gee materials by

Article

Influence of Temperature and Sodium Sulfate
Content on the Compaction Characteristics of
Cement-Stabilized Macadam Base Materials

Ke Tang, Xue-Song Mao *, Qian Wu, Jian-Xun Zhang and Wan-Jun Huang

School of Highway, Chang’an University, Middle-section of Nan’er Huan Road, Xi’an 710064, China;
2018021007@chd.edu.cn (K.T.); wugian@chd.edu.cn (Q.W.); 2018121169@chd.edu.cn (J.-X.Z.);
2019021015@chd.edu.cn (W.-].H.)

* Correspondence: xuesongmao@chd.edu.cn

check for
Received: 9 July 2020; Accepted: 6 August 2020; Published: 14 August 2020 updates

Abstract: This paper describes an experimental investigation into the compaction characteristics of
cement-stabilized macadam base materials (CSMBM) in a saline soil area. Through the field tests,
the main causes of arch expansion in an existing road were analyzed. Based on this, the compaction
tests and microscopic tests were designed to analyze the impacts of temperature, sodium sulfate
content and cement content on the compaction characteristics of CSMBM. Then, the orthogonal test
was designed to analyze the effects of the degree of the temperature, the cement content, and the
sodium sulfate content on the compaction results of the CSMBM. Feld tests results show that the
temperature, sodium sulfate content and cement content may be the main causes of arch expansion.
The compaction tests show that with the temperature increasing, the optimal water content (OWC)
decreases, but the maximum dry density (MDD) increases; with the sodium sulfate content increasing,
the OWC increases, but the MDD decreases; with the cement content increasing, both MDD and OWC
increase. The microscopic tests show that the increase of temperature and cement content is beneficial
to the compactness between cementitious materials and aggregates, while the increase of sodium
sulfate content makes the whole structure of cementitious materials and aggregates increasingly
rough. The orthogonal test shows that the temperature has the greatest influence on the MMD,
and the sodium sulfate content has the greatest influence on the OWC. Thus, in a sulfate saline soil
area, the construction temperature, the sodium sulfate content and the cement content should be
controlled to ensure the compaction quality of CSMBM.

Keywords: road engineering; sulfate saline soil area; cement stabilized macadam base materials;
compaction characteristics; SEM and EDS; orthogonal tests

1. Introduction

In the area of Ejina, Inner Mongolia, China, there is a special form of pavement disease on many
roads, named the arch expansion of the pavement [1,2]. Most previous study showed that the arch
expansion mainly occurs in the subgrade structure layer due to the existence of sodium sulfate and
variation temperature [3-5]. The sodium sulfate can exist in three forms: sodium sulfate solution,
thenardite, mirabilite (Nay;SO4-10H,0O), which was caused by the content of sodium sulfate and
environment temperature. When it was at temperature below 32.4 °C, the Na;SO4-10H,O is the only
stable phase; when it was at temperature above 32.4 °C, the thenardite is the only stable phase [6-9].
Lai et al. [5] and Bing et al. [10] and Zhang et al. [11] thought that a ratio of molar volume change for
NaySO,-10H,O particle is 3.14 times and the transformation between thenardite and Na;SO,4-10H,O
is dependent on temperature. Therefore, the environmental temperature during construction may
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have a great impact on the quality of subgrade construction in sulfate saline soil area, especially the
compaction quality.

A series of laboratory tests were carried out by Kampala et al. [12], to examine compaction
characteristics and strength development of reconstituted sulfate-bearing soil-cement. Wen et al. [13]
found that the maximum dry density (MDD) and optimal water content (OWC) are affected by the
three states of sodium sulfate (sodium sulfate solution, thenardite, and Na;SO4-10H,O) and the
relative content among them, and they consider the influence of false drying phenomenon on OWC.
Wen et al. [14] also found that the compaction characteristics and microstructure characteristics of
sulfate saline soil are closely related to the state of sodium sulfate in the soil. As for the cement-stabilized
macadam base materials (CSMBM) in a sulfate saline soil area, its compaction quality is also determined
by the OWC and MDD, which were influenced by the cement, sodium sulfate and environment
temperature. Chhorn et al. [15] mentioned that dry density was used to characterise the compactibility
of roller compacted concrete, which is affected easily by various factors such as aggregates gradation
and water content. Odumade et al. [16] through tests found that the MDD increases and OWC decreases
as the cement content increases. Han et al. [17] used the isothermal calorimeter to test the cement
hydration rate, and found that the cement hydration rate is obviously fast at high temperature. Wang
et al. [18] found that under the effect of high temperatures, the hydration rate of the cement increases,
resulting in more C-5-H and C-A-H gels, which bridge the aggregate tightly together, thus increasing
the compactness of the CSMBM.

There are many researches on the influence of sodium sulfate on cement-based materials, which
mainly focused on cement concrete. Sodium sulfate reduced the properties of concrete by reacting with
cement hydration products to form ettringite and gypsum, which can be explained by the Equations
(1) and (2) [19-21].

S(CaSO4 . (H20)+4Ca0 -Al,O3 - 12H,0 + 14H,0 — (1)
3Ca0 - ALO3 - 3CaSO; - 31H,0 + Ca(OH),

Ca(OH),+S0%™ +2H,0 — CaSOy - 32H,0 + 20H™ )

However, few studies took sodium sulfate, cement and temperature into account to study the
compaction characteristics of cement-stabilized macadam base material in a sulfate saline soil area.

This paper is divided into three parts. Through the observation and the chemical titration test of
the cement-stabilized macadam material in the arch expansion road section, the ingredient and content
of the soluble salt is determined. Through the test of compaction, scanning electronic microscopy
(SEM) and energy-dispersive spectroscopy (EDS), the influences of the cement content, sodium sulfate
content and temperature variation on the compaction characteristics of cement stabilized macadam
in sulfate soil area were analyzed. Through the orthogonal tests scheme with three factors and three
levels, the effects degree of the cement content, sodium sulfate content, temperature on the OWC and
MDD of the cement-stabilized macadam base material in sulfate soil area were analyzed. The obtained
results are helpful to ensure the compaction quality of CSMBM in sulfate saline soil area.

