly 4l paladll iy < 5 sodium ascorbate
(11-1)
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N; ©
alkyne ,sodium ascorbate
>
CuS04.5H,0 >DMSO, 48 h (0]
R

R =CgH;3,C7H;5 ,CgHyy
R'=H Br,Ph

Skl Al (i pudaad (11-1) Aalaal)

(Al Sl By e @lldg 1.2 3-triazole  Cliiie juiasd e o sialll Sai WS
aviailable azide —Sal Al Gl danl 5 (Fide jusdy 05 a0 5 Nazariy 48 cua

(12-1) Aalall & LS J5iliiall 3 acetyl acetone 25

N=N

I

N/
MeONa //J::::::I//

MeOH

R1=H, 2-Me, 4-F

JIII AN S e paedan guda g5(12-1) Alataal)

JuJbl Al 4 gl dlladl) -2-8-1

G Ll 1,2,3-triazole Cliiie Ciiia Eua dde e 4 gan CalAY dpt ) QLS jaS yiad
Sas 5 oo sSaall (i sl Cilaliaa gl puall laliaeS Adled @lliag a9 il 6 3 dle ddled
(0 ilae A 5 dal s il g ySuall Clalime ol s ydll

(20-1) JSal) LS Jsok - 1,2,3 cliide e wall D' N, Vinogradova s

S,Z)-4-(4-((((7-methoxy-2-(4-methoxyphenyl)-6-(3-methylbut-2-en-1-))
(benzamide yl)chroman-4-ylidene)amino)oxy)methyl)-1H-1,2,3-triazol-1-yl)
. o laaS Allad elliay Cun
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“\“\\©/

O /§|/
N\
—
HoN N="N

2

(20-1) Js&

4-Substituted-1,2,3-triazole-2,3-dibenzyl-L-ascorbic acide (&iis ellia X
(21-1)dSil) 8 1LSB) oLl (5 jan g s ¢ LDAT dadizaall s 5 yuill sliaaS dlad

(21-1) Jsdy

Ol sl -9-1
Crob Al il ks e S uilate e ASlall oulas (g oke Slag)l S e

alill e sl IS5 e Bale aa g (Ol jhal S e ¢ (25-1) JSAN 8 LS oy s
- B O Mias JalaS aladiad o3 dydall

\ N

I

_~N

Quinazoline

Quinazoline < 4Ll dapall (22-1 JSid)
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G Aplall bl Lgial o a4 paall GlLS el JSI 8 il ) g5 oSU)
cQJMEJLﬁAAM :\.k.uu\)” d".m “_11_15‘}0]\ Y L@A A ”‘:_d\ 4\.\}.\;5\ ua.l\.m;j\ u.o‘\.a.;.u\j‘\.c)m
B4 EGFR Loy i s yoe 435S 0o Sliad el Jaia 15 51 5 «lle iU sabiadl)

Lgaliicia g (ol g sh g8l) a3k —1-9-1

i N e 4 sinall dudladiall e dalall LS jall () i Al el ) 5 o8I Sl
CLS jo (e 4o iie de sane maial G (silensSl) (S Al 5 43 s Li¥ana dadil Gl Ll
ARAT (3 ke aladiuly (pl s Sl e e Adlise ddals e e Sl By kb g (s 5158
(Y Glanes dysaall OV 8 ol 5l I i dldiadll aw\ s 89 g
GBS Lealadinl &3 o) el alame (8 LSS (3 kS G Sl GOleld 3ae @lia 5 bl
(BN (ary 8 A

Aza-Diels-Alder reaction -1

el Cua ol g VL it Gl e sana s (el Ao gana )E) 4 Gaay Jeld a4
Cliiie umaty B0 o5 a5 Chen a8 (al s susSl Gilitiae Galasl 4,48 sla) Jelall 1
(14-1) Aaleall 3 LS oIS o ol 3 g 505 20 bise JalaS Ly sl (el g alasinly (il 55 63 S0

O
N\W)ko /\
CuBr2 R
Toluene / reflux
R: H ’ ©

(14-1) Uataal)

Aza-Witting reaction -2

05,5315 Ding g Uaia

o= alkoxy -3H-quinazoline -4-ones (i juasd (e
* WS aromatic isocynate &= iminophosphorane a3l aza —witting Jelés &)k

(7-1) bl
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COOEt
ArNCO COOEt NaOR COOEt
—_— —_—
NHAr
- PPh =C= N=C’
N 3 N=C=NAr OR
o

(7-1) Bkl
Lgaliidia g cpal 5 o 98U 4y gaal) A0adY-2-10-1
Aly ey 3 jpaie s daul s iVanay (s Aadil Db Ll (ol jl oK1 ClS je
Glalcae (90 QL Gilalican (89 1 sl cilalcas Ua ) Cilalcas il g il ilalcasS
b 88 Gl 3l o€ S e J ) aladid o Cum el labias ¢Sl cclabiaa ¢Skl
O il s 50 Ll Vasicine
92) 5 15 a5 s Allad ey quinazoline —(3H) one il Nagar 2

(26-1) JSa1 3 LS

(26-1) Js

alaaiuly di hydrobenzo[h ] quinazoline Giie o il ¥ Yahia s
2-(4-(tiophen-2-yl)5,6-dihydrobenzo [h] s arylmethylene thiopyrimidine
s Alled llict 6 pasall Al jall Qle) o aa g Cus quinazolin-2-ylthio ) acetic acid

(27-1) JSa b L Al ju oS
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2-((4-(thiophen-2-yl)-5,6-dihydrobenzo[ #]quinazolin-2-yl)thio)acetic acid
(27-1) Jsad

Cancer ¢dapd -11-1

pen] dpailly W) eatianail s Glad¥) WIS i Al Gl jaY) Sl e Gla el 2ay
Dt I LAY iy sale )l e g) el s L el 1) Aalaial) Cadaly Calias
il 8 a0y A peal) sVl Aail 8 3lal) dakaie 3 jeday o3 5 yaiall s s L
ek A sl sl s (O dad ja LA a5 seiall Ul e g 5l aliea) Caaaill 5 oLl
Sl sl 22 sl oyl 21 e 88 (A Ol ) (e audy s sl sl LA Al A
s a ) b i Y5 puall BIA (g dine A8late Gy daeal) ol (L AY) (e Laaaal aling
Gy Lo oL 5 anead) Al (p JEBY) e 4L 5 35080 &1 Cundd) oy ol Ll ¢ anal) (e A
& Sl 23T e ae N e A pall VA (iary 8 6 AY) aual) el 3ol aaea 8 85 L)
Craabos 5 Ay Jad) Ol i) agh (5 55 all (3o el 1A i ol il gl (s ol ) 230
L9 G all 138 Anllaal dpans JBY) 5 Adlad SISYI A 50Y) o Canall g Ay oyl skt

Breast Cancer gl ¢da i 12-1
o g calladl J g0 mran (G eludll G le gl SUUa ) o) 93 5S) e (o281 (Gl pos 2y
Gl g 250 5 2l 5 allaall g g loall Jia bamy sliael ) Joay o)) Sy s 1 o s 52 (o0
daai g <l jalall g aadl 5  Jiladl oy Ul g cpm s SN (s s A saill Jie yladdl Jal se (e el
Yl ae Sy (Dl s LAY Adlaal e 35 o) (Sa Gl awall e sall
A el () pasall jSadl el g5 o) (Sars sl (0008 e 100 et bl 2ie
Ot s (oda sad D s e Baad Blall 28 e el Jasa A0l 1Sy 50l (8 (Mo oliy Jasa
oand A3 )k g (oall el ) aill (el 18 e Sl CRISH sy 8090 (e (Aot (sl
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(Jlad JS i gl Sl 3 2oL Les) iy iasall 138 oo D) 6 a5 3L e adiines
Go o0 Abia ST a5 (MRI) embaliaal) 0l sl Jia LAY panidll G0k oo Wl
o 33ia Wil iy 5 Y] ol gid) Ay gual) aSlall g gl 3 gl el ol

O gz
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Aim of the Work Gl (e caagll 13-1

LS pall By LI (il 5 s -]

5,6-diphenyl-1,2,4-triazine-3-(2H)-one
5,6-diphenyl-1,2,4-triazine-3-(2H)-thione

5l ol A Jie dage duilatia e Slala o (g giad Baa ClS je (adlli 5 jukaad D
- O snsSls Gl s Sl 5 s bl Al 5 G S SY) 5 g )l g QLSY-Lll

5 panall iladiall 400 8l ldiall (ams a4l 0 -3

O8N Loyl A 5 L S e (pe g8 Jleatiny LS pall 08 (andl 4y iall dlledl) (uld 4
kil e g 58 5 (Staphylococcus aureus)o<S sS skéliw 5 (Escherichia Coli)
. Asp.niger

LB sl cilsidiall (e At pud) Alleal) uld -5
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General Introdection dale daxia -1
Heterocyclic Compounds ddlaial) p 4dlal) el jall 1-1

ol ) Ledlantinn) sy celaanSll & 5 8 (g0 lan g & 8 (A diladall e 4 uaall claasS)
b 1 ¢ (D4 simnll o Laa sl il 20niS Lpapasi Sy 3 ¢ Aagall 4y guall Aa¥W) (e 2l b
Dk ae el 3L (1800 ple () e pulill ol (8 dslaiall e 4 puaall claasSl A 0
by Ao 5l g0l 5 L 4y gamal) S all € 55 Gania Ja Al Iy @) 4 gmal) o)
sl ISl ld 4 guandl S el elli Loy dlaidd) e dalad) LS jall G grd o)) Sy s
gls¥) o2 dylle 5 O Al (5 suaadl (oS pall Gpulad) Al e dalid saals 5,0 JIY) e
138 e JA ) (Saall (e S Al AN e Aalle Ay (s SN Y e (g giat ARSLAY)
sda Clliai (5 Al &l Hd clllia 3 )y U5 i€ W) ¢ cpa g 8l 350 o Guilatidl e aUadl)
il s Sl ¢ @ padfiV ¢ gyl ¢ sl 3 S gy s e Woayl 435 jaa 5 4,001
G lacle Ausladdl ye Aalall GULS el 8 J3 o) oSy ealiall ges Ao 3 5ay ©O)
S (0 Aglag ) o) Arpdie e ) L dapdie o) Arpdie S5 () Sy LS el 038 5 Ay STal)
Laan clliag lgie Sl g dilatiall e dalall CLS jall (o jaS ¢ o dglall s g 53l CUS
®) Zyelia o D a4 4

JSi Jas M g al) i) Tas 35S dpaal L duilaid) ye dglal) Gl Ll
5 a3V sl sanll (g ) g i) alea¥) (o gaall Sl sl (sS4
slall Ll 5 Ll 0 Ja )l oy Apall sLiasll 3 g UlSe Ji L) LS | O clipaliadll
L) e (90%) e ASI (g sint D Leda 4S5 AaSLEN ial paY) A pa A glae SR (e dpdall
LU aliaa y el Hhadll dliae BLE Jie Lgs dali aad Al cdidlaie je GlS e e
Mlas 30 Clalicas Ay pill Ao lid) ali (g il dliaa s (10 e ol Slaa ol 5ii€ll alicas
23 eelly culs () DG iall Glane dalse 5 Sl Gl sal dliae e 3 Cladie dpuliall
G g ) 5 (BT el Cpmalll (Jia A13ad) aldaill Gl i € dilaiall e dalall LS al)
Crali) el ) SLY) e 5 (B3 (el aalic sSill 5 (B6 Calid) JgnsS syl 5 (B2 Calid)
(2725 50Y) apanat s GLEIS) Qs Ailaiall e sl el ol s a0 3 mas (C
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s Bl a5 5350 e (5 sian (sl Aalad) dpuled Al e Aaladl LS el e J sl
s My imidazole Js)laeY) Jie cpa g i (S53 e dalall (g gia5 385 pyrrole Js )
2 LS 31D J g 5l Jie Ala 5 ) Gailaad cllia) Liay) sa 5 351 @dsalls on s 030 (S0 e

(1-1)Jdsal

pyrazole
Pyrazole - dxus il dapall (1-1)
dulatial) jf Al il jal) padand 5k 2-1-1
Synthesis of Heterocyclic Compounds

cgeml 5 L o deadiiaal duiladiall e dlall LS jall Adags 4308 5545 jla skt
(19 (5 pmall) salanll A 1) Calaa) aal oo A geun 83 g gall 0l KU aladiily

e ASLIal) Ailaiall e Ailad) G jall any st (e Ruga. M. Adalill s
phathalic laiub cadiacl @l cyclization ¢l =l a35 <benzidine Schiff base
Lbidll i pe LaSe ddaine Jeléi cagyla 4 sodium azide ss<all 2315 anhydride

(16)(1-1)

Phathalic anhydride
NaN3

R R
- <) 4
- N——CH HC—N N——CH
o/ \C\\o O;c/ \/o o/ \c\\ c/ \O
\S _ . d \/c o oZ o C{
!|) o d = o

H3C\ //O //o
RCHO= N—< )—cH , { )—cH
/

Ldpiall e Adlal) s jall juaald (§ b g gg Bhadall (1-1)
Y
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Triazines Gl AN -2-1

Aaridl g duilaiall e A8 dpadan 4y gumal) LS el (e Caiia o cliy L) )
bt s S g iy Sl 5 Al ol Lia (g a8 il A IO e ety A (gm0 Al
A5 elia 5 (17 Cy H3 N3 AibeasSl) Aapall Ld a5 iy 5Ll il LS el land — Giile dgeus
D(2-1)dSal A LS a5 iy Sl il A8 fa

1,2,3-triazine 1,3,5-triazine 1,2,4-triazine

iy 3l AL A 1) dwall (2-1)

(Triazine derivation) Gl i) clBiiia yudaat 3k -3-1

&5 dapall) Cilua¥) 6 Auilaid) e Adlal) GlS all apaadl gemadl a0l i) Cliide

o GAls e a 51,23 -triazine s e Viriazine,B-triazine e Loyl Je sl

A sl ol Aol g LS Hall B3g] dle AbiasS Adlad el Cum (5030 53-1,2,3 ae ede pailaia

< 00b A -1,2,3 Gl oeg il OB b 521,35 5 b -1,2,4 G e ) e A5 plaally Allad

&5y 3 Ay pe Al )l JBY) (8 Gk <1,2,3 s B Y Al 53 Y
8) J81 3 jlca il )il ae Ao s JS) i o Upas iy 5i-1,2,3 sl

(General synthesis of 1,2,4-triazine) Gl A -1,2,4 ClEidia judaad 1-3-1

g a3 Al oAl Gl SIS 43y 5k s3a (bamberger ) cuobs G@alad -]

Lbadl iy 5191892 ale & (Eugen Bamberger) s sl (a3 3o 2338 ye J5Y Lede
(2-1)
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NH,
| NH,
N s |
HNO2 N e
—_— — COOl
NH, HCI * N
N =
AN N
OMe N
OMe
l H2S04
N CHs
\(
N
N
OMe

Lale o9y 1,2,4-triazine litia yuiasd (2-1 ) Jaladall

e Joodbll Jelds A e 1,2,4-triazin- Gida juasd e diclea s Grurav. S. S
(1-1) Adbeal) & LS @O O-(2,4-dinitro phenyl)hydroxyamine

OH
Me
F10C Me 1. DnpONH2(or NH2Cl in E£20
. Dnp or n Et X
NaH , DMF = N
/ \ _ EtO,C \
2. HCONH2, 165 C N\N/
N CO,Et
H
(1-1) Halaal)

(Bischler ) ¢aib s @ada5-2
NH, J &) AINO, g~ o-nitrophenylhydrazine 8l el 3ol 9 sy
2D (3-1) bl caay g

NHNH,
Reflux NHNHCHO %

S%PD/C N

“Hcoonm J

smaad (3-1) bhdal)
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i ) Al A o galal) Adladl) — 3-3-1

o> sl el sy dnlall cLiasSll 8 Laga |50 anli daadiall gl 5 il ol il
(22 5 yail) Slaliae Jie A sall Aals¥) (e dassl 5 A sana clliad Ll Cag peall (o )
¢ baall Aadldl) AL calie V) Glana ol pdall Glae (Dl yladll Glae cad) jall Glabias
Giball g pall dlias ¢ 535 daa ol g Sladia g ¢lda ] Baliaadl ALdsY) 6 ) jall da ja aléds)
Glae (e Glae dpVauall Gl pasiiue Jie ddlise Clankd oy 1,2 4-triazines
Aila pud) UDIAD (ja daad 5 A sana s adll Uy LA Jaghad aim gaill Jafia g o Lua¥) 5 cclaY)
Ao lid) yalh Aadla Al g Kaall Glalian 5 ol g juill dliian 5 G jhadll dliias g ol 32 dlias
Gl lialaial de giiall Lo sl gll ALai¥) 538 clyy (B slime Jale s ¢ 3lill Jadia ciy yal
29 a) )5 Baliaal) A2 liB A gl Asediall lELLal jua 5 1,2 4-triazine Sliie (e

elbias A1 2.4-Triazin Cliide sy jaat (5415 Mohammad S.T gUain
(2-1) Asbaal b LS C902, ) G lial) s Aa8Sa) G o il Al

PPh;
N/
=PPhs F’hsP\N
N
N CI2CHCOOH
E Z S

. N

DMF , Heating N\ N
/& 30 min F Z" NH HN F
o N S
H )\ )\
o s N o

NP
CooH
(2-1) Qtaall
1,2,4-triazined wilaidl ye Audlal) Sl (any juasd e Leleas 20 Justyna (S«
(methyl 4-hydroxy-1-((4-(8-methyl-414-pyrazolo[4,3-e]tetrazolo [1,5- —<Sall leia
Jsal Als b][1,2,4]triazin-6(5aH)-yl)phenyl)sulfonyl)pyrrolidine-2-carboxylate)
Ol Gl sl diaaS G o iy Allad Sl 13 lliay Cam ¢(1-1)
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groups, aryl ,heteryl, nothing and others
(18-1) Ustaal)
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alkyl ether ,sodium ascorbate

CuSO4.5H20 » DMSO,48h

R =C6HI3 ,C7H15 ,C8H17
R'=H ,Br, Ph

(19-1) Ustaal)

(Al Gl 3k e @lldg 1.2 3-triazole  Cliiie juiasd e o sialll Sai LS
aviailable azide S ol Al Gl daul g Side szt 1005 30 s Nazariy a8 cus

(20-1) Aalall & LS J 5iliiall 3 acetyl acetone 25

N=N
Ns M \_/

R, MeONa R;

MeOH

R1=H, 2-Me, 4-F

(20-1) Astaall

J Il Al A ol salal) Alladl) -2-10-1
Cua e st dpa gl g CBlaAY gt ) LS JaS e o gl g Allad J 5501l il
LS Eym ((107) 2y aaall 5 A0 ) ol i Al Al 03 il 1,2,3-triazole i i
b g Saall Glabias el g juill dliany ¢Sl (fa el Gilalias (Ua ]l Glaliacs dllad

(09 iae S A1y Jal s
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S,2)-4-(4-((((7-methoxy-))  1,2,3-triazole @i 1) N, Gupta_—=s
2-(4-methoxyphenyl)-6-(3-methylbut-2-en-1-yl)chroman-4-
- 3 S (benzamide ylidene)amino)oxy)methyl)-1H-1,2,3-triazol-1-yl)
g dadS Allad ey Cua (13-1) S8

o

(13-1) Jsa

4-Substituted-1,2,3-triazole-2,3-dibenzyl-L-ascorbic <laiiall élliai llas
VZV(Varicella virus ) <CMV/( Cytomegalovirus) <l s il sliasS 43lad aeide
(14-1) JS&) & LS A1) HGQ\/_ 1 and HSV-2 «zoster

OBn

(55)-3,4-bis(benzyloxy)-5-(2-(4-cyclopropyl-1H-1,2,3-triazol-1-yl)-1-

hydroxyethylyfuran-2(5 H)-one (55)-3,4-bis(benzyloxy)-5-(1-hydroxy-2-(4-(trimethylsilyl)-1 H-

1,2,3-triazol-1-yl)ethyl)furan-2(5 H)-one

(55)-3,4-bis(benzyloxy)-5-(2-(4-butyl-1H-1,2,3-triazol-1-yl)-1-hydroxyethyl)furan-2(5 H)-one

(14-1) Js

Yo
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Thiazole Js uaN-11-1
L Al dpcall ddal) dauled dudlatie je ddla GUS e e 35le Y LGl

aa dad) il il Jile sl 3 (8512 g\mole Jsskill Laoall oo sl C3H3NS

Ol A
/

N
Thiazole 4 4 ) dual) (10-1)

(15-1) ISl 8 LS A 5l JWSEYT (g laae J g SN elliag
N N

_ \ [

— W

)
S

) — [ — 0

Thiazole 3 48kl 48 ) Y i gs (15-1) JS&

AR Laiy ¢ IEH) alaa e B28ma 9 By GulS Sl ja e J geandl Y o 5L aadis
el o ¥ LN Cdia s (12 5l 5 Setetter WSS Jeli 4 ) danS a3kl
oo (& 5e JsY Jol Caay don gl Cliudadl) 4 dulaid) e ddlall LSl

D Cpane sl 5 5ol Allae 400 58 5 4LeS (ailas thiazoles <llia « (119)(1887)

Aliicia g J g Ll juaaad (3 k1-11-1
a-cchloroacetyldehyd alelie (e 119 5 Al s Willstatter.R J8 o thiazole wass o3
(7-1) bhaal 8 WS thioformamide
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H
o N2 H 0
NH HO N N
+ Ty
(7-1) habia

dels A (e elldy Jo 3Ll Cliiia any juast (e (110 Lielea s Hussan g Uaiul
S sac wdS J 61 3 ea s 4-bromo -1-(4-bromophenyl)ethan-one & thioamide
(21-1) slaall 3 LS

S i S
NH,
5 Br H,N s
NH; r EtOH
+ I | Br
S N /

reflux 8h

(21-1) Oataal)

Ja il A ol sall) Apad¥) -2-11-1

0o waal) o (55t ¢ phall Jlaad) (8 5 damall Claiall (8 dal 5 daan) Led oY 5 LG
@ sl anding e e e 5aS Jo U o o slsnll LIl Sy 4 guasd) LS all
Glalaas ¢l oyl HIF-1 Glaliny «liugyll oyl Glladie€ Leia cdun gl gl i)
(I7.118) 3 ) de el s AnilSa oy b Saa 5 <UL Clalima el hadll

Z)-5-((4- 2) Sodl alsa Aded (19 44405 Farghly  ceo0
methoxyphenyl)diazenyl)-4-methyl-2-(((E)-thiochroman-4-ylidene)
daa ol 5y Allad G L) aa g o juans &3 SN (hydrazineylidene) thiazol-3(2H)-amine
(16-1) & 3 LS (g phad aliasS
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eO
N\\
N Me
N<
SY NH,
|
N
I
S

M

/

.e

(16-1) Jsa

s aladsS Aollad ellias Al J 5 LG LS ja (amy jaiasd e (120 Marini oS WS
(17-1) Js&l) LS

Cl
—

N—Pt——NH,4
S\/ \CI
(17-1) Js&

iy (18-1) Js&l & WS (N-phenethyl-4-phenylthiazol-2-amine) S sl 2a
(2D il ) 5 sY HIF-1 dbaeS daa ol b Adlad

e

(18-1) Sl

Oledsissd -12-1
Ot she oitla (e ) sS0 uilatia pe S olas (g phae Sile s )l S e il s ) sk S
Aalll e gsh IS8 e Bale da g (sl Jhial S je A1 (Gadsa sy a5k Al (il
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(’Lc' d_\;’}b en_,d\ d_@ (3 by d}‘}] Aal2An) (‘3 Cua c\_JJM Aiaa JalaS dafadsi (‘3 .-Nhn
(122 Jaall gyl Sl e 1903

Z—2z

X
/

Quinazoline

Quinazoline < &bl dall (11-1) Js&d)

Gy Aphall cLell 3 Liul o G ) G paal) GUS Rl ST a0l 55 S
Ll aliaal) Ay Jie S all 338 Ly aiaii il A sl gl Galliadl) (g dand 5 Ao gane
(29 EGFR Jaih lua Gy yme 058 o Db cadl) Jaiaa g1 )5 cnililgilDU aliadl

Lgiliicia g (ol 9 sh o)) yauaad (3 ok —1-12-1

e N e & sindl duslaiall e Ailad) S el ) a5 ) ecpl 5 5h 50 i
CLS jo (e Ao 5iie de sane gial G (sibensSl) (S Al 5 4y s Li¥ana dladil Gl Ll
s3a o diline Ahdi Cle pane Cufl Giyh g Adliae Laglgn Aladil @l g5 )
& Ol oS il Aldiaall Cliplaill ey (1295 ) shas 48da5 (3 )l alasinly Gl 5 5l S
phra A AleS (5 HlS Craaa Al G3leld sae cllia g lall 5 Y Glasa g dba gl gl SY s
(29CaN) (any At ) (kS Lgalaiind &3 ) o jlaill

Aza-Diels-Alder reaction -\

A8 3ol Jelail) 1 mual G o5 KNG e Sl g Cpadd ol 581 48 asy Jelis s
ATl g ) sh Sl liiha juasty (1260 59 )80 5 Chen a8 ¢l si Sl culiida @laal
(22-1) Aabaall A LS CRGISS 3y 611 3 g g3 9 debise JalaS G ol (iaal 9o

(o]
O/ ﬁ/\/\ Cubr2 NSNS
.
N
Toluene / reflux Z \O
/oo X
R

(22-1) Ostaal)
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Aza-Witting reaction -Y
alkoxy -3H-quinazoline -4-ones (e yuasi g 12054 540 5 Ding g Uil

