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Abstract 

The increasing global demand for clean energy has made it imperative to explore and exploit 

unconventional oil and gas resources. Twenty-five percent of the sedimentary rocks in Peninsular 
Malaysia are Paleozoic shales. Nevertheless, no work has been carried out on shales in the Kroh 

Formation as regards their mineralogical composition and the effect of minerals in the hydraulic 

fracturing. Representative samples of black shales from the Kroh Formation were analyzed using 
X-ray diffraction (XRD) and Field Emission Scanning Electron Microscope (FE-SEM) with energy 

dispersive X-ray (EDX). The mineralogical composition of the shales has an important effect on 

the competency of rocks, for drilling and for hydrocarbon production. The FESEM results showed 
that the shale samples mainly comprised kaolinite which appears as booklets and quartz as round 

grain with small oval depressions of vary grain sizes. The elemental compositions of the shale 

samples determined by EDX confirm the minerals identified by FESEM. XRD and FESEM results 
both identified the minerals as illite, chlorite, pyrite, and a minor amount of dolomite, feldspar, and 

calcite.  Knowing the clay minerals composition of the shale can be useful in planning for drilling 

and hydraulic fracturing. 
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1. Introduction  

 Shale is a fine grain sedimentary rock, containing different types of clay minerals such as 
illite and kaolinite and non- clay minerals such as quartz and pyrite [1]. Shales are structurally 
fissile, which give them the tendency to split along relatively smooth surfaces parallel to the 
bedding plane. Black shale is a dark-colored mud rock containing organic matter, silt- and 
clay-sized mineral grains that accumulate together [2]. A shale gas reservoir comprises not of 

a single lithology but a collection of fine-grained rocks capable of storing significant amounts 
of gas. Most of the black shales are marine and may have a real extent of thousands of square 
kilometers. Unconventional hydrocarbon resource has become an interesting field of study and 
especially for it as source rocks which can also turn to be excellent reservoirs for generation 
and accumulation [3].  

Exploration and production of gas from fine-grained rocks such as shale, contemporaneous 

with technology advancement facilitated exploration of black shale and made them cost ben-
efit. During the last few years, a major concern has been given to unconventional oil and gas 
shales. Black shales have attracted interest from researchers primarily because of their eco-
nomic importance in terms of hydrocarbon development potential [4]. Mineral composition and 
texture can be critical properties that influence the potential of shales, particularly for drilling 

and production [5]. The mineral contents of the rocks in an unconventional reservoir are im-
portant when the operators want to perform hydraulic fracture operations successfully. The 
presence of expandable clays like smectite causes problems during drilling due to swelling of 
the clays. Fractures are more common and created more easily in carbonate-rich and silica-
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rich than in clay-rich shales. Mineralogy alone maybe the first deciding factor when assessing 
the economic exploitation potential of a shale reservoir [6].  

Generally, rocks with low clay and high quartz content have low Poisson’s Ratio and high 
Young’s Modulus, thus making them more brittle and more prone to natural fractures and are 
good for fracking [7]. Many Paleozoic black shales are rich in quartz and can be regarded as 

siliceous shales or marlstones. Shale can vary considerably in kerogen type, thermal maturity, 
and mineralogy [8-9]. In spite of the fact that Paleozoic black shales are old and their organic 
matter and degree of maturation might have been changed by diagenesis/metamorphism, 
these shales attract attention as potential unconventional oil and gas resources [10-12]. 

Twenty five percent of sedimentary rocks from Peninsular Malaysia are Paleozoic shales [13]. 

These black shale formations are exposed in areas such as Langkawi, Kedah, Perlis, North 
Perak, and many other areas in Malaysia. These areas have been mapped by the Minerals and 
Geoscience Department, and the lithology and stratigraphy have been studied extensively [14-19]. 
However, the mineralogy and petrography of these shales have not been studied in detail. 
Therefore, this study is designed to characterize the mineral composition and petrographic 
texture of the shale in order to get an idea about the hydraulic fracturing potential based on 

the minerals that present in the shale. 

