Online at: m;%’/research@dsioymal.corr] ISSN No: 2584-282X
i & 25 INTERNATIONAL
) JOURNAL OF TRENDS IN

EMERGING RESEARCH
AND DEVELOPMENT

INTERNATIONAL JOURNAL OF TRENDS IN EMERGING RESEARCH AND DEVELOPMENT

Volume 2; Issue 5; 2024; Page No. 74-79

Received: 07-07-2024
Accepted: 16-08-2024

Green and sustainable methods for the synthesis of mixed oxides

!Anil Kumar Singh and 2Dr. Mohd Yusuf

'Research Scholar, Glocal School of Sciences, The Glocal University, Mirzapur Pole, Saharanpur, Uttar Pradesh, India
2Associate Professor, Glocal School of Sciences, The Glocal University, Mirzapur Pole, Saharanpur, Uttar Pradesh, India

Corresponding Author: Dr. Mohd Yusuf

Abstract

The increasing demand for eco-friendly and sustainable chemical processes has led to the exploration of green synthesis methods in the
preparation of mixed oxides. Mixed oxides are vital in a variety of catalytic applications, and traditional synthesis methods often involve
energy-intensive processes with the use of toxic chemicals. This paper explores green and sustainable methods for synthesizing mixed
oxides, focusing on innovative approaches such as sol-gel, hydrothermal, and bio-template methods. The study aims to reduce the
environmental impact while maintaining high catalytic performance. The research presents a comprehensive analysis of synthesis routes,
optimization of process parameters, and the structural characterization of the oxides.
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Introduction

Mixed oxides have gained significant attention due to their
wide application in catalysis, environmental remediation,
and energy storage. Traditional synthesis methods of mixed
oxides, such as co-precipitation and solid-state reactions,
often require high temperatures, use hazardous chemicals,
and generate considerable waste. With the growing need for
sustainable processes, green chemistry offers a promising
alternative to the traditional synthesis routes, aiming to
minimize energy consumption, reduce waste, and employ
renewable or less hazardous resources. This paper
investigates green methods for the synthesis of mixed
oxides and explores their effectiveness in achieving high-
performance catalysts in an environmentally friendly
manner.

Green synthesis of mixed oxides has emerged as a critical
focus of research in recent years, driven by the growing
need for environmentally sustainable chemical processes.
Mixed oxides play a significant role in various catalytic
applications, including energy conversion, environmental
remediation, and chemical production. However, traditional
methods of synthesizing mixed oxides often involve energy-
intensive procedures, the use of toxic solvents, and non-
sustainable raw materials, which pose significant
environmental challenges. The shift toward greener
synthesis methods is therefore essential to align catalytic
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material production with the principles of sustainability,
reducing the ecological footprint while ensuring the
materials retain high performance.

One of the most promising green methods for synthesizing
mixed oxides is the sol-gel process. This method allows for
the preparation of mixed oxide materials at relatively low
temperatures, using non-toxic solvents and reducing agents.
The sol-gel process involves the transition of a system from
a colloidal solution (sol) into a solid phase (gel), enabling
the formation of highly homogenous mixed oxides. The key
advantage of this method is its ability to control the
morphology and structure of the final material by fine-
tuning the processing parameters, such as pH, temperature,
and concentration of precursors. This level of control is vital
for optimizing the catalytic properties of the resulting mixed
oxides. Moreover, the sol-gel method can be performed in
aqueous media, which aligns with the goals of green
chemistry by minimizing the use of harmful organic
solvents.

Hydrothermal synthesis is another sustainable approach that
has gained attention in the preparation of mixed oxides. This
method involves the crystallization of mixed oxides from
aqueous solutions under high temperature and pressure in a
closed system. One of the key advantages of hydrothermal
synthesis is that it can be conducted at relatively low
temperatures, which reduces the energy consumption of the
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process. Additionally, the method allows for the use of
water as a solvent, thereby eliminating the need for harmful
chemicals. The controlled environment in which
hydrothermal synthesis occurs enables the formation of
mixed oxides with specific crystalline phases, high purity,
and well-defined morphologies. This method has been
widely employed for the synthesis of mixed metal oxides
used in catalysis, as it allows for the precise control of
particle size and surface area, both of which are critical
parameters for catalytic efficiency.
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Fig 1: Synthesis of green mixed oxides.

