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PREFACE

This book is intended primarily as a text in the course SIG4015 Reservoir Property
Determination by Core Analysis and Well Testing at the Norwegian University of
Science and Technology. Part of this course introduces the basic laboratory equipment
and procedures used in core analysis and the theoretical aspects of the parameters. The
book also includes detailed description of laboratory exercises suitable for student work.

Appreciation is expressed to the Dr.ing. students Medad Tweheyo Twimukye and Hoang
Minh Hai for their contributions to this work.

Ole Torsader
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1. INTRODUCTION

Knowledge of petrophysical and hydrodynamic properties of reservoir rocks are of
fundamental importance to the petroleum engineer. These data are obtained from two
major sources. core analysis and well logging. In this book we present some details about
the analysis of cores and review the nature and quality of the information that can be
deduced from cores.

Cores are obtained during the drilling of a well by replacing the drill bit with a diamond
core bit and a core barrel. The core barrel is basically a hollow pipe receiving the
continuous rock cylinder, and the rock is inside the core barrel when brought to surface.
Continuous mechanical coring is a costly procedure due to:

- Thedrill string must be pulled out of the hole to replace the normal bit by core bit
and core barrel.

- Thecoring operation itself is slow.

- Therecovery of rocks drilled is not complete.

- A single core is usually not more than 9 m long, so extra trips out of hole are
required.

Coring should therefore be detailed programmed, specialy in production wells. In an
exploration well the coring can not aways be accurately planned due to lack of
knowledge about the rock. Now and then there is a need for sample in an already drilled
interval, and then sidewall coring can be applied. In sidewall coring a wireline-conveyed
core gun is used, where a hollow cylindrical “bullet” is fired in to the wall of the hole.
These plugs are small and usually not very valuable for reservoir engineers.

During drilling, the core becomes contaminated with drilling mud filtrate and the
reduction of pressure and temperature while bringing the core to surface results in gas
dissolution and further expansion of fluids. The fluid content of the core observed on the
surface can not be used as a quantitative measure of saturation of oil, gas and water in the
reservoir. However, if water based mud is used the presence of oil in the core indicates
that the rock information is oil bearing.

When the core arrives in the laboratory plugs are usualy drilled 20-30 cm apart
throughout the reservoir interval. All these plugs are analyzed with respect to porosity,
permeability, saturation and lithology. This analysis is usually called routine core
anaysis. The results from routine core analysis are used in interpretation and evaluation
of the reservoir. Examples are prediction of gas, oil and water production, definition of
fluid contacts and volume in place, definition of completion intervals etc. Data from
routine core analysis and from supplementary tests and the application of these data area
summarized in Table 1.1.



Table 1.1: Routine core analysis and supplementary measurements.

Data | Application
Routine core analysis
Porosity Storage capacity
Permeability Flow capacity
Saturations Define the mobile hydrocarbons (productive zones and
contacts), type of hydrocarbons
Lithology Rock type and characteristics (fractures, layering etc.)
Supplementary measur ement
Vertical permeability Effect of coning, gravity drainage etc.
Core-gamma surfacelog | Identify lost core sections, correlate cores and logs
Matrix density Cdlibrate the density log
Oil and water analysis Densities, viscosities, interfacial tension, composition etc.

Specia core analysis includes several measurements with the objective of obtaining
detailed information about multiphase flow behavior. Special core analysis gives
information about the distribution of oil, gas, and water in the reservoir (capillary
pressure data), residual oil saturation and multiphase flow characteristics (relative
permeabilities). Measurements of electrical and acoustic properties are occasionaly
included in special core analysis. This information is mainly used in the interpretation of
well logs.

The effect of pressure and temperature on rock and fluid properties is in some reservoir
formations significant, and laboratory measurements should therefore be made at, or
corrected to, reservoir conditions wherever possible. Included in specia core analysis is
in some cases detailed petrographical analysis of rocks (grain size distribution, clay
identification, diagenesis etc.). Wettability analysis and special tests for enhanced ail
recovery (EOR) are also often part of specia core analysis. Table 1.2 is a list of the
various specia core analysistests.

Table 1.2: Special core analysis.

Tests/Studies | Data/Properties
Static tests
Compressibility studies Permeability and porosity vs. pressure
Petrographical studies Mineral identification, diagenesis, clay identification,
grain size distribution, pore geometry etc.
Wettability Contact angle and wettability index
Capillarity Capillary pressure vs. saturation
Acoustic tests
Electric tests
Dynamic tests

Flow studies Relative permeability and end point saturations
EOR-Flow tests Injectivity and residual saturation




2. CLEANING AND SATURATION DETERMINATION

2.1 Definitions

Before measuring porosity and permeability, the core samples must be cleaned of residual
fluids and thoroughly dried. The cleaning process may aso be apart of fluid saturation
determination.

Fluid saturation is defined as the ratio of the volume of fluid in a given core sample to the
pore volume of the sample

V, V, V,

S,=—% S=-2 §=+" (21)
VP VP ’ VP

S, +S,+S,=1 (2.2)

where Vi, Vo, Vg and V,, are water, oil, gas and pore volumes respectively and S,, S and
S are water, oil and gas saturations. Note that fluid saturation may be reported either as a
fraction of total porosity or as a fraction of effective porosity. Since fluid in pore spaces
that are not interconnected can not be produced from a well, the saturations are more
meaningful if expressed on the basis of effective porosity. The weight of water collected
from the sampleis calculated from the volume of water by the relationship

Ww = pwvw (23)

where py is water density in g/cm®. The weight of oil removed from the core may be
computed as the weight of liquid less weight of water

W, =W, -W,, (2.4)
where W is the weight of liquids removed from the core sample in gram. Oil volume may
then be calculated as Wy/p,. Pore volume V, is determined by a porosity measurement,
and oil and water saturation may be calculated by Eq. (2.1). Gas saturation can be
determined using Eq. (2.2)

2.2 Measurement Methods

221 Direct Injection of Solvent

The solvent is injected into the sample in a continuous process. The sample is held in a
rubber sleeve thus forcing the flow to be uniaxial.



2.2.2 Centrifuge Flushing

A centrifuge which has been fitted with a special head sprays warm solvent onto the
sample. The centrifugal force then moves the solvent through the sample. The used
solvent can be collected and recycled.

2.2.3 GasDriven Solvent Extraction

The sample is placed in a pressurized atmosphere of solvent containing dissolved gas.
The solvent fills the pores of sample. When the pressure is decreased, the gas comes out
of solution, expands, and drives fluids out of the rock pore space. This process can be
repeated as many times as necessary.

2.2.4 Soxhlet Extraction

A Soxhlet extraction apparatus is the most common method for cleaning sample, and is
routinely used by most laboratories. As shown in Figure 2.1a, toluene is brought to a slow
boil in a Pyrex flask; its vapors move upwards and the core becomes engulfed in the
toluene vapors (at approximately 110°C). Eventua water within the core sample in the
thimble will be vaporized. The toluene and water vapors enter the inner chamber of the
condenser, the cold water circulating about the inner chamber condenses both vapors to
immiscible liquids. Recondensed toluene together with liquid water falls from the base of
the condenser onto the core sample in the thimble; the toluene soaks the core sample and
dissolves any oil with which it come into contact. When the liquid level within the
Soxhlet tube reaches the top of the siphon tube arrangement, the liquids within the
Soxhlet tube are automatically emptied by a siphon effect and flow into the boiling flask.
The toluene is then ready to start another cycle.

A complete extraction may take several days to several weeks in the case of low API
gravity crude or presence of heavy residua hydrocarbon deposit within the core. Low
permeability rock may also require along extraction time.

2.25 Dean-Stark Distillation-Extraction

The Dean-Stark distillation provides a direct determination of water content. The oil and
water area extracted by dripping a solvent, usually toluene or a mixture of acetone and
chloroform, over the plug samples. In this method, the water and solvent are vaporized,
recondensed in a cooled tube in the top of the apparatus and the water is collected in a
calibrated chamber (Figure 2.1b). The solvent overflows and drips back over the samples.
The oil removed from the samples remains in solution in the solvent. Oil content is
calculated by the difference between the weight of water recovered and the total weight
loss after extraction and drying.



Condenser

Condenser

Soxhlet extroctor
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Fig. 2.1: Schematic diagram of Soxhlet () and Dean- Stark (b) apparatus.

2.2.6 Vacuum Distillation

The oil and water content of cores may be determined by this method. As shown in
Figure 2.2, a sample is placed within a leakproof vacuum system and heated to a
maximum temperature of 230°C. Liquids within the sample are vaporized and passed
through a condensing column that is cooled by liquid nitrogen.

Thermometer

/// Heating Mantle
HEATING |
CHAMBER
7 - Core Sample
—— To Vacuum
Calibrated Tube
VAPOR

Coé\l(_lsz‘fg&o'\l N @/ Liquid Nitrogen

Fig. 2.2: Vacuum distillation Apparatus.




227 Summary

The direct-injection method is effective, but slow. The method of flushing by using
centrifuge is limited to plug-sized samples. The samples also must have sufficient
mechanical strength to withstand the stress imposed by centrifuging. However, the
procedure is fast. The gas driven-extraction method is slow. The disadvantage here is that
it is not suitable for poorly consolidated samples or chalky limestones. The distillation in
a Soxhlet apparatus is slow, but is gentle on the samples. The procedure is simple and
very accurate water content determination can be made. Vacuum distillation is often used
for full diameter cores because the process is relatively rapid. Vacuum distillation is also
frequently used for poorly consolidated cores since the process does not damage the
sample. The oil and water values are measured directly and dependently of each other.

In each of these methods, the number of cycles or amount of solvent which must be used
depends on the nature of the hydrocarbons being removed and the solvent used. Often,
more than one solvent must be used to clean a sample. The solvents selected must not
react with the minerals in the core. The commonly used solvents are:

- Acetone

-  Benzene

- Benzen-methol Alcohol
- Carbon-tetrachloride

- Chloroform

- Methylene Dichloride
- Mexane

- Naphtha

- TetraChloroethylene
- Toluene

- Trichloro Ethylene

- Xylene

Toluene and benzene are most frequently used to remove oil and methanol and water is
used to remove salt from interstitial or filtrate water. The cleaning procedures used are
specifically important in special core analysis tests, as the cleaning itself may change
wettabilities.

The core sample is dried for the purpose of removing connate water from the pores, or to
remove solvents used in cleaning the cores. When hydratable minerals are present, the
drying procedure is critical since interstitial water must be removed without mineral
ateration. Drying is commonly performed in a regular oven or a vacuum oven at
temperatures between 50°C to 105°C. If problems with clay are expected, drying the
samples at 60°C and 40 % relative humidity will not damage the samples.



2.3 Experiments

2.3.1 Saturation Determination, Dean-Stark Distillation Method (Experiment 1)

Description:

The objective of the experiment is to determine the oil, water and gas saturation of a core

sample.

Procedure:

1.

2.

10.

11.

Weigh aclean, dry thimble. Use tongs to handle the thimble.

Place the cylindrical core plug inside the thimble, then quickly weigh the
thimble and sample.

Fill the extraction flask two-thirds full with toluene. Place the thimble with
sampleinto the long neck flask.

Tighten the ground joint fittings, but do not apply any lubricant for creating
tighter joints. Start circulating cold water in the condenser.

Turn on the heating jacket or plate and adjust the rate of boiling so that the
reflux from the condenser is a few drops of solvent per second. The water
circulation rate should be adjusted so that excessive cooling does not prevent
the condenser solvent from reaching the core sample.

Continue the extraction until the solvent is clear. Change solvent if necessary.
Read the volume of collected water in the graduated tube. Turn off the heater
and cooling water and place the sample into the oven (from 105°C to 120°C),
until the sample weight does not change. The dried sample should be stored in
adesiccater.

Obtain the weight of the thimble and the dry core.

Calculate the loss in weight W, of the core sample due to the removal of ail
and water.

Measure the density of a separate sample of the ail.

Cdculate the oil, water and gas saturations after the pore volume V, of the
sampleis determined.



Data and calculations:

Sample No: Porosity, ¢

Worg Wdry Pw Lo Vi Wo Vo Vp S
g g |goer’|gem®| em® | g |om® | om®

Where

Worg: Weight of original saturated sample
Wiary: Weight of desaturated and dry sample

Equations:
WL =V\/org _Wdry
W, =W_-W,

V, = z(D/2)°L
Vp = ¢\/b

where D and L are diameter and length of the core sample, respectively.




3. LIQUID DENSITY

3.1 Definitions

Density (p) is defined as the mass of the fluid per unit volume. In general, it varies with
pressure and temperature. The dimension of density is kg/m® in S or Ib/ft® in the English
system.

Soecific gravity () is defined as the ratio of the weight of avolume of liquid to the weight
of an equal volume of water at the same temperature. The specific gravity of liquid in the
oil industry is often measured by some form of hydrometer that has its special scale. The
American Petroleum Institute (API) has adopted a hydrometer for oil lighter than water
for which the scale, referred to asthe API scale, is

oppl =115 135 (3.1
Y

Note: When reporting the density the units of mass and volume used at the measured
temperature must be explicitly stated, e.g. grams per milliliter (cm®) a T(°C). The
standard reference temperature for international trade in petroleum and its products is
15°C (60°F), but other reference temperatures may be used for other special purposes.

3.2 Measurement of Density

The most commonly used methods for determining density or specific gravity of aliquid
are:

Westphal balance

Specific gravity balance (chain-o-matic)
API hydrometer

Pycnometer

Bicapillary pycnometer.

agrwbdPE

The first two methods are based on the principle of Archimedes: A body immersed in a
liquid is buoyed up by a force equal to the weight of the liquid it displaces. A known
volume of the liquid to be tested is weighted by these methods. The balances are so
constructed that they should exactly balancein air.

The API hydrometer is usually used for determining oil gravity in the oil field. When a
hydrometer is placed in ail, it will float with its axis vertical after it has displaced a mass
of oil equal to the mass of hydrometer (Fig. 3.1a). The hydrometer can be used at
atmospheric pressure or at any other pressure in a pressure cylinder.

The pycnometer (Fig. 3.1b) is an accurately made flask, which can be filled with a known

volume of liquid. The specific gravity of liquid is defined as the ratio of the weight of a
volume of the liquid to the weight of an equal volume of water at the same temperature.

9



Both weights should be corrected for buoyancy (dueto air) if a high degree of accuracy is
required. The ratio of the differences between the weights of the flask filled with liquid
and empty weight, to the weight of the flask filled with distilled water and empty weight,
is the specific gravity of the unknown fluid. The water and the liquid must both be at the
same temperature.

The bicapillary pycnometer (Fig. 3.1c) is another tool for accurate determination of
density. The density of the liquid sample drawn into the pycnometer is determined from
its volume and weight.

GRADUATED .

] M 1 ]
== I capiiars

(a) (b) (c)

Fig. 3.1: Schematic diagram of hydrometer (a), pycnometer (b),
and bicapillary pycnometer (c)

3.3 Experiments

3.3.1 Fluid density using the Pycnometer method (Experiment 2)

Description:

This method covers the determination of the density or relative density (specific gravity)
of crude petroleum and of petroleum products handled as liquids with vapor pressure 1.8

bar or less, e.g. stabilized crude oil, stabilized gasoline, naphthane, kerosines, gas ails,
lubricating oils, and non-waxy fuel oils.

10



Procedure:

1.

