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Extraction of Microcrystalline Cellulose from Oil Palm Trunk
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Microcrystalline cellulose (MCC) was extracted from two types of oil palm trunks (OPT) fibers. The first 
sample was the leftover of OPT fibers after the sap was being squeezed out while the second sample was the 
leftover OPT fibers after the starch was being extracted. The chemical compositions of the two types of OPT 
fibers were analyzed using TAPPI standards for their extractives, holocellulose, α-cellulose, and lignin contents. 
Several analyses were carried out including scanning electron microscope (SEM), zeta potential, X-ray diffraction 
(XRD) and thermogravimetric analysis (TGA) to determine the morphological, dispersion stability, crystallinity 
and thermal stability of the OPT fibers, respectively. Some changes were observed on the surface of oil palm 
trunk fibers and intensities in the sample spectra after acid hydrolysis. The XRD results showed an increase in 
crystallinity value and reached 65% after acid hydrolysis for both MCC compared to their raw OPT fibers. The 
TGA results of both samples MCC exhibited lower thermal stability after acid hydrolysis compared to the raw 
OPT fibers. The obtained MCC has a potential to be used in high composite material processing.
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1.　Introduction
The microcrystalline cellulose (MCC) is defined as 

the purified, partially depolymerized cellulose prepared by 
treating α-cellulose, which was obtained as a pulp from any 
fibrous plant material with mineral acids 1). The MCC has 
the degree of polymerization typically less than 400 and the 
material that has a particle size of less than 5 µm which is 
not more than 10 % 2). The MCC is produced at a huge scale 
through acid hydrolysis of wood and cotton cellulose. The 
MCC from different sources has different properties since it 
has a different crystallinity index, moisture content, surface 
area, porous component and molecular weight 3). Different 
types of natural celluloses have been investigated by other 
researchers such as bleached kraft bagasse pulp, bleached 
soda pulp rice straw pulp 3), banana waste 4), oil palm frond 5), 
bagasse and rice straw 6), cotton linters 7), and Alfa fibers 8). 

The MCC plays an important role as an ingredient in 

the pharmaceutical, food, cosmetic and other industries. It 
is used widely as the anti-caking agent, a fat substitute, an 
emulsifier, an extender and a bulking agent. Besides, MCC 
is also being used in oil drilling paints, shields from heat and 
even flame-resistant board 9). 

Compared to other lignocellulosic materials, oil 
palm tree contains very high levels of carbohydrates. The 
carbohydrates that can be found in the oil palm trunks 
(OPT) are usually in the form of sugar form that contains 
cellulose, starch, hemicelluloses, and lignin 10). Presence 
of high levels of sugar (10% free sugar) and starch (25%) 
inside the oil palm trunk, makes them suitable to be used 
in industries such as paper making and manufacturing 
binderless panels 11). Generally, the holocellulose is made 
up of hemicellulose and cellulose. The OPT contain high 
cellulose content, thus, can be suitable materials for the 
production of microcrystalline cellulose. The objective of 
this study therefore is to extract MCC from oil palm trunk 
using a combination of chemical and mechanical treatment 
followed by sulfuric acid hydrolysis. 
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2.　Experimental
　2.1　Material

The OPT were obtained from the oil palm plantation 
in Kuala Selangor. The OPT, then were sawn into discs, 
chopped, dried and later were ground into particles and 
passed the screening process of 1000 µm by using the 
Willey Mill. There were two types of samples prepared 
from the oil palm trunks. The first sample was the leftover 
of OPT fibers after their sap was squeezed out (denoted 
as OPT P1) while the second was the leftover OPT fibers 
after their starch was extracted (denoted as OPT P2). 
Both samples were placed in an oven at 50 °C for one night 
before being ground into 0.3 mm size of powder form. Both 
samples were placed inside the sealed plastic bag at room 
temperature.

