
The influence of TiO2 and SiO2 nanoparticles on
filtration properties of drilling muds

Mijić, Petar; Gaurina-Međimurec, Nediljka; Pašić, Borivoje; Medved, Igor

Source / Izvornik: Rudarsko-geološko-naftni zbornik, 2019, 34, 67 - 78

Journal article, Published version
Rad u časopisu, Objavljena verzija rada (izdavačev PDF)

https://doi.org/10.17794/rgn.2019.4.7

Permanent link / Trajna poveznica: https://urn.nsk.hr/urn:nbn:hr:169:635773

Rights / Prava: Attribution 4.0 International / Imenovanje 4.0 međunarodna

Download date / Datum preuzimanja: 2024-03-28

Repository / Repozitorij:

Faculty of Mining, Geology and Petroleum 
Engineering Repository, University of Zagreb

https://doi.org/10.17794/rgn.2019.4.7
https://urn.nsk.hr/urn:nbn:hr:169:635773
http://creativecommons.org/licenses/by/4.0/
http://creativecommons.org/licenses/by/4.0/
https://repozitorij.rgn.unizg.hr
https://repozitorij.rgn.unizg.hr
https://repozitorij.unizg.hr/islandora/object/rgn:1655
https://dabar.srce.hr/islandora/object/rgn:1655


67-78

67 

The Mining-Geology-Petroleum Engineering Bulletin
UDC: 622.2
DOI: 10.17794/rgn.2019.4.7

Original scientific paper

Corresponding author: Petar Mijić
petar.mijic@rgn.hr

The influence of TiO2 and SiO2  
nanoparticles on filtration properties  
of drilling muds

Petar Mijić1; Nediljka Gaurina-Međimurec1; Borivoje Pašić1; Igor Medved1

1 Faculty of Mining, Geology and Petroleum Engineering, Pierottijeva 6, Zagreb, Croatia

Abstract
During the drilling of a well, differential pressure causes filtration of the mud liquid phase into the surrounding rocks. 
To reduce the filtrate invasion in the rock, it is necessary to maintain the density of the mud. Also, Wellbore Strengthen-
ing Materials (WSM) can be preventively added to the mud to increase the fracture initiation pressure of the drilled 
formation. The solid particles from the mud create a mud cake on the wellbore wall, which, for conventional drilling, 
implies the use of bentonite and barite whose particle dimensions range from 0.1 to 100 µm. While drilling shales, rocks 
which contain pores that have an average pore size of 10 to 30 nm, it is not possible to create a high-quality mud cake, so 
water passes into the shale and creates wellbore instability problems. To stabilize the shale, the petroleum industry uses 
oil-based muds, but due to their environmental  impact,  it  is not always possible to  implement them. Nanoparticles, 
because of their small dimensions, can enter into the nanopores and fill this space and strengthen the rock, resulting in 
decreased filtration. In this paper, a review of previous laboratory research of adding nanoparticles on filtration is shown. 
Also, the impact of adding nanoparticles on API and HTHP filtration is examined by adding TiO2 and SiO2 nanoparticles 
in concentrations of 0.5 wt% and 1 wt% to the five water-based muds. The best result was obtained with TiO2 nanoparti-
cles at a concentration of 0.5 wt%.
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1. Introduction

Nanofluids are defined as suspensions of nanoparti-
cles having an average particle diameter up to 100 nm 
(Ilyas et al., 2014). Material properties at a nanometer 
scale can be significantly different from a material which 
has larger dimensions. The nanoparticles have a much 
more specific surface (see Figure 1) compared to the 
specific surface of a material which has larger dimen-
sions, for the same unit of mass, resulting in greater 
chemical reactivity and a greater influence on their phys-
ical properties (Aftab et al., 2017; Kök and Bal, 2019). 
Due to the larger specific surface, nanoparticles can be 
linked in a way to create firmer and lighter materials (El-
Diasty and Ragab, 2013).

During drilling, companies face many problems that 
must be resolved in order to enable safe drilling progress 
in accordance with the project. The basic function of 
drilling mud is to carry out cuttings from a wellbore 
while maintaining the desired bottom hole pressure 
(BHP) and wellbore stability (Al-Zubaidi et al., 2017; 
Zadravec and Krištafor, 2018). Bottomhole pressure at 
a certain depth is primarily dependent on the density of 

the drilling mud and during conventional drilling, it 
must be higher than the expected pore pressure. During 
the drilling of a well, differential pressure, which is the 
difference between the pressure in the well and the pore 
pressure at a certain depth, causes the filtration of the 
mud liquid phase into the surrounding rocks. At the same 
time, the solid particles from the mud create a mud cake 
on the wellbore wall. By increasing the pressure in the 
borehole above the fracturing pressure of the rock re-
sults in the occurrence of fractures and fissures. (Pašić, 
2012). In order to reduce the filtrate invasion in the rock 
during the drilling of wells, certain preventive measures 
should be taken. First, it is necessary to prepare a mud 
which has a certain density that will not cause a pressure 

Figure 1: Increasing the specific surface by dividing 
macroparticles to nanoparticles (Salih et al., 2016)
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in the wellbore higher than the fracture pressure of the 
formation. Additionally, Wellbore Strengthening Mate-
rials (WSM) are preventively added to the mud in order 
to close the existing natural cracks and thereby increase 
the rock strength or fracture pressure of these hardened 
rocks (see Figure 2). WSM are very similar to Lost Cir-
culation Materials (LCM).