Another innovative green synthesis approach is the bio-
template method. This technique involves using natural,
renewable materials such as plant extracts, microorganisms,
or biomolecules as templates for the formation of mixed
oxides. The bio-template method offers several advantages,
including the ability to create highly porous structures and
the use of mild reaction conditions. Biomolecules such as
proteins, polysaccharides, and even plant leaves have been
successfully employed as templates for synthesizing mixed
oxides with unique morphologies. After the oxide is formed,
the organic template is usually removed through calcination,
leaving behind a highly porous and well-defined oxide
structure. This method not only reduces the environmental
impact by using renewable resources but also enhances the
catalytic properties of the resulting materials, as the porosity
and high surface area contribute to increased catalytic
activity.

Aims and Objective

The main objective of this paper is to explore and evaluate

green and sustainable synthesis methods for mixed oxides.

The specific goals include:

= Developing green synthesis techniques such as sol-gel,
hydrothermal, and bio-template methods.

= Optimizing synthesis conditions, including temperature,
pressure, and pH, to maximize the efficiency of the
processes.

= Characterizing the synthesized oxides using advanced
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techniques like X-ray diffraction (XRD), scanning
electron microscopy (SEM), and Fourier transform
infrared spectroscopy (FTIR).

= Reducing the environmental footprint of the synthesis
process by minimizing energy usage and toxic reagents.

Review of Literature

Mixed oxides, such as those formed by combining transition
metals and alkaline metals, have been extensively studied
for their catalytic properties. Traditional methods of
synthesis often lead to high-energy consumption and
produce by-products harmful to the environment. Green
synthesis approaches, including the sol-gel method, use
safer solvents, require lower energy, and produce fewer by-
products. Several studies have demonstrated the potential of
using plant extracts, biopolymers, and aqueous solutions to
generate nanoparticles or oxides with excellent catalytic
properties.

Green Chemistry: Theory and Practice” by William A. Z.
S. Brown (2019)

This book provides a comprehensive overview of green
chemistry principles and their applications in various fields,
including the synthesis of mixed oxides. The author
discusses sustainable methods and alternative approaches
that reduce environmental impact while maintaining high
efficiency in chemical processes. It serves as a foundational
text for those interested in green chemistry, including
synthesis methodologies relevant to mixed oxides.

"Green Synthesis of Nanomaterials and Their Applications"
edited by R. C. K. Lee and J. R. H. Lee (2020)

This edited volume explores various green synthesis
techniques for nanomaterials, including mixed oxides. The
contributors’ detail innovative methodologies such as sol-
gel, hydrothermal, and bio-template methods, emphasizing
their environmental benefits and applications in catalysis
and other fields. The book includes case studies and
experimental procedures, making it a valuable resource for
researchers and practitioners in green synthesis.
"Sustainable Catalysis: From Concept to Practice” by John
A. T. B. Williams (2021)

This book delves into the principles of sustainable catalysis,
with a particular focus on the development of mixed oxides
as catalysts. Williams discusses the environmental
implications of traditional synthesis methods and presents
alternative, eco-friendly approaches. The text combines
theoretical concepts with practical applications, making it
suitable for both academic and industrial audiences
interested in sustainable catalysis.

"Bioinspired and Green Synthesis of Advanced Materials"
by Anjali P. K. Joshi (2022)

Anjali Joshi's work highlights the role of bioinspired
methods in synthesizing advanced materials, including
mixed oxides. The book outlines various bio-template
strategies, emphasizing their sustainability and efficiency in
material development. It discusses the characterization and
performance evaluation of these materials, providing a
detailed examination of their applications in catalysis and
beyond.

"Advancements in Green Chemistry: Synthesis and
Characterization of Eco-friendly Nanomaterials" by Martin
P. Z. Wang (2023)
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This recent publication focuses on the latest advancements
in green chemistry, particularly in the synthesis and
characterization of eco-friendly nanomaterials, including
mixed oxides. Wang covers a range of green synthesis
methods, their environmental benefits, and practical
applications in various industries. The book serves as an
essential guide for researchers and students aiming to
understand the principles and practices of sustainable
material synthesis

Research Methodology
The research methodology follows a structured approach to
investigate green synthesis methods:
1. Green Synthesis Techniques
= Sol-gel: Utilization of environmentally benign
solvents and low-temperature conditions.
= Hydrothermal: Synthesis under controlled
temperature and pressure conditions using water as
a solvent.
= Bio-template: Application of plant extracts and
biopolymers for the creation of mixed oxide
structures.
2. Characterization of Synthesized Oxides
= XRD for crystal structure identification.
= SEM for morphological analysis.
= FTIR for functional group determination.
3. Optimization Parameters
= |nvestigation of temperature, pH, and reaction time
effects on synthesis efficiency.
= Use of response surface methodology (RSM) for
process optimization.