　2.2　Preparation of microcrystalline cellulose
The isolation of microcrystalline cellulose from the 

oil palm trunks was done by undergoing several processes 
following the procedure from previous researchers with 
some modification as described in our previous work 12) 13). 
About 40 g of sugar free oil palm trunk fibers were 
weighed to undergo soxhlet extraction process. The soxhlet 
extraction was done for 4 h by using toluene to ethanol with 
a ratio by volume of 1:2 to remove the extractive from the 
fibers. Then, the extracted fibers were left air dried under 
the room temperature condition. The extractive free fibers 
were soaked four times in sodium chlorite (NaClO2) solution 
with an acetic acid at 70 °C water bath for 3 h then washed 
with distilled water. Potassium hydroxide (KOH) solution 
was prepared with 6 weight % to remove the hemicelluloses 
from the extracted fibers by soaking it in KOH solution and 
then kept in the refrigerator for 24 h. The cellulose was 
rinsed with distilled water again. After that, the purified 
cellulose was hydrolyzed in 210 mL of 64% sulfuric acid 
(H2SO4) solution under strong agitation at 45 °C for 1 h. The 
acid hydrolysis process was terminated by adding 400 mL 
of cold water into the precipitate solution. The precipitate 
solution is diluted with distilled water until pH 5. The 
precipitate, then, underwent dialysis process for 3 days until 
the pH became constant. It was homogenized for 30 min, 
sonicated and freeze dried until it really dried up. The step 
was repeated for starch free oil palm trunk fiber sample. 

　2.3　Chemical composition
The chemical components of the OPT fibers were 

investigated. Preparations of extractive free samples 
were conducted according to TAPPI 264 cm-97 14) with a 
modification of the solvent ethanol-toluene ratio of 2:1. The 

holocellulose content was based on the method of Wise et 
al. (1946) 15). The cellulose content was extracted from the 
percentage of holocellulose with 17.5% sodium hydroxide. 
Lignin content of the samples was analyzed according to 
TAPPI 222 om-02 16).

　2.4　Sulfur content and zeta potential
The zeta potential of the MCC was measured at a 

concentration of 0.01% using a zetasizer analyzer model 
Malvern Nano Z Zen 2600. Deionized water was used as 
a dispersant. The microcrystalline cellulose suspensions 
were sonified for 5 min before testing. The sulfur content 
of the MCC was determined by using the ultimate analysis 
technique with an elemental analyzer. Elemental analysis 
was performed mainly to investigate the total sulfur content 
of the MCC after sulfuric acid hydrolysis. It was carried out 
using Perkin Elmer 2400 CHNS/O elemental analyzer.

　2.5　Scanning electron microscopy
Scanning electron microscope (SEM) was employed 

to scan the image of the oil palm trunks (OPT) fibers 
and microcrystalline cellulose to obtain the morphological 
information. The samples were viewed under LEO Supra 
50 VP field emission scanning microscope (FESEM) with 
ultra-high resolution. Prior to viewing all the samples were 
coated with gold using a sputter gold coater. 

　2.6　Thermogravimetric analysis
Thermogravimetric analysis was performed to 

determine the thermal stability of the oil palm trunk 
fibers after the acid hydrolysis of both OPT raw fibers and 
microcrystalline cellulose samples. Perkin Elmer TGA 7 
was used to collect the thermal stability data. The samples 
of 10 to 15 mg were heated under the temperature in the 
range from 25 °C to 800 °C at the heating rate of 10 °C/min 
under a nitrogen atmosphere.

　2.7　XRD analysis
The X-ray diffractometer with Ni-filtered Cu Kα 

radiation with the wavelength of 1.5406 nm was used to 
measure the structural and phase analyses of the both 
samples. Then, the operating voltage and current were 
generated of 40 kV and 30 mA, respectively. After that, 
the samples were scanned at the 2 ° / min with a 2 θ angle 
which ranges from 5 ° to 50 °. The crystallinity index value 
was calculated to quantify the crystallinity of the samples. 
The crystallinity index (CIr) is calculated with the formula 
by Segal 17).
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3.　Results and Discussion
　3.1　Chemical composition analysis 

The chemical composition of the OPT samples was 
depicted in Table 1. There are differences in the chemical 
composition for OPT P1 and OPT P2 fibers where OPT 
P1 sample had higher extractives and lignin contents as 
compared to OPT P2 samples. The difference might be 
due to the loss of sugar and starch during the compression 
process which withdraws the sugar from the oil palm trunk 
as well as the squeezing process where the starch had been 
withdrawn. 

The holocellulose content for the OPT P1 fibers is 
69.04%, which is lower than the OPT P2 sample that is 
75.18%. For the cellulose contents, OPT P1 fibers have 
40.95% and OPT P2 fibers has 41.72%. It is not much 
different between those two samples. The OPT P1 samples 
contain 20.21% lignin contents while for the OPT P2 sample, 
the lignin content is 18.64%. High cellulose content means 
the plant cell wall and the fibers have high strength and 
stability. The chemical composition of the oil palm trunk for 
both samples was within the acceptable limits comparable 
with those of previous research that had been done 
before 18) 19).

