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theophylline sladl e gl e sa s Lilisd Y Gald g 8ll JSG s Cpald 1Y)
[19.18] (1506) 4auiis ethylenediamine s (849%) 4wy

saladl e Galb giae¥) 5l Al 50, 1712002 43 |, Naseem s 1. Al (e JS o6 il
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A2 pac
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Ay seacy Gl jal sl Cilaieal 2 3lai b e ]

o) yaad) cuat ZadY) Gl JMA (e 3 pcandl GlS jall i) (ailadll 3l 30 3
UV-VIS asyall - danaiiall (368 4a3Y) Cilulal QI FTIR
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Chemicals dasiiiocall dpilaassl) 3 gall (1-2)

b Aol S 5 e 5 eaall s Allal 8 Sl Ay slall o sall Cilexid
oL (1-2) Jsaad

FORECIA( l'u}busl\ g\,d\ i (1 2) d}h

Theophylllne

Aldrlch

99 95%

Dimethyl formamide

BDH

99.95%

Chloroacetyl chloride

BDH

99.98%

Chloroacetic acid

BDH

99.99%

Sodium hydroxide

BDH

99.95%

B-Mercapto ethanol

Fluka

97.00%

Cupperchloride dihydrate

BDH

97.00%

Nickelchloride hexahydrate

BDH

98.00%

Cobaltchloride hexahydrate

BDH

99.00%

Silica gel

Fluka

99.90%

petroleum ether

BDH

99.99%

Methanol (absolute)

BDH

99.99%

p-Hydroxy benzaldehyde

BDH

99.98%

Sodium bisulfate

BDH

99.00%

Benzene

BDH

99.50%

Acetonitrile

Aldrich

99.95%

Ether

Fluka

99.00%

Biological Materials daadiceal) A gl i) 3 gall (2-2)
LSy Ao sl sl Adladl) Cliasad (8 oo ) sy 5 L S (e AU ) gl Caaadil
elial (2-2) Jsaall (b (e
Koakioadl) Fm sl il 3 sal) 10 (2-2) s

< dalall 5 glail)
1 | Staphylococcus aureus (G+) 100%
2 | Escherichia Coli (G-) 100%
3 | Bacillus Subtlis (G+) 100%
4 | Nutrient agar 100%
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Instruments dasiical) 3 3¢aY (3 -2)
oa ol gl il jall 5 Al 5 Adall bl 3 A8V 5 el il
:‘;‘Y\j;ﬂ\ésjﬁ‘)‘b;d\ L"_aL\S)aﬂ

Melting point Sad) Ao bl Sl 1
_)L@..A.\\X'\ Q\;JJ u.u\.tg JL@A 4.1:\;»\}.1 E)AMS\ R_I\_ISJASS _)L@.a.a.\‘)” t_ﬂAJJ Q_L.\:\Q
Laid) s 520 melting point- SMP31 s s 5 S

Infrared Spectra (FTIR)  #leadl cad dad¥) Cilihaa (b Slga .2
L4 (Shimadzu 8400 CE) (FTIR) Jla ¢l eall cand dxsl1 Gilydal clas
 (KBF) psaadbi sall dsa 5 53 Gl A Jlanids (4000 - 400 cm?) sl ana s Liiall

A pal) g dpaadinl) (358 A Cillaa (B Slga 3
Ultraviolet-Visible Spectra
Lasdl UL (Shimadzu 1800) e 4w ) “duaudill (§ 8 423Y) Gkl cilas
Dbae Jsh Gl 35S e AR ahadiulbs (800 -190 nm) sl skl Gea
.(1cm)

Autoclave A lsbll aiasll Slea 4

(Petri dishes s agar) ) ai= 5 (Nutrient agar) 3} e saill Jaws o} ariin
Ll S5l (Al Ammerican model No. 75x) ¢ 5 (autoclave) Slea alaaiul
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Synthetic Methods saail) 3,k (4 -2)
Synthesis of Compound No.1 (1) a2y @S ol yuaaal (1-4-2)

1,3-dimethyl-7-chloroaceto-purine-2,6-dione  Compound(1)

o /COCH2CI
HaC
~y N
o rr N

CH3

(1) 5 S all (sl sl (1-2) Js

o« (1g, 5.55mmol) xas (250mML) ass i (o3 JSEI gyl Gos0 A
(DMF) ylebe s Jia A e (40mL) & (C7HsN4O,),(theophylling) cxudé sl
& Bl JalS lhsd s (30min) s <l yaill Jelaall & 55 cdimethylformamide
asseall 0S50 (0.22g, 5.55mmol) sl &8« oidall 5 s da a5 cudall
2,58 b 555K (dropwise) st 5 oaos S5 Ciual @lly sy «NaOH
ol &y g Jelaall I (0.62g, 5.55mmol, 0.44mL) Chloroacetyl chloride
i eaad) Gan¥l sl ) Jslaall sl st Jas o) (150min) saal aiveall @l jaill
<y ¢(vacuum) dalie Jaza it Cudall G 3alall 38 59 el I 30 a3 9 ¢ slaall
daul g gl Soall 5,30 el ((desiceators) casadl ele s b 4dis & S
ool zgiar 5 oOslll DAL el jhia JSEN Ay sl Shely RV 5 Jitil)
[(218-220°C) Jleil i 53 5(63%, 0.899 )
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Chapter two: Experimental Part @lazll el @il Juill

Synthesis of Compound No.2 (2) ) S pal) yudaad (2-4-2)
1,3-dimethyl-2,6-dioxy-7- purine aceticacid Compound(2)

Q /CHZCOOH
H3C\N N
T
o) rr N
CHs

(2) 8 S pall lasl Qs all; (2-2) JS

(0.52g, 5.55mmol) plasiul lae (1-4-2) 588l & 44 Hhall Gty oS jall juas
A Ayl Jaely qpan¥) ol ) Jlaall (8 s Jas 1 885 «Chloroaceticacid
(253-255°C) _leail 4x 5 5(59%, 0.78Q) & sitas ¢y slll dmali glian JS)

481 (3) pdy S e L) jyuaali (5-2)
Synthesis of Ligand Compound No.3

Preparation of Catalyst Ao bl Jalad) juaad (1-5-2)

