~ Y\ International Journal for Multidisciplinary Research (IJFMR)

ILJFMR E-ISSN: 2582-2160 e Website: www.ijffmr.com e Email: editor@ijfmr.com

A Study of Synthesis and Characterization
Techniques for Iron Oxide (FeO) Nanoparticles

Dr. Nidhi

Department of Physics, C.R.A. College, Sonipat 131001, Haryana, India

Abstract:

Nanoparticles, especially iron oxide nanoparticles, are pivotal in various applications due to their
magnetic properties. This research focuses on the synthesis and characterization of iron oxide (FeO)
nanoparticles. The study delves into the versatile applications of these nanoparticles, ranging from
magnetic colloids to bio-functional uses, highlighting their significance in magnetic bio-separation,
magnetic resonance imaging (MRI), and precision drug delivery. The experimental design employs
diverse synthesis techniques, emphasizing the gel-evaporation, co-precipitation, reverse micelles, and
hydrothermal methods. These approaches offer control over the size and shape of nanoparticles, crucial
for tailoring their physicochemical properties. Detailed exploration of the polyol technique and micro-
emulsion method provides insights into their mechanisms and the resulting nanoparticles' characteristics.
The synthesis of nanoparticles through hydro-thermal conditions is also investigated, elucidating the
influence of reaction parameters on particle size and morphology.

For comprehensive characterization, various techniques are employed. X-ray Diffraction (XRD)
determines crystal structures, while Scanning Electron Microscopy (SEM) and Transmission Electron
Microscopy (TEM) offer morphological and topographical insights. Photoluminescence (PL) is utilized
for non-destructive optical characterization, analyzing electron-hole pair generation and recombination.
Experimental data is collected using advanced equipment such as the FESEM-Hitachi S4800, JEM 3010
TEM, and a Horiba Jobin Yvon system. XRD scans cover a range of 10 to 75 degrees, SEM provides
high-resolution 3D images, TEM allows atomic-level resolution, and PL spectra are acquired for liquid
samples.This comprehensive study contributes to the understanding of iron oxide nanoparticles, their
synthesis techniques, and their potential applications in various fields. The findings offer valuable
insights for researchers and practitioners involved in nanomaterial science, catalysis, and biomedical
applications.

Keywords: Synthesis, Characterization, Nanoparticles, Polyol, Diffraction, Microscopy.

1. Introduction:

Nanoparticles, crafted from either inorganic or organic matrices, unveil a myriad of distinct attributes
vis-a-vis their bulk counterparts. Particularly noteworthy are the iron oxide nanoparticles, which exhibit
unparalleled magnetic phenomena such as super-para-magnetism, elevated coercivity, diminished Curie
temperature, and augmented magnetic susceptibility. In the recent scientific epoch, dedicated endeavors
have been marshaled towards the synthesis of iron oxide nanoparticles, propelled by their versatile
applications spanning magnetic colloids, data encoding, catalysis, and bio-functional uses.
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At present, iron oxide nanoparticles are pivotal players in critical bio-functional applications
encompassing magnetic bio-separation, identification of biological entities (cells, proteins, nucleic acids,
enzymes, bacteria, viruses, etc.), magnetic resonance imaging (MRI), magnetic fluid hyperthermia
(MFH), and precision drug delivery. Yet, the judicious selection of materials for nanostructure
engineering is paramount to attaining control over their physicochemical properties. A plethora of
research has been dedicated to exploring various iron oxide nanoparticle species, including the ferri-
magnetic FesOs magnetite, the weakly ferromagnetic or antiferromagnetic a-Fe;Os hematite, and the
ferri-magnetic y-Fe20s, with magnetite emerging as frontrunners in scientific favor.

Despite their immense potential, the scientific community grapples with challenges in manipulating the
phase, dimensions, morphology, and stability of iron oxide nanoparticles. The magnetic traits of these
nanoparticles intricately hinge upon their morphological features, with one-dimensional (1D) iron oxide
nanoparticles showcasing ferro or ferrimagnetic attributes attributed to shape anisotropy. The routine
deployment of 1D iron oxide nanoparticles in encoding digital and analog signals in advanced flexible
media attests to their magnetic prowess. Conversely, spherical iron oxide nanoparticles, characterized by
minute dimensions, have surged to prominence in biomedicine due to their superparamagnetic
characteristics.