Thoroughly clean the pycnometer and stopper with a surfactant cleaning fluid,
rinse well with distilled water. Finally rinse with acetone and dry.

Weigh the clean, dry pycnometer with stopper and thermometer at room
temperature.

Fill the pycnometer with the liquid (oil, brine) at the same room temperature.
Put on the stopper and thermometer and be sure there is no gas bubble inside,
and then dry the exterior surface of the pycnometer by wiping with a lint-free

cloth or paper.

Weigh the filled pycnometer.

Calculation and report:

poODNPE

Calculate the liquid density and the average density based on your data.
Calculate the absolute error for each measurement.

Calculate the specific gravity.

Error source analysis of the pycnometer method.

Table: Density of water, kg/m? at different temperatures

18.0°C----998.5934  18.5°C----998.4995  19.0°C----998.4030
19.5°C----998.3070  20.0°C----998.2019  20.5°C----998.0973
21.0°C----997.9902 21.5°C----997.8805 22.0°C----997.7683
22.5°C----997.6536 23.0°C----997.5363  24.0°C----997.2944

Temperature: °C

Fluid | Pycnometer | Pycnometer | Pycnometer | Density, | Specific | Absolute

mass + liquid volume gravity, y | error, Ea

o,
(9) (9) (cm®) (g/em®) (g/cm?)

Pavr =

Equations.  Average Density (p,, ) = lz,oi
n

i=1

Ea = | (Average Density) — (Measured Density) |

11



4. VISCOSITY

41 Definitions

Viscosity is defined as the interna resistance of fluid to flow. The basic equation of
deformation is given by

T=py (4.2)

where 7 is shear stress, y is the shear rate defined as ow/ 4, and u is the viscosity. The

term z can be defined as F/A where F is force required to keep the upper plate moving at
constant velocity v in the x-direction and A is area of the plate in contact with the fluid
(Fig. 4.1). By fluid viscosity, the force is transmitted through the fluid to the lower plate
in such away that the x-component of the fluid velocity linearly depends on the distance
from the lower plate.

X v, (y)

Fig. 4.1: Steady-state velocity profile of afluid entrained between two flat surfaces.

It is assumed that the fluid does not dlip at the plate surface. Newtonian fluids, such as
water and gases, have shear-independent viscosity and the shear stress is proportional to
the shear rate (Fig. 4.2).

In the oil industry viscosity generally is expressed in centipoise, cp (1 cp =10 Pa.s).
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|
y

SHEAR RATE, ¥

Fig. 4.2: Shear stressvs. shear rate for a Newtonian fluid.

4.2 Effect of Pressure and Temperature on Viscosity

Viscosity of fluids varies with pressure and temperature. For most fluids the viscosity is
rather sensitive to changes in temperature, but relatively insensitive to pressure until
rather high pressures have been attained. The viscosity of liquids usualy rises with
pressure at constant temperature. Water is an exception to thisrule; its viscosity decreases
with increasing pressure at constant temperature. For most cases of practical interest,
however, the effect of pressure on the viscosity of liquids can be ignored.

Temperature has different effects on viscosity of liquids and gases. A decrease in
temperature causes the viscosity of a liquid to rise. Effect of molecular weight on the
viscosity of liquidsis as follows; the liquid viscosity increases with increasing molecul ar
weight.

4.3 Methodsfor Measuring Viscosity
4.3.1 Capillary Type Viscometer

Viscosity of liquids is determined by instruments called viscosimeter or viscometer. One
type of viscometer for liquidsis the Ostwald viscometer (Fig. 4.3). In this viscometer, the
viscosity is deduced from the comparison of the times required for a given volume of the
tested liquids and of a reference liquid to flow through a given capillary tube under
specified initial head conditions. During the measurement the temperature of the liquid
should be kept constant by immersing the instrument in a temperature-controlled water
bath.
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Fig. 4.3: Two types of Ostwald viscometers.

In this method the Poiseuille’ slaw for a capillary tube with alaminar flow regimeis used

Q=

V. APxr?
1= 6d (4.2)

wheret istime required for a given volume of liquid V with density of o and viscosity of
1w to flow through the capillary tube of length | and radius r by means of pressure gradient
AP. Thedriving force AP at thisinstrument is pgl. Then

Vgl
= 8/79 (4.3)
i
or
. Const.pt (4.4)
U Y p :

The capillary constant is determined from aliquid with known viscosity.

4.3.2 Falling Ball Viscometer
Another instrument commonly used for determining viscosity of aliquid is the falling (or

rolling) ball viscometer (Fig. 4.4), which is based on Stoke's law for a sphere falling in a
fluid under effect of gravity. A polished steel ball is dropped into a glass tube of a
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somewhat larger diameter containing the liquid, and the time required for the ball to fall
at constant velocity through a specified distance between reference marks is recorded.
The following equation is used

u=tlp, - p; K (4.5)

where u = absolute viscosity, cp
t =falingtime, s
o = density of the ball, g/em®
o = density of fluid at measuring temperature, g/cm®
K = ball constant.

The ball constant K is not dimensionless, but involves the mechanical equivalent of heat.

\—Vopor space

L~ Tube

I I
> 3]
'SPHERE 4
REFERENCE MARKS :
4 FOR MEASURING P
: TIME OF FALL

Fig. 4.4: Schematic diagram of the falling ball viscometer.

The rolling ball viscometer will give good results as long as the fluid flow in the tube
remains in the laminar range. In some instruments of this type both pressure and
temperature may be controlled.

4.3.3 Rotational Viscometer

Other often used viscometers especially for non-Newtonian fluids are the rotational type
consisting of two concentric cylinders, with the annulus containing the liquid whose
viscosity is to be measured (Figure 4.5). Either the outer cylinder or the inner one is
rotated at a constant speed, and the rotational deflection of the cylinder becomes a
measure of the liquid’s viscosity.
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Fig. 4.5: Schematic diagram of the rotational viscometer.

When the distance between the cylinders d, is small, we can define the viscosity gradient
for laminar flow regime as

d_oR (4.6)

dad d
where R is radius of the inner cylinder (bob) and @ is angular velocity of the outer
cylinder (rotor) defined by @ = 22n. When the rotor is rotating at a constant angular
velocity @ and the bob is held motionless, the torque from the torsion spring on the bob
must be equal but opposite in direction to the torque on the rotor from the motor. The
effective area of the applied torque is 2z.R.h where h is length of the cylinder. The
viscous drag on the bob is k.60.R, where k is the torsion constant of the spring and 4 is
angular displacement of the instrument in degrees. Then

F kR dv @R
—=——=y—=Uu— 4.7
A 20 Yo Md (47)
which gives
kad Ko
= = 4.8
# 2thwR  wh ( )

where K is the instrument’ s constant which is determined by calibration.
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4.4  Experiments
4.4.1 Liquid Viscosity Measurement using Capillary Type Viscometer (Exp. 3)
Description:

The main objective of the measurement is to determine the kinematic viscosity of
Newtonian liquid petroleum products.

For capillary viscometers the time is measured in seconds for a fixed volume of liquid to
flow under gravity through the capillary at a closely controlled temperature. The
kinematic viscosity is the product of the measured flow time and the calibration constant
of the viscometer. The dynamic viscosity can be obtained by multiplying the measured
kinematic viscosity by the density of the liquid.

Definitions:

Dynamic viscosity () is the ratio between the applied shear stress and the rate of shear
and is called coefficient of dynamic viscosity s This coefficient is thus a measure of the
resistance to flow of the liquid; it is commonly called the viscosity of the liquid.
Kinematic viscosity (v) istheratio 4/ p where pisfluid density.

Unit and dimensions:

Symbol cgs unit Sl unit Dimension

Kinematic 1mnf/s=1cS cnls /s L%/T
viscosity, v 1nf/s=10°cX
Dynamic 1 Dyn.g/cn = 100 cp Dyn.g/cn’ Newton.g/m? | M/LT
viscosity, u 1 Newton.g/n = 10% cp (= Pa.s) (FT/L?)
Where ¢S = centistokes, Cp = centipoise

1cp = 103 Pass, 1cS = 10° [/
Procedure:

1. Select aclean, dry calibrated viscometer (Fig. 4.6) having arange covering the
estimated viscosity (i.e. a wide capillary for a very viscous liquid and a
narrower capillary for aless viscous liquid). The flow time should not be less
than 200 seconds.

2. Charge the viscometer: To fill, turn viscometer upside down. Dip tube (2) into
the liquid to be measured while applying suction to tube (1) until liquid
reaches mark (8). After inverting to normal measuring position, close tube (1)
before liquid reach mark (3).

3. Allow the charged viscometer to remain long enough to reach the room
temperature. Read the calibration constants-directly from the viscometer.
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4. Measuring operation: Open tube (1) and measure the time it takes the liquid to
rise from mark (3) to mark (5). Measuring the time for rising from mark (5) to
mark (7) alows viscosity measurement to be repeated to check the first
measurement.

5. If two measurements agree within required error (generally 0.2-0.35%), use
the average for cal culating the reported kinematic viscosity.

Fig. 4.6: Viscometer apparatus.

Calculation and report:

1. Cdculate the kinematic viscosity v from the measured flow time t and the
instrument constant by means of the following equation:

v=C(t-9)

where:
v = kinematic viscosity, cX
C = calibration constant, cSt/s
t =flowtime, s
4 = Hagenbach correction factor, when t < 400 seconds, it should be
corrected according to the manual. When t > 400 seconds, 4 = 0.

2. Cdculate the viscosity p from the calculated kinematic viscosity v and the
density p by means of the following equation:

/’l:paVI'U
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where:
= dynamic viscosity, cp
par = average density in g/cm® at the same temperature used for measuring

the flow timet.
v = kinematic, cS.

3. Report test results for both the kinematic and dynamic viscosity. Calculate the
average dynamic viscosity.

Temperature: °Cc

Sample | Constant | Time | Hagenbach | Kinematic vis- | Density, par | dynamic vis-
C, (cX/9) () factor, 9 cosity, v (cS) (g/em’) cosity, 1 (cp)

Lavr =
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5. POROSITY

5.1 Definitions

From the viewpoint of petroleum engineers, the two most important properties of a
reservoir rock are porosity and permeability. Porosity is a measure of storage capacity of
areservoir. It is defined as the ratio of the pore volume to bulk volume, and is may be
expressed as either a percent or afraction. In equation form

pore volume bulk volume—grain volume
~ bulk volume bulk volume

Two types of porosity may be measured: total or absolute porosity and effective porosity.
Total porosity is the ratio of all the pore spaces in arock to the bulk volume of the rock.
Effective porosity ¢ is the ratio of interconnected void spaces to the bulk volume. Thus,
only the effective porosity contains fluids that can be produced from wells. For granular
materials such as sandstone, the effective porosity may approach the total porosity,
however, for shales and for highly cemented or vugular rocks such as some limestones,
large variations may exist between effective and total porosity.

Porosity may be classified according to its origin as either primary or secondary. Primary
or original porosity is developed during deposition of the sediment. Secondary porosity is
caused by some geologic process subsequent to formation of the deposit. These changes
in the original pore spaces may be created by ground stresses, water movement, or
various types of geologica activities after the origina sediments were deposited.
Fracturing or formation of solution cavities often will increase the origina porosity of the
rock.

it

i
i

48% POROSITY 26% POROSITY 14% POROSITY

(@) () (©) ()

V=

Fig. 5.1: Cubic packing (a), rhombohedral (b), cubic packing with
two grain sizes (c), and typical sand with irregular grain shape (d).

For a uniform rock grain size, porosity is independent of the size of the grains. A
maximum theoretical porosity of 48% is achieved with cubic packing of spherical grains,
as shown in Fig. 5.1a. Rhombohedral packing, which is more representative of reservoir
conditions, is shown in Fig. 5.1b; the porosity for this packing is 26%. If a second,
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smaller size of spherical grainsis introduced into cubic packing (Fig. 5.1c), the porosity
decreases from 48% to 14%. Thus, porosity is dependent on the grain size distribution
and the arrangement of the grains, as well as the amount of cementing materials. Not all
grains are spherical, and grain shape also influences porosity. A typical reservoir sand is
illustrated in Fig. 5.1d.

5.2 Effect of Compaction on Porosity

Compaction is the process of volume reduction due to an externally applied pressure. For
extreme compaction pressures, all materials show some irreversible change in porosity.
Thisis due to distortion and crushing of the grain or matrix elements of the materials, and
in some cases, recrystallization. The variation of porosity with change in pressure can be
represented by

¢2 = ¢1eCf(P2_Pl) (5- )

where ¢, and ¢, are porosities at pressure P, and P, respectively, and ¢ is formation
compressibility. Formation compressibility is defined as summation of both grain and
pore compressibility. For most petroleum reservoirs, grain compressibility is considered
to be negligible. Formation compressibility can be expressed as

1dv
C, =——— 5.2
v 52)
where dP is change in reservoir pressure. For porous rocks, the compressibility depends
explicitly on porosity.

5.3 Porosity Measurements on core plugs

From the definition of porosity, it is evident that the porosity of a sample of porous
material can be determined by measuring any two of the three quantities: Bulk volume,
pore volume or grain volume. The porosity of reservoir rock may be determined by

- Coreandysis
- Wadl logging technique
- Wadl testing

The question of which source of porosity data is most reliable can not be answered
without reference to a specific interpretation problem. These techniques can all give
correct porosity values under favourable conditions. The core analysis porosity
determination has the advantage that no assumption need to be made as to minera
composition, borehole effects, etc. However, since the volume of the core is less than the
rock volume which is investigated by a logging device, porosity values derived from logs
are frequently more accurate in heterogeneous reservoirs.

In the following sections we will discuss how to estimate pore-, grain-, and bulk-volumes
from core plugs.

21



5.3.1 Bulk Volume M easur ement

Although the bulk volume may be computed from measurements of the dimensions of a
uniformly shaped sample, the usual procedure utilises the observation of the volume of
fluid displaced by the sample. The fluid displaced by a sample can be observed either
volumetrically or gravimetrically. In either procedure it is necessary to prevent the fluid
penetration into the pore space of the rock. This can be accomplished (1) by coating the
sample with paraffin or a similar substance, (2) by saturating the core with the fluid into
which it isto be immersed, or (3) by using mercury.

Gravimetric determinations of bulk volume can be accomplished by observing the lossin
weight of the sample when immersed in afluid or by change in weight of a pycnometer
with and without the core sample.

5.3.2 PoreVolume Measurement

All the methods measuring pore volume yield effective porosity. The methods are based
on either the extraction of afluid from the rock or the introduction of afluid into the pore
spaces of the rock.

One of the most used methods is the helium technique, which employs Boyle's law. The
helium gas in the reference cell isothermally expands into a sample cell. After expansion,
the resultant equilibrium pressure is measured. The Helium porosimeter apparatus is
shown schematically in Fig. 5.2.

PRESSURE GAUGE
CHAMBERS
Sample Reference
Chamber Volume
v PRESSURE
V, 1 REGULATOR
Valve
| S—
To gas pressure source

Fig. 5.2: Schematic diagram of helium porosimeter apparatus.