According to Figure 2, case A shows a fracture initia-
tion pressure without added WSM, while case B shows 
a fracture initiation pressure with WSM. In the case 
when WSM are not used (A), fracture initiation pressure 
is lower, and for further drilling, a lower density mud is 
allowed than in the case where WSM are added to the 
drilling mud (B). Wellbore strengthening can be applied 

in cases where the borehole is made in areas a) where 
frequent mud losses occur, b) when there is a small dif-
ference between the hydrostatic pressure in the well and 
the fracture pressure, c) for drilling wells in depleted res-
ervoirs, etc. (Gaurina-Međimurec et al., 2015). In re-
cent years, the drilling of unconventional reservoirs is 
rapidly rising, preferably shales containing nanopores 
having an average size of 10 to 30 nm and they are char-
acterized by their extremely low permeability (Sensoy 
et al., 2009). Due to this, it is not possible to create a 
high-quality mud cake on such rocks by using conven-
tional mud additives. Conventional mud additives, such 
as bentonite and barite, have particle diameters ranging 
from 0.1 to 100 µm. Consequently, water passes into the 

Figure 2: Wellbore strengthening materials increase the fracture initiation pressure  
(Gaurina-Međimurec et al., 2015)

Table 1: Types of rocks, permeability, pore size and materials used for plugging pores (Amanullah and Al-Tahini, 2009)

Type of rock Permeability, µm2 Pore size, µm Material used for plugging pores
Shale 10-9 < 1 Nanoparticles
Silt 10-6 1 – 10 Nano and microparticles
Consolidated sand 10-3 10 – 100 Nano and microparticles
Unconsolidated sand 1 > 100 Nano, micro and macroparticles

Figure 3: The action of nanoparticles to reduce filtration and increase the stability of the wellbore  
(Contreras et al., 2014b)
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shale pores whose ions react with the clay minerals re-
sulting in wellbore instability problems (Pašić et al, 
2017). To stabilize the borehole wall during the drilling 
of shale formations, the petroleum industry uses oil-
based muds that do not react with clay minerals in the 
shale, but due to their environmental impact, it is not 
always possible to implement them (Sensoy et al., 

2009). Therefore, the use of nanoparticles is considered, 
which, due to their small dimensions, can enter into the 
nanopores of shale, fill this space and strengthen the 
rock, which also results in an increased fracture initia-
tion pressure. Nanofluids are defined as suspensions of 
nanoparticles which have an average particle diameter 
less than 100 nm (Ilyas et al., 2014). Table 1 shows dif-

Table 2: The type, size and concentration of nanoparticles used in different laboratory research

Reference Type of 
nanoparticle

Size 
(nm)

Concentra- 
tion of 
nanopar- 
ticles (wt%)

Mud type  
and formulation

Type of filtration 
test and conditions

Impact  
of adding 
nanoparticles 
on filtration

The highest 
measured 
reduction 
/increase of 
filtration (%)

Sarivatsa 
and Ziaja, 
2011

SiO2 N/A
• 10
• 20
• 30

• Surfactant-
polymer based 
mud

• API
• PPT (Δp= 69 bar, 

T= 93 °C), cera- 
mic disc 775 mD

reduces 
filtration 40

Li et al., 
2012

new nano 
additive 
(unknown 
composition

N/A • 3
• Base mud 

(unknown 
composition)

• API filtration reduces 
filtration 25

Contreras 
et al.,  
2014a

in-house 
prepared 
iron-based and 
calcium-based 
nanoparticles

N/A
• 0.5
• 1
• 2.5

• Oil-based mud 
(Oil/Water Ratio 
90:10) emulsifier, 
CaCl2 brine, 
hydrated lime, 
gilsonit, organo- 
philic clay)

• API filtration
• PPT filtration 

(Δp= 34.5 bar, 
T=121 °C), cera- 
mic disc 775 mD

reduces 
filtration 90

Fakoya and 
Shah, 2014 SiO2 20

• 0.058
• 0.24
• 0.4

• Surfactant-based, 
Polymer-based 
and Surfac- 
tant-polymer 
based mud  
(4% KCl 
solution, 
surfactant, guar, 
polyanionic 
cellulose (PAC))

• API filtration reduces 
filtration 93.9

Vryzas et 
al., 2015

powder Fe2O3 
and powder 
SiO2

Fe2O3 
<50; 
SiO2 12

• 0.5
• 1.5
• 2.5

• Water-based mud
• (7 % (w/w) 

bentonite 
suspension)

• API filtration
• HTHP filtration 

(Δp= 20.7 bar, 
T=121 °C)

Fe2O3 reduces 
filtration, SiO2 
increases 
filtration

42.5 
reduction;
57.8 increase 

Taragikhah 
et al., 2015 SiO2 N/A

• 0.5
• 1
• 2

• Water-based mud 
(salt, viscosifier, 
fluid loss 
controller)

• API filtration

Silica does not 
affect API 
filtration 
below 1 wt%, 
at higher 
concentrations 
filtration 
increase

115 increase  
at higher 
concentrations

Wahid et 
al., 2015 SiO2 powder 10-20 • 0.16-1.05 

• Synthetic-based 
mud (base oil, 
emulsifier, 
viscosifier, fluid 
loss control, lime, 
CaCl2, barite, 
drill solids)

• HTHP filtration 
(T=135 °C and 
176.7 °C)

reduces 
filtration 41.67

Krishnan 
et al., 2016

boron-based 
nanomaterial 
enhanced 
additive

N/A • 1-5 vol%

• Water-based  
mud (density 
1200 kg/m3  

and 1620 kg/m3) 

• HTHP filtration 
(Δp= 34.5 bar, 
T=150 °C)

in 1200 kg/m3 
reduces 
filtration,  
in 1620 kg/m3 
no effect

50
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ferent types of rocks, common permeability, pore di-
mensions, and materials used for the effective plugging 
of the pores, while the effect of adding nanoparticles to 
reduce filtration and increase the stability of the well-
bore is shown in Figure 3.

Due to the pressure difference between hydrostatic/
hydrodynamic and pore pressure at a certain depth, there 

is still a penetration flow of mud from the wellbore into 
the rock. This problem is present during drilling uncon-
ventional as well as conventional reservoirs. Figure 3 
(left) shows the case when conventional lost circulation 
materials were added to mud to fill the pores on the bore-
hole walls.

