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Recovery of uranium using epoxy-modified
phosphorus pentasulfide as an efficient adsorbent

for uranium extraction from aquatic environments
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Epoxy-modified phosphorus pentasulfide (EPMPS) formulation was developed for the supported recovery
of uranium from aquatic environments. The selected components of the prepared formulation were
tailored to produce a rigid foamed polymeric material that was rich in phosphorus, nitrogen, sulfur and
oxygen atoms, thus increasing chelating bonding possibilities with uranium. FT-IR and SEM were applied
to physically characterize the resulting sorbent. At an equilibrium time of 30 min, the phase ratio S/L of
1g L™, pH 3 and initial uranium concentration of 50 mg L™ yielded an adsorption efficiency for uranium
of 90%. An 85% elution of uranium from loaded EPMPS was achieved with 1 h shaking and a phase ratio
(S/A) of 0.5 g/25 mL of 0.1 M CH3sCOONa. Sorption isotherm designs were exploited to analyze the
findings from the experiments. Uranium had an adsorption capability of about 78.7 mg g~*. According to
the results of uranium adsorption, when applied to an actual sample, EPMPS is a suitable substrate for
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1. Introduction

Uranium is a heavy metal that is both chemically poisonous and
radioactive. Since the leakage of radionuclides from Japan's
Fukushima Daiichi nuclear power plant, uranium contamina-
tion has received considerable attention. Large amounts of
uranium enter the environment through natural sources, and
uranium mill tailings.* The WHO has defined a maximum
contaminant value of 9 pg L™" for U, whereas the US EPA has
suggested the highest limit of 30 pg L™" for U(w1) in drinking
water.> Consequently, eliminating U from waste has become
a serious and critical issue for the protection of the environment
and human health.

During the last decade, research was focused on the
production of polymeric materials, including certain electron
donor groups. These electron donor groups, which contain
phosphorous, sulfur, nitrogen, and/or oxygen, are distin-
guished by an increase in free electron pairs and negative
charges on a material's surface and bulk. The presence of these
functional groups and electron resonance can endow the
created materials with certain novel features. The resulting
materials will be beneficial in a variety of applications, such as

metal extraction, catalysts, flame retardants, sensors,
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uranium adsorption from nitrate media.

supercapacitors, superconductors, semiconductors, batteries,
and metal uptake.*™*°

Various techniques have been implemented to remove
uranium from liquid and radioactive solutions. The most often
used procedures include chemical precipitation, ion exchange,
liquid membrane, solvent extraction, and adsorption.?>*
Adsorption has piqued the interest of researchers in recent
decades owing to its efficacy and low cost in removing uranium
and for allowing the recovery and reuse of metal ions from
liquid solutions. Several materials have been investigated as
adsorbents, including activated carbon,** zeolite, resin, olivine
rock, coir pith, smectites, and kaolinite.>*”

In the present work, systems comprising epoxy (diglycidyl
ether of bisphenol A-DGEBA) with phosphorus pentasulfide
(PPS) and polyamines were developed, and their potential use in
the sorption of uranium from aqueous solutions was investi-
gated based on two factors: their chemical activity and porosity.
Based on the chemical activity the surface of these blends
contains free electrons forming partially negative charged polar
functional groups of, phosphorus, sulfur, nitrogen, and oxygen.

In our research, we created a novel epoxy formulation
comprising phosphorus, sulfur, nitrogen, and oxygen, with the
aim of recovering uranium from nuclear industrial effluent
through reacting the epoxy (diglycidyl ether of bisphenol A-
DGEBA) with phosphorus pentasulfide (PPS) and polyamine.
It was anticipated that the created formulation's higher phos-
phorus, nitrogen, sulfur, and oxygen contents would boost the
possibility of reaction with the targeted heavy metal, in this
study's case, uranium.

© 2024 The Author(s). Published by the Royal Society of Chemistry
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2. Experimental

2.1. Materials

O @)
%O O O O\/A
H;C CHjy
Epoxy (DGEBA)

The epoxy was purchased from CMB Chemicals for Modern
Building Company, Egypt under the trade name KEMAPOXY150
as an industrial two-pot epoxy, with vessel A containing the
epoxy base, and vessel B the polyamine hardener.