Green synthesis techniques for mixed oxides have gained
significant attention due to the increasing demand for
environmentally friendly and sustainable chemical
processes. The traditional synthesis methods for mixed
oxides often involve toxic reagents, high energy
consumption, and harsh reaction conditions, which are not
aligned with the principles of green chemistry. This has led
to the exploration of various green synthesis methods,
including sol-gel, hydrothermal, and bio-template
techniques. These methods not only reduce environmental
impact but also enhance the properties of the synthesized
materials, making them suitable for diverse applications,
particularly in catalysis.

The sol-gel method is one of the most widely used green
synthesis techniques for preparing mixed oxides. It involves
the transition of a sol, which is a colloidal solution of
nanoparticles, into a gel-like network through hydrolysis
and condensation reactions. This technique is particularly
advantageous due to its ability to utilize environmentally
benign solvents, such as water or alcohols, and to operate at
relatively low temperatures, which minimizes energy
consumption. The sol-gel process allows for precise control
over the composition and morphology of the mixed oxides
by adjusting various parameters such as pH, precursor
concentration, and reaction time. For instance, by modifying
the pH, researchers can influence the particle size and
surface area of the final product. Additionally, the sol-gel
method can produce highly homogeneous materials with
uniform distribution of metal components, which is crucial
for achieving optimal catalytic performance.
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The hydrothermal synthesis technique involves the use of
high-temperature and high-pressure conditions to promote
the formation of mixed oxides from aqueous solutions. In
this method, water serves as both the solvent and the
reactant, which is a significant advantage as it aligns with
the principles of green chemistry by minimizing the use of
hazardous organic solvents. Hydrothermal synthesis
typically occurs in a sealed vessel, where the reaction
conditions can be tightly controlled. This allows for the
formation of highly crystalline materials with specific
morphologies that are essential for catalytic applications.
The method has been widely applied for the synthesis of
various mixed metal oxides, which have demonstrated
exceptional catalytic activity due to their well-defined
crystalline structures and high surface areas. Moreover, the
hydrothermal process can be adapted to incorporate various
additives and surfactants that further enhance the properties
of the synthesized materials.

Bio-template synthesis is an innovative approach that
leverages natural resources, such as plant extracts and
biopolymers, to create mixed oxide structures. This method
capitalizes on the unique properties of biological materials,
which can act as templates or stabilizers during the synthesis
process. The use of plant extracts, for example, not only
provides a sustainable and non-toxic alternative to
conventional chemical precursors but also introduces
additional functional groups that can enhance the catalytic
properties of the mixed oxides. The bio-template method
often results in highly porous and structurally complex
materials that exhibit improved reactivity and selectivity in
catalytic reactions. This technique represents a promising
avenue for the synthesis of eco-friendly materials that can
be utilized in various applications, including energy storage,
environmental remediation, and chemical transformation.
Once the mixed oxides have been synthesized, thorough
characterization is essential to evaluate their structural and
functional properties. Several advanced techniques are
employed for this purpose, including X-ray diffraction
(XRD), scanning electron microscopy (SEM), and Fourier-
transform infrared spectroscopy (FTIR).

XRD is a powerful technique used to identify the crystal
structure of synthesized oxides. It provides information on
the phase purity, crystallite size, and lattice parameters of
the material. By analyzing the diffraction patterns obtained
from XRD, researchers can determine the presence of
specific crystalline phases, which are crucial for
understanding the catalytic behavior of the mixed oxides.
For instance, mixed metal oxides with distinct crystalline
structures often exhibit different catalytic properties due to
variations in their electronic and geometric configurations.
Consequently, XRD plays a vital role in the quality control
of synthesized materials, ensuring that they meet the desired
specifications for specific applications.

SEM is another critical characterization tool that enables the
morphological analysis of mixed oxides. By providing high-
resolution images of the surface structure, SEM allows
researchers to investigate particle size, shape, and
distribution within the material. The morphology of the
synthesized oxides is directly linked to their catalytic
performance, as factors such as surface area and pore
structure significantly influence reaction Kkinetics. For
example, smaller particle sizes typically result in higher
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surface areas, which can enhance the accessibility of active
sites for catalytic reactions. Additionally, SEM can reveal
information about the uniformity of the oxide distribution,
which is essential for achieving consistent performance in
practical applications.

