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Abstract: The specific surface area is an important parameter to characterize pore structure and
adsorption properties, however, it is difficult to calculate accurately in shale rock due to its mul-
tiscale pore structure. In this paper, the representative 3D gray images of a microfracture sample,
micropore subsample and nanopore subsample in shale rock were obtained with computed tomogra-
phy (CT) scanning and focused ion beam-scanning electron microscopy (FIB-SEM) scanning. The
multi-threshold segmentation algorithm with improved maximum inter-class variance method was
introduced to construct the platform of multi-scale digital rock. Then, based on the fracture, mi-
cropore and nanopore digital rocks, the corresponding network models were extracted to obtain
different-scale pore structures, respectively. Finally, based on the digital rock at different scales,
the corresponding pore percentage, matrix percentage and specific surface area were calculated
respectively. It was found that the specific surface areas of both microfractures and micropores are
small, and their specific surface areas are 2~3 orders of magnitude smaller than that of nanopores,
and the specific surface area of the shale formation is mainly contributed by nanopores. This paper
provides an effective method to calculate the multi-scale specific surface area accurately in shale
rock and has an important influence on the adsorption characteristics and swelling properties of the
shale matrix.

Keywords: microfracture; micropore; nanopore; multi-scale; specific surface area

1. Introduction

The pore structure of shale is complex and includes intragranular pores of organic
matter at the nanoscale, intergranular pores of inorganic minerals at the nano-micro scale,
and natural fractures at the micron-millimeter scale. The specific surface area of shale rock
is an important parameter to characterize the microscopic pore structure, and the specific
surface area has an important influence on the adsorption characteristics and swelling
properties of the shale matrix [1–7].

The specific surface area is defined as the total surface area of pores per unit volume
of the rock:

S =
A
V

(1)

where, A is the surface area of pores, m2; V is volume of the rock sample, cm3.
The existing methods for testing the specific surface area include indirect and direct

methods [8–10]. The indirect method mainly refers to the low-temperature nitrogen ad-
sorption method, where the specific surface area of porous materials is measured according
to the Brunauer-Emmett-Teller (BET) isothermal adsorption theory or Langmuir isothermal
adsorption theory [11]. This gas adsorption method can measure the specific surface area
and pore size of rock; however, the disconnected micropores could not be detected, and
the result usually has low-measurement accuracy and high-measurement error. Direct
methods include X-ray CT and FIB-SEM scanning [12–18]. X-ray CT scanning uses X-ray
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to penetrate the rock and acquire a three-dimensional image to describe the pore-throat
characteristics. According to the different resolutions of CT scanning, different sizes of
samples can be used to obtain the pore-throat structural characteristics at the micron and
submicron scale [19–21]. FIB-SEM scanning uses a focused ion beam to denude the rock and
acquire a series of two-dimensional images continuously at nanoscale, and then combines
them into a three-dimensional image obtained with a combination of 2D images to describe
the three-dimensional pore-throat characteristics of the rock at the nanoscale [22–24].

Either X-ray CT or FIB-SEM scanning can only construct a single scale digital rock,
which is not accurate enough for shale pore characterization with strong heterogeneity. In
order to describe the multiscale pore characteristics, many scholars have investigated the
multi-scale modeling methods, which is mainly classified as image superposition method
and model integration methods [25–29]. Moctezuma et al. introduced a regular network
model to describe the pore space system in cavernous formations with primary bedrock
pores and secondary cavern pores, and the connectivity between cavern pores and the
connectivity characteristics between bedrock pores is further elucidated, this model could
characterize the bimodal distribution of pore size and the simulation results (porosity,
permeability and capillary force curves, etc.) fit the experimental data well for this type of
carbonate rock [30]. Based on different resolution scanned images, a pore network integra-
tion method is proposed by Jiang et al., while high-resolution images was used to generate
an equivalent pore network model by random modeling, and a network model describing
both macropores and micropores was produced by adding links between networks at
different scales [31]. Mehmani and Prodanovic et al. introduced a network fusion approach
which focused on the distribution areas of micropores, a more specific approach was used
to generate micropore areas by refining the macropore network, the basic two-phase flow
characteristics of multi-scale cores could be analyzed by the fused dual pore network, and
the fluid flow characteristics in different systems of micro-pores and macro-pores was
elucidated [32]. Bultrey et al. considered the micropores as “micro-throat” capable of con-
necting larger pores in heterogeneous rock, and the random pore network model including
“micro-throat” was generated to simulate the two-phase flow characteristics [33]. de Vries
et al. constructed a multiscale pore network with the assumption that the microscopic
aggregate domain contains a large number of micropores, these microscopic aggregate
domains were randomly generated and assigned to the macropore domains, the influence
of the aggregate parameters (porosity and permeability) on the dual-porosity pore network
is then analyzed, it is found that the increase of aggregate porosity can cause considerable
tailing in the breakthrough curves; as the permeability of the aggregates increases, it leads
to a change in flow from diffusion-dominated to advection-dominated [34].