<l Sn (4« (6.99, 50mmol) @y «(250mML) A JSEN (5 5l 350 A

S sl a Jsladl da Gl e (100mL) g (NaHSO4Hy0) psed sl

saal el paill paind g cdinall B))a Aau; (silica gel) ds Sl (15Qg) il

iyl oy Jglaall md ) (bl Bl o 8 e aialiaial mawd (30min)

3a Ay i Al (B el pasy Jeadll dilee ol Jalie haria
Ol Gl Lo T8 s Jaad ciliall i (3h) 3241 (120°C)
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Chapter two: Experimental Part @lazll el @il Juill

Synthesis of Ligand [HoL ]85Sl juaad (2-5-2)

(3) S pal) S ilaasl o ; (3-2) U8

= (1.22g, 10mmol, 1.0mL) s (250mL) 4w JSA s Ay )50 A
J s i 5 (1.69, 20mmol, 1.4 mL) 4 el s «(p-Hydroxybenzaldehyed)
<l aill xe (under solvent-free condition) (< 48l 52 ) mercaptoethanol
ysar g & (1-5-2) 3l (8 juasall selual)l Jelall e (20) Capal &3 el
dal e &30 o i) asds b ddasl o Jud 5 b 8y o JE ) sl I Jsad o
sl (Al Jsaié (2x20 mL) ey JS5 e Hhadall cladly due &5 ¢ (3x20mL)
&8 ol g Jolaall i) G0 et 2y (Gifade 0S8 Galall i) S )
Chinall 3 Lgdaday d0lal) dSudal) Cidia 5 Alal) ASdal) (e 4 puaall dQkl) Cliad Jiadll
T ele JW n gl 13 Akl Addall 4 g sSidl d Hll S8 ¢ (desiccators)
(69-71°C) il a3 5 (20% , 0.53g )
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Chapter two: Experimental Part @lazll el @il Juill

Synthesis of Complexes Cllaal) puzald (6-2)
(4) P, oS, [CoL] drall juaai (1-6-2)
Synthesis of Compound No.4

OH

(4) o2, Saall laasSll oS Y 1(4-2) Je&

oy By onSall dmaaill Gleny dxe (BOML) 4w (a3 il (5 0 3,9 A
saiul s Jsilie (10mL) 4l il [HoL] «Soall o= (0.1g, 38%102mmol)
O Jslaall (sh s Laa sl 385 calldV) dilee olal) s (60MIIN) 33a] il g &y jail)
COClp.6H,0 <l & 3y )5l Capal o ¢(5alad) aall Jaal) o5l W 330 o)
gl @y daa )X 3y ears Jsilie (BML) & < (0.09g, 38x102mmol)
il AL 3 a3 o5 ¢ el ) sl s Jas b el 55 (45N B (il 5 ol yaill
Kty 5 (36.6% , 0.0447 ) g st S Joladd) =iy b 5 ) semy Jelidll JU)
.(250°C) 4l adl s il ie Sl

21



Chapter two: Experimental Part @lazll el @il Juill

(5) a2 @S e [NiL] Siaall juansi (2-6-2)
Synthesis of Compound No.5

HZC/O\ O—cH,

|

(5) b dimall (a5 2(5-2) Ji

NiCl,.6H0 JSsill oy 55K aladinl lae (1-6-2) 3l & 45y Hhall ity S jall juan
=) O pidas Va8 (I il (BML) = <12l (0.1g, 42x102mmol)
.(205°C) xie oS yall &Sty 5 (1 27.5%, 0.0330 ) & sisar GSa ¢ 5alal)

(6) ad, oS 1 [CUL] drall juiassi (3-6-2)
Synthesis of Compound No.6

OH

(6) 2 Baall AliasSl) S 31 1o (6-2) JS&

u»l__;.ﬂ\ ..L..U}XS e\.l;l_u\ Jac (1_6_2) E)_ssl\ G_su)iﬂ\ el g_L_S)A]\ —an
ssfidas gl a8y ¢ Jsilin (5mL) 2 <124 (0.06g, 38%102mmol) CuCl,.2H,0
.(220°C) xie &lSihy (30.3% , 0.037Q ) zsiier O\S8 il (g 5 gall ) o5
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Chapter two: Experimental Part @lazll el @il Juill

Biological Activity A o salal) Alladl) (7-2)
Cilalizas Cuand g (piidlida (il jlay 3 panall LS Hall doa ol o) Alledl) oy jal
Galall G LIy 4l T Ly il

Alladll gl a3 (Th-A.CLs Th-AA.s [CuL]s [NiL]s [CoL]) <s el
2 S 5 (E. Coli) (Negative gram) lbdl al jall L3S e 5 Jandiil daa 5l o)
35 58l (- Staphylococcus, Bacillus Subtlis )  (positive gram) < sall
ve (Nutrient agar) seill by 4 Gloge daadiuadl LSl 5 sl dalisl)

.(24h) 54l 5 (37°C)

[49] bl (g dial) Jaw glly JLESN) 48y b (1-7-2)
Nutrient agar diffusion procedure (Wells Method)

Sl el Ay e ele (1L) 4wl 5o (Nutrient agar) o= (28g) 403 &

(autoclave) s ikl s (Petri dishes) @ukYls sasdl (agar) ) aie (Sl
(agar) J zhuw iy alaid &y 3Ll 4 cuay (120°C) e (15min) 3
& Gas (BMM) b dwlic jis Jac oy dua gndall L Sl e )5 dasssll (g ol
o2 abiis y (pipette) alasiuly sasloll 5 dall (& e 58S 5 JS e (0.1ML) aoass
(o Aeaiiinall Ly i 5 | oyl dslaie jlad bl o5 Wars 5 (24h) 324l (37°C) 2ie iliwall
(Escherichia coli) 5 (G+) s« - ol Sl z23 543 (Staphylococcus) 45 kil s2a

(Gr) - ol S g ase
Nutrient Broth technique 1501 g 3aal) (§ pal) 48y o (2-7-2)