ﬁ

P
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Phosphorus pentasulfide (PPS)

Phosphorus pentasulfide (PPS) and acetone were provided by
Adwic - El Nasr Pharmaceutical Co., Egypt. All the ingredients
were used without any further purification.

2.2. Epoxy-modified phosphorus pentasulfide (EPMPS)
sample preparation and film formation

First, 10 mL of epoxy base (pot A) was dissolved in 10 mL of
acetone (solvent), and the resulting mixture was agitated for
10 min at room temperature in a two-necked round-bottomed
flask with a magnetic stirrer and reflux condenser. Next,
10 mL of ethylene glycol (EG) was used to dissolve 5 g of PPS,
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which was then added dropwise to the main solution and
agitated for an additional 30 min at room temperature. To the
main solution, 10 mL of polyamine hardener (pot B) was added
while continuously shaking for 3 min at room temperature. The
solution was then sonicated for 3 min. The prepared material
was then baked for 12 h at 80 °C to cure it. Before utilizing or
performing any measurements, the material was left to stand at
room temperature for 24 h (Fig. 1).

2.3. Material characterization

The structural properties of the EPMPS were investigated using
Fourier transform infrared spectrometry (FT-IR), scanning
electron microscopy (SEM), and EDX. A Thermo-Scientific
Nicolet IS10 instrument model (Germany) was used for the
FT-IR analysis. The SEM equipment utilized was a Philips XL 30
ESEM (25-30 keV accelerating voltage, 1-2 mm beam diameter,
and 60-120 s counting time), which was also linked to an EDX
unit. The minimum detectable weight concentration ranged
from 0.1-1 wt%, and the instrument realized a precision of less
than 1%.

2.4. Preparation of the metal solutions

All the reagents utilized were of analytical grade. The uranium
stock solution contained 1000 mg L~ " uranium. The Arsenazo
III complex technique was used to assay the uranium in its
various working aqueous phases.”®* A Lambada UV/vis spectro-
photometer (PerkinElmer, USA) was used to evaluate the
absorbance of the produced uranium Arsenazo III complex at
650 nm in comparison with appropriate standard solutions.

2.5. Batch experiments for the adsorption and elution
studies

The adsorption process was controlled by a number of variables
that were investigated. The solution pH, contact time, initial
uranium concentration, and solid/liquid ratio were among
these variables. In a typical experiment for the adsorption
studies, 0.1 g of EPMPS was shaken with 100 mL uranium
solution (50-600 mg L") in a pH range of 0.5-5. The effect of Co
ions was investigated. The flasks were sealed and set on
a mechanical shaker at various temperatures (ranging from 25 °
C to 50 °C). All the experiments were carried out triplicate, and

Fig.1 Photographs of the cured created polymeric material of epoxy-modified phosphorus pentasulfide (EPMPS) formulation, and the material

after grinding.
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Table 1 Parameters for testing the different types of epoxy for the adsorption of uranium ions from agqueous solution

Type pH Time (min) S/L ratio (g L") Temp. ge (mg g™
Epoxy only (not modified) 3 30 1.0 Room temperature 26

EPMPS 3 30 1.0 Room temperature 78.7

mean values of 4% relative errors were used. The filtrate's
uranium content was examined. The amount of adsorbed
uranium (g.) was estimated via eqn (1) by dividing the differ-
ence between the initial and residual amounts of uranium in
solution by the mass of the adsorbent. The system's removal or
adsorption efficiency (R.), calculated using eqn (2), was
expressed as the UO,>* removal percentage in relation to the
initial concentration. For uranium elution from the loaded
EPMPS, a number of eluting agents were tested, namely HCI,
H,S0,, Na,CO;, HNO;, and NaCl.

go= Sy )

Co=C o ino @)

R. =
G

where g. (mg g~") is the amount of uranium adsorbed per unit
mass of adsorbent, C, and C. are the initial and equilibrium (or
at any time) ion concentration (mg L"), respectively, V is the
volume in liters of solution, and M is the mass (g) of the
EPMPS.

Table 1 shows that the effectiveness of the various types of
prepared epoxy against uranium varied significantly. It was
discovered that the epoxy modified by phosphorus pentasulfide
was the best for uranium sorption because of the unique
phosphorus-, sulfur-, nitrogen-, and oxygen-containing epoxy
formulation created by reacting epoxy with phosphorus penta-
sulfide (PPS).

