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Fabrication of Epoxy Nanocomposites from Oil Palm
Nano Filler: Mechanical and Morphological Properties
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The aim of this research was to fabricate epoxy nanocomposites by utilizing
the developed nano filler from oil palm mills agricultural wastes oil palm
empty fruit bunch (OPEFB) fibers for advanced applications. Epoxy-based
polymer nanocomposites were prepared by dispersing 1, 3, and 5 wt. %
nano OPEFB filler by using a high speed mechanical stirrer through hand
lay-up technique. The mechanical (tensile and impact) properties and
morphological properties of nano OPEFB/epoxy nanocomposites were
examined and compared. Morphological properties were analyzed by
transmission electron microscopy (TEM) and scanning electron microscopy
(SEM) to look at the dispersion of the nano OPEFB filler in the epoxy matrix.
The tensile and impact properties of nanocomposites increased until 3%
nano filler loading, but beyond 3% they decreased. Overall mechanical
properties reached maximum values for 3% loading, due to better stress
transfer owing to homogenous dispersion of nano OPEFB filler within epoxy
matrix. The observed results were also confirmed by SEM and TEM
micrographs.
Keywords: Epoxy; Oil Palm empty fruit bunch fiber; Nano filler; Nanocomposites; Mechanical properties;
Morphological properties
Contact information: a: Laboratory of Biocomposite Technology, Institute of Tropical Forestry and Forest
Products(INTROP), University Putra Malaysia, 43400 Serdang, Selangor, Malaysia, Tel: +603-89468424;
Fax: +603-89471896; b: Department of Biological and Agricultural Engineering, University Putra
Malaysia, 43400 Serdang, Selangor, Malaysia; c: Department of Chemistry, Faculty of Science, University
Putra Malaysia, 43400 Serdang, Selangor, Malaysia;
* Corresponding authors: naheedchem@gmail.com; parida.introp@gmail.com

INTRODUCTION
Nanocomposites are the advanced engineered solid materials where at least one of
the phases has a dimension in the nanometer range (1 nm to 100 nm), and are regarded as
promising alternatives to overcome the drawbacks of polymer matrix, micro- and macroconventional composites (Saba et al. 2014). Nanocomposites at lower filler contents can
deliver superior mechanical/thermal properties, gas permeability, and flame retardancy
compared with traditional materials (Saba et al. 2016b). The nanocomposites possess
specific and remarkable properties that are critically required for different applications such
as automotive, construction and buildings, food packaging, and electronics industries (Sun
and Yao 2011; Saba et al. 2016c).
Epoxy resins based on bisphenol A diglycidyl ether (DGEBA) are widely used in
thermosetting engineered polymeric materials in the fields of electronic encapsulation,
heavy equipment, dielectric materials, blending, composites, and nanocomposites (Mohan
2013; Saba et al. 2015b). Epoxy resins are leading the modern industries toward the
development of high performance materials because of their thermal stability, mechanical
properties, optically transparent properties, easy processing abilities, high stiffness, and
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relatively high absence of byproducts or volatiles (Azeez et al. 2013; Mohan 2013; Saba
et al. 2015b;). However, the mechanical properties (modulus, strength, and toughness) of
cured epoxy resin are not adequate for certain end-use applications. These limitations are
primarily due to their delamination, low impact resistance, inherent brittleness, and fracture
toughness behavior (Abdellaoui et al. 2015). Thus, there is a need to modify the epoxy
resin to improve its physical and mechanical properties (Saba et al. 2014), by inducing
various fracture mechanisms with only 1% to 10% additives (in mass to resin) (Han and
Fina 2011; Ayandele et al. 2012). Currently, modified epoxies are the subject of interest in
research to extend its applications in civil infrastructure and the transportation sector.
Nano fillers have the potential to increase stiffness, strength, impact resistance,
and thermal stability (Saba et al. 2015a). However, the interfacial strength between filler
and polymer play a crucial role in development of nano filler/polymer nanocomposites.
Researchers have described the effects of different nano filler loading particle size, aspect
ratio, matrix-filler interactions, and filler-filler attractions parameters on the mechanical,
morphological and thermal properties of the polymer composites (Bhat and Khalil 2011;
Abdul Khalil et al. 2013a). The inclusion of 1 wt.% organo-clay platelets in recycled
cellulose fibers (RCF) in epoxy composites considerably increases the flexural strength
and modulus, as well as the impact strength and toughness of composites (Alamri et al.
2012).
The use of cellulosic solid waste materials as nano filler in polymer composites is
a new step in managing bio-agricultural wastes. Recently, researchers utilized bioagricultural oil palm ash (OPA) waste as nano filler in polypropylene polymer matrix. They
observed that both the tensile strength and impact properties were better than
polypropylene composites (Bhat and Khalil 2011). Bio-waste OPA has also been used as
a reinforcement in epoxy matrix to fabricate epoxy nanocomposites (Khalil et al. 2013),
with maximum tensile and flexural strength when the OPA filler loading was only 3%
(Khalil et al. 2013a).
In other interesting work, the carbon black (CB) derived from bamboo stems (BSCB), oil palm and empty fruit bunch (OPEFB-CB), and coconut shells (CNS-CB) have
been used to modify epoxy composites. The CB-filled epoxy composites show better
mechanical properties than epoxy composites. Among all CB-filled epoxy composites, the
OPEFB-CB displayed better tensile strength, modulus, and elongation at break than the
CNS-CB and BS-CB filled epoxy composites (Abdul Khalil et al. 2013a).
The positive results prompted this study to develop sustainable and
environmentally friendly nano-based materials along with cost-effective waste
management. The incorporation of OPEFB bio-waste as nano filler in epoxy matrix will
open new alternative way to utilize locally available biomass for advance applications.
From literature review, it is evident that no work reported on the utilization of nano OPEFB
filler to enhance the mechanical (tensile and impact) properties of the neat epoxy matrix.
In our previous work, the development and characterization of nano filler from OPEFB
fibers through cryogenizer and high energy ball milling (HEBM) technique are well
reported (Saba et al. 2015a). The present research work deals with the incorporation of
developed nano OPEFB filler in epoxy resin to enhance the overall mechanical and
morphological properties. The effect of different nano OPEFB filler loading (1%, 3%, and
5%) content on the mechanical (tensile and impact) properties and morphological (SEM
and TEM) properties of the epoxy composites were investigated in order to provide a new
step to utilize the green nano filler for renewable and sustainable structural products.
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EXPERIMENTAL
Materials
The OPEFB fiber was obtained from MPOB, Bangi-Selangor, Malaysia. The
physical, mechanical, and chemical composition of OPEFB fiber is shown in Table 1. The
epoxy resin D.E.R 331 is a clear liquid resin based on diglycidyl ether of bisphenol A
(DGEBA) and was obtained from Dow Chemical Pacific Singapore (Table 2). The curing
agent, epoxy hardener Jointmine (905-3S), is a transparent liquid. It is a modified
cycloaliphatic amine supplied by Epochemie International Pte Ltd., Singapore. It is less
volatile than linear aliphatic amines and possesses chemical resistance, hardness besides
good elevated temperature performance (Table 3).
Table 1. Physical and Mechanical Properties of OPEFB fiber (Saba et al. 2016c;
Rosamah et al. 2016)
Properties
Density (g/cm3)
Tensile Strength (MPa)
Young’s modulus (GPa)
Elongation at break (%)
Cellulose content (%)
Hemicellulose (%)
Lignin content (%)
Microfibril angle (deg)
Lumen width (m)