2. Experimental Design and technique for Synthesis of Iron Oxide nanoparticles

Over the past few decades, significant strides have been made in the development of various chemical
approaches for the synthesis of iron oxide nanoparticles, enabling control over their size and shape.
Widely employed methods encompass co-precipitation, thermal decomposition, hydrothermal treatment,
gel-evaporation or polyol processes, micelles technique, and laser pyrolysis. These approaches are
instrumental in producing high-quality magnetic nanoparticles. In the current study, we focused on
employing the gel-evaporation method, co-precipitation technique, reverse micelles method, and
hydrothermal method. The ensuing sections delve into a comprehensive discussion of the employed
synthesis techniques and their associated growth mechanisms.

2.1 Polyol Technique for preparing FeO Nanoparticles

It addresses a flexible compound procedure for the union of nano and micro sized particles described by
distinct shapes and controlled sizes. The polyol-intervened manufacture of nanoscale oxides includes
dissolving a reasonable metal forerunner (e.g., acetic acid derivation, nitrate, and liquor) in a polyol
dissolvable like polyethylene glycol or ethylene glycol. The precipitation of metal oxide nanoparticles
happens during the warming of the arrangement, regularly at temperatures under 200 °C. The typical
molecule breadth can be calibrated by changing the convergence of metal antecedents. Nonetheless,
most of polyol techniques require high-temperature conditions (> 200 °C) and an inactive gas climate to
prevent oxidation responses started by ecological O..

2.2 Micro-emulsion Method

A micro-emulsion is a thermodynamically steady scattering of two immiscible fluids (water and oil)
with the guide of surfactant. Little size beadsof one fluid are settled in the other fluid by an interfacial
film ofsurfactant particles. In the water-in-oil micro-emulsions, the fluid stagestructures drops (1-50 nm
in breadth) in a persistent hydrocarbon stage. Thusly, this framework can force active and
thermodynamic limitations on molecule development, for example, a nano-reactor. The surfactant-
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settled nano-reactor gives a restriction that limits molecule nucleation and development. By blending
two indistinguishable water-in-oil emulsions containing the idealreactants, the beads will impact,
combine and part and initiate the arrangement of hastens.

Adding a dissolvable like ethanol to the micro-emulsion, permits extraction by separating or centrifuging
the combination. The primary benefit of the converse micelle or emulsion innovation is better control on
nanoparticles size by changing the nature and measure of surfactant and co-surfactant, the oil stage or
the responding conditions. The magnetite nanoparticles are framed here by performing oxidation of Fe?*
salts in y-Fe»Os. The size of the magnetite molecule can be constrained by the temperature and the
surfactant focus. Varieties in the temperature and convergence of iron dodecyl sulfate permit to develop
the particles of distances across going from 3.7 to 115 nm.
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Fig. 1 Schematic view for synthesis of Nanoparticles using Micro-emulsion technique

Albeit many kinds of attractive nanoparticles have been integrated in a controlled way utilizing this
micro-emulsion technique. The functioning window forcombination in micro-emulsions is generally
very limited and the yield of nanoparticles is low contrasted with different strategies, for example,
aqueous and co-precipitation strategies. Moreover, in light of the fact that a lot of dissolvable are
important to orchestrate calculable measures of material, micro-emulsion is definitely not an extremely
productive interaction and is fairly hard proportional up.
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2.3 Synthesis of Iron oxide nanoparticles using Hydro-thermal technique

Hydro-thermal compound is a wet-compound innovation of solidifying substance which is done in water
under supercritical circumstances, or at least, at temperatures around or higher than 200°C under a
tension higher than 14 MPa. Under these circumstances, water assumes the part of a hydrolytic reactant.
The photo of response compartment, which was utilized in the laboratory for materials union. There are
two primary courses for the arrangement of ferrites by means of Hydro-thermal circumstances:
Hydrolysis and oxidation or balance of blended metal hydroxides. These two responses are basically the
same, then again, actually ferrous salts are utilized in the main case. In this cycle, the response
conditions, for example, the dissolvable, the temperature and time are critically affecting the nature of
items. The size and morphology of the nanoparticles can be tuned by controlling the response time and
the temperature, surfactant focus, nature of the dissolvable, forerunners, and expansion of seeds.

3. Experimental Techniques for Characterization of Iron Oxide Nanoparticles:

3.1 X-Ray Diffraction Technique

X-ray diffraction (XRD) is a strategy used to describe the crystal structure and examine the particular
material phase. XRD is essentially used to recognize obscure substances, by contrasting diffraction
information and a data set kept up with by the International Centre of Diffraction Information (ICDI).
These procedures depend on gathering the dispersed force of beam of X-ray hitting given sample as an
element and dissipated point, polarization and frequency or energy. The pinnacle force in XRD result
can be utilized to evaluate the extent of iron oxide structures in a mixture by contrasting experimental
pinnacle and a reference maximum intensity. In the current work, XRD information were gathered with
20 going from 10 to 75 degree at a pace of 2 degree each moment.