2. Geological setting 

Paleozoic rocks are mainly marine and account for about 25% by area of Peninsular Malay-
sia. The Paleozoic formations of Peninsular Malaysia are distributed in three northwesterly to 
northerly trending zones parallel to the general elongation trend of the Peninsula [13]. They 

are the Western Belt, Central Belt and Eastern Belts (Figure 1). Each of these Belts is charac-
terized by distinctive tectonic, stratigraphy structure and sedimentary history.  

 

Fig 1. Simplified geological map of the Malay Peninsula 

showing the study area (after Tate et al. [30]) 

The Western Belt forms a portion 
of the Sibumasu Terrane, derived 
from the NW Australian Gondwana 

margin within the late Cambrian- 
Early Permian. The Central and East-
ern belts represent the Sukhothai Arc 
constructed within the Late Carbonif-
erous-Early Permian on the margin of 

the Indochina Block (derived from 
the Gondwana margin in the Early 
Devonian) [18].  

Paleozoic rocks of the Western 
Belt are distributed at foothills along 

both flanks of the Main Range granite 
batholith stretching from the Malay-
sian–Thai border southwards to Ma-
lacca. The Northwestern Zone of the 
Western Belt covers Langkawi, 
Kedah, and Perlis and these are 

mainly shallow-marine shelf sedi-
ments [17]. Lower Paleozoic rocks are 
confined to the Western Belt, while 
the Upper Paleozoic rocks occur in 
the Central and Eastern Belts. 
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The Kroh Formation is part of the Baling Group. It is characterized by the Early – Middle 
Silurian and Lower Devonian graptolites, and the Early – Middle Devonian Tentaculites. The 
Mahang Formation in Kedah is equivalent to the Kroh Formation in Upper Perak. The Kroh 
Formation is overlain by the Upper Paleozoic rocks. The Upper Paleozoic rocks were deemed 
as an extension of the Kati Formation [20]. They are extensively exposed in the Pengkalan 

Hulu, Kelian Intan and Kerunai areas in northern Perak. The rock succession extends east-
wards into the Bersia area as mentioned by [21] (Figure 2). Generally, the Kroh Formation is 
composed of black shale, sub-mature arenite, calcareous shale, and limestone.  

 

Fig 2. Location map of the study area (after [20]) 

Table 1. Schematic stratigraphic column of the Betong-Pengkalan Hulu Transect area, Malaysia show-

ing the Kroh Formation [19] 
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The rocks are divisible into four facies: the argillaceous facies, calc-silicate facies, calcare-
ous facies, and minor arenaceous facies. The widely spread argillaceous facies with a consid-
erable amount of carbonaceous content suggests that the deposition of this rock unit occurred 
in a euxinic marine environment. Fine-grained materials indicate long distance transportation 
and the deposition took place in a quiet and undisturbed environment. The absence of benthos 

fossils and bioturbation indicates that the deposition occurred in a deep marine environment. 
The calcareous facies and arenaceous facies with subordinate conglomerate might be depos-
ited in the continental shelf, the relatively shallower part of the depositional basin [19]. 

3. Material and methods 

Twelve representative samples were taken from six locations in the Gerik area, Upper Perak 

(Figure 2). They are carbonaceous shale and have been dated and assigned an Upper Ordo-
vician -Lower Devonian age [22]. All the shale samples were subjected to X-ray diffraction 
(XRD) and Field emission scanning electron microscope (FESEM) studies. XRD analysis is a 
useful method to identify minerals that are present in the shales. Shale samples were ground 
using a milling machine into powder, and the powder was analyzed using a Bruker D8 Discover 
X-ray Diffractometer according to the Hardy and Tucker method [23]. Field emission scanning 

electron microscopy (FE-SEM) is a known tool for investigating and imaging the microstructure 
of rocks [24-27]. The method depends on the interaction of the electrons emitted by the FESEM 
with the atoms that make up the sample producing signals that contain information about the 
sample surface topography, composition, and properties such as electrical conductivity. Sam-
ple preparation includes polishing the sample into thin blocks and then coating with gold. 

Energy-dispersive spectrometry( EDX ) technique was used to determine the elemental com-
position of the sample. 