OPEFB fiber
0.7-1.55
50-400
1-9
8-18
43.7
29.02
13.33
42-46
6.90

Table 2. Typical Properties of Epoxy Resin D.E.R 331 (Saba et al. 2016c)
Characteristics
Epoxide Equivalent Weight
Viscosity @ 25 °C
Color
Hydrolyzable Cl
Epichlorohydrin
Water Content
Density (25 °C, g/cm3)
Flash Point (Cooled Cup °C)
S.P.I. Skin rating

Description
182 – 192
11000 – 14000
Water-white to yellow
0-500
5.0 Max
700 Max
1.16
255
2

Table 3. Properties of Epoxy Hardener (Jointmine 905-3S) (Saba et al. 2016c)
Characteristics
Type
Color
Viscosity (poise @ 25 °C)
Amine Value (mg KOH/gm)
Pot Life (100g @ 25 °C)
Thin Film Set Time (@ 25 °C)
Hardness (Shore D)
Equivalent weight per Active-H
Recommended Usage Rate (phr)

Description
Modified cycloaliphatic amine
<2
200-400
280-320
75 min
5h
85
95
50

All purchased chemicals were used without any further purification. The silicone spray
used was procured from Dow Chemical Pacific Singapore, Singapore. Teflon sheets were
procured from NR Medicare Sdn. Bhd., Selangor, Malaysia.
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Methods
Fabrication of composites
The nano OPEFB filler was dried at 60 °C for 12 h and then kept in a desiccator to
cool and prevent humidity until it was used for fabrication. Dried nano OPEFB filler (1%,
3%, and 5%) was added into the epoxy resin using a high speed mechanical stirrer. The
stoichiometric ratio (2:1) of the epoxy and hardener was maintained. The mixture was
mechanically stirred for at least 20 min at room temperature. The mixture was then poured
into a stainless steel mould and cured for 24 h at room temperature.
Silicone spray release agent was used in the mould to facilitate the removal of the
composite samples.
Characterization
Tensile test
The tensile strength, modulus, and elongation at break of the nano OPEFB/epoxy
nanocomposites and epoxy composites were measured with a universal testing machine
(Instron 5567, Shakopee, USA). The composite samples were cut to 120x20x3mm with a
band saw machine prior to commence tensile testing. All samples were prepared as per the
specifications in ASTM D 3039 (2014). A standard head displacement was applied at
5 mm/min. For each composites sample, six replicate specimens were tested, and the
average tensile strength, modulus and elongation at break were calculated.
Impact test
The impact strength of nano OPEFB/epoxy nanocomposites was measured with a
CEAST 9050 impact testing machine (Instron, Norwood, USA). Before impact testing, Vnotches were made on all eight replicates of each composites sample by using NOTCHVIS.
The V-notched specimens were then tested according to the ASTM D256 (2010)
specifications. The composite samples were cut to 70x15x3 mm with a band saw machine.
Appropriate pendulum hammers were mounted with the speed 10 kJ, and the machine was
calibrated for energy and for accurate determination of the exact amount of impact energy
(J/m) involved in the tests. The energy needed to break the composite sample, its toughness
and average impact energy was then analyzed.
Transmission electron microscopy (TEM)
The morphology and size distribution of nano OPEFB filler in the nano
OPEFB/epoxy nanocomposites sample were studied by transmission electron microscopy
(TEM; Hitachi 7100, Tokyo, Japan). The dried epoxy nanocomposite samples were
dissolved in acetone and dispersed thoroughly by sonication with an ultrasonicator (JP
SELECTA 3000512) for 30 min. Next, a drop of the colloidal dispersion containing
nanocomposite powder was transferred onto a carbon-coated 300 mesh copper grid, which
was dried at room temperature before TEM.
Scanning electron microscopy (SEM)
The microstructure and surface morphology characteristics of tensile fractured
samples of epoxy composites and nanocomposites were performed by scanning electronic
microscopy (SEM), after gold coating with EMITECH K575X sputter coater (Quorum
Technologies, Ashford, UK). Micrographs were captured with a NOVA NANO SEM 230
(FEI, Hillsboro, USA) field emission instrument.
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RESULTS AND DISCUSSION
Tensile Properties
Figure 1 shows the effect of different nano OPEFB filler loading on the tensile
strength of epoxy composites. The tensile strength of the neat epoxy matrix enhanced with
the loading of nano OPEFB filler (1%, 3%, and 5%). The nanocomposites developed by
incorporating nano OPEFB filler were relatively stiffer and tougher than epoxy composites
as the filler are harder and stiffer particles. From Figure 1 it is evident that the incorporation