2. The Causes of the Arch Expansion Section

2.1. Excavation of the Arch Expansion Pavement

In order to know the causes of the arch expansion of the pavement in Ejina, Inner Mongolia, China,
the writer and worker excavated the most seriously arch expansion of the road shown in Figure 1.

As shown in Figure 1, the arch expansion mainly occurs in the pavement surface and
cement-stabilized macadam base. It is worth noting that there is no arch expansion phenomenon in the
subgrade. The arch expansion of asphalt pavement is easily affected by that of base. This is similar to
the study by Titus-Glover et al. [22] and Gao et al. [23], who have mentioned that the cement-stabilized
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macadam base can develop fatigue and transverse shrinkage cracks, which ultimately propagate
through the asphalt pavement surface.

cushion

Figure 1. Pavement structure at the arch expansion section.
2.2. The Salt Content in the Arch Expansion Section

In order to clarify the inner mechanic of arch expansion of cement stabilized macadam base,
the content of soluble salt, SO42~ ion, and Cl~ ion in five kinds of subgrade filler, four kinds of
CSMBM and three kinds water were tested by the methods of chemical titration and oven drying [20].
The details of the test process are shown in Figure 2, and the test results are shown in Tables 1-3.

Table 1. The content of soluble salt, SO4%~ ion, and Cl~ ion in subgrade filler.

Number Soluble Salt (g/kg) Cl- (mmol/kg) S042~ (mmol/kg)  C(C17)/2C(SO427)

1 3.090 12.901 66.708 0.097
2 7.850 5.775 16.667 0.173
3 11.600 8.225 135.000 0.030
4 10.110 6.620 109.792 0.030
5 8.750 8.507 55.042 0.077

Table 2. The content of soluble salt, SO42‘ ion, and Cl~ ion of cement-stabilized macadam base
materials in filed.

Number Soluble Salt (g/kg) Cl~ (mmol/kg) SO42~ (mmol/kg)  C(C17)/2C(SO427)

1 1.280 2.535 21.667 0.058
2 2.720 11.549 25.833 0.223
3 1.240 1.690 6.250 0.135
4 1.990 2.817 39.167 0.032

Table 3. The content of soluble salt, 5O42 ion, and CI~ ion in Water.

Number Soluble Salt(g/L) Cl- (g/L) S042~ (g/L) Type
1 1.765 0.103 0.376 Fresh Water
2 3.787 0.238 0.525 Brackish Water

3 8.767 0.144 0.560 Salt Water
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Figure 2. The details of the salt content of the test process.

As shown in Table 1, the soluble salt content of all subgrade filler samples is more than 0.3%,
and the ratios of C(Cl7)/ ZC(SOi') is less than 0.3. Therefore, the subgrade filler is sulfate saline
soil. Table 2 shows that the soluble salt content of all samples are less than 0.3%, but the ratios of
c(Cr)/ 2C(SOi_) are still less than 0.3. This indicates that Cl~ ion cannot inhibit the reaction of SO42~
ion with hydration products [24]. From the Table 3, there are three kinds of water: Fresh water, brackish
water, salt water. Besides, the content of SO42~ ion is much higher than that of chloride ion. Therefore,
it is very important to control the water quality when mixing and curing CSMBM.

2.3. The Local Environment Temperature

Through consulting meteorological data, the monthly average maximum temperature and average
minimum temperature in Ejina, Inner Mongolia, China in recent ten years were statistically sorted out
as shown in Figure 3.

Figure 3 shows that this area has a typical climate. There is a large difference (about 20-25 °C)
between monthly average maximum temperature and the monthly average minimum temperature
each month in the last 10 years. The form of the sodium sulfate and the hydration reaction rate of the
cement are affected by the temperature easily [8,9,17].

Through the analysis above, before the CSMBM was constructed in sulfate saline soil area, it is
necessary to discuss the influence of temperature, cement, sodium sulfate content on the compaction
quality of CSMBM.
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Figure 3. The maximum temperature and the minimum temperature each month.

3. Test Materials and Method

3.1. Test Materials

1.  The cement used in the experimental is 42.5R ordinary Portland cement.
2. Inthis paper, the aggregates are based on the mix ratio of G7 road. The aggregates used was in line
with the “Road Pavement Construction Technical Specifications (JT]034-2000)” [25] requirements.

The aggregates screen size is shown in Figure 4. The aggregate percent passing is shown in
Table 4.

Figure 4. The aggregates screen size: (a) 0~0.075 mm, (b) 0.075~0.6 mm, (c) 0.6~2.36 mm, (d) 2.36~4.75 mm,
(e) 4.75~9.5 mm, (f) 9.5~19 mm, (g) 19~31.5 mm.
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Table 4. Percent passing of aggregates.

Screen Size (mm) Percent Passing (%)
0.075 1.5
0.6 11.5
2.36 22
475 27
9.5 48
19 77
31.5 100

3.  Tap water was used for mixing water, and the tap water’s indexes were tested according to “JGJ
63-2006 Stander for water in concrete” [26]. The results are shown in Table 5.

Table 5. Tap water indexes.

Test Items PH Soluble (mg/L) CI~ (mg/L) SO042~ (mg/L)
Standard >4.5 <10,000 <3500 <1500
Results 7.45 213.0 62.63 269.6

4.  Through the observation and the chemical titration test, there is a certain amount of SO4%~ in
CSMBM. So, the sodium sulfate was used as the salt for the tests.

3.2. Tests Design

3.2.1. Test Scheme Design

In order to study the compaction characteristics of the CSMBM in sulfate saline soil area,
the compaction test, the SEM tests and the EDS tests were carried out by controlling variable method.
The SEM tests were carried out using a Hitachi S-8100 scanning electron microscope (Tokyo, Japan).
The EDS tests were carried out using an Oxford Electronic Differential System (Oxford, United
Kingdom). The specific schemes of these tests are shown in Table 6. It is noted that the amount
of sodium sulfate, cement, and water is based on the percentage of aggregates according to the
literature [27]. According to Figure 3, in the area of Ejina, Inner Mongolia, China, the monthly average
maximum temperature at the beginning and the end of the year in the last 10 years was lower than 0
°C, which is not conducive to the construction of subgrade and pavement. Therefore, the construction
of subgrade and pavement in this area mainly starts in March and ends in November. During this
time, the temperature is about 10-35 °C.