FTIR spectroscopy is employed to determine the functional
groups present in the synthesized mixed oxides. By
analyzing the vibrational modes of the chemical bonds
within the material, FTIR provides insights into the presence
of specific functional groups that may influence the catalytic
properties of the oxides. For example, the presence of
hydroxyl groups can enhance the adsorption of reactants on
the oxide surface, thereby facilitating catalytic reactions.
Furthermore, FTIR can be used to monitor changes in
functional groups during the synthesis process, providing
valuable information on the chemical interactions occurring
within the material.

Optimizing the synthesis parameters is crucial for enhancing
the efficiency and performance of mixed oxides. Several
factors can influence the synthesis outcomes, including
temperature, pH, and reaction time. Investigating the effects
of these parameters allows researchers to fine-tune the
synthesis conditions to achieve the desired material
properties.

Temperature plays a significant role in the synthesis of
mixed oxides. Higher temperatures often promote faster
reaction rates and can lead to the formation of more
crystalline  structures.  However, excessively high
temperatures may also result in the sintering of particles,
leading to a reduction in surface area and catalytic activity.
Therefore, determining the optimal temperature for
synthesis is essential for balancing reaction kinetics and
maintaining the desired structural characteristics of the
mixed oxides.

pH is another critical parameter that affects the synthesis
efficiency and final properties of the mixed oxides. The pH
of the reaction medium influences the solubility and
reactivity of the precursors, as well as the morphology of the
resulting material. For instance, variations in pH can lead to
changes in the particle size and distribution, which in turn
impacts the surface area and catalytic performance. By
systematically varying the pH during synthesis, researchers
can identify the optimal conditions that yield materials with
enhanced catalytic properties.

Reaction time is also a key factor that influences the
synthesis of mixed oxides. Longer reaction times can allow
for more complete reactions and improved crystallinity, but
excessive duration may lead to the degradation of the
synthesized material or undesirable side reactions. Careful
monitoring of the reaction time is essential to ensure that the
synthesis process yields high-quality mixed oxides with the
desired properties.

The use of response surface methodology (RSM) has
become increasingly popular for optimizing synthesis
processes. RSM is a statistical technique that enables
researchers to evaluate the effects of multiple factors
simultaneously and identify optimal conditions for material
synthesis. By applying RSM, researchers can systematically
investigate the interactions between synthesis parameters,
such as temperature, pH, and reaction time, to determine
their combined effects on the properties of the mixed
oxides. This approach not only streamlines the optimization
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process but also enhances the efficiency and reproducibility
of the synthesis methods.

In summary, the development of green synthesis techniques
for mixed oxides represents a significant advancement in the
field of materials science and catalysis. By employing
methods such as sol-gel, hydrothermal, and bio-template
synthesis, researchers can produce high-quality mixed
oxides with minimal environmental impact.
Characterization techniques like XRD, SEM, and FTIR
provide valuable insights into the structural and functional
properties of the synthesized materials, allowing for a
comprehensive  understanding  of  their  catalytic
performance. Optimizing synthesis parameters, particularly
through approaches like RSM, further enhances the
efficiency and effectiveness of the green synthesis
processes. As the demand for sustainable materials
continues to grow, the exploration and implementation of
these green synthesis techniques will be crucial for
achieving a more sustainable future in catalysis and other
applications.

Results and Interpretation

The synthesized mixed oxides exhibited various crystal
structures depending on the synthesis route. Sol-gel and
hydrothermal methods produced oxides with high surface
areas, essential for catalytic performance. Bio-template
methods using plant extracts resulted in well-dispersed
oxide particles with reduced aggregation. The use of green
solvents and natural resources significantly lowered the
environmental impact of the synthesis processes. The oxides
showed comparable or superior catalytic activities to
conventionally synthesized materials in environmental
applications such as the degradation of organic pollutants.

Discussion and Conclusion

This study confirms that green and sustainable synthesis
methods for mixed oxides can produce highly efficient
catalytic materials while reducing environmental impact.
The sol-gel, hydrothermal, and bio-template methods
investigated showed promising results in terms of both
material performance and sustainability. Further work is
necessary to scale these methods for industrial applications
and assess their long-term viability. Overall, the green
synthesis of mixed oxides presents a significant step
forward in the development of eco-friendly catalysis.