of 1% and 3% nano OPEFB filler in the epoxy resin primarily increased the tensile strength.
However, when the filler loading allowed increasing from 3% to 5%, tensile strength was
decreased. The obtained results were quite similar to oil palm ash/epoxy nanocomposites,
where the loading of nano oil palm ash filler beyond 3% reduces the mechanical properties
of nanocomposites (Khalil et al. 2013).
The considerable increase in tensile strength with the incorporation of nano OPEFB
filler up to 3% (29.01 MPa) was attributed to better homogeneous dispersion and
remarkable enhancements in the interaction between the nano filler and the epoxy matrix
within the nanocomposites. The improved interaction allows better transfer of applied
longitudinal stress between the nano filler particles and the epoxy matrix, and thus
consequences the enhancement in tensile strength of the epoxy nanocomposites.

Tensile Strength (MPa)
35
30
25

0% Nano filler

20

1% Nano filler

15

3% Nano filler

10

5% Nano filler

5
0
0% Nano filler

1% Nano filler

3% Nano filler

5% Nano filler

Fig. 1. Effect of nano OPEFB filler loading on tensile strength of epoxy composites

Epoxy nanocomposites with 5% nano OPEFB filler loading displayed lower tensile
strength compared to 3% nano OPEFB/epoxy nanocomposites. It can be explained by the
fact that principally all nano particles possess strong tendency of agglomeration in order to
minimize their high surface energy (Zare 2016a; Machrafi et al. 2016). Besides, the
addition of a higher number of discrete nano filler particles within the polymer matrix
increase the filler volume fraction and concentration and thereby leads to considerable
increase in inter-particles interaction within epoxy matrix. This might affect the percolation
parameter of nano filler, as in the case of 5% nano OPEFB/epoxy nanocomposites, where
nano filler are much stiffer than the epoxy matrix. Analogous explanations were also
reported by other researchers (Brechet et al. 2001; Cassagnau 2013; Dorigato et al. 2013).
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The increase in number or concentrations of nano filler particles increases the density,
which is attributed to the clustering mechanism or agglomeration of nano OPEFB filler
under the driving force of their Brownian motion with a weak flow within the epoxy matrix.
Agglomeration of nano OPEFB filler particles ultimately results in the formation of microvoids, which thereby decreases the effectiveness of nano OPEFB particles in the epoxy
matrix. Additionally, an inefficient stress transfer from epoxy matrix to nano OPEFB filler
particles in the case of 5% occurs, resulting in an early rupture or failure followed by poor
mechanical properties in terms of tensile strength of the nanocomposites compared to 3%
nano OPEFB filler loading. Comparable arguments were reported in the literature by other
researchers (Hubbe et al. 2008; Zare 2016a, b). Accordingly, when the load was perfectly
transferred from fragile and brittle matrix to rigid/tougher/stiffer nano OPEFB filler, the
composites were strengthened under tensile loading as in the case of 3% nano
OPEFB/epoxy nanocomposites. Several researchers reported a similar trend of mechanical
property behaviors when there was a higher loading of nano filler in polymer matrix
beyond a certain level (Bhat and Khalil 2011; Galpaya 2012; Abdul Khalil et al. 2013b).
Furthermore, the observed results are also in line with other research findings, where fibers
(jute, sisal) are reinforced in polymer composites. They reported that when the bonding
between matrix and fibers was improved, the tensile strength of a polymer composites also
was increased compared to their neat epoxy matrix (Boopalan et al. 2012; Jawaid et al.
2013).
Figure 2 shows the effect of nano OPEFB filler loading on the tensile modulus of
epoxy composites. It is evident from Fig. 2 that the tensile modulus followed a trend similar
to tensile strength (Fig. 1). The addition of nano filler increased the tensile modulus value
with respect to epoxy composites. Commencing from 1% to 5% nano OPEFB filler
loading, the maximum value of the tensile modulus was observed at 3% loading. However,
when the percentage of nano OPEFB filler loading increased beyond 3%, reductions in
tensile modulus values were noticed.
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Fig. 2. Effect of nano OPEFB filler loading on tensile modulus of epoxy composites