Helium has advantages over other gases because: (1) its small molecules rapidly
penetrated small pores, (2) it isinert and does not adsorb on rock surfaces as air may do,
(3) helium can be considered as an ideal gas (i.e., z = 1.0) for pressures and temperatures
usually employed in the test, and (4) helium has a high diffusivity and therefore affords a
useful means for determining porosity of low permeability rocks.
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The schematic diagram of the helium porosimeter shown in Fig. 5.2 has a reference
volume V3, at pressure p;, and a matrix cup with unknown volume V5, and initial pressure
p2. The reference cell and the matrix cup are connected by tubing; the system can be
brought to equilibrium when the core holder valve is opened, allowing determination of
the unknown volume V, by measuring the resultant equilibrium pressure p. (Pressure p;
and p, are controlled by the operator; usually p; = 100 and p, = 0 psig). When the core
holder valve is opened, the volume of the system will be the equilibrium volume V, which
is the sum of the volumes V; and V.. Boyle's law is applicable if the expansion takes
place isothermally. Thus the pressure-volume products are equal before and after opening
the core holder valve:

PV, + PV = p(Vl +V2) (5'3)
Solving the equation for the unknown volume, V:

_(p-pM
V, = — (5.4)

Since all pressures in equation (5.4) must be absolute and it is customary to set p; = 100
psig and p, = 0 psig, Eq. (5.4) may be smplified as follows:

V, = &s—p) (5.5)

where V, in cm?® is the unknown volume in the matrix cup, and V; in cm® is the known
volume of thereference cell. p in psig is pressure read directly from the gauge.

Small volume changes occur in the system, including the changes in tubing and fittings

caused by pressure changes during equalization. A correction factor, G, may be
introduced to correct for the composite system expansion. The correction factor G is
determined for porosimeters before they leave the manufacturer, and this correction is
built into the gauge calibration in such a way that it is possible to read the volumes
directly from the gauge.

Another method of pore volume determination is to saturate the sample with a liquid of
known density, and noting the weight increase (gravimetric method).

When arock has a small fraction of void space, it is difficult to measure porosity by the
mentioned methods. At this case, mercury injection is used. The principle consists of
forcing mercury under relatively high pressure in the rock pores. A pressure gauge is
attached to the cylinder for reading pressure under which measuring fluid is forced into
the pores. Fig. 5.3b shows a typical curve from the mercury injection method. The
volume of mercury entering the core sample is obtained from the device with accuracy up
to 0.01 cm”.
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Fig. 5.3: Mercury injection pump (a) and porosity through mercury injection (b).

5.3.3 Grain Volume M easur ement

The grain volume of pore samples is some times calculated from sample weight and
knowledge of average density. Formations of varying lithology and, hence, grain density
limit applicability of this method. Boyle' s law is often employed with helium as the gas to
determine grain volume. The technique is fairly rapid, and is valid on clean and dry
sample.

The measurement of the grain volume of a core sample may also be based on the loss in
weight of a saturated sample plunged in aliquid.

Grain volume may be measured by crushing a dry and clean core sample. The volume of
crushed sample is then determined by (either pycnometer or) immersing in a suitable
liquid.

54 Experiments

5.4.1 Effective Porosity Deter mination by Helium Porosimeter M ethod (Exp. 4)
Descriptions

The helium porosimeter uses the principle of gas expansion, as described by Boyle's law.
A known volume (reference cell volume) of helium gas, at a predetermined pressure, is
isothermally expanded into a sample chamber. After expansion, the resultant equilibrium

pressure is measured. This pressure depends on the volume of the sample chamber minus
the rock grain volume, and then the porosity can be calcul ated.
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Procedure:
1. Measure the diameter and length of the core using calliper.
2. Givethe porosimeter a helium supply, 10 bar.
3. Determine the volume of the matrix cup with core, Va:

3.1 Put the cleaned, dried core inside the matrix cup, and mount the cup in the
cup holder.

3.2 Open “source” and then “supply”.

3.3 Regulate the needle at 100.

3.4 Close “source” and then “supply”.

3.5 Open “core holder”.

3.6 Takethe reading on TOP SCALE, V,=  cnr.

4. Determine the volume of the matrix cup without core, V;:

4.1 Take out the core from the matrix cup, and mount the cup in the cup
holder.

4.2 Open “source” and then “supply”.

4.3 Open “cell 17.

4.4 Regulate the needle at 100.

4.5 Close “source and then “supply”.

4.6 Open core “holder”.

4.7 Take thereading on MIDDLE SCALE, V; = o,

Calculations and report

1. Cdculate and fill the data form.

Core No.: D: cm, L: cm.
Vi (cnt) Va (cnm) Vg (c) Vi () de
where

V; = the volume of the matrix cup without core, cm.

\/, = the volume of the matrix cup with core, cm®.

Vg = Vi-Vz, the volume of grain and non-connected pores, e,

V, = the bulk volume of core, cnr’.

¢e = (Vb-Vg)/V,, effective (interconnected) porosity of the core, fraction.

5.4.2 Porosity Determination by Liquid Saturating Method (Experiment 5)

Description:

The determination of the effective liquid porosity of a porous plug is theinitial part of the
measurement of capillary pressure using porous plate method in core laboratories. Before

26



the capillary pressure is determined the volume of the saturating liquid (brine or oil) in
the core must be known. Thus, the effective liquid porosity of the core can be calculated
in the beginning of capillary pressure measurement.

Procedure:

1.

3.

4.

Weigh dry Berea plug Wy, measureits diameter D, and length L, with calliper
(1 core for each group).

Put the coresin the beaker inside a vacuum container, run vacuum pump about
1 hour.

Saturate the cores with 36 g/l NaCl brine, puine = 1.02g/cm?®.

Weigh the saturated cores, W.

Calculations and report:

1. Calculate the saturated brine weight, Whrine = Waar-Wary.
2. Calculate the pore volume (saturated brine volume), Vp = Wea/ porine.
3. Cdculate effective porosity, de = Vp/Vh.
Core No.: D: cm, L: cm.
Wy (9) Wezt (9) Whrine () Vp (cm) de
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6. RESISTIVITY

6.1 Definitions

Porous rocks are comprised of solid grains and void space. The solids, with the exception
of certain clay mineras, are nonconductors. The electrical properties of a rock depend on
the geometry of the voids and the fluid with which those voids are filled. The fluids of
interest in petroleum reservoirs are oil, gas, and water. Oil and gas are nonconductors.
Water is a conductor when it contains dissolved sats, such as NaCl, MgCl,, KCI
normally found in formation reservoir water. Current is conducted in water by movement
of ions and can therefore be termed el ectrolytic conduction.

Theresistivity of a porous material is defined by

rA
R=— 6.1
- 6

where r = resistance, (2
A = cross-sectional area, nt’
L =length, m

and resigtivity is expressed in Ohm-meter (£2.m). However, for a complex material like
rock containing water and oil, the resistivity of the rock depends on

- sdinity of water

- temperature

- porosity

- pore geometry

- formation stress

- composition of rock.

The resistivity of an electric current in porous rock is due primarily to the movement of
dissolved ions in the brine that fills the pore of the rock. The resistivity varies with
temperature due to the increased activity of the ionsin solution as temperature increases.

Due to the conductivity properties of reservoir formation water, the electrical well-log
technique is an important tool in the determination of water saturation versus depth and
thereby areliable resource for in situ hydrocarbon evaluation.

The theory of the electrical resistivity log technique generally applied in petroleum
engineering was developed by Archie in 1942, the so called Archie's equation. This
empirical equation was derived for clean water-wet sandstones over a reasonable range of
water saturation and porosities. In practice, Archie's equation should be modified
according to the rock properties: clay contents, wettability, pore distribution, etc. The
following is a brief presentation of the main electrical properties of reservoir rocks and
related parameters.
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Formation Factor: The most fundamental concept considering electrical properties of
rocksisthe formation factor F, as defined by Archie:

F= % (62)

where
R, = the resigtivity of the rock when saturated 100% with water, 2.m
Ry = the water resistivity, 2.m.

The formation factor shows a relationship between water saturated rock conductivity and
bulk water conductivity. Obviously, the factor depends on the pore structure of the rock.

Resistivity Index: The second fundamental notion of electrical properties of porous rocks
containing both water and hydrocarbons is the resistivity index I.

=R (6.3)
RO
where
R = theresistivity of the rock when saturated partially with water, ©2.m
R, = the resistivity of the same rock when saturated with 100% water, 2.m.

Tortuosity: Wyllie (52) developed the relation between the formation factor and other
properties of rocks, like porosity ¢ and tortuosity z. Tortuosity can be defined as (La/L)>,
where L is the length of the core and L, represents the effective path length through the
pores. Based on simple pore models the following relationship can be derived:

F =

z 6.4
5 (6:4)
where

F = formation factor

7 = tortuosity of the rock

¢ = porosity of the rock.

Cementation factor: Archie suggested a slightly different relation between the formation
factor and porosity by introducing the cementation factor:

F=¢" (6.5)where
¢ = porosity of the rock
m = Archie' s cementation factor.

Archie reported that the cementation factor probably ranged from 1.8 to 2.0 for
consolidated sandstones and for clean unconsolidated sands was about 1.3.

Saturation Exponent: The famous Archie’'s equation gives the relationship of resistivity
index with water saturation of rocks
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| =2 =5," (6.6)where

Sy = water saturation
n = saturation exponent, ranging from 1.4to 2.2 (n = 2.0 if no data are given).

R
R,

In this equation, R; and R, can be obtained from well logging data, saturation exponent n
is experimentally determined in laboratory. Therefore, the in situ water saturation can be
calculated with Archie's equation. Based on the material balance equation for the
formation, Sy + & + § = 1.0, the hydrocarbon reserve in place may be cal culated.

6.2 Effect of Conductive Solids

The clay minerals present in a natural rock act as a separate conductor and are sometimes
referred to as “conductive solids’. Actually, the water in the clay and the ions in the water
act as the conducting materials. Fig. 6.1 shows variation of formation factor versus water
resistivity for clean and clayey sands. The effect of the clay on the resistivity of the rock
is dependent upon the amount, type and manner of distribution of the clay in the rock.

100
® A comparoble clean sand
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Fig. 6.1: Apparent formation factor versus water resistivity
for clayey and clean sands.

The formation factor for a clay-free sand is constant. The formation factor for clayey sand
increases with decreasing water resistivity and approaches a constant value at a water
resistivity of a bout 0.1 Q.m. The apparent formation factor F, was calculated from the
definition of the formation factor and observed values of Ry; and Ry, (Fa = Roa/Ry). Wyllie
proposed that the observed effect of clay minerals was similar to having two electrical
circuitsin parallel: the conducting clay minerals and the water-filled pores. Thus
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1 1,1 (6.7)
R. R FR,

where Ry, is the resistivity of a shaly sand when 100% saturated with water of resistivity
Ry. Rc is the resistivity due to the clay minerals. FR, is the resistivity due to the
distributed water, and F is the true formation factor of the rock (the constant value when
the rock contains low-resistivity water).
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Fig. 6.2: Water-saturated rock conductivity as Fig.6.3: Formation factor asa
afunction of water conductivity. function of porosity.

The data presented at the Fig. 6.2 represent graphicaly the confirmation of the
relationship expressed in EqQ. (6.7). The plots are linear and are of the general form

1 el (6.8)

R. R,
where C isthe slope of the line and b is the intercept. Comparing Eq. (6.7) with Eq. (6.8),
it may be noted that C = 1/F and b = 1/R.. The linein which b = 0 indicates a clean sand,
then

1 11
"SRR R, =FR, (6.9)

Eq. (6.7) can be rearranged to express the apparent formation factor in term of R. and FR,,
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Ro= BB g R R (610

AsR, =0, FI{imo F, =—=-=F. ThereforeF, approachsF asalimit as R, becomesmall.

il

Thiswasobservedin Fig.6.1.

6.3 Effect of Overburden Pressure on Resistivity

Confinement or overburden pressure may cause a significant increase in resistivity. This
usually occursin rocks that are not well cemented and in lower porosity rocks. Archie, as
mentioned before, reported results of correlating laboratory measurements of formation
factor with porosity in the form

F=¢™" (6.11)

Wyllie investigated the influence of particle size and cementation factor on the formation
factor of a variety of materials. He concluded that the cemented aggregates exhibit a
greater change in formation factor with a change in porosity than the unconsolidated
aggregates. Then, the general form of the relation between formation factor and porosity
should be

F=ap™ (6.12)

where m is a constant depending on cementation and a a constant controlled by the
porosity of the unconsolidated matrix prior to cementation. A comparison of some
suggested relationships between porosity and formation factor is shown in Fig. 6.3.

6.4 Resistivity of Partially Water-Saturated Rocks

When oil and gas are present within a porous rock together with a certain amount of
formation water, its resistivity islarger than R, since there isless available volume for the
flow of electric current. This volume is a function of the water saturation S,. Eq. (6.6)
indicates that the resistivity index is a function of water saturation and the path depth.
From the theoretical development, the following generalization can be drawn:

| =C'S;" (6.13)
where | = R/R, is the resistivity index, C' is some function of tortuosity and n is the
saturation exponent. In Archie's equation n is 2.0 and in Williams relation 2.7 (Fig. 6.4).

All the equations fitted to the experimental data have assumed that both C' and n of Eq.
(6.13) were constants and furthermore that C' = 1.
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Fig. 6.4: Resistivity index versus water saturation.

The generally accepted formation which relates water saturations and true resistivity R is
that of Archie, which may be written in the following different form:

_ /R _|FR, _ R, & 6.14
> \/; \/R \/wm 614

where a is unique property of the rock and n is the saturation exponent, which in most
cases is assumed to be 2.0.

6.5 Experiments

6.5.1 Resistivity Measurementsof Fluid-Saturated Rocks (Experiment 6)
Description:

The objective of this experiment is to measure the main electrical properties of porous
rock like water resistivity, formation factor, tortuosity, cementation factor, resistivity
index and saturation exponent.

Procedure:

Resistance measurements in our laboratory are aratio of voltage decrease method, that is
the ratio of voltage decrease between a reference resistor and a sample (to be measured)

in series (Fig. 6.5). Then, the resistance of the sample is calculated and the resistivity of
the sample can be devel oped when the size of the sample is known.
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Fig. 6.5: The electrical circuit of resistance measurements.

Calculations and report:

1. Cadculate water resistivity, Ry

Equation:
A raD?
Re=T T
Reference resistance (rg): Q, Vx/VRg:
Water Cell diameter Cdl length Cedll resistance, | Water resistivity
D L Ix Rw
(m) (m) () (2m)
36 g NaCl/l
2. Cdculate formation factor, F, tortuosity, 7, and cementation factor, m
Reference resistance (rg): Q, Vx/VR:
Core | Core | Core Porosity | Cementation | Formation | Tortu-
No. D L M Ro ¢ factor, m Factor, F | osity, 7
m | (M | (2 | E2m)
Ry isequal to thevalue of Ry in (1).
3. Caculate resistivity index, |, saturation exponent, n
Reference resistance (rg): Q, Vx/VR:
Core | Core | Core Resistivity Saturation
No. D L Iy R R, Sw Index, | exponent, n
(m | (M | (@ | E@2m) | (2m

R, isequal to the value of R, in (2).
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7. SURFACE AND INTERFACIAL TENSION

7.1 Definitions

Surface and interfacial tension of fluids result from molecular properties occurring at the
surface or interface. Surface tension is the tendency of aliquid to expose a minimum free
surface. Surface tension may be defined as the contractile tendency of a liquid surface
exposed to gases. The interfacial tension is a similar tendency which exists when two
immiscible liquids are in contact. In the following, interfacial tension will be denoted for
both surface and interfacial tension.