Table 6. The specific scheme of the tests.

Temperature Sodium Sulfate Cement o
Schemes ©C) Content (%) Content (%) Water Content (%)
10
1 25 3 3 5 6 7 8 9
35
0
2 10 1 3 5 6 7 8 9
3
3
3 10 3 4 5 6 7 8 9
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3.2.2. Compaction Tests

According to the “Road Pavement Construction Technical Specifications (JTJ034-2000)” [25],
wet mix method was used to prepare the CSMBM in sulfate saline soil area [14]. The details of wet mix
are as follows. Firstly, according to Table 6, the sodium sulfate was dissolved in water, at the same
time, the glass rod was used to stir the sodium sulfate to dissolve fully. Secondly, the sodium sulfate
solution and aggregates were thoroughly stirred in a plastic container. Finally, it was placed for no
more than 2 h to avoid the CSMBM caking caused by sodium sulfate. In order to reduce the influence
of time on compaction test results, the mixing time is the same when cement was added. After 20 min,
the heavy compaction tests were carried out.
A standard heavy compaction test method was adopted [16,27]. The methodology involved using
a mould with 152 mm diameter and 120 mm height, which has a volume of 2177 c¢m?, a hammer
weighing 4.5 kg with 50 mm diameter. Firstly, the mass of empty mould was measured to be M,
which is accurate to 0.001 kg. The cement-stabilized macadam material prepared was placed in three
layers of about equal thickness and each layer is subjected to 98 blows from the hammer by falling
freely through a distance of 450 mm in the mould. The mass of compacted sample with the mould was
measured to be M;, which is accurate to 0.001 kg, and part of it was taken from the center to oven dry
at 110 °C for 10 h for the purpose of determining the water content. The dry density can be calculated
by Equations (3) and (4)
p= (M —My)/V €)

where: p is the wet density of the cement stabilized macadam base material (g/cm3); V is the volume of
the mould (cm?).
pa = p/(1+40.01w) 4)

where: p, is the dry density (g/cm3); w is water content.
The dry density is regarded as the ordinate and the water content as the abscissa. The curve is
fitted by the quadratic curve method. The peak point of the curve is the MMD and the OWC.

3.2.3. Microstructure Tests

After the compaction tests, 9 groups of OWC and MDD will be obtained. The compaction tests
were carried out again according to the value of OWC and MDD. Then the compacted samples cut into
specimens of 5 mm X 5 mm X 5 mm by cutting machine were placed in the high- and low-temperature
test chamber for SEM tests, where the temperature was set at 10 °C, 25 °C and 35 °C respectively. It is
note that the SEM are mainly to observe the morphology of cementitious materials. Before tests, a layer
of gold was plated onto the specimen surface to prevent charge accumulation on the surface. Due to
the change of sodium sulfate content, the EDS was used to test the change in mineral phases.

3.3. Orthogonal Test Design

Orthogonal test can reduce the number of experiments greatly. In this test, the orthogonal tests
with three factors and three levels [28] was used to carry out range analysis, so as to analyze the effects
degree of the cement content, sodium sulfate content, temperature on the OWC and MDD of the
CSMBM in sulfate saline soil area. The levels of each factor are shown in Table 7 The mass of each
material is shown in Table 8.

Table 7. Factor levels in orthogonal tests.

Level Temperature A (°C)  Sodium Sulfate Content B (%) Cement Content C (%)
1 10 0 3
2 25 1 4

3 35 3 5
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Table 8. The mass of each material.

Test Mixture A(°Q) B (kg) C (kg) Aggregates (kg)
1 35 0 0.27 5.4
2 35 0.162 0.216 5.4
3 35 0.054 0.16 5.4
4 25 0 0.216 5.4
5 25 0.054 0.27 5.4
6 25 0.162 0.16 5.4
7 10 0.054 0.216 5.4
8 10 0.162 0.27 5.4
9 10 0 0.16 54

Range analysis: the theories of range analysis are as in Equations (5) and (6),

n
k::
—1 %ijm

where L;; is the average value of the test result of factor i at the level j. k;; ;, is the mth n result of factor i
at the level j. n is the number of calculation results of factor i at the level ;.

Rl' = maXx {Lij} - min{Lij} (6)
Where R; is the difference between the maximum and minimum L;; at each factor.
4. Test Results and Discussion

4.1. Influence of Temperature on the Form of Sodium Sulfate

The solubility of sodium sulfate in water will be changed due to environmental temperature
variation shown in Figure 5.
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Figure 5. Solubility of thenardite and mirabilite versus temperature (The data digitized from Steiger
and Asmussen, 2008) [29].
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Figure 5, shows that when it is 32.4 °C, the undissolved sodium sulfate exists in the form of
thenardite and mirabilite, when it is above 32.4 °C; the thenardite is the only stable phase, and the
solubility of thenardite increases with the decrease of temperature when it was below 32.4 °C;
the mirabilite is the only stable phase, and the solubility of mirabilite increases with the increase of
temperature. When the content of sodium sulfate is 0%, 1% and 3%, and the temperature is 10 °C,
25 °C and 35 °C, the dissolution of sodium sulfate is shown in Figure 6 [30].