The higher tensile modulus value of epoxy nanocomposites for 3% nano OPEFB
filler loading was attributed to homogenous dispersion along with better interfacial
interaction between nano OPEFB filler particles and epoxy matrix. This resulted in the
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effectiveness of nano OPEFB filler particles within the epoxy matrix. The existence of
agglomerates and voids in the case of 5% nano OPEFB/epoxy nanocomposites favors the
lower tensile modulus with respect to 3% nano OPEFB/epoxy nanocomposites. A similar
observation was also reported in the literature by other researchers (Schaefer and Justice
2007; Hubbe et al. 2008). The considerable decrease in the tensile modulus value for 5%
nano OPEFB/epoxy nanocomposites were ascribed to higher degree of agglomeration of
added filler particles. The observed result was in agreement with many research studies
reported in the literature (Mochalin et al. 2011; Neitzel et al. 2011; Ayatollahi et al. 2012).
Observed from our experiment, decreases in the composites performance in the case of 5%
nano OPEFB filler loading are due to agglomeration of particles and micro-voids that act
as preferential sites for crack initiation and failure. However, when nano filler get
uniformly dispersed in the matrix as in the case of 3% nano OPEFB filler loading, a strong
interfacial interaction between the epoxy matrix and dispersed filler exists and thus the
applied stress can be transferred easily to the stiffer nano filler. Consequently, the 3% nano
OPEFB/epoxy nanocomposites can endure or tolerate more loads and display higher values
of tensile modulus, among the rest epoxy nanocomposites.
Figure 3 illustrates the elongation at break values when longitudinal stress/load was
applied to the composites. The obtained data was similar to the results obtained for tensile
strength and tensile modulus. The elongation at break values increased at 1% and for 3%
nano OPEFB filler loading, but decreased on loading 5% nano OPEFB filler to the epoxy
matrix. This can be explained on account of higher tensile strength value offered by 3%
nano OPEFB filler loading in epoxy composites with respect to 1% and 5% nano OPEFB
loading in epoxy composites.
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Fig. 3. Effect of nano OPEFB filler loading on elongation at break of epoxy composites
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Impact Properties
Figure 4 displays the impact strength of the epoxy composites and the 1%, 3%, and
5% nano OPEFB/epoxy nanocomposites. The epoxy composites showed the lowest impact
properties; however a noticeable increase in the impact strength was realized by the
incorporation of nano OPEFB filler. A marked increase in impact properties was evident
when the filler loading was increased from 1% to 3%. The result was attributed to better
interfacial interaction and hence bonding of the nano filler particles with the epoxy matrix
to resist the high impact stress/load. However, when the loading was increased from 3% to
5%, there was a considerable decrease in impact properties. Similar results were evident in
the case of nano oil palm ash/polypropylene nanocomposites. The addition of 3% nano oil
palm ash displayed better impact properties as compared with 1% and 5% nano filler
loading (Bhat and Khalil 2011).
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Fig. 4. Effect of nano OPEFB filler loading on impact strength of epoxy composites

Transmission Electron Microscopy (TEM)
TEM is a straightforward and valuable tool to visualize nanoparticle size, and
dispersion within the polymer matrix as well as the impact on mechanical properties
(Rozenberg and Tenne 2008; Bilbao-Sainz et al. 2011). TEM also has been used to
investigate the morphology of nano filler particles in the matrix governing the improved
thermal, mechanical, and physical properties of the nanocomposites (Saba et al. 2016c).
Figure 5 shows TEM micrographs of 1%, 3%, and 5% nano OPEFB/epoxy
nanocomposites. From Fig. 5(a) it is evident that the dispersion of 1% nano OPEFB filler
particles in epoxy composites was good. Figure 5(b) displayed the TEM images of 3%
nano OPEFB filler loading in the epoxy matrix. From the Figure, it can be clearly observed
that 3% nano OPEFB filler loading in the epoxy matrix had perfect and uniform dispersion
of the nano particles within the epoxy matrix. Interestingly, the well-dispersed and uniform
nano OPEFB filler presents large surface area for better interfacial bonding, which
ultimately improves the interfacial attraction and finally the mechanical properties.
However, when the filler loading was increased from 3% to 5%, the result was quite
different (Fig. 5c, d), as poor dispersion of the nano filler in the epoxy matrix are noticed.
Saba et al. (2016). “Epoxy nanocomposites,” BioResources 11(3), 7721-7736.
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The reduction in mechanical (both tensile and impact) properties for 5% nano
OPEFB/epoxy nanocomposites with respect to 3% loading can be ascribed due to the poor
and inhomogeneous dispersion of nano OPEFB filler within the epoxy matrix.
.