Fig. 7.1 shows a spherical cap which is subjected to interfacia tension o around the base
of the cap and two normal pressures p; and p, at each point on the surface. The effect of
the interfacial tension o is to reduce the size of the sphere unless it is opposed by a
sufficiently great difference between pressures p; and ps.

Fig. 7.1: Capillary equilibrium of a spherical cap.

The Y oung-Laplace equation for the mechanical equilibrium of an arbitrary surfaceis

1 1
P~ P = O{_ + _j (7.2)
nn

where r; and r, are the principa radii of curvature. Introducing the mean radius of
curvature r, defined by
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The Y oung-L aplace equation becomes

2
P,— P, = r_O' (7.3)

Note that the phase on the concave side of the surface must have pressure p; which is
greater than the pressure p;, on the convex side.

The surface tension of a liquid surface in contact with its own vapour or with air is found
to depend only on the nature of the liquid, and on the temperature. Usually, surface
tensions decrease as temperature increases.

7.2 Methods of Interfacial Tension Measurements
7.2.1 Capillary Rise Method

This method is based on rising of aliquid in a capillary tube and the fact that the height of
the liquid, depends on interfacial tension. Let us consider a circular tube of radius r,
wetted by the liquid to be tested. The liquid with density o immediately risesto a height h
above the free liquid level in the vessel (Fig. 7.2). The column of liquid in the capillary
must be held up against the gravity pull by a force, the so-called capillary suction. We
may write

271 o cosé(capillary suction) = gphzr 2(gravity pull)

where @is contact angle between liquid and glass tube and g is acceleration of gravity.
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Fig. 7.2: Capillary-rise method.

Hence the value of ¢ is calculated by
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2cosd  2cosd

where Ap is the hydrostatic pressure of the column of liquid in the capillary.

7.2.2 Wilhelmy Plate Method

A thin plate of glass or platinum will “carry” or hold up part of liquid which isin contact
with the plate. The dynamic measurement of interfacial tension is shown in Fig. 7.3a In
this method, the necessary force to break the liquid film at this position will be
determined

F =W, +2(x+y)o (7.5)

where 2(x + y) is the contact area between the liquid and the plate, and W, is the weight
of the plate.

(b)

Fig. 7.3: Wilhelmy plate methods; Dynamic (&), and static method (b)

In the static method the plate is held at the position show in Fig. 7.3b, and the equation
will be
F =W, —b+2(x+ y)ocosd (7.6)

where b is buoyancy force of immersed part of the plate in the liquid and & is contact
angle.
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Thisinstrument can be calibrated such that the interfacial tension reads directly.

7.2.3 RingMethod

The ring or du Nouy method of measuring surface and interfacial tension is commonly
used and the apparatus is called aring tensiometer.

To measure interfacial tension, a platinum ring is placed in the test liquid. The force
necessary to withdraw it from the liquid is determined (Fig. 7.4). When the ring is
completely wetted by the liquid (€= 0), this equation is obtained

F =W, —b+2(2r0) (7.7)

where F is measured force, r is radius of the ring at centre (the radius of the platinum
thread is negligible compared to r), W, isweight of thering in air and b is buoyancy force
of the ring immersed in the liquid. For interfacial measurements, the ring is placed in the
interface and the force necessary to break the interfacial film with the ring is determined.

NN

Fig. 7.4: Ring method. Fig. 7.5: Hanging drop from a capillary tube.

The instrument can be regulated in such a way that the ring weight and buoyancy effect
are taken care of with a correction factor C:

o= C—) (7.8)

7.24 Drop Weight Method
The drop weight method of measuring the interfacial tension of liquid with respect to air

consists in determining the number of drops falling from a capillary. The drops are
allowed to fall into a container until enough have been collected so that the weight per
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drop can be determined accurately. The principle of the method is that the size of the drop
falling from a capillary tube depends on the surface tension of the liquid (Fig. 7.5).

The maximum amount of liquid W, which can hang from a capillary tube with radius r
without falling depends on the surface tension as

W=mg=21o (7.9)

where m is the mass per drop. Observations of falling drops show that a considerable
portion of the drop (up to 40%) may remain attached to the capillary end. This effect will
be compensated with a correction factor f

mg
_ M9 7.10
o=f (7.10)

The correction factor f variesin the region of 0.5 to 1.0. The drop method can be used for
the determination of both gas-liquid and liquid-liquid interfacial tensions.

7.25 Pendant Drop Method

Small drops will tend to be spherical because surface forces depend on area. In principle,
one can determine the interface tension from measurements of the shape of the drop. In
the case of the pendant drop, the most convenient and measurable shape dependent
guantity is S= dJd.. Asindicated in Fig. 7.6, de is the equatorial diameter and ds is the
diameter measured distance d. from the bottom of the drop. The interfacial tension can be
calculated by the following equation

2
o= ApgTﬂe (7.12)

where H is a shape determining variable. The relationship between the shape dependent
guantity H and the experimentally measured shape dependent quantity Sis determined
empirically. A set of 1/H versus S values is obtained in form of tables (Tab. 7.1). The
guantity of Sis calculated after measuring d. and ds from shape of the pendant drop, and
then 1/H can be determined from Tab. 7.1.
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Fig. 7.6: Relationship between
dimensions of a pendant drop.

Fig. 7.7: Schematic diagram of spinning

drop.

The pendant drop method is widely used and has good accuracy.

Table 7.1: Vaues of 1/H versus S for pendant drop method.

S 0 1 2 3 4 5 6 7 8 9

0.30 7.09837 7.03966 6.98161 6.92421 6.86746  6.81135 6.75586 6.70099 6.64672  6.59306
0.31 6.53998 6.48748 6.43556 6.38421 6.33341 6.28317 6.23347 6.18431 6.13567 6.08756
0.32 6.03997  5.99288  5.94629 5.90019 5.85459 5.80946 5.76481 5.72063 5.67690 5.63364
0.33 559082 554845 550651  5.46501  5.42393  5.38327 5.34303 5.30320 5.26377  5.22474
0.34 518611 5.14786  5.11000 5.07252 5.03542  4.99868 4.96231 4.92629 4.89061  4.85527
0.35 4.82029 4.78564 4.75134 4.71737 4.68374  4.65043  4.61745 4.58479  4.55245  4.52042
0.36  4.48870 4.45729  4.42617 4.39536  4.36484  4.33461 4.30467 4.27501  4.24564  4.21654
0.37 418771 4.15916  4.13087 4.10285 4.07509  4.04759  4.02034  3.99334  3.96660  3.94010
0.38 3.91384 3.88786  3.86212 3.83661 3.81133 3.78627 3.76143  3.73682 3.71242  3.68824
0.39 3.66427 3.64051 3.61696 3.59362 3.57047 3.54752  3.52478 3.50223  3.47987  3.45770
0.40 3.43572  3.41393 3.39232 3.37089  3.34965 3.32858 3.30769  3.28698 3.26643  3.24606
0.41 3.22582 3.20576  3.18587  3.16614  3.14657 3.12717 3.10794 3.08886  3.06994  3.05118
0.42 3.03258  3.01413  2.99583 2.97769 2.95969 2.94184 2.92415 290659 2.88918 2.87192
0.43 2.85479  2.83781  2.82097 2.80426  2.78769  2.77125  2.75496  2.73880  2.72277  2.70687
0.44 269110 2.67545 2.65992  2.64452  2.62924 2.61408 2.59904 258412  2.56932  2.55463
0.45 2.54005 2.52559 251124  2.49700 2.48287  2.46885  2.45494 244114 242743  2.41384
0.46  2.40034  2.38695 2.37366  2.36047  2.34738 2.33439 2.32150 2.30870 2.29600  2.28339
0.47 227088  2.25846  2.24613  2.23390 2.22176  2.20970 2.19773  2.18586 2.17407  2.16236
0.48 215074 2.13921  2.12776  2.11640 2.10511 2.09391 2.08279 2.07175 2.06079  2.04991
0.49 2.03910 2.02838 2.01773  2.00715 1.99666  1.98623 1.97588  1.96561  1.95540  1.94527
0.50 1.93521 1.92522 1.91530 1.90545 1.89567 1.88596 1.87632 1.86674 1.85723  1.84778
0.51 1.83840 1.82909 1.81984 1.81065 1.80153  1.79247 1.78347 1.77453 1.76565  1.75683
0.52 174808 1.73938 1.73074 1.72216 1.71364 1.70517 1.69676 1.68841 1.68012 1.67188
0.53 166369 1.65556 1.64748 1.63946 1.63149 1.62357 1.61571 1.60790 1.60014  1.59242
0.54 158477 157716 1.56960 1.56209  1.55462  1.54721 1.53985 1.53253 1.52526  1.51804
0.55 151086  1.50373  1.49665  1.48961  1.48262 1.47567 1.46876  1.46190 1.45509  1.44831
0.56  1.44158  1.43489  1.42825 1.42164 1.41508 1.40856  1.40208 1.39564  1.38924  1.38288
0.57 137656  1.37028 1.36404 1.35784  1.35168 1.34555 1.33946  1.33341 1.32740 1.32142
0.58 1.31549 1.30958 1.30372 1.29788 1.29209 1.28633  1.28060  1.27491  1.26926  1.26364
0.59 1.25805 1.25250 1.24698  1.24149  1.23603  1.23061 1.22522  1.21987  1.21454  1.20925
0.60 1.20399 1.19875 1.19356 1.18839  1.18325 1.17814 1.17306 1.16801 1.16300 1.15801
0.61 1.15305 1.14812 1.14322 1.13834 1.13350 1.12868  1.13389 1.11913 1.11440 1.10969
0.62 1.10501 1.10036  1.09574 1.09114 1.08656  1.08202 1.07750 1.07300 1.06853  1.06409
0.63 1.05967 1.05528 1.05091 1.04657 1.04225 1.03796 1.03368 1.02944  1.20522  1.02102
0.64 1.01684 1.01269 1.00856  1.00446  1.00037 0.99631 0.99227 0.98826  0.98427  0.98029
0.65 0.97635 0.97242 0.96851 0.96463 0.96077  0.95692 0.95310 0.94930 0.94552 0.94176
0.66 0.93803 0.93431 0.93061 0.92693  0.92327 0.91964 0.91602 0.91242 0.90884  0.90528
0.67 0.90174 89822 89471 89122 88775 88430 88087 87746 87407 87069
0.68 86733 86399 86067 85736 85407 85080 84755 84431 84110 83790
0.69 83471 83154 82839 82525 82213 81903 81594 81287 80981 80677
0.70 80375 80074 79774 79477 79180 78886 78593 78301 78011 77722
0.71 77434 77148 76864 76581 76299 76019 75740 75463 75187 74912
0.72 74639 74367 74097 73828 73560 73293 73028 72764 72502 72241
0.73 71981 71722 71465 71208 70954 70700 70448 70196 69946 69698
0.74 69450 69204 68959 68715 68472 68230 67990 67751 67513 67276
0.75 67040 66805 66571 66338 66107 65876 65647 65419 65192 64966
0.76 64741 64518 64295 64073 63852 63632 63414 63196 62980 62764
0.77 62550 62336 62123 61912 61701 61491 61282 61075 60868 60662
0.78 60458 60254 60051 59849 59648 59447 59248 59050 58852 58656
0.79 58460 58265 58071 57878 57686 57494 57304 57114 56926 56738
0.80 56551 56364 56179 55994 55811 55628 55446 55264 55084 54904
0.81 54725 54547 54370 54193 54017 53842 53668 53494 53322 53150
0.82 52978 52800 52638 52469 52300 52133 51966 51800 51634 51470
0.83 51306 51142 50980 50818 50656 50496 50336 50176 50018 49860
0.84 49702 49546 49390 49234 49080 48926 48772 48620 48468 48316
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0.85 48165 48015 47865 47716 45760 47420 47272 47126 46984 46834
0.86 46690 46545 46401 46258 46116 45974 45832 45691 45551 45411
0.87 45272 45134 44996 44858 44721 44585 44449 44313 44178 44044
0.88 43910 43777 43644 43512 43380 43249 43118 42988 42858 42729
0.89 42600 42472 42344 42216 42089 41963 41837 41711 41586 41462
0.90 41338 41214 41091 40968 40846 40724 40602 40481 40361 40241
0.91 40121 40001 39882 39764 39646 39528 39411 39294 39178 39062
0.92 38946 38831 38716 38602 38488 38374 38260 38147 38035 37922
0.93 37810 37699 37588 37477 37367 37256 37147 37037 36928 36819
0.94 36711 36603 36495 36387 36280 36173 36067 35960 35854 35749
0.95 35643 35538 35433 35328 35224 35120 35016 34913 34809 34706
0.96 34604 34501 34398 34296 34195 34093 33991 33890 33789 33688
0.97 33587 33487 33386 33286 33186 33086 32986 32887 32787 32688
0.98 32588 32489 32390 32290 32191 32092 31992 31893 31793 31694
0.99 31594 31494 31394 31294 31194 31093 30992 30891 30790 30688
1.00 30586 30483 30379

7.2.6 Spinning Drop

In this method, a drop of aless dense fluid is injected into a container of the denser fluid,
and the whole system is rotated as shown in Fig. 7.7. In the resulting centrifugal field, the
drop elongates along the axis of rotation. The interfacial tension opposes the elongation
because of the increase in area and a configuration which minimises system free energy is
reached. The method is similar to that for the pendant drop with the gravitationa
acceleration g replaced by the appropriate acceleration term for a centrifugal field.

If the fluid densities are pa and pg, and the angular velocity o of rotation are known, then
interfacial tension can be calculated from the measured drop profile. When drop length is
much greater than the radius r,, the following approximate expression holds

3

2
O_z(pA_IOLl-B)a) ' (712)

The spinning drop device has been widely used in recent years to measure very low
interfacial tensions. Unlike the other methods, no contact between the fluid interface and
asolid surfaceisrequired.

7.3 Experiments

7.3.1 Interfacial Tension (IFT) Measurement, Pendant Drop Method
(Experiment 7)

Pendant drop method is applied to determine the interfacial tension between two liquids.
The method is intended for application to liquid pairs with normal interfacial tensions
(not too low and too high).

Procedure:

The pendant drop IFT measurements will be performed together with contact angle

measurements and the contact angle apparatus is used (Experiment 9), so refer to this
experiment for apparatus description.
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. Fill the call with ail.

. Form a pendant drop of water with a syringe (diameter 1.1 mm).

. Focus the drop and take imaging picture by photo.

. Measure d; and ds, and then calculate S

. Determine 1/H from Tab. 7.1.
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Fig. 7.8: Pendant drop imaging picture.

Calculations and report

Temperature: °C
Image picture sizes
&/S_ Pw Po Ap de ds dIMG S 1/H o
tem | (g/em®) | (g/em®) | (gem®) | (mm) | (mm) | (mm) | (ds/de) (dyne/
cm)
Equation:
2
o= ApgD;
H

where g =981 cm/s2
De (real size of dg) = de(1.2/dimc), mm.




7.3.2 Measurement of IFT with the Ring Tensiometer (Experiment 8)

Description:

This hanging ring method is also called Du Nouy method. The method can determine the
interfacial tension of reservoir fluids or petroleum products at typical ambient laboratory
temperature and atmospheric pressure.