Reference Type of 
nanoparticle

Size 
(nm)

Concentra- 
tion of 
nanopar- 
ticles (wt%)

Mud type  
and formulation

Type of filtration 
test and conditions

Impact  
of adding 
nanoparticles 
on filtration

The highest 
measured 
reduction 
/increase of 
filtration (%)

Mahmoud 
et al., 2016

Fe2O3 and SiO2 
powder

Fe2O3 
<50 and 
SiO2 12

• 0.3
• 0.5
• 1.5
• 2.5

• Water-based mud
• (7 % (w/w) 

bentonite 
suspension)

• HTHP filtration 
(Δp=13.8-34.5 
bar, T=79.5- 
-176.7 °C)

• dynamic filtration

Fe2O3 reduces 
filtration, SiO2 
increases 
filtration

42.5 
reduction;
57.8% 
increase; 
dynamic 
increase by 
79.71

Salih et al., 
2016 SiO2 N/A

• 0.1
• 0.3
• 0.5
• 0.7

• Water-based mud 
(bentonite 5.6 
wt%, barite 5.2 
wt%, NaOH)

• API filtration reduces 
filtration 44

Salih and 
Bilgesu, 
2017

nanosilica,
nanotitanium, 
nanoaluminum

N/A

• 0.1
• 0.3
• 0.5
• 0.7

• Water-based mud 
(bentonite 5.6 
wt%, barite 5.2 
wt%, 0.5 g 
NaOH)

• API filtration

Nanosilica  
and 
nanotitanium 
reduce 
filtration while 
nanoalumi- 
num does not 
affect API 
filtration

44 nanosilica; 
20 
nanotitanium

Loggins et 
al., 2017

barite 
nanoparticles 
(BaSO4)

50 • 1.5
• 3

• Water-based mud 
(water 330 ml, 
1-hexadecene 20 
ml, SDS, starch, 
PAC-R, KCl, 
NaCl, barite)

• API filtration reduces 
filtration 54

Vryzas et 
al., 2017 Fe3O4 N/A • 0.5

• Water-based mud 
(Na-bentonite  
7 wt%)

• HTHP filtration 
(Δp=34.5 bar, T= 
121 °C)

reduces 
filtration 47

Alvi et al., 
2018

Boron Nitride 
and Fe2O3

250

• 0.0095, 
0.019, 0.38 
(Fe2O3)

• 0.0095, 
0.019, 
0.0284, 
0.038 (BN)

• Water-based mud 
(500 ml water, 
0.5 g xanthan 
biopolymer, 2.5 g 
KCl, 25 g 
bentonite)

• API filtration

Boron Nitride 
and Fe2O3 no 
significant 
effect

Boron Nitride 
increase 7.1, 
Fe2O3 decrease 
14.3 for 
concentration 
0.0095 wt%, 
but at higher 
concentrations 
decrease by 
10.7

Mahmoud 
et al., 2018 Fe2O3 <50

• 0.3
• 0.5
• 1

• Water-based mud 
(Ca bentonite  
7 wt%, 
hyperbranched 
polymer, 
polyanionic 
cellulose, 
lignosulfonate-
based thinner, 
NaOH, CaCO3, 
Mn3O4)

• HTHP filtration 
(Δp=20.7 bar, 
T=121 °C)

Up to 
concentration 
of 0.5 wt% 
reduces 
filtration, 
concentration 
of 1 wt% 
increases 
filtration

16,9  
decrease at 
concentration 
of 0.3 wt%, 
15.6 increase 
at concentra- 
tion of 1 wt% 

Table 2: Continued
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As seen in Figure 3 (left), LCM has larger particle 
dimensions than pores in formations and cannot ade-
quately plug them. By adding nanoparticles, they plug 
the space between larger particles which results in the 
creation of a high quality, thin, impermeable mud cake 
(Figure 3 (right)).

According to literature, the advantage of adding nan-
oparticles to reduce filtration was determined by labora-
tory tests with only a few field applications. For exam-
ple, during the drilling of a 12 1/4” interval through a 
freshwater zone in the Reconcavo Basin, Brazil, there 
was a risk of contamination of the freshwater zone. To 
prevent contamination of the freshwater zone, Nano Flu-
id without chlorides was used. This type of mud also 
provides adequate shale inhibition as well as optimum 
drilling performance. After a 13 3/8″ casing was run to a 
TD of 515 m, drilling was resumed with the Nano Fluid 
from 515 m to 1600 m without any problems, so the 
Nano Fluid showed excellent performance while drilling 
the shale formation (Barroso et al., 2018). A detailed 
summary of the most relevant laboratory research relat-
ed to nanoparticle application for reducing the filtration 
of drilling fluids is presented in the next section.

2. Review of previous laboratory tests

A summary review of the type, size and concentration 
of nanoparticles used to reduce filtration and improve 
wellbore strength is shown in Table 2. Most of presented 
papers indicate the possibility of nanoparticles to plug 
the nanopores, which reduces filtration and improves 
wellbore strength.

By analyzing the results of previous tests, the addition 
of nanoparticles to some muds gave unexpected results. 
For example, Vryzas et al. (2015) found that iron oxide 
nanoparticles significantly reduced the filtration of ben-
tonite suspensions. In high temperature high pressure 
(HTHP) conditions, the largest filtration reduction (re-
duction was 42.5% in comparison to bentonite suspen-
sion without nanoparticles) was observed when iron na-
noparticles at a concentration of 0.5 wt.% were added 
into bentonite suspensions. Also, API filtration was 
measured and at higher concentrations (1.5 wt% and 2.5 
wt%), the results showed a decrease in filtration. At the 
same time, both API filtration and HTHP filtration were 

significantly increased with the addition of SiO2 nano-
particles at all three concentrations (0.5 wt%, 1.5 wt% 
and 2.5 wt%). Taraghikhah et al. (2015) found that fil-
tration properties remained unaltered at concentrations 
below 1 wt% of SiO2 nanoparticles in comparison to 
mud without nanoparticles. Wahid et al. (2015) added 
SiO2 nanoparticles in a synthetic mud at a concentration 
of 0.32 to 0.71 wt% and obtained a reduction in the fil-
tration and thickness of the mud cake, with stable rheo-
logical properties.