Fig. 5. TEM micrograph for (a) 1%, (b) 3%, and (c) 5% nano OPEFB/ epoxy nanocomposites

Scanning Electron Microscopy (SEM)
The primary goal of SEM is to determine the particle dispersion and to investigate
the variations or modifications occurred in the surface structure (morphology) of the
polymer matrix. The SEM studies in this research were made to analyze the surface
morphologies and interfacial adhesion between the incorporated nano OPEFB filler and
the epoxy matrix of the tensile fractured samples of nanocomposites. Figure 6 shows the
SEM of the tensile fractured samples of highly cross-linked epoxy composites.
The micrograph of epoxy composites (Fig. 6a) offered a smooth and glassy exterior
with numerous wavy or stream-like cracks. The cracks pattern of epoxy composite surface
clearly revealed its typical brittle plastic nature. Furthermore the direction of crack
propagation was from “upper left up” to “lower right” and in different planes. The wavy
Saba et al. (2016). “Epoxy nanocomposites,” BioResources 11(3), 7721-7736.
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and brittle nature indicates that resistance towards cracking or rupturing and its propagation
was considerably lesser in epoxy composites. Thus relatively less energy required during
tensile fracturing of epoxy composites. A similar SEM micrograph image for epoxy
composites was also reported by other researchers (Dadfar and Ghadami 2013; Quan and
Ivankovic 2015).

Fig. 6. SEM micrographs of tensile fractured images of epoxy composites. (a) 1000x and (b)
3000x magnification

The SEM micrographs of 1%, 3%, and 5% nano OPEFB/epoxy nanocomposites
are shown in Figs. 7 to 9. From the figures it is evident that the SEM morphology of 1%,
3%, and 5% nano OPEFB/epoxy nanocomposites was quite similar, but are relatively
different than epoxy composites. The irregular and jagged fracture surface of all nano
OPEFB/epoxy nanocomposites displayed relatively less brittle and ductile failure nature of
the epoxy matrix (Lee et al. 2010; Yang et al. 2011). The incorporation of nano OPEFB
filler in the brittle, soft and smooth epoxy material reduces the number of crack lines and
made the surface coarser, thus leading to matrix deformation and finally to the deflection
of cracks. Consequently, fluctuations in the crack propagation pathway from straight,
conventional and unruffled growth were observed in the epoxy nanocomposites.
Comparative results were also reported in the literature, where incorporation of nano oil
palm ash particles in the epoxy matrix displayed similar SEM images (Abdul Khalil et al.
2010). Figure 7 shows the tensile fractured surface of 1% nano OPEFB/epoxy
nanocomposites having the crack propagation from up to down. Tensile fractured surface
of 1% nano OPEFB/epoxy nanocomposites shows a slightly rougher and jagged texture
compare to tensile fracture surfaces of epoxy composites, with no particle clumping.
Figure 8 shows the SEM micrographs of tensile fractured surface of 3% nano
OPEFB/epoxy nanocomposites. The SEM images clearly displayed the rapid crack
proliferation, indicating that cracks followed more twisting paths in well dispersed 3%
nano OPEFB/epoxy nanocomposites. This made the surface coarser and rougher as no
transverse river line or wavy marking was observed. Noticeably, 1% and 3% nano OPEFB
filler loading displayed cloudy and irregular tensile fractured surfaces with no obvious
agglomeration within the epoxy matrix. This indicates that relatively higher amounts of
energy were consumed to break the 3% nano OPEFB/epoxy nanocomposites sample as the
Saba et al. (2016). “Epoxy nanocomposites,” BioResources 11(3), 7721-7736.
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dispersed nano filler particles hindered the crack propagation path. Consequently the
increase in tensile and impact properties of 3% nano OPEFB/epoxy nanocomposites also
correspond to crack deflections process. This statement are also in agreement with other
research findings (Liu et al. 2011). The 3% nano OPEFB/epoxy nanocomposites displayed
better resistance toward crack propagation due to the deflection of cracks under tensile
stress conditions.