4. Results and discussion 

4.1. X- Ray diffraction (XRD) 

XRD was used to identify the clay minerals and other minerals present in the shale samples.  
The results of all shale samples from the Kroh Formation have a mineralogical composition 
which typically consists of kaolinite, illite, and non- clay minerals such as quartz. A large 
quantity of illite usually indicates older rocks. All of these minerals were identified by the fact 

that each mineral has unique fingerprints.  
Kaolinite is a clay mineral, with the chemical composition (Al2Si2O5(OH)4). It is a layered sil-

icate mineral, with one tetrahedral sheet of silica (SiO4) linked through oxygen atoms [28], 
which has diffraction at 7.3Aº basal spacing [23]. Figure 3 shows the XRD result for one sample.  
Kaolinite is present in variable quantities in all shale samples. The XRD peak suggests that the 

kaolinite is a clear crystal. 
Quartz is very common in shales and is present in all the samples as shown in Figure 3. 

The quartz has diffractions at 4.2 Aº and 3.3 Aº. The intensities of XRD peaks suggest that 
quartz is dominant in all the samples. The quartz produced the highest peaks as compared to 
the other minerals. The height of the peaks produced by a certain mineral does not indicate 

its quantity. It just shows that the mineral has a good crystalline form [29]. 
The presence of quartz will be good for hydraulic fracturing because fractures form more 

readily and more widespread in carbonate-rich and silica-rich shales. Other minerals identified 
from the XRD analysis include calcite, alkaline feldspar, siderite, dolomite, smectite, musco-
vite, goethite and pyrite (Figure 3). Table 2 shows the mineralogical composition of 12 rock 

samples in the Kroh Formation which were analyzed by XRD. 
The qualitative analyses of mineral employing a search/match program become increas-

ingly challenging when the mineral is a mixture of several phases, rendering the diffraction 
pattern complex.  
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Fig 3. The XRD peak of shale from the Kroh Formation in the KR-3 samples 

Table 2. Mineralogical composition of 12 rock samples from the Kroh Formation determined by XRD  

4.2. Field Emission Scanning Electron Microscope with energy dispersive X-ray 
(SEM-EDX) 

Field Emission Scanning electron microscopes (FE-SEM) with energy dispersive X-ray (EDX) 
were employed to measure the surface topography, microstructure, and chemical composition 
of rock samples. The FESEM-EDX analysis was carried out on the twelve shale samples from 
the Kroh Formation. Figure 4 shows the images of shale samples at different magnification 
factors. The crystal structure can be clearly observed with increasing magnification. 

Kaolinite appeared as pseudo hexagonal plates or books in the SEM result (Figure 5 A). The 
presence of kaolinite was also confirmed by EDX techniques. Results showed that the shale 
samples are dominated by silica, oxygen, and aluminum (Al 2Si 2O 5(OH)4) and the weight 
concentration of Si and Al confirmed their identification as kaolinite (Figure 5B). In the SEM, 
the quartz appeared as rounded grain with small oval depressions and different grain sizes 

(Figure 6.A). The presence of quartz is also confirmed by EDX techniques. Results showed that 
the elemental composition of the shale samples is dominated by silica and oxygen (Si-O), and 
they have high peaks in the spectrum as shown in Figure 6.B. Addition, the weight concentra-
tion of these elements is high compared to the other elements present in the samples. 

Sample ID Quartz Kaolinite Illite Feldspar Pyrite Dolomite Smectite 

KR-1              

KR-2          

KR-3            

KR-4            

KR-5             

KR-6          

KR-7             

KR-8            

KR-9           

KR-10          

KR-11           

KR-12           
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Fig 4. Images of shale samples from the Kroh Formation. (A) Quartz appeared as rounded grain with 

small oval depressions. (B) Quartz appeared as large grains. (C) Quartz appears as different grain size. 
(D) Kaolinite appeared as pseudo hexagonal plates or books 

 

Fig 5. (A). Kaolinite appeared as pseudo hexagonal plates or books in sample KR-3. (B). EDX Spectrum 

Analysis of KR-3 for kaolinite show the elemental composition of the shale sample  
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Fig 6. (A). SEM image of sample KR-5 shale sample shows the quartz appeared as large grains. (B). EDX 
Spectrum Analysis of sample KR-5 for quartz 