According to the results of laboratory research pre-
sented in Table 2, it is very hard to extract specific con-
clusions. Despite the presented test types and conditions, 
in most cases there is a lack of detailed composition of 
the tested fluids (concentration of added additives, nano-
particle size, nanoparticle and additives manufacturer, 
etc.) which greatly aggravates a quality comparison of 
the presented results. All of this indicates that there is 
still room for future examinations and that the impact of 
nanoparticle addition into mud is still partially unclear.

3. Material and methods

The impact of adding nanoparticles to the water-based 
mud on its filtration properties was examined at the 
Drilling Fluid Laboratory (Department for Petroleum 
Engineering, Faculty of Mining, Geology and Petroleum 
Engineering, University of Zagreb) in Zagreb, Croatia. 
Data on TiO2 and SiO2 nanoparticles obtained from the 
manufacturers are shown in Table 3 (Evonik Indus-
tries, 2017).

In order to gain a better understanding of the effect of 
adding nanoparticles on the filtration properties of drill-
ing mud, five water-based drilling mud samples were 
prepared and tested: base bentonite drilling mud (A) and 
four samples containing different types of nanoparticles 
(B-E) (see Table 4).

After the preparation of the bentonite drilling mud 
(A), 9 or 18 ml of Aerodisp W740X (TiO2) nanoparticles 
were added to a base mud which approximately corre-
sponds to the concentration of 0.5 wt% and 1 wt% of 
TiO2 nanoparticles (mud B and C). Muds were stirred 
for 30 minutes in a stirrer to reduce the possibility of ag-
glomeration. After the drilling mud sample was pre-
pared, the influence of adding TiO2 on the filtration prop-

Table 3: Data on TiO2 and SiO2 nanoparticles (Evonik Industries, 2017)

Brand name Aerodisp W740X Aerodisp W7330N
Nanoparticles type TiO2 SiO2

Nanoparticles content (wt%) 39-41 30 
Appearance an aqueous suspension of TiO2 nanoparticles an aqueous suspension of SiO2 nanoparticles
Density @20ºC (kg/m3) 1410 1200
Stabilizing agent - NaOH
Average particle size (D50) 70 nm 120 nm
pH 5-7 9.5-10.5
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Table 4: Composition of tested drilling muds 

Composition Unit
Drilling muds

A B C D E
Water ml 1000 1000 1000 1000 1000
Bentonite g 30 30 30 30 30
NaOH g 2 2 2 2 2
PAC LV g 2 2 2 2 2
Aerodisp W740X ml - 9 18 - -
Aerodisp W7330N ml - - - 14 28

Figure 5: Granulometric curve of Aerodisp W7330N

Figure 4: Granulometric curve of Aerodisp W740X
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erties and mud cake thickness were determined. In the 
same manner by adding 14 ml (0.5 wt%) or 28 ml (1 
wt%) Aerodisp W7330N (SiO2) nanoparticles into ben-
tonite drilling mud (A), muds D and E were prepared.

3.1. Characterization of nanoparticles

To verify the data obtained from the manufacturer, 
granulometric analyses of the samples were made at 
Ruđer Bošković Institute, Zagreb, Croatia to determine 
particle size distribution. Two samples were analyzed, 
namely:

1.  Aerodisp W740X - an aqueous suspension of TiO2 
nanoparticles and

2.  Aerodisp W7330N - an aqueous suspension of 
SiO2 nanoparticles.

The selected samples were diluted with deionized wa-
ter prior to the granulometric analysis to achieve the op-
timum suspension concentration. Granulometric analy-
ses were done by the laser beaming method using the 
instrument LS 13320 (Beckman Coulter). A ULM mod-
ule (universal fluid module) was used for the analysis, 
ranging from 0.04 to 2000 μm. Each sample was meas-
ured in triplicate. Figures 4 and 5 show the average re-
sult of two consecutive measurements.

According to the shape of the granulometric curve, it 
can be concluded that Aerodisp W740X – an aqueous 
suspension of TiO2 nanoparticle has a narrow and uni-
form distribution and these particles are less than 300 
nm, while the average particle size is 117 nm. Aerodisp 
W7330N – an aqueous suspension of SiO2 nanoparticles 
has a wider but relatively symmetric distribution and 
these particles are less than 400 nm, while the average 
particle size is 116 nm. Although the manufacturer de-
clared an average particle size of 70 nm for TiO2 nano-
particles and 120 nm for SiO2 nanoparticles, these meas-
urements showed that both types of the implemented 
nanoparticles had similar average particle size. This 

means that these two types of nanoparticles can be com-
parable in this research.

4.  Results of filtration of tested drilling 
muds

API filtration

The API filtration properties of selected drilling muds 
were determined according to the API RP 13B-1 (1997) 
standard. The API filter press consists of a cell to which 
a pressure of 6.895 bar (100 psi) was applied for a period 
of 30 minutes to measure the volume of filtrate extracted 
from the drilling mud through a filter paper (What- 
man No. 50) and gathered in a measuring cylinder. The 
filter paper surface, and thus the filtration area is 45.8 
cm2 (7.1 in2).

Based on the results of the API filtration, it can be 
seen that, regardless of the type and concentration of na-
noparticles TiO2 and SiO2, their addition to the base 
drilling mud caused an increase in the API filtration val-
ue from 4.17% (muds B, D and E) to 10.42% (mud C) 
(see Table 5).

Bentonite drilling mud with added TiO2 nanoparticles 
at a concentration of 0.5 wt% (mud B) has an increased 
API filtration value by 4.17 % in comparison to the val-
ue measured with bentonite drilling mud (mud A) and 
the same results were obtained with mud D and mud E. 
A more significant difference was made with the addi-
tion of TiO2 nanoparticles to the bentonite drilling mud 
at a concentration of 1 wt% (mud C). It increased the 
API filtration value by 10.42% in comparison to the ben-
tonite drilling mud (mud A).