WS aromatic isocynate & iminophosphorane #laaiub aza —witting Jel& 5,k o

(8-1) BEEERN| o
COOEt
COOEt  , NCO COOEt \.0OR
—_— > N=cNHAr
+PPhy N=C=NAr OR
N
o
©j‘\ Ar
N
N)\OR
(8-1) Lakadal)

Lgliidia g (ol g5 5 oS A o) gulal Alladl)-2-12-1

Gy Alay 63 jpaiay daud 5 AV ana s A sl g ddadil il Wil Gl 5 i sSI LS e
Glabiae Judl ilabiae cilabiae L KOl Glablcas (glda yud) Cilalican el gyl ClaliasS
b 2l 5 35S S e I alasind &5 e (LLEAIU Cilalias (g Sl cclalian ¢y )l
128 il Jleal) 313as 23le A Sluall) x50 WL Vasicine

S S AladS daa d ol Lllad el quinazoline —(3H) one (il Nagar s
(19-1) JR2) d LS (129

(19-1) Jsi

alaaiuls di hydrobenzo[h ] quinazoline (e (e Al 130 Yahja  jas

2-(4-(tiophen-2-yl1)5,6-dihydrobenzo [h] s arylmethylene thiopyrimidine
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B Agllad clliad 3 jmaall Gl pall Qle) o) 22 9 Cua quinazolin-2-ylthio ) acetic acid
(20-1) JSal 8 LS il o claliaeS

(20-1) Js&

Cancer ¢dad -13-1

ipand] Loy Lol il s Glad) LA Canad Al (al pe¥) jhadl (e gl ) aey
Dt I LAY iy sale oyl ey g1 Ml oy L el ) Ailaial) Cadaly Calias
il (8 a0t dd sall Ja¥) daidl A alal) Addate B jelay (A 3 adall Ua juS Leid
ﬁgﬁj\L)}jjd\UU"‘)‘“}‘(131)&"9"'“‘)31-’..)36“B)M;j“—’h&)“&\)“?j“u)‘—’ﬂ‘}é‘jb
Sl oyl 22 careall oyl 1 cpe st ) Ul e s el sl LA Aol
s 8 A i Y g amad) LA (e 4lme diaie Caay dranll ool ol AV (e Lanan) Calis
Gy Lo oLDIA 5 anead) dal cp JESY) e 4N 5 5508 A Cudd) o) o) Ll ¢ anal) (e A
8 onSll i) e e N e A pall YW Gary & 5 AY) anall o) Ja) aea 8 8 5 Ll
Craalis S 5 A3 jall ol jaudill agh (5 ) 9 pall (e graal 1A adds ol il ol s Gl udl 230
@B (132 i sall 1aa dalleal dpans JAV 5 Adlad V) 43509 (e danall g Aadiig o ll ) oha b
Lﬁﬂ\u&yécDJM\QMSJA\UAMJMUQM‘JJ(JQJJLY\&JA

Breast Cancer sl sy -14-1
Oda g callall J g0 anan (A eladll G Lo gad Clilla ) o153 i) e (o281 la jua 2a
i)y 2l aUaadl g ¢ Laall Jie sasms slimel )83l I e ) (s U ey 58 (58
A3 33 cpuial) Jia Hhall dalse (o paal) lia s Jastll o Lgi)s axe Lulad Jia il
e 3 O (Say Ay aall e shaldl Jaaip il shall g cpadl s Al zo )l 5 Cpa g Y
e s 133 Ll ol gail) s o Wl alass st Breast gUs e lal) dllaial
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o (A G jell jSadll el a5 o) GSays cdall 030 100 ot elull aie YW
a el Gl ued 3o Blall a8 e el Jare Al 1S 0l (B e ol Jaeay 2
il el il (el 1 e Saadh ISl s 80% e (e il G
o ) Jlis 8 ae b Ll i g (i yall 138 (e CRdSH (8 al 5 (Bl e dadiine (and 43
SSE a5 (MRI) (orubliaad) Gl peaill Jin gAY gandl ub e Wl Jad JS5
L) i 3 a1 ol siaall 8 da gl al) CilaDlall g gk 5 6o ill e lelill el (o (g0 Al

(3D GUa yud 338e

Cancer activity 4sUa ) 4dladll -15-1

sk (WHO) dalaial Wy callal) elail anan 3 1Ll (al a1 ST U yud) zracal
G e ) aaly bl aae Jlaa) e &3ally (e Gl el Can 4 gl LSl Jaes
e sl guen 3 05l iy cgisio e S LOAL e L5 Ao jus syl LI
D) a3k (160) o _sblae Qi ) (2a yall 138 2 3ked daali  Allad Cladle Mgy @l ghad 3la3)
Lnall i ohy (LA dadla o ISl 5 g glal) dpand) sl (Sl (uldl) 48y 5k MTT
[3-(4,5- di methylthiazol -2-yl)-2,5-diphenyltetrazolium MTT &l
lee &5 ) Jlay 58 andls A5 yaall 5 sisa sili aliaiial sl 13 4 g i <5l W bromide]
Ol 2 Blaadl ALl LA L 58 o gilall (80 sa sall Cpa g puell Ao 5 a3 Adand 50 J) A
135 MTT s o 2l (9-1) dadadiall e g Lol AL LA e L sk a3l s 5]

NADH
\\ / NAD(P)H- depenaenr ellular

R=H or OH

2

N
/

z
z=

MTT (Yellow) Formazan(purple)

CMTT s Jos 4880 la gy (9-1) Jabadall
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Aim of the Work Cagd) dilaal 16-1

LS pall Baas ClEidia add 5 jucasd o)

5,6-diphenyl-1,2,4-triazine-3-(2H)-one
5,6-diphenyl-1,2,4-triazine-3-(2H)-thione

5l ol Jie dage duilate e Clala o g giad Baa CLS o (adlli 5 sl WY
O s sSh g Cpad g Sl Js 0l Al 5 G S Y1 5 Jg 51l 5 ALY -l

5 janall Ciladiall 4L Sl Cilauall (amy Al o Y

O8N Lyl A 5 L S e (pe g8 Jleatiny LS pall 038 (and 4 soal) Adladll (il - €
kil e g 58 5 (Staphylococcus aureus)o<SsS skéliw 5 (Escherichia Coli)
. Asp.niger

L3 sl cilsidiall (paedd At pud) Alleal) Wl -0
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el ¢ 3ad) -2
Alarical) 31 gall g 5 3¢a¥ 1-2
D b LS 53 umnall il all Al 8l 5 Apddal) Ll 8 A5V 5 jeaY) Cilaaiud

:(*H-NMR, BC-NMR) (pusbliaall (5 5530 i 1 ilhal (1

S alaainly (*H-NMR |, BC-NMR ) (abbinall (5 5 530 ¢y 5l Calpdal a8

- (500 MHz) 2u (Bruker DMX-500 NMR SPECTROPHOTOMETER)
Gl yide A S @°-DMSO ahinls ¢ BC-NMR - (125 MHz) 23545 'H-NMR
Ol (B O e Analad (538 el il s Llall il jall s 53 8 Aaalas

:(Infrared spectra) sl eall cad d2i¥) dibkil (2
Jeenadi W (FT-LR)  slo—eall coad da ¥ Gl ol (Wl 8 o
sl (KBF) L 21225l (4000-400 cm?) sl (FTIR-Affinity-1 SHIMADZU)
i el sl S /oLl and il y-ida b Al

:(Melting point) Jga) Sla o (3
Jles pladinl dai) 513 el @l yall (Melting point) Jlesai¥) s 3 (uld o
Gl e A danian e leaiVl cila o of Lle (SMP30 melting point apparatus)
b Arala /o slal) IS/ LaaS)) and

(MERCK) s (Fluka-Sigma) S &l 75 (e Al diliasl) o) gl araa (4
.(CDH) s (BDH) s

23



Chapter Two: Experimental ...........cccccoeveeveeveveeereeeenee, el ¢ 3l s U Jaadl)

Synthetic Methods of compounds S yall yadaad (3l jh 2-2
©9) (81,52 ¢S uall spdani 1-2-2
5,6-diphenyl-1,2,4-triazin-3(2H)-one (S1) ,
5,6-diphenyl- 1,2 4-triazine -3(2H)-thione (S2)

Z
z N)j\ NH
M.  EtoH | |
+ HN—y NH, __ N
H reflux , 30h Ph
Ph

e I oo (Immol,  0.21g) L=dl il Gos 4 )

Al (sl oo 2l Saasa il 2 3 Saasal 0= (Immole, 0.09g, 0.11g )

A jall 5 s Aan mdell 2 & (Aele30) el mall ama 3l J5GI (25 ml)

ARl 4 s Bale ) iy e 5,508 S e (100MI) aladiuls (o gnall glil) aliin)
(81,52) oS sall 4y 5l Gl i) eaia 59 (1-2) Jsaadl s ¢Bllaall J 515N

(S1,S2) (oS sall Auily 58l el 5300 Cpas (1-2) Jgaall

Comp. M.F| MWt | Color| Yield M.P|TLC
No. g/mol % (°C) ['solvent Rf
S1 CisHq11N5O 249 oy 82 | 219-222 | n-hexane: 0.40
acetone 1:1
S2 C15H11N3S 265 | Sy 53 | 215-217 | n-hexane: 0.43
acetone 1:1
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leall s 5all ¢ S Joail

(99)

(S3.54 ) cpSsall ypdansi 2-2-2

2-(hydroxy methyl)-5,6-diphenyl- 1,2,4-triazin-3(2H)-one(S3),
2-(hydroxy methyl) 5,6-diphenyl- 1,2,4-triazine- 3(2H)- thione (S4)

N

Ph

7=0,8S

I

NH

Formaldehyde

N

N

Ph

Ethanol , NaOH

-
’

Ph

J

Ph

e (51,52) ¢S ) ¢ (Immole, 0.240,0.260) aas ol sasll 5 512 553 A
Ay saill any Gllae S5V e (10mMI) 5 (37% ) lealla s il (ha (10M) Fiical 5 N 531
Gusedan 25 b (PH=7 Jsmas ooal) 2M NaOHU slas (e 3k oyl il o5 jaisal
J 53U liall Cudall e 4y sk el g0 8l pen g (Relu24) 3add 3l Jsladdl & 55 &
((53,54) S pall 400 5l [l &l i 53 (2-2) B Jsaadl s (GBllae

(S3, S4) O sall &y 3l el s G (2-2) g2

I\

OH

Com M.F| MWt | Color| Yield M.P| TLC
p-No. g/mol Yo (*C) ["Solvent Rf
S3| CysHi3N30, 279 | L= 80| 170-172 | n-hexane: |0.5
acetone 1:1
S4| CysH13N50S 295 | Jiy 91| 99-102 | n-hexane: 0.63
acetone 1:1
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(199 (S5, S6 )cmeS sall st 3-2-2
3-0x0-5,6-diphenyl-1,2,4-triazin-2(3H)-yl)benzenesulfonate(S5),
5,6-diphenyl-1,2,4-triazin-2(3H)yl)benzenesulfonate(S6)

Z 4

)L Benzene )L o
N‘ T sulfonyl chloride N N ||
N, = |\
OH Pyridin 0—S
N Yy N
o

Ph Ph
Ph Ph

7=0,S

oS 4l (= (1.85mmole, 0.5¢,0.550) 100ml «izw =8l 5 3305 (3559 A )

o= ((1.85mmole, 0.33g) délcal ais gl e (15 M) Aol 5 N sill e (S3,54)

(lele]0 ) 33 OC oaliplen 8 paiosal) el jail) pa il plad JS5 i sibuad) ayl )5Sy 5

a3 5 (Lhie sl 12ml & HCI e12ml) HCIEL 551 5 5el) Giaala (ha BN ilial i baans

IVl bl 85l ciriely &y gume AGaS o ) 585 ) IS aladiuly (g guimall ailil) GadlAdiul
. (1S5,S6) S sell 400 58l) al 58l (3-2) A8 Jsandl masa s

(S5,S6) (S pall ity 3l (al sl G (3-2) Jaadl

Comp. M.F| MWt | Color| Yield| M.P(°C)| TLC
No. g/mol % Solvent Rf
S5 CyoH17N50, 419 | =l 83| 190-192 | n-hexane: |0.62
acetonel:l

S6 CyoH17N305S, 435 (™ 80 Gamy n-hexane: 0.70
acetone 1:1
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(10D (S7,58) CSsall ypadani- 4-2-2
2-(azidomethyl)-5,6-dimethyl-1,2,4-triazin-3(2H)-one(S7)
,2-(azidomethyl)-5,6-diphenyl-1,2,4-triazin-3(2H)-thione(S8)

7Z=0.,S

(e}
i | N, )J\
| N o-% NaN3 N N
F o] > | \
Ph DMF, 6h reflux _ ,L N3
Ph

(S5,56) = (9.90mmol, 4.149,4.30g) 50ml «izw y2sll 5 yia 3550 4 )

s sall 351 5e (9.90mmoI,6.4g) o= 'ua e o5 DMF (e 15ml ddasd o )5l e

yma af laaay 5 il lll U8 pile ¢l s Jas 5l DMF (210ml 2 421240 NaN;

Jslaall 385 a5 48 2l 5 ) ja Ay Jsdaall 0,05 100°C Ay (Dlelub) 3aal gyl

Jsaall oy (sl uial) Cudally ad ol el il gany Jlsall dadll Slea
(S7,58) rmanall (S 5all 480 5l (al 5301 (4-2)

(S7,S8) S all Auily 3l el g0 (s (4-2) J g2

Comp | M.F M.Wt | Color | Yield | M.P (°C) TLC
.No. g/mol %
Solvent RF
S7 C16H12NgO 304.31 | v 74 336-338 n-hexane: 0.7
Gale acetone 1:1
S8 CisH12NgS 320.37 | A=l |78 Gumy n-hexane: 0.68
- acetone 1:1
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(102 (159,S10)CmS sall saudanti -5-2-2
2-(aminomethyl)-5,6-diphenyl-1,2,4-triazin-3(2H)-one(S9),
2- aminomethyl)-5,6-diphenyl-1,2,4-triazin-3(2H)-thione(S10)

N
N3 \
= reduction | |

Ph — N

Ph

s (0.02M01,0.52) (e e 4 g (100 M) s (513 3y 52 33 3
20 ml 43l Casal 5 AICI3.6H,0 Alall o s23adY) 2 551 (e (0.02 mol, 2.679) 5 sl
(S7,58) o (0.02 Mol ,0.61g ,0.64g) ) ol o5 ¢ g 3all cly a3 w15 Laall elall (o
ey il ae 4llie Ciladsy JSdy g ¢ (sl (o Blhaall JolEY) e (10 M) 2 Al
sl el jaill ae Ladall N 109%NaOH (= 20 Ml ddlaal o3 Loy 3ol 2.5 3ad el
COA 5 100 Ml plasiuly (5 suanll ) aliiind 5 (25 °C )A8ad) 5 ) s da )2 385
3 JSI (4282 30) o )y O Lale @l pe SN aDlATY) ) S 5 4 gudac 4840 J5Y)
(89,510) oS sall A8y 3ull (al 5301 (5-2) a8 sl a5

(SO S10) (oS pall dsily 580 (o) & (i (5-2) 2l

Comp | M.F M.Wt | Color |Yield [ M.P TLC
.No. g/mol % (°C) Solvent | Rf
S9 Ci6H1aN4O | 278.32 | ol 80 271-273 | n-hexane: | 0.53
il acetone
1:1
S10 CieH14N4S | 294.38 | -~ 76 Gamy n-hexane:
Gale acetone 0.56
1:1
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(103)(S11-S12, $19-S20) S all il bacld Fidia judaat -6-2-2
2-(((4-hydroxybenzylidene)amino)methyl)-5,6-diphenyl-1,2,4-triazin-3(2H)-
one(S11)
2-(((4-hydroxybenzylidene)amino)methyl)-5,6-diphenyl-1,2,4-triazine-3(2H)-
thione(S12)
2-(((4-nitrobenzylidene)amino)methyl)-5,6-diphenyl-1,2,4-triazin-3(2H)-
one(S19)
2-(((4-nitrobenzylidene)amino)methyl)-5,6-diphenyl-1,2,4-triazine-3(2H)-
thione(S20)

j\ Z
Ethanol
N”N— Ar N—\
L
ph” 4 A0 6h Ph
Ph Ph

7=0,S ,X=-0H,NO,

Yl S el e Ay sluia Y ge 230 48 7 e 9 150 M res (5 400 (393 380 &5
-4 5 (0.0026 mol, 0.40 g,0.32 g) &= (0.0026 mol 0.72 g, 0.77 g) (59,510 )
a5 Gllaall J Y (e (30 M) (o (A o aleadd S5 505 -4 5 lgaal iy (oS5 a0
LI el (e 88 (2-3) Aal 223 (78°C ) 50 Ay (Slela 6) 32l g el
455k el s adind s ol I e 5 a3 ey ((24h) B3 48 55 sl 2 Waany 5 21
(6-2) Jsaad) (8 LS 8 pumaal) clintiall Al 5l al sl Gllaall J 1YL
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(S11.S12,519-S20 S pall il 38 (saal ) (i (6-2) )

Comp. | M.F M.Wt | Color | Yield |M.P TLC
No. g/mol %o (°C) Solvent Rf
S11 Co3H15N4O, 382.14 | —— |81 147-149 | n-hexane 0.54
Bale -acetone 1:4
S12 Cy3H15N4,SO 398.12 | ——|56 Gumy n-hexane
Bale -acetone 1:4 | 0.63
S19 CysHisN:Og | 411.42 | ji—al | 77 153-155 | n-hexane
e -acetone 1:4 | 0.65
S20 Cy3Hi5N50,S | 427.48 aal | 74 161-163 | n-hexane 0.58
:acetone 1:4

1,2,4-triazin-3(2H)-one(S13),
3-chloro-1-((5,6-diphenyl-3-thioxo-1,2,4-triazin-2(3H)-yl)methyl)-4-(4-
hydroxyphenyl)azetidin-2-one (S14)

2-((3-chloro-2-(4-nitrophenyl)-4-oxoazetidin-1-yl)methyl)-5,6-diphenyl 1,2,4-
triazin-3(2H)-one(S21)

(109(S13-S14 ,521-522 ) &S sall juuaasi -7- 2-2
2-((3-chloro-2-(4-hydroxyphenyl)-4-oxoazetidin-1-yl)methyl)-5,6 ~ diphenyl-

3-chloro-1-((5,6-diphenyl-3-thioxo-1,2,4-triazin-2(3H)-yl)methyl)-4-(4-

nitrophenyl)azetidin-2-one(522)

z

N)J\N
| | \ Cl
N N
Ph)\/
Ph
X

7=0,8

X=-OH s NOZ

o

\)L cl
1,4 - dioxane

£
y
/J

Cl

N\
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(0.002mol, 0.76, 0.80g ,0.82, 0.857 ) z 3= & 150mI4aSans aill (5 i3 (3 553 o8
oe) 1 5 e (0.002m0 ,0.120) e sl e (S11,512,519,520) < all ¢ye
(10°C) An s 3 sl g sl (I il 5 a3 4, L0 (25 (o
Baal ausall @by jaill e 0l Hda8 S5 e 2l ) IS Jlil 5, 518 (4 (0.002mol,0.16gm)
AL 5l Gal Al s gy Slaall J sl VL 4355k e ) 5 dduiad g sl Il paa 5 (ile s 6)
(7-2) sl 3 LS 5 pomal) il

(S13-S14, S21-S22) il pall 43l 580 (sl g3 (13a(7-2)  J g

Comp M.F| M.Wt | Color | Yield M.P| TLC
.No. g/mol % (°C) | Solvent | Rf
S13| CysH1oCINg O3 [ 458.90 | =y 75| 242-244 | Ethanol: | 0.44
benzene
1:4
S14 | CyxHi9CIN, O,S | 474.96 i) 72 | 292-294 | Ethanol:
benzene
1:4 0.48
S21| CyHig CINs Oy | 487.90 | -p=) 78 287-289 | Ethanol:
pr benzene
1:4 0.55
S22 | CysH1g CIN5O3 S | 503.96 | — — 73 194-196 | Ethanol:
as benzene
1:4 0.60

2-((5-(4-nitrophenyl)-1H-tetrazol-1-yl)methyl)-5,6-diphenyl-1,2,4-triazin-

3(2H)-one (S23)

(109)(S15,516 ,523,524) <l jall jsans 8-2-2
2-((5-(4-hydroxyphenyl)-1H-tetrazol-1-yl)methyl)-5,6-diphenyl-1,2,4-
triazine-3(2H)-thione(S15)
2-((5-(4-hydroxyphenyl)-1H-tetrazol-1-yl)methyl)-5,6-diphenyl-1,2,4-
triazine-3(2H)-thione(S16)
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2-((5-(4-nitrophenyl)-1H-tetrazol-1-yl)methyl)-5,6-diphenyl-1,2,4-triazine-
3(2H)-thione(S24)

Z=0,S
Z
NJLNﬂ
I /,{l N=\
Ph Ar

Ph
v L
OH NO,

(0.0006 mol, 0.23 g, 0.24 g, 0.25g, 0.26)cxias 55 aill 5 i3 559 b
da e o LS 4 1 (30 M) 4ol o J sl Je (S11,512,519,520) LS jall (1

) Ay (48h) 32 g 3l dmas a5 30 g0l 3431 (30 (0.0006 Mol 0.04 gm) e
(8-2)dsaall 5 slhaall JsliVL 45 )5k sale) Cadliy dddady canl )l 331 &5 laasy (50°C)
B_panall GUS jall 450 5l al sal)

1,4-dioxane

(S15-S16, S23-S24) s pall A3l 38l ol gAY Gaa(8-2)  Jgaad)

Com M.F| MWt | Color Yield M.P| TLC
p.No. g/mol % (°C) | Solvent | Rf
S15 Cy3H17N;O, | 423.44 | o—n 87 311-312 | Ethanol : | 0.50
Bale benzene
1:4
S16 Cy3H17N,O S | 439.50 | (—i 84 | 304-306 | Ethanol:
Bale benzene 0.66
1:4
S23| C23H16N80; | 452.43 | — Lax 75 315-317 | Ethanol:
Deae benzene 0.72
1:4
S24 | C23H16N80O, S | 468.50 | a—l 77 307-309 | Ethanol:
= benzene 0.74
1:4
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(106)(517-518,525-526) < pall juaai — 9-2-2
3-(4-hydroxyphenyl)-4-((3-oxo-5,6-diphenyl-1,2,4-triazin-2(3H)-yl)methyl)-
3,4-dihydrobenzo[e][1,3]oxazepine-1,5-dione(S17),
4-((5,6-diphenyl-3-thioxo-1,2,4-triazin-2(3H)-yl)methyl)-3-(4-
hydroxyphenyl)-3,4-dihydrobenzo[e][1,3]oxazepine-1,5-dione(S18) ,
3-(4-nitrophenyl)-4-((3-0x0-5,6-diphenyl-1,2,4-triazin-2(3H)-yl)methyl)- 3,4-
dihydrobenzo[e][1,3]oxazepine-1,5-dione(S25),
4-((5,6-diphenyl-3-thioxo-1,2,4-triazin-2(3H)-yl)methyl)-3-(4-nitrophenyl)-
3,4-dihydrobenzol[e][1,3]oxazepine-1,5-dione(526)

, o z o

\ )LN o l)LN N

—
| ON= ~N /4
N NS
Ph Ar ! Ph o
Ph
— =
Z=0,S 30ml benzene
60 C

O L
OH NO,

¢ (0.0006mol, 0.23g, 0.24g, 0.25g, 0.26g) 100mI| 4ixu 28l 5 il (350 A )
Cipal a3 eiladl 3l e (30 M) Adawl sy sl e (S11,512,519,520) <l all
(60°C)s ) a da b giall dpaal o3 ey s Ll 3 5003 (50 (0.0006mol, 0.09g)
s s lhall J AL 43 )5l sale] Cuaiy cdddn s ol I a5 3 Lanrs ¢ ((39h) 52l

Bl Gl jall 4l 5l (el sl (9-2) Jsaad)
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(S17-S18,525-S26) (S sall &y 3l (al g3 (aa(9-2)  J g

Comp M.F| MWt | Color| Yield M.P | TLC
.No. g/mol % (°C) | Solvent | Rf
S17 C31H,,N4O5 | 530.54 ! 70 266-268 | Ethanol: | 0.50
benzene
1:4
S18 | C3H»N4O4 S | 546.60 | (o — 71 273-275 | Ethanol:
Sale benzene
1:4 0.48
S25| C31HyINsOg | 559.54 | par—i | 73 238-240 | Ethanol:
Aaa benzene
1:4 0.64
S26 | C33HNsO5S | 575.13 Al 75 230-232 | Ethanol:
benzene | 0.78
1:4

(107)(S27,528) ¢S sall jpaani— 10-2-2

2-((4-butyl-1H-1,2,3-triazol-1-yl)methyl)-5,6-diphenyl-1,2,4-triazin-3(2H)-
one(S27),
2-((4-butyl-1H-1,2,3-triazol-1-yl)methyl)-5,6-diphenyl-1,2,4-triazine-3(2H)-
thione (528)

Z
'TJ\"“ N, N\
N
Ph)\fN 3—~_ \/\/

P

=2

=0,S

THF/Water
5-6h, r.t

Y4
N~
N

4
sodium ascorbate Ph\S:N' ™\

Ph

N
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e (57,58) uS ol (= (1.00 mmol, 0.30g, 0.320) a5 a3 s 502 G0 A