5. Conclusion 

An integrated mineralogical and petrographic investigation of the shale samples from the 
Kroh Formation in the Upper Perak was performed to determine the minerals and the mor-
phology of the minerals present in the shale. Knowing the composition in the shales of the 

shale can be useful in planning for drilling and hydraulic fracturing. 
FESEM were used to identify minerals to determine the chemical composition of the miner-

als present in the shale. Shale is the most abundant sedimentary rock and is a combination 
of a wide variety of minerals that clay minerals found in the samples tested are illite, kaolinite 
and the non- clay minerals are quartz and pyrite.  The peaks of the quartz are highly diffracted 

because quartz has good crystalline form and shows larger peaks. On the other hand, clays 
do not diffract as well because they do not have good crystalline form and consequently, their 
peaks are lower than that of quartz.  

The peak height of the quartz does not reflect the quantity. It just means that the quartz 
has a good crystalline form. It is difficult to get the quantitative mineral composition of the 

clays. The reason is that they do not have good crystalline forms and do not diffract well.  

Acknowledgment  

The authors would like to acknowledge the support providing by the PRF project “Advanced 
Shale Gas Extraction Technology Using Electrochemical Methods.” 

References 

[1] Peters EJ. Petrophysics: Department of Petroleum and Geosystems Engineering. The Text note of 
the University of Texas at Austin 2004. 

[2] Swanson VE, Swanson VE. Geology and geochemistry of uranium in marine black shales: a review, 
US Government Printing Office 1961, Washington, DC. 

[3] Shoieb MA, Sum CW, Abidin NSZ, Bhattachary SK. The organic geochemical characterization: An 
indication of type of kerogen and maturity of early–Mid Jurassic shale in the Blue Nile formation.  
AIP Conference Proceedings, 2018. AIP Publishing, 030013. 

[4] Wignall PB. Black shales. Oxford University Press 1994, USA ISBN0198540388. 
[5] Shoieb MA, Abidin NSZ, Sum CW, Ibrahim Y. Mineralogical and Petrographic Characterization: An 

Indication of Fractability of Shale Gas Reservoir in the Blue Nile Basin, Sudan. ICIPEG 2016, DOI 
10.1007/978-981-10-3650-7_21. 

 

Fig 6 (A). SEM image of sample KR-5 shale sample shows the quartz appeared as large grains. (B). EDX 

Spectrum Analysis of sample KR-5 for quartz. 

1027



Petroleum and Coal 

                        Pet Coal (2018); 60(5): 1021-1028 
ISSN 1337-7027 an open access journal 

[6] Sondhi N. Petrophysical characterization of Eagle Ford shale. Ph.D. Thesis 2011, University of Ok-
lahoma, Oklahoma. 

[7] Elgmati M. Shale gas rock characterization and 3D submicron pore network reconstruction. Masters 
Theses. 6735, http://scholarsmine.mst.edu/masters_theses/6735. 

[8] Aplin AC, MacQuaker JH. Mudstone diversity: Origin and implications for source, seal, and reservoir 
properties in petroleum systems. AAPG bulletin, 2011; 95: 2031-2059. 

[9] Eseme E, Krooss B, Littke R. 2012. Evolution of petrophysical properties of oil shales during high-
temperature compaction tests: Implications for petroleum expulsion. Marine and petroleum geol-
ogy, 2012; 31: 110-124. 

[10] Pashin JC, Kopaska-Merkel DC, Arnold AC, McIntyre MR, Thomas WA. Gigantic, gaseous mushwads 
in Cambrian shale: Conasauga Formation, southern Appalachians, USA. International Journal of 
Coal Geology, 2012; 103: 70-91. 

[11] Soua M. Paleozoic oil/gas shale reservoirs in southern Tunisia: An overview. Journal of African 
Earth Sciences, 2014; 100: 450-492. 

[12] Baioumy H, Ulfa Y, Nawawi M, Padmanabhan E, Anuar MNA. Mineralogy and geochemistry of Pal-
aeozoic black shales from Peninsular Malaysia: Implications for their origin and maturation. Inter-
national Journal of Coal Geology, 2016; 165: 90-105. 