However, due to the structure differences between microfractures and matrix pores,
fewer studies are conducted on shale multi-scale spaces that contain both matrix pores and
microfractures. In this paper, based on real shale rock, the representative fracture sample,
micropore subsample and nanopore subsample are scanned by micro-CT and FIB-SEM,
the multi-threshold segmentation algorithm with improved maximum inter-class variance
method is introduced to construct the platform of multi-scale digital rock and pore network.
And the corresponding pore percentage, matrix percentage and specific surface area are
calculated respectively.

2. Materials

The shale sample is selected from the Qianjiang Depression, Jianghan Basin, in mid-
eastern China, which is of the thickness of Cenozoic deposited sediments of approximately
6 km. The main subsiding stage with salt formation deposition is from the Eocene Epoch.
The Qianjiang Formation deposited during the late Eocene Epoch in the isolated salt
lake environment is comprised of approximately 160 cyclothems of alternating salt and
mudstone and/or sandstone with a total thickness of over 3500 m. The Qianjiang Formation
is divided into four members from top to bottom: Eq1, Eq2, Eq3, and Eq4, with a current
brine salinity of 250–330 g/L. The effective source rock with total organic carbon (TOC)
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of 0.4–3.5 wt% contains chemical evaporites such as non-water kainitite, glaserite, and
syngenite rocks; evaporite clastic rocks such as glauberite mudstone; anhydrite rocks; and
clastic rocks [35,36].

In this paper, digital rock scanning is performed on shale sample extracted from the
10th (from the top to bottom) cyclothem of the Eq3 (Eq34–10 cyclothem) inter-salt shale, as
it is the most important target layer for exploration. The buried depth is between 1674.0 m
and 1684.5 m. The reservoir initial pressure is 21.24 MPa with a pressure coefficient between
1.26 and 1.35. The initial reservoir temperature is around 73.4 ◦C.

The sedimentary characteristics of lithofacies association of Eq34–10 cyclothem inter-
salt shale cores are mostly black, grey-black, and grey-brown with a small amount of
grey-white at the bottom, which mainly contains argillaceous dolomite, dolomitic mud-
stone, argillaceous limestone, and mudstone with glauberite interlayers. Shale laminae
are extremely well developed, which are flat and contain no fossils. The distribution of
glauberite is relatively dense at the top and bottom with a thickness of approximately
30–50 cm of glauberite interlayer developed at the top, and the mud content increases in the
middle and the carbonate increases at the top. This distribution reflects high salinity–low
salinity–high salinity lake evolution features. As shown in Figure 1, the lithology of this
sample is argillaceous dolomite, and it develops microfracture and matrix pores with the
porosity of 10.2% and permeability of 22.2 mD, while the main mineral is dolomite with
the content of 62.72%, also, the quartz, illite and sodium feldspar are mixed in it.
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Figure 1. Images of shale sample.