　3.2　Morphological studies
 The changes in the morphological structure of 

the cellulose fibers after the acid hydrolysis process were 
observed under scanning electron microscope. Fig. 1 (a 
and b) and (c and d) shows the micrograph of both raw 
OPT P1 and P2 fibers while Fig. 1 (e) and (f) showed the 
micrographs of the microcrystalline cellulose from OPT P1 
and OPT P2, respectively. 

There are some impurities and starch (Fig 1. b and 
d) that can be observed on the surface of the raw of both 
fibers, but after the acid hydrolysis, all these impurities and 
irregularities are being removed as being shown in Fig. 1 (e) 
and (f). The acid hydrolysis process will not only decrease 
the size of the fiber from bundle size into single individual 
fibers, but also increase the surface smoothness of the 
fibers. Thus, it showed that both MCC from OPT P1 and 
P2 fibers are well-defined fibrils.

　3.3　Sulfur content and zeta potential
Table 2 listed the sulfur content, zeta potential value, 

and crystallinity of the OPT samples. The sulfur content 
of OPT P1 MCC was lower (0.47%) as compared to the 
OPT P2 MCC (0.54%). In this study, sulfuric acid with a 
concentration of 64% was used, which is the common acid 
concentration in the acid hydrolysis process. It is interesting 
to point out that at this concentration, the degradation of 
sulfated microcrystalline cellulose to sugars might occur, 
resulting in reduced sulfur content 20). The MCC with sulfate 
groups obtained at an acid concentration of 64% having 
yields below 40% and agreeable to the yields reported in 
this study 21).

The stability of the MCC suspensions can be derived 
from the zeta potential of the suspensions as reported in 
Table 2. The incorporation of the sulfate groups on the 
surface of the cellulose induces a negative electrostatic 
repulsion layer resulting in a more stable suspension 20) 22). 
As shown in Table 2, the average zeta potential value of 

Table 1　Chemical composition of OPT fibers

Chemical 
Composition (%)

Materials
OPT P1 OPT P2

Extractives 11.93 6.41
Holocellulose 69.04 75.18
α-cellulose 40.95 41.72
Lignin 20.21 18.64

Fig. 1　SEM micrographs of (a and b) raw OPT P1 (c and d)) raw 
OPT P2 e) OPT P1 MCC f) OPT P2 MCC

Table 2 Sulfur content, zeta potential, and crystallinity of OPT 
MCC fibers

Materials
OPT P1 MCC OPT P2 MCC

Sulfur content (%) 0.47 0.54
Zeta Potential (mV) -27.1 -36.1
Crystallinity (%) 64.66 64.63
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the MCC from OPT P1 is -27.1 mV, lower than -36.1 mV for 
MCC from OPT P2. For the negative charge, the larger 
the absolute value of zeta potential is the better suspension 
stability that can be achieved due to the electrostatic 
repulsion between the nanoscale particles 23). This shows 
that the OPT P2 MCC has higher dispersion stability as 
compared to the OPT P1 MCC. The dispersion difference 
between both MCC could be related to the possibility of 
entanglement of the particle.

　3.4　XRD analysis
The X-ray diffraction analysis is used to determine 

the percentage of crystallinity of the microcrystalline 
cellulose that was isolated from OPT P1 fibers and OPT 
P2 fibers. Basically, cellulose compounds are composed of 
lignin, hemicellulose, and α-cellulose. Cellulose is known as 
crystalline in nature while for lignin is amorphous in nature. 
Fig. 2 exhibits the XRD thermograms of all samples tested. 
The crystallinity index for raw OPT P1 and OPT P2 are 
45.52% and 44.59%, respectively. After the acid hydrolysis 
process, the crystallinity index for the microcrystalline 
cellulose of both OPT P1 and OPT P2 has increased 
which are 64.66% and 64.63%, respectively. The results for 
crystallinity index is not much different from the previous 
work with the same materials from raw OPT, which have 
47.18% and 69.61% for the nanocellulose OPT after the acid 
hydrolysis 13).

The crystalline structure of cellulose is very 
important to determine the elasticity, rigidity, thermal 
stability and absorption 24). From the results, it can be said 
that the sulfuric acid attacked the amorphous region of the 
cellulose and then increased the crystallinity index. The acid 
hydrolysis also removed the non-celluloses polysaccharides 

such as hemicelluloses and lignin matrix which was 
surrounded the cellulose fibers.