[13] Yee FK. The Palaeozoic sedimentary rocks of Peninsular Malaysia-stratigraphy and correlation. 
Workshop on Stratigraphic Correlation of Thailand abd Malaysia Haad Yai, Thailand 8-10 Septem-
ber, 1983, https://gsm.org.my/file/SCTM_01.pdf. 

[14] Burton C. The Baling group/Bannang Sata group of the Malay/Thai Peninsula. Journal of Southeast 
Asian earth sciences, 1986; 1: 93-106. 

[15] Jones CR. The geology and mineral resources of the Grik area, Upper Perak. Geological Survey 
Headquarters 1970. 

[16] Foo KY. Geology and Mineral Resources of the Taiping-Kuala Kangsar Area Perak Darul Ridzuan: 
By Foo Khong Yee, Geological Survey Headquarters 1990. 

[17] Cocks L, Fortey R, Lee C. A review of Lower and Middle Palaeozoic biostratigraphy in west penin-
sular Malaysia and southern Thailand in its context within the Sibumasu Terrane. Journal of Asian 
Earth Sciences, 2005; 24: 703-717. 

[18] Metcalfe I. Tectonic evolution of the Malay Peninsula. Journal of Asian Earth Sciences, 2013; 76: 
195-213. 

[19] The Malaysia-Thailand Working Group. Geology of the Pengkalan Hulu-Betong Transect area along 
the malaysia-thailand border, The Malaysia-Thailand Border Joint Geological Survey Committee 
(MTJGSC), 2009. 

[20] Teh G, Hussin AH. 1994. Field Relationships of Rock Units along the Malaysia-Thai Border, Nener-
ing, Hulu Perak. Warta Geologi, 1994; 20(3):244. 

[21] Mohd T, Mohd Zin, Selvarajah. Geology and Mineral Resources of the Kerunai Area, Perak Darul 
Ridzuan. Proceeding of the 24th Annual Geological Conference, 1993; 5: 92 – 106 

[22] Burton CK. The geology and mineral resources of the Baling area, Kedah and Perak. Geol. Sur. 
Malaysia Dist. Mem., 1972; 12: 1–150. 

[23] Hardy R, Tucker M. X-ray powder diffraction of sediments. Techniques in sedimentology, Oxford 
1988:191-228, ISBN: 0632013613. 

[24] Chalmers G, Bustin R, Powers I. A pore by any other name would be as small: the importance of 
meso-and microporosity in shale gas capacity. AAPG Annual Convention and Exhibition, Denver, 
Colorado, 2009.  

[25] Wang FP, Reed RM. Pore networks and fluid flow in gas shales. SPE Annual Technical Conference 
and Exhibition, 2009. Society of Petroleum Engineers. 

[26] Curtis ME, Ambrose RJ, Sondergeld CH. Structural characterization of gas shales on the micro-and 
nano-scales.  Canadian Unconventional Resources and International Petroleum Conference, 2010. 
Society of Petroleum Engineers. 

[27] Schieber J. Common themes in the formation and preservation of intrinsic porosity in shales and 
mudstones-illustrated with examples across the Phanerozoic. SPE Unconventional Gas Conference, 
2010. Society of Petroleum Engineers. 

[28] Pohl WL Economic geology: principles and practice. Metals, minerals, coal and hydrocarbons--in-
troduction to formation and sustainable exploitation of mineral deposits. Springer Science & Busi-
ness Media 2011, ISBN 978-1-4443-3662-7. 

[29] Butt AS. 2012. Shale Characterization Using X-Ray Diffraction. Master of Engineering Thesis 2012, 
Dalhousie University, Dalhousie University Halifax, Nova Scotia. 

[30] Tate RB, Tan DN, Ng TF. Geological Map of Peninsular Malaysia. Scale. 2008. 
  

To whom correspondence should be addressed: Monera Adam Shoieb, Universiti Teknologi PETRONAS, Department 

of Geoscience, Perak Darul Ridzuan, 32610 Seri Iskandar, Tronoh- Malaysia 

1028


	Abstract
	1. Introduction
	2. Geological setting
	3. Material and methods
	4. Results and discussion
	4.1. X- Ray diffraction (XRD)
	4.2. Field Emission Scanning Electron Microscope with energy dispersive X-ray (SEM-EDX)

	5. Conclusion
	References