3. Methodology
3.1. Micro CT Scanning

CT scanning technology has been widely used for reservoir structure analysis since
1960s. The principle of CT scanning is to use conical X-rays to penetrate the object and
enlarge the image through an objective lens with different magnifications. During CT
scanning, the transverse translation and vertical lifting of the sample is used to change
the scanning area. The turntable drives the sample to rotate. Every one or two degrees of
rotation, the X-ray irradiates the sample to obtain the projection map. The process of CT
scanning experiment can be described as follows: after fixing the sample, the X-ray source
is turned on and the ray is emitted by the source to pass through the sample, the X-ray
intensity decays and the decayed X-rays are irradiated to the detector, and the signal is au-
tomatically captured and stored by the image acquisition software. Afterwards, the sample
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is rotated at a precise angle by controlling the sample holder, and the attenuated X-rays are
rescanned and recorded, ending the experiment by rotating the sample a cumulative 360◦.
After a series of projection maps obtained after 360 degrees of rotation are reconstructed, the
three-dimensional image of the core sample is obtained. X-rays pass through the rock, they
interact with the atoms of the rock and energy attenuation is caused, while different rock
minerals have different absorption coefficients (i.e., attenuation coefficients) for X-rays, the
composition of rock minerals can be determined by measuring the absorption coefficient
of X-rays. When a beam of X-rays passes through an object, the sum of X-ray absorption
coefficients in its path is reflected in the measurement of the X-ray intensity, as shown in
the following equation.

I = Ioe
−∑

i
µixi

(2)

where, Io is the initial intensity of the X-rays, I is the intensity of the X-rays after passing
through the rock, that is, the intensity of the X-rays after they have been attenuated, i
represents the rock component in the path through which the rays pass, µi, xi are the
attenuation coefficient of the ith component to the X-rays and the length of the component
in the current path of the X-rays, respectively. The principle of CT imaging is based on the
measurement of X-rays passing through a cross-section of the rock, after which a certain
reconstruction method is used to calculate the absorption coefficients, thereby recovering
structural information about the rock cross-section.

Micro-CT imaging technology is an important platform to construct 3D digital rock,
which could image the rock pore space and skeleton, analyze the pore size and connectivity
quantitatively, and characterize the rock pore structure without damaging the sample.

3.2. FIB-SEM Scanning

The FIB-SEM dual beam scanning system is a combination of scanning electron mi-
croscopy and focused ion beam, it improves the traditional two-dimensional scanning
electron microscopy imaging with a single focused ion beam etching by using scanning elec-
tron microscopy imaging and focused ion beam cutting to produce the three-dimensional
image inside the sample. Focused ion beam (FIB) technology is a new technique for focus-
ing ion-beam spots to submicron or nanometer scale and achieving fine beam processing
by the deflection system. Compared with other high-energy particle beam streams, focused
ion beams have larger masses and can cut samples with high-energy and short wavelengths
after accelerated focusing, and focused ion beams can also perform micro/nano processing
of materials and devices, such as etching and deposition. Scanning electron microscopy
(SEM) technology is based on the interaction of high-energy electron and matter to produce
a variety of signals in the sample, such as secondary electrons, back-reflected electrons,
Osher electrons, X-rays, cathode luminescence, absorption electrons and transmission
electrons, etc. These signals are sequentially and proportionally converted to video signals
through the detector, the signal amplification is conducted to adjust the brightness of the
light point and form a scanning electron microscopy image. The SEM image can be used for
secondary electron morphology analysis with high-image resolution, backscattered electron
lining analysis, EDS energy spectrum analysis, etc. FIB-SEM double-beam imaging can
produce the 3D nanoscale images, which can characterize the pore-structure distribution of
tight rock and shale rock at the nanoscale.