Canal s ol o saly (Nutrient broth) aas LSl el Gyl s 1
) il s Il ol sl g sl 2350 (E. Coli) LiSi (Colony) s exive Laalasy
s sall al il & sl 2350 (Bacillus Subtlis) LSy (e 3 yanive (5,231 4 50y

.(24.) 5241 (37°C) (8 (s i) uliin 2
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Chapter two: Experimental Part @lazll el @il Juill

Ge e S5 e (IML) g g oees il Goall sl saa) e (IML) mns 3
(ImL Suspension bacteria + 1mL Chemical compound) & sl S il
Baalgallsadl & yig

(Petri dish) s alaiia 3 g (agar) J ale a5 5 (Petri dish) b ras 4
JGc (15min) 3xd (autoclave) s daul p aday pasall (agar) J e gstal)
.(120°C)

&l SISV S je ) sl s odlel (3) 38N (A amal) i jall e (0.1ML) s 5
a3 5 8l ¢ umnall 38 ill dd panadal) &85l e iy O 2 pipette aliiul Gl
Slo @ sis Y aS (g smy S 8 Lgau 5 alad ) (glass spreader) alasiuly s ddlay)

SY) s S e L 355 3L 0 g p3kind 3yl 55 o 530 i gl

z3sailly Zlaudl (30min) el & sty b pmaall 381l UKD oDlel @l jadll caael L6
.(24h) 5 (37°C) aic ziliall o3 Ladas ¢ HISYI i aial

(LS e AV & i) 6 AN B all Ay sl aladinly Tl 5 ) Shall il ghadll caae§,7

LSl saisgagare sl asagdbaade DA (e lasd 23,8
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Chapter three: Results and A8lal) g il (A Jaadll
Discussion

LS jall adll g yuaal (1-3)

Synthesis and Characterisation of Compounds
Compound No.1 (1) A2 @S 4 (1-1-3)

1,3-dimethyl-7-chloroaceto-purine-2,6-dione

o 0 cocH,Cl
H O HC
H3C\ N N OH AN N N
/]\ [ ) + cicrcoc /J\ | />
o7 N N o r|\1 N
CHs

CHs

Jiie U 3 Ul theophylline olisill (e aaly 8 32l (S all juas
«Chloroacetylchlorid o« asls (854 xe dimethylformamide (DMF) vl )5
Daal Ol Ayl @l sl @5 (NAOH psdseall 2S5 p0m (e (s2elé Jass 258

JEE

(A yall-doacdil) (398 An i) Cada g o) yead) ciad A2 8Y) Canda Aol g1 Sl ad S
s o jlgail da 5o a3 o5 I (1-3) Jsas cddline Slydey S el Glsd jlial o3
A sl o) adlad L) o3 LS (2-3)

Compound No.2 (2) A2 @S 4 (2-1-3)

1,3-dimethyl-2,6-dioxy-7-purine aceticacid

0 Q /CHZCOOH
H © HgC
HsC C N
MY N OH N
)\ | /> + cicH,CooH )\ | y
o ||\1 N ll\l N

(0]

CHs CHg

«Chloroaceticacid alaiul lae (1-1-3) 38 & 48 Hhall iy S jall jias
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Chapter three: Results and A8lal) g il (A Jaadll
Discussion

A yalldaacdil) (398 AndY) Cada g ol yead) Chad A2 8Y) Canda Aol g Sl ad S

s o lgaall A )3 et o5 SIS (1-3) Jsan ddlise Slyday S pall Glsd sl 5
Fon o)l atllad sl Loyl &5 LS (2-3)

The Ligand Compound No.3  (3) a2 S » [HoL] il (3-1-3)

Preparation of Catalyst o busall Jalad) juaad ]

NaHSO4 H20 + SiO) Catalyst

& 4l Sodiumbisulfate assall Gl S delii o 2ebuddl dalall s
daall 3 ) a4 a5 (Silica gel) Ja Kbl pe yhais ¢l (100mL)

Synthesis of Ligand [HaoL] siSll) jaudaas 2

e of¥Se ae p-hydroxybanzeldehyde ¢ 2aly 48 Jeldly 8O jias
«(NaHSO,\SiO) (» sl catalyst 2elbuadl Jaladl 292 52 mercaptoethanol
Gl JW skl 5SS

A yalldadill 558 AadY) Cada g o peall cand AadY) Cands Aol g 3G (adld
Jsa o leaall da 5o st o3 Gl (1-3) Json cdilide Sluday I s jladl a3 g
(2-3)
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sl e [CUL]s [NiL]s [COL]( 655 94 ) ady citiaall (4-1-3)
The Complexes No.(4,5 and 6) [CoL],[NiL] and [CuL] respectively

MCly.XH,0

Llae [HoL] SSlll e aal g 180S0 Jelasy clld g 43y jlall ity oDle | Cilainall & juas
iy Jsltise (5ML) 8 Llde (MClp. XH,0) o0 2al s 38k ae Jsilise (10mL)
Gl aan 5 J slaall

d__#.ul\ J—JJ)E) COC|26H20 QJ_,}SI\ %J}E d-“\:' (MC'QXHzo) [GEYEN
Gladeall sl 55 ) sl RS N6l e CUCHL.2H20 slail) &y 5 618 5 NiCl,.6H,0
(sl e mild 55 5 Bale 5 (Sh padl &
Soadnl) 548 AadY) Gl o) jeall cand AadY) Gldal dda) 5 Culaiaall Cuadls
2;‘)& RTREN] (-;3 SAS c(1_3) djd.; aalid g &_ﬂ_t:a.lm Gl RPN | ubj.ﬁ J\_}:\S\ ("3} A_CUA\

A sl L) Leillad Lia) 5 LS (2-3) Jsos b el
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Chapter three: Results and

ASlal) y ailial) (Bl Jaadl)

Discussion

Solubility

Ol sl A (2-3)

0 5 Agdadll Cludall (iamy HLialy 3 jpeasall CLS Hall Gl 4L laal o

Methanol, Acetonitrile, Dimathylformamide, Water, Benzene : Jic 4kl
olial (1-3) Jsaad) 8 dipe LS geiliil) cilS

Glpdall ans (83 panall LS pall (LY 1o (1-3)d 52

Compound | MeOH | MeCN | DMF | H2O | Benzene
Th-A.CI. - - + - +
Th-A.A. - - + - +