HTHP filtration

The HTHP filter press consists of a cell in which a 
high pressure and high temperature are applied, and the 
filter medium can be filter paper (Whatman, No. 50) or a 

Table 5: Influence of adding TiO2 and SiO2 and nanoparticles on API filtration (according to Mijić et al., 2017)

Time, min

Drilling muds
A B C D E

Concentration of nanoparticles
0 0.5 wt% TiO2 1.0 wt% TiO2 0.5 wt% SiO2 1.0 wt% SiO2 

Fluid Loss (ml)
1 2 2.5 2.5 2 2
5 5 5.25 5.5 4.75 4.75
7.5 6 6.5 6.5 5.75 6
10 7 7.5 7.5 6.75 7
15 8.5 8.75 9.5 8.5 8.5
20 10 10.5 11 10 10
25 11 11.5 12 11 11.5
30 12 12.5 13.25 12.5 12.5
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Table 7: Muds filtration results from PPT for a ceramic disc with permeability of 0.75 μm2 (750 mD)

Disc permeability - 0.75μm2 (750 mD)
Differential pressure - 55 bar (800 psi)

Temperature – 88°C (192°F)
Mud A B C D E
Concentration of nanoparticles 0 0.5 wt% TiO2 1.0 wt% TiO2 0.5 wt% SiO2 1.0 wt% SiO2 
V7,5 15.5 13 15 13 17
V30 23.5 19.5 23.5 21 25
PPT filtrate volume, ml 47 39 47 42 50
Spurt loss, ml 15 13 13 16 18

Ceramic disc with mud cake

Table 6: Muds filtration results from PPT for a ceramic disc with permeability of 0.4 μm2 (400 mD)

Disc permeability – 0.4 μm2 (400 mD)
Differential pressure - 55 bar (800 psi)

Temperature – 88 °C (192 °F)
Mud A B C D E
Concentration of nanoparticles 0 0.5 wt% TiO2 1.0 wt% TiO2 0.5 wt% SiO2 1.0 wt% SiO2 
V7,5 9.5 9.5 13 11 11
V30 18 14 19 17 19
PPT filtrate volume, ml 36 28 38 34 38
Spurt loss, ml 2 10 14 10 6

Ceramic disc with mud cake

ceramic disk. The filtration area is 22.9 cm2 (3.5 in2), 
twice as low as that of API filtration. In this paper, the 
test was carried out on a device for determining the abil-
ity of the drilling fluid to plug pores in a ceramic disc 
called a Permeability Plugging Tester (PPT), which rep-
resents a modification of the standard HTHP filter press. 
This device is used for conducting filtration tests under 
high pressure and high temperature conditions and is 
useful for assessing the ability of the drilling mud to 
form a high-quality mud cake due to the size and con-
centration of the solid particles present in drilling mud, 
which will prevent the further penetration of the filtrate 
through the filter medium. The test was carried out with 
the base drilling mud (mud A) and the drilling muds 
which contain TiO2 (muds B and C) and SiO2 (muds D 
and E) nanoparticles added in concentrations of 0.5 and 
1 wt%. The permeabilities of the used ceramic discs are 
0.4 μm2 (400 mD) and 0.75 μm2 (750 mD) and the tests 
were carried out at a differential pressure of 55 bar (800 
psi) and a temperature of 88°C (192°F). Ceramic disc 

permeabilities for this study are selected based on the 
summary of the laboratory research presented in Table 
2. Test results obtained using the PPT device are shown 
in Tables 6 and 7. Since the filtration surface in the API 
filtration is twice as large, to compare the results of the 
PPT test to an API filtration test, fluid volume collected 
after 30 minutes needs to be multiplied by 2 (see Equa-
tion 1), while the initial filtration or spurt loss can be 
calculated using Equation 2 (OFI Testing Equipment, 
Inc., 2014):

 PPT filtrate volume = 2∙V30 (1)

 Spurt loss = 4∙V7,5 - 2∙V30 (2)
where:

PPT filtrate volume, ml
V7,5 – fluid volume collected after 7.5 minutes, ml
V30 – fluid volume collected after 30 minutes, ml
Spurt loss –  fluid volume collected before forming a 

mud cake, ml



75 The influence of TiO2 and SiO2 nanoparticles on filtration properties of drilling muds

The Mining-Geology-Petroleum Engineering Bulletin and the authors ©, 2019, pp. 67-78, DOI: 10.17794/rgn.2019.4.7

Filtration through the 0.4 μm2 (400 mD) ceramic disc 
showed a slight increase in filtration volume (after 30 
minutes it was only 5.56% compared to the base drilling 
mud) for mud containing TiO2 nanoparticles at a concen-
tration of 1 wt% (mud C) and mud containing SiO2 na-
noparticles at a concentration of 1 wt% (mud E). Those 
results correspond to results observed with the API fil-
tration measurements for muds C and E. Filtration for 
mud containing TiO2 nanoparticles at a concentration of 
0.5 wt% (mud B) was decreased by 22.2% in compari-
son to the base mud, while the addition of SiO2 nanopar-
ticles at a concentration of 0.5 wt% to the base mud 
(mud D) resulted in a filtration volume reduction after 30 
minutes of only 5.6%. However, observing the spurt loss 
or the amount of fluid that penetrates through the disc 
before the mud cake is formed, it can be seen that the 
amount of fluid that is lost before the formation of the 
mud cake is significantly higher for all the tested muds 
than in the case of the base drilling mud (mud A). Keep-
ing this in mind, it is obvious that mud cakes made of 
muds with nanoparticles are formed later than those of 
base muds, but after forming they are less permeable and 
of higher quality.