In this study, the samples were prepared in the direction of vertical bedding, and the
rock samples were scanned with micro-CT at two scales and FIB-SEM at one scale. Based on
the shale rock, the representative microfracture sample, micropore subsample and nanopore
subsample were drilled and scanned by micro-CT and FIB-SEM to obtain the corresponding
3D gray images. As can be seen in Figure 2a, the voxel resolution of the representative
fracture sample is 14 µm, the voxel size is 600 × 500 × 600, and the physical size is
8.4 mm × 7 mm × 8.4 mm, which mainly characterizes the microfracture structure. As can
be seen in Figure 2b, the voxel resolution of micropore subsample is 2.2 µm, the voxel size
is 600 × 600 × 500, and the physical size is 1.32 mm × 1.32 mm × 1.1 mm, which mainly
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characterizes the micropore structure. As can be seen in Figure 2c, the voxel resolution of
nanopore subsample is 10 nm, the voxel size is 500 × 500 × 300, and the physical size is
5 µm × 5 µm × 3 µm, which mainly characterizes the nanopore structure.
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3.3. Image Processing

The acquired scanning images are binary images, and external disturbances may bring
relatively large errors to the image analysis. During the scanning process, the images
are sometimes dim, or have disadvantages such as inconspicuous contrast and blurred
image frames. Therefore, it is very important to perform preliminary processing of the
image without destroying the useful information in the image. In general, the image is
pre-processed to remove useless information and highlight useful information, which also
lays the foundation for the next step to segment the image more accurately.

(1) Brightness adjustment

If the scanning image acquired in the experiment is dim, the display effect can be
changed by adjusting the brightness of the scanning image. Image brightness adjustment is
a point-processing method, in which a constant is added or subtracted to each pixel in the
scanning image.

(2) Contrast adjustment

In the scanning experiments, the contrast of the obtained scanning image screen is
often not obvious enough or the contrast is too large. When studying the quality of the
input scanning image, it is common to first plot a histogram of the grayscale values of the
entire image.

(3) Sharpening of images

One of the other ways to improve the image quality compared to grayscale conversion
is to sharpen the bleed image. This method removes the “blur” phenomenon that causes
poor image quality and enables the image to be well-defined. The blurring of the image
is caused by the fact that the higher spatial frequency components are weaker than the
lower spatial frequency components, and this effect is manifested in the border parts
(edges) between uniform gray areas. To eliminate blurring, the higher spatial frequency
components can be enhanced. The commonly used sharpening methods are Laplace
sharpening and gradient sharpening, and in fact, Laplace sharpening is equivalent to the
template operation in image processing.

3.4. Image Segmentation

For micro-nanoscale grayscale images of fractures, micropores and nanopores, the
multi-threshold segmentation algorithm with improved maximum inter-class variance
(OTSU) method was introduced to construct the platform of multi-scale digital rock.
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The maximum interclass variance method is used for single-threshold segmentation it-
self [37,38], which is based on the set of a threshold value to obtain the maximum variance
between two classes.

In this paper, this principle was used for multi-threshold segmentation. With setting
the number of total pixels in image X as N, the gray level as L, and the number of pixels
with gray level i as Ni, the probability of each gray level is described as follows:

Pi =
Ni
N

(3)

If m classes exists in the image, there will be m-1 thresholds [t1, . . . , tn, . . . , tm−1] to
classify the image into m classes. These classes are denoted as C0 = [0, 1, . . . , t1], . . . , Cn
= [tn + 1, tn + 2, . . . , tn+1], . . . , Cm−1 = [tm−1 + 1, tm−1 + 2, . . . , L − 1], and the interclass
variance is defined as:

σ2
B = ω0(µ0 − µT)

2 + . . . + ωn(µn − µT)
2 + . . . + ωm−1(µm−1 − µT)

2 (4)

where the probability of each class [C0, . . . , Cn, . . . , Cm−1]:

ω0 =
t1
∑

i=0
Pi

. . .

ωn =
tn+1

∑
i=tn+1

Pi

. . .

ωm−1 =
L−1
∑

i=tm−1+1
Pi

(5)

Average gray level of each class:

µ0 =
∑

t1
i=0 i·Pi

ω0
. . .

µn =
∑

tn+1
i=tn+1 i·Pi

ωn
. . .