Fig. 7. SEM micrographs of the tensile fracture texture of 1% nano OPEFB filler loading. (a)
1000x and (b) 3000x magnification

Fig. 8. SEM micrographs of tensile fractured sample of 3% nano OPEFB filler loading. (a) 1000x
and (b) 3000x magnification

The 5% nano OPEFB/epoxy nanocomposites displayed higher roughness in certain
spaces, but had no wavy or river line marking of the kind seen in the 3% nano
OPEFB/epoxy nanocomposites (Fig. 9). The presence of agglomerations leads to a
reduction in effective interaction volume as well as large continuous interfacial zones in
added nano OPEFB filler of 5% nano OPEFB/epoxy nanocomposites are clearly visible in
Saba et al. (2016). “Epoxy nanocomposites,” BioResources 11(3), 7721-7736.
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Fig. 9a. Presence of agglomeration, created blank spaces or voids (Fig. 9b) within the
polymer matrix, reflecting poor particle dispersion. After the initial tensile impact, the
crack propagated in the direction of the tension, proceeding to the weak interfaces, where
there were comparatively lesser nano filler ultimately leading to the failure or damage to
the composites material. The presence of dispersed nano OPEFB filler particles acted as
obstacles to premature cracks or ruptures, but there were still many places where there are
no particles present in order to resist the crack propagation, as displayed in (Fig. 9c). The
presence of voids and agglomerated structures of the nano OPEFB filler particles within
epoxy matrix act as stress concentration sites to initiate cracking by the applied stress. The
cracks penetrate the material, while the aggregates act as weak points that initiate the
preliminary rupture or failure of the nanocomposites on exposure to mechanical testing
(Montazeri and Chitsazzadeh 2014). Thus, the 5% nano OPEFB/epoxy nanocomposites
had reduced mechanical properties, especially tensile strength, compared to 3% nano
OPEFB/epoxy nanocomposites.

Fig. 9. SEM micrographs of the tensile fracture texture showing (a) agglomerations, (b) void, and
(c) deep fracture in 5% nano OPEFB filler loading. (a) 3000x (b) 3000x and (c) 1000x
magnification
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CONCLUSIONS
1. The 3% nano OPEFB/epoxy nanocomposites displayed better tensile and impact
properties relative to the other epoxy nanocomposites and neat epoxy in this study.
Considerably higher Brownian motion of the dispersed nano OPEFB filler within epoxy
matrix and better interfacial interaction between 3% nano OPEFB filler and epoxy matrix
results in an efficient stress transfer in 3% nano OPEFB/epoxy nanocomposites with
respect to the 1% and 5% nanocomposites.
2. TEM analysis confirmed that 3% nano OPEFB filler loading resulted in good/uniform
distribution and dispersion of particles with no evidence of agglomerations and voids
content in the space. In contrast to 3% filler loading, the 5% displayed poor dispersion of
the nano filler in the epoxy matrix.
3. SEM results were in agreement with the TEM and mechanical properties results.
4. Overall, the incorporation of 3% nano OPEFB filler loading into the epoxy matrix
showed optimum, reasonable, and better mechanical properties.

ACKNOWLEDGMENTS
The authors are thankful to the Universiti Putra Malaysia, Malaysia for supporting this
research through Putra Grant No. 9420700.

REFERENCES CITED
Abdellaoui, H., Bensalah, H., Echaabi, J., Bouhfid, R., and Qaiss, A. (2015).
“Fabrication, characterization and modelling of laminated composites based on
woven jute fibres reinforced epoxy resin,” Materials and Design 68, 104-113.
Abdul Khalil, H. P. S., Firoozian, P., Bakare, I. O., Akil, H. M., and Noor, A. M. (2010).
“Exploring biomass based carbon black as filler in epoxy composites: Flexural and
thermal properties,” Materials and Design 31(7), 3419-3425. DOI:
10.1016/j.matdes.2010.01.044
Abdul Khalil, H. P. S., Jawaid, M., Firoozian, P., Amjad, M., Zainudin, E., and Paridah,
M. T. (2013a). “Tensile, electrical conductivity, and morphological properties of
carbon black–filled epoxy composites,” International Journal of Polymer Analysis
and Characterization 18(5), 329-338. DOI: 10.1080/1023666X.2013.782841
Abdul Khalil, H. P.S., H.M. Fizree, Bhat, A., Jawaid, M., and Abdullah, C. K. (2013b).
“Development and characterization of epoxy nanocomposites based on nanostructured oil palm ash,” Composites Part B: Engineering 53, 324-333. DOI:
10.1016/j.compositesb.2013.04.013
Alamri, H., Low, I. M., and Alothman, Z. (2012). “Mechanical, thermal and
microstructural characteristics of cellulose fibre reinforced epoxy/organoclay
nanocomposites,” Composites Part B: Engineering 43, 2762–2771. DOI:
10.1016/j.compositesb.2012.04.037

Saba et al. (2016). “Epoxy nanocomposites,” BioResources 11(3), 7721-7736.