Filtration through the ceramic disc which has a per-
meability of 0.75 μm2 (750 mD) showed a slight increase 
(6%) in filtration volume after 30 minutes for mud con-
taining SiO2 nanoparticles at a concentration of 1 wt% 
(mud E), while the filtration volume of mud containing 
TiO2 nanoparticles at a concentration of 1 wt% (mud C) 
was the same as those measured with the base mud (mud 
A). The filtration volume of mud containing TiO2 nano-

particles at a concentration of 0.5 wt% (mud B) was de-
creased by 17.0% in comparison to the base mud after 
30 minutes of filtration, while the addition of SiO2 nano-
particles at a concentration of 0.5 wt% (mud D), the fil-
tration volume was reduced by 10.6% in comparison to 
the base mud. However, observing the spurt loss, it can 
be seen that the amount of fluid that is lost before form-
ing the mud cake is lower by 13.3% for muds which 
contain TiO2 nanoparticles at both concentrations (mud 
B and C) than in the case of a basic drilling mud (mud 
A). On the other hand, the spurt loss of muds which con-
tain SiO2 nanoparticles at both concentrations (mud D 
and E) was higher than those in the base mud by up to 
20%.

4. Discussion of results

Figure 6 shows a comparison of the API and HTHP 
filtration results for all tested drilling muds.

According to Figure 6, the addition of TiO2 and SiO2 
nanoparticles to the base mud did not have the antici-
pated effect on API filtration. At HTHP conditions, tests 
were carried out at a differential pressure of 55 bar (800 
psi) and a temperature of 88°C (192°F), and a greater 
difference in the measured filtration was observed for 
the different concentrations of the added nanoparticles 
(0.5 wt% or 1 wt%). The test was carried out with two 
different discs, which have a permeability of 400 and 
750 mD, but in all measurements, the same trend can be 
observed. As can be seen in Figure 6, the filtration of 
mud with TiO2 nanoparticles added at a concentration of 

Figure 6: Comparison of filtration for all tested drilling muds
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0.5 wt% had the smallest filtration. Also, the filtration of 
mud SiO2 nanoparticles added at a concentration of 0.5 
wt% was less than those measured with mud that con-
tained SiO2 nanoparticles added at a concentration of 1 
wt%. If these results are compared with other results 
presented in Table 2, similar trends can be seen, but to 
get a better insight on the influence of adding nanoparti-
cles on filtration properties, comprehensive research is 
necessary. For further laboratory research, different na-
noparticle types and sizes (for the same type) should be 
properly selected. Also, measurement should be con-
ducted with a base drilling mud (eg. bentonite suspen-
sion) and gradually different additives should be added 
by following the proper procedure.

5. Conclusion

Based on the conducted laboratory research, it can be 
generally concluded that the TiO2 and SiO2 nanoparti-
cles, which were used here, had an impact on filtration 
properties. The concentration of the added nanoparticles 
differently affects the filtration properties of the tested 
muds. Comparing both types of nanoparticles, even 
though both types have similar particle sizes, which was 
confirmed by granulometric analyses, better results were 
obtained by using TiO2 nanoparticles. The HTHP filtra-
tion of muds was the lowest in the muds which contained 
TiO2 and SiO2 nanoparticles added at a concentration of 
0.5 wt%, even lower than those measured by the addi-
tion of those nanoparticles at a concentration of 1 wt%, 
and it was confirmed that nanoparticles should be added 
at lower concentrations. Better insight will be obtained 
through comprehensive laboratory research which 
should include a wider range of different nanoparticle 
types and sizes added in different muds.

6. References

Aftab, A., Ismail, A.R., Ibupoto, Z.H., Akeiber, H. and Malgha-
ni, M.G.K. (2017): Nanoparticles based drilling muds a so-
lution to drill elevated temperature wells: A review. Renew-
able and Sustainable Energy Reviews, 76, 1301-1313.

Alvi, M.A.A., Belayneh, M., Saasen, A. and Aadnøy, B.S. 
(2018): The Effect of Micro-Sized Boron Nitride BN and 
Iron Trioxide Fe2O3 Nanoparticles on the Properties of 
Laboratory Bentonite Drilling Fluid. SPE 191307. SPE 
Norway One Day Seminar, Bergen, Norway, 18 April 
2018, 14 p. (accessed in OnePetro Technical paper library)

Al-Zubaidi, N.S., Alwasiti, A.A. and Mahmood, D. (2017): A 
comparison of nano bentonite and some nano chemical ad-
ditives to improve drilling fluid using local clay and com-
mercial bentonites. Egyptian journal of petroleum, 26, 3, 
811-818.

Amanullah, M. and Al-Tahini, A.M. (2009): Nano-Technolo-
gy-Its Significance in Smart Fluid Development for Oil 
and Gas Field Application. SPE 126102. SPE Saudi Arabia 
Section Technical Symposium and Exhibition, AlKhobar, 

Saudi Arabia, 9-11 May 2009, 12 p. (accessed in OnePetro 
Technical paper library)

API RP 13B-1 (1997): Recommended Practice for Field Test-
ing Water-Based Drilling Fluids, American Petroleum In-
stitute, 80 p.

Barroso, A.L., Marcelino, C.P., Leal, A.B., Odum, D.M., Lu-
cena, C., Masculo, M. and Castro, F. (2018): New Genera-
tion Nano Technology Drilling Fluids Application Associ-
ated to Geomechanic Best Practices: Field Trial Record in 
Bahia-Brazil. OTC 28731. Offshore Technology Confer-
ence, Houston, Texas, USA, 30 April-3 May 2018, 12 p. 
(accessed in OnePetro Technical paper library)

Contreras, O., Hareland, G., Husein, M., Nygaard, R. and Al-
saba, M. (2014a): Application of In-House Prepared Nano-
particles as Filtration Control Additive to Reduce Forma-
tion Damage. SPE 168116. SPE International Symposium 
and Exhibition on Formation Damage Control, Lafayette, 
Louisiana, USA, 26-28 February 2014, 11 p. (accessed in 
OnePetro Technical paper library)