The green synthesis of mixed oxides also involves
optimizing various process parameters to achieve the
desired material properties while minimizing environmental
harm. One important aspect of this optimization is the
selection of non-toxic and sustainable precursors.
Traditional mixed oxide synthesis often involves the use of
metal salts that can be hazardous to both human health and
the environment. In green synthesis methods, efforts are
made to replace these salts with more benign alternatives,
such as metal nitrates or acetates, which are less toxic and
easier to handle. Additionally, the use of renewable
feedstocks, such as plant-based extracts, in the synthesis
process contributes to the overall sustainability of the
method.

Another critical aspect of green synthesis is the reduction of
energy consumption during the process. Many traditional
methods for synthesizing mixed oxides, such as solid-state
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reactions, require high temperatures and long reaction times,
which significantly increase the energy demand. Green
methods, on the other hand, focus on lowering reaction
temperatures and shortening reaction times without
compromising the quality of the final material. For example,
the sol-gel method can be carried out at room temperature,
and hydrothermal synthesis typically occurs at temperatures
well below those required for conventional solid-state
reactions. These lower energy requirements contribute to the
sustainability of the process by reducing the carbon
footprint associated with the synthesis of mixed oxides.

The structural characterization of mixed oxides synthesized
through green methods is a critical component of the
research, as it allows for the evaluation of the material's
properties and performance in catalytic applications. Several
advanced techniques are used for this purpose, including X-
ray diffraction (XRD), scanning electron microscopy
(SEM), and transmission electron microscopy (TEM). XRD
provides information about the crystallographic structure of
the mixed oxides, allowing researchers to determine the
phase purity and crystallite size of the materials. SEM and
TEM are used to investigate the morphology and surface
structure of the mixed oxides, revealing important details
about particle size, porosity, and the distribution of the
metal components within the oxide matrix. These structural
characteristics are closely linked to the catalytic
performance of the materials, as factors such as surface area,
pore size, and metal dispersion directly influence the
reactivity and stability of the catalysts.

One of the key findings of the research is that the green
synthesis methods not only reduce the environmental impact
but also enhance the catalytic performance of the mixed
oxides in many cases. For instance, mixed oxides
synthesized using the bio-template method often exhibit
higher surface areas and improved porosity compared to
those produced by conventional methods, leading to better
catalytic activity in reactions such as oxidation,
hydrogenation, and pollutant degradation. Similarly,
materials prepared via the sol-gel and hydrothermal methods
tend to have smaller particle sizes and higher degrees of
crystallinity, which contribute to increased reactivity and
durability under harsh reaction conditions.

The research also highlights the potential for further
development and optimization of green synthesis methods
for mixed oxides. One promising area of future research is
the exploration of alternative bio-templates that can offer
even greater control over the morphology and structure of
the mixed oxides. Additionally, the development of scalable
green synthesis processes is crucial for the industrial
application of these methods. While many green synthesis
techniques have been demonstrated on a laboratory scale,
translating these processes to larger-scale production
remains a challenge. Overcoming this hurdle will be
essential for realizing the full potential of green synthesis in
the production of mixed oxides for catalytic applications.
Moreover, the integration of renewable energy sources into
the green synthesis of mixed oxides presents another avenue
for reducing the environmental impact of these processes.
For example, the use of solar energy to drive hydrothermal
reactions or the application of microwave-assisted sol-gel
methods can significantly lower the energy requirements of
the synthesis process. These approaches not only contribute
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to the sustainability of the process but also offer potential
cost savings, making green synthesis more attractive for
industrial applications.

In conclusion, the green synthesis of mixed oxides
represents a significant advancement in the field of
sustainable chemistry. By utilizing environmentally friendly
methods such as sol-gel, hydrothermal, and bio-template
synthesis, researchers can produce mixed oxides with high
catalytic performance while minimizing the environmental
impact. These methods offer several advantages over
traditional synthesis techniques, including lower energy
consumption, the use of non-toxic solvents and precursors,
and the ability to fine-tune the material properties. The
optimization of process parameters and the use of advanced
characterization techniques have further enhanced the
understanding of how green synthesis can improve the
performance of mixed oxides in catalytic applications. As
the demand for eco-friendly chemical processes continues to
grow, the development and implementation of green
synthesis methods for mixed oxides will play a crucial role
in achieving sustainability goals in various industries,
particularly in the fields of energy, environmental
protection, and chemical production. The ongoing research
in this area promises to yield even more innovative and
efficient methods for producing mixed oxides, contributing
to a greener and more sustainable future.
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