[HoL] - - + - -
[CoL] - - + - +
[NiL] - + + - +
[CuL] - - + - +

Physical Properties

Son 3 (£) ey e (=) il (4)

Auily 548l el i) (3-3)

il (2-3) Jsaal) 3 Aiae WS 55 emnall il 5all 4l 3l al g2l iany

B anall i sall Ay 3l (ol g5 @l ke 1oy (2-3)dss

o] S [ gl oo | ol | SeaMiann | @liols | gsma d
1|Th-ACL.| 2566 | <abL jial | 218-220°C | 0.89g 63%

2| Th-AA. | 23816 | g=lioay | 253-256°C | 0.78g 59%

3| [HaL] 260.38 | e | 69-71°C | 0.53g 20%

4| [CoL] 317.31 | S w=al | 250 °Cue <lSii | 0.044g 36.6%
5[ [NiL] 317.07 Gae i | 205°C vie i | 0.033g 27.5%
6| [CuL] 321.93 | mlégiss | 220°C xe oS | 0.037g 30.3%

Infrared Spectra FTIR

£ paad) cial dady) Gl (4-3)
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Chapter three: Results and 3Bl il I Jaadl)
Discussion

(1) ab S all FTIR s paal) ciad dad) cisks (1-4-3)

[511(1-3) Js& Theophylling o sl 4 Y1 alall o) jealdl s AadY) Canda ek

2 A agas (3150emY) o sell aaall vie paliaie) daa AU 3 el o all

3523 (2950CmM™) oo sall 222 die 328l Aaws i) Aadll 5 ¢ y(N-H) 5_wadl ol

Sar (1660cm?) 5 (1710cm ) s sall slac ¥ die aadl) il cy(C-H) ¥ Jas )

232l vie dadlly sl e v(C=N) 5 v(C=0) 0o IS Shlkia¥) a3l ) s i o
V(C-N) & ¥l 23 5 galall (1200cm?) o 54l

id elaa BU(2-3) i Chloroacetylchlorid 4l s¥) salall Caga (Sl
Bma¥l hae () 255 a0 IS8 0585 D (3000-2900 cm?) ) G duy e
spa¥) hae G 23 (17200m?)  easall el die sadll A Al y(C-H)
3_pa¥l elindl ) 2 5a3 (14000mM™) (o sall 222l die 328 ddaws sial) 4adll Wil «y(C=0)
sma¥) Jae ) 25a3 ) (1300-1210 emL) saell (e 52800 4, 8 Al 5 w(C-H)
spa¥l e ) a5 (B00CM™)  (all 2aall e saall 44l Al v(CHR-CI)
Vv(C-Cl)

eliid) (3-3) JSill (1) A swmnall S jall ol pealdl cind dadY) Cada el Laiy
& V(N-H) 53 hlaiey) il sailall (3150cm™) oasall 2l aic dll
hUaiay! 205l ) sailad)l (800CM™) (on sall 2aal) vie Al pliia) S ¢oyla gl
8 a7l &isaa aw «Chloroacetyl chloride 4 s¥) saall y(C-Cl) 3
2l die agle i€ L ae 43 )Ee 21 (16990mM™?) (o2 sall 2a2ll 2ie & jeda Al y(C=0)
> sall 222l i y(C=N) 5_a¥) ) sailadl dail) #1 33l Jas o LS (17200m™?) (o sall
23l 3alal) 3 jaeall Aadll #L 3) Ggaa G ale CilS Lo ae 455l (1597Cml)
%1 (1188em™) (o sall saell die & yekad y(CH,-Cl) e Shldaial

V(C=0) 3_ma¥) sliail ) 2525 (619 CMY) (o sall 222l die 3 jp0a dad a5 LS
3)43_” s é\ J g2 ‘;\l\ (14480m'1) @}A]\ Axll die 4.l deng g Lﬁ}-’“‘n CJ\A
. B2 y(N-CHsy)

(2) ady S all FTIR ) paadl cal A2 Cish (2-4-3)
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JS3) Chloroaceticacid - s¥) salall o) eall cuaida SY) (ol (0 ey

V(O-H) blaial) 5 pal) as i ) 31l (3400em™) (o sall 22el) 2ie dadl) [511(4-3)
(3000-2900cm™?) saall (e dadll 3 gan g () Aliza) ¢ g0 S anlay Gal Al
82lall Baaaiall aadll 3 ga 5 Gl Bania & Ja Ao sana S5 V(C-H) 3 Jae ) 823l
8l Ay g8l dadll 3 g 5 138 5 ¢ (2700-25000m ™) saall (pania dgian 5 sgl) 3 ) )
i il Aadll 5 v(C=0) hldaia¥) 3 pa¥) 2055 ) 52302l (17300m™) (o sall 22l ic
e 3280 4y 58l Al 5 v(C-0) b_pa¥) Jaa ) 2525 (1220cmM L) (o2 sl 2221l 2ie 32
.(00p) s siall z s y(C-Cl) 3_ma¥l palall cliniB sailall (8000mM™) (o sall 222

JS eliial (5-3) JSall (2) pd ) suanall S jall ol jeal) cunt asY) Canda sl Laiy
bllia¥) sa 0 ) 5 ea3 A (800cm™) 5 (31500m ™) dus sall slac ¥ vie aadll (4o
Al eyl g KI5y Sl y(C-Cl) s theophylline culi sl y(N-H) —al s
>l a2l aie sall) Ay @ ) Ao gie Aadll o6y aa o JI 8l Je Chloroaceticacid
20 Ly Al Al 2Ly 53 ga s aa 1521 y(C=N) 5_sa¥) das ) 52301l (12420mY)
L6k Al s v(C=N) 3ma¥l dalal) 4l #1351 & gas 5 y(C=0) 5 e allaiaY
e 4130 521 (16990 ) (oo sall 23al) die (ppan il Jadii Gl 5 <13 Ay ye el U<
o> sall 222l 3ie 53 paall iy all A adll (shift) Lo Cisaa DS e LEIS s
>l el aie ale @K Lae B3l y(O-H) 3 o () 323l (3423cm™)
.(3400cm?)
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i) Gﬁlﬁ.ﬂ\ CallEl) Jiadll
Discussion