250

E=35% water
E=6% water
[mmm 7% water
200 E=38% water
[ 9% water
—e—The amount of sodium sulfate

The amount of Na,SO, dissolved (g)

100 - _
NS
NE
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‘\\;
0 \Q\\\:\\E T T 1
25
Temperature (°C)
(a)
250 5 E==5% water

E==6% water

mm 7% water
==18% water

200 - mmm9% water

—e—The amount of sodium sulfate

- -

1

100

a
o
I

The amount of Na,SO, dissolved (g)

10 25
Temperature (°C )

(b)

Figure 6. Effect of temperature on the amount of sodium sulfate dissolved in water. (a) 1% sodium
sulfate. (b) 3% sodium sulfate.
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As shown in Figure 6, when the water content and the sodium sulfate content are constant, and the
temperature increases from 10 °C to 35 °C, the amount of sodium sulfate dissolved increases by 350%.
This is consistent with the solubility of sodium sulfate changes with temperature in Figure 5. It can also
be seen from Figure 6a when it is 10 °C, the sodium sulfate can not be dissolved completely. So there
are both sodium sulfate solution and NaySO4-10H,O. However, when it is 25 °C, 35 °C, there is only
sodium sulfate solution. At the same time, it can be found from Figure 6b when the content of sodium
sulfate is 3% that there are both sodium sulfate solution and Na;SO4-10H,O at 10 °C and 25 °C, while
there are both sodium sulfate solution and thenardite at 35 °C. This is mainly due to that when it is
lower than 32.4 °C, the sodium sulfate undissolved is in the form of Na,SO4-10H,0O, and when it is
more than 32.4 °C, the sodium sulfate undissolved is in the form of thenardite [7,31].

4.2. Influence of Temperature on the Compaction Characteristics

4.2.1. The Compaction Results

When the cement content is 3%, the sodium sulfate is 3%, and the temperature changes from
10 °C to 35 °C the relationship curves between water content and dry density is shown in Figure 7.
The OWC and MDD change with temperature as shown in Figure 8.

2.4 - -8-10°C
25°C
coa | 35°C
T 2.3
(@))
=
222 -
(7]
S
©
>
QO 2.1
2 T T T 1
3 5 7 9 11

Water content (%)

Figure 7. The relationship curves between water content and dry density.

As shown in Figure 7, with the water content increasing, the dry density increases first and then
decreases. It also can be seen that the higher the temperature is, the bigger the dry density.
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Figure 8. The influence of temperature on the compaction results.

As shown in Figure 8, with the temperature increasing, the OWC decreases, and the MDD
increases. When the temperature increases from 10 °C to 35 °C, the MDD increases by 0.052 kg/m?
and the OWC decreases by 0.26%. This is mainly because the increasing temperature leads to the
content of sodium sulfate solution increasing, which reduces the friction between the aggregates,
makes the aggregates cemented tightly [32-34]. In this condition, the CSMBM can be compacted at low
water content. This indicates that when the water content is certain, with the temperature increasing,
the content of sodium sulfate solution is increasing, and the CSMBM can be compacted at low water
content. So with the temperature increasing, the OWC decreases and the MDD increases.

It can also be seen from Figure 8 that when the temperature increases from 10 °C to 25 °C,
the MDD increases by 0.8% and the OWC decreases by 0.2%, and when the temperature increases
from 20 °C to 35 °C, the MDD increases by 1.4% and the OWC decreases by 0.06%. This is mainly
because when it is lower than 32.4 °C, sodium sulfate is in the form of sodium sulfate solution and
Na,S0y4-10H,0, and when it is more than 32.4 °C, sodium sulfate is in the form of sodium sulfate
solution and thenardite. Compared with Na;SO4-10H,O, thenardite is less than 10 molecules of water,
which indicates that 10 molecules of water are removed after the Na,SO,4-10H,O is dried at oven. So,
according to the Equations (3) and (4), when the temperature increases from 10 °C to 25 °C, the amount
of MDD increasing is less, and the amount of the OWC increasing is much. By contrast, when the
temperature increases from 20 °C to 35 °C, the amount of MDD increasing is much, and the amount of
the OWC increasing is less. This finding is similar to the research by Wen et al. [13,14].

Therefore, the construction temperature will affect the solubility of sodium sulfate to change the
range of the OWC and the MDD, and ultimately affects the compaction quality of CSMBM. Given this,
it is necessary to choose a reasonable construction temperature.

4.2.2. Microscopic Tests Results

The results of SEM test are shown in Figure 9.
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Figure 9. Scanning electron microscopy (SEM) image of specimens with different temperature.
(a) Cement: 3%, sodium sulfate: 3%, temperature: 10 °C. (b) Cement: 3%, sodium sulfate: 3%,
temperature: 20 °C. (c) Cement: 3%, sodium sulfate: 3%, temperature: 35 °C.

As shown in Figure 9, with the temperature increasing, the compactness of the structure composed
of aggregates and cementitious material is gradually improving. When it is 10 °C, there is a lot
of columnar Na;SO4-10H;O crystallization and some unhydrated particles in specimens, and the
cementitious material has no obvious layer structure but has the biggest pore content, shown in
Figure 9a. When it is at 20 °C, there is some columnar Na;SO4-10H,O crystallization and a little
unhydrated particle in specimens, and the cementitious material is mainly in the form of incomplete
layer with poor order and some pores, as shown in Figure 9b. When it is at 35 °C, there is some Ca
(OH); and sodium sulfate crystal in the specimens and the cementitious material is mainly in the form
of thin layer with smooth surface, good order and less pore content, shown in Figure 9c.

There are two reasons for this phenomenon. Firstly, when it is at 35 °C (>32.4 °C), both the
solubility of the sodium sulfate and the sodium sulfate solution content are the highest, which has
a lubrication effect on the compaction test and helps the structure of the CSMBM to be more dense.
Secondly, when the temperatures are at 25 °C, 10 °C (<32.4 °C), both the solubility of the sodium
sulfate and the sodium sulfate solution content decrease, but the Na,SO,4-10H,O content increases [1].
The columnar NaySO4-10H,O crystallization arranged irregularly in the aggregates and cementitious
material leads to this being difficult to compact.
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4.3. Influence of Sodium Sulfate Content on the Compaction Characteristics

4.3.1. The Unreal Dry Phenomenon

When the cement content is 3%, the temperature is 10 °C, and the sodium sulfate content changes
from 0 to 3%, the wetness degree and cohesion of the CSMBM changes, as shown in Figure 10.