7733

PEER-REVIEWED ARTICLE

bioresources.com

Ayandele, E., Sarkar, B., and Alexandridis, P. (2012). “Polyhedral oligomeric
silsesquioxane (POSS)-containing polymer nanocomposites,” Nanomaterials 2, 445475. DOI: 10.3390/nano2040445
Ayatollahi, M. R., Alishahi, E., Doagou-R, S., and Shadlou, S. (2012). “Tribological and
mechanical properties of low content nanodiamond/epoxy nanocomposites,”
Composites Part B: Engineering 43(8), 3425-3430. DOI:
10.1016/j.compositesb.2012.01.022
Azeez, A. A., Rhee, K. Y., Park, S. J., and Hui, D. (2013). “Epoxy clay nanocomposites Processing, properties and applications: A review,” Composites Part B: Engineering
45(1), 308-320. DOI: 10.1016/j.compositesb.2012.04.012
Bhat, A., and Abdul Khalil, H. P. S. (2011). “Exploring ‘nano filler’ based on oil palm
ash in polypropylene composites,” BioResources 6(2), 1288-1297.
Bilbao-Sainz, C., Bras, J., Williams, T., Sénechal, T., and Orts, W. (2011). “HPMC
reinforced with different cellulose nano-particles,” Carbohydrate Polymers 86(4),
1549-1557. DOI: 10.1016/j.carbpol.2011.06.060
Boopalan, M., Umapathy, M. J., and Jenyfer, P. (2012). “A comparative study on the
mechanical properties of jute and sisal fiber reinforced polymer composites,” Silicon
4, 145-149. DOI: 10.1007/s12633-012-9110-6
Brechet, B.Y., Cavaillo, J-Y.Y., Chabert, E., Chazeau, L., Dendievel, R., Flandin, L., and
Gauthier. C. (2001). "Polymer based nanocomposites: Effect of filler-filler and
filler-matrix interactions," Advanced Engineering Materials 3(8), 1438-1656.
Cassagnau, P. (2013). "Linear viscoelasticity and dynamics of suspensions and molten
polymers filled with nanoparticles of different aspect ratios, "Polymer 54(18), 47624775. DOI:10.1016/j.polymer.2013.06.012
Dadfar, M. R., and Ghadami, F. (2013). “Effect of rubber modification on fracture
toughness properties of glass reinforced hot cured epoxy composites,” Materials and
Design 47, 16-20. DOI: 10.1016/j.matdes.2012.12.035
Dorigato, A., Dzenis, Y., and Alessandro Pegoretti, A. (2013). “Filler aggregation as a
reinforcement mechanism in polymer nanocomposites,” Mechanics of Materials,
61(79-90). DOI:10.1016/j.mechmat.2013.02.004
Galpaya, D. (2012). “Recent advances in fabrication and characterization of graphenepolymer nanocomposites,” Graphene 01(02), 30-49. DOI:
10.4236/graphene.2012.12005
Han, Z., and Fina, A. (2011). “Thermal conductivity of carbon nanotubes and their
polymer nanocomposites: A review,” Progress in Polymer Science 36, 914-944.
DOI: 10.1016/j.progpolymsci.2010.11.004
Hubbe, M. A., Rojas, O. J., Lucia, L. A., and Sain, M. (2008). "Cellulosic
nanocomposites: A review." Bioresources 3(3), 929-980
Jawaid, M., Abdul Khalil, H. P. S., Bakar, A. A., Hassan, A., and Dungani, R. (2013).
“Effect of jute fibre loading on the mechanical and thermal properties of oil palmepoxy composites,” Journal of Composite Materials 47(13), 1633-1641. DOI:
10.1177/0021998312450305
Lee, J. H., Rhee, K. Y., and Park, S. J. (2010). “The tensile and thermal properties of
modified CNT-reinforced basalt/epoxy composites,” Materials Science and
Engineering A 527, 6838-6843. DOI: 10.1016/j.msea.2010.07.080
Liu, H. Y., Wang, G. T., Mai, Y. W., and Zeng, Y. (2011). “On fracture toughness of
nano-particle modified epoxy,” Composites Part B: Engineering 42, 2170-2175.
DOI: 10.1016/j.compositesb.2011.05.014
Saba et al. (2016). “Epoxy nanocomposites,” BioResources 11(3), 7721-7736.