Definition:

The surface or interfacial tension in the liquid film is the ratio of the surface force to the
length (perpendicular to the force) along which the force acts.

o= surfaceforce, F
length along which forceacts

Procedure:
1. Cdibration of tensiometer.

2. Brine and ail interfacial tension measurements. Two or three readings should
be taken, so an average value may be used for calculating apparent interfacial
tension.

Calculation and report:
To obtain the true interfacial tension o, the following relationship will be used:

c=0,C (7.13)
where

o =thetrueinterfacial tension, dynes/cm

0a = the measured apparent value, dynes/cm

C =the correction factor.

The correction factor C is dependent on the size of ring, the diameter of the wire used in
the ring, the apparent interfacial tension, and the densities of the two phases. The
relationship is expressed by the following equation

C=0.7250+ \/% .+ 0.04534 L7V

12(p - p,)

(7.14)

where
C = correction factor
R =radiusof thering, cm
r =radius of the wire of the ring, cm
0, = apparent surface or interfacial tension, dynes/cm
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= density of the lower phase, g/cm®
pu = density of the upper phase, g/lem®
| = circumference of thering, cm

If surface tension was measured in the container which has been open to the air during
measuring, air density may be approximated by the equation:

P = 4.324x1072(P/T) (7.15)

where
par = ar density at pand T, g/lem®
p = pressure, psia (= 14.7 psia)
T = temperature, °R (= 1.8 (T°C + 273.15))

Temperature: °Cc
M easurement Correction factor, | Apparent value, ca Truevalue, o
C (dynes/cm) (dynes/cm)

oav (@rlwater) =
oavr (Oil/water) =
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8. CONTACT ANGLE AND WETTABILITY

8.1 Definitions

When a liquid is brought into contact with a solid surface, the liquid either expand over
the whole surface or form small drops on the surface. In the first case the liquid will wet
the solid completely, whereas in the later case a contact angle 6 >0 will develop between
the surface and the drop.

When two immiscible fluids contact a solid surface, one of them tends to spread or adhere
to it more so than the other. For example, for water-oil-solid system at equilibrium, the
following equation (known as Y oung’ s equation) can be expressed

Ogp —Ogy =0 COSH (8.1
where oy, is the interfacial tension between the oil and solid, oy between the water and

solid, owo between the oil and water. @ is the contact angle measured through the water
phase (Fig. 8.1).

Fig. 8.1: Interfacia tensions for water-oil-solid system at equilibrium.

Adhesion tension, which is a function of the interfacial tension, determines which fluid
preferentially wets the solid. In the case of water-oil-solid, the adhesion tension Ar is
defined as

A =o0,-0, =0,,C080 (8.2)

A positive adhesion tension Ar indicates that water preferentialy wets the solid surface
(water wet). An Ar of zero indicates that both phases have an equal affinity for the surface
(neutral system). A negative Ar indicates the oil wets the solid surface (oil wet). The
magnitude of the adhesion tension determines the ability of the wetting phase to adhere to
the solid and to spread over the surface of the solid.
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Wettability of a reservoir rock-fluid system is defined as the ability of one fluid in the
presence of another to spread on the surface of the rock. Wettability play an important
role in the production of oil and gas as it not only determines initial fluid distributions,
but aso is a main factor in the flow processes in the reservoir rock. The degree of
wetting of solid by liquids is usually measured by the contact angle that a liquid-liquid
interface makes with a solid.

Based on the contact angle, the wetting index W is defined according to the tabulation
below:

Wetting Index Contact angle Wetting condition
cosd 0
1.0 0° completely water wetted
0 90’ neutral system
-1.0 180° completely oil wetted

The limits of the scales are not definite, since a system with contact angle in the range of
about 70° to 110° is considered neutral. Another scaling system is used during Experiment
0.

Another definition related to wetting is spreading wetting. In spreading wetting the
adhesion forces between the liquid and the solid are greater than the cohesive forces
between the liquid molecules, and the liquid will spread on the surface as a thin film. The
spreading coefficient Sis defined by the expression

S=—— =0, (0, +0,,) (8.3)

where dG isthe free energy increase due to spreading and dA is change in interfacia area.
The liquid spreads spontaneously over the solid surface when Sis positive or zero. When
Sis negative the liquid remains as a drop having a definite angle of contact with the solid
surface. The equilibrium contact angle is such that the total surface free energy of the
system is minimum.

To illustrate that, the quantitative relation between interfacial tension, contact angle and
spreading coefficient are tabulated below:

Relative values 0 S

Cs0< Osy 90° < ¥< 180° S<0
Gso= Osw 0=90° S<0
Osw< Gso < Gy + Gow 0°< 9<9° S<0
Os= Oswt Oow 9:00 S=0
O~ Oswt Gow 6 does not exist S>0
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The wettability of areservoir rock system will depend on the following factors

- Reservoir rock material and pore geometry

- Geologica mechanisms (accumulation and migration)

- Composition and amount of oil and brine

- Physical conditions; pressure and temperature

- Mechanisms occurring during production; i.e. change in saturations, pressure
and composition.

Note that it is difficult to make a general model of wettability including all these factors.
Although a lot of work has been done on wettability, it is not fully understood how the
wettability of a porous rock surface is composed.

8.2 Measurement of Wettability

No satisfactory method exists for in situ measurement of wettability, and therefore it is
necessary to estimate the wettability from laboratory measurements.

To obtain representative information on wetting preferences in the reservoir from
laboratory experiments, the following conditions should be fulfilled:

- The method should not damage the surface properties of the rock.

- The method should enable differentiation of entire range of wettability from
very water-wet to very oil-wet.

- The results should include the effects of microheterogeneities of the rock
(except where ideal systems are used).

- The results should not depend on parameters such as rock permeability and
fluid viscosity unless these parameters can be isolated.

- The results should be reproducible both with respect to a given core sample
and also between different cores having the same rock properties.

One way in which this can be done directly is by using the method of contact angle
measurement by photographing a drop. Other indirectly methods are based on
measurement on core samples. Three methods have been found worth discussing in more
detail. These methods are:

- The Amott method
- The centrifuge method
- The contact angle method.
8.2.1 Measurementson Core Samples
In porous media the contact angle is determined indirectly. The methods are mainly based

on measurements during displacement tests. But the problem is that no valid theory is
developed for the relationship between displacement pressure and wetting preference.
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The most common methods for measuring wettability on core samples are

- Displacement test with two different fluids

- Capillary pressure measurements

- Measurements of nuclear magnetic relaxation rate
- Measurement of dye absorption

- Imbibition measurements

- Imbibition and displacement (Amott method).

The test developed by Amott seems to be most accepted and widely used test in the ail
industry.

8.2.1.1 The Amott Method

In principle, a core sample is chosen and saturated with oil. The oil-saturated sample is
then placed in an imbibition cell surrounded by water. The water is allowed to imbibe into
the core sample displacing oil out of the sample until equilibrium is reached (Fig. 8.2a).
The volume of water imbibed is measured.

The core sample is then removed and the remaining oil in the sample is forced down to
residual saturation by displacement with water. This may be done either in a centrifuge or
displaced with a pump in a sealed core holder. The volume of oil displaced may be
measured directly or determined by weight measurements.

Qs

A

@ (b)

Fig. 8.2: Imbibition cell with oil saturated core plug surrounded by water (a)
and water saturated core plug surrounded by oil (b).

The core, now saturated with water at residual oil saturation, is placed in an imbibition
cell and surrounded by oil. The ail is allowed to imbible into the core displacing water out

50



of the sample (Fig. 8.2b). The volume of water displaced is measured (equal to volume of
oil imbibed). The core is removed from the cell after equilibrium is reached, and
remaining water in the core is forced out by displacement in a centrifuge. The volume of
water displaced is measured.

By recording all volumes produced, it is possible to calculate a wettability-index WI

Vou _ A

= =T, T (8.4)
V01 +Voz VWl _sz " °

where Vp; = volume of oil produced during water imbibition
Vo2 = volume of oil produced during water flooding
Vw1 = volume of water produced during oil “imbibition”
Vwe = volume of water produced during oil flooding
rv = displacement-with-water-ratio
ro = displacement-with-oil-ratio.

The wettability index will be a number between —1.0 and 1.0 where

W =1.0 completely water wetting
W =0.0 neutral
W =-10 completely oil wetting.

Thetest isafully empirical test but is based on some theoretical reasoning. A drawback is
that the tests are difficult to perform at reservoir pressure and temperature.

8.2.1.2 The Centrifuge Method

The centrifuge method for determining wettability is based on a correlation between the
degree of wetting and the areas under the capillary pressure curves. The method employs
the two areas under the oil-water capillary pressure curves obtained from the centrifuge
method (Fig. 8.3).

The examples in Fig. 8.3 show capillary-pressures for a water wet, oil wet and neutral
system. The procedure to obtain a set of curvesisasfollows:

1. A coresampleis saturated with brine.

2. Thecoreisthen placed in a centrifuge core holder.

3. Thecore holder isfilled with oil and rotated at a certain speeds to obtain curve
| (primary drainage) in Fig. 8.3.

4. The coreis placed in an inverted core holder filled with brine. The brine is
allowed to spontaneously imbibe into the core. Then the core is centrifuged at
incremental steps (curve |l of Fig. 8.3 - forced imbibition).

5. The core is placed in a core holder filled with oil and curve 1l (secondary
drainage) is obtained in the centrifuge.

6. The areas under the two curves (I and I11) are determined.
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The method is often caled the USBM-method (USBM is abbreviation for United States
Bureau of Mines).
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Fig. 8.3: Effect of wettability on the arearatio of capillary-pressure curves:
(A) water wet, (B) oil wet and (C) neutral system.

We select the logarithm of the area ratio to define the wettability scale; Wlyssm =
log(A1/Az). The relative wetting tendencies of the liquids in a porous medium and the
distribution of pore sizes determine the shape of the capillary-pressure curves. In general,
water-wet systems should have a larger area in the water-displaced-by-oil curves (area A;
of Fig. 8.3A) than the area under the oil-displaced-by-water curves (area A, of Fig. 8.3A).
Therefore, the logarithm of the area ratio for the water-wet system is greater than zero.
Conversdly, the area ratio is less than unity for oil-wet systems (Fig. 8.3B) and the
logarithm of theratio is negative. Fig. 8.3C shows a case where the ratio is close to 1.0.
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The method has been tested against the Amott-test, and the two tests gave generaly
consistent results. The centrifuge test, however, seemed to differentiate better in the near-
neutral area.

The centrifuge method is rapid, employs native fluids, and the test was found to be
independent of oil viscosity. The method is better physicaly and mathematically
grounded than the Amott-test. As for the Amott method, the method is difficult to
perform at elevated pressures (reservoir conditions).

8.2.2 Contact Angle M easurements

There exist avariety of methods for measuring contact angle such as tilting plate method,
Wilhelmy gravitational method and capillary rise method. The commonly used method is
to measure contact angle directly for a drop of liquid resting on a plane surface of the
solid, the so-called imaging method.

8.2.2.1 The Contact Angle/l maging M ethod

The measurement of contact angles is based on Y oung's equation. When placing a drop
of liquid on a solid surface, a finite angle of contact will in most cases be observed.
However, complete spreading may also occur and then Y oung’ s equation ceases to hold.

The measurement of contact angle is simple in concept, but in practice it is a very
complex topic and the interpretation of results is not straightforward. The measurement
puts up severe demands to the cleaning procedures and the preparation of fluids and solid
surface. The contact angle between oil, water and a solid surface will depend on the
following:

- crude oil composition

- surface electric properties (pH and salt content of water)
- thesolid surface itself

- roughness and heterogeneity of the solid surface

- dynamic effects

- pressure and temperature

In practice, in a porous material it is even more complex because of different pore shapes
and complex mineralogy.

The solid surface must be carefully polished, and measurements on mineral surfaces are
often performed on the natural plane of cleavage. A drop of liquid is placed on the solid
surface and an enlarged image of the drop is obtained by photographing. The dimensions
of the drop image are measured and used to determine the contact angle.

Contaminations will effect the contact angle, so the cleaning procedures are critical. Most
contact angle measurements are performed at room conditions, and thisis often due to the
time consuming cleaning procedures necessary for measurement at high pressure and
temperature and complex and costly apparatus needed.
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Contact angle measurements can also be performed at reservoir conditions, which is one
of the main advantages in crude oil-brine-rock system, as it has been shown that
especialy temperature may change the wettability significantly.

8.3 Experiments
8.3.1 Contact Angle M easurement using Imaging Method (Experiment 9)

Contact angle measurement is a classical method widely used in chemical engineering to
derive the wettability in three-phase system (gas/liquid/solid, or liquid/liquid/solid). The
method was introduced into petroleum engineering more than 50 years ago. This method
is used to determine reservoir formation wettability. The imaging method is easily carried
out in the laboratory and gives you a clear understanding of wetting mechanism in oil-
water-rock system.

Generdly, sandstone formation and carbonate formation are represented by small
polished quartz and carbonate blocks, respectively. A small drop (2-3 mm®) of water is
laid on the smooth surface of rock which has previously been submerged in an oil-filled
transparent cell. Then, the enlarged image of the water drop is obtained by photographing.
The dimensions of the drop image are used to calcul ate the contact angle in the system.

Definition:
Fig. 8.1 shows two liquids, oil and water, in contact with a solid. In petroleum
engineering the contact angle, 6, is measured through the denser liquid phase (water), and
ranges from 0 to 180°. In a three phase system, where the three interfacial forces are in
thermodynamic equilibrium:

oy, — (o, +0,,0080,,)=0 (8.2)

and then,

HWO — COS_:L[@] (8 )

Because the measurements of solid/liquid interfacia tensions (ow, osy) ae impractical in
the core laboratory, EqQ. (8.5) is useless to calculate contact angle 6. Generally, the image
method is used to obtain the picture of the contact angle or pendant drop. Fig. 8.4 is the
set-up of an image system applied in our laboratory.
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Procedure;

Fig. 8.4: Theimage system set-up.

1. Fill the cell with oil phase and then put a polished quartz or carbonate cube
into the cell

2. Carefully inject several water drops onto the cube surface with a medical

syringe.

3. Adjust theimaging system until adrop isin focus (a clear outline of the image
appears on the screen).

4. Takeimage picture and measure the dimension of the drop image.

Calculations and report:

Temperature:

°c

system

dimension, mm

contact angle,
degree

system
wettability
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Equation:
0= 2tan‘1(2—Hj
D

0 < 62°-----water-wet, 0= 62°-133°----intermedi ate-wet, 0> 133%----cil-wet

s S
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9. CAPILLARY PRESSURE

9.1 Definitions

When two immiscble fluids are in contact in the interstices of a porous medium, a
discontinuity in pressure exists across the interface separating them. The difference in
pressure P is called capillary pressure, which is pressure in the non-wetting phase minus
the pressure in the wetting phase

Pc = I:)non—we'(ting - I:)we'(ting (91)

Thus, the capillary pressure may have either positive or negative values. For an oil-water,
gas-water or gas-oil system, capillary pressureis defined as

P=P-P, (9.2)
P=P -P, (9.3)
P=P-P (9.4)

The hydrostatic pressure of a liquid with density p is dependent on the elevation z as
follows

dP

_ 9.5
& = (9.5)
For an oil-water system, the capillary pressure becomes

dpP,
dz

=(pw = Pu)g (96)

If fluid columns are continuous in the reservoir, the following relationship holds

P.(2)= P(2,)+ 9 (0 - 0 )z (97)

where P(2) is capillary pressure at height z above zy and pw, p, are densities of water and
oil, respectively.