(b)

Figure 10. The unreal dry phenomenon in mixing the cement stabilized macadam materials. (a) 0%
sodium sulfate. (b) 1% sodium sulfate. (c) 3% sodium sulfate.

As shown in Figure 10, with the sodium sulfate content increasing, the wetness degree and
cohesion of the material decrease. This is mainly due to some water absorbed by sodium sulfate to
form NapSO,4-10H; 0O crystallization, so that the amount of bound water is improved [8,35]. By contrast,
when there is no sodium sulfate in the CSMBM, the wetness degree and cohesion of the material are
the highest. This is mainly due to that water only reacting with cement to form cementitious material,
which makes the CSMBM present good wetness shown in Figure 10a.

4.3.2. The Compaction Results

When the sodium sulfate content changes 0% to 3%, the relationship curves between water content
and dry density is shown in Figure 11. The OWC and MDD change with sodium sulfate content shown
in Figure 12.
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As shown in Figure 11, with the water content increasing, the dry density increases first and then
decreases. It also can be seen that, the higher the sodium sulfate content, the bigger the water content.
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Figure 12. The influence of the sodium sulfate content on the compaction results.

As shown in Figure 12, with the sodium sulfate content increasing, the OWC increases, and the
MDD decreases. When the sodium sulfate content increases from 0% to 3%, the MDD decreases by
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0.016 kg/m?® and the OWC increased by 0.62%. This is mainly because when it is 10 °C (<32.4 °C),
the solubility of the sodium sulfate is invariable, but the content of Na;SO4-10H,0 is improved,
which makes the OWC increase, and the MDD decrease. This phenomenon is surprising, because
both in observation and compaction, the water content of cement stabilized macadam materials
containing 3% sodium sulfate was obviously smaller than that of containing 0 or 1% sodium sulfate.

This phenomenon has been found in the research conducted by Wen et al. [13]. They regarded it as an
unreal dry phenomenon.

4.3.3. Microscopic Tests Results

The results of SEM and EDS tests are shown in Figure 13.

B spectrum S

Fitted Spectrum
-
ca
Na |

M Spectrum 4

Fitted Spectrum
O I
Na N
ca B

B spectrum 3
Fitted Spectrum
O I
Na N
Ca |

Figure 13. SEM images and corresponding energy-dispersive spectroscopy (EDS) results of specimens
with different Sodium sulfate content. (a) Cement: 3%, sodium sulfate: 0%, temperature: 10 °C.

(b) Cement: 3%, sodium sulfate: 1%, temperature: 10 °C. (c) Cement: 3%, sodium sulfate: 3%,
temperature: 10 °C.

As shown in Figure 13, by analysis of SEM images, with the sodium sulfate content increasing,
the morphology and structure of cementitious materials are rougher and rougher. By analysis of the
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EDS results, the content of O element is stable and the content of Na and Ca element are increasing
and decreasing, respectively.

As shown in Figure 13a, when the sodium sulfate content is 0%, the cementitious material is
mainly in the form of a layer with dense structure and less pore content, and the content of Na and Ca
are 3.82%, 15.47%, respectively. This is mainly due to the content of Ca being much higher than that
of Na in hydration products and without the sodium sulfate, the hydration can be carried normally,
which is beneficial to keep the structure dense [36]. As shown in Figure 13b, when the sodium sulfate
content is 1%, there is a little columnar NaySO,4-10H,O crystallization in specimens, which makes the
layer structure of cementitious material incomplete. In addition, the content of Na and Ca are 7.02%,
12.76%. This is mainly because a certain amount of sodium sulfate not only increases the content of
the Na element, but also promotes the hydration reaction to form Ca [21,37]. As shown in Figure 13c,
when the sodium sulfate content is 3%, the incomplete layer structure is inserted by a lot of columnar
NaySO,-10H,O crystallization in specimens, which wraps the cement and inhibits the hydration. So,
the content of Na and Ca are 17.20%, 2.98%.

4.4. Influence of Cement Content on the Compaction Characteristics

4.4.1. The Compaction Results

When the temperature is 10 °C, the sodium sulfate is 3%, and the cement content changes from 3%
to 5%, the relationship curves between water content and dry density is shown in Figure 14. The OWC
and MDD change with temperature as shown in Figure 15.

2.3 -
225 - ‘
2 22
FS)
=
2215 -
£
© —=— 3% cement
> 2.1
a - 4% cement
5% cement
205 T T T 1
3 5 7 9 11

Water content (%)

Figure 14. The relationship curves between water content and dry density.

As shown in Figure 14, with the water content increasing, the dry density increases first and then
decreases. It also can be seen that, the higher the cement content, the bigger the dry density.
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Figure 15. The influence of the cement content on the compaction results.

As shown in Figure 15, with the cement increasing, the MDD and the OWC increase by 0.005 kg/m3
and 0.14%. There are two reasons to explain this phenomenon. Firstly, the cement content increasing
accelerates the formation of hydration reaction products, which fills the pores of the aggregates.
Secondly, the hydration reaction products react with the dissolved sodium sulfate to form ettringite,

and gypsum, which can also fill the pores [21,37]. So, with the cement increasing, the MDD and the
OWC increase.

4.4.2. Microscopic Tests Results

The results of the SEM tests are shown in Figure 16.

€

y 7 £ //, PN : g
Unhydrated b g 3

N\

Figure 16. Cont.
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Figure 16. SEM images of specimens with different cement content. (a) Cement: 3%, sodium sulfate:
3%, temperature: 10 °C. (b) Cement: 4%, sodium sulfate: 3%, temperature: 10 °C. (c) Cement: 5%,
sodium sulfate: 3%, temperature: 10 °C.