B pdanall (2¢1) <lsS yall g Ad Y1 31 gall £) pand) ciai

-

s aja ad opm (3-3)ds

cmt Baa g
_ v(C-N)
Sl v(N-H) | v(C-H) | v(C=0) | v(C=N)| v(CH2- arom v(C-Cl) | v(O-H)
) stretch | stretch. | stretch | stretch Cl) . stretch
amine
Th. 3150 2?;:’0 1710 1660 - 1200 - -
3000 1300
CLA.CL 2900 17320 1210 - 800
s-m S
3040 1336
Th.CLA. - 2030 1699 1597 1188 1288 - -
2900 1300
CLAA. ) 3000 1730 _ . _ 800 3400
Th.AA. - - 1699 1699 - 1242 - 3423
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-

4000 3000 2000 1500 1000 750 500
1 1/cm

(1) a8 saaal) oS jall o) pead) ciati AadY) Cida ¢ (3-3) Jsi
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L=}
i i

T L T T T T
A3 w00 P 1880 roe

Chloroaceticacid s sead) cial dadY) cigha ; (4-3) Jsi
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(3) Ay [HoL] S 1l FTIR 1 aall ciad dadl) cisha (3-4-3)

Mgl i €yl Ll A W) salall o) yaal) Can 223 Cigda DA (e Jaadls
>l alla e el aial & js B (6-3) JS& P-hydroxybenzaldehyde
Cria a5 Al sl y(O-H) 5_ma¥) Jaa ) 3alal) 328 dda sl (31500m)
V(C-H) 5-a¥) aa L (1523 (2900-2850CML) G sall (ypaaall die (yiipalisiial
A 2528 A (15800m™) (o sl 2aall die Dy 8l 5 el dadll 3 sa 5 G ApalaalY)
S Aile 5, A8l 8 v(C=C) =¥ aa v(C=C) (conjugated) s_ra¥! il
Lal ¢ V(C=0) 5_pa¥ Jae () 2523 (16800mM ™) (o sall 2asll 2ic 5230 4, 5l Zadll 3 an
¢J 5l Y(C-0) 5_ua Lallaia¥) a3 yill ) 2523 (12600M™) (o sall 222]) ic 4l
z s LM (5 325 (950-6700mM ™) Ao sall Aae V) (e (s2all (ania 3 ) sanall addll
s e v(C-H) 5 V(C-C) Aslas Y1 ol 534 paldll (g sinsdll

sl i€y Lty a3l ¥l ol all o) 5 aadl o s da Y Ca e e w@llh <
2zl die daal ) (peak) cas yall dadll jeldaid BB (7-3) IS (B-mercaptoethanol)
5 3l Ao il Al RS y(O-H) 5l e () 2525 I (3350em™) (o2 sl
i a5 y(C-H) 5_a¥) las () 3523 (29000m™) (o sall 22l 2 (sharp) salall
e Al 5 v(S-H) s ma¥) Jas ) 2 523 ) (2600-25500m™) el e Adyraall
2aall e Aaual gl Aaill g ¢ (50H2) 3 pa¥) Jae () 355 (14006mM™) o sall 2221
o>l 2aall aie Al MAS Y(SP3C-0) 3l e ) 2523 (1060cmM™) (o2 54!
V(-CH2-S) 3 wa¥) 23 5 W s 325 Al (1200cm-1)

dadll plia) (8-3) JSEl [HoL] asall aiSall o) janll con da Y] Cada jelal Laiyy

W(S-H) 3 Ulie¥) a3 il ) 253 A (26000M™) (o2 sl 22l) i dignal
&= V(C=0) 5_aa¥) e ) 2523 Sl (1680CmM™) o sall 222l die Zadll cliia) Sl
Bl 2,1l Y (s 5a8 o (S Al (1444-14250m ) sad) g sanan dad ) sels
A pall ol oM gaall o d3a Sl A ad B oy e BU(en ) 5
gl e Al el «y(CH-S-CHy) 5 -a¥) e () 253 301 (1100-1057cm'™)
L chaadeaal¥) v(C-H) 5ma¥) oo () 3523 ) (2900-2800CM™) s sall slac S
3 a2 (00p) s siwall z ola clasyl ) 323ladl (8370m ) (oo sall 22all ie A8 25a
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o sl 32l e Gy jall Aaill (shift) gl s Jas 51 LaS y(C-H) e Y)
e S Lo ga &3 lhe J il 52 5 Ui 3 v(O-H) 3a¥) ) 2503 31 (33400m™)
3 V(C=C) s ma¥) ilas ) 2525 ) Al 6l an ([5% (33500ML) g sall 222l i
23,55 ) bl Al Ly 530 Cigas s o(1604CMY) (o sl aal) e disla s Y1 Al
il Le e 4 jlia 52 (12740mL) (o sall 222)) die 4 53800 y(C-0) e  liaY]

<(12600M™) (2 sall 2al) sic ae

(4) ad, [CoL] Saall FTIR $)sead) cial Al Cinha (4-4-3)

Ciadda sl caglh yelal Laiy odlel (3-4-3) 58l 8 44051 3l sall Calydal cuid 53
Laasall alaeY aie v a5k (9-3) IS [COL] smanall dizall ¢ peall
5V(C0-S) —al DU Jhl_Liia¥) ao il Y30l (528em™) 5 (310cm™)
>l el (Y Al 53l y(C-0) 3N gl Gisaas B 15 e v(Co-O)
el ) sailall 5 (1600cm™?) (o sall 202l die 3 jeal) Al ¢S ae (1278cm?)
Badata aed JS i g (Shift) Zlosi) &saad ddla) Al s ¥ A (aa y(C=C) 5_puaV)
hlhia¥) o il ) sailad) (3600-33000mM ™) G 5 smanall ddhiall (g La 3aaie
(S ) 5 a3 Llia¥) 2o il i Zadll 2 350 G gas QS el il v(O-H) 5
saall die Al 3 g 5 eaple S La e 455l 541 (14330m L) (o sl daall die < jea 3
V(C-H) dsile 5,01 5 pal (5 simall z la cliaid 323020 (840CmM™L) (o sl