ALl Coai laaay (1:1) THF/Water = 0S¢l = (1.2mmol, 0.09g) e s
<l Sl 5—(0.2mmol,0,04Q) s ¢« Ailall puladll Gl ) (4 (0.2mmole,0.039)
oaldiul g ¢ 48 a1l 3 ) ja da j3 B (5-6h) delill g e o yay Jelal) hla 4500 seall
oY (DAY I 58 5y saiae AS JEY) VA e (20M) alainls (g sl il
LS jall 4l 3l (el 3l (10-2) Jsaadl a5 s 8 e JSI (4883 20) 7 1) 52 o) Lale <l e

_3}'4;43\
(S27,528) xS sall Ay 3l Gal Al (s (10-2) Jgaadl
Comp. M.F| MWt | Color| Yield M.P TLC
No. g/mol % (°C) Solvent Rf
S27| C,H,,NgO | 386.46 »aal | 89 283-285 n-hexane | 0.81
:acetone 3:7

S28| CpHpNegS| 40252 | —0 | 71 246-248 n-hexane
Bro -acetone 3:7| 0.76

(198)(529,530) S sall paanti — 11-2-2
2-(3-0x0-5,6-diphenyl-1,2,4-triazin-2(3H)-yl)quinazolin-4(3H)-one(S29)
2-(5,6-diphenyl-3-thioxo-1,2,4-triazin-2(3H)-yl)quinazolin-4(3H)-one(S30)

V4

A :

| T N\ potassium tert-butoxide PhIN YZ
N3 o > ~. .N_ N

N + ©\):,§o DMSO I

H 4h reflux HN

o
Ph

7=0,S
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e (57,58) waS sl (1« (1.00 mmol,0.30gm,0.32gm) aa s ai 5 313 (353 (s
N (= (Immole, 0.11gm) 5 <sis ¥ 2,350 0w (Immol, 0.16 gm) g I3l

55l da py el d a3 W55 DMSO e (4ml )2 Je il Jald 24130 5 o sanli gall 20080 g
slall e 4ml A8lial o3 &5 Al jall 3 ) s Ay (A el 2 oy el 4 3040 (1100°C)
Ay saiac ALS DCM aladiuly (5 suanl) milil) paliiind 5 celu sad Jeléil) ¢y jad iy latal)
(11-2) Jsaall moia a5 6 e JSI (A88315) ) ey ) Lale &l e )Y DALY ) i
. (529,530) 5_pumnall LS yall Al i) ol sl

[(S29-S30) ¢S el ity 3l Gl g1 (i (11-2) Jgaad)

Comp M.F| MWt | Color | Yield M.P TLC
.No. g/mol % | (°C) Solvent Rf
S29 | CxHisNsO, | 393.41 | — 82 145- | n- hexane| 0.60
(el 147 -acetone
1:4
S30 | Cy3H15Ns0S — > 90 160- | n- hexane
409.47 e 162 -acetone
1:4| 0.66

(109)(S31,532) ¢S pall yuaai —12-2-2

N-((1-((3-0x0-5,6-diphenyl-1,2,4-triazin-2(3H)-yl)methyl)-1H-1,2,3-triazol-
4-yl)methyl)-5-((3aR,4R,6aS)-2-oxohexahydro-1H-thieno[3,4-d]imidazol-4-
yl)pentanamide(S31)

N-((1-((5,6-diphenyl-3-thioxo-1,2,4-triazin-2(3H)-yl)methyl)-1H-1,2,3-

triazol-4-yl)methyl)-5-((3aR,4R,6aS)-2-oxohexahydro-1H-thieno[3,4-

d]imidazol-4-yl)pentanamide(S32)

36




Chapter Two: Experimental ...........cccccoeveeveeveveeereeeenee, el ¢ 3l s U Jaadl)

Z
HC

\\/ o Na
H
PR 5
N| Tj sodium ascorbate s
N3 - CUSO45H20
/N + H = ; /N\N/\N HN
Ph HIN S THF/Water Y '/\>—/ O
4 N"Y7z N=y
o, L
H H

5-6h

Ph
biotin alkyne

7=0,S

e Sl e (S7,58) e(1mmol,0.30g ,0.320) &b aums 5 s Gyse 31 &3

4l cawaly  (THF/Water (1:1) & &S oisgldl oe(1.1mmol,0.31gm)

<lysSal e (0.2mmole ,0.040)s Akl (uladll Sl S e (0.2mmole, 0.039)

paliind 5 @ jall 3 ) ga da 3 (A (el 5-6) Jeliil mje & a s Jeliall s ) 4 a2 gl

¥ G ) Sy gy piae A8RS JAY) CA Ge (20M) plaiuls (g sanll il

CLS yall 400 5l el 58l (12-2) Jsaad) gaias 5 8 e IS (A282]5) 7l (e O Lale & e
. (S31,532)3 sl

((S31,S32) (xmSuall A3y 3l el Al G (12-2) Jgaad)

Comp M.F| MWt | Color| Yield M.P|TLC
.No. g/mol % | (°C)|Solvent |Rf
S31 585.69 | (— 84| Gamy | n- hexane | 0.40
CaoH31NgO3S Gl . acetone
1:4
S32 | CygH31NgO,S, — 78 Gamy n- hexane
601.75 Gale . acetone | 0.45
1:4

(1(533,5534) cmSuall jpani — 13-2-2

-2-amino-3-(1-((3-oxo-5,6-diphenyl-1,2,4- triazin-2(3H)-yl) methyl)-1H 1,2,3
triazol-4-yl) propanoic acid (S33)
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2-amino-3-(1-((5,6-diphenyl-3-thioxo-1,2,4-

1,2,3- triazol-4-yl) propanoic acid (S34)

N| T
N
Ph)\/
Ph
7=0.,8

e sl e (S7,S8) oo (1 mmol, 0.30g, 0.32g) & s iy G 330 a

sl s Olosdsma el e ald 8 S by » e (1.1mmol,

\)\( CuS0, .5H,0

propargylglycme

triazin-2(3H)-yl) methyl)-1H-

Sodium ascorbate,
N NNy

5 H
THF/Water
5-6 h,r.t

0.129)

5 Al sl Gl < e (0.2mmole, 0.03g) —awal oy (THF/Water (1:1))
8 5-6 h Jelil g 5e & a5 Jeliall i ) o 503 seall iy 5 Sl 5a(0.2mmole, 0.04)
Al JAY) A (e (20M] ) aladiuly (g saanll Ul Gadladul &5 48 2l 3 ) s da 0
(13-2) Jsaalls 3 5e IS (A2 15)z W ¢ o Lale <l ye ) GRS ) Sy g ey guine

.E)..'a;.d\ U_LSJAH :\:u\i)ﬁsj\ ua\};j\ =5

(S33,S34) (xS pall iy 58l () &) (i (13-2) el

Com. | M.F M.Wt | Color | Yield | M.P TLC
No. g/mol % (°C) | Solvent Rf
S33 C,oHogN304 417.43 | & 71 Gamy | n- hexane |0.74
A e .acetone
1:4
S34 (o 79 Gamy | n- hexane
CoHxgN30, S | 433.49 | sana -acetone 0.96
1:4
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UhBjological activity 4 ssadl Aladl)-3-2
4y sl Alladt)-1-3-2
Escherichia coli and Staphylococcus 4wl (8 Lyl (e cpe s aloddul &
O 23l ) 390 028 o Guam lall Jlae 8 Lginaa Ly 53U (e g1 55Y1 02 Liidl o
O 8155 02 o 3 panall LS pall el a0l Glead daadita) 45y Hhall |l jaY|
;b W Jeds a5 Agar diffusion method & LSyl
L e o) jall BLkYI (& jissae Jee -]
A 53l Blial) o il 45 pmad) S ks e (0.01M) 04 (0.1 ml) -2
REPEUE
Acls 24334 (37°C) 50 s A yo e duuala 8 SLLY) jag a5 -3
(1-3) Jsaally il (i e 5 dadill Ailaie (il o3 -4

4 kil ddledl2-3-2
Ol lead daasiudl 45, )l (Aspergillus Niger Ykl ddledll du) 50
(Agar diffusion method ) & <bkdll (e g sill 138 e 5 jasall il jall Ll
il e 55 3al) LY 8 sis o2e ee -]
hillde 5 el GluaY) ge sl (0.1 mL) of (25 mg) -2
k) 2-7 5241 (37°C)5 1y An 2 (e diala 3 3laY) a5 1 -3
(2-3) Jsaally giliil) (yim je g Jaysill dihaia (il o3 4

Anticancer activity 4sia yul) 4lladli3-3-2
(3-3) Usaally il Al s ity $28-530 S yall Al ol Alail) il 3
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= L bl a5 AenSll LS 5 i W st s Al QLS jall aea

(14-2) Jsal)

5 danall S jall (alnl) aa¥) g (ibaasSl S A Copn(14-2) J st

Co | Comp. Structure Comp. Name
mp.
No.
j\ 5,6-diphenyl-1,2,4-triazine-3-(2H)-one
S1 NI NH
Ph)\f N
Ph
S2 S 5,6-diphenyl-1,2,4-triazine-3-(2H)-thione
NJ\NH
| |
Ph)\f N
Ph
S3 O 2-(hydroxymethyl)-5,6-diphenyl-1,2,4-triazin -3(2H)
NJJ\Nﬂ —0one
)'\fr'v OH
Ph
Ph
S4 S 2-( hydroxymethyl)-5,6-di phenyl -1,2,4-triazin -
NJ\N—\ 3(2H) — thione
)I\f,{l OH
ph
ph
S5 j\ (3-0x0-5,6-di phenyl-1,2,4-triazin-2(3H)-yl methyl
N~ N—_O benzene sulfonate
| . OS
)\fN s
Ph
Ph
S6 j»\ (5,6-di phenyl -3-thioxo-1,2,4-triazin-2(3H)-yl
N N5 methyl benzene sulfonate
Ph)\f N o
Ph
S7 j\ 2-(azidomethyl ) -5,6-di phenyl -1,2,4- triazin-3(2H)-
N”N—_ | One
)l\f’ll Na
Ph
Ph
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S8 j\ 2-(azidomethyl ) -5,6-di phenyl -1,2,4- triazine-
N~ N—_ | 3(2H)-thione
)l\f’h Na
Ph
Ph
S9 j\ 2-(aminomethyl)- 5,6-di phenyl -1,2,4- triazin-3(2H)-
N™ ON— one
)l\f’i‘ NH;
Ph
Ph
S10 j\ 2-(aminomethyl)-5,6-di phenyl -1,2,4- triazine-
N” “N— 3(2H)-thione
)l\f'{‘ NH,
Ph
Ph
S11 j\ (E)- 2-(((4-hydroxybenzylidene)amino)methyl)-5,6-
NI N— diphenyl-1,2,4-triazin-3(2H)- one
N
Ph)\fN
Ph
OH
S12 j»\ (E)- 2-(((4-hydroxybenzylidene)amino)methyl)-5,6-
N~ “N— diphenyl-1,2,4-triazine-3(2H)- thione
| N N
Ph)\fN
Ph
OH
S13 Hg 2-((3-chloro-2-(4-hydroxyphenyl)-4-oxoazetidin-1-
iy €Il yl)methyl)-5,6-diphenyl-1,2,4-triazin-3(2H)-one
| o
ph N "N
Ph
S14 HO 3-chloro-1-((5,6-diphenyl-3-thioxo-1,2,4-triazin-
jj\ d 2(3H)-yl)methyl)-4-(4-hydroxyphenyl)azetidin-2-one
N N—
| /’L NT
Ph O
Ph
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S15 i \ 2-((5-(4-hydroxyphenyl)-1H-tetrazol-1-yl)methyl)-
N)J\N/\N/ Xy | 5,6-diphenyl-1,2,4-triazine-3(2H)-thione
S16 i N 2-((5-(4-hydroxyphenyl)-1H-tetrazol-1-yl)methyl)-
) )j\N PO 5,6-diphenyl-1,2,4-triazine-3(2H)-thione
S17 o K 3-(4-hydroxyphenyl)-4-((3-oxo-5,6-diphenyl-1,2,4-
N)I\N/\N triazin-2(3H)-yl)methyl)-3,4-
N )|\(L o dihydrobenzo[e][1,3]oxazepine-1,5-dione
HO
S18 S ; 4-((5,6-diphenyl-3-thioxo-1,2,4-triazin-2(3H)-
N)J\N/\N yl)methyl)-3-(4-hydroxyphenyl)-3,4-
. )|\(L o dihydrobenzo[e][1,3]oxazepine-1,5-dione
S19 j\ (E)-2-(((4-nitrobenzylidene)amino)methyl)-5,6-
NI r}jﬂN diphenyl-1,2,4-triazin-3(2H)-one
Ph)\f N
Ph
NO,
S20 j\
N7 N (E)-2-(((4-nitrobenzylidene)amino)methyl)-5,6-
Ph)\fN NS diphenyl-1,2,4-triazine-3(2H)-thione
Ph
NO,
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S21 O2N 2-((3-chloro-2-(4-nitrophenyl)-4-oxoazetidin-1-
)‘j\ d yl)methyl)-5,6-diphenyl-1,2,4-triazin-3(2H)-one
N N
| O
_—N N
Ph 0
Ph

S22 ON 3-chloro-1-((5,6-diphenyl-3-thioxo-1,2,4-triazin-
@7 cr | 2(3H)-yl)methyl)-4-(4-nitrophenyl)azetidin-2-one
N—-_ |

S23 i \ 2-((5-(4-nitrophenyl)-1H-tetrazol-1-yl)methyl)-5,6-
)J\ . X, | diphenyl-1,2,4-triazin-3(2H)-one

O,N
S24 i ' 2-((5-(4-nitrophenyl)-1H-tetrazol-1-yl)methyl)-5,6-
) N Sy | diphenyl-1,2,4-triazine-3(2H)-thione
I
. /
S25 0 K 3-(4-nitrophenyl)-4-((3-0x0-5,6-diphenyl-1,2,4-
N)I\N/\N triazin-2(3H)-yl)methyl)-3,4-
. | /L o dihydrobenzo[e][1,3]oxazepine-1,5-dione
S26 s K 4-((5,6-diphenyl-3-thioxo-1,2,4-triazin-2(3H)-
NJ\N/\N yl)methyl)-3-(4-nitrophenyl)-3,4-
. | /L o dihydrobenzo[e][1,3]oxazepine-1,5-dione
O,N
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S27 N %O
Ph— 2-((4-butyl-1H-1,2,3-triazol-1-yl)methyl)-5,6-
—N N diphenyl-1,2 4-triazin-3(2H)-one
Fh NND\/\/
\ S 2-((4-butyl-1H-1,2,3-triazol-1-yl)methyl)-5,6-
S28 Ph\g/‘ N— diphenyl-1,2,4-triazine-3(2H)-thione
=\
i NNB\/\/
S29 Ph /NYO 2-(3-0x0-5,6-diphenyl-1,2,4-triazin-2(3H)-
I NL N yl)quinazolin-4(3H)-one
Ph N &
HN
o)
S30 Ph /NYS 2-(5,6-diphenyl-3-thioxo-1,2,4-triazin-2(3H)-
I N yl)quinazolin-4(3H)-one
Ph N &
HN
o)
S31 Os-niy | N-((1-((3-0x0-5,6-diphenyl-1,2,4-triazin-2(3H)-
"%Y | yhmethyl)-1H-1,2,3-triazol-4-yl)methyl)-5-
N ~ | ((3aR 4R,6aS)-2-oxohexahydro-1H-thieno[3,4-
::I:NI‘E’\x_/ o d]imidazol-4-yl)pentanamide
@)
S32 SN N-((1-((5,6-diphenyl-3-thioxo-1,2,4-triazin-2(3H)-
“ﬂe@ yl)methyl)-1H-1,2,3-triazol-4-yl)methyl)-5-
s 1(_/—“ ((3aR 4R, 6aS)-2-0xohexahydro-1H-thieno[3,4-
PhI:Njg’\E__":\_'i“ o d]imidazol-4-yl)pentanamide
S33 JOL 2-amino-3-(1-((3-oxo-5,6-diphenyl-1,2,4-triazin-
N m N\N 2(3H)-yl)methyl)-1H-1,2,3-triazol-4-yl)propanoic
O [ NPz acid
O OH
o
S34 i N

2-amino-3-(1-((5,6-diphenyl-3-thioxo-1,2,4-triazin-
2(3H)-yl)methyl)-1H-1,2,3-triazol-4-yl)propanoic
acid

44




Chapter Two: Experimental ...........cccccoeveeveeveveeereeeenee, el ¢ 3l s U Jaadl)

45



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

dEBLaY g ki3

g

Alaial o S iy Taad iyl i it L pend 5 Aslaiall e Aglal) Sl
G Aphall cLasSll Jlae (8 3508 daal e L] Led cla juiaat] @)kl Lol alag¥ oialill
A ¢ adljal) Claline (il pll CliliadS aliite Gma Jed 3 Ml (5 gal) Ll
agall ALY e sy g U puall Balmal) A1adsY) ¢ Jaiall Acadlal) dlaiay)

e e YU sl i) e HASH juiant 8 A5l 8aleS 4t s o Sl ) Jeid
i) capla) dadadall (33 Hlally Lpand & g L AL judl) al &) amy (il g Adlie (3a1A5 (33 Hha

sl il il s TH-NIMR 0555 5l) qasshaliandl) (5550 0 5l) Cidas FT-IR ol panll s
. (PC-NMR (52 )8l ulaliaal

D OS pall moa ($15e 34 judaat Gl I 8 a1 s
5,6-diphenyl-1,2,4-triazine-3-(2H)-one
5,6-diphenyl-1,2,4-triazine-3-(2H)-thione

O )baS s¥ s J 1l 5 ool Al s e 4 ladl dudlatiall jee dgslall LS jall (e

Lgall Llladl) il Al s Cy el LS gaalgslael) 5 s oSU 5 Jg bl il HSY Ll

al S &al da sy (Escherichia Coli) ol S Gl 0L L iU (e (e 531 8aliadll

a8 Gl all ddle o)y a5 Asp. niger <Lkl g 535 (Staphylococcus aureus)

Al Al 5o et IS ladl) sl S5 U S (e Cpiiall SIS olad dgllad < el jLasY)
. (S28,530) S yall mnad Jlad i3 Ll jelal Limyl 5 () (U s g 53l Al

45



Chapter Three: Results and Discussion ...........cc.cceeveeveevennen.. A58y il (A Jadl)

(S1, S2)msS sall panids 1-3

BIRT S5 akindsy 50l Lo 5 Ko 58015 303 Smsd e 5l s 3
L(1-3) #b A sl Aslaal) s 5 (2

] )j\
N NH
HzN\N)I\NHz | |
H — N
Ph Z
EtOH b Sl
S
reflux , 30h )J\
S y N NH
IS P
HoN— NH, Ph G
H
Ph S2

(1-3) Aalaal)

LS ) s o3 288 (1-2) Jsaall (8 daia e (S2),(S1) S all Al 3udll al 5210
Cnd AndY) gl edal 8 (PC-NMR¢ 'H-NMR ¢ FT-IR ) dshall cilia adll JMA (4
sl Ao oy sy sl e (2) JSE 5 (1) IS (S2) ¢ (S1) @l yall ( FT-IR) ¢l eall
25 ) sailall 3 3aas Bas ada Hseh 2 See Bl 2l 50 Seand) & NH, e e
( C=N) 4e sanas M 5ill e (3126 cm™ ) «(3198cm™ ) 252ns (NH) de sana Jas ) 5aY)
5 (S1) &S _all (1645 cm™) xie(C=0) v diisa S 5 (1653 cm™) «(1662 cm™) xie
(C-C) 5« (1217 cm™)¢ (1200 cm™)aie (N-N)s (S2) =S <l (cm™ 1556) 2= (S=C)
(C-H ar) 5 (1367 cm™) ¢(1369 cm™) xe (C-N)s ¢ (1057 cm™) «(1026 cm™)xe
sl e (3000 cm™) (3000 cm™? aie 4gile s,V

46



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

@ Lasle (152),(S1)iS ol (*H-NMR) bliaall 55580 (i)l ks G Ll
;\})w\ &b Bl e 5 ABLaiall NH, de sanal a3 4500 5 L3l s\&ial(4) «(3) b JSal
(NH-CO) 4e sanal 2525 (10.88 , 10.05ppm) e dualal 3 5L3 Hseda 5 ¢ 2l 3 Saasn il
2525 50 e (7.19-7.57ppm ) ¢(7.18-8.38ppm ) e sa3aie 3 L5 (S2,51) el
sie OH <ligigy ) ased dolal syl 4ales ¥ (C-H ) de sead) cligisp
(sl alls) 12,13 ppmaie SH &lisis p A agai L) 3L 513.56ppm

o 133 518 (S2) ¢(S1) S all (BC-NMR) oustbaliaall 555l (I Cila e Ll

Ll (C=0 ,amide) 4c sanal 2525 (153.88ppm ) e 3 LE seda (6 ) ¢(5) A8 IS

dey  S2 oS,all dusilly (C=S) de sead 25x3 (184.22ppM) e 5 L35 SIS sl

¢(128.5-136.23ppm) e 3L Hselas (C=N) ) 2525 (162.80ppm) «(166.88ppm)
Liles YV (C-H) o ass3 53 e 126.84-142.22ppm)

BsHivMaDZzU
0
120 f’L‘*
M PI\.II |
o) | |
%o T __.-"'-""w-\, ;_N | i ,{
100 ~h | i A Jhd
Yt 1 ot “‘;“\-" F‘h - \,’f‘,.-/i""k-,.'\l.' A | i )
R YT,
Uil Pl ,
80 (N \ . t - [ 44
| I |
1
| | 1
2 | i 0 ! i
60 s V Vo | :
< 2 So= g:‘i ¢ ;:é
20 e 0 F ® it
" s B =
0 g2 -
-20
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
S1 1/cm
Comment No. of Scans; Date/Time; 20/03/2007 01.39:58 1
Resolution; User;
— - i -

(S1) <Ssall (FT-IR) #1aad) ciad dad¥) cishs (1) Js&

47



Chapter Three: Results and Discussion

AZELA 5 il I Jaadl)

BsHiMaDzU
105
%T
90 A R
. ‘ \
1|
i/
75
60
45
| @
30 | | o 2
N 58
Ph §
Iri]
EY
15 Ph
4000 3600
3200
S 2800 2400 2000 1ggp 1600 1400
1200 1
000 800 600 400
2 No. of Scans; 1iem
Resolution; Date/Time: 2010312007 01.43.07 1
User; s 2
— e
o e N : £
(S2) S sall (FT-IR) ¢ paald) cial dad¥) ik 2 Jsd
S1-H
Parameter Vakse 50
1 Tite 51-H ﬁ :
2 Comment | |
3 Origin Varian a5
4 Owner
5 Site
& Instrument inova
7 Author 40
& Salvent dnso
9 Temperature 220
10 Fulse Sequence s2pul
11 Experiment D 35
12 Prabe 1D_Probe
13 Number of Scans: 4
14 Receiver Gain 60 o
15 Relxation Delay 1.0000
16 Pulse Width 6.0000
17 Presaturation Frequency
18 Acquisition Time 1.04B0 ag
19 Acquisition Date 2022-03-02T10: 16:0 O
20 Modification Date 2022-03-02T10: 16:26
21 Class
22 Spectrometer Frequency 499.66 N N H 20
23 Spectral Width 70944 | |
24 Lowest Freguency -999.1
25 Muckeus 1H Ph = N
26 Acguired Size a3 s
27 Spectral Size 65536
28 Digital Resolution 0.12 Ph
10
i ks
o - J |
Y N . o - b
oS-Gy o ] ) r T T T T T T T T T T T T T T T
= Biws (55 50 14 13 i2 1 10 9 8 7 o “Epm: 5 4 3 2 1 4] 1

(S1) <Al (H-NMR) gruasblial) 5,53 i o (3) g

48




Chapter Three: Results and Discussion ...........c.ccceveveen...... 28800 5 &880 - A Jaadl)

Parameter Value

e 24 E 99 BANNERIIVVERARMARNRANANAAZ
2 Comment v (V] [ o W O i e
3 Owigin Warian
4 Owmer
5 Site
& Instrument inova
7 Author
& Solvent dmso
9 Temperature 220
10 Pulse Sequence s2pul
11 Experiment i
12 Probe 1D_Probe
13 Mumber of Scans 4
14 Recewer Gain &0
15 Rebxation Delay 10000
16 Pulse Width 6.0000

17 Presaturation Frequency
18 Acoquisition Time:

19 Acquisition Date

20) Modification Date

21 Class

22 Spectrometer Frequency

1.0480
2022-03-02T09: 3700
2022-03-02T09:37:27

409,65

23 Spectral Width 7994.4
24 Lowest Frequency -999.1
25 Muckeus 1H

26 Acguired Size a3rs
27 Spectral Sze 65535
28 Digital Resolution 0.12

Ph

oiEil

5

M . L el B

sli.bule 1l
e J r T T T T T T T T T T T T T T T
L 14 13 12 11 10 9 8 7 & 5 4 3 2 1 0 -1
s (6 S 4o 1 (ppm)
1 . I TE, . *
(S2)=S ,all CH-NMR) (omshilitall (5 953l ¢ ) sk (4) JSa
sS1-C
Parameter Valoe

- = ® ARARA[ER
1 Tile 51-C = B RAARRASSR
2 Comment T 7 tiitgaas
3 Ongin Varan
4 Owner
5 Site
6 Instrument inova O
7 Author fl
& Solvent dmso Ll
® Toapersture 2.0 N NH
10 Pulse Sequence s2pul L |
11 Experiment 1a] T g N
12 Probe ID_Probe Ph ‘|
13 Number of Scans 344
14 Recener Gain &0 260
15 Rexation Delay 10000 240
16 Pulse Wikh 6.0000 |
17 Presaturation Frequency [ 520
18 Acquisition Time L0433 |
19 Acquisition Date 2022-03-02T10:16:51 200
20 Modification Date 2022-03-02T10:28:57
21 Class -180
22 Spectrometer Frequency 125.65 B
23 Spectral Width 31409.5 160
25 Lowest Freguency’ -1884.3 |
25 Nudleus 13C _“0
26 Acquired Soe 32768 120
27 Spectral Sce 65536 L
28 Digital Reschution 0.48

olBuiulo T
- LY UFJSJ-C 230 220 210 200 190 180 170 160 150 140 130 120 110 100 S0 80 70 &0 50 40 30 20 10 O -10

f1 (ppm)

(S1) wSall (PC-NMR) (oualitall 5 55l 0 ) s (5) s

49




Chapter Three: Results and Discussion

AZELA 5 il I Jaadl)

Parametar

Title
2 Conmrent

Origin

Owner

Site

Instrument
Author

Sobvent

9 Temperature

10 Pulse Sequence
11 Experiment

12 Probe

13 Numrber of Scans
14 Recewver Gain

15 Relbxation Delay
16 Pulse Width

17 Presaturation Freguency
18 Acquisition Time
19 Acquisition Date
20 Modification Date

B8 o n b L

Valse
s2C

Varian

dmsa
2.0
s2pul

1D
1D_Probe
56

60
1.0000
6.0000

1.0433
2022-03-02T09:38:13
2022-03-02T09:47:14

21 Class

22 Spectrometer Frequency 125.65

23 Spectral Width 31409.5

24 Lowest Frequency -1884.3

25 Nuckeus 13C

26 Acguired Sze 32768

27 Spectral Size 65536

28 Digital Resolution 0.48
X

sl8iulojT

‘_,'-DLQ_IMJ\. L_c‘,JS_)_m

52-C

—la42
—162.80

300

260
-—240
_-220
_-ZDU
_-180
_-1 60
_—140
_—1 20

100

I

T T T T T T T T T T T T T T T T T T T
230 220 210 200 150 180 170 160 150 140 130 120 110 100 S0 80 70 60 50 40 30 20 10 O -10

f1 (ppm)

(S2) S all (PC-NMR) (ruuhabiiall 5 953 ¢ ) i (6) Js

(S3, S4) cmSuall paddl - 2-3

S5 38 e el by 2 algale ) e M5l e (S2) ¢(S1) DS el Jelis
(1) 8 Lalaiall 8 o sl Al s (2-3) 5 A

50



Chapter Three: Results and DiSCUSSION ..........cccccevueeeuieniene. A8 5 i) (AN Jaadl)

o
N)LT_\

0 | on

)k = ’

N NH »  Ph

| | Ph S3

=N
Ph St Formaldehyde

Ph EtOH , 10 %NaOH .