　3.5　Thermal analysis
The thermal stability of the raw OPT fibers and 

microcrystalline cellulose after the acid hydrolysis process 
was shown in Fig. 3. Fig. 3 (a) and (b) shows the TGA and 
DTG curves for all the materials tested. Generally, the oil 
palm trunks which being a lignocellulosic materials start 
to loss weight at 50 °C due to the evaporation of water. 
The first degradation of the cellulose onset is due to the 
evolution of the non-combustible gasses such as carbon 
dioxide, carbon monoxide, formic acid and acetic acid. Then, 
the second degradation of the cellulose is because of the 
pyrolysis and evolution of the combustible gasses 25). For 
the raw samples of OPT, the samples are having 3-steps 
of degradation. The first degradation started when the 
temperature is less than 150 °C where the evaporation of 
water occurred in this step. Then, at the temperatures of 
190 °C - 380 °C, the hemicellulose started to degrade. The 
cellulose started to degrade at 280 °C - 400 °C.  When the 

Fig. 3　TGA and DTG curves of all samples
Fig. 2 XRD curves of a) raw OPT P1 b) OPT P1 MCC c) raw 

OPT P2) d) OPT P2 MCC
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temperatures reached 170 °C to 600 °C the lignin and others 
inorganic materials degraded. The raw OPT P1 started to 
degrade at 275.24 °C while the raw OPT P2 degraded at 
274.00 °C and the MCC of P1 sample start to degrade at 
254.95 °C and MCC for P2 start to degrade at 260.94 °C. 
The thermal degradation temperature for the MCC of the 
OPT P1 and OPT P2 samples are lower than the raw OPT 
might be due to the sulfate group that formed onto the 
cellulose chains during the acid hydrolysis process by using 
the sulfuric acid 12) 26).

The weight losses for the MCC of P1 and P2 samples 
are higher than the raw samples of OPT for P1 and P2. 
This may be due to the removal of the lignin content 
during acid hydrolysis. The degree of crystallinity will 
also influence the thermal stability of the natural fibers. 
When the crystallinity index of the materials increased, 
the thermal degradation temperature also increased 27). The 
reduction in the molecular weight of the materials also will 
increase the thermal decomposition temperature. This is 
due to the dissolving of the amorphous region during acid 
hydrolysis process which makes the materials resistant to 
degrade although the temperature is kept on increasing 5) 28).

The acid hydrolysis will attack the crystalline 
region of the cellulose, which can be explained when the 
temperature is increased to 500 °C, the curves show the 
straight line due to the presence of the carbonaceous 
materials as the remaining residue 29). Due to the high 
crystalline region in the cellulose, the cellulose has the 
intrinsic flame resistant properties, thus contribute to 
the high residue. Besides, the decrease in the degree of 
polymerization also can cause the thermal degradation. 
It can be concluded that both OPT P1 and OPT P2 
microcrystalline cellulose have a good thermal stability, 
which can be applied in the composites industry. 

4.　Conclusion
Based on the findings in this study, microcrystalline 

cellulose was successfully extracted from the oil palm 
trunk (OPT) by acid hydrolysis. Results showed that the 
surface of the MCC was smooth and free of irregularities 
after acid hydrolysis. The XRD analysis showed that 
crystallinity increased after acid hydrolysis, showing that 
the crystalline nature of the isolated MCC from both OPT 
P1 and OPT P2 were 65%. The thermal stability of both 
MCC increased after acid hydrolysis compared to the 
raw. After removal of the lignin and hemicelluloses the 
crystallinity of the materials also has increased. The OPT 
P2 MCC (the leftover OPT fibers after their starch were 
being extracted) showed better crystallinity and thermal 
properties compared to OPT P1 MCC (the leftover of OPT 

fibers after their sap were being squeezed out).

　Acknowledgment
The authors acknowledge Universiti Sains Malaysia 

for a postdoctoral fellowship awarded to Dr. Junidah 
Lamaming and the Research University grant (1001/
PTEKIND/811255) in funding for this research.

References
 1） Food and Agriculture Organization (FAO) of the United 

Nations, 1996, http://www.fao.org/docrep/W6355E/
w6355e01.htm (Last accessed May 18, 2016)

 2） Vanhatalo, K.; Dahl, O., Bioresources, 9(3), 4729-4740 
(2014)

 3） El-Sakhawy, M.; Hassan, M. L., Carbohyd Polym, 67(1), 
1-10 (2007)

 4） Elanthikkal, S.; Gopalakrishnapanicker, U.; Varghese, S.; 
Guthrie, J. T., Carbohyd Polym, 80(3), 852-859 (2010)

 5） Mohamad Haafiz, M. K.; Eichhorn, S. J.; Hassan, A.; 
Jawaid, M., Carbohyd Polym, 93, 628-634 (2013)