As shown in Figure 16, with the cement content increasing, the number of columnar Na,SO,-10H,O
crystallizations and pores in the specimens decreases, and the compactness of the structure is improving
gradually. On the one hand, when the cement is low (3%), there is little hydration reaction product
provided to react with the 50,27, and the sodium sulfate left is in the form of Nay,SO4-10H,O.
The columnar Na;SO4-10H,O crystallization arranged irregularly in the aggregates and cementitious
material leads to the bad compactness shown in Figure 16a. On the other hand, when the cement is
high (5%), there are some unhydrated particles, and a lot of hydration reaction product has improved
to react with the SO42~, and so there is a little sodium sulfate left to form Na,SO4-10H,0, and the
compactness is the best, as shown in Figure 16¢c.
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4.5. Orthogonal Test Results

The OWC and MDD were obtained from the orthogonal test. The compaction test results are
presented in Table 9. The range analysis results are shown in Table 10.

Table 9. The results for orthogonal test.

Factors Maxi D i
Test Mixture D ax1.mu(1111 r};) OpCtlmum “j/"‘ter
A (oC) B (o/o) C (o/o) en51l'y g/m ontent ( o)
1 10 °C 0% 3% 2.276 6.73
2 10 °C 1% 4% 2.271 7.16
3 10°C 3% 5% 2.265 7.49
4 25°C 0% 4% 2.301 7.05
5 25°C 1% 5% 2.318 6.93
6 25°C 3% 3% 2.280 7.15
7 35°C 0% 5% 2.322 7.09
8 35°C 1% 3% 2.335 6.86
9 35°C 3% 4% 2.329 7.13
Table 10. The range analysis results.
Index of Test Type A(CO) B (kg) C (kg)
Ly 2.271 2.300 2.297
Lip 2.300 2.308 2.300
L; 2.329 2.291 2.302
3 i3
MDD (kg/m) Optimal level Az B, Cy
R; 0.058 0.017 0.005
The order A>B>C
L 7.13 6.95 6.91
Li» 7.04 6.98 7.11
L; 7.02 7.25 7.17
OWC (% i3
(%) Optimal level Aq B3 (@
R; 0.10 0.30 0.26
The order B>C>A

As shown in Table 10, the following can be obtained: (1) for the MDD of the cement-stabilized
macadam materials, the order of the influence factors is as follows: A (temperature) = 0.058 > B
(sodium sulfate) = 0.017 > C (cement) = 0.005; (2) for the OWC of cement-stabilized macadam materials,
the order of influence factors is as follows: B = 0.30 > C =0.26 > A = 0.10.

In order to reflect the effect of three factors on the MDD and the OWC of cement-stabilized
macadam materials’ compaction test. The level of each factor was regarded as the abscissa, the MDD
and the OWC are regarded as the ordinate shown in Figure 17.

Figure 17, shows the relationship between three factors and the compaction results of
cement-stabilized macadam materials. The following views can be obtained: (1) the MDD gradually
increases with the increase of the temperature, while the OWC gradually decreases. When the
temperature is 35 + 2 °C, the MDD reaches maximum value, and the OWC reaches minimum value.
(2) When the content of sodium sulfate changes from 0 to 3%, the MDD first increases and then
decreases as the content of sodium sulfate increases, and then reaches the minimum value, but the
OWC always increases as the content of sodium sulfate increases, and then reaches the maximum
value. (3) Both the MDD and OWC increase as the content of cement increases. When the content of
cement is 5%, the MDD and OWC all reach maximum value.
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Figure 17. The influence of three factors on the compaction results.
5. Conclusions

In this study, the causes of arch expansion section were conducted. On this basis, the compaction
characteristics of CSMBM with different cement content, sodium sulfate content and temperature
were carried out by the controlling variable method. Then, the effects of the cement content, sodium
sulfate content, temperature on the compaction results were analyzed by orthogonal tests. The main
conclusions of this study are as follows:

(1) The arch expansion mainly occurs in pavement surface and cement-stabilized macadam base.
The temperature, sodium sulfate and cement content may be the main causes of arch expansion.
Because there is a lot of soluble salt content in subgrade filler, base materials and water, and the content
of SO42~ ion is higher than that of CI~, and there is a large difference between maximum temperature
and the minimum temperature each month.

(2) The compaction test results are affected by the temperature variation, sodium sulfate content
and cement content. With the temperature increasing, the OWC decreases, and the MDD increases
due to the proportions of sodium sulfate solution, NaySO4-10H,O and thenardite affected by the
temperature. With the sodium sulfate content increasing, the wetness degree and cohesion of the
material decrease, the OWC increases, and the MDD decreases due to the existence of the unreal dry
phenomenon. With the cement content increasing, the MDD and the OWC increase due to the water
absorbed by cement to form the hydrates to fill the pores.

(3) With the temperature and the cement content increasing, the compactness of the structure
composed of aggregates and cementitious material improves gradually due to the columnar
NaySO4-10H,O crystallization and decreasing pores. With the sodium sulfate content increasing,
the morphology and structure of cementitious materials are increasingly rough due to the columnar
NaySO4-10H,0O crystallization tested by EDS and pores increasing.

(4) The orthogonal test results show that the temperature variation has the greatest influence
on the MDD, while the sodium sulfate content has the greatest influence on the OWC. In order to
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ensure the compaction quality of CSMBM in a sulfate saline soil area, the construction temperature,
the sodium sulfate content, and the cement content should be controlled.

Author Contributions: Conceptualization, X.-S.M. and Q.W.; Data curation, K.T.; Formal analysis, W.-].H.;
Investigation, ].-X.Z. and K.T.; Methodology, K.T. and ].-X.Z.; Project administration, Q.W.; Supervision, X.-5.M.
and Q.W.; Writing—original draft, K.T.; Writing—review and editing, J.-X.Z. and X.-S.M. All authors have read
and agreed to the published version of the manuscript.

Funding: This research was funded by the National Natural Science Foundation of China (51878064), and the
Science and technology project of transportation department of Inner Mongolia Autonomous Region (BLKY-01).

Acknowledgments: The authors wish to acknowledge Wang Xu, Xiao-Jun Shi, for their assistance in completing
the experiment.

Conflicts of Interest: The authors declare no conflict of interest.