Contreras, O., Hareland, G., Husein, M., Nygaard, R. and Al-
saba, M. (2014b): Wellbore Strengthening in Sandstones 
by Means of Nanoparticle-Based Drilling Fluids. SPE 
170263. SPE Deepwater Drilling and Completions Con-
ference, Galveston, Texas, USA, 10-11 September 2014, 
24 p. (accessed in OnePetro Technical paper library)

Evonik Industries (2017): Manufacturers data of TiO2 and 
SiO2 nanoparticles

El-Diasty, A.I. and Ragab, A.M.S. (2013): Applications of Na-
notechnology in the Oil & Gas Industry: Latest Trends 
Worldwide & Future Challenges in Egypt. SPE 164716. 
North Africa Technical Conference and Exhibition, Cairo, 
Egypt, 13 p. (accessed in OnePetro Technical paper li-
brary)

Fakoya, M.F. and Shah, S.N. (2014): Enhancement of Filtra-
tion Properties in Surfactant-Based and Polymeric Fluids 
by Nanoparticles. SPE 171029. SPE Eastern Regional 
Meeting, Charleston, West Virginia, USA, 21-23 October 
2014, 12 p. (accessed in OnePetro Technical paper library)

Gaurina-Međimurec, N., Pašić, B. and Mijić, P. (2015): Risk 
Planning and Mitigation in Oil Well Fields: Preventing 
Disasters. International Journal of Risk and Contingency 
Management (IJRCM), 4, 4, 27-48.

Ilyas, S.U., Pendyala, R. and Marneni, N. (2014): Preparation, 
sedimentation, and agglomeration of nanofluids. Chemical 
Engineering & Technology, 37, 12, 2011-2021.

Li, G., Zhang, J., Zhao, H. and Hou, Y. (2012): Nanotechnol-
ogy to Improve Sealing Ability of Drilling Fluids for Shale 
with Micro-Cracks During Drilling. SPE 156997. SPE In-
ternational Oilfield Nanotechnology Conference and Exhi-
bition, Noordwijk, The Netherlands, 12-14 June, 7 p. (ac-
cessed in OnePetro Technical paper library)

Loggins, S.M.J., Cunningham, C., Akhtarmanesh, S., Gunter, 
B. and Hareland, G. (2017): The Effect of Mechanically 
and Chemically Generated Barite Nanoparticles on the Re-
duction of Fluid Filtrate. ARMA 17-0129. 51st US Rock 
Mechanics/Geomechanics Symposium, San Francisco, 
California, USA, 25-28 June 2017, 9 p. (accessed in One-
Petro Technical paper library)



77 The influence of TiO2 and SiO2 nanoparticles on filtration properties of drilling muds

The Mining-Geology-Petroleum Engineering Bulletin and the authors ©, 2019, pp. 67-78, DOI: 10.17794/rgn.2019.4.7

Kök, M.V. and Bal, B. (2019): Effects of silica nanoparticles 
on the performance of water-based drilling fluids. Journal 
of Petroleum Science and Engineering, 180, 605-614.

Krishnan, S., Abyat, Z. and Chok, C. (2016): Characterization 
of Boron-Based Nanomaterial Enhanced Additive in Wa-
ter-Based Drilling Fluids: A Study on Lubricity, Drag, 
ROP and Fluid Loss Improvement. SPE/IADC 178240. 
SPE/IADC Middle East Drilling Technology Conference 
and Exhibition, Abu Dhabi, UAE, 26-28 January 2016, 8 
p. (accessed in OnePetro Technical paper library)

Mahmoud, O., Nasr-El-Din, H.A., Vryzas, Z. and Kelessidis, V. 
(2018): Effect of Ferric Oxide Nanoparticles on the Proper-
ties of Filtr Cake Formed by Calcium Bentonite-Based 
Drilling Muds. SPE Drilling & Completion, 363-376.

Mahmoud, O., Nasr-eEl-Din, H.A., Vryzas, Z. and Kelessidis, 
V.C. (2016): Nanoparticle-Based Drilling Fluids for Mini-
mizing Formation Damage in HP/HT Applications. SPE 
178949. SPE International Conference and Exhibition on 
Formation Damage Control, Lafayette, Louisiana, USA, 
24-26 February 2016, 26 p. (accessed in OnePetro Techni-
cal paper library)

Mijić, P., Gaurina-Međimurec, N. and Pašić, B. (2017): The 
Influence of SiO2 and TiO2 Nanoparticles on the Properties 
of Water-Based Mud. Proceedings of the ASME 2017 36th 
International Conference on Ocean, Offshore and Arctic 
Engineering, Trondheim, Norway, 25-30 June 2017, 10 p.

OFI Testing Equipment, Inc. (2014): HTHP Filter Press for 
Drilling Fluid Testing #170-00: 115 Volt #170-01: 230 Volt 
Instruction Manual, Ver.2.9, Houston, Texas, USA.

Pašić, B. (2012): The pellets application in laboratory re-
searching of inhibitive mud/shale interaction. Rudarsko-
geološko-naftni zbornik (The Mining, Geology and Petro-
leum Engineering Bulletin), 25, 1, 63-72.

Pašić, B., Gaurina-Međimurec, N., Mijić, P. and Barudžija, U. 
(2017): Application of Outcrops Rock Samples in Labora-
tory Research of Shale Drilling Fluid Interaction. Proceed-
ings of the ASME 2017 36th International Conference on 
Ocean, Offshore and Arctic Engineering, Trondheim, Nor-
way, 25-30 June 2017, 10 p.