µm−1 =
∑L−1

i=tm−1+1 i·Pi

ωm−1

(6)

where, the total average gray level of the image:

µT =
L−1

∑
i=0

i · Pi (7)

The set of thresholds [t1
*, . . . , tn

*, . . . , tm−1
*] is chosen as the optimal threshold, which

could let σ2
B achieve the maximum value.

As shown in Figure 3a, according to the gray level thresholds t1 and t2, the microfrac-
ture gray image is divided into three classes: C0 (microfracture phase), C1 (macro matrix
phase) and C2 (macro skeleton phase). While C0 = [0, 1, . . . , t1], C1 = [t1 + 1, t1 + 2, . . . , t2]
and C2 = [t2 + 1, t2 + 2, . . . , L− 1], the optimal threshold t1*, t2* is chosen to obtain the
maximum value of σ2

B, which could construct the microfracture digital rock.
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4. Results and Discussions 
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Figure 3. Multi-threshold segmentation of micro/nanoscale gray image: (a) Three-phase segmenta-
tion; (b) three-phase segmentation; and (c) two-phase segmentation.

As shown in Figure 3b, according to the gray level thresholds t′1 and t′2, the micropore
gray image is divided into three classes: C’0 (micropore phase), C’1 (micro matrix phase)
and C’2 (micro skeleton phase). While C′0 = [0, 1, . . . , t′1], C′1 =

[
t′1 + 1, t′1 + 2, . . . , t′2

]
and C′2 = [t′2 + 1, t′2 + 2, . . . , L′ − 1], the optimal threshold t’1*, t’2* is chosen to obtain the
maximum value of σ′2B, which could construct the micropore digital rock.

As shown in Figure 3c, according to the gray-level threshold t′′ , the nanopore gray im-
age is divided into two classes: C”0 (nanopore phase) and C”1 (nano-skeleton phase). While
C′′0 = [0, 1, . . . , t′′ ], C1 = [t′′ + 1, t′′ + 2, . . . , L′′ − 1], the optimal threshold t”* is chosen to
obtain the maximum value of σ′′ 2B, which could construct the nanopore digital rock.

As shown in Figure 4, the multi-threshold image segmentation algorithm with im-
proved maximum interclass variance method was used to construct the shale multiscale
digital rock platform at the micro and nanoscale.
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4. Results and Discussions

The single pore scale network model was extracted from the corresponding 3D digital
rock. Pore analysis tools were used to extract pore network model from 3D digital rock.
These analysis tools were developed by Jiang et al. [31,39]. This method extracts the
geometrical/topological network that represents the pore structure of a porous medium,
referred to as the GT-network. The GT-network extraction algorithm involves a number of
steps including: (a) calculation of the 3D Euclidean distance map; (b) clustering of voxels;
(c) extraction of the network of the pore space; (d) partitioning of the pore space; and
(e) computation of shape factor. From this, a geometry and topology equivalent network
model is built with pore sizes, shapes and connectivity based on the 3D digital rock.

During the extraction process of the pore-network model, the real pore space is parti-
tioned into pore and throat elements, and the cross section of each element is characterized
with circular, square and arbitrary triangular shapes. The geometry-topology parameters
of the pores and throats allows a detailed evaluation of the pore network structure. In
the pore network extraction process, the pore space is defined by the maximum inner
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tangent sphere region, and the radius of the pore inner tangent sphere is determined by
the sphere isometric expansion method. Based on the sphere isometric expansion method,
the pore space in the digital rock can be precisely divided into the space occupied by the
pore and throat elements. The pore radius R is the radius of the tangent sphere inside
the pore space. After obtaining the pore space occupied by the pore element, the pore
volume can be obtained by counting the number of pore voxels in this pore body. The pore
volume probability distribution is characterized by the pore radius corresponding to the
pore volume. The throat is defined as a channel connecting each pore. After the division
of pore space, the identification of the throat element is relatively simple, and the throat
space can be obtained after removing the identified pores in the pore space, and each throat
element is isolated from each other, and the volume of the throat element can be obtained
by counting the number of throat voxels in each throat space.