(5) a2 [NIL] ixall FTIR & pead) cial dadl) ik (5-4-3)

Caad da iVl Cagla yelal Lty o2kl (3-4-3) 5l 8 440 6¥) o) gl Calpdaf i o

i sall olae ) die v s i g ela (10-3) S [NL] seanal) Siaall ¢} jeal
le V(Ni-0) 5 V(Ni-S) swal 53U halkiia¥) 23 il Y sl (522cm?) «(293cm?)
W(O-H) 3_a¥l las ) 2523 3 (33380m™) (o sall 2asll vic dadll 3 g 5 o541 ) )
A aa s LS oy(C-H) soma¥) Jas () 2505 31 (29350 L) (o sl a2l ie Aadll
Aadl) el (152 y(C-0) Al sl 5 jua¥l Jae 3523 AN (1276CmM ) (o sall 22all ie
Aiile 5,1 Al 8 y(C=C) bma¥) ailad ) sailall (1599¢m D) oa sall 222 2ic
8_mal (5 siuall 7 JA L) ) (s 303 () (S 1 (8420m™T) (o sall 222l ie dadll
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3yl (shlhia¥) as il aie 4l cLd &g Laa o1 LS (520 2l g 4 v(C-C)
Agle lS Lo ge 43 )l (1433CML) o sall 2aall ie ¢ yeda 3) (—SCH)

(6) a2 [CUL] iaall FTIR $)sall cial daiY) Ciha (6-4-3)

Cuad e iVl Cagh yelal Laiy o2kl (3-4-3) 5l 8 430 5¥) o) gl Calpdaf i o
L sall dlae Wl die s (pid s els (11-3) JSEN [CUL] sl dieall o) jaal)
V(CU-0)5 V(CU-S) sl 2  allia¥) 2o il ) 325l (515em™) 5 (385em™)
8 a¥l laa (A 5325 A (33400mM™?) (o sall 22l dic 3ad 2 sa g e [SH 1) e
SRS ¢ y(C-H) s_ma¥l Jas I 33311 (2929¢m™?) (o2 sall 202 aie dadl) <[53] y(O-H)
2 V(C=C) 3_=¥ (conjugated) wélai ) s21all (1599cm ™) (o sall 222l) 2ic Zal)
[54] (=cn ) 3 pa¥) Jas M) 3ailal) (14330m ) (o sall 2l aie Al 5 dile 5 Y Aalal)
e A 5ll y(C-0) 3_ma¥l Jase ) 521l (12730m™L) (o sl 2a) die dadl) SIS
8yl e () 5 5 o) Sy (=) (12070mML) (o s—all 22 ad) aie A apa
sliail ) sailall (840em ) (o sl 2xall aie 500 Ao siall 4l 5 cy(CH-S-CHy)
V(C-H) g siwall z Ja dila s ¥ 3 paV!
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(6¢5¢4¢3) s jall g AN 3 gall o) jaall cind Aa Y aia ad 1w (8-3)Je

cm! 32a g 5 _paasall
~ v(C-S) | Y€ | w(C-
V(H(; v(C-H) C(‘)’ffu_(;)te v(C=0) | w(C-0) | v(S-H) | stretch be“g g bC)d Additional
S ) stretch UG L stretch | stretch | stretch v(CH-S- en peaks
stretch aromatic c aro. aro.
H2) oop | oop
3150 2900 675 670
p-h.b. m 2850 1580 1680 1260 - - 900 720
o-ME | 33°0 fﬁor?] ] - | 1060 gggg 1200 - = | w(-CHz) str.
p 1400
[HoL] | 3340 | 2990 | 1604 ; 1274 ; 1100 | g37 | = | v(=m)str.
2800 1057 m 14441425
3600 2950 1600 - 1278 - 840 = v( —cH ) str.
[CoL] | 3200 611 1433
v(Co-S) 310
v(Co-0) 528
v(-CH-) str.
(NiL] | 3338 | 2935 1599 - 1276 - 710 = 842 | 1433
570 v(Ni-S) 293
v(Ni-O) 522
v(CH-S-
3340 2929 1599 - 1273 - 1107 840 = CH2)1107
v(-CH-) str.
[Cul] 1433
v(Cu-S) 385
v(Cu-0) 515

(p) peak, (sh) sharp, (s) strong, (m) medium, (w) weak, (oop) out of
plan, (aro) aromatic
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TRESHITTRNGE b
2
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OH

p-hydroxybenzaldehyde s)eall coas dad¥) sk 1 (6-3) JS&

g
!

B—Mercapto ethanol s sesdl ciad dadY) Cigda 1 ¢ (7-3) Ji

39



Chapter three: Results and A8lal) g il (A Jaadll
Discussion

A RRENUR SRSV S S ——— -6

4000 3000 2000 1500 1000 750 500
3 1/cm

(3) ply sanall oS pall o) jaad) ciad dadY) Cids 10 (8-3) S8
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5 |

(5) a2 sanall S jall ) paal) ciad dadY) cinhs 10 (10-3) Js&

L
O

]
i i H2c~——~0\ /0“—=CH2

Cu
H.C ~ PN /CH2

'l oW’ i

» OH

(6) pl ranall S yall o yand) cal AadY) ks 10y (11-3) JS

(UV-Visible) 4 jall-dsaadisl) 38 dadl) bl (5-3)
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58 5 A el taadil) 38 AxdY) Lkl Alaud 5 5 sl LSl Cuadld

- (Lem) W sl J sk 20l 5 Lde 48m 50 DMF aladinly s 5,Y 5« (1079)
(1) pd oS el Agipall ~Aaadiyl) (38 A0l b (1-5-3)

Oiad (12-3) JS3 (1) o5 mmnall S all 8 el il (358 Aa8Y) i el
5 (€ max=3364 molaricm™), (35087cm™), (280nm) > sl Jshll e V)

z=5 (€ max=476 molaricm™), (45454cm™), (220nm) s sall J skl i A1)
i S L5 A sra Ao gana 3gns . T CYEEY N SYEEY)