The capillary pressure is a result of the curvature of fluid interfaces, according to the
well-known Laplace equation
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- 0(1 ; ij (08)

nn

where o is interfacia tension between the two fluids and r1 and r, are principle radii of
curvature.

The condition for capillary forces to exist is a certain curvature of the fluid-fluid
interface. The relation between fluid saturation and capillary pressure in the reservoir is a
function of pore sizes, wettability, interfacial tension and fluid saturation history
(drainage and imbibition). Based on laboratory measurements of capillary pressure, it is
possible to convert those into reservoir capillary pressure. From these values fluid
saturations in the reservoir can be evaluated.

An example of the capillary pressure versus saturation relationship (capillary pressure
function) is shown in Fig. 9.1. It is apparent that the relationship between capillary
pressure and saturation is not unique, but depends on the saturation history of the system.
Definitions of the main terms are as follows (oil-water system):

< S, >
Primary
DRAINAGE
(Forced)
P
+) Secondary
DRAINAGE
(Forced)
IMBIBITION A
(Spontaneous) 1
. A
0 < 25 ~ L\\ SOSI
AS < ASW %4—»
My = s t \1 (Residual
AS,, oil)
IMBIBITION
r = A Sos (Forced)
(0]
(_) A S wt
VVIAmott = rlw_ro Secondary
DRAINAGE
A1 (Spontaneous)
Wi USBM — Iog T~
Az
0 Sy % 100

Fig. 9.1: Typica capillary pressure curves and the relationships of
wettability measurements by Amott and USBM tests to P..

Irreducible water saturation S,;: The reduced volume of the wetting phase retained at the
highest capillary pressure where wetting phase saturation appears to be independent of
further increases in the externally measured capillary pressure.
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Residual oil saturation S,: The reduced volume of the non-wetting phase which is
entrapped when externally measured capillary pressure is decreased from a high value to
abig negative value.

Primary drainage curve: The relationship characteristic of the displacement of the
wetting phase from 100% saturation to the irreducible saturation.

Imbibition curve: The relationship characteristic of the displacement of the non-wetting
phase from the irreducible saturation to the residual saturation.

Secondary drainage curve: The relationship characteristic of the displacement of the
wetting phase from residual saturation to the irreducible saturation.

Most experimental evidences indicate that the irreducible saturation obtained by primary
drainage is the same as that obtained by secondary drainage. When the residual saturation
is the same, the imbibition after secondary drainage will follow exactly the imbibition
curve obtained after primary drainage. Thus, the secondary drainage curve and the
imbibition curve constitute a closed and reproducible hysteresis loop.

The capillary pressure hysteresis as can be seen in Fig. 9.1 is a result of the different
mechanisms governing filling/ emptying of pores with a non-wetting or a wetting fluid
respectively. Contact angle hysteresisis one factor also contributing to hysteresis.

9.2 Capillary Pressure Measurement Methods
9.2.1 PorousPlate Method (restored state)

Water saturated samples for air-water or oil-water tests and oil saturated cores for air-oil
tests are placed on a semi-permeable diaphragm, and a portion of the contained liquid is
displaced with the appropriate fluid of air or oil. A schematic diagram of an apparatus for
performing such tests is seen in Fig. 9.2. It consists of a cell for imposing pressure, a
semi-permeable diaphragm C, manometer for recording pressure M, and a measuring
burette for measuring produced volumes.
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Fig. 9.2: The porous plate method assembly.

During measurement, the pressure is increased in steps and final equilibrium produced
volumes of the wetting phase are recorded for each step.

The porous plate method is slow and one full curve may take up to 40 days or more to
obtain. However, equipment needed for this method is simple and inexpensive and the
work needed is limited to some volume reading during the process. Several samples may
be run in one chamber. Then the samples have to be removed in order to weigh them
separately between each pressure increase. Preferably, one and one sample should be run
in an assembly of one-sample cells. Then it is not necessary to decrease pressure between
each reading.

This method is regarded as the standard method against which all other methods are
compared. Routinely only the drainage curve is measured, but with appropriate
modifications the imbibition curve may be determined in the same manner. The
weakness, as with all the other methods, is the transformation of data to reservoir
conditions.

9.2.2 Centrifuge Method

Hassler and Brunner (1945) presented the basic concepts involved in the use of the
centrifuge by relating the performance of asmall corein afield of high acceleration.

If the cylindrical core of length L is subjected to an acceleration a. = -&’r where o is
angular velocity of the centrifuge and r is the distance from the axis of rotation, then from
Eq. (9.6) we have

oP
© A 9.9
=0, (9.9)

Given the boundary conditions show in Fig. 9.3, the differential equation can be solved
by simple integration

N

. A
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Fig. 9.3: Schematic diagram of a corein a centrifuge and its boundary conditions.

P, = [Apa.dr (9.10)

2

P(r)= —rjApcozrdr (9.11)

P

The capillary pressure at the outer face of the coreis zero, P(r2) = 0, so
P.(r)= %Apw?(r2 -r?) (9.12)
and for a continuous phase, the capillary pressure at the inner face of the coreis

P, =P.(L)=3Ap0?(r7 - 1?) (9.13)
Now, the main purpose is to relate the capillary pressure and saturation Sfor a given core
which gives the saturation in the core at equilibrium with the capillary pressure, S =

SPe).

The saturation at a distance h above the outer face of the core can not be measured
directly. However, the average saturation, which is the ratio of remaining liquid volume
after production to pore volume can be written as

S=— L Js(ryer (0.14)

r,—n )

We will have arelationship of saturation as a function of capillary pressure, S= §P.), so
Eq. (9.14) can be expressed as follows by changing integration variable

Pc(rz) = O and Pc(r]_) = PcL

s-_1 Ojs(Pc)dPC (9.15)

2
I, =1 g —Apar

An expression for r is obtained from Eq. (9.12)

62



Y Apwr
and we obtain
5. 1 P]L S(P,)dP
(rz - rl)pr2r2 0 |q_ Pc

Y, Apw’r}

and with mathematical manipulation it becomes

SPCL = cos S(p.)dR,

Oc—'

cL
where

r.l
cosq =—+
r,

c0s* (%) = ¥% (1+ cosa) = 12J;r

2
r2

sina =1-cos’a =1--%
r'2

(9.16)

(9.17)

(9.18)

Eg. (9.18) can not be solved so simply for the unknown function S. For small values of «
(small core sample), the accel eration gradient along the core can be neglected. Assuming

I’]_/rzzl
then
cos?(#4)=1 and sina=0

Eq. (9.18) isthen reduced to
PCL
= [s(P.)dP
0

or in differentiation form
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L= dch (éPcL) (9.20)

In this method the cores is saturated with water (or oil) and rotated at increasing speed.
The speed is increased in steps, and average fluid saturations at each speed is calculated
from observation of liquid produced. The liquid volume is read with a stroboscope while
centrifuge isin motion, and the speed of centrifuge is increased stepwise. When therun is
over the cores are removed and weighed.

The value of P for each centrifuge speed are then computed from Eq. (9.13), and the
average saturation for each core is obtained from the dry and saturated weights and the
corresponding pipette reading. From these data a smooth curve is prepared for each core.

Fig. 9.4a shows a typical §PcL as a function of Py and points indicated on the curve are
first, second and third speed.

................

P S I

@ (b)

Fig. 9.4: Graphical differentiation of §PcL - P¢ curve (@) to determine S-P; curve (b).

The value of saturation that goes with each value of P., which now represents the
capillary pressure, is obtained from this curve by graphical differentiation according to
Eq. (9.20). A typical plot of P. asafunction of Sisshownin Fig. 9.4b.

A complete capillary pressure curve by this method may be obtained in a few hours, and
several samples are run simultaneously. The method is claimed to be accurate, to reach
equilibrium rapidly, give good reproducibility, and is able to produce high pressure
differences between phases.
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9.2.3 Mercury Injection (Purcell Method)

The test specimen is evacuated and mercury is injected in increments into the core at
increasing pressure levels. When the entry pressure is reached, one can easily determine
the bulk volume of the core. A mercury injection apparatus is schematically shown in Fig.
9.5. The equipment consists basically of a mercury injection pump, a sample holder cell
with a window for observing constant mercury level, manometers, vacuum pump, and a
pressurized gas reservoir.
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Fig. 9.5: Apparatus for mercury injection Fig. 9.6: Dynamic capillary pressure
method. apparatus.

In this method the mercury injected is calculated as a percentage of pore volume and
related to pressure. A practical pressure limit on most equipment is about 15-25 MPa, but
equipment for 150 MPa also exists.

Two important advantages are gained with the mercury injection method: (1) the time for
determining a complete curve is reduce to less than one hour, and (2) the range of
pressure is increased compared with the other methods. However, this method is a
destructive method and it is difficult to transform the results to reservoir conditions
because of the highly unrealistic fluid system and the uncertainty of wetting of mercury-
solid.

Using mercury-air as the fluid-pair, one will not obtain the irreducible saturation as when
displacing water with air.

9.24 Dynamic Method

The main feature in this method is the way it controls the capillary pressure at both ends
of the sample. This is accomplished by placing the tested core between two membranes,
or porous plates, which are permeable only to the wetting fluid (Fig. 9.6). This permits
maintenance of a uniform saturation throughout the length of the core even at low flow
rates.

The membranes permit separate pressure measurements in each of the two phases. The
capillary pressure is then equa to the pressure difference between the non-wetting phase
and the wetting one at the inflow face. When equilibrium is reached, the sample is
removed and its saturation is determined by weighing.
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9.25 Comparison of Methods

In Table 9.1 advantages and disadvantages of the method are listed. The mercury
injection method is primarily used for obtaining pore size distribution data, since it is
destructive method. Mercury-air capillary pressure curves have been found to be similar
to water-air capillary pressure curves when the mercury-air pressure is divided by a
constant. The constant can range from 5.8 to 7.5, depending on the nature of the rock.

The porous plate method is the simplest method conceptually and it must be regarded as
the standard method. Small and large samples can be used, and the choice of fluids is not
restricted. A serious drawback is the limitation in pressure, since most equipment is
limited to about 5 atm.

Table 9.1: Comparison of the methods.

Method Fluid type Pc curvetype | Max. APinlab. Test time
Porous plate | Oil-water Imbibition 2-5 atm. Weeks

Gas-water Drainage
Gas-oil

Mercury Hg-ar Drainage 100 atm. Minutes

injection

Centrifuge Gas-water (Imbibition) 10 atm. Days
Oil-water Drainage
Gas-oil

Dynamic Gas-water (Imbibition) 1-10 atm. Days
Gas-oil Drainage
Oil-water

The centrifuge can reach capillary pressures higher than the porous plate method, and a
large number of samples can berunin arelatively short time.

9.3 Converting Laboratory Data

To use capillary pressure data in reservoir evaluation it is necessary to convert to
reservoir conditions. Laboratory data are obtained with a gas-water or an oil-water
system, which does not normally have the same physical properties as the reservoir water,
oil and gas system.

As shown previously, by means of the capillary tube, the capillary pressure is expressed
as

_ 20 cost
r

P

c

(9.21)

Considering two specific cases wherein the laboratory and reservoir values are
determined with gas-water and water-oil respectively. The capillary pressures become
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_ Zawg cosé?Wg

and (PC)R _ 20, C0S6,,

r r

(R).

(9.22)

where ouwg = interfacial tension between water and gas used in laboratory test
By = contact angle between water and gas
owo = interfacial tension between reservoir water and oil at reservoir conditions
Bwo = contact angle between reservoir, water and oil
r =radiusof capillary.

Comparing the equations for laboratory and reservoir capillary pressure and assuming the
radius of capillary constant with pressure and temperature, it is found that the reservoir
capillary pressureis

O o COSO, (o cosh),
- P) =X """/rR(p 9.23
e e ) (029)

Note that it is difficult to determine the exact value of the contact angle for fluids in a
porous matrix, and therefore the contact angles are often neglected. The equation
becomes

(PC)R = ﬁ(I:)c)l_ (9'24)

o

9.4 Experiments
9.4.1 Capillary Pressure Measurement using Porous Plate Method (Exp. 10)
Description:

The porous plate method is the most accurate measurement of capillary pressure in
homogeneous and heterogeneous cores. Severa plugs can be measured at a time. The
limitation is that the capillary discontinuity may distort the results.

Fig. 9.7 shows the capillary pressure apparatus used in our laboratory.
Procedure:

1. Put the saturated core onto the porous plate in the cell.

2. Adjust the pressure regulator and give the cell the pressure difference
according to a measuring plan.

3. After 3 days, stop the pressure supply and take off the cores from the cell.

4. Weigh the core and calculate the water saturation corresponding to the
capillary pressure.

5. Repeat 1-4 each 3 days until no appreciable water is produced.
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Fig.9.7: The capillary pressure apparatus.

Calculations and report:

1. Caculate and fill the dataform.
2. Plot capillary pressure curve (S,-Pc) and pore size histogram (distribution).

Core No. D: cm, L: cm, Wyy: 0, W g ¢=

Date No. Pey, Hwater Winet(i) Svv(_i) r) AW
(cm) (9) (fraction) () Wyvater

QA [([WIN|F|O

where
Pcqy = capillary pressure of i"™ measurement, cm of water, reading of U-manometer
Wi = core weight of i™ measurement, g
Sy = (Whver(y-Weiry) Mhyater, i Water saturation of Py
Wiater = Wsat'Wdry, g
r'i) = 20gw/Pc(i), radius corresponding to P
ogw = 70.0 dynes/cm, interfacial tension of gas-water
Peg) = 981 Huater, dynes/om?
AWy Wiater = (Winet(i-1)-Wivet(i))/ Wivater, fraction of the capillaries of r in total pore
volume.
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9.4.2 Capillary Pressure M easurement using Centrifuge Method (Experiment 11)

Description:

The objective of the experiment is to measure capillary pressure in a core sample and plot
the capillary pressure versus water saturation curve.

Procedure:

1.

6.

M easure the pore volume and bulk volume of a cleaned and dried core sample.
Weigh the dry core, Wry.

Saturate the core sample with the brine/water with density p,. Weigh the
saturated core, W

Place the core sample in a centrifuge core holder and start the centrifuge with
rotation rate of 500 RPM.

Monitor the displaced fluid volume in the measuring tube while the centrifuge
isin motion, by adjusting the strobe light frequency to the rotational speed of
the centrifuge.

Record the collected fluid volume V¢ in the graduated tube when the volume
of collected fluid shows no further changes.

Repeat the procedure described in the steps 4 and 5 at higher rotational speed.

Calculations and report:

1.

sat _Wdry

Calculate pore volume of the core sample: V, =
27(RPM )
60

Convert RPM torad/s: o =

Calculate capillary pressure at each step: P, = % ,owa>2(r22 -1} )
where

r,=0145m

ri=roL

L =length of the core sample

Calculate average water saturation Swin the core sample based on the volume

. . = Y/
of the water collected at corresponding capillary pressure: Sy =1- -2,

P

Plot SP, versus P, .
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6. Draw tangents to the plot of the curve at each point and calculate the slope of
each tangent. These dopes are the water saturation values S, a the
corresponding capillary pressure.