Salih, A.H. and Bilgesu, H. (2017): Investigation of Rheologi-
cal and Filtration Properties of Water-Based Drilling Flu-
ids Using Various Anionic Nanoparticles. SPE 185638. 
SPE Western Regional Meeting, Bakersfield, California, 
USA, 23 April 2017, 21 p. (accessed in OnePetro Techni-
cal paper library)

Salih, A.H., Elshehabi, T.A. and Bilgesu, H.I. (2016): Impact 
of Nanomaterials on the Rheological and Filtration Prop-

erties of Water-Based Drilling Fluids. SPE 184067. SPE 
Eastern Regional Meeting, Canton, Ohio, USA, 13-15 
September 2016, 14 p. (accessed in OnePetro Technical 
paper library)

Sensoy, T., Chenevert, M.E. and Sharma, M.M. (2009): Mini-
mizing Water Invasion in Shales Using Nanoparticles. SPE 
124429. SPE Annual Technical Conference and Exhibi-
tion, New Orleans, Louisiana, USA, 4-7 October 2009, 16 
p. (accessed in OnePetro Technical paper library)

Srivatsa, J.T. and Ziaja, M.B. (2011): An Experimental Inves-
tigation on Use of Nanoparticles as Fluid Loss Additives in 
a Surfactant-Polymer Based Drilling Fluids. IPTC 14952. 
International Petroleum Technology Conference, Bang-
kok, Thailand, 7-9 February 2012, 19 p. (accessed in One-
Petro Technical paper library)

Taraghikhah, S., Kalhor Mohammadi, M. and Tahmasbi 
Nowtaraki, K. (2015): Multifunctional Nanoadditive in 
Water Based Drilling Fluid for Improving Shale Stability. 
IPTC 18323. International Petroleum Technology Confer-
ence, Doha, Qatar, 6-9 December 2015, 17 p. (accessed in 
OnePetro Technical paper library)

Vryzas, Z., Mahmoud, O., Nasr-El-Din, H.A. and Kelessidis, 
V.C. (2015): Development and Testing of Novel Drilling 
Fluids Using Fe2O3 and SiO2 Nanoparticles for Enhanced 
Drilling Operations. IPTC 18381. International Petroleum 
Technology Conference, Doha, Qatar, 6-9 December 2015, 
16 p. (accessed in OnePetro Technical paper library)

Vryzas, Z., Matenoglou, G. and Kelessidis, V.C. (2017): As-
sessment of Formation Damage Potential of Novel Drill-
ing Fluids via Integration of Fluid Loss Data with Filter 
Cake Quality and Filtrate Core Penetration Depth from 
NMR and MRI. SPE 188544. SPE Abu Dhabi Internation-
al Petroleum Exhibition & Conference, Abu Dhabi, UAE, 
13-16 November 2017, 9 p. (accessed in OnePetro Techni-
cal paper library)

Zadravec, D. and Krištafor, Z. (2018): Contribution to the 
methodology of determining the optimum mud density - a 
case study from the offshore gas condensate field D in the 
Persian Gulf. Rudarsko-geološko-naftni zbornik (The 
Mining, Geology and Petroleum Engineering Bulletin), 
33, 4, 95-104.

Wahid, N., Yusof, M.A.M. and Hanafi, N.H. (2015): Optimum 
Nanosilica Concentration in Synthetic Based Mud (SBM) 
for High Temperature High Pressure Well. SPE 176036. 
SPE/IATMI Asia Pacific Oil & Gas Conference and Exhi-
bition, Nusa Dua, Bali, Indonesia, 20-22 October 2015, 14 
p. (accessed in OnePetro Technical paper library)



Mijić, P.; Gaurina-Međimurec, N; Pašić, B.; Medved, I. 78

The Mining-Geology-Petroleum Engineering Bulletin and the authors ©, 2019, pp. 67-78, DOI: 10.17794/rgn.2019.4.7

SAžETAk

Utjecaj dodavanja nanočestica TiO2 i SiO2 na filtracijska svojstva isplaka na bazi vode

Tijekom izrade kanala bušotine zbog razlike između tlaka u kanalu bušotine i slojnoga tlaka dolazi do filtracije tekuće 
faze iz isplake u stijene pribušotinske zone. kako bi se smanjila količina filtrata koja prodire u stijene pribušotinske zone, 
potrebno je održavati određenu gustoću isplake koja neće uzrokovati tlak u bušotini veći od tlaka loma formacije. Uz to, 
u isplaku se preventivno dodaju materijali za očvršćavanje stijenki kanala bušotine. Čvrste čestice iz isplake, ponajprije 
bentonita i barita, čija se veličina čestica kreće od 0,1 do 100 µm, odlažu se na stijenkama kanala bušotine te stvaraju 
isplačni oblog. Tijekom izrade kanala bušotine u šejlovima koji imaju pore prosječnoga promjera od 10 do 30 nm klasični 
materijali ne mogu stvoriti visokokvalitetan isplačni oblog, pa tekuća faza iz isplake prodire u šejl i stvara probleme ve-
zane uz stabilnost kanala bušotine. Zbog toga se naftna industrija okrenula primjeni isplake na bazi nafte, ali pogotovo 
u zadnje vrijeme zbog njezina nepovoljnog utjecaja na okoliš traže se nova rješenja koja će omogućiti primjenu isplaka 
na bazi vode. Stoga se u posljednje vrijeme sve više provode laboratorijska ispitivanja uporabe nanočestica koje zbog 
svojih malih dimenzija mogu ući u nanopore,  ispuniti  taj prostor  i ojačati stijenke kanala bušotine, što u konačnici 
 rezultira  smanjenom  filtracijom.  U  ovome  radu  prikazan  je  pregled  prethodnih  laboratorijskih  istraživanja  utjecaja 
 nanočestica na filtraciju. Osim toga, ispitan je utjecaj dodavanja nanočestica TiO2 i SiO2, u koncentraciji od 0,5 i 1 mas % 
u pet različitih isplaka na bazi vode, na API filtraciju te filtraciju u uvjetima visokoga tlaka i temperature (HTHP). Naj-
bolji rezultat dobiven je dodavanjem nanočestica TiO2 u koncentraciji 0,5 mas %.

Ključne riječi:
nanočestice TiO2 i SiO2, isplaka, filtracija, stabilnost kanala bušotine
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