As shown in Figure 5, based on the microfracture, micropore and nanopore digital
rock, the corresponding microfracture and micro/nano pore network models were ex-
tracted to obtain the fracture aperture/pore-throat diameter distribution and coordination
number distribution at different scales respectively (Figures 6 and 7). It was found that
the average fracture aperture is 63.8 µm, the average fracture coordination number is
3.05, and the fracture has the best connectivity. The average diameter of micropores is
5.96 µm, the average coordination number of micropore is 2.11, and the micropore has the
worst connectivity. The average diameter of nanopores is 75.6 nm, the average nanopore
coordination number is 2.88, and the nanopore also has good connectivity.
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Based on the different phases at different scales, the nanopore characteristics of
nanopore digital rock were fused into the micro-matrix phase of the micropore digital
rock, which could obtain the micro/nano pore characteristics. Then, the micro/nano pore
characteristics were further fused into the macro-matrix phase of the microfracture digital
rock, which can totally obtain the microfracture and micro/nano pore characteristics. With
this multiscale digital rock platform, the corresponding specific surface area of the shale
rock can be calculated as follows:

ST = Sm f + Φm1
(
Smp + Φm2Snp

)
(8)

where Sm f denotes the specific surface area of the microfracture digital rock, m2/cm3.
Φm1 denotes the percentage of macro matrix phase in the microfracture digital rock, %.
Smp denotes the specific surface area of micropore digital rock m2/cm3. Φm2 denotes the
percentage of micro matrix phase in micropore digital rock, %. Snp denotes the specific
surface area of nanopore digital rock, m2/cm3.

As shown in Table 1, the corresponding matrix percentage and specific surface area
were calculated based on the digital rock at different scales, and the specific surface area of
multi-scale digital rock was obtained as 3.5837 m2/cm3. It can be found that, the specific
surface area of both microfracture and micropores are small, while their specific surface
area is 2~3 orders of magnitude smaller than that of the nanopores, the specific surface area
of shale rock is mainly contributed by nanopores. Moreover, the large specific surface area
of the nanopores could store a large amount of gas as an adsorbed state, and will increase
the flow resistance, which is not conducive to gas flow.

Table 1. Shale multiscale digital rock physical parameters.

Percentage Specific Surface Area, m2/cm3

Micro-fracture digital rock Micro-fracture 2.02%
0.0011Macro matrix 93.03%

Micropore digital rock Micropore 2.13%
0.0167Micro matrix 86.67%

Nanopore digital rock Nanopore 7.56% 4.4241

Shale multi-scale digital rock 10.10% 3.5837

5. Conclusions

The representative 3D gray images of microfracture sample, micropore subsample
and nanopore subsample were obtained with micro-CT and FIB-SEM scanning. The multi-
threshold segmentation algorithm with improved maximum inter-class variance method
was introduced to construct the platform of multi-scale digital rock; the corresponding
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microfracture and micro/nano pore network models were extracted to obtain the frac-
ture aperture/pore-throat diameter distribution and coordination number distribution at
different scales, respectively.

Based on the image segmentation phases at different scales, the nanopore characteris-
tics of nanopore digital rock was fused into the micro-matrix phase of micropore digital
rock, which was used to obtain the micro/nano pore characteristics. Then, the micro/nano
pore characteristics was further fused into the macro-matrix phase of microfracture digital
rock, which could obtain the microfracture and micro/nano pore characteristics completely,
and the corresponding matrix percentage and specific surface area were calculated based
on the digital rock at different scales.

It was found that the specific surface area of both microfracture and micropores are
small, while their specific surface area is 2~3 orders of magnitude smaller than that of the
nanopores, and the specific surface area of shale rock is mainly contributed by nanopores.
Moreover, the large specific surface area of nanopores could store a large amount of gas
as an adsorbed state, increasing the flow resistance, which is not conducive to gas flow.
Results indicated that this is an effective method to calculate the multi-scale specific surface
area accurately in shale rock and the adsorption characteristics and swelling properties of
the shale matrix.
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