DI (e g sl 138 o 4y juali ¥ SV ) (g 523
(2) a2 S pall 43 yal) ~Aaadinl) (368 AadY) ks (2-5-3)

A (13-3) JSall (2) pd) sl S el 4 pall-dpmndil (358 AaZY) il gl
(€ max=3593 molaricm?), (34482cm™), (295nm) > sall Jshall 2ie aliaial

Al s Ao gaae sny G ToTF OYERY 5 por* OYERY) mia g

PRIJERY) (e g il 138 o 4 juals Y YUy ) (5583 5 SIS
(3) pl S all Ay pall Al (354 dadY) ik (3-5-3)

(el (14-3) JSEN (3) i wanall S el 4 pall -Apmnsiil) (358 AxdY) e gl

5 (€ max=176 molar’cm), (23529cm™), (425nm) = sall Jshll vie 5Y)

% (€ max=166 molaricm™), (24630cm™), (400nm) = sall J shall xie Al
g KU Zoa) g dia gme aalae 253 5 sy T * QYWY s N—r* Syl )

(4) pd, SSrall 4y jal) -daaadish) (348 AndY) ks (4-5-3)
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(15-3) JSll (4) o mnall oS pall A sall-doansidial) (358 Aa5Y) il el
sl Johalla e TNl o)) el aid e BSOS
> sl Jshall aie 208N 4 (€ max=3885 molaricm™), (36900cm™), (217nm)

canla cWLES) ) 5 5253 (€ max=476 molaricm?), (43478cm™), (230nm)

PRI 17 AN VIR S S - S RPRE 0. ) WO P ER.
o= d— d Jdussl ) 6 325 (€ max=1200 molaricm™), (21739cm™), (460nm)
[56] Sp3 el ¢l C}ln-mn dac by Ciladadl) & iy L_;ﬂ\ ‘( 4E — 4T2) t}d\

(5) ad) dnall 4 pal) -l (3 98 daY) sk (5-5-3)

(16-3) Sl (5) o) mnall S yall A jal) Amssdial) (358 Y] i el

(_':A-j A“ d; L“ Al e & “;\y‘ 2 A'Q"\ g”_)‘) gl.q :j! uél LA?A‘ g a9

caala CYLES) ) (6 325 (€ max=3954 molaricm), (36101cm™), (277nm)
SN SRON 7R YD N OV F-SC DS -9 | PO VA | | IV 01 D& PN |

= d— d Ju) ) s =5 (€ max=900 molartem?), (22222cm™?), (450nm)

Craed) I3 2 siaall Lay all ) i qe ity 53 o 1Bog — 1B ) g

[56] dSp2
(6) pd SBrall 4y jal) -dpaaadish) (38 AadY) ks (6-5-3)

(17-3) I3 (6) ady sanall oS Hall 4 ) dondil) (368 Aa8Y) Cada el

(ﬁj A‘i d; L\“ ) e e ‘jﬁ\y‘ 2 A'Q‘\ Q) SL'\ :j‘\ u_41 xA’;A\‘ g a9

a3l Cada J) ) s =5 (€ max=3613 molaricm?), (43478cmt), (283nm)
(€ max=400 molartcm™), (20833cm™), (480NM) o s=all Jshall aic Ll
osladl) ilaine ae iy A1 o 2Bog — 2B1g ) &5 e d— d Jlil ) s e
1501 A2 (gl €13 &y ginual) day yall

§ gl LSl 2l il (38 ) il G add 2 (5-3) U
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compounds ;‘« nm {) Cm_l Smax molar.‘1 cm‘l
285 35087 3364
ThACI 220 45454 476
Th.AA. 295 34482 3503
425 23529 176
[HoL] 406 24630 166
271 36900 3885
[CoL] 230 43478 2769
460 21739 1200
. 277 36101 3954
[NiL] 450 22222 900
238 43478 3613
[CuL] 480 20833 400
4.101_. T T T T
3,000 n
§ 2,000} -
1,000 N
0,100 [LL ! 1 L L
190,00 400,00 600,00 800,00 1000,00 1100,00
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(6) b manall S pall dyi jall-dpadisl) (358 AadY) i ¢ (17-3) Js

Biological activity tests 4 sl sl Aalladl) il gad (6-3)
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liall g diall o glly JLAIN) 48, jh cilia gad ilis (1-6-3)

Lyl A shig o 8 Wl @ d alall A
Calidg (jaiia g (6-3) Jsaad) & Al A8Y) bl (b <) sail (Inhibition zone)

2 sl L m gl &

ol e LS g ) gall 3 yanall 30 3l

lal) girall o gll A8y phay Jap ) dlhaia jh Ll lua gad @il 1 opm (6-3)d 92>

a8l S pal) Faglally Jay A Aklais jhab
[CoL] | (oY) S | Staph.G+| E.ColiG -
1 104 ++ +
2 10 ++ +
3 10 ++ ++
NiL] | (s¥34) »S,3 | Staph.G+| E. Coli G -
5 10 i ot
6 107 i o
7 1072 - ++
[CuL] | (eo¥se) 5S4 | Staph.G+| E.ColiG -
9 10+ - +
10 10° ++ +
11 10 ++ ++
Th-AA. | (s ¥5) xS A | Staph. G + E. Coli G -
13 10 - ++
14 107 ++ ++
15 102 ++ ++
16 101 + +++
Th-A.Cl. | (s¥) >3 | Staph.G+| E.ColiG -
17 10 + +
18 103 + + +
19 107 + T
20 10" - ++