7. Plot the capillary pressures as afunction of the water saturations.

Core No.: D: cm, L: cm.
RPM @ PcL Veall §W §Pcl_ Sy
(rad/s) (bar) (cm®) (bar) from plot
500
750
1000
1500
2000
2500
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10. PERMEABILITY

10.1 Definition

Permeability is a property of the porous medium and it is a measure of capacity of the
medium to transmit fluids. Permeability is a tensor that in genera is a function of
pressure. Usually, the pressure dependence is neglected in reservoir calculations, but the
variation with position can be pronounced. Very often the permeability varies by several
magnitudes, and such heterogeneity will of course influence any oil recovery.

10.1.1 Darcy’'sLaw

Darcy (1856) performed a series of experiments on the relationship effecting the
downward flow of water through sands. The generalised equation caled Darcy’ s law may
be written in the form

K g a0

where u is superficial velocity, K is permeability tensor, u is fluid viscosity, VP is
pressure gradient, o isfluid density and g is gravitationa vector. Writing flow velocity v

asthe ratio of volumetric rate to cross-sectional area perpendicular to flow g/A in distance
L, Darcy’slaw can be expressed

ﬂ=V=£AP

AP 10.2
A=Y= (102)

The dimensions of permeability can be established by substituting the units of the other in
the equation. The unit darcy results from the choice of cgs system units

e /s ufcp]L[em]
AP[atm].Alem? |

darcy[D]=9

The permesbility in SI system has dimension of m?.

10.1.2 Kozeny-Carman Model

Formation permeability may be determined or estimated on the basis of core analysis,
well tests, production data, well log interpretations, or correlations based on rock
permeabilities. One of these often used pore models is Kozeny-Carman Model.

The volumetric flow rate q in a horizontal capillary of radius R and length L; is given by
Hagen-Poiseuille’ s equation
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_aR'AP

= 10.3
B (10.3)
and the average velocity in the tubeis
_ 2
V. R°AP (10.4)
aR° 8ul,

We have to transform this equation to the scale of a representative element volume
(REV). The REV is defined as a volume below which local fluctuations in permeability is
large. If we make thetravel timein the capillary tube equal to that in aREV, then

CRCR

The relation between interstitial and superficial velocity is v = u/@. Darcy’s law can be
used to eliminate v and we obtain the permeability component k

R?g
8r

k= (10.6)

where 7 = (LJ/L)? is the tortuosity. This is an important media property and is usualy
estimated from electrical resistivity measurements. The tortuosity is in the range of 2to 5
for most reservoir rocks.

The capillary radius R in Eqg. (10.6) is difficult to define for a porous medium, but may be
approximated by the hydraulic radius R, that expresses the ratio between volume open to
flow and the wetted surface area. For a porous and permeable medium we have:

_ﬂRZL_B 106 . Ry
Ru= 2RL 2 > k= 27 (107)
4]
R, = 209 (10.8)
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where a is internal surface area per volume, an important intrinsic property of permeable
media By substituting these expressions for R, in Eq. (10.6) and solving the equation for
an assemblage of uniform spheres where a = 6/D we get the K ozeny-Carman equation

1 ¢°D?
Ks——MM— 10.9
727 (1- o) (109)

where D is sphere or particle diameter, and we see that permeability is a strong function
of particle size and packing through ¢. The Kozeny-Carman equation is often used to
make order-of-magnitude estimates of pore size from knowledge of permeability.
However, the capillary tube model is of limited value since it does not provide alternate
pathways for fluid flow within each REV. The consequence is that we can not predict
relative permeabilities or trapped phase saturations, parameters of major importance in oil
recovery processes.

10.1.3 Klinkenberg Effect

Klinkenberg has reported variations in permeability determined by using gases as the
flowing fluid compared to those obtained when using non-reactive liquids. These
variations were considered to be due to dlippage, a phenomenon well known with respect
to gas flow in capillary tubes. The phenomenon of gas slippage occurs when the diameter
of the capillary openings approach the mean free path of the gas. The mean free path of a
gas is a function of molecular size and the kinetic energy of the gas. Therefore,
permeability of gas depends on factors which influence the mean free path, such as
temperature, pressure and the molecular size of the gas.

Fig. 10.1 isaplot of the permeability of a porous medium as determined at various mean
pressures using three different gases. Note that for each gas a straight line is obtained for
the observed permeability as a function of the reciproca of the mean pressure of the test.
All the lines when extrapolated to infinite mean pressure (/P = 0) intercept the
permeability axis at a common point. This point is designated k, or the equivalent liquid
permeability.
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Fig. 10.1: Variation in gas permeability with mean pressure and type of gas.

Klinkenberg has related apparent permeability ko measured for gas for an average
pressure Py, to the true permeability k. by

k, = kL[1+ P—j (10.10)

where b is constant depending upon the average free movement A of the molecule at P,

_4CP,

b (10.11)
r

wherer ischannel radiusand C' ~1.
10.1.4 Ideal Gas Flow
Darcy’s equatior |d,' bus media. This
laminar flow isn o e se that thereis a
metal tube filled reP, and P, are
constants.




Fig 10.2: Linear flow of anideal gasin sand-filled tube.

The massflow m isthe samein al slices and each dliceis related to the volume flow rate
Q by

m=Q.p (10.12)

where p is gas density in the slice when pressure is P. Using Boyle's law, relationship o
= bP can be applied where b is a constant. And then

1
Q= 5m (10.13)

By substituting Q in Darcy’s equation, a differential relation between P and distance x
may be obtained

bPdP = £ M gy (10.14)
Ak

After integration for distance L

bipz_pz)_4m
2(p1 pz)_Ak (10.15)

and taking into account that m= QbP, we get

Ak (PP -P2)

= 10.16
uL 2P, ( )

Qutm

The gas flow is measured at atmospheric conditions, thus Py = 1 atm.

10.1.5 High Veocity Flow
For high flow rates, Darcy’s law is not valid. The range of flow rate which laminar flow

exists is dependent on the Reynolds number which is a dimensionless quantity. The
Reynolds number for porous mediais defined as
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R =37 (10.17)

where v is average velocity (g/A), p is fluid density, x is fluid viscosity and d is the
average sand grain diameter. For example, in sand, transition from laminar to turbulent
flow occurs in the range of Reynolds number from 1 to 10.

Many models were suggested to replace or modify Darcy’'s law for high-velocity flow.
The most accepted model for non-Darcy flow was proposed by Forchheimer in 1901

~VP=av+bv? (10.18)

where a and b are constants and v = g/A. Later work resulted in an equation in terms of
fluid and rock properties

~VP :§v+ Bov® (10.19)

where S is high velocity coefficient and x4, p are viscosity and density of the gas
respectively. The high velocity coefficient is a property of the formation rock that
accounts for the deviation from Darcy’s law which is more pronounced in gas flow than
inoil flow. Many correlationsfor g exist in the literature. Usually, £ istaken as a property
of the reservoir rock which may be estimate from

_const.

F=—

(10.20)

where « is constant which can be determined experimentally from a known permeable
formation.

10.2 Measurement of Permeability

Permeability is measured by passing a fluid of known viscosity through a core sample of
measured dimensions and then measuring flow rate and pressure drop. Various techniques
are used for permeability measurements of cores, depending on sample dimensions and
shape, degree of consolidation, type of fluid used, ranges of confining and fluid pressure
applied, and range of permeability of the core. Two types of instruments are usually used
in the laboratory:

(a) Variable head permeameter, IFP type.
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(b) Constant head permeameter, Core Laboratories type.

Permeability tests are performed on samples which have been cleaned and dried and a gas
(usually air) isused for flowing fluid in the test. Thisis because:

1. steady state is obtained rapidly,
2. dry air will not alter the minerasin the rock, and
3. 100% fluid saturation is easily obtained.

Measured values using constant head equipment range from a low of 0.1 mD to 20 D.
Data accuracy declines at high and low permeability values and is within + 0.5% of true
value otherwise.

10.2.1 Constant Head Per meameter

This equipment is designed for plug or whole core permeability measurements. This
experiment may be used for single or multiphase, compressible fluid or liquid
measurements and can also be used under reservoir pressure and temperature.

Fig 10.3 shows a diagram of a constant head permeameter. Air is usualy used as gas
flow. Upstream and downstream pressures are measured by manometers on both sides of
the core and air flow is measured by means of a calibrated outlet. Air permeability can
then be calculated using Eq. (10.16).

Hassler core holder may be used with this instrument. The Hasser system is an
improvement of the rubber plug system whose tightness is limited at certain pressures.
The core is placed in a flexible rubber tube (Fig. 10.4). The Hasser cell has these
advantages.

- Excellent tightness.

- Can be used for samples of different sizes.

- Much higher pressure or AP can be used.

- Can be used for measuring relative permeability.

Darcy’s equation may be used for determining permeability of liquids. The volumetric
flov low

O ©
5 5

X

2 2 7
— Y 5
1 N
3
64

1. Air supply 5. Manometers

2. Reduction valves 6. Sleeve pressure

3. Core holder 7. Wet-test meter (gas-volume measurement)

4. Core sample



Fig. 10.3: Schematic diagram of permeameter.
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Fig.10.4: Hasdler type core holder.

10.3 Experiments

10.3.1 Measurement of Air Permeability (Experiment 12)

Description:

The constant head permeameter with the Hasser cell is used to measure the air
permeability.

Procedure:

The measured air permeability is influenced by the mean pressure P, of the core. The
mean pressure is regulated by the upstream and downstream values on the sides of
Hassler cell. The rate is measured at atmospheric conditions with a mass flow meter in
percent of maximum rate which is 200 I/hour. Air viscosity as a function of temperatureis

shownin Fig. 10.5.

Four measurements of air permeability will be taken at different pressures. It is important
to keep the AP constant, because the air flow at the core sample must be laminar. It is best
to have relative little pressure difference, AP. To avoid turbulent flow, use a maximal AP
=0.2 bar.

Results and Calculation:

1. Cdculate air permeability from Eq. (10.16).

80



2. Plot k versus 1/P,, and calculate k; .

3. Caculate Klinkenberg constant b.

Inlet pressure | Outlet pressure UPn Ratein % Quatm
P1 P2
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Fig. 10.5: Gas viscosity as afunction of temperature.

Thin section

You will see two different thin section in microscope. What sample has lowest or highest
permeability? Use the number of sample as reference. Give reasons for your answer.

Number of sample with lowest permeability Number of sample with highest permeability

10.3.2 Absolute Permeability Measurement of Water (Experiment 13)
Description:

The objective of this experiment is to measure the absolute permeability of water using a
method based on the Darcy theory.

Procedure:

1. Weight a dry Berea plug Wy, measure its diameter D and length L, with caliper.
Saturate the core with 36 g/l NaCl brine and weigh the plug, W.
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2. Mount the corein core holder.

3. Measure three flow rates under three driving pressures: 0.6, 0.8, 1.0, or 1.2 bar.
Each measurement collects water production V,, in AT = 60 seconds.

4. Plot a line through the three AP-V,, data in a grid paper. Calculate the absolute
permeability Kas and absolute injectivity | aps.

Calculations and report:

Core No.: D: cm, L: cm, Wy g, Wt g.
AT(i) AP(;L) Ap(z) AP(3) kabs I abs
= 60" bar bar bar darcy cm/s.bar
Vi
Liquid data:

ow=1020g/cm®, 1, =104cp
labs = Absolute (water) injectivity = Vi /(AT.A. AP)

where V,, is volume of water produced in time AT.
Calculation of Kaps:
kabs = (IUWLVW)/(AATAP)

(1.L)/(k.A.AT) = dope of the AP-V,, plot
A = Section area of the core, cm?.
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11. RELATIVE PERMEABILITY

11.1 Definitions

As mentioned before, permeability refers to 100% saturation of a single-phase fluid. In
petroleum reservoirs, however, the rocks are usually saturated with two or more fluids,
such as water, oil and gas. It is necessary to generalise Darcy’s law by introducing the
concept of effective permeability to describe the simultaneous flow of more than one
fluid.

Effective permeability is the ability of the porous material to conduct a fluid when its
saturation is less than 100% of the pore space.

Relative permeability is the ratio of the effective permeability of a given phase, say ail ko,
in presence of other phases (water and/or gas), to the absolute permeability k

Relative permeabilities are influenced by the following factors:

- Saturation

- Saturation history

- Waettability

- Temperature

- Viscous, capillary and gravitational forces
- Pore geometry

Oil and water relative permeabilities in an oil-water system are usualy plotted as a
function of water saturation astypically showninFig. 11.1.

The saturation Sy is caled the residual oil saturation. The directions of the curves point
out the saturation histories which are called drainage and imbibition. The drainage curve
applies to processes where the wetting phase is decreasing in magnitude. The imbibition
curve applies to processes where the wetting phase is increasing in magnitude.
Note that the relative permeability curves consist of three elements:

1. Theend point fluid saturations.

2. Theend point permeabilities.

3. Thecurvature of the relative permeability functions.
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Fig. 11.1: Typical curvesfor oil-water relative permeability at a water-wetted system.

The end point saturations determine the movable saturation range and is directly related
to amount of recoverable oil. The end point of relative permeabilities enter into the
expression for the mobility ratio and will determine sweep efficiency of a displacement
process. The shape of the curves in between may also have an important bearing on
recovery efficiency.

11.2 Flow of Immiscible Fluidsin Porous Media

The concept of relative permeability is fundamenta to the study of the simultaneous flow
of immiscible fluids through porous media. We consider first the case of linear
displacement in athin tube of porous material inclined at an angle « to the horizontal and
with across section A. From Darcy’ s law, for the two phases, oil and water, we have

k,A( 6P .
= w T w 11.1
a, =8 P p,gaine | a1)
o =—k°A(6P° +pogsinaj 11.2)
Mo \ OX

The capillary pressure in the system assuming water as the wetting-phase is written as:

P-P, =P (11.3)

(o] w

The fluids are considered to be imcompressible so that the continuity equation applies to
each phase

oq 0S
W _ AW 114
OX 2 ot ( )
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% _ A 520 (11.5)

S, +S, =10 (11.6)
Adding Egs. (11.4) and (11.5) to (11.6) yields

2 (G, +,)=0 (117)

OX
so that the total flow rate g = g, + g IS constant along the tube.

Now if we combine the Egs. (11.1), (11.2) and (11.3) to eliminate P,, and P, we obtain

KA( .0, OP |
=SB Al R A pgsin 11.8
d, ﬂo( A oA aj (11.8)

We can define the fraction f,, of the flowing stream by

f, = Z—W and f,=1-f, (11.9)
t

The substitution of g, and g, in Eq. (11.8) yield

W= (11.10)

This is the fractional flow equation for the displacement of oil by water. For the
displacement in a horizontal reservoir, and neglecting effect of capillary pressure
gradient, the fractional flow equation is reduced to

f,=——— (11.11)
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provided the oil displacement is strictly a function of water saturation, as related through
the relative permeabilities. For a typical set of relative permeabilities the fractional flow
Eq. (11.11), usually has the shape indicated in Fig. 11.2, with saturation limit S,; and 1-
Sy, between which the fractional flow increases from zero to unity.
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Fig. 11.2: Typical fractional flow curve as afunction of water saturation.