References

1.  Song, L.; Song, Z.; Wang, C.; Wang, X.; Yu, G. Arch expansion characteristics of highway cement-stabilized
macadam base in Xinjiang, China. Constr. Build. Mater. 2019, 215, 264-274. [CrossRef]

2. Wang, P; Ye, Y,; Zhang, Q.; Liu, J.; Yao, J. Investigation on the sulfate attack-induced heave of a ballastless
track railway subgrade. Transp. Geotech. 2020, 23, 100316. [CrossRef]

3. Benavente, D.; Sanchez-Moral, S.; Fernandez-Cortes, A.; Cafaveras, ]J.C.; Elez, J.; Saiz-Jimenez, C. Salt
damage and microclimate in the Postumius Tomb, Roman Necropolis of Carmona, Spain. Environ. Earth Sci.
2011, 63, 1529-1543. [CrossRef]

4. Abdi, M.R,; Askarian, A.; Gonbad, M.S. Effects of sodium and calcium sulphates on volume stability and
strength of lime-stabilized kaolinite. Bull. Eng. Geol. Environ. 2020, 79, 941-957. [CrossRef]

5. Lai, Y.; Wan, X.; Zhang, M. An experimental study on the influence of cooling rates on salt expansion in
sodium sulfate soils. Cold Reg. Sci. Technol. 2016, 124, 67-76. [CrossRef]

6.  Flatt, RJ. Salt damage in porous materials: How high supersaturations are generated. J. Cryst. Growth 2002,
242,435-454. [CrossRef]

7.  Espinosa, R.M.; Franke, L.; Deckelmann, G. Phase changes of salts in porous materials: Crystallization,
hydration and deliquescence. Constr. Build. Mater. 2008, 22, 1758-1773. [CrossRef]

8.  Peng, S.; Wang, F,; Fan, L. Experimental Study on Influence of Vaporous Water on Salt Expansion of Sulfate
Saline Soil. Adv. Civ. Eng. 2019, 2019, 1-9. [CrossRef]

9. Peng, S;; Wang, F,; Li, X,; Fan, L. Experimental research on employed expanded polystyrene (EPS) for
lightened sulfate heave of subgrade by thermal insulation properties. Geotext. Geomembr. 2020, 48, 516-523.
[CrossRef]

10. Bing, H.; Ma, W. Laboratory investigation of the freezing point of saline soil. Cold Reg. Sci. Technol. 2011, 67,
79-88. [CrossRef]

11.  Zhang, S.-S.; Wang, Y.-W.; Bao, W.-X. Study on sensitive factors affecting salt expansion characteristics of
coarse grained sulfate saline Soils. Chin. J. Geotech. Eng. 2017, 3905, 946-952.

12.  Kampala, A.; Jitsangiam, P.; Pimraksa, K.; Chindaprasirt, P. An investigation of sulfate effects on compaction
characteristics and strength development of cement-treated sulfate bearing clay subgrade. Road Mater.
Pavement Des. 2020, 1-14. [CrossRef]

13.  Wen, T.; Mi, H.Z,; Yang, P; Ying, S.; Wang, Y.L. An experimental study of the compaction characteristics of
sulfate saline soil. Rock Soil Mech. 2015, 36, 1945-1952.

14. Wen, T; Mi, H.Z.; Ma, L.S.; Ying, S. Experiment and evaluation of compaction characteristics of sodium
sulfate saline soil. Rock Soil Mech. 2016, 37, 3455-3462.

15.  Chhorn, C.; Kim, Y.K; Hong, S.J.; Lee, S.W. Evaluation on compactibility and workability of roller-compacted
concrete for pavement. Int. |. Pavement Eng. 2019, 20, 905-910. [CrossRef]

16. Odumade, A.O.; Ezeah, C.; Ugwu, O.O. Performance analysis of cement-stabilized laterite for road
construction in the tropics. Environ. Geotech. 2019, 6, 555-561. [CrossRef]

17. Han, F; Song, S.; Liu, J.; Wu, R. Effect of water/binder ratio and temperature on the hydration heat and
properties of ternary blended cement containing slag and iron tailing powder. |. Therm. Anal. Calorim. 2020,
1-4. [CrossRef]


http://dx.doi.org/10.1016/j.conbuildmat.2019.04.193
http://dx.doi.org/10.1016/j.trgeo.2020.100316
http://dx.doi.org/10.1007/s12665-010-0815-9
http://dx.doi.org/10.1007/s10064-019-01592-1
http://dx.doi.org/10.1016/j.coldregions.2015.12.014
http://dx.doi.org/10.1016/S0022-0248(02)01429-X
http://dx.doi.org/10.1016/j.conbuildmat.2007.05.005
http://dx.doi.org/10.1155/2019/6819460
http://dx.doi.org/10.1016/j.geotexmem.2020.02.009
http://dx.doi.org/10.1016/j.coldregions.2011.02.008
http://dx.doi.org/10.1080/14680629.2020.1753564
http://dx.doi.org/10.1080/10298436.2017.1366762
http://dx.doi.org/10.1680/jenge.17.00026
http://dx.doi.org/10.1007/s10973-020-09687-8

Materials 2020, 13, 3610 22 of 22

18.

19.

20.

21.

22.

23.

24.
25.
26.
27.

28.

29.

30.

31.

32.

33.

34.

35.

36.

37.

Wang, D.X; Rachid, Z.; Abriak, N.E. Temperature-Accelerated Strength Development in Stabilized Marine
Soils as Road Construction Materials. J. Mater. Civ. Eng. 2017, 29, 04016281. [CrossRef]

Geng, Y;; Jin, Z.; Hou, B.; Zhao, T.; Gao, S. Long-term behavior of fiber reinforced concrete exposed to sulfate
solution cycling in drying-immersion. J. Wuhan Univ. Technol.-Mater Sci. Ed. 2017, 32, 875-881. [CrossRef]
Blunt, J.; Jen, G.; Ostertag, C.P. Enhancing corrosion resistance of reinforced concrete structures with hybrid
fiber reinforced concrete. Corros. Sci. 2015, 92, 182-191. [CrossRef]

Zhao, G.; Li, J.; Shao, W. Effect of mixed chlorides on the degradation and sulfate diffusion of cast-in-situ
concrete due to sulfate attack. Constr. Build. Mater. 2018, 181, 49-58. [CrossRef]

Gao, Y. Theoretical Analysis of Reflective Cracking in Asphalt Pavement with Semi-rigid Base. Iran. ]. Sci.
Technol. Trans. Civil Eng. 2019, 43, 149-157. [CrossRef]

Titus-Glover, L.; Bhattacharya, B.B.; Raghunathan, D.; Mallela, J.; Lytton, R.L. Adaptation of NCHRP Project
1-41 Reflection Cracking Models for Semirigid Pavement Design in AASHTOWare Pavement ME Design.
Transp. Res. Record ]. Transp. Res. Board. 2016, 2590, 122-131. [CrossRef]

Zang, W.J.; Guo, L.P; Cao, Y.Z.; Zhang, ].; Xue, X.L. The interaction between chloride ion and sulfate ion
doped in cement paste. Mater. Rep. 2019, 33, 1317-1321.

JTJ 034-2000. Road Pavement Construction Technical Specifications; Communication Press: Beijing, China, 2000.
JGJ 63-2006. Stander for Water in Concrete; Architecture & Building Press: Beijing, China, 2006.

JTG E51-2009. Test Methods of Materials Stabilized with Inorganic Binders for Highway Engineering;
Communication Press: Beijing, China, 2009.

Zhang, S.; Yuan, K.; Zhang, J.; Guo, J. Experimental Study on Performance Influencing Factors and Reasonable
Mixture Ratio of Desert Sand Ceramsite Lightweight Aggregate Concrete. Adv. Civ. Eng. 2020, 2020, 1-9.
[CrossRef]

Steiger, M.; Asmussen, S. Crystallization of sodium sulfate phases in porous ma terials: The phase diagram
Na2504-H20 and the generation of stress. Geochim. Cosmochim. Acta 2008, 72, 4291-4306. [CrossRef]
Thaulow, N.; Sahu, S. Mechanism of concrete deterioration due to salt crystallization. Mater. Charact. 2004,
53,123-127. [CrossRef]

Wang, J.Z.; Chen, B.B.; Yan, EY. Influence of seawater constituents on the lubrication effect of seawater.
Lubr. Eng. 2011, 36, 1-5.

Gebretsadik, D.W.; Hardell, ].; Prakash, B. Friction and wear characteristics of PA 66 polymer composite/316L
stainless steel tribopair in aqueous solution with different salt levels. Tribol. Int. 2020, 141, 105917. [CrossRef]
Garrec, D.A.; Norton, I.T. Boundary lubrication by sodium salts: A Hofmeister series effect. J. Colloid
Interf. Sci. 2012, 379, 33—40. [CrossRef]

Leduc, EIM.S.; Peterson, R.C.; Wang, R. Sodium magnesium sulfate decahydrate, NayMg(SO4),-10H,0, a
new sulfate salt. Acta Crystallogr. Sect. C Cryst. Struct. Commun. 2009, 65,181-i84. [CrossRef] [PubMed]
Wang, H.L.; Dong, Y.S.; Sun, X.Y.; Jin, W.L. Damage mechanism of concrete deteriorated by sulfate attack in
wet-dry cycle environment. J. Zhejiang Univ. 2012, 46, 1255-1261.

Xiong, C.; Li, W,; Jiang, L.; Wang, W.; Guo, Q. Use of grounded iron ore tailings (GIOTs) and BaCO3 to
improve sulfate resistance of pastes. Constr Build Mater. 2017, 150, 66-76. [CrossRef]

Sun, J.; Chen, Z. Influences of limestone powder on the resistance of concretes to the chloride ion penetration
and sulfate attack. Powder Technol. 2018, 338, 725-733. [CrossRef]

® © 2020 by the authors. Licensee MDPI, Basel, Switzerland. This article is an open access
@ article distributed under the terms and conditions of the Creative Commons Attribution

(CC BY) license (http://creativecommons.org/licenses/by/4.0/).


http://dx.doi.org/10.1061/(ASCE)MT.1943-5533.0001778
http://dx.doi.org/10.1007/s11595-017-1683-x
http://dx.doi.org/10.1016/j.corsci.2014.12.003
http://dx.doi.org/10.1016/j.conbuildmat.2018.05.251
http://dx.doi.org/10.1007/s40996-018-0154-8
http://dx.doi.org/10.3141/2590-14
http://dx.doi.org/10.1155/2020/8613932
http://dx.doi.org/10.1016/j.gca.2008.05.053
http://dx.doi.org/10.1016/j.matchar.2004.08.013
http://dx.doi.org/10.1016/j.triboint.2019.105917
http://dx.doi.org/10.1016/j.jcis.2012.04.049
http://dx.doi.org/10.1107/S0108270109028881
http://www.ncbi.nlm.nih.gov/pubmed/19893219
http://dx.doi.org/10.1016/j.conbuildmat.2017.05.209
http://dx.doi.org/10.1016/j.powtec.2018.07.041
http://creativecommons.org/
http://creativecommons.org/licenses/by/4.0/.

	Introduction 
	The Causes of the Arch Expansion Section 
	Excavation of the Arch Expansion Pavement 
	The Salt Content in the Arch Expansion Section 
	The Local Environment Temperature 

	Test Materials and Method 
	Test Materials 
	Tests Design 
	Test Scheme Design 
	Compaction Tests 
	Microstructure Tests 

	Orthogonal Test Design 

	Test Results and Discussion 
	Influence of Temperature on the Form of Sodium Sulfate 
	Influence of Temperature on the Compaction Characteristics 
	The Compaction Results 
	Microscopic Tests Results 

	Influence of Sodium Sulfate Content on the Compaction Characteristics 
	The Unreal Dry Phenomenon 
	The Compaction Results 
	Microscopic Tests Results 

	Influence of Cement Content on the Compaction Characteristics 
	The Compaction Results 
	Microscopic Tests Results 

	Orthogonal Test Results 

	Conclusions 
	References