" )L
i N N
N)k H | | \OH
| > N
)\K PH
PH

Ph

zZ—2Z

S2

(2-3) aleal)

Z2=0,S

a(SH
Z ﬂ , ( ,
S Lo i
! N N N N—.
N OH

|
N — > | C |
N +

Ph L 7

=2

(S3,54) cuSoal) siilia plagy (1) bbada

(2-2) Jsa)) i ham s ((S4) ¢ (S3) il Bl 3l al 521

¢ 'H-NMR FT-IR) dsiall Sl sadll JM& (g (S4) (S3) liSall (anidi &
(8) «(7) JS& ((S4) «(S3) S all (FT-IR) ) peall cant dai¥) Cada jelal 28 (BC-NMR
JSEN 8 (NH) 2leY) Ao sane Jas 31 5aY) 2355 ) sailal) (abaieV) daja sliia) il e
G 38l s3aall Galata¥) daja selis M) e (3126, 3198 cm™ ) 25 (2) s(1)

51



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

sl e (13360 cm™) (3853 cm™).asass (OH) JeeS 5 ael) e sana Jaa ) 3aY1 20 53
(1246 cm™) «(1200 cm™) xie (N-N)s (2931 cm™)¢(2945 cm™) xie 438 (C-H)
5 (1371 cm™) (1369 cm™) xie (C-N)s « (1000 cm™) «(1000 cm™) 2= (C-C)3s ¢
1654 ) «(1658 cm™ ) 2= (C=N) 5 (3061 cm™) «(3000 cm™) xie 4slas ;¥ (C-H)

sl e (1057 cm™) (1048 cm™) xie (C-0) 5« (cm™

o s 5l8 (1S4) ¢(S3) Ll all (TH-NMR) (ouabalisnall (5558 ¢y Csha e Ll

2525 (10.05ppm) ¢(10.88ppm) e Awalal 3 ,La clas) gl e (10) ¢(9) A Jsill

de senad 250 saan Apalal L3 seday il e (4,3) JSE L8 salall (NH) de sanal

«(5.42ppm) xie (N-CHz)Jd 2l s L3 5 « il e (4.78ppm) «(4.52ppm) 2= (OH)

«(7.09-7.46ppm) e Aslas ¥ (C-H)J ool sl (s jéie o4 L3 5 ¢ (5.82ppm)
. sl e (7.20-7.95ppm )

o B 518 (S4),(S3) <l Lall b (PC-NMR) (mababinal) (5553 (sl il e Ll
)S el dailly (2le¥) C=0) 4e sanal 3925 (155.55) 2ie 3 L8l ) seda (12)¢ (11)pd, JSal)
166.55ppm ) e s lils S4 Sodll dwdl ( C=S) I (179.59) e «( S3
de ganall ) 2425(80.67ppm) ¢ (75.62ppm)aie 3 iy C=N) I 2523 (158.59ppm)«(
333 (126.84-134.79ppm)¢  (128.55-131.49ppm) e s, sedas (N-CH, )
sl e Anle g )Y (C) e sanall

52



Chapter Three: Results and Discussion

AZELA 5 il I Jaadl)

E)sHiMabDzu g

Resolution;

105
%T
|
g0 :
75 o ‘
{
€0
30 j\
15 | ' OH _
N 3
Ph 2
Ph
aogg 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
1/cm
L No of Scans Date/Time. 20/02/2007 02:17:33 1
Resolution User f !
(S3) wSall (FT-IR) ) al) cuad A2l s (7) Jsi
) sHIMADZU
140
%T
S
120 )J\
| lll OH
100 Ph “
Ph
80
60
40
20 i
" &
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
54 1/cm
Comment No. of Scans, Date/Time; 20/03/2007 02.22:13 1
User rs

(S4) eSSl (FT-IR) £l aall ciad dai¥) i (8) Jsi

53




Chapter Three:

ALl 5 il £l Joad

3-H o) 7 L
Parameter Vale = S B
1 Thi a4 PPV RRRRRRRRAKBIZIARRAARARAITMLY I3 R 34
e D N e A A S P P R v e S e ~ L
5 Pomank e L 3 G505
32
3 Origin Varian o
4 Owner 30
5 Site L
6 Instrument inova og
7 Author
8 Solvent dmso O | [ 26
9 Tenperature 22.0 )J\
10 Pulse Sequence s2pul B
11 Experiment 1D N Nﬂ 24
12 Probe 1D_Probe | | OH ] r
13 Number of Scans 4 — N 22
14 Receiver Gain 60 Ph L
15 Rebxation Delay 1.0000 -20
16 Pulse Width 6.0000 Ph L
17 Presaturation Frequency L1s
18 Acqussition Time 1.0480 |
19 Acquisition Date 2022-03-02710:41:25
20 Modification Date 2022-03-02T10:42:17 16
21 Class 2
22 Spectrometer Frequency 499.66 14
23 Spectral Width 7994.4 B
24 Lowest Frequency “999.1 F12
25 Nuceus 1H L
26 Acqured Sze 8378 10
27 Spectral Sze 65536 L
28 Digital Resolution 0.12 s
| -s
-4
ol 2
3 J- L
M L e 2 _J lo
oS dulo T -2
ey r T T T T T T T T T T T T T T T
B EwS 53S0 14 13 12 11 10 9 8 o (spm) a 3 2 1 0 -1
1 v oo s . .
(S3) S all (*H-NMR) (omabaliieall 5 9 5il) cai M) i (9) J&
: e
Parameter Vakue 5 [
1 THe b A 38
I Comment o :Jb
¥ Owigin Waan | L
# {wrr =34
5 She i
& Instrumen rova 32
T hather [
E Sokeent g 30
P Tempentae nn I
$0 Pulse Sequsnce w2l 28
11 Experrent H] i
12 Probe 10_Probe S 26
13 Murvber of Scans 4 I
14 Receiver Gan @ )J\ 24
15 Relaton Doy 10000 [
16 Pullse Width €. 0000 N ’}l \ 22
17 Presairanon Fregusncy | N OH [
1B Aeorumite Trve . O = 20
19 s Dute 200200 TG0 Ph i
20 Modfcation Date BLIOGT TR A1 Ph 18
X Chas
I Spectrometer Frequency 4599, 65 rm
3 Speciral Width A L 14
Dok e 5T PSSy . | 1 I
15 e e -
M Aoousred Soe Lr. ] A
17 Spectral Soe €853 -
28 Digtal Fesoiution LE: | |
-8
G
-4
ﬁl vl | LIi rl
e PP / ‘\-.n-ruﬂj Lq._-‘ 8 0
slfdulo )l -2

T " :
BB | g S e

(S4) @S all (H-NMR) (oraslaliaal) (s 953 ¢ ) Cila (10) S

54




Chapter Three: Results and Discussion .................

. ALl g i) G Jaadl)

¥ 3w
Parameter Vale [
. B B TELRH
L Tite sC % B ERERR ? 300
2 Comment z 3 aanEd i
o T TR | i
3 Origin Varian 280
4 Owner F
5 Site L2680
& Instrument inowa L
7 Author
& Sawent dmso 240
9 Temperature o r
10 Pulse Sequence s2pul F220
11 Experiment 10 L
12 Probe 1D_Probe L2oo
13 Number of Scans 200
14 Receiver Gain 60 [
15 Relxation Delay 1.0000 180
16 Pulse Width 6.0000 L
17 Presaturation Freguency [
18 Acquisition Time 1.0433 O 160
19 Acquisition Date 2022-03-02T10:42:34 )J\ [
20 Modification Date 20220302 TL0:49:40 N N 140
21 Class ) \ L
22 Spectrometer Frequency 125.65 | N OH 120
23 Spectral Width 31409.5 — |
24 Lowest Frequency -1884.3 Ph
25 Nuckus 13¢ oo
26 Acquired Size 32758 Ph r
27 Spectral Se 65536 Fao
28 Digital Resolution 0.8 L
60
40
oiE -
|
3 L
VANV
slSuiulo JT 20
- T T T T T T T T T T T T T T T T T T T T T T T T T
o S d}gﬂ 230 220 210 200 190 180 170 160 150 140 130 120 110 100 %0 80 70 60 50 40 30 20 10 0O -10
f1 (ppm)
13 v . . ” . *
(S3) S all (BC-NMR) (ruasdalicall (g 598} i M s (11) J$&
s4-C
Paramater Walkue
& FEREBICRRIGRES = L.
1 Title s4C z R EREELEEEED - 400
) o ot L= I o o s o Sooooh
anme: I T T el T T
3 Origin Varian I
4 Owner
5 Sie 350
6 Instrument inova
7 Author L
8 Salvent dms
9 Temperature 22.0 ! Lago
10 Pulse Sequence s2pul
11 Experiment 1D
12 Probe 1ID_Probe r
13 Number of Scans 336
14 Receiver Gain 60 250
15 Relxation Delay 1.0000
16 Pulse Width 6.0000 S
17 Presaturation Frequency [
18 Acquisition Time 1.0433 )J\
19 Acquisition Date 2022-03-02T09:51:26 200
20 Modification Date 2022-03-02T10:03:10 N N N\
1 Class | | OH |
22 Spectrometer Frequency 125.65 — N
23 Spectral Width 31409.5
24 Lowest Frequency -1884.3 Ph 150
25 Nucleus 13C
26 Acquired Size 32768 Ph F
27 Spectral Size 65536
28 Digital Resolution 0.48 100
50
S PR A
slSuiulo )T

8w (58 40

23‘D Ziﬂ 2.‘10 2IDU 1“30 léﬁ 1.':"0 ].ELIJ ISID ].-;ﬂ 1‘30 1‘20 1.‘10 J(IIIO 9‘0 SIO

f1 (ppm)

70 0

SID -1‘0 3‘0 2‘0 1‘0 fIJ —1|I]

(S4)=Sall (PC-NMR) (ouabsliiall (5 55il) 0 ) s (12)J8

55




Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

(S5, S6) s sall i - 3-3

O3l g sl e (S4) ((S3)S sall Jelis I (pa oBle) €5l e sl
(3-3 )ph) Adaall Caea Gl g (5 sume CdaS Gyl 3 g 9 (s e Jigdldl IS

N——
| 'L oH Benzene
= sulfonyl chloride
Ph
S3 Pyridine , 0C s

Ph 10h
OR

(3-3) Uataall

(3-2) Usaall i Aaua sa ((SB) ¢(S5) culisiall il yill sl 53

¢ 'H-NMR¢ FT-IR) 4sishall Cla smill JYa (a (S6) ¢(S5) 0 sall i o
«(13) JS& (S6) «(S5) S yall (FT-IR) sl all cnd 4ad¥) il jelal a8 (PC-NMR
3535 (OH) e sane Jae 315Y1 205 I sailall paliaiel) daja clial il e (14)
oabaiall daja sedas Mol e opiladi(8) 5(7) IS & (3360 cm™ )¢(3385 cm™ )
«(1689 cm™) 2 (C=N)5 ¢ (1125 cm™) «(1182 cm™)aie (S=0) e sanal s2lall 332l
«(1000 cm™) 2ie (C-C) (2928 cm™) (2845 cm™) xie (C-H alpha) s« (1662 cm™)
¢(1300 cm™) xe (C-N) 5 ¢ (1211 cm™) «(1200 cm™) ~c (N=N)s (1097 cm™)
. s e (3059 cm™ ) (3063 cm™) e (C-H ar) 5 (1365 cm™)

& L 518 (S6) «(S5) <l all (*H-NMR) ouubibinall (g 553l (i )Vl il oo Ll
(OH) 4c sane cligiy p Al 2 gad Al Bpala¥) 3 ,L3Y) liid) Ml Je (16) «(15) a8, JS
ARG Jseh 5 bl (10)5(9) J8A G Ml Sle (4.78ppm) «(4.52ppm) e

56



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

de Bamia 3L 5 (5.53ppm ) «(5.40ppm ) e (N-CH2) e sanal 3 gai
sl e Agle s Y1 (C-H) e sanal 3523 (7.85-9.42ppm) «(6.53-9.25ppm)

o, Sl b Jaa 513 (SB) Suall (BC-NMR) (orslabinall (55530 il il e Ll

de g pY) (C=0 ) daislSll de sanal 2523 (158.12ppm ) e 3 seh  (17)

126.84-) xic 3 (N-CH, ) I 2523 (77.67ppm) 2= 5 (C=N)J 225 (167.59ppm )
Adles ¥ (Carm ) 4 2523 (134.59ppm

[ sHIMADZU

‘ j
, N "N— O f=
5 I og&}
i’ T
0 Ph

4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
S5 1lem

No. of Scans, Date/Time: 20/03/2007 01.46:13 1

Resolution User,

(S5) Sl (FT-IR) 51 pasl) it Gadil Cis (13) g

57



Chapter Three: Results and Discussion ............cccceevevevenene.. AZELA 5 il I Jaadl)

B sHiMaDzU

90
o, LI | \ ) X
5T 1, | |
80 g & ‘ T

P i"” \ |

@ |

70 s

60

& g
)LN_\

N O

50 Ot S

40 g
®
30
4000 3600 3200 28
S6 00 2400 2000 1800 1600 1400 1200 1000 800 600 400
em
No. of Scans, Date/Time; 20/03/2007 01:50:45 1
Resolution; User, [
.
v T BN H vt
(S6) S all (FT-IR) #loaadl cual 428Y) Cioks (14) Js&
55-M
— P - Vel RAEREKLARARZSRPIRAANRANRANARESSAM 1 2
S (AL LIl L L L DL LI L Lo L LL et k£ 3|
canil iz
3 Dwigs Varsn
4 Ovner
5 SEw O ™
& s vy JJ\ I
FoAugtar
B Sobment dmeo N N \ O r1a
¥ Tenperahse 2.0 | | O S k
10 Pue Sequencs i —~ N O |
11 Experiment e N
12 Pred D_ Pty Ph I
11 Bt of Scars 4 Ph |
14 Rosostver Gair Lo Ny
15 Refnwation Doy (R
16 Fulse Width LReL] "
17 Predaruration Froguency
1R Aespmition Tem 1LO&N0
19 Asgpastion Cate L3 2T e
1 Hocif afnn Uobe Forai b L
L Claews
I2 Spectromener Froguency #7966 B
3 Spetenl Wigith A |
3 Lot gty el !
I3 Wit I I B
M hospared e o !
I7 Speral Soe B5536 [|
18 Dagital Raesobation iz N
| 2
J | )
- I
| U U . I
;] ! | Lo
& s WY Y Vot semions
elSudulo ) o
_— M 13 1z @ w9 8 roB 5 4 o7 ' ’ !
Bl g 35 o f1 {ppm)

(S5) <Al (H-NMR) gpuasbliial) 553 i ) Lo (15) Js

58




Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

S6-H 7 .
e oo ks P - - £ s I
I Tie . FEEEIRG o . a8
LI -
1 Comment 1 =5 ) I T
3 Orign Vane '3‘.
4 s [
5 Swe La2
& Instrumes v
T muthor g
§ Sokent dmes
¥ Terpersee Bo =F]
10 Pl Seets i L
11 Experiment 1] 2.6
17 Probe Pk F
18 Mgrher of Scans 4 F2.4
14 Eptwi G & i
15 Retaoction Deidy L 00 S :?'?
56 Pulss Wit . 00 L2
17 Presaburation Brequency 1=
18 Acqstion Time 0.9 N N— O 18
19 At et MO ML | | OS -
20 Mocificadion Date T2 TLA 3330 _ N | ! 1.8
H s (@] L
1T Spectrometer Freguncy 49, 6 Ph 14
I3 Spectral Wigth T
M Livwrt® Froguecsy E ] Ph | Fi.2
5 M iH i
26 hmpared Soe T [
AT Spesciral Se A5 los
9 Cigtal Apsciuficn LET ’
0.6
0.4
M2
i -
e
X/ o2
o4
o K e 4 r T T T T T T T T T T T T T T T J
BT 535 40 M3 1z w9 8 7 " 6 :. 5 4 3 2 1 0 1
“q:ru
1 v I TR . »
(S6) <l CH-NMR) g....ghl.a.d\ 954 o ik (16) Js&
5-LC
Faramete Vel & SGRRBIZAELARIE & | 100
1 Tk e T EARRARAREEREA R
2 Comment | TT.T.T,"[T: “ "" i hry |
3 Origin Varian ) i
4 Owner
5 Site 350
& Instrument nova
7 Author L
8 Solvent dmeo
9 Terperature 20 ' L1200
10 Pulse Sequence stpul
11 Experiment 10
12 Prade ID_Probe F
13 Nurber of Scans 336
14 Receiver Gain &0 Laso
15 Rehxation Delay 1.0000
16 Pulse Wickh £.0000 O
17 Presaturation Frequency [
18 Acquisition Time L0433
19 Acquisition Date 2022403-02T09:51:26 N N —_ O 200
20 Modification Date 2022-03-02T10:03:10 | O S
21 Class | N |
22 Spectrometer Frequency 125.65 = O
23 Spectral Wicth 31409.5 Ph
24 Lowest Frequency -1884.3 150
25 Nucleus 13C Ph
26 Acquired Size 28 r
27 Spactral Soe 65536
28 Digital Resolution 048 100
}
50
Lo " | I
OB AN

T T T T T T T T T 1 T T T T T
230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O -10
f1 (ppm)

(S5) wSsall (BC-NMR) (ruhiliiall (5 958l ¢i ) cinha (17) J8i

59




Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

(S7,58) oSl paiia 4-3

o) ae sl e (S5,56) LS sl amaad VA (e (S7,58) S pall juani
5 Ayl A seud Glb 5 (5 gume 008 DMF ey s8 Jia (515 353 53 NaN; o522 seall 2 )
(4-3 )33‘) ol (WEPUL N

JL &j
-—<::> > Ph

EtOH

Ph

100C, 6h )‘7\
)]\ N
|

o, - _

\
o)
0=»=0

+ NaN3

(7]

O=U)=O

Ph

S8

(4-3) Qtaall

(4-2) dslaall A dsia g0 (S7-S8) cliidall 43l 58 Ll 52l

('H-NMR FT-IR ) dishall cila nil) A (40 (S8) ¢ (S7 ) SlS sl andii o3
sid) Mgl e (19 )¢(18)JSs il jall a3 (FT-IR) ¢ sl i 22 i) cisla jelal e
Gl e il (14) 5 (13) Jsall 8 (1125 ecm™) «(1182cm™) e (S=0) 4ela
2123 )aie (N=N=N) e sane Jaa 5V 23 5 N s2ilall 3l paliaia¥) daja ) seha
5 ¢« (ST)=Sall (11658 cm™ ) 2505 (C=0, amide)s s e (2114ecm™) «( cm™
xie (N-N) 5¢ (1689 cm™) «(1674 cm™) xic (C=N) 5 (S8) «=S yll ((1523) xie(C=S)
iglas ¥ (C-H) 5 (1100 cm™) «(1100 cm™) 2 (C-C) 5 (1200 cm™) «(1215 cm™
. sl e (3000 cm™) «(3086z cm™ e

60



Chapter Three: Results and DisCussion .............cccccceeurecunee. ALl 5 il S Joadl)

(20,21) JSé (S8,S7)bS yall (*H-NMR) sibbinall 555l il Cada e Ll
7.45-) «(7.28-7.34ppm ) 2ic dgle s V1 (C-H) de sanal 3923 4606 5 L8 seds gl e
S5 Jde (5.89ppm) «(5.77ppm) 2ie(N-CH,p) J 228 dalal 3 L3 5 ¢(7.86ppm

140 EsHIMADZU
%T
120

100

80

,
373045 —,
3086 21—

381279
3207.73

60 i

]
N[/LN_
. Ny
N N v
Ph
20 I’] :

L)
N

3392 90
1674 27
1658 &4
638 45

40

o~

40(7)0 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400

1lem

Comment; No. of Scans;

Date/Time, 20/03/2007 01:39.:50 1
7 Resolution;

User, s

(S7) Suall (FT-IR) #1aadl ciad d2d) i (18) Js

61



Chapter Three: Results and Discussion

AZELA 5 il I Jaadl)

2800

2400 2000

No. of Scans,

1200

Date/Time

1000 800 600 400

/em

200032007 014259 1

User "

(S8 ) all (FT-IR) 1 aad) cuati daiY) Cisha (19) Jsi

Parametar
1 Tite
Comment:

[

Origin

Owner

Site
Instrument
Author

Solvent

9 Tenperature
10 Pulse Sequence

®owom bW

11 Experiment

12 Probe

13 Mumber of Scans

14 Recewer Gain

15 Relxation Delay

16 Pulse Width

17 Presaturation Frequency
18 Acquisition Time

19 Acquisition Date

20 Modification Cate

21 Class

22 Spectromeber Frequency
23 Spectral Width

24 Lowest Freguency

25 Muckeus

26 Acquired Size

27 Spectral Size

28 Digital Resclution

Vaksa

Warian

inova

dmso
22.0
s2pul

1D
10_Probe
4

60
1.0000
6.0000

1.0480
2022-03-02T10:D5:56
2022-03-02TLO:0D:11

409.66
79944
-999.1
1H
a37e
65536
0.12

|
MMWNJ‘LEJ Wy

I lﬂﬂ-_:lc_:'_

»
n
730
28
57

e

337 H
28
284
275
275
27
27

= Biws (53S0

6
f1 (ppm)

(S7) Sl TH-NMR ouashiiiall (5 553 0 ) (20) Jss

62




Chapter Three: Results and Discussion ...........cc.cceeveeveevennen.. A58y il (A Jadl)

o = -I(‘ :«-T-
1 r
hi
|
N
/N 3

PPM 10 8 6 4 2 0

(S8) S all (AH-NMR) (poasilicall 53 530 ¢ ) ik (21) 2
(S9, S10) cmSall skl - 53

83 25 s (Sl sVl 3 )lS ae sl e (S8)¢(ST)lS sall dpraal JMA (4e
Filiall (p 1 (g guime 02 J LY 5 2 503 geall 2S5 jam (o 2ol Jas g g 2o lie JalaS 2aall
(5-3) ad) Aaladll Cavea el g e 31l Al Asal)

63



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)
)L
N N
o) | |
X -
N T_\ PH
N S9