11.3 Buckley-Leverett Solution

In 1942 Buckley and Leverett presented the basic equation for describing immiscible
displacement in one dimension. For water displacing ail, the equation determines the
velocity of a plane of constant water saturation travelling through a linear system. The
Buckley-Leverett model discussed in this section is based on the following assumptions:

- Immiscible flow of two fluids in one dimension (no mass transfer between fluids)
- Diffuse, horizontal flow

- Negligible capillary pressure

- Incompressible fluids

- Constant viscosity

- Homogeneous rock (k and ¢ constant)

- Water isinjected at x =0 at constant rate q.

The conservation of mass of water flowing through the volume element A.¢.dx shown in
Fig. 11.3 may be expressed as.

Mass flow rate — M ass flow rate = Rate of increase of massin
In Out the volume e ement

0
Gl , © Aol = A (nS) (11.12)

or
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5 5
P = (quwlx +— (@ )dXJ = Aptx—(p,S.) (11.13)

w

i
NN\

Fig. 11.3: Mass flow rate of water through alinear volume element A.4.dx.

which can be reduced to

0 0
- =-Ad— 11.14
and for the incompressible displacement which p,, ~ constant:
oq 0S
Wl A 11.15
x| = M al (11.15)

The water saturation may be written as afull differential:

03,

Ox+—2| dt
ot

X

o5, 5

t

and since it is the intention to study the movement of a plane of constant saturation, that
is, dSy = O, then

By _ B & (11.16)
ot |, OoX t'dt s, '
Furthermore,
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ody| _(2a, S, (11.17)
ox|, \os, ox ),

and substituting Egs. (11.16), and (11.17) in Eq. (11.15) gives:

aq,,

dx
= Ad—
Js,, 4 dt

(11.18)

t

Again, for incompressible displacement, g, is constant and, since gy = ¢:.fw, EQ. (11.18)
may be expressed as.

dx

q, df,
Vg =—| =
St

s, Agds,

(11.19)

Sy

This is the equation of Buckley-Leverett which implies that, for a constant rate of water
injection ¢, the velocity of a plane of constant water saturation, v is directly

proportional to the derivative of the fractional flow equation evaluated for that saturation.
With our assumptions the fractional flow is strictly a function of water saturation, hence
the use of the total differential of f,, in the Buckley-Leverett equation.

Integrating (11.19) for the total time since the start of injection gives:

o =2 [
v UAgdS, g
or
Xy, = W_d, (11.20)
Ag dS, |

where X is the position of plane of constant water saturation and W is the cumulative

water injected; and it is assumed, as an initial condition, that W, = 0 when t = O.
Therefore, at a given time after the start of injection (W constant) the position of different
water saturation planes can be plotted, using Eg. (11.20), merely by determining the slope
of the fractional flow curve for the particular value of each saturation.

11.4 Welge's Extension Solution
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A more elegant method of achieving the same results as in the previous section was
presented by Welge in 1952. This consists of integrating the saturation distribution over
the distance from the injection point to the front, thus obtaining the average water

saturation behind the front S, as shown in Fig 11.4.

This situation depicted is at a fixed time, before water breakthrough in the producing
well, according to an amount of water injection W. At this time the maximum water
saturation, S, = 1-Syr, has moved a distance X, its velocity being proportional to the slope
of the fractional flow curve. The flood front saturation Sy is located at position X,
measured from the injection point. Applying simple material balance:

W =% A (S-S,

W
X, Ap

o Sw-S, =
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Fig. 11.4: Water saturation distribution as a function of distance

and using Eq. (11.20) which is applicable up to the flood front at x,, then

w1
XAS - di,

w

ds, |,

Su-S, = (11.22)

The average water saturation behind the front, gw can be determined graphicaly by
drawing atangent to the curve f(S,), starting from the initial point (S,). The significance
of thisresult isillustrated in Fig. 11.5.

Sw | Se—= 1S

Fig. 11.5: Tangent to the fractional flow curve from S, = S,;.

To satisfy equation (11.21) the tangent to the fractional flow curve, from the point S, =
Sui; fw = 0, must have a point of tangency with coordinates S, = Sus; fw = fus, and the
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extrapolated tangent must intercept the line f, = 1. This method of determining Sy, fus and

Sw, requires that the fractional flow curve must be plotted for the entire water saturation
range:
Sui < Sw< 1-Sy

As noted earlier, the use of these equations ignores the effect of the capillary pressure
gradient, 0P, / ox. This neglect, however, is only admissible behind the flood front for:

Svf < Sw< 1-Sy
and for large flow system or when high rates of displacement are used.

The part of the fractional flow curve for saturations less than Sy is, therefore, virtual and
the first real point on the curve has the coordinates S,s and f,, corresponding to the shock
front.

11.5 Relative Permeability Measurement Methods
11.5.1 Steady State Method

In the steady state method, two fluids are injected simultaneously at a fixed ratio until the
produced ratio is equal to the injected ratio. Core saturations have to be measured at each
equilibrium and new fluid ratio is applied. This is repeated until the relative
permeabilities are determined. Most tests are started with the core sample saturated with
100% wetting phase, and the test is then a desaturation test (drainage). This method,
however, will most likely not give the endpoint saturations corresponding to the immobile
water saturation or residua oil saturations.

The serious experimental problem with the steady state method is that in situ saturations
in the core have to be measured or calculated from material balance. There are severd
methods to measure in situ saturations such as electrical resistance and capacitance
methods, physical and chemical methods, nuclear methods, electromagnetic radiation
absorption methods, weighing etc.

Another problem is capillary end effects. These may be overcome by using high rate of
flow and high pressure differential, or each end of the sample is suitably prepared with
porous disks and test sections to minimise end effects.

Advantages of this method are that it is conceptualy straightforward and gives relative
permeability datafor the whole saturation range.

11.5.2 Unsteady State M ethod

The procedure for performing an unsteady state test is relatively ssmple and fast. In the
following a water-oil test is described, but the procedure in principle is the same for gas-

oil or water-gas. First the core is saturated with 100% water and then the sample is
desaturated by injecting oil until no more production of water is obtained. Water
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production is recorded and S,; calculated. Effective oil permeability is then measured at
Sui- Oil is displaced by a predetermined constant rate of water, oil permeability and
pressure drop across the core will be recorded. Alternatively, oil is displaced by keeping
the differential pressure across the core constant with varying rate of fluid flow.
With the recording of cumulative water injection, pressure drop and produced oil volume,
it is possible to calculate relative permeabilities by theory developed by Welge which is
discussed in section 11.4. Like steady state method, the pressure across the core must be
large enough to make capillary end effects and gravity effects negligible.
Advantages of unsteady state method are:

1. Substantially quicker than the steady state method.

2. The process resembles more the mechanisms taking place in the reservoir, and
gives better endpoint data.

3. Simpler experimentally, and better adaptable to reservoir condition
applications.

4. Smaller amounts of fluids required.
The main disadvantages are:

1. Relative permeability data will not be over the entire saturation range and
might in the extreme case be restricted to endpoint data only.

2. Discontinuities in capillary pressure at the core ends may lead to distortion of
the pressure data and recovery measured.

3. Substantially more calculations are necessary, but the mathematics may be
solved by computers.
Summary
The following recommendations apply:
1) Use the unsteady state method at reservoir conditions to estimate endpoint data
(saturations and relative permeability). These data are used to calculate the plateau
production, the reserves and the water-cut throughout the life of the reservoir. This

experiment at reservoir conditions of course has a big disadvantage, the huge costs.

2) Use the unsteady state method at standard conditions on a big amount of cores, and
correlate with the data from 1). Advantage: cheap.

3) Use the steady state method on a few, chosen cores to estimate the curvature and the
form of the relative permeability functions.
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11.6 Experiments

11.6.1 Gas-Oil Relative Permeability M easurements, Unsteady State Method
(Experiment 14)

The objective of this experiment is to determine gas-oil (air-water in the test) relative
permeability in a core sample with an unsteady state method. Air is pressed through the
core which is saturated with water 100%. Air injected volume and produced water
volume are measured, and then relative permeability for air-water will be calculated.

As mentioned before, the Buckley-Leverett equation modified by Welge provides the
unsteady state method for measuring of relative permeability. The following conditions
must be satisfied for the laboratory measurements:

1. The pressure gradient should be large enough to minimise capillary pressure
end effects.

2. The pressure differential across the core should be sufficiently small compared
with total operating pressure so that fluid compressibility effects are
insignificant.

3. The core should be homogeneous and initially 100% water saturated.

4. Thedriving force and fluid properties should be held constant during the test.

5. The flow should be horizontal, the core sample should be small enough, and
the test time short enough so that the gravitational forces are insignificant.

Equations:
Welge's extension of the Buckley-L everett concept states that

Spav = Sg2 = TuaQq (11.22)
where subscript 2 denotes the outlet end of the core.

Syav = average gas saturation

Qy =cumulative gasinjected, pore volumes
fap = fraction of water in the outlet stream.

Syw =—> (11.23)
where N, is cumulative water produced and V,, is pore volume.

Since Qq and S; av can be measured experimentally, f,,» can be determined from the plot of
Qg asafunction of §;av:
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ds
(11.24)

g,av

fo=——
w2 ng
and the gas saturation at the outlet (S;) may be calculated using Eq. (11.22).

By definition f,, and fg may be expressed as:

P (11.25)
4w+ dq
foo =1-f,, (11.26)
where gy and g4 are the instantaneous water and gas flow rates, respectively.
By combining Eqg. (11.25) with Darcy’ slaw, it can be shown that:
f,= 1 (11.27)
Kg 1
1+ 25w
K Mg

Since viscosities are known, the relative permeability ratio ki¢/k.w can be determined from
Eq. (11.27).
Relative permeability for gas can be determined from the following equations

AG. .
K, =—2" 11.28
0= Co (11.28)
LC P
where C, = Hoo™1 and C,=—
Al AP P

AGjy = injected gas volume (cm®) in the time interval At(s).
L =length of core sample, cm

A = cross-sectional area, cm?
k, = absolute permeability (D), liquid permeability or Klinkenberg-corrected air

permeability
C, = Boyl€e' s constant
P, = atmosphere pressure
Pm = mean pressure.

Procedure:

1. Measure the pore volume, bulk volume, and air permeability of a cleaned and
dried core sample. Determine the dry weight of the core. Measure the viscosity of

the water at room temperature (thisis done for you).
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7.

8.
9. Cadlculate the relative permesbility ratio k.¢/kw using Eq. (11.27) at severa time

Saturate the core with water, weigh it, and place it inside the sleeve of a Hassler
core holder (we have saturated the core).

Place the end caps on the core holder and apply appropriate overburden pressure,
depending on the core permeability and hardness of the sleeve material used in the
experiment.

Open the upstream and downstream valves of the core holder and measure the
cumulative volume of gas injected and cumulative volume of water produced as
function of time.

Flow a large volume of gas pore volumes through the core to reduce the water
saturation adequately.

Open the core holder, remove the core sample and weigh the core to obtain the
irreducible water saturation S,;.

Plot the cumulative gas injected Qg as a function of the average gas saturation in
the core §; oy and determine the slope of the plot.

Calculate fy, and fy, at several values of Qq using Egs. (11.24) and (11.26).

steps.

10. Plot gas fraction fg, as afunction of gas saturation Sy, (s-curve).
11. Plot on semi-log paper the relative permeability ratio as a function of Sy,.
12. Plot kv and ki VS. gas saturation §; v using Egs. (11.27) and (11.28).

Results and calculations;

Length of core, L =
Cross-sectional area, A =
Pore volume, Vp =
Bulk volume, Vb =
Abs. air Perm., Kair =
Weight of dry core, Wary =
Weight of sat. core, Wet =
Water viscosity, e =
Gas viscosity, Hqg =
Press. diff. Over core, AP =
Mean press. in core, Pm =

Weight of core after test, Wit

Time

Qg I\lp Sg,av fw fg S_:]Z krg/ krw krg krw
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11.6.2 Oil-Water Relative Permeability M easurements, Unsteady state M ethod
(Experiment 15)

Description:

The measurements of absolute and relative permeabilities for oil and water are one of the
most important tasks in core laboratories. Generally, the tested sample plug is saturated
initially with a wetting phase using vacuum pump and the absolute permeability for the
wetting phase is measured. Then the relative permeability measurements are conducted
under two-phase flow, steady or unsteady method. Based on the data collected in the two
measurements the absolute and relative permeabilities are calculated.

The unsteady state method is also called Welge' s method because the calculation is based
on the theory of the improved Buckley and Leverett’s mechanism of fluid displacement in
porous media. Our experiments will be carried out on Berea sandstone plugs with oil and
water under unsteady state method, a constant pressure driving method.

Fig. 11.6 shows the set-up for relative permeability measurements used in our |aboratory.

® ®
5 5
2 2
-
NS )
3

6 1‘ 7 %
1. Air supply 5. Manometers
2. Reduction valves 6. Sleeve pressure
3. Core holder 7. Liquid-volume measurement
4. Core sampie

Fig. 11.6: Relative permeability apparatus.

Procedure:

1. Weigh a dry Berea plug, Wury, measure its diameter, D, and length, L, with
calliper. Saturate the core with 36 g/l NaCl brine and weigh, Wk,
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Mount the core in core holder.

Displace water by oil under a constant driving pressure, 1 bar.

Collect data: Vi), water production from start of oil-driving to the first oil drop
produced. Vi) and V() are water and oil productions during the time period. AT,

= 60 seconds.

Calculate the oil and relative permeabilitiesfromi = 2.

Weigh the core and calculate the residual water saturation, Syrengy @nd compare it

with the Sy prq), calculated from production data.

Basic Equations:

(fw)2

Sb,avr

| 2-phase
AV
AVy
Ko

Kw
AT

f _ 0,avr

( W)2 d\/\/l
d@y) =t
= (f ) W or k ) =(f ) ) i(i) 1(i-1)
rw w rw(i) w o
2 d(W'llf) v \Ni(i)llr(i) _\Ni(i—l)llr(i—l)
So = So,avr _Vvi(fw)z
s, =1-5,
|
|, = relative injectivity = 2=~ AVt
| s AV,

_ [1_ ( fw)z ]/10 krw

° (fw)ZIuw

water fraction flowing at outlet face
cumulative injection in pore volumes
average oil saturation in core

water saturation at outlet face

oil saturation at outlet face

total volume of water + oil produced in each time step
volume of water produced in each time step

oil relative permeability at S

water relative permeability at S,

time step
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injectivity of water with two phases present (both water and oil)

(11.29)

(11.30)

(11.31)

(11.32)

(11.33)

(11.34)



Calculations and report:

Calculate absolute (water) injectivity |aps =Vl (AT.A.AP)
A = cross-section area of the core.

Liquid data:  pw = 1.020 g/lem®, sy = 1.04cp
po=0.785¢g/cm®,  1,=1.36¢cp

A = cm y Vpore = Cm3, Iabs = y AP = bar

i (i=0) | (=0 ] (=2 ] (=3) | (=9

(

5)

AVW(i)

AVo(i)

AVi) = ANyt AVo()

Uq) = AVig) I(A4T ()

vy = Ugy /(1ansAP)

Wiy = (ZAVii)) Vpore

S),avr(i) = (ZAVW(i))/ Vpore

CIS),avr(i) = S),avr(i) - S),avr(i—l)

(fw)26) = AVwiy / AViy

kr) { EQ- (11.30)}

Soi) { E. (11.31)}

Swi) { Ea. (11.32)}

kro(i) {Eq (11-34)}
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