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Synthesis of some novel metal complex of different transition metal likes Co, Cu and Ni have been carried out with 
(E)-5-(3-(3-(4-chlorophenyl)-1-phenyl-1H-pyrazol-4-yl)acryloyl)-2-hydroxybenzamide ligand with the appropriate metal 
salts i.e. Co(CH3COO)2·6H2O, Ni(CH3COO)2·6H2O and Cu(CH3COO)2·2H2O. The structure conformation of ligand 
molecule is done by using various spectroscopic techniques such as 1H NMR, IR and mass. The thermal analyses of 
synthesized metal complexes are carried out by TGA and DTA under inert gas atmosphere. Further, antimicrobial activity of 
these synthesized metal complexes are also checked against some selected bacterial and fungal strains and good to moderate 
biological activity of the metal complexes against selected bacterial and fungal strains are observed in DMF 
and DMSO solvents. 
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In many countries, the treatment of many diseases 
causes by various microorganisms still remains as an 
important and challenging problem as day by day, the 
microorganisms are becoming more and more 
resistive against drug present in the market. Further, 
the numbers of microbial pathogens are also 
increasing which causes serious effect on the health. 
Due to drug resistant microbial pathogens, the new 
compounds have been synthesized by various 
chemists in order to find out new effective leading 
molecules1. Literature shows that the pyrazole 
derivatives possess various biological and 
pharmaceutical activities in medicinal field2-5. 
Pyrazole is the one of the five member heterocyclic 
ring having two adjacent nitrogen atoms. Pyrazole 
derivatives showed biological activities such as 
anticancer6, antimalarial7, antiulcer8, antihypertensive9, 
antiinflammatory10, antidiabetic11, etc. 

Nowadays, the chemistry of metal complexes is 
gaining importance due to their incredible biological 
and pharmaceutical activities12-14. The biological 
activities of pyrazole scaffolds may be further 
enhanced by preparation of metal complexes of such 
pyrazole ligand with various transition metals15,16. 
Among the transition metals, copper, nickel and 
cobalt are most common metals used in synthesis of 
metal complexes17-19. The copper is one of the 
trace elements uses in the formation and activity 

function of many enzymes, proteins, DNA and 
essential for life. The structural modification could 
enhance solubility and stability of heterocyclic 
compounds in the biological medium and enhanced 
biological activities. 

In the present work, the synthesis of some 
transition metal complexes such as Ni(II), Cu(II), 
Co(II), with pyrazole heterocyclic compound as 
ligand molecule was carried out in alcoholic medium. 
The structure conformation of ligand molecule was 
done through 1H NMR, infrared (IR) and mass 
spectral data. Thermal analysis of the synthesized 
metal complexes was done through thermogravimetric 
analysis (TG) and differential thermal analysis (DTA) 
in inert atmosphere. The antimicrobial screening was 
also studied for all synthesized metal complexes 
against selected bacterial and fungal strains in N,N-
dimethyl formamide (DMF) and dimethyl solfoxide 
(DMSO) solvent by agar well diffusion method. 

Materials and Methods 
Chemicals 

The various chemicals used in the synthesis as well 
as in antimicrobial screening were analytical reagent 
grade and purchased from Spectro Chem Pvt. Ltd. and 
used as received. For metal complexes formation, the 
metal salt such as Co(CH3COO)2·6H2O, 
Ni(CH3COO)2·6H2O and Cu(CH3COO)2·2H2O were 
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precipitation, extra solvent was removed by using 
rotary evaporator and the product was filtered, 
washed with cool methanol and dried under vacuum. 
The reaction scheme is shown in Scheme 5.  
 

Results and Discussion 
 

Spectral analysis of ligand 
1H NMR spectrum of OPD-1 is shown in Fig. 1. 

Here it is observed that the proton peak of methyl 
group present in free ligand molecule shows peak in 
up field at δ 2.406 ppm. The proton peak of amino 
group is observed in deshielding region i.e. in down 
field at δ 9.296 ppm due to effect of nitrogen atom. 
The characteristics proton peak of hydroxyl group is 
also observed in deshielding region at δ 8.753 ppm as 
singlet. Other peaks of aromatic protons are observed 
in their appropriate region with appropriate splitting. 
This gives the conformation of synthesis of 
heterocyclic molecules. 

In IR spectrum of OPD-1 as shown in Fig. 2, the 
bands observed at 3385.07, 3311.78 and 3197.98 cm-1 

are due to N-H stretching of amino group present in 
molecule. The N-H stretching of amide group is 
observed in the region of 3310-3335 cm-1. The peaks 
observed in this region are broad which indicates the 
merger of N-H stretching peak with –OH stretching 
peak. The broad band in the region 3300-3400 cm-1; 
shows the presence of free hydroxyl group. The 
characteristics carbonyl stretching peaks are observed 
at 1707 and 1668 cm-1. These absorbance peaks show 
that the presence of two type carbonyl group in the 
molecules. The alkane (-CH-) stretching absorbance 
peaks are observed at 3150-2800 cm-1. In mass 
spectrum of OPD-1 as shown in Fig. 3, the molecular 
ion peak is obtained at 423 m/z.  
 