Ph

| .
Z reduction s
Ph
S7
Ph
N

Ph

OR T \
) | NH,
/N
Ph
N| T_\ Ph
S10
N3

N
Ph S8

(5-3) Utaall

. (5-2) Jsaall 8 daia e (S9-S10) cleiiall A5 i) yal g2l

('H-NMR FT-IR ) dsishall Cilia adll MR (40 (S9) ¢«(S10) S all (mid s o

e ¢ (23) «(22) S5 (S10) ¢(S9) “hSall (FT-IR) ol peall ons Aai) Cila el i
353n; (N=N=N) 2 de sane Jae 31 5aY) 205 A sailel) palaie¥) daja slas) gl
Lo i) a5 ) sailall palaial) cie s sedas Ml e (2123 cm ™) 2114 em'h
3446 , 3421 ) «(3404 , 3392 cm™ ) 2saay ABLaiall e 5 Al (NH,) oY) de sana
3ie ((S=C)s «S9 S all duailly (1653 cm™) 2= (C=0 , amide )s sl e (cm™
sl Je(1180 cm™ ) «( 1139 cm™ ) xie 5 (N-N)s  S10 S all deily (1624 cm™)
sle (1446 cm™) (1489 cm™) xe (C=C)s (1215 cm™ ) «( 1238 cm™ ) (C-N) s
«(3000 cm™) xie dgles ¥l (C-H)s (1624 cm™) «(1660 cm™) xie(C=N)s ¢ sl
Vs e AEdY) (C-H) de saaal 323001 (2800 cm™) «(2900 cm™) ie 5 (3061 cm'™)

8 B 5l8 (S10) 5(S9) S yall (*H-NMR) (ibabinall (5553l o ) il (e Ll
(5.88ppm) « (5.78ppm ) e (NH,) 4o senal 2523 dpalal 3 L3 56 (25) « (24) JSa

64



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. AZELA 5 il I Jaadl)

3Ll (4.60ppm) ¢ (4.41ppm) xie (N-CHy) <lisig s A agad 4530 8 L5 5 Mgl e
. (7.32-7.95ppm) « (7.26-8.03ppm) e silas Y1 (C-H) ic saal 3523 5a30e

e ———— ]
|7
%
%— i W
o« N
LA |
nl
fh—
0
‘ 1'}
"\
| Lt o

5 Nl r\ll—\
v N NHZ
’ Ph
Ph
[
\ \ | JRARTHL AR ' ‘ R
g " { 00 1850 \) 1850 J ¥ ) v 450
{fom

(S9) S all (FT-IR) #1aad) caad daiy) Cigha (22) Ji

65



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. A58y il (A Jadl)

175 S
%T
150 S
N7 N— |
e | & NH, :
~N ‘ W
Ph | ; ‘
100 S AW
\k \ | |
75 ‘ .
\ “‘ 1‘
50 |J & »
g = \| * /L
2,538 § B \|& p.
9 ﬁ aom = e
e 3 B
2 A
0 . }
40?8 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000
Comment; No. of Scans;
10 Resolution; User, s

800

Date/Time; 20/03/2007 02:21:24 1

600

Wl |

400
1lem

(S10 ) sall (FT-IR) #1ead) ciad 42dY) ik (23) Js&

Parameter Value B.kh ($91) 1HNMR in DMSO-d6 at 298K 01.01.31 1600
1 TR Guest1-401.50.0d ERGRSTUNEELRRAAUIIRRAARL i
2 Comment B.kh (591) 1THNMR in oo el vl ol il il il il ol rdl el il 1500
DMSO-06 at 298K 01.01.31 }
3 Origin UDNMR, Bruker Analytische
Messtachnii GmbH 1400
4 Owmer oot L
5 Site L
6 Instrument spect _1300
7 Ruthor
& Sohent DMSO 1200
9 Temperature &70.9 +
10 Pulse Sequence 2930 1100
11 Experiment 10 (@) E
12 Probe S mmOQNP 1H/ 15N/ 13CF
31P Z0002/ 03058 JJ\ 1000
13 Number of Scans 32
14 Recelver Gain ~ 574.7 Nl l?l \N H 0o
15 Relxcation Delay 10000 N 2 L
16 Pulse Width 10,5000 Ph = 800
17 Presaturation L
Frequency 700
18 Acquisition Time 14999 Ph
19 Acquisition Date  2022-04-19T14:02:00 r
20 Modification Date  2022-04-20T12:00:42 l-s00
21 Class L
22 Spectrometer 500.13 Lsoo
Frequency
23 Spectral Width  10330.6 I
24 Lowest Fregquency -2076.4 400
25 Nudeus. H |
26 Acquired Size 15404 500
27 Spectral Size 65536
28 Digital Resolution 0. 16 r
200
100
IL.J L™ ., Lo
T T T T T T T T T T T T T T T T T T T T
16 15 14 13 12 11 10 9 8 4 3 2 1 -1 -2 -3 -4

(S9 )= all (*H-NMR) (suasbiliaeall 5 55l cii M s (24) Jsii

66



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

1401.50.fd ) [-380
Parameter Vake B.kh (S101) 1HNMR in DMSO-d6 at 298K 01.01.31 8 £ F
omx S e LEo R >
DMSO-d6 at 208K 01.01.31 ! . 340
3 Origin UXNMR, Bruker Analytische L
Messtechrilk GbH 320
4 Owmer oot L
5 Ste
6 Instrument spect S 300
7 Author [
8 Soent DMSO )J\ 280
9 Tenperature 6710 i
10 Pulse Sequence 2030 N 'Tl \ 260
11 Experiment 1 | N N H2 r
12 Probe 5 mm QNP 1H/ 15N/ 13C/ = 240
31P 20002/ 03058 Ph F
220
13 Number of Scans 32 Ph L
14 Recelver Galn 3225 L 200
15 Relaxation Delay 10000 L
16 Pulse Width 10,5000
17 Presaturation [180
Frequency [
18 Acquisition Time  1,4999 160
19 Acquisition Date  2022-04-19T14:02:00 r
20 Modification Date  2022-04-20T12:24:20 140
21 Class r
22 Spectrometer 500.13 120
Frequency L
23 SpectralWidth 103306 100
24 Lowest Frequency -2076.4 [
25 Nudeus 1H o
26 Acquired S 15494 |
27 SpectralSke 65536 Leo
28 Digital Resolution 0,16 |
40
20
WL 2\ :
- - vlo
k.20
6 15 14 13 12 11 1 9 8 7 6 5 4 3 2 1 O -1 -2 -3 -4
AR

(510 ) < all ((H-NMR) (orushalidall (5 9530} i ) Cisa (25) Jei
(511,512,519,520) s el yasdids 6-3

e el s b -4 5 e 3 S50 4 ae (S10,S9) Jelsi JMA (e
Adlie e J seand) @i (5 sae oS S alaindy 5 ol LAl s 3m s 5
L (7-3)¢ (6-3) by Vel anen Gl il e 8

o
)J\ N N—\ _—
|
N7 ON— HO — . N N
I _N  NH
Ph _0 Ph S11 OH
ph 59
OR
I X

(6-3)Aalaal)

67



Chapter Three: Results and Discussion ...........cc.cceeveeveevennen.. A58y il (A Jadl)

N N_\
G — Ph& N}
Ph)\%
Ph O2N
59 \©\¢O

N N
)lﬁ/lllﬂm-b N Nﬂ
Z I
Ph o _N
Ph  S10
(7-3) Qataall

L (6-2)d52)) 4 daun e (S20,,519,512 , S11) coliidiall 4 5l (yal sl

'H- (FT-IR ) Lishall cba sadll JSA (50 (S11,512,519 , S20 ) S jall it a3
JS5 (S20,519,512,511) S all (FT-IR) ¢l peall s 421 (i jelal 28 (NMR
ALl (NH,) de sana s2ilall alaia¥) e s cléidl gl e (29) «(28)¢ (27) « (26)
(3446 , 3421 cm™) ¢ (3404 , 3392 cm™) e (S10,99) i ALl e
Ot s Y A sana 3 pal Ja 2 55 () 39238 Jan s b daja ) seda 5 (23,22) ouilad) Gl
« 3427 cm™) xie (OH) 5 sl e (1705) «(1708) «(1666) «(1680) xic (CH=N)
«(1350,1553 cm™) 2e(NO,) 5 sl e (S12) «(S11) Sl (3417 cm™)
«(1651 cm™) xi= (C=0, amide )5 sl e (S20) «(S19) oS »1(1354,1539 cm™)
(1570 cm™ ) « (1602 cm™ ) 22( S=C) , sV e (S11,519) oS all Ansilly (1647)
«(2848 cm™) «(2879 cm™) (2881 cm™) xie AGadY) (C-H) 5 (S20) «(S12) xS all
5 (1100 cm™) «(1101 cm™) «(1000 cm™) «(1026 cm™) xie (C-C)s (2920 cm™)
1431 ) 2= (C=C)s (1192 cm™) «(1288 cm™) «(1155 cm™) «(1100 cm™) xic (C-N)
(3084 cm™h)aie dgle s, (C-H)se (1533 cm™) «(1539 cm™) «(1514 cm™) «(cm™
sl e (3000 cm™) (3000 ecm™) «(3000 cm™)

68



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

(S20,519,512,511) <A yall (*H-NMR) (sahalizall (555l o ) Cada e Ll

de senal 25a8 dalal 3L Hsedh Ml Je(33) ¢ (32) ¢(31) «(30) ISl & Ll

2528 dal 3L 5 (8.45 ppm),(8.32ppm) L(7.73ppm) «(7.77ppm ) e (N=CH)

2sa5 dgalal o LA 5 (S11,512 )omS sl 4ills (9.76ppm) «(9.79ppm) 2ie (OH) e sanel

Je Baia 3L 5 (5.52ppm) «(5.67ppm) (4.93 ppm) ¢ (5.06ppm) 2= (N-CHy) J

g2 (7.32-8.21ppm)  «(ppm 6.99-7.77)¢ (6.45-7.32ppm ) «(6.11-7.37ppm)
sl e Aile s )Y Aalall i gi gl

[ sHIMADZU

90

%T

0

NN
45 //J\\\\/ N N
P Y
Ph

30 <'\_ \>

\
. OH
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
" 1lem
Comment, No. of Scans, Date/Time. 20/03/2007 0140 36 1
1" Resolution, User

(S11) S all (FT-IR) slandl ciad dal¥) i (26) Jsi

69



AZELA 5 il I Jaadl)

Chapter Three: Results and DiSCUSSION ..........cccccevueeeuieniene.
() sHIMADZU
105
%T
97.5 {\
" J

287682

825 " : i/ !
| % 2 | N=
- 8 Ph)\7 "

75 3 g 8 ,
|
Ph 7\
67.5 -
\
6 OH
0
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 1/(::)0
12
Comment, No. of Scans, Date/Time; 20003/2007 01:44 151
,‘-, ‘ Resolution User s
(S12 )S all (FT-IR) #1_ead) ciad Aai¥) Cish (27)J84
B sHiMabzu

R
-
A
—
d
" g
S
-
oy

|
75 1 /J | /‘1 ‘
' (] | | A
(¥ II‘ 1 1AM
| / ‘§ i ’ \ \'3‘ ‘ 'A‘ ¥ \ | /“ |
| / & 0 ‘ | g«? | [ | .l / II ‘
\ [ -~ I\ ( ‘} | l ﬁ‘
60 \ g 35 I I 1 ‘
/ o 22 fy ‘ 3 If
g/ iR [ [+l
E '.‘ S (| g‘ ' | : |
g\ s | 3 I | :
\ | S | ‘ 2 ‘ f
45 \ O ‘ : g
ot )k s 3 :
Bz NN : 1/ \3 g%
3 . . N == g Vg .
8 ..=N T S 5 .-
30 Ph/L\f 3 |3 :
Ph 7 N 0 3
15 Noz )
4000 3600 3200 2800 2400 2000 1800 1600 12 " 8o
00 1600 1400 1200 1000  &go 600 400
1lecm
o No. of Scans,
i Date/Time; 20/03/2007 01:54:331
s19 =

(S19)Ssall (FT-IR) #1ead) cial dadY) ik (28) Js&

70



Chapter Three: Results and Discussion

25800 5 Al -Gl Juaal)

65 \
%T
60

[ sHIMADZU

~
55 l‘ /‘/ N\
\ / [\
o f \
~ M | / ‘\ A
- /
.- % \
o A "
88a g ‘/L, \
S o%s /
50 b B P \ \
a3ed \ “
a3
1 \
| \
\ A \
v\ \
\
\ N \
g \/\ \
o \
40 & \
- \ \
\ \‘ \\
35
" | | y ' ™ I
3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
4000 3600 1/cm
o ” da o . %
(S20 )Sall (FT-IR) ¢ pead) cad aad) sk (29) Js&
Guest1401.50.fid >
Parameter Vale B.kh (11) 1HNMR In DMSO-d6 at 298K 01.01.30 g Z
1 Tee Guest1401.50.fid 2 RER8 = 8 E A 1200
2 Comment 8.kh (11) IHNMR in DMSO- T 77 X T T %
6 at 298K 01.01.30 | SN2 ! BN
3 Orgin UXNMR, Bruker Analytische ! L
Messtechnk GmbH | 1100
4 Owner root
S Ske
6 Instrument spect 1000
7 Author
8 Solvent oMSO
9 Tenperature 671.2 900
10 Pulse Sequence 2930
11 Experiment 1D
12 Probe S mMMQNP 1H/ 1SN/ 13C/ -800
31P 20002/ 03058
13 Number of Scans 32 O
14 Receiver Gain 1024.0 Jk 700
15 Rebxation Delay  1.0000 —
16 Pulse Wicth 10.5000 N r\l,
17 Presaturation /‘\/ N N = 600
Frequency o~
18 Acquisition Time 1.4999 ph ‘ -
19 Acquisition Date  2022-04-19T14:02:00 | s00
20 Modification Date  2022-04-19T14:04:08 Ph / \
21 Class —
22 Spectrometer $00.13
Frequency OH 400
23 Spectral Wicth 10330.6
24 Lowest Frequency -2076.4
25 Nucieus 1H 300
26 Acquired Sze 15494
27 Spectral Sze 65536 o '
28 Digital Resolution  0.16 ‘ | 200
1 '
‘ | | ‘I 100
) i | I,
v A\ ACLN [N S X SA ST L VRN Lo
oS L, T T T T T T T T T T T T T T T T T T T T
- 16 15 14 13 12 11 10 9 8 7 6 5 4 3 2 0 -1 2 -3 4
. f1 (ppm)

(S11) «Suall ((H-NMR) (ruhiliiall (59530 ¢l cish (30) J<i

71




Chapter Three: Results and Discussion

Parameter
1 Tele
Comment

3 Orign

Owner

Ste
Instrument
Author

Solvent

9 Temperature
10 Pulse Sequence
11 Experiment

12 Probe

CERIEEES

13 Numrber of Scans
14 Recever Gain
15 Rebxation Delay
16 Pulse Wicth

17 Presaturation

19 Acquisition Date

20 Modification Date

21 Class

22 Spectrometer
Frequency

23 Spectral Wigth

24 Lowest Frequency

25 Nuckeus

26 Acquired See

27 Spectral Sze

28 Digital Resolution

Vale
Guest1401.50.fid

B.kh (12) 1HNMR in DMSO-
95 2t 298K 01.01.30

UXNMR, Bruker Analytische
Messtechnik GmbH

root
spect

DMSO

671.2

2930

10

S MMQNP 1H/ 15N/ 13C/
31P 20002/ 03058

1.4999
2022-04-19714:02:00
2022-04-20708:52:30

500.13

10330.6
-2076.4
1H
15494
65536
0.16

Guest1401.50.id
B.kh (12) 1HNMR in DMSO-d6 at 298K 01.01.30
®

o

I
S

N=—
=N
Ph ‘
Ph

-,

—R
—6.94

646

~493

Wt @ MO T -

SEZB=EE3 B

AR B0 mME "]

B e ] w
s

3.4%0

2.745
2526
-2522

)
BRUKER
<)

2768

14

(519) @Sl (H-NMR) (rrushaliiall (5 9930 ¢l Cisha(32) JSd

72




Chapter Three: Results and Discussion ...........cc.cceeveeveevennen.. A58y il (A Jadl)

V. code
. .
N’JLh‘J X
;—>h’k|'9N N\
LoD
—(
NO,

(520) =S AU(1H-NMR ) (ruhliiall 5 95l G ) ik (33) Jsi

(S13,514,521,522) b yall ek -7-3
2,58 il 5180w sl e (S511,512,519,520) S sall alall 3lall )l

Al o oS3 g (5 puime cudS S o= 4|1 pla35ub s Tri ethyl amine  cel i) (S35 3 9 5
L (8-3) Alslaall oo llh g JUSY Uil Lely )

73



)J\ HO
N— o
| | N= )J\ Cl
N /
Ph 7 N N—
b L N
—
S11 Ph = o
OH Ph
S S13
)]\ HO
N| T N i cl
=
N
Ph)\f N)J\N /
Ph o | | “N—
S12 __N AN
L 3 Ph o
OH cl Ph
(o] S14

Tri ethyl amine
1,4-dioxane, 10C
6h

-
j
N\

NO,

S
)J\ s21
O,N

N N
| ,LﬂN\ S
Ph Z )J\ /CI
N

S20

{z
/
/

NO,

(8-3) Utaall
(7-2) Jsaal) & daia g (822,821,814,813)«21'533““ 400 il el Al

He FT-IR ) &bl s saill B4 (e ($22,521,514,513) S sl (i 3

J<E (S22,521,514,513 ) S oall (FT-IR) el eall cand 2231 cala Helal 38 (NMR
3523(29,28,27,26) Al JISEY) o jrae da i cliidl) ¢ I 5l e (37) ¢(36) « 35) «(34)
(1705 cm™) «(1708 cm™) «(1666 cm™) ¢ (1680 cm™) = (CH=N) ¢pa¥) 4 ganal
«(750 cm™) (700 cm™) xic (C-Cl) 4e sanal 323l (abiaial) daja jseks 5 sl e
1394 cm’) «(1398 cm™) «(1334 cm™) xie (C-N)s s e (723 em™) «(700 cm™)

74



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

(1172 cm™) «(1168 cm™) «(1174 cm™) xie (N-N) 5 s Jte (1388 cm™)« (¢
(1643 cm™) «(1670 cm™) «(1690cm™ )xe Y Jis \S(C=0)s (1130 cm™)
sl e (S22) «(S14) S sall (1550 cm™) «(1597 cm™) aie (S=C)s (1643 cm™)
(1035 cm™) 25255 (C-C) e sanwe Jae I3V 2055 ) sailall (alaiaV) aja 5 selasg
«(3400 cm™) «(3300 cm™) = (OH) 5 (1035 cm™) «(1035 cm™) «(1035 cm™)
(1604 cm™) «(1701 cm™) «(1479 cm™) xic (C=N)s ¢« (3406 cm™) (3448 cm™)
2920 ) «(2937 cm™) ¢(2939 cm™) ¢(2943 cm™) e A3 (C-H)s «(1687 cm™)
sl e (1455 cm™) (1473 cm™) «(1475 cm™) (1448 cm™) xie (C=C) 5 «(cm™

¢ (S21) « (S14) «(S13) LS all (*H-NMR) (usshliiall (5553 05 ) Cisa e Ll
303 Al 580 Hsels ¢ Ml Je(41) ¢ (40) « (39) «(38) JSa & Lali (S22)
5L sedas (S14,513) cuS el il (10.76ppm) «(10.87ppm) e (OH) e sanel
5 (5.54ppm) «(4.45 ppm) (5.76ppm) «(4.86 ppm) e (CH-CI) 4e sanal 3423 4508
(4.74ppm) «(5.45ppm) «(4.38ppm) « (4.37ppm) e (N-CHy-N) J 225 daalal 5 L)
dc sanal 223 (4.97ppm) «(4.78ppm) (4.77ppm) «(4.27ppm)ie Asl 5 LSl 4
(6.98-7.77ppm )«(6.77-7.77ppm) ic sa3aie s Uil 5 alSY Liad) &l I &dlad) (N-CH-)
(s Sle Anle s YN Akl 35 50 5 525(7.35-ppm.35) « (7.32-8.45ppm) «

75



Chapter Three: Results and DIiSCUSSION ............ccovucececenanes AL 5 ) U Jadl

o) | N EsHIMADZU

100 /“\ ' N N | ( )
. PRSP 0 | W

80 \‘ Ph y . Ny ‘ MM f (|

| |
60 / | v ’
[ | 3 2
Q o~ -4
B8 £
[ee ® B Ed
© s 3
|8 < 5 o~ §
Nk al 3 8
40 ™ 2 4
V < 5
‘N
8 I
@
| 2 8
| 2 |8 R4
20 o Ve =
\ g M/ =8 b
2 o o “
SIS g\ /4l : B g
L ¥V o
8y & TR 3
a9 ~ =
0 ~3
&

26097
243404

-20

4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
13 1lem

Comment; No. of Scans; Date/Time; 20/03/2007 01:04:00 1
13 Resolution; User; s

) sHIMADZU
150
|
%T
\
125
100 o
ol "\‘ﬁ‘l_ @
75 A
50 &R ( T
) : wn B
J ﬁ o ) :‘ ui 3 E 5
25 ‘g8 | g g 3 -8
o Qo) N 0
es  K¥. R8 3 E
"E o TRER &
0 &
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
14 1lem
Comment. No. of Scans, Date/Time; 20/03/2007 01:40.46 1
14 Resolution; User, s

(S14) S all (FT-IR) &) sead) s 425Y) Cish (35)J8é

76



AZELA 5 il I Jaadl)

Chapter Three: Results and DiSCUSSION ..........cccccevueeeuieniene.
EsHiMADZU
90
o
%T A
75 | 1 vI
y ‘ MM | [~ el
‘ \ A AWl U \/
\ VA / [\ | v
60 U (]
| \ N\ / |
‘\ g ,,\ / A |
/ & 3 ‘
i “ 3 2 ¥ | ',‘ %
45 3 ’1 [ 1 3 a1V
[ || ( ~ 2T | © ‘
| | | \l; OQN\ /\ || \.\ o v
YAl | = &
30 N 0 ! 2
. | 5§ 0
| \}} ' l \.\__.-\ y // X C ///
15 & = o \\N i
Rle ¢ —
5} ¢ \:Q ~ ’ \
i 5 (A =N
N A g 3
0 R ¥R
Ph T 0
-15 2800 2400 2000 PNyg ;
4000~ 3600 3200 - 160 1400 1200 1000 800 ed0- . 4o
91 1lem
No. of Scans;
Resolution; Date/Time; 20/03/2
(521) «S -l (FT-IR) #)_saal) cuad dadl) cinha (36)JS
() sHimaDzU
% K
%T | ‘W)
A
80 "y
\
70 1% ‘ 4| A
48 g & gdl | [
60 | & 2 el E ‘
i & T e b \
50 \ | " e
| O,N 3 4 g2 % 2V
40 i s "z
' | (of ge
Il \, Vg ¥
30 I3 N N—|
| L n N
- N
& Ph T 0
20 R
Ph
10 ‘ ‘ - v
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
$22 -
Comment: No. of Scans; Date/Time: 20/03/2007 01:58:00 1
$22 Resolution; User. £

(S22) S uall (FT-IR) #1aad) ciad dadY) i (37) 8

77




Chapter Three: Results and Discussion

AZELA 5 il I Jaadl)

Guest1401.50.fid o L
Parameter Vabe B.kh (13) 1HNMR In DMSO-d6 at 298K 01.01.31 s 2
1 Tee Guest1401.50.fid g RRR®& R B BA R o 1200
2 Comment B (11) IHNMR in DMSO- T o N E3IIY R |
d6 at 298K 01.01.30 I NSEE N Nalid 1A
3 Origin UXNMR, Bruker Analytische | 1100
Messtechnk GmbH
4 Owner root .
5 Ste
6 Instrument spect 1000
7 Author HO = L
8 Solvent oMSO () “
9 Tenperature 6712 /U\ = Cl 900
10 Pulse Sequence 2930 |
11 Experiment 10 NI N N
12 Probe S mMQNP 1H/ 15N/ 13¢/ ~N N 1800
31P 20002/ 03058 Ph (0]
13 Number of Scans 32 Ph
14 Receiver Gain 1024.0 700
15 Relnation Deldy  1.0000 L
16 Pulse Wicth 10.5000
17 Presaturation 600
Frequency
18 Acqusition Time  1.4999 [
19 Acqustion Date  2022-04-19T14:02:00 | s00
20 Modification Date  2022-04-19T14:04:08
21 Class r
22 Spectrometer 500.13
Frequency 400
23 SpectralWidth  10330.6 |
24 Lowest Frequency -2076.4
25 Nudleus H 300
26 Acquired Sze 15494 | |
27 Spectral See 65536 ] ]
28 Digital Resolution  0.16 200
ko 1 L
| 100
it 1 I
d i ]
v J LT SR G PV, VO L P
oSl jT R R s s i i iy s i e e ——T7 ]
AL 16 15 14 13 12 11 10 9 8 7 6 4 3 2 -1 -2 -3
< f1 (ppm)
1 . owo. e . "
Guest1401.50.fid -1-1-1
Parameter Vake B.kh {14) 1HNMR in DMSO-d6 at 298K 01.01.31 REZ2 _‘3500
1 Tite Guest1401,50.7id 5 EEE% 8555 REE R
2 Comment Bu.kh (14) 1HNMR In DMSO- L Thas [-3600
6 at 298K 01,01,31 | VoV i, IS L
3 Origin UMNMR, Bruker Analytische 3400
4 Owmer oot HO T I-3200
5 Site s L
6 Instrument spect al 3000
7 bt JLS A [
8 Soent DMSO - . = 2800
9 Tenperature 670.6 N — L
10 Puloe Sequence  2g30 | | |- 2600
11 Experiment 1D N N . L
12 Probe S mm QNP 1H/ 15N/ 13¢/ - s N |-2400
31P 70002/ 03058 Ph T 0] [
13 Number of Scans 32 +2200
14 Receiver Gain 1280 Ph F
15 Relaxation Delay  1,0000 2000
16 Pulse Width 10.5000 F
17 Presaturation 1800
Frequency 3
18 Acquistion Time ~ 1,4999 L1600
19 Acquisition Date  2022-04-19T14:02:00 L
S Dot 1400
21 Class L
22 Spectrometer 500,13 1200
Frequency i
23 Spectral Width 10330.6 L.
24 Lowest Frequency -2076.4 [ 1000
25 Nudeus 1H Lso0
26 Acquired Skee 15494 [
27 Spectral Stze 65536 L
28 Digtal Reschtion  0.16 [600
400
200
= - :0
-200
5 15 14 13 12 11 10 9 8 7 6 5 4 3 2 -1 2 -3
f1 {ppm)