 6） Ilindra, A.; Dhake, D. J., Indian J Technol, 15(5), 497-499 
(2008)

 7） Nada, A. A. M. A.; El-Kady, M. Y.; El-Sayed, E. S. A.; 
Amine, F. M., Bioresources, 4(4), 1359-1371

 8） Trache, D.; Donnot, A.; Khimeche, K.; Benelmir, R.; 
Brosse, N., Carbohyd Polym, 104, 223-230 (2014)

 9） Tuason ,  D.  C . ;  Krawcyzk ,  G .  R . ;  Bu l iga  G . , 
Microcrystalline cellulose, in : Food Stabilisers, 
Thickeners and Gelling Agents, A. Imeson (ed.), Wiley-
Blackwell, Chichester, United Kingdom, 2009

 10） Murai, K.; Uchida, R.; Okubo, A.; Kondo, R., Mokuzai 
Gakkashi, 55, 346-355(2009)

 11） Hashim, R.; Wan Nadhari, W. N. A.; Sulaiman, O.; 
Kawamura, F.; Hiziroglu, S.; Sato, M.; Tay, G. S.; Tanaka, 
R., Mater. Design, 1, 246-254 (2011)

 12） Fahma, F.; Iwamoto, S.; Hori, N.; Iwata, T.; Takemura, A., 
Cellulose, 17, 977-985 (2010)

 13） Lamaming, J.; Hashim, R.; Sulaiman, O.; Leh, C. P.; 
Sugimoto, T.; Nordin, N. A., Carbohyd Polym, 127, 202-
208(2015)

 14） TAPPI Test Method, Tappi T 222 om-02. Acid-insoluble 
lignin in wood and pulp.Technology Park Atlanta: 
TAPPI Press, 2002

 15） Wise, L. E.; Murphy, M.; D’Addieco, A. A., Paper Trade 
Journal, 122(2), 35-42 (1946)

 16） TAPPI Test Method. Tappi T 264 cm-97. Preparation of 
wood for chemical analysis. Technology Park Atlanta: 
TAPPI Press, 1997

 17） Segal, L.; Creely, J. J.; Martin, A. E.; Conrad, C. M., Tex 
Res J, 29(10), 786-794 (1959)



518 J. Jpn. Inst. Energy,  Vol. 96,  No. 11,  2017

 18） Abdul Khalil, H. P. S.; Siti Alwani, M.; Ridzuan, R.; 
Kamarudin, H.; Khairul, A., Polym-Plast Technol, 47, 
273-280 (2008)

 19） Lamaming, J.; Sulaiman, O.; Sugimoto, T.; Hashim, R.; 
Said, N.; Sato, M., Bioresources, 3, 3358-3371(2013)

 20） Chen, L.; Wang, Q.; Hirth, K.; Baez, C.; Agarwal, Y. P.; 
Zhu, J. Y., Cellulose, 3, 1753-1762 (2015)

 21） Wang, Q. Q.; Zhu, J. Y.; Reiner, R. S.; Baxa, U.; McNeil, S. 
E., Cellulose, 19, 2033-2047(2012)

 22） Corrêa, A. C.; de Morais Teixeira, E.; Pessan, L. A.; 
Mattoso, L. H. C., Cellulose, 17, 1183-1192 (2010)

 23） Yu, H.; Qin, Z.; Liang, B.; Liu, N.; Zhou, Z.; Chen, L., J 
Mater Chem, 1, 3938-3944 (2013)

 24） Kasprzyk, H.; Wichlacz, K., Acta Scientiarum Polonorum 
Silvarum Colendarum Ratio et Industria Lignaria, 3(1), 73-

84 (2004)
 25） LeVan, S. L., Thermal degradation, in: Schniewind, A. P. 

(Ed.), Concise Encyclopedia of Wood and Wood-Based 
Materials., 1ed. Pergamon Press, Elmsford, New York, 
pp. 271-273, 1989

 26） Wang, N.; Ding, E.; Cheng, R., Polymers, 48, 3486-3493 
(2007)

 27） Bruce, P. R.; Bair, H. E.; Vyazovkin, S.; Gallagher, P. 
K.; Riga, A., Thermogravimetric Analysis (TGA), in: 
Menczel, J. D., Prime. R. B. (Eds.), John Wiley & Sons, 
pp. 241-317, 2008

 28） Mandal., A.; Chakrabarty, D., Carbohyd Polym, 76, 94-99 
(2011)

 29） Sundari, M. T.; Ramesh, A., Carbohyd Polym, 87, 1701-
1705 (2012)