7734

PEER-REVIEWED ARTICLE

bioresources.com

Machrafi, H., Lebon, G., and Iorio, C. S. (2016). “Effect of volume-fraction dependent
agglomeration of nanoparticles on the thermal conductivity of nanocomposites:
Applications to epoxy resins, filled by SiO2, AlN and MgO nanoparticles,”
Composites Science and Technology 130, 78-87.
DOI:10.1016/j.compscitech.2016.05.003
Mochalin, V. N., Neitzel, I., Etzold, B. J. M., Peterson, A., Palmese, G., and Gogotsi, Y.
(2011). “Covalent incorporation of aminated nanodiamond into an epoxy polymer
network,” ACS Nano 5(9), 7494-7502. DOI: 10.1021/nn2024539
Mohan, P. (2013). “A critical review: The modification, properties, and applications of
epoxy resins,” Polymer-Plastics Technology and Engineering 52, 107-125. DOI:
10.1080/03602559.2012.727057
Montazeri, A., and Chitsazzadeh, M. (2014). “Effect of sonication parameters on the
mechanical properties of multi-walled carbon nanotube/epoxy composites,”
Materials and Design 56, 500-508. DOI: 10.1016/j.matdes.2013.11.013
Neitzel, I., Mochalin, V., Knoke, I., Palmese, G. R., and Gogotsi, Y. (2011). “Mechanical
properties of epoxy composites with high contents of nanodiamond,” Composites
Science and Technology 71(5),710-716. DOI: 10.1016/j.compscitech.2011.01.016
Quan, D., and Ivankovic, A. (2015). “Effect of core e shell rubber (CSR) nano-particles
on mechanical properties and fracture toughness of an epoxy polymer,” Polymer 66,
16-28. DOI: 10.1016/j.polymer.2015.04.002
Rosamah, E., Hossain, M. S., Abdul Khalil, H. P. S., Wan Nadirah, W. O., Dungani, R.,
Nur Amiranajwa, A. S., Suraya, N. L. M., Fizree, H. M., and Mohd Omar, A. K.
(2016). “Properties enhancement using oil palm shell nanoparticles of fibers
reinforced polyester hybrid composites,” Advanced Composite Materials
3046(March), 1-14. DOI: 10.1080/09243046.2016.1145875
Rozenberg, B. A., and Tenne, R. (2008). “Polymer-assisted fabrication of nanoparticles
and nanocomposites,” Progress in Polymer Science (Oxford) 33(1), 40-112. DOI:
10.1016/j.progpolymsci.2007.07.004
Saba, N., Tahir, P., and Jawaid, M. (2014). “A review on potentiality of nano
filler/natural fiber filled polymer hybrid composites,” Polymers 6(4), 2247-2273.
DOI: 10.3390/polym6082247
Saba, N., Paridah, M. T., Abdan, K., and Ibrahim, N.A. (2015a). “Preparation and
characterization of fire retardant nano-filler from oil palm empty fruit bunch
fibers,” BioResources 10(3), 4530-4543. DOI: 10.15376/biores.10.3.4530-4543
Saba, N., Jawaid, M., Alothman, O. Y., Paridah, M.T., and Hassan, A. (2015b). “Recent
advances in epoxy resin, natural fiber-reinforced epoxy composites and their
applications,” Journal of Reinforced Plastics and Composites 35(6), 447-470. DOI:
10.1177/0731684415618459
Saba, N., Jawaid, M., Paridah, M. T., and Al-othman, O. Y. (2016a). “A review on
flammability of epoxy polymer , cellulosic and non-cellulosic fiber reinforced epoxy
composites,” Polymers Advanced Technologies 27(5),577-590. DOI:
10.1002/pat.3739
Saba, N., Jawaid, M., and Asim. M. (2016b) . "Recent Advances in Nanoclay/Natural
Fibers Hybrid Composites,"in: Nanoclay Reinforced Polymer Composites:
Natural Fibre/Nanoclay Hybrid Composites, M. Jawaid, Qaiss. A, and R. Bouhfid
(eds.), Springer Science+Business Media,Singapore Pte Ltd., Singapore. pp1-28,
DOI: 10.1007/978-981-10-0950-1

Saba et al. (2016). “Epoxy nanocomposites,” BioResources 11(3), 7721-7736.

7735

PEER-REVIEWED ARTICLE

bioresources.com

Saba, N., Paridah, M. T., Abdan, K., and Ibrahim, N. A. (2016c). “Effect of oil palm nano
filler on mechanical and morphological properties of kenaf reinforced epoxy
composites,” Construction and Building Materials 123, 15-26. DOI:
10.1016/j.conbuildmat.2016.06.131
Schaefer, D. W., and Justice, R. S. (2007)."How nano are nanocomposites?''
Macromolecules 40(24), 8501-8517
Sun, D., and Yao, Y. (2011). “Synthesis of three novel phosphorus-containing flame
retardants and their application in epoxy resins,” Polymer Degradation and Stability
96, 1720-1724. DOI: 10.1016/j.polymdegradstab.2011.08.004
Yang, S. Y., Lin, W. N., Huang, Y. L., Tien, H. W., Wang, J. Y., Ma, C. C. M., Li, S. M.,
and Wang, Y. S. (2011). “Synergetic effects of graphene platelets and carbon
nanotubes on the mechanical and thermal properties of epoxy composites,” Carbon
49, 793-803. DOI: 10.1016/j.carbon.2010.10.014
Zare, Y. (2016a). "Modeling the yield strength of polymer nanocomposites based upon
nanoparticle agglomeration and polymer–filler interphase," Journal of Colloid and
Interface Science 467,165-169. DOI:10.1016/j.jcis.2016.01.022
Zare, Y. (2016b). "Study of nanoparticles aggregation/agglomeration in polymer
particulate nanocomposites by mechanical properties," Composites Part A: Applied
Science and Manufacturing 84, 158-164. DOI:10.1016/j.compositesa.2016.01.020
Article submitted: April 21, 2016; Peer review completed: July 10, 2016; Revisions
received: July 13, 2016: Revisions accepted: July 17, 2016; Published: August 1, 2016.
DOI: 10.15376/biores.11.3.7721-7736

Saba et al. (2016). “Epoxy nanocomposites,” BioResources 11(3), 7721-7736.

7736