(S14) =S4l ("H-NMR )ruuhlitall 5 953 ¢ ) i (39) Js

78




Chapter Three: Results and Discussion ............cccceevevevenene.. AZELA 5 il I Jaadl)

(S21) S all (*H-NMR) (rusliiall ¢ 950 ¢ M) s (40) Jsb

(522) «Suall (PH-NMR) (uhiliiall (5 9530 ¢l cinh (41) J<i

79




Chapter Three: Results and Discussion

AZELA 5 il I Jaadl)

(S15,516,523,524 ) i sall (s - 8-3

1 sms asseall 3l ae sl e (520,519,512,511) <l yall Jelis M e
Ay )l el Gl e Jgeantly N G el al & 5 pine culeS G g -4

OH

NO,

NO,

NaN3

1,4-dioxane ,50C
48h

(9-3) Uaaall

80

(9-3) pd) Aalaall s

o]
L™
Nl T/\N/ N

N
N
=
N
I 7
Ph
s15
HO
S15
s
Jo N
N N N \
| ,L =N
Ph 7
— .
Ph
S16
HO
o
PR N
N NN N
| Jl =N
=
| . Ph
Ph
O,N S23
s
Mo N
A\
N NN \
| ,L =N
L s A~
Ph
o,N
S24



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

(8-2) U2l b dain e (S15,516,523,524 )eliiiall 4l il (yal )

¢ FT-IR ) Al Clasaidll A (4 (S15,516,523,524 ) S jall (and i o
Sl (FT-IR) elpeall <l 4ad¥l ih bl 58 (PC-NMR ¢ 'H-NMR
JSEY) o e L sliial o sl e (45) «(44) «(43) «(42) JSi (S24,523,516,515)
(1666 cm™) «(1680 cm™) xie (CH=N) (na¥) de sanal 3423 (29,28,27,26) 4ol
i selas ¢ (S20,519,512,511) <l yall 4 Jisill Je (1705 cm™) «(1708 cm™)
&4 (S16 , S15) oS sall (3614 cm™), (3392 cm™) e (OH) 4 sanal 32a)) (aliaial)
725 cm™ )i (NOp) de sanad s2lall abiaial) 4o Ja sy s (Lo (43) 5 (42)
vie 3V i s lS (C=0) 5 (45) « (44) JS3Y) b (24,523 ) oSl (628 cm™) o
xie (S=C) 5 (44) «(42) ISl 5 (S23,515) oS yall il (1643 cm'™) « (1600 cm'™)
sic (N-N) 5¢(45) ¢ (43) oSl 3 (S24, S16) oS el (1597 cm™ ) «(1506 cm™)
«(2125 cm™) 2535 (N=N )5« (1178 cm™) «(1197 em™) «(1242 cm™) «(1213 cm™)
«(1300 cm™) «(1367 cm™) 2= (C-N) 5 ¢« (2135 cm™) «(2131 cm™) «(2144 cm™)
«(1051 cm™) «(1053 cm™) «(1045 cm™) e (C-C) 51352 cm™) «(1354 cm™)
sl e (45) , (44) « (43) « (42) J<SEY) 4 (1000 cm™)

(524,523,516,S15)<S sall (*H-NMR) (omsbliaall (g 55l ol il e Ll
Ao sanal 2pt dpdlal 3 L8 sedae M) Ae(49) ¢ (48) ¢ (47) «(46) JSall & Basls
JEaY) & L&(S16,515) oS sall danilly 15l e (9.79ppm) «(9.95ppm) ~i= (OH)
(5.09ppm) ¢«(5.52ppm ) e (N-CH,-N) cpliadl de sanal dualal 5 LS5 (47) ¢ (46)
< (6.09-7.89ppm)  «(6.69-8.50ppm) e s2:e1e 3 5L 5 (5.40ppm) «(5.43ppm):¢
¢ (46) JSY) b Agles )YV (C-H) 4e senal 2525 (7.32-8.46ppm ) «(7.32-8.48 ppm)
. G5l e (49) « (48) « (47)

s 58 (S24,523,515) S jall (BC-NMR) sasbabizall (5 5530 Gl il e Wl

¢ (66.80ppm) «(60.45ppm) e oLl ek (sl e (52) ¢ (51)¢ (50) Jsall 4
(149.95-167.18ppm) e 3,La Hseda s(N-CHp-N)  de sane I 2523(65.81ppm)
Je 3L ) seda g (C=N) 4e sana A 2525 160.15-163.38ppm) «(148.39-167.65ppm),
de gana ) 2423(120.76-131.16ppm) ¢(114.09-129.07ppm) « (114.26-129.00ppm)
(159.18ppm) « (159.18ppm) xie o )Lil 5 M 5ill e (52) ¢« (51) « (50) Jsall & (C ar)

81



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

&) 223 (176.20ppm) e o il 5 (S23,515) oS sall duily (C=0) e sane ) 25ai
. S24 Syl dpally (C=S) e sana

I‘\‘ \ A
100 J ‘ J)
| A\ B \ /;\ NS
%T - f \ N \ /| Ao
" N \ ) AR
\ w‘/’\‘ \J \ (\ }'
/v ! \
60 //’ 8 8 3 “f l\ i yl‘ " \4\
\ /38§ o A ! 2
\ // 3« & U § \ © [\ [ é &
40 et J\ 4P N\\ ‘~ [§ VW
3§§‘ ¥ .,/\‘ / N \ | \\ 8
8 N | N 1\ x o %
‘ \ |\ | | | 8¢
0 ’ ’ \\ N \ f‘ﬂ pr
? N \\/ \\ l \ '- g
/ Y \f W
! / j?‘ 38
0 | S
—h ’ g
20 : V4
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
15 1lem
Comment, No. of Scans, Date/Time; 20/03/2007 01:47:191
15 Resolution; User, 18

(S15) S ,all (FT-IR) sl paadl il 4adY) i (42)Jss

82



Chapter Three: Results and Discussion

ALl 5 il £l Joad

AN
%0 S "\
n‘\"l\r \ !
%T 4
75 B |V ,‘
60 |

g
45 o //J\\\ ,//\\\ >u

30 /\T ’
/\\-4
= g \)

4000 3600 3200 2800 2400 2000

16

No. of Scans,
Resolution

omment

45 | g N | N 5

. 1J

N
r I ™ [ I I
4000 3600 . 3200 2800 2400 2000
" No. of Scans;
’ Resolution;

1800

1800

1600

1600

B srmanzu
/
N
11
~ '
(
\ | | :;
5
-
< v
5,: f N 85 ;.’
3 @ 28| @
3
2 2
L 4 o
o
1400 1200 1000 800 600 400
1lem

Date/Time; 20/03/2007 01:36 40 1

User s

1352 14
78— <
05124

|
|
\ | )
\ | ? “v’l
[+} | 14
~ R\’
Y eBl] Ves®
: “8\3 | eqd
X 4 g-’v
b
1400 1200 1000 800 600 400
1lem

Date/Time; 20/03/2007 02:00:19 1
User; "

(S23) S uall (FT-IR) #1aad) ciad el ik (44) s

83




Chapter Three: Results and DiSCUSSION ........cccovveveueeieenaene. 4Bl 5 i) ;BN Jacadl)

ElsHIMADZU

75 ' [

‘. IJ \\
%T ] / | AN [ j \\ f “"
60 / A ’\\ P \\‘ [\ ';A /‘/ | ,*/W

{
>
I
282581
ﬁ‘ B
—
(/( -
3

| | | /
|
| \
\/ \ [ " \'
30 s\ / \ | - [
- \ “
§ 3\/\/ 8 i \ A ' :
28 g N e V\/ §
{ 853 - Bl N B \ g
15 38 v 3l
| | > \I; =N T3
o = /\,/ b
i\\%:::i/
0 ch ‘ ‘
ON” \\\i‘{/"/
I T ’:TIV’VI“‘r[Vvl=i“:y-:" L0 e e oL L 1 T
- - .---1800. 1600 1400 1200 1000 800 600 400
4000 3600 3200 2800 2400 2000 o

(S24) <S,all (FT-IR) ¢l aadl il dady) i (45) s

S15) S sall ((H-NMRY) (oasdaliiall (s 953l ¢l cida (46) J<i

84



Chapter Three: Results and Discussion

25800 5 Al -Gl Juaal)

g
!
a

.
g

13 Nurber of Scans.

14 Recewer Gain

15 Rebxation Delay

16 Pulse Wixh

17 Presaturation
Frequency

18 Acqustion Time

19 Acqusition Date

20 Modfication Dote

21 Class

23 Spectral Wicth

25 Nudleus

26 Acquired See
27 Spectral Sce

24 Lowest Frequency

Vae
Guest1401.50.fd

8.ih (16) 1HNMR In OMSO-

g6 at 298X 01.01.31
UXNMR, Bruier
Analytische Messtechnik
Gt

rooct

spect

OMsO

620.7

2930

10

S om QNP 1H/ 1SN 130/
31P 20002/ 03058

o4

645.1

1.0000

10.5000

1.4999
2022-04-19714:02:00
2022-04-20710:48: 16

500.13

10330.6
-2076.4
1H
15494
65536

28 Dgital Resolution  0.16

Guest1401.50.d
B.kh (16) 1HNMR in DMSO-d6 at 298K 01.01.31

R
o

.
N ‘.‘/\r\/ 1
WU

! \ A"

P

~605
sm

[-600

400

=50

N
N ‘:/\r\/ N
H .|1 \/ :
*h /
=

OuN

(523) <Ssall ((H-NMRY)) (ooslaliiall (5 953l ¢ cia (48) Jeii

85

2528
25
2517




Chapter Three: Results and DiSCUSSION ........cccovveveueeieenaene. 4Bl 5 i) ;BN Jacadl)

35m2
3.500
5:
5:

882 BRUKER
‘

(S24) S ,all ("H-NMR) (pusbilitall (s 55l 030 i (49) g8

Cnt)

200 180 160 140 120 100 80 60 40 20 0 ppm

(515) «Sall (PC-NMR) (oosshaliiall 5 96l (il cia (50) JS

86



Chapter Three: Results and DiSCUSSION ........cccovveveueeieenaene. 4Bl 5 i) ;BN Jacadl)

200 180 160 140 120 100 80 60 40 20 0 ppm

(523) w$all (BC-NMR) (ooshaliaall 5 95ill oyl cda (51) JS

87




Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

o)
BZ%R

200 180 160 140 120 100 80 60 40 20 0 ppm

(S24) S sall (BC-NMR) (srubbiaall (5 5.5 ¢yl ciha (52) S

(S17,518,525,526 ) wlas pall pasddsi - 9- 3

de bl adlal) 1,3-Oxazepine  cpu S oY) (3 e J panldl g Al 3lall o) ol &
dsas i)y gl e sl e (S11,512,519,520) <l all dlelia JMA (e elli
. (10-3) Aalaal) 2 LS (5 guac e Caladl oyl

88



j\ )OL
Nl ’Tl_\N =~ N N/\N
N
oy — I
Ph Ph
s11 | o
OH S17
X
o)
NI '}‘ﬂN _ o )
N
N M
o N N/\N
Ph | |
S12 > _ N o
OH Ph
0 -0 | Ph °
J\ dry benzene, 60C HO S18
e
N
N o)
N 0
Ph )k
e N N/\N
S19 NO, | |
Ph N ©
O,N L
j\ Ph
N Nﬂ S25
| | N o
Ph” N s
" )L PN
S20 | N N N
o
=
Ph ON |
Ph
S26

(10-3) Llstaal

- (9-2) Jsaall 8 daia e (S26,525,518,517) cliidall 4l yudll (al 211

FT-IR ) Lishall Claasadll A (30 (526,525,518, S17) Syl pasidi o

Gl (FT-IR) sloasll i Zas¥) i el s (PC-NMR¢ 'H-NMR
) sV A e eliial o ) e (56) «(55) )o(54) «(53)JSEY) 8 (S26,525,518,517)
) «(1680cm™) xic s ¥l i ) sailali(29,28,27,26) 4slull JKAY) & (CH=N
bl Lalaia¥) dejs sk 5 sl e (1705 cm™) «(1708 cm™) «(1666 cm™
(54) « (53) Jsall ;¥(S18, S17) oS all (3493 cm™) (3502 cm'™) xie (OH) e sanal

89



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

xie (C=S) 5 «(S25,517) oS <l (1658 cm™) «(1626 cm™) e (C=0)s Nl e
1271 cm) (1211 cm™) xie ( N-N) 5 (526,518) oSl (1525 cm™) «(1591 cm™)
¢ (1076 cm™) «(1031 cm™ ) «(1049 cm™) xie ( C-C)5 (1205 cm™) «(1249 cm™) «(*
s¢ (1278 cm™) «(1359 cm™) (1367 cm™) «(1348 cm™) 25253 (C-N) 5 (1064 cm™)
(C=N)5 « (3016 cm™) «(3063 cm™) «(3064 cm™) «(3061 cm™) ~ic 4gles V) (C-H)
xe 48wl (C-H) 5« «(1587 ecm™) «(1562 cm™) «(1674 cm™) «(1566 cm™) e
«(1531 cm™) 2= (C=C)s «(2895 cm™) «(2939 cm™) ¢(2922 cm™) «(2856 cm™)
Sle (56) « (55) « (54) « (53) JKaYI & (1505 cm™) «(1516 cm™) «(1487 cm™)

sl e (56) ¢ (55) JSill i (S26,525) (xS sall (740) «(709) e (NO,) s sl

8 Las 518 (S18), (S17) S all (FH-NMR) (smsbalinall (555l il Casla e Ll
«(9.81ppm) e (OH) 4e sanad asad dpdlal 3L sek il e (58) ¢(57) Jsall
saaie 3L (5.54ppm ) ¢«(5.53ppm ) xie (N-CH,-N )J 4alal 3505 (10.10ppm)
Al e dnle ¥ (C-H) 4e sanal 2525 (7.25-8.25ppm) « (7.34-8.23ppm) i

JSEN b Jaa sl (S17) Suall (BC-NMR) rasblinall ¢ 55l o)) Cala e
e o il 5 (N-CH,-N) il de genal 2528 (68.73ppm) 2ie oLl seh (59)
ve o,l3l 5 (C=N) J (160.17-169.35ppm) e 3,L3l5 (C=0) J (164.85ppm)
(C ar) J(116.17-135.22ppm) xe 3Ll 5 (-C-0)J (87.03ppm)

90



Chapter Three: Results and Discussion ............cccceevevevenene.. AZELA 5 il I Jaadl)

& sHiMabpzu

90 A

%T :“ ,:‘
75
60 8

B1472

8 \ 2|28 : .
N N A \ ya 2 g 3 : y
| \ e SO ® A < R
N Y " s3 | ’ 3
T—:) \ © a &
o! S o o
] &8s 9o 3 ~
15 h § bl 1.:1: ;% E

4000 3600
17 3200 2800 2400 2000 1800 1600 1400 1200 1000 800
600 400
Comment; Mo 1lem
- 0. O ans,
L1/ Resolution Date/Time; 20/03/2007 01:53:24 1
User;

s

(S17) @Suall (FT-IR) & peadl caati dadY) cinha (53)J8i

5 ElsHimMabzu
100 |
%T
80
8
g |
& & ‘
60 g gz V| /
% . 8 § ; \ /k
8 w
§ o ‘ g g N f/ l | f\ ]
40 Q o) | | R 4 \\ ‘J' A | N |
-') .\ /— ‘l "" \ / ’1" ! “ “ W Lr‘ l| [\I
/J\ }u /0 \ /\ | 2\ [l eV \. '
v s | \/1 =¥ A/ LRI ;
N N//\\ \‘\\\ ‘/) \ [ § lll | ({\/\‘ /"’f ;;}”’ : |/ 0555 o:i‘
L 1 | & | ® h
. 10 et I | A TNV O
. /h A~ (§) ‘ 'i,‘ ’f J'\ 33 :,'\2 3|
Ph o 1| ‘ \ / ‘ | T3 : 3
- R L: 2\ 5 e 8 ‘
0 ; | g fa F |
|
. bty . —
_20 \ ‘ e I |

I [ | I 90N ! i B T R | 1 | 1 I | |
32]00 2800 24b0 2000 1800 1600 1400 1200 1000 800 600 400

(S18) S ,all (FT-IR) sl paadl il 4289 i (54)Js

91



Chapter Three: Results and Discussion

80

%T

70

60

50

40

30

20
4000

3600

0 Q _
/:J\ , 8 _1//1“\\
N7 N N \/‘ \n‘ )
\ \ ___/7
)\ N A0
’f\/" ~ Bh A h
O.N \
/ N : O
/ \ h ‘/1
/ \ /| "
4 \ [V
/ '
N | 7 WA H
/ / ‘\ f\/ “

J,/ \‘ | ly /Vi v \ ‘If

| ’( A \ | ~ 8 g |,

5 8 & %\‘v} -

3 2 g N
3 g & " ; 85
3206 2800 2400 2000 1800 1600 1400 1200 1000 800

(S25) S uall (FT-IR) #1ead) ciad 4adY) i (55)Js

E sHiMapzu

600

400

\ ‘/‘« 2 \ ‘,’Ag ,"1'38 | ‘ J’: g i S m
e 84 /| 88 / n/58 8 38
se & B S \ | 82 8 =
s 8° |/ \/ 2
8 \/ = V &
vV 8 ‘
© 3
S § &
§ § &
(773 ! ' 00 2400 2000 " T r— ‘
4000 3600 3200 28 1800 1600 1400 : T s |
a5 000 20000 ggy @ LT |
No. of Scans; 600 400
Resolution; 1
o e e 20i0 om

(S26) S uall (FT-IR) #1aad) cial 4adY) ik (56) s

92




Chapter Three: Results and Discussion

AZELA 5 il I Jaadl)

N

BRUKER
//-:“_“

) ‘1‘
/J\ ‘l /
-~ / \
/4
N WY )

\ /
\ | Y &
/“l N ‘."A:
;h/kfw/g/ I
#h )

—

o)
BRUKER
O

"ll ..l
) N \ ':'. / 4
\ " /
| [~

2 1 ppﬁ\
(518) «Suall (*H-NMR) (ruhiliiall (5953l ¢l i (58) J<i

93



Chapter Three: Results and Discussion

AZELA 5 il I Jaadl)

qedndng BSEQR

HO” ¥ | '.|

J v 1 T v 1 v T T v T T ‘ 1
200 180 160 140 120 100 80 60 40 20

0 ppm

(S17) S sall (13C-N|\/|R) u‘-“:‘kw‘ 953 il ik (59) Jsi

(S28 , S27) S sall i - 10-3
Al S 3 Sl e I e (S8) «(ST)emS sl ilall B <1 s,

Cliide (Sl elall 5 (THF) Olossoms (2l (e g e aladiuly s a g geall Sl Sl 5 4Ll

o
o)
Nl)J\T N — Ph——ﬁ/ﬁ* /fN‘\
N 3 .
- r \/\/ Ph ) NNE\/\/
S7 Ph S27 ‘N
s
j]\ I—>» Ph /N iNj
N N— R
/“\'/’L Ns PH "
Ph
Ph
S8

.N \
S28 NNj\/\/
(11-3) Aalaaly

94



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. AZELA 5 il I Jaadl)

L (10-2) Jsaall b Gaa 5 (S27,528) cliiciall Ay il Lyl 5211

3 ('H-NMR FT-IR ) bl cla il J3A (14 (S528,527) S jall (apidiii o
Sl e ((61)¢(60) JSbe( $28,527) S jall (FT-IR) ol peall cin Za3¥1 Casha el
2123 cm™) xie 25353 (N=N=N) 4 sanedan ) 5a¥1 2355 ) s3lall Galiaio¥) G ja sl
3355 ) sailall Galiaia¥) daja Hsedas sl e (19) « (18) JSall & (2114 cm™) «(
<= (2860, 2926 cm™) «(2870, 2953 cm™ ) 2535 (C-H alpha) de sanse Jas ) saY!
« (1378 cm™) ¢(1200 cm™) (C-N )5 (1100 cm™) ¢( 1111 em™ ) 2ie ( N-N) 5 sl
C-)s «(1508 cm™) ¢(1550 cm™) xie (C=C) «(1687 cm™) (1689 cm™) xie (C=N)3
1651 ) xic (C=0) sl A= (61) « (60) JSa 4 (3059 cm™) (3000 cm™) xie (H ar
528 S all dailly (1523 cm'™) 2ie ( S=C) s ¢ (60) JSill & S27¢S jall dpilly (cm™

. (61) Ja

8 das 518 (S528,527) <l yall (PH-NMR) (bsbizall 55530 o )l s oo Ll

5 (0.84ppm) «(0.65ppm) 2ic (CHg) de sanal 3523 455 5 ,L8) ) 54ua(63) (62) Sl

A 5 L3 5 (CH,) de senal 2a3 (1.23-1.65ppm) « (1.03-1.34ppm) i saaxia 5 L)

(C-Har) de senal 2423 Baxaia 3L 5 (triazol-CH,) J (2.51ppm) «(2.33ppm) e

A sanall Cligig A asas dalal 3L 5 (7.23-7.56ppm ) ¢ (7.08-7.13 ppm) e
. V5 =(5.50) « (5.52 ppm ) 2= (N-CH,)

95



Chapter Three: Results and DisCUSSION ............cccoeveenieernenee ALl 5 liall ) Jaadl)

e - - e s o o S
) sHIMADZU
110 rf )
\ o\ ,
%T \“ | J \\ |
105 ‘, 'N " My ‘1 e e |
f’h]“ \/\J/_ | “/ \\/T A . » J"J‘W“.Mw} " “('!‘I‘,rulj" ‘\
1 W ;\[ PNy L ’m
100 VI 15 ‘ \ V Lf ¥ 'I‘ll |
;§ ‘ \4 \ \ ]‘. v 3 1
| h woll ‘.
| ' {1
e O & 1 |1
N— 3 A e |
" Ph~" \- RN I
= g LW
85 Ph NN 1 8 |
N /\//\\/ ; 3
80
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 . 800 600 400
27 1/em
P v o, s 025301 |
(S27) @Sl (FT-IR) &) aall ciad dad¥) ik (60) Jsi
E sHiMabzu
S

70 !
\ " Ph N ﬁ\/\
\ P
\“ ' ’U \ N / ‘r") ‘
65 ‘l" \ ‘ﬂ\’. f AN o “‘i‘l‘("m |
\ y ‘ / .," A ‘|‘ I|| k‘ |
' | \ N
60 o 1\ | VA | H
T R \ ; 2 /
53 2 | "\ A
2| | \‘ i\
55 |\ AR
| l. "‘.\ | \‘ A
50 “g Bz \, \ 3
& B9\
| 83 Y\ =
i\ 3
= K N
45 © PR
40 |
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1600 800 800 400
28
1lem
(;:"‘"‘"’“4 ::Z‘zuf":‘"“ Date/Time; 20003/2007 02:43:48 1

User, Ty

(S28) S uall (FT-IR) #1aad) cial AadY) ik (61) s

96



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

328 5 § #588F 3588 BRUKER

0
N-—<
Ph——” N—
Pt N NN7'
1 \
N’K/\//
f
|
WAS
12 1" 10 9 8 {4 6 5 R 3 2 1 ppm

(528) w4l ((H-NMR) (ki) (5 953l ¢yl s (63) JSi

97




Chapter Three: Results and Discussion ...........cc.cceeveeveevennen.. A58y il (A Jadl)

(529,530 ) cuSall paridi -11-3

Asigi¥) aa Ml JAe(S8) «(S7) Sl dlelin o Al Gl Jelii ¢l jaly
Ol s Sl dala 0 oS5 LS DMSO 25250 posalisall 1Sl g SO0 aladiuly ) jagl)
(12-3) ?3-) YAK|PON| FEETENE K P

Ph. _N__O
N)LN o] :[: T
| | Ny o N T Vi
N 3 HN
P BY :
$29
S7  Ph
s
)J\ PhIN\(S
N ph” SN NN
HN

N X, -
| | N 1
A I
Ph o
S30

(12-3) Ustaal)

. (11-2) Jsaal) 8 daia 50 (S30 . S29) cliidiall 4l yuall al 5300

FT-IR) Zidll clasdl JBa e (S30) «(S29) Sl padii o
(S30) (S29) kS ol (FT-IR) ¢l yandl cans 42¥) s sl 8 (C-NMR<'*H-NMR:
ic gana daa 13Y) 235 ) salall abaie¥) de s cliidl Mgl e (65) «(64) JSa
osehs Sl Je (19) ¢ (18) cbad) plSall & (,2114) ¢(2123) xie 253 (N=N=N)
¢ (3392 cm™) 253n (NH )ie sene Jaa 3151 255 I sailall saal) abiaial) e s
«(1381 cm™) (C-N) 5 (1257 cm™) «(1238 cm™) 2= (N-N) 5 sl e (3211 cm™)
«(2891 cm™) xie 45! (C-H )5 «(cm™1070)¢(1000 cm™) 2= (C-C) 5 (1383 cm™)
3068 ) aic 4gles ¥l (C-H) 5 (1689 cm™) «(1689 cm™) 2 (C=N) 5 (2928 cm™)
xe (C=0) 5 Jsi e (1496 cm™) (1508 cm™) 2= (C=C)s (3063 cm™) «(cm™
S all 4auilly (1516 cm'™) 2ie (S=C) s «(64) ISl 3 (S29) S yall d4nailly (1651 cm™)
. (65) Jsa ,3S30

98



Chapter Three: Results and DiSCUSSION ........cccovveveueeieenaene. 4Bl 5 i) ;BN Jacadl)

o b sl8 (30) ¢(S29) S all ((H-NMR) (orasbaliaall o s 5ill ¢yl s e Ll

(8.18ppm) i (NH) de senal 3523 dpilal 3L el Jsill e (67) ¢ (66) Jsall

e (6.35-7.67ppm) « (7.34-7.65 ppm) e (C-H ar) J st 3 L5 (7.79ppm)c
sl

&t B 58(30) ¢ (S29) S el (PC-NMR) (orslisall (s 5530 Gl il e Wl
147.07- )¢ (147.07-152.71ppm) i 5 L) sela ¢ sl e (69) « (68) iy JSi
¢ (125.98-135.35ppm) = 3 Ll Hsedas (C=N) 4e sene (I 2523 (150.62ppm
162.81-) ¢« (161.17-168.71ppm) e »,Lils «(C ar) Y 25x3(114.19-150.62ppm)
. 530 S <l(C=8)J (173.81 ppm)aie o Lil 5 ¢ il Jle(C=0)J (164.81ppm

EsHimanzyu
\ -
Vo Vi |
75 \‘ 1 ‘Lj Y
%T L}“\‘l‘ /o |
J H | = [
o | o W |
%~ M fy |
AT "\ T
‘, JJ 2 \ Pl .\ | Vi |
v - | 2N M
o 3 \ M A“ / |V \/ |
gn | \ l [ \/\ WAAVAL \“," Vo
60 3 , I |.;.‘ [V b
(YA
Ph. N 0 \ Ve | ANV & Yl
55 NZ ¢ \ V& |l !\'; v VY
‘ et Nl 8
‘. 3 o 2 3
8 N ” 5 F.’g \ e <
o ph” N \(’N 2% L
\
HN AN
. 3
45 = g
0
40 ‘ | \ - ‘ 4 ‘ |
4000 3600 32000 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
29 1/em
Comment, No. of Scans; Date/Time; 20/03/2007 02:58:08 1.
29 Resolution; User; s

(S29) wSuall (FT-IR) #1aad) ciad AalY) i (64) s

99



3083 05

33890

[ A‘ i /\\\ 7 N
3 Ph N
f HN |
\ ; «
R +0 & a3
2 pV gh =
gl
EOS B ® 8 2
’ 28
2800 2400 2000 1800 1600 1400 1200 1000 800 600 40
1/em

Dale/Time, 20/03/2007 014

No. of Scans,

(S30) wSuall (FT-IR) #1ead) ciad 4alY) i (65)Js

(S29) S8l (*H-NMR) ¢pusbilitall (s 5,580 ¢330 s (66) s

100



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

Ph N S
1T
x> N N
ph” SN~ z //\‘
HN -
O
i |
| ‘
‘\
Ilil‘\ltu o
D s

200 180 160 140 120 100 80 60 40 20 0 ppm

(529) <Sall (BC-NMR) (ruhliaall 5 9 5} i i (68) JSi&

101




Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

an
(<O

\‘/N\/s
A NN
N ;I: \l
N

0

s

200 180 160 140 120 100 80 60 40 20 0 ppm

(S30) S all (BC-NMR) (susblizall s 553l i M) s (69) JSi

(S31,S32) OmS mall paddd 12-3

((S7) S yall Aelia o Gl s e Fidie o Jguanll i LAl Gl Jeld o) jaly
pladiuly g o 502 geall by ) sSil 5 Ailall uladll iy 5800 5 50 GASI (8 ) ae (N5 e (S8)
. (13-3) ) Aabeall o cllh s oLl 5 (THF) Oloss o (o2l e g e

o
?—-—NHH
N N Mo f o Hh:')é
T SN el
Ny~
Ph = \,i EMN o
H T O NTTo N
Ph HN S
S7 OA S31
N

H H

o

biotin alkyne

v O?—-—NHH
e :
\s
L& S ]
3
=N Nog—~ HN—<_/’
Ph/‘\'/ ] N’&S E__j\\}_/ o)
g PP

(13-3) Ustaal)

102



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

(12-2) dsaadl A daiia 50 (S31,532) liidall 40 8l Gl sall

("H-NMR FT-IR ) diall cla sadll JA (50 (S32) ¢(S31) b pall (i o
e ¢(T1) «(70) <4 (S32) ¢(S31) S uall (FT-IR) ol nall cand iV cila elal i
2123 2ic 39353 (N=N=N) 4c sana Jae ) 3ia¥) 22 5 N sailall (aliaial) da ja claial) ) sl
oabaie¥l Jiada sk sl Je(19 18 okl galkall 8 (2114 cm™) «(cm™t
3194 cm)¢(33381 cm™ ) 2535 (NH) 4e sane Jaa 5l a¥) 2355 A 52ilall 3 jraall 5 s2a
¢ (1369 cm™) 2= (C-N) s¢ (1126 cm™) «(1136 cm™) xie (N-N) 5 sl e (4
(1653 cm™)  xe (C=0) 5 ¢(1525 cm™) «(1500 cm™) aie (S-C) 5« (1379 cm™)
xe (C-H alpha) 5 <3000 cm™) «3000 cm™) xe (C-H ar) s (1653 cm™)
sle (1454 cm™) ((cm™1445) xe (C=C) 5 «(cm™2924,2858 )« (2922,2856 cm™)
(71) S L3 (S32) S jall il (1550 cm'™) xie (C=S) 5 ¢ sl

8 L 518 (32) ¢ (S31) Soall (PH-NMR) ubbizal (555l o)l Casla e Ll
(8.07 ppm) e (NH, amide) e sanel Gulal 5 L1 el N e (73) ¢ (72) J<al
Al 3 ,L3 5 ,(5.68ppm) (5.78ppm) e (NH-C=0) 4e saxal L3l 5 L3 5 (7.99ppm)
die (CH-NH) 4e sanal 32025 3 L5} 5 (14.35ppm)«(4.23ppm) 2ie (CHp-NH) 4e saxal
5(3.27ppm) « (3.37ppm) e (CH,-S) 4e senal 4305 3,LI) 4( 4.66ppm)« (4.56ppm)
3L 5 (0.95,1.35ppm) ¢(0.95,1.25ppm) e (CH,-CH,-CHy) 4c seanal 3a3aia 3 L3
¢ (2.25ppm) e (0=C-CH,) disn )Wl Ae geaey dlaidl bl de gand 2530
7.28-) «(7.28-7.37ppm) e isles V1 (C-H) <lisisyd samie 3 L 5 (2.15ppm)
e (5.57), (5.57) xic (N-CH, -N) culiall e sanal 3523 Ayl 5,50 5 (7.96ppm
sl

103



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

(D] SHIMADJ

90 . o .
h% /l\_"" \ e ~ ‘x',/ '\\ / \ .
%T N\ / & \ | \\\
\ ( \V N\
75 3 P I Y -\ 522 /
\\’/ l‘ @ \ ' , \ - ‘.
2 ‘__—:‘ \ . o f\ “, / . X \Trd
b | | \ \J \
60 2 ] il \ [ ’\,
| [\ vV | 2 = o —i
| ~ My
|| 8 3 J 2 0 3
[ 2 = NH
45 K g >N
|2 »r- ,‘H
| & HN_ /N
(8 )
| WAg
~

NN~ HN =4

30 Il
§ Ph _N /_/_
0

S A N p—t’
5 Ph™ N0 NN
40g(1) 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
1/cm
Comment; No. of Scoans; Date/Time; 20/03/2007 02 12:58 1
n Resolution, User; I
(S31) «S,all (FT-IR) #)saal) cuad dadl) ciha (70)J8
E)sHiMapzu
100 / i WA
/ X [ \ |
\
°/°T f -A"/\/\ ‘/ \ ’ .\
‘ \ / \
80 | \ / \
\ f \
\ | |
“\‘ {|
60 |
§ O w’l I"‘
~ ™
88 58 & W, 8 18
40 gy 83 | g gr U w NHy g angx3d
a8 e | prd - | \ ~ 9 mg:_,w:
i | 8- 33 . 8 « HN. R 3 5495
\ :\2 - :: - - v ~ \ :) :
| i‘.{’ ® & « | 3
20 8 ¢ "W \-S
.‘g <
Ph. N
] -~ " HN -
0 & Y- N N~ | \
A L a9 0
Ph” K< W
N S N
20 towa
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 » 400
3 cm
i No. of Scans: Date/Time; 2010372007 02:17:38 1
a2 Resolution; User; s

(S32) Sl (FT-IR) sloaall cad 4aiy) Cia (71)Js

104



AZELA 5 il I Jaadl)

Chapter Three: Results and DiSCUSSION ..........cccccevueeeuieniene.
L)
BRUKER
L)
O\‘ P'H
N

7 6 5 a 3 2 1 ppm

(S31) S8l (*H-NMR) cpusbilitall g 5,580 ¢l s (72)Js

543 28 BLR%R
O\ NH
\r—~.“H
%‘l¥,\}
b —S
.
r_/
Ph %r\ NAN - ”“'A(
A K a
Ph™°N bWt
4 ]
{ A ‘ Al | A
\ i b e b 3| N
_____ i e e G S S

(S32) «Sall (PH-NMR) (oudaliall 5 5530 ¢l Cisa (73)J8

105



Chapter Three: Results and Discussion ...........cc.cceeveeveevennen.. A58y il (A Jadl)

(S33, S34) (S pal) padidsi - 13-3

OIS Jialis g g sl e (S8) ¢«(S7) oS el Aelia DA e LAl Bl o) aly
CuAS(THF) Olosssom ool aladiuliy a g sall Gl Sl 5 ilal) Galadll iy )8 2 5a
. (14-3) a8 Aalaall o &l 5 1 2 3-triazole Js bl il G cnsSi

)k NNN

| Nj N
| ’L N3 > 1 l\‘\»
Ph Z
He NH,
Ph A
S7 \)Yo <33
OH
)1 propargylglycine
N N—— N N N
| ,L N3 ] _N
+
Ph =
Ph
S8 S34
(14-3) Usaal)

. (13-2) Jsaall i daia 50 (S34,533) wliiiiall 4 5ul) (yal 530

(*H-NMR FT-IR ) &kl s smill JM& (36 (S34) ¢(S33) Sl sl s o

= (75) «(74) I3 (S34 «(S33) whSyall (FT-IR) olenll caad &a2Y) il ekl i
2123 ic 350a; (N=N=N) 4e sene Jae 3 3V 23 53 ) 520l aliaieV) 4 ja eliial) ) gl
8 aall Galiaia¥) Jiaja selas il e (19) « (18) JSall & LS (2114 cm™) «(cm™)
3200, 3184 cm’) ¢(3298,3200 cm™ ) 2saa: (NH,) e sane Jae )51 23 55 ) 3xilal)
(2500-3300 cm™) «(2600-3392 cm™) 253s: (OH-Carboxylic acid ) s « sl Jte (*
xe (N-N)s (1700 cm™) «(1606 cm™) 2= (C=0 ,Carboxylic acid ) 5 sl e
xe (C-C) scm™ (1379 ) «(1300 cm™) xie (C-N ) 5 (1286 cm™ ) «(1190 cm™)

106



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

(C-H alpha) 5 (1454 cm™) «(1556 cm™ ) xic (C=C) 5 (1066 cm™) «(1051 cm™)
LS (S33) S all (1635 cm™) 2ie (C=0) 5 sl e (2856 cm™ )«(2900 cm™ ) i
. (75) JSa 3 LS 834 S jall (1516 cm™ ) xie (S=C) s (74) JSall

b 1 51(34) ¢ (S33) S all (*H-NMR) (mstblinall (555l (8 )l Cinla (e Ll

¢ (5.80ppm) e (NH,) 4e ganal 2ga3 dpalal 5,LA seac Mgl e (77) «(76) Sl

2523 4835 3 ,LE) 5 (11.11ppm) « (10.71ppm) e (OH ) ) 2923 4aala) 5 5L31 4(5.80ppm)

(CHp-C-NH,) 4= sanal 2525 25315 3 L3I (4.12ppm)«(4.04ppm) e (CH-C=0) 4e saxal

¢ (7.33-7.65) e (C-H ar) 4s senal 2523 32020 3Ll 5 (2.76ppm) ¢ (2.76ppm) e

¢ (5.14ppm ) e (N-CHp-N) de sene cligisy ) 53 Llal 5 U505 (7.34-7.99)
. sl e (5.17ppm)

[ sHimabpzu

)
150 Nooomi:'N

_ N
] SN SO NH

125 |

100

o

265083
1051 24

2048 47 — =
140808 <

320838 L

25

160676 (__
638

339290 -
1635 69 f

2125863 f—

40gg 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600

Comment, No. of Scans, Date/Time; 2010372007 02:07:45 1
33 Resolution; User, "

(S33) S uall (FT-IR) #1aad) cial el ik (74) s

107



AZELA 5 il I Jaadl)

ElsHiMabzu
90
\\v -.’f\\ e -’/\/
%T ! i \ o N\
| v |
"
80 | \
! \ ( )
| A /
| \ 1
R Vv \
70 | 3 \n ‘ \ OH
LR \ 0
‘ g | )
60 | \ J‘ \, {
A '\~\' A \ |
f I\ A/ b ‘
l\ i‘! Ll Al \.r, b H‘l N\ v”\\fl
50 L \/\ T8 8 |/ | & N
\ VvV L3 & 5o [ #2838 4
VU 23 38 I |§882 5333
2 Y ) h pebizaey
40 | ! £g g /
|
: ' M
30 | Q
20 ! ' .
4032 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600 400
1/em
Comment; No. of Scans; Date/Time, 20/03/2007 02.01:35 1
34 Rasolution User, "
(S34) S ,all (FT-IR) 81 saal) cad 42l cisha (75)J84
35828335 BRUKER
O
| S
NTNTN N
| /N L._
= NH,
| —
o
7~ OH
|| ' ‘ LU W
W s e, . en
2 11 10 9 8 7 6 5 4 3 2 1

(S33) S sall (FH-NMR) (ouslabiseall (5 953l i ) i (76)JS4

108




2.767
2523
2.268

11.113

14 13 12 1" 10 9 8 4 6 5 L 3 2 1 ppm

(S34) < uall (H-NMR) (ruashaliaall (5 9530 i csha (77) JSi

109




Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

dg gaal) ddadl 14-3
4 ) Alladll]-14-3

Lal Ll LI a5 LS e gpe sl saliaall 4y ol dalladll 5 30 A o

Staphylococcus ) al S dxual 4 sall L il 5 (Escherichia coli) (o5&l Lodl)al S

‘;@zyuSJLQSA@@MBM\ LS yall oda ale) ¢ yedal 3 ¢ plS oS gLl (aureus
(1-3) Jsaal

8 wasall clidial) daud g3 (Inhibition Zone(MM) ) LSl gai Jawlii (1-3) Jgaa

Escherichia coli Staphylococcus aureus
Benzil 0 0
S1 0 0
S2 0 0
S3 12 15
S4 28 30
S5 0 0
S6 0 0
S7 25 25
S8 25 30
S9 0 0
S10 0 0
S11 25 0
S12 20 0
S13 0 25
S14 0 25
S15 0 25
S16 0 25
S17 0 25
S18 0 25
S19 02 25
S20 0 25
S21 0 25
S22 25 25
S23 25 25

110



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

S24 25 25
S25 26 25
S26 25 25
S27 25 25
S28 25 25
S29 25 25
S30 25 25
S31 25 25
S32 25 25
S33 25 25
S34 25 25

Staphylococcus ) 2! S daual daa 5a Whal 58 LS e 21551 038 LSS 5

Gy el ¥ e 8K cud Al (Escherichia coli) daall e s AY s (aureus

qle) o) aa o1 3 (Agar diffusion method) 44k s &l 5 L iU gai Jadf (g0 Al o

CSpall G a5 31 by S (e (e i) (38 sl Al A o) il Alled et B puianall LS )

3 lad Gllici (S4,58) S all o 255 IS 5 ALl Lyl g T lad Ale Allad clias (S4)

L (i (78) JSAll 5 juanall clidall (3L ae Leii jlaa o313 (Staph.) LSy seil 5S) dads
LS e cpe s DS e b pianall GlEiLL any sad

111



ALl g A gall Ly Sl ol B puanall ciliidiall 4 gual) 43lladl) (78) JS&

4y kil 4l2il2-14-3
Wled G 3 panadl GlS yall el any Cua g ladll Alladll Aol ca Sl

. (Aspergillus niger ) g 53 (o Sl yladll CilabiasS 4o 6l ol

8 aaal) lidial) ddasl 53 (Inhibition Zone(MmM) ) skl el kasli (2-3) J g2

[ ComNo [ Asp.Niger |
S1 25
S2 25
S3 25
S4 25
S5 25
S6 25
S7 25
S8 0
S9 0
S10 0
S11 25
S12 25
S13 0
S14 0
S15 25
S16 25

112



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

S17 25
S18 25
S19 25
S20 25
S21 25
S22 25
S23 25
S24 25
S25 25
S26 25
S27 0
S28 25
S29 25
S30 25
S31 25
S32 25
S33 25
S34 25

Asp. Niger g 55 Jhll slad 3 pasall cliidiall 4y jhill 404l (79) Jsi

it yal) A3Mail)3-14-3
oo gl CiiSs ¢(S528,530) bpanall LS all (aad s sl s Alladl) Al 3 o
JSEN 8 ram g LS (i) LD Gl ) Ay i) UOIAD) gl jus aum Bl 50 A ol Lol
LA bl Laml ade Jle 3ol Ll (S28,530) o) @il ciaagl Cus (81) «(80)
(S28,530) LAl aludl i) 2ulll JISEY) oa i 58l o aaiad 308l 038 ()5 dita

113



Chapter Three: Results and DiSCUSSION ........ccccoverrererererennnnns Adliall  gilil) Al Jaadl)

ilad Gllis §28,530 & panall LS yall () (3-3) Jsaal) s MCF-7 WA 3 il e
528 S 5ol |Cyp ad (il 5 s o) Flladll aum B

12
10
5
E. 8
S
2 6
©
=
=
o 4
=
=]
o
2 .
; ] —
Y Evy.oevay ¥iavievase SR IPE-R I oL AEVYTIALY oY YITIeVAL
CeIIV|ab|I|ty{%)

$28 8 sall Cytotoxic J) il asy (80) s

12
10
5
8
E
S
2 6
[y
e
=
=
T 4
=
=]
o
2 .
; ] —
TV AEVYIALY Y TAEYY L 0T oY Levaviea IERARRT-A NS AR ARRAE-I
Cell viability (%)

S30 S all Cytotoxic J) il g s(81) sl

114



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 4Bl 5 i) ;BN Jacadl)

$28,530 ks yall |Csp asd gl s (3-3) J g

Derivative symbol 1C50(Mg/mL)

S28 1.40

S30 3.75

115



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

lalitiu) 15-3

Al Gy lall lle 4l 8 janall LS jall e aiai ]

Laydiil Alle 446 llics g oS 1 Sl CulasbiaeS 6 jumnall CHLS jall Giany aladiivd 484l 2
<l 3 JWS) = (Staphylococcus aureus), (Escherichia Coli) g s LSy sal
. 4 U Akl

e Al elliad g sS il jhaill ClaliaaS 3 juanal) Ciliidall (e aladiul 43860 3
. A U bl Hall JLeS) aan (Asp.niger) ¢ s hdll gad Loyl

Allady i L oS odil) GUajual ClalbiaeS 3 juanall Gl jall Gy aladin) dulSa) 4
Akl bl jall JWS s dlle

Ll JeeY) 16-3

5 panall AL pall e ddladddl e Aslad) GlEidall e HA) e jueast Al (]
LAl Ladtiad) pe O lelai dllan g

Uany  padil Adline Gldae jucaadl GG 3 sl GlS all aladiul Al 2
Leie LY Loy palial)

G G S e AT ¢ 53) Jlasiny 3 guanall LS jall i LU Alladll a gl A 0 3
A 3V Lallad A o

Ols ala dgilh pull LAY e g A £l 5l e 5 AV 5 el Gl all Al 4
Al il all 8 las Jlad g 5 o 5Ll (s giad Syl

116



Chapter Three: Results and Discussion ...........ccccceeveveuvevenee. 458Ul g il (AN Jiadl)

117



Chapter Three: Results and Discussion

LS yall andd Sci-finder

~== SCIFINDER
—_—

s28
¢ | i
W e D - o~ — ey

. X sree

5% R R T

—— X 5 — —
g, e
=}

Explore - Saved Searches - Scitanner —

S30
== SCIFINDER _
2 T r——
— it 220 5 - e BMITSIR L oot mar
(1o S ——— e e |
T i s fr—
ley, o o~
—a N
Oe ~— ="~
g y 5 bl il il
- ~="
+ & T L L)
- = ~ m
— N
w =7 T . —
52) [l 8 -———= —
Sooo
s T
—

N SCIFINDER

vt Swarches -

. cTuRe @
e ————————ee
=)

118



Chapter Three: Results and Discussion ............ccceeveueee....... A8l 5 3 G Jiadl)

$17

w== SCIFINDER
—

& Structure Editor - s17.mol
Explore w Saved Searches v - -

1*ERABXK ' Frarme Qe
Drawing Editor:
7)) Draw or chiange stoms or bons, S
P ‘LS \n“‘»?"i‘i\tl/ / P e LR & o
&wl <] O hesan =
CR :
. "-l- .'r
{1, e
a
S & |
() 0
¥
I Ooncvsnne % % "
i 0
| ¢ 8'
®e Gt substances that match
- Your query using:
& REACTIONS O Bt sewrch
® Sustruchre search
N -/ SiarRy seanch
m »
ol CHOSNPOBEF IS -
o | | m! - =
LARSSTY 448 —
00oo*
CarthMiOg 05 R
- . " T 3 o~
| O scheces + |
<=, SCIFINDER
raairon
Explore v Saved Searches v SciPlanner
B REFERENCES SUBSTANCES: CHEMICAL STRUCTURE @
Research Topic
Author Name
Company Name Structure Editor
Document Identifier S,“m Type:
Joural YN ® Bact Stctre
patent 5 . Substruchure
Togs Simdarity
4 SUBSTANCES
(J Show pracision analysis
W Chemical Structure | |
Markush ek s b iy -
Molecular Formusa view detail
Property . °o -
P Wi eencs Launch a SciFindes/SciFinder” substance of reaction sesrch directly from the latest version of ChemDraw. Leam More
&REACTIONS =
¥ Adwnced Search
Contact Us | Legal

Copyrgnt © 2022 Amencan Chemical Socety. M RIGHS Resered. | SCP@130470758.3

119



RETEICINCES ..ottt e eeeesseenns. Nl

JJbAAJ\

1. W. S. Kurdi, & S.R. Rasool, Synthesis and characterization of some new
heterocyclic compound containing triazolidin derivatives and study their biological
activity. Int. J. Pharm. Res. 12, 829-835 (2020).

2. M.A. Hossain, Review on Heterocyclic: Synthesis and Their Application in
Medicinal Chemistry of Imidazole Moiety. Sci. J. Chem. 6, 83 (2018).

3. S. Rajan. Maruthamuthu, , C. R. Stella, A. G. Bharathi and R. Ranjith, Journal of
Chemical and Pharmaceutical Research , 8(5):505-526 (2016).

4. 0.V. Mikhailov, Polypeptide-matrix Synthesis and Quantum-chemical Models of
Molecular Structures of 3d-metal Macro Heterocyclic Compounds. Curr. Org.
Chem. 21, (2017).

5. A. Mermer, O. Faiz , A. Demirbas, M. Alagumuthu, N. Demirbas, S.Arumugam,
Piperazine-azole-fluroquinolone hybrids : Conventional and microwave irradiated
synthesis , biological activity screening and molecular docking studies , Bioorg .
Chem, 85:308-318, (2019).

6. S.Wang ,X.H.Yuan,S.Q.Wang ,W.Zhao,X.B.Chen,B.Yua, FDA-approved
pyrimidine —fused bicyclic heterocycles for cancer therapy: Synthesis and clinical
application ,Eur.J.Med.Chem.214:113218, (2021).

7. S. Farshbaf, , L. Sreerama,T. Khodayari, &E. Vessally, Propargylic ureas as
powerful and versatile building blocks in the synthesis of various key medicinal
heterocyclic compounds. 1, 56-67 (2018).

8. A.F. Almulla, A Review : Biological Importance of Heterocyclic Compounds A
Review : Biological Importance of Heterocyclic Compounds, ISSN 0975-413X
Coden Pachhx.( USA ), (2017).

120



RETEICINCES ..ottt e eeeesseenns. Nl

9. Z. Hosseinzadeh, A. Ramazani, & N. Razzaghi-Asl, Anti-cancer Nitrogen-
Containing Heterocyclic Compounds. Curr. Org. Chem. 22, 22562279 (2018).
10.R. Kumar, T. Sirohi, H. Singh, R. Yadav, R. Roy, A. Chaudhary, S. Pandeya, 1,
2, 4-triazine analogs as novel class of therapeutic agents, Mini Rev MedChem,
14:168-207, (2014).

11.R. Kumar, N. Kumar, R. Kumar. Roy and A. Singh, Triazines — A
comprehensive review of their synthesis and diverse biological importance, Current
Medical and Drug Research , 1(1), ID.173, (2017) .

12. V.G. Bespalov , O.A. Beliaeva , A\V. Panchenko , A.N.Stukov ,M.L
Gershanovich , Antitumor activity of dioxadet compared with cisplatin on ascetic

ovarian tumor in rats. Voprosy Onkologii, 57, 771-4, (2011).

13.E.Heba, Hashem , A Short Review on the Synthesis of 1,2,4-Triazine Derivatives
as Bioactive Compounds , Mini —Reviews in Organic Chemistry , VVol. 18, No .8 ,pp.
1127-1133(7), (2021) .

14.J. Song, S. Yang . Zhang, Discovery of 1,2,4-triazine —based derivatives as novel
neddylation inhibitors and anticancer activity studies against gastric cancerMGC
803 cells , Bioorganic & Medicinal Chemistry Letters, vol. 30,Issue. 2,126791,
(2020).

15.K.Mohsen.Abo-Elregal , A.T.A . Mohamed , A.S.A. Youssef, M.M. Hemdan,
Int. J. for Rapid Communication of Synthesis Organic Chemistry , vol .48. Issue .18,
pp. 2347-1357, (2018).

16.S.T. Mohammad . Makki, R.M . Abdel-Rahman and A.S. Alharbi, Synthesis
strategies , Chemical Reactivites and Biological Activity of 1,2,4-triazine-5-Ones
and Their Derivatives , Mini —Reviews in Organic Chemistry, Vol .16 , No. 4, pp
.308-322, (2019).

121



RETEICINCES ..ottt e eeeesseenns. Nl

17.M.H. Justyna , A. Szymanowska, B. Sieklucka, R. Czarnomysy, K. Pawlak, A.
Bielawska, Exploration of novel heterofused 1,2,4-triazine derivative in colorectal
cancer, pp 535-548, (2020) .

18 J. A. Gharamaleki , F. Akbari , A. Karbalaei , K. B. Ghiassi and M. M. Olmstead
,Open Journal of Inorganic Chemistry, 6, 76-88, (2016) .

19. S.Kalaivani , N.P. Priya , S. Arunachalam , Schiff bases ,facile synthesis,
spectral characterization and biocidal studies. IJABPT, , 3, 219-223, (2012).

20. Souza P., Garcia-Vazquez J. A., Masaguer J. R,Transition Met. Chem., 10, 410,
(1985).

21.M.N.lbrahim& S.E.Sharif,.synthesis, characterization and use of Schiff Bases as
fluorimetric analytical reagents. Journal of Chemistry, 4(4), 531-535.M(2007).
22.G.JMohr,N. Tirelli, , C.Lohse, & U.E.Spichiger-Keller,Development of
chromogenic  copolymers  for optical detection of amines. Advanced
Materials, 10(16), 1353-1357, (1988).

23.M.N. Ibrahim, & S.E. Sharif, Synthesis, characterization and use of Schiff Bases
as fluorimetric analytical reagents, Journal of Chemistry, 4(4), 531-535, (2015) .

24.C.Jonathan , N. Greeves, S. Warren, Organic Chemistry, 2nd ed. Techset
Composition, Ltd. UK. 229-235,(2014).

25.V S. Wakale and S. R. Pattan, International Journal of Pharmaceutical,
Chemical and Biological Sciences; 5 (3), 561, (2015).

26.A.Venkateswararao , T.S. Kirubha ,R. Senthamarai ,B. Sarvani , K. Vasuki ,
Synthesis and determination of biological activities of new series of azetidinones,
Der Pharma Chemica, 3(1): 439-445, (2011) .

27.Aoyama, Y., Uenaka, M., Kii, M., Tanaka, M., Konoike, T., Hayasaki-Kajiwara,
Y., ... & M.Nakajima, Design, synthesis and pharmacological evaluation of 3-
benzylazetidine-2-one-based human chymase inhibitors. Bioorganic & medicinal
chemistry, 9(11), 3065-3075(2011).

122



RETEICINCES ..ottt e eeeesseenns. Nl

28. Z.A. Hussain, E. Y. A. Ahmed, and A. A. Hussain, "Synthesis and
Characterization of Schiff’s Bases of Sulfamethoxazole. Organic and Medicinal
Chemistry Letters, 4, 1, (2014).

29. N. Mishra , K. Poonia, and D. Kumar , International Journal of Advancements
In Research & Technology, 2(8) 52-66, (2013) .

30.M. A. Ashraf , K. Mahmood and A. Wajid ,International Conference on
Chemistry and Chemical Process,10 1-7 (2011).

31.N. G. Ph. Bun-Hoi , N. D. Xuong , N.G.H. Nam , F. Binon and R. Rayer, J.
Chem. Soc., 386-388 (1953).

32. B. M. Smit, R. Z. Pavlovi¢ , D. A. Milenkovié and Z. S. Markovic¢,

,Beilstein J. Org. Chem. 11, 1865-1875, (2015).

33. M. R. Martinez -Larranaga Anadon and F. Sanz, Arch. Pharmacol.Toxicol.,

,3(3) 247-285 (977), (2018).

34.A. Jaromin, A. Czopek, S. Parapini, N.Basilico, E. Misiak , J. Gubernator,and

A.Zagorska, Sythesis and antiplalasmodial, Activity of Novel Bioinspired
Imidiazoldine dione Derivatives , BIOMolecules, 11(1),33, (2021).

35. S. M.D Al-Nuzal, M.F.Al-Dulaimi and A.T.Hassan, Synthesis and Spectrometric

Study of Some Nucleophilic reaction of the antiepileptic Molecule 5,5-diphenyl

imidiazoldine-2,4-dione, J .OF University of anbar for pure science: ol.12, No.1,
(2018).

36. E. Gallienne , G. G. Muccioli , D. M. Lambert and M. Shipman, Tetrahedron
Letters, 49(46) 6495-6497, (2008) .

37. E. Gallienne , G. G. Muccioli , D. M. Lambert and M. Shipman,, Tetrahedron
Letters, 49(46) 6495-6497, (2008)

38. J. Safari and L. Javadian , Comptes Rendus Chimie, 16(12) 1165-1171, (2013).

39. N. M. Arani and26. S. Botros , Nadia A. Khalil , Bassem H. Naguib and Yara
El-Dash , EuJ Med Chem, 60(57) 57-63 (2012).
40.S. Botros , Nadia A. Khalil , Bassem H. Naguib and Yara El-Dash , Eu

123



RETEICINCES ..ottt e eeeesseenns. Nl

J Med Chem, 60(57) 57-63 (2012).
41. N. Shankaraiah , S. Nekkanti , K. J. Chudasama , K. R. Senwar , P.Sharma , M.

K. Jeengar and et.al, Bioorganic & Medicinal ChemistryLetters, 24 (23) 5413-
5417(2014).

42.M.Marinov, |.Kostova, E. Naydenova, N.Stoyanov, imidazolidinedione
Derivatives of Nalidinxic acid : synthesis , Characterization and Antimicrobial
Studies , Jounral of chemical Technology & Metallurgy, Vol.56,ISSUE 2,P 259-267,
(2021).

43. D.G.Cuny,Hydantoin derivatives as inhibitors of cellular
necrosis.EP2384753A1;Nov9, (2011).

44. D. Ali. , I. Akbar , Antimicrobal activity of novel 5-benzylidene-3-(3-
phenylallylideneamino) imidazolidine-2,4-dione derivatives causing clinical
pathogens :Synthesis and molecular docking studies, Journal of Infection and
Public Health, Vol.13, Issue 12, Pages.1951-1960, (2020).

45. Y.U.Cebeci, H. Bayrak , Y .Sirin, synthesis of novel schiff bases and azol B-
lactam derivatives starting from morphline and thiomorphline and investigation of
their antitubercular , antiurease activity , acethylcolinesterase inhibition effect and

antioxidant capacity, Bioorganic Chemistry , 88,102928, (2019).

46. A. Bhalla , S.S. Bari , J. Bhalla, synthesis of Diverse b-Lactam : Role of
appended Hetero Moiety on Its activity, Spr. Int. Publishing, 3-319,(2017).

47. A. Gupta and A. K. Halve, p-Lactam: Amini Review of Their BiolLogical
Activity , 1.J.P.S.R, Vol. 6(3): 978-987, (2015).

48.H. R. Tong , W. Zheng. , X. Lv, G. He , P. Liu, G.Chen, Acs Catal, 10,1,114-
120, (2022).

49.M. Isoda, K. Sato, M. Funakoshi, K. Omura, A. Tarui, M. Omote, A. Ando,J.
Org. Chem., 80, 8398-8405, (2015).

50. A.KBose ,S. Garratt ,J.H Perlosi,J. Org .Chem 28:730, (1963).

51. D.-Sheng Ji, H .Liang , K.Yang and e.al , Chem.Sci, 13, 1801-1807, (2022) .

124



RETEICINCES ..ottt e eeeesseenns. Nl

52.J. Tiomthy . Foster, Can b-lactam antibiotics Be Resurrected to combat MRSA,
Trends in microbiology, Vol. 27, p 26-38,(2018).

53.A.Giannis , T. Kolter , Angew Chem Int Ed Engl 32:1244,(1993).

54.A. R. Katritzky, C. Cai, and N. K. Meher, (2007),Efficient synthesis of 1,5-
disubstituted tetrazoles,Synthesis;no. 8,pp. 1204-1208.

55. A. Reza, M. Alam, and M. Nasrollahzadeh, Synthesis of 5-Arylamino-1H (2 H)
-tetrazoles and 5-Amino-1-aryl-1 H -tetrazoles from Secondary Arylcyanamides in
Glacial Acetic Acid : A Simple and Efficient Method,I Turk J Chem, vol. 33, pp.
267-280(2019).

56. V.Yurii, Grigoriev , V.Sergei , Voitekhovich , P.Vladimir, Karavai, A.Oleg,
Iveshkevich, synthesis of tetrazole derivatives by heterocyclization reaction
involving primary amine , orthoesters and azides , Chemistry of Heterocyclic
Compounds, 53(6/7), 670-681, (2017).

57. J. He, B. Li, F. Chen, Z. Xu, and G. Yin,Tungstates : Novel heterogeneous
catalysts for the synthesis of 5-substituted, J. Mol. Cat A: Chem; vol. 304, pp. 135—
138,(2015).

58. A.Sanaa .Alsaahib , M. Ruaa .Dhedan ,synthesis and characterization of some
Tetrazole derivatives and Evaluation of their Biological Activity , Egyptian Journal
of Chemistry, vol .1. No. 23, (2021) .

59 L. Ramos, Recent Developments in the Synthesis of Tetrazole and their
Pharmacological Relevance , Current Organic Chemistry , Vol. 25, No. 3, pp .388-
403(16),(2021).

60. G.Feng , J.Xiao , G.Huang , Current Scenario of tetrazole hybrids for
antibacterial activity , European Journal of Medicinal Chemistry, VVol. 184,(2019).

61. W. Shen-Qiang, X. Zhi , (2019), Tetrazole hybrids and their antifungal activity
, European Journal of Medicinal Chemistry, Vol. 170, pp. 225-234,(2019) .

125



RETEICINCES ..ottt e eeeesseenns. Nl

62.J.M. Hamid , A. S .H .Alsamarrai, R.T. Mohmood, Synthesis and Identification
some of 1,3-oxazepine Derivatives by reaction of Schiff bases with Anhydride
derivative of Cycloheptatriene, J. Pharm .Sci & Res, Vol. 11(3), 1073-1077, (2019).
63.G. Yeap, A. Mohammad, and H. Osman, Synthesis , spectroscopic and
mesomorphic studies on heterocyclic liquid,lJ. Mol. Struct, vol. 982, no. 1-3, pp.
33-44,(2010).
64. K. M. Mohammad, M. R. Ahmed, and M. H. Mahmoud,Synthesis and
characterization of some new ( 1 , 3-Oxazepine ) derivative from 6-methyl 2-
thiouracil and study their biological activity,| Tikrit Journal of Pure Science vol.
22, no. 2,pp.67-81,(2017).

65.D. Sunil, C. Ranjitha, M. Rama, and K. S. R. Pai ,Oxazepine Derivative as an
Antitumor Agent and Snaill Inhibitor against Human Colorectal Adenocarcinoma,|
IJIRSET ,vol. 3, no. 8, pp. 15357-15363,(2014).
66. K. Hamak and H.Eissa, Synthesis , Characterization , Biological Evaluation and
Anti -Corrosion Activity of Some Heterocyclic Compounds Oxazepine Derivatives
from Schiff Bases, Org. Chem Curr Res vol. 2, no. 3,(2017).
67. H. Agirbas, B. Kemal, and F. Budak, Synthesis and structure-antibacterial
activity relationship studies of 4-substituted phenyl-4,5-
dihydrobenzo[f][1,4]oxazepin-3(2H)-thiones, Med. Chem. Res; vol. 20, no. 8, pp.
1170-1180,(2011).
68.J.Mahrath, S .N. Kamil ,Journal Bablylon University ,pure and Applied
Sciences ,21,1,(2013) .
69. N. Jaber and S. R. Rassol, Synthesis and characterization of some new,
Sulfadiazine derivatives, Journal of pharmaceuticl Sciences and Research, 10(11):
2796-2799, (2018).
70 . A. Hussein .K.shash , synthesis and characterization of Tetrachloro -1,3-
Oxazepine Derivatives and evaluation of their biological activities, Acta. Chimica.
Slovenica, 67(1), 113-118,(2020) .

126



RETEICINCES ..ottt e eeeesseenns. Nl

71. Z. H. Abood Z. K. Chafcheer , H. A. Suhail, synthesis and antibacterial
evalution of 1,3-benzoxzaepine -1,5-diones bearing benzothiazole moiety, Res. J.
Pharma . Tech, 14(4), 1905-1909, (2021) .

72.M . H. Jebur, E. A. Albdere , M.K. Al-Hussainawy, S.h. Alwan , Synthesis and
Characterization of new 1,3-Oxazepine -4,7-dione compounds from 1,2-
diaminobenzene, Int.J. of Health Sciences, 6(S4), 4578-4589, (2022).

73. F. Rasim . Muslim, H. M. Tawfeeq , M.N. Owaid , O.H. Abid , Synthesis ,
Characterization and evaluation of antifungal activity of Seven —membered
heterocycles, ACTA. Pharma. Sci , 56 (2),(2018).

74. K.K . Ayad , I. B . Raoof , H.J. Essa, Synthesis , Characterization of Some New
Azo Compounds Containing 1,3-Oxazepine , Anthraquinone Moieties and studying
their activity against pathogenic Bacteria, J. Natural.SCI. Res,Vol .5, No. 22, (2015)

75. K. Bozorov, J. Zhao and H.A. Aisa ,1,2,3-Triazol- Containing hybrids as leads
in medicinal chemistry : A recent overview , Bioorganic & Medicinal Chemistry ,
27:3511-3531,(2019) .

76. V. Janganati , J.Ponder , M. Balasubramaniam M, et al., MMB triazole
analogs are potent NF-xB inhibitors and anti-cancer agents against both
hematological and solid tumo cells. Eur J Med Chem.157:562-581, (2018).

77.S. Rasha . J, A.l. Mohammed and M.S. Shihab , Synthesis of 1,2,3-Triazoles
Based ON Phenacyl azide Derivatives VIA Click Chemistry , VOL.53, NO.3,
PP.487-494,(2012) .

78. N. Pokhodylo ,S. Olga, M . Vasyl, Synthesis of 1,2,3-Triazole Derivatives
and Evaluation of their Anticancer Activity , Sci. Pharm, 81: 663-676,(2013).

79. S.K.V. Vernekar, L. Qiu, J. Zhang, J. Kankanala, H. Li, R.J. Geraghty, Z.
Wang, 5' - silylated 3’ -1,2,3-triazolyl thymidine analogues as inhibitors of West
Nile Virus and Dengue virus, J. Med. Chem. 58 .4016-4028, (2015) .

127



RETEICINCES ..ottt e eeeesseenns. Nl

80. M.V. Chudinov, A.V. Matveev, A.N. Prutkov, I.D. Konstantinova, 1.V. Fateev,
V. S. Prasolov, O.A. Smirnova, and et.al, Novel 5- alkyl(aryl)-substituted
ribavirine analogues: Synthesis and antiviral evaluation, Mendeleev Commun. 26
.214-216, (2016).

81. O.l. Artyushin, E.VV. Sharova, N.M. Vinogradova, G.K. Genkina, A.A.
Moiseeva, Z. S. Klemenkova, and et.al, Synthesis of camphecene derivatives using
click chemistry methodology and study of their antiviral activity, Bioorganic Med.
Chem. Lett. 27 ,2181-2184, (2017).

82. L. Sun, T. Huang, A. Dick, M.E. Meuser, W.A. Zalloum, C.H. Chen, X. Ding,
P. Gao, S. Cocklin, K.H. Lee, P. Zhan, X. Liu, Design,synthesis and structure-
activity relationships of 4-phenyl-1H-1,2,3-triazole phenylalanine derivatives as
novel HIV- 1 capsid inhibitors with promising antiviral activities, Eur. J. Med.
Chem. 190, (2020).

83.A.S.J.Shawali,Adv.Res.No.7,pp873-907,(2016). .

84.H.M. Kasralikar, S.C. Jadhavar, S.V. Goswami, N.S. Kaminwar, S.R. Bhusare,
Design, synthesis and molecular docking of pyrazolo[3,4-d] thiazole hybrids as
potential anti-HIV-1 NNRT inhibitors, Bioorg. Chem. 86, 437-444, (2019).
85. T. Panner. Selvam , P. Vijayaraj . Kumar, Quinazoline Marketed drugs-A
Review, Research in Pharmacy, 1(1), 1-21, (2011).

86.G. Marazaro, A. G.uiotto , A. Chilin, Quinazoline derivatives as potential
anticancer agents , Exert Opinion on Therapeutic Patents, Vol .22, Issue3, P. 223-
252, (2012).

87. C.M. Cheng , Y.J. Lee, W.T. Wang, W.T. Hus, C.T. Tasi, J. S.Wu, C.M. Ou
,K.L,and T.S, Yang, Biochem Biophys Res Commun, 404(1), 297-301, (2011).

88. W.Ding, F. Gao, Quiazoline derivatives: Synthesis and bioactivities, Chemistry
central Journal, 7:95, (2013) .

128



RETEICINCES ..ottt e eeeesseenns. Nl

89. S. Reymond , J. Cossy, Copper —Catalyzed Diels- alder reaction , Chem Rev,
108: 5359-5406, (2008) .

90. X.Chen, H.Wei, L.Yin, X. Li, A Convenient synthesis of quinazoline
derivatives Via Cascede imino-Diels-Alder reaction , Chin Chem Lett, 21:782,786,
(2010).

91. S. Srivastava , S. Sujitti , Biological activity of quiazoline , Int. J .Phar. S.
Research, vol.6,No.9, (2015) .

92. A.A. Nagar , A.Patel, K.S.Rajesh , K.R. Danao and L.G.Rathi , Solvent Free
One Pot Microwave Synthesis of Quiazolin-4-(3H)-one derivatives with their

Antibacterial and Antifungal activity , Pharmagene, Vol.1 ,Issue 1, (2013).

93. Y.A.Mohamed , A.El-galil, C. Amrb, S.F .Mohamed , M.M . Abdalla, M .Al-
omar , S.H. Shfik ,Cytotoxicity and Anti-HIV evaluations of some new synthesis
quinazoline and thioxopyrimidine derivatives using 4-(thiophen-2-yl)3,4,5,6-
tetrahydrobenzo [h]quinazoline-2(1H)-thione as syntho YAJ, Chem. Sci |,
vol.124.No .3, PP 693-702, (2012).

94.K. Helen. Matthews, C. Bertoli & A.M. Robertus, Cell cycle control in cancer,
Nature Reviews Molecular Cell Biology , Vol. 23, P. 74-88, (2022).

95.J. Ferlay, M. Colombet, I. Soerjomataram, D. M. Parkin, M. Pifieros, A. Znaor,
F. Bray Cancer statistics for the year 2020: An overview, International Journal of
Cancer,Vol. 149.Issue. 4, P. 778-789, (2021).

96. H.Sung, J. Ferlay, R.L. Siegel, M. Laversanne, |. Soerjomataram, A. Jemal,

Bray, Global Cancer Statistics 2020: Globcan Estimates of Incidence and Mortality

Worldwide for 36 Cancers in 185 Countries. CA Cancer J. Clin, 71, 209-249,
(2021) .

129



RETEICINCES ..ottt e eeeesseenns. Nl

97.N. Molaae, G. Mosayebi, A. Pishdadian, M. Ejtehadifar, and A. Ganiji,
“Evaluating the Proliferation of Human PeripheralBlood Mononuclear Cells
UsingMTT Assay,” Int. J. Basic Sci. Med., vol. 2, no. 1, pp. 25-28, (2017).

98. E.F.Mara. Braibante, T.S. Hugo .Braibante , P..Marcian . Uliana , C .Carla.Costa
and Marcelo Spenazzato ,The use of Benzil to Obtain Functioalized N-
Heterocycles, J.Braz Chem .Soc, vol 19, N0.5:909-913, (2008) .

99. C. Padam. Bansal , H. Lan . Pttman, and Takeru Higuchi , N- Hydroxymethyl
Derivatives of Nitrogen Heterocycles as possible Prodrugs Il : Possible Prodrugs of
Allopurinol, Glutethimide, and Phenobarbital, Journal of Pharmaceutical Sciences -
885, Vol 70 :No 8-August, (1981).

100.K. .Hirose, K. .Ishibashi , S.Yoshinobu , D. Yasoko and T. Yoshito , Highly
Effective and Reversible Control of the Rocking Rates of Rotaxanes by Changes to
the Size of Stimulus-Responsive Ring Components, Chemisty- A European Journal-
June, 14:5803-5811, (2008).

101. S. Marchesan , D. Macmillan, Chemoenzymatic Synthesis of GDP-
Azidodeoxymannoses: Probes for Mannosyltransferase Activity and Tools for

Glycoprotein Remodelling, journal The Royal Society of Chemistry, p.p32,(2008).

102. C. Danny . Lenstra, J.Joris . Wolf, and Jasmin Mecinovi¢, Catalytic Staudinger
Reduction at Room Temperature, J. Org. Chem, 84, 6536—6545, (2019).

103. S.B. Horan and A. Shuka, Chem. Acta. 40, 80-85 (1997).

104. R. A. Khdur and E. H. Zimam , Synthesis, Characterization andStudy
Biological Screening of Some New Azetidinone Derivatives From AZO-

Sulphadiazine, Pak. J. Biotechnol. Vol. 15 (1) 201-217 (2018).

105.J.D. Meinaa Jaber , A. H. Mekky, Synthesis, Characterization and Antioxidant

Evaluation of Some Tetrazole Derivatives , Ind.J.Chem, vol22, No6, (2022).

130



RETEICINCES ..ottt e eeeesseenns. Nl

106. S. F. Abbasl,J. H. Tomma, E. T. Ali, Synthesis And Characterization Of New
Schiff Bases AndTheir 1,3-Oxazepines Derived From Phthalic Anhydride, Sys Rev
Pharm;12(2):260-265, (2021).

107. J.Yuhong , D. Kumar , and S. Rajender Varma, Revisiting Nucleophilic
Substitution Reaction :Microwave —Assisted Synthesis of Azides Thiocyanates, and

Sulfones in an Aqueous Medium ,The Jouranal of Organic Chemistry , 31, (2006) .

108.A.J. Radhi, H.Ezzat, Zimam and E. A. Jaffar Al-Mulla, Design , Synthesis and
a-Glucosidase Inhibitors Evaluation of Novel Barbiturates Based on Carbohydrate ,
AIP Conference proceedings , 2386:030017, (2022) .

109. C.H.B.Praveena Devi, K. V. B.Hari ,S. F. Adil, M.M. Alam, M.V. Mohd ,
CuSO4/ Sodium ascorbate catalyzed synthesis of benzosuberone and 1,2,3-tiazole
conjugates: Design, synthesis ang in vitro anti — proliferative activity, Journal of
Saudi Chemical Society, 23:980-991, (2019).

110.A.Tripolszky, K. Nemeth, P. Tamas Szabo and E. Balint, Synthesis of
(1,2,3-tiazol- 4-yl ) methyl phoshates by copper- catalyzed Azide- Alkyne
Cycloaddition, Molecules ,24:2085, (2019) .

111. K. Rakholiya &S. Chanda, ,.In vitro intraction of certain antimicrobial agents
in combination with blant extracts against some pathogenic bacterial strains.Asian

Pacific , journal of Tropical Biomedicine,2 (3),5S1466-S1470, (2012).

131



	الواجهة- بالانكليزي
	الواجهة_الاية_الاقرار_الاهداء_الشكر (2)
	2
	الخلاصة انكليزي - Copy (3) - Copy
	الخلاصة عربي 2
	Acceptance Letter (JMCS-2210-1786)- Iraq- R-1
	المقدمة العربي
	Sci-finder
	الفصل الاول معدل
	ULGDuuuالفصل-الثاني
	الفصل-الثالث j whh
	المصادر