Sarle 20 (o STy dilaie 4+ = Aglle Allad ;) se )l ilia
Sale 20 - 11 oo hanifidihie 44 = Ao sl llad

sale 10 - 8 (4o huiidihie + = Adsh 44l

Sale 7 g - =l e
Sl 3 al) 48y sk s gad il (2-6-3 )
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LSy (E.Coli G -) LS e S paadll e sl 1o 80030 1) 2 6]
A8 i) Ly S gy Aalal) dan ol salil) cibea sadll < e il a5 ¢(Bacillus. G +)
oLl (e LeS g 3l gall 3 puzanall 380 il Calise anza g (7-3) Jsaad) b da

g Beall (3 pal) A8y phay L SN gad cilua gad il 1o ((7-3 )

ad S ) LA gad
[CoL] | (so¥se) S8 | Bacillus. G + E. Coli G -
1 10 a8 Y sa
2 103 el b gia sad
1072 AR BACRW
[NIL] | (eo¥s) S8 | Bacillus G + E. Coli G -
5 10 JiE gad Lo e sad
6 103 sai Y Sl s
7 1072 5a3 Y Sl s
[CuL] | (so¥s) S8 | Bacillus G + E. Coli G -
9 10 sai Y s
10 103 JilE gad gl
11 10 e Y Lo gia sai
Th-AA. | (so¥s) 54 | Bacillus G + E. Coli G -
13 10 sl Y Lo gl gad
14 103 b gia gad Sl s
15 107 saii Y sali Y
16 10t sadi Y sali Y
Th-A.Cl. | (so¥s) 2S4 | Bacillus G + E. Coli G -
17 10 BACRPRT JilE ga
18 103 JulE gad JilE ga
19 102 JiE gad Sl s
20 101 ot Jil sad

Discussion The Results

i) 4ddlia (7-3)
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ool (pare e g 3 pandll
Oyl Al 34 8 ol S8l e on e 88 (E.Coli G-) i duuaily 1
140Y) i) LAY gl g (g ial) (3ol S g bual) (gl B slly JLEEN)
ansia Ay (5,Y 50 (103,10%) S vie A3l ddlad [COL] nall sekl @
Y50 (1072) 58Sl e

ilzd s ((1107,102,103) Sl sie Ao gie dlad (TH.ALCL) Soall jelal o
510 JS e A gie Allad [NL] Sieall llieg Laiy o 1074) Sl die diila
L e g il 138 ol

Sl saly 3 Adass gie ) Adsida (e ) T Aad e i) i [CUL] Gl Ll o

idlads ((102,103,107) S sie ddagie ddlad (ThAA) S, el o
LS e g il 13 2 (107 Sl die ddle

A8, jhy 3 pudanal) S jall e cilage 288 (Staphylococcus G+) LS duwdlly |2
459 il @l sy @ pgdil g oJadé (elall g3l Jau glly LEINY)

Sl it vie G S (g sl 18 ola Ao sie allad [COL] diaal) iy o
68l Caliaa vie Uy il cpa g il 138 sl Adlad 1 el o] [NL] 2Exal) @

die 4llad 4 jelay o5 (102,10°%) 5SI) vie Ao gie 4lad [CuL] Saad) ekl o
(1074 5S3

allad 5 g ,Y 5 (1072,1073) e Ao gie Adlad (T ALAL) Sl el i @
(Y 50 (107%) S5l die 4llad 4 2wl 5 5 ,Y 50 (1070) Sl die ddgila

¥ 3e (102,103,10%) 5:S sic Adih 45llad (Th.A.CI) CS_al el S5 o
0¥ 54 (10°Y) Sl die Qb e 5 LS Ga g il 138 ola

44, 4k 3 paanall ClS ) aa cilage 388 (Bacillus subtlis G+) LS 4wl |3
LAY ) LAY < pedal g dadd cdaall (§ sl
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vie dddh Allads 5 ¥ e (10%) S die s Alad [CoOL] iadll ekl @
5 Y 5 (1073) S il vie dlad &l jeda ol 5 (5 )Y 9 (10°2) _nS 5l

(107%) xie daah Adlad s 5 ¥ 50 (1072, 107%) e saa 43llad [NIL] 8xal) jedil @
LS 5a

s sie Alad s 5 ¥ 50 (10 102) e IS 2ic saa Alad [CUL] 2inal) ekl @
$oY¥ 50 (1073) 5uSal ie

(10, 102, 10%) 58Sl e S die 3 Alad (ThALA) <Soall jehal Ly o
(Y54 (1073) 58l e Ao gia Allad g (5 5V 50

(102,103,10%) 38 (e IS i dlausie dlaé (THA.CI) oSoall ekl o

&Y 50 (1071) Sl die sam Adlad

by Ly e 30l ellich 5 jumanadl Gl el (any o) oDl @il (el
LS o2 gad Jands ) (5ol Laa A gaall Ly SN a (i 50l
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lall (gdall Javs ) 44 Hlas (Staphylo. G+) L xS & THAA S el 5l 0ps (19-3) 35

lall gaaall L 5l 45y lay (Staphylo. G+) LS 8 ThALCI oS el il 005 (20-3) 3 5

Il cilud ) (8-3)

Recommendations for future studies
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ABSTRACT

The work covers the synthesis and characterisation of some
heterocyclic organic compounds derived from theophylline, since the
instead of the hydrogen atom which that in nitrogen atom position (7)
with chloroacetyl chloride and chloroacetic acid to obtain compounds (1)

and (2) respectively.

The work included the synthesis and characterisation of the ligand [H,L]
type S,0, contained the oxygen and sulfur as donor atoms. The
complexes carried out by the reaction of the ligand prepared and metal
ions of Co(ll), Ni(Il) and Cu(ll) to form complexes with general formula
[ML] .

All compounds has been characterized by spectroscopic methods
(FTIR, UV-VIS), solubility in different solvents and melting point.

The spectral studies shows the complexes with four coordination
number with distorted tetrahedral for Co(ll) complex and square planar

geometry of Ni(Il) and Cu(ll) ions.

The biological activity examined by two kinds of technique: nutrient
agar diffusion and nutrient broth technique for diameter inhibition zone
measurement. The results of biological activity for (E. Coli) bacteria gram
negative, compound No.(2) was show high activity on concentration
(10* M), the compound (1) and complex (5) has shown medium activity
with this type of bacteria in some prepared concentrations, and complexes
No. (4 and 6) has displayed a various response depended on the
concentration. The (Bacillus subtilis) bacteria, gram positive, all

compounds was show high activity in some prepared concentrations



The (Staphylococcus) bacteria, gram positive, the compound (2) and
complexes (4 and 6) has exhibited medium activity with this type of
bacteria, while the compound No. (1) has little activity for all his

concentrations. For complex No. (5) has shown no any activity to hint.
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