3.2 Scanning Electron Microscope (SEM) Technique

Scanning Electron Microscopy (SEM) delivers high-resolution three-dimensional morphological and
topographical insights into solid surfaces. When a concentrated electron beam interacts with a sample,
collisions generate secondary electrons. These low-energy electrons are easily captured by the detector,
which quantifies emitted electrons. The resulting pattern yields a three-dimensional image on a cathode
ray tube. Our study in the present research paper employed the FESEM-Hitachi S4800, a field emission
SEM for enhanced resolution. Samples, affixed to carbon tape on a specialized holder, underwent at
least 24 hours of desiccation. Mounting configurations included parallel or perpendicular alignment to
the electron beam for comprehensive analysis.

3.3 Transmission Electron microscope (TEM) Technique

Transmission Electron Microscopy (TEM) characterizes material morphology and nanoparticle size,
overcoming limitations of visible light microscopes with electron wave characteristics. Electrons'
smaller size allows TEM to achieve atomic-level resolution. TEM grid insertion into dry or wet powder,
holding with tweezers, and gentle tapping removes excess particles. A JEM 3010 at 200 kV assessed
nanoparticles. Samples, approximately 0.01 g, dispersed in 5 ml methanol via sonication, were dropped
onto a copper-coated TEM grid and desiccated overnight. Size analysis, utilizing image processing
software, extracted information from transmission electron micrographs, facilitating the characterization
of both coated and uncoated ironnanoparticles.
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3.4 Photo-luminescence (PL) technique for characterization

Photoluminescence (PL) stands as a non-destructive optical methodology crucial for material
characterization, probing point defects, and determining material band-gaps. It involves the generation
of electron-hole pairs through photo-excitation, a process where incident radiation induces electron
movement to permissible excited states. Subsequent recombination results in the emission of photons,
which may be radiative or non-radiative, contingent upon the excess energy released during the return of
electrons to their equilibrium states. The emitted light's energy, or photoluminescence, is intricately tied
to the disparity in energy levels between the involved electron states during the transition.

The photoluminescence process unfolds in three sequential stages: excitation, thermalization and
recombination. Excitation involves elevating electrons from lower to higher energy states, typically
facilitated by external sources like lasers, arc-discharge lamps, or xenon lamps. The subsequent
thermalization phase witnesses the relaxation of excited pairs towards quasi-thermal equilibrium
distributions. Finally, recombination concludes the process, releasing energy, often in the form of lower-
energy photons, as electrons revert to their original ground state.

Experimental implementation entailed room temperature photoluminescence spectra acquisition using a
Horiba Jobin Yvon system, featuring a Xenon lamp, Gemini 180 mono-chromator, iHR 320 emission
mono-chromator, and a liquid nitrogen-cooled CCD detector. Excitation scans ranged from 200 to 450
nm, while emission scans spanned the visible spectrum (400 to 800 nm). The recording of PL spectra
focused on liquid samples, with colloidal nanoparticles housed in a quartz cuvette, subjected to
standardized scans at a rate of 50 nm/min and utilizing a 3 nm slit width for both excitation and emission
band passes.

4.Conclusion:

In conclusion, this research has significantly advanced the understanding of the synthesis and
characterization of iron oxide (FeO) nanoparticles. The diverse range of synthesis techniques, including
gel-evaporation, co-precipitation, reverse micelles, and hydrothermal methods, has been systematically
explored, providing valuable insights into controlling nanoparticle size and shape. The study elucidates
the pivotal role of these techniques in tailoring the physicochemical properties of iron oxide
nanoparticles, crucial for their applications in various fields. Characterization techniques such as X-ray
Diffraction (XRD), Scanning Electron Microscopy (SEM), Transmission Electron Microscopy (TEM),
and Photoluminescence (PL) were employed to analyze crystal structures, morphology, and optical
properties. Advanced equipment, including the FESEM-Hitachi S4800, JEM 3010 TEM, and Horiba
Jobin Yvon system, ensured precise data collection.

The findings underscore the significance of iron oxide nanoparticles in magnetic bio-separation, MRI,
and precision drug delivery. The exploration of their magnetic properties, influenced by morphological
features, contributes to the broader field of nanomaterial science. The comprehensive understanding
gained from this study paves the way for further advancements and innovations in the utilization of iron
oxide nanoparticles across diverse scientific and technological domains.
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