Spectral analysis of complex 

Fig. 4 shows the IR spectrum of OPD-1 Cu, 
complex. The comparison of IR spectrum of ligand 
molecule with that of metal complex shows that the 
N-H stretching of amide group is observed at 
3385.07, 3311.78 and 3197.98 cm-1 in free ligand 

 
 

Scheme 5 — Scheme for synthesis of metal complexes 
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molecule. However, in the IR spectrum of metal 
complex, less intense N-H stretching of amide group 
is observed. The less intensity of stretching peak 
indicates the coordination of the amide group with the 
transition metal. Further, on comparison of IR 
spectrum of pure ligand and metal complex, it is 
observed that the hydroxyl group shows broad peak in 

case free ligand which got disappear in metal 
complex. This indicates that in metal complex, the 
transition metal forms coordinate covalent bond with 
hydroxyl and amide group of ligand molecules. The 
change in the absorption frequency of these groups 
indicates that the metal is attached with oxygen and 
nitrogen atoms of the ligand. 

 
 

Fig. 1 — 1H NMR spectrum of OPD-1 
 

 
 

Fig. 2 — IR spectrum of OPD-1 
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Ni (metal complex of nickel with ligand) showed 
lower inhibition as compared OPD-1 Co complex. It 
is clear that against Corynebacterium rubrum in 
DMF, OPD-1 Ni and OPD-1 Co complexes showed 
maximum and almost same extent of inhibition. 
Against Bacillus subtilis, OPD-1 Cu and OPD-1 Ni 
showed same extent of inhibition in DMF. However, 
none of the metal complex showed higher inhibition 
as compared to standard antibiotics. 

From the Fig. 6b, it is observed that the again 
OPD-1 Co showed higher inhibition against Bacillus 
cereus and Corynebacterium rubrum in DMSO. In 
DMSO, all metal complexes also exhibited inhibition 
but low as compared to standard antibiotics. Against 
Bacillus subtilis, OPD-1 Ni showed higher in inhibition 
as compared to rest of two metal complexes,  
OPD-1 Cu and OPD-1 Co. Out of the three 
complexes, OPD-1 Cu, showed minimum inhibition 
against Bacillus cereus and Corynebacterium rubrum 
in DMSO. Hence, it is clear that solvent also plays an 
important role in antibacterial activity. 

 

The zone of inhibition plots of synthesized metal 
complex against some selected gram negative 
bacterial strains in DMF and DMSO are shown in  
Fig. S1 in Supplementary Data. It is observed that all 

the synthesized metal complexes showed good to 
moderate biological activity against Klebsiella 
pneumonia, and Staphylococcus typhimurium. OPD-1 
Co complex showed maximum inhibition whereas 
OPD-1 Ni showed minimum inhibition against all 
three tested bacterial strains in DMF. However, none 
of the metal complex showed inhibition higher than 
that of standard antibiotics used as reference material 
in anti microbial study. In DMSO, once again OPD-1 
Co complex showed higher inhibition against all three 
selected gram negative bacterial strains in compare to 
OPD-1 Cu and OPD-1 Ni complex.  

The antifungal activity of the metal complexes 
against selected fungal strains in DMF and DMSO are 
graphically shown in Fig. S2 (Supplementary Data). 
From this figure, it is observed that all compounds 
showed good to moderate inhibition against selected 
fungal strains in DMF and DMSO solvents. From  
Fig. S2a, it is observed that the OPD-1 Co complex 
showed the maximum and OPD-1 Cu showed the 
minimum inhibition against Candida albicans, 
Candida glabarata and Cryptococcus neoformans in 
DMF. As shown in Fig. S2b, OPD-1 Ni complex 
showed the maximum inhibition against Candida 
albicans and Cryptococcus neoformans in DMSO. 
OPD-1 Cu complex showed the minimum inhibition 
against Candida albicans, Candida glabarata and 
Cryptococcus neoformans in DMSO. However, in 
comparison with reference compounds, all 
synthesized complexes show lower antifungal activity. 
Antimicrobial activities of all the metal complexes were 
carried out by Agar well diffusion method in preparative 
petridishes as shown in Fig. S3 in Supplementary Data.  
 
Conclusions 

In the present study, transition metal complexes 
such as Cu(II), Co(II) and Ni(II) were prepared with 
synthesized (E)-2-hydroxy-5-(3-(1-phenyl-3-(p-tolyl)-
1H-pyrazol-4-yl)acryloyl)benzamide. From thermal 
study of metal complexes, it is observed that degradation 
of these metal complexes is a multi step process and the 
metal complexes are stable up to 300 °C. From the 
degradation pattern and loss of %residue it is 
concluded that in copper metal complex have two 
coordinate water molecules where as in cobalt and 
nickel metal complexes have four coordinate water 
molecules. Further, from the antimicrobial screening; 
it is observed that the metal complexes showed good 
to moderate biological activity against selected 
bacterial and fungal strains in DMF and DMSO. 

 
 

Fig. 6 — Antimicrobial screening of synthesized metal complex
against selected positive bacterial strains in (a) DMF and (b) DMSO 
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Supplementary Data 
Supplementary Data associated with this article  

are available in the electronic form at 
http://nopr.niscair.res.in/jinfo/ijca/IJCA_60A(03)332-
340_SupplData.pdf. 
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