2.6. Liquid waste properties

The liquid waste solution was supplied from uranium ore pro-
cessing in Anshas, Egypt. The main chemical composition
comprised UO,>", Fe*", and Ca*" at concentrations of 80 mg L™,
1.6 gL ', and 1 g L, respectively.

3. Results and discussion

3.1. Characterization

3.1.1. FT-IR spectral study. It was anticipated that the
polarized atoms of phosphorus, sulfur, nitrogen, and oxygen in
the composition of the reactant ingredients would result in
a prepared polymeric material with a variety of functional
groups and bonding kinds. Fig. 2 records and compiles the FT-
IR spectra as well as the spectral data of the synthesized EPMPS
both before and after uranium adsorption. In the spectra, the
stretching of the aromatic rings' C=C and C-C bonds were
indicated by the peaks at 1608 and 1509 cm ™', while stretching
of the C-O-C bonds corresponding to the ether linkage was
shown at 1000-1100 cm ™. The oxirane group's C-O distortion
was the reason for the peak's absence at 915 cm™ ', which
indicated that all of the epoxy rings were consumed through the
reactions during the treatment process. Within the range of
2900-3700 ¢cm™ ', the bands of amine groups and hydroxyl
groups' hydrogen bonds overlapped each other. In the primary
amines, N-H deformation was observed at 1650-1500 cm ;
while in the secondary amines, this was shifted toward lower
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Fig. 2 FT-IR spectra of EPMPS (A) before and (B) after uranium adsorption.
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wavenumbers (1580-1490 cm ') and was typically weak.
Strongly coupled to the C-N band, C=S stretching yielded
aband at 1230-1030 cm ™~ '. The P=S's stretching vibration band
displayed a medium intensity and was located at 758.88 cm .
There was also a variable intensity band at 552.53 cm ™", which
may have been caused by the stretching vibration of the P-S
bond, which may have been shifted to a higher frequency due to
the nearby highly electronegative groups and atoms. The
asymmetric stretching vibrations of the aliphatic methoxy
P-O-C group were observed by very strong broad bands of
pentavalent and trivalent methoxy compounds at 1063.56 and
1026.95 cm ™', respectively, as well as a characteristic symmetric
methyl deformation band at 1363.48 cm™".

At 945.95 cm™ ', pentavalent ethoxy compounds showed
a further strong band. Compounds containing methoxy and
ethoxy had a prominent band at 827.35 cm ™", which was most
likely caused by the P-O-C group stretching symmetrically. The
P-O-C methoxy group was responsible for a sharp band at
1182.20 cm ', The band observed at 995-855 cm ' resulted
from the P-O-C asymmetric stretching vibration for aromatic
compounds, specifically P-O-phenyl, which was coupled with
a strong band at 945.95 cm ™. In the vicinity of 758.88 cm ™", the
P-C bond's stretching vibration produced a medium-to-strong
band. A medium-to-strong intensity band was also present in
the phenyl-P bond because of an aromatic ring vibration at
1457.09 cm™'. The P=0 group's stretching vibration strong
band lay between 1350 and 1150 cm ™. It is possible that all of
the phosphorus atoms were occupied with other types of
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(B) EPMPS after uranium adsorption
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bonding, which is why there was no sharp band for P-H group
stretching vibration observed in the region of 2265-2285 cm™"
and no weak-to-medium intensity broad bands of the P-O-H
group for its O-H stretching vibration at 2100-2300 cm ™" or its
hydrogen bonding at 2560-2700 em™".2>-33

The FT-IR spectra of EPMPS both before and after uranium
adsorption are shown in Fig. 2. Fig. 2A provides for a qualitative
assessment of the functional groups linked to the EPMPS
modified phosphorus pentasulfide through using the FT-IR
spectra. Fig. 2B unequivocally demonstrates the presence of
multiple peaks in both scenarios, including a peak at approxi-
mately 3600 cm ™' that was linked to O-H stretching. Alkene
C=C bending bands were observed at 977 and 888 cm ', while
bending N-H bands were found at 3398 and 1380 cm™ " and
further connected to vinyl group C-N stretching bands at
1117 ecm™ . In the modified material, the C-H bad was stretched
at 704-616 cm ' and at 1200 cm ' related to uranium
adsorption.

3.1.2. SEM/EDX analysis studies. Fig. 3A and B illustrate
the results from the SEM/EDX analysis used to examine the
surface morphology and elemental composition of EPMPS
before and after uranium adsorption, respectively. Fig. 3A
shows the formation of pores and crevices on the EPMPS
surface, which may have occurred as a result of the volatility and
decomposition of the low molecular weight compounds during
the synthesis process and thermal treatment. These pores and
cracks were filled with uranium ions following adsorption
(Fig. 3B). The EDX plot in Fig. 3A revealed the presence of P, S,
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Fig. 3 SEM images and EDX spectra of EPMPS (A) before and (B) after uranium adsorption.
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and O in the EPMPS, while the N peak was obscured by the
plot's packed area. The presence of U on the EPMPS/U was
verified by the EDX plot in Fig. 3B, confirming the successful
uranium adsorption process when utilizing the EPMPS poly-
meric material.

The other elements detected by EDX could be attributed to
the presence of impurities in the commercial material or the
high activity of the functional groups of the reactants, whereby
the synthesized EPMPS reacted with materials on the surface of
the glassy container during the reaction process, which may
have caused other elements to emerge in the EDX plots.

3.2. Parameters influencing the adsorption procedures

3.2.1. Impact of pH. Fig. 4A illustrates how the pH affects
the sorption of metal ions (U(vi)) using EPMPS. In the tests, the
temperature, solution volume, sorbent dosage, shaking time,
and initial metal ion concentration were all fixed at the same
values to assess the pH effect, i.e., 25 °C, 1.0 g L™ !, 120 min, and
50 mg L~ uranium concentration, respectively. We examined
the pH effects by varying the pH in the range of pH 0.5-5.0. A
key operational variable in the adsorption procedure is the pH
of the working solution as this can affect the level of adsorbent
ionization throughout the reaction, dissolution of the uranium
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ions, and the amount of opposing ions on the functional
groupings of the adsorbent being utilized.** Fig. 4A shows that
as the pH levels was increased, so did the removal percentage of
metal ions (R.). The biggest increase in uranium adsorption
with EPMPS was from 18% to 90%, while at pH levels greater
than 3, uranium adsorption fell to 66% at pH 5.>

3.2.2. Impact of time. The changes in the metal elimina-
tion percentage over time using EPMPS are shown in Fig. 4B. In
the experiments, 1.0 g L™ of EPMPS was added to an aqueous
solution of 50 mg L ™" U(vi) at pH 3, with varying the shaking
time from 5-120 min. The uranium adsorption efficiency rose
from 68% to 90% as the shaking time was increased from 5.0 to
30.0 min, while further increasing the shaking time had only
a slightly impact on the adsorption efficiency. Therefore, 30 min
contact period was chosen as an appropriate shaking time.

3.2.3. Impact of adsorbent dosage. A number of batch
experiments were performed with varying the adsorbent
amount as 0.01, 0.05, 0.1, 0.12, 0.15, and 0.2 g/100 mL of test
solution at pH 3 in order to optimize the treatment system.
According to Fig. 4C, raising the dosage of the adsorbent from
0.01 g (nearly 50%) to 0.1 g (nearly 90%) increased the
adsorption effectiveness, while more than 0.1 g of adsorbent
raised the uranium adsorption efficiency to 91.8% at 0.2 g/100
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Fig. 4 Impact of (A) pH, (B) time, (C) adsorbent dosage, and (D) original uranium content on the uranium adsorption efficiency on EPMPS.
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mL, showing only a minor increase. It is worth noting that the
uranium adsorption capacity decreased from 250 to 37.6 mg g~
as the sorbent dose was increased from 0.01 to 0.1 g. Therefore,
from an economic standpoint, a 0.1 g dose was selected as
optimal.

3.2.4. Impact of the preliminary uranium concentration. A
predetermined weight 1.0 g L™ ! was used to conduct a variety of
tests at various uranium concentrations at 25 °C and pH 3. This
was done in order to clarify how the concentration of uranium
affects the efficiency of adsorption on EPMPS. At 30 min, the
preliminary uranium contents under study were varied from 50
to 600 mg L™ '. The acquired findings are presented in Fig. 4D,
and show that when the initial uranium concentration was
increased, the uranium removal efficiency declined. This may

Table 2 Adsorption kinetic models used and their equations

Adsorption kinetic models Equations

Lagergren pseudo-first-order
(LPF) model
Pseudo-second-order (PS) model t/q, = 1/K»q.> + (1/g.)t (4)
Weber and Morris (W&M) model g, = K;qt®® + C (5)

log(ge — go) = log g — (K1/2.303)¢ (3)
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have occurred as a result of the greater mobility of uranyl ions
(U0,*") in the diluted solutions, which heightens the ion-
adsorbent interactions.* In addition, the sorption capacity rose
from 48.0 to 79.8 mg g ' as the initial concentration was
boosted from 50 to 600 mg L™". The highest uranium removal
was seen at 50 mg L™ ' uranium concentration.

3.3. Kinetic modeling

The current study used three equations from various adsorption
kinetic models, as listed in Table 2.%¢

The previously described kinetic models for uranium
adsorption on EPMPS are presented in Fig. 5A-C and Table 3
lists their kinetic parameters.

The PS kinetic model, which had higher R> coefficients than
the LPF model, was found to be the most precise in matching
the experimental results. Additionally, Table 3 illustrates how
well the measured adsorption capacity and the theoretical
adsorption capacity of the composite at equilibrium matched.
These results suggest that the technique of sorption is depen-
dent on the quantity of ions and follows the PS kinetic model.*”
Additionally, it was shown that the rate-controlling step
involved electron transfer between the UO,>' ions and the
material's functional groups during chemical sorption.*® These
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Fig. 5 The three adsorption kinetic models of uranium adsorption upon EPMPS.
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Table 3 Computed parameters of the various kinetic adsorption

models used

Lagergren pseudo-first-order model & (min™) 0.061
Ge,cal (mg gil) 14.0
Geexp (Mg g 45.8
R 0.85

Pseudo-second-order model k, (min™) 0.013
Ge,cal (mg gil) 46.5
Geexp (Mg ) 45.8
h(molg 'h™) 28.25
tiy, (h) 1.6
R 0.99

Weber and Morris model Stage I
k; (mg g~* min~*?) 4.27
c 22.7
R 0.96
Stage II
k; (mg g~* min~*?) 0.15
c 44.1
R 0.98

results highlight the usefulness of the PS kinetic model in
assessing the adsorption operation and shed light on the
mechanisms governing uranium pickup by the adsorbent.

3.4. Adsorption isotherms

A number of frequently used adsorption isotherm models were
considered in order to match the reported isotherm models
under the equilibrium adsorption of EPMPS. These models
included the Freundlich, Langmuir, and Temkin isotherms,
whose equations®*" are shown in Table 4.

A straight line with an intercept of (log Kr) and a slope of (1/
n) could be seen in Fig. 6A. The Freundlich, Langmuir, and
Temkin isotherms are displayed in Table 5. The straight line
with a slope of (1/Q,) and an intercept of 1/bQ, is shown in
Fig. 6B. Using the Langmuir parameters given in Table 4, one
may use the dimensionless separation factor Ry, in eqn (9) listed
in Table 4 to predict the affinity between the sorbate and
sorbent. The results from the Timken model are illustrated in
Fig. 6D. The Ry, value, which can be either irreversible (R, = 0),
favorable (0 < R, < 1), or unfavorable (R, > 1), determines the
type of isotherm. According to Fig. 6C, the dimensionless
separation factor values for uranium(vi) adsorption onto EPMPS
reveal that greater initial uranium(vi) concentrations were
preferred over lower concentrations for uranium(vi) adsorption.
Table 5 illustrates the data after applying the equations for the
isotherms, namely the Freundlich, Langmuir, and Timken
parameters for uranium adsorption onto EPMPS.

Table 4 Models of adsorption isotherms and their formulas

Adsorption isotherms Equations

Ge = KfCel/n (6)

log g. = log K + (1/n) log C. (7)
Ce/qe = 1/bQo + Ce/Qo (8)

Ry = 1/(1 + hC) (9)

Qe = BInAT + BIn C, (10)

Freundlich isotherm
Langmuir isotherm

Temkin isotherm

34532 | RSC Adv, 2024, 14, 34526-34536
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The results of the experiments demonstrated that uranium
adsorption on EPMPS more closely matched the Langmuir
isotherm than the Freundlich and Temkin isotherms.

Table 6 provides a comparison of the EPMPS adsorption
capability with different sorbents.

3.5. Impact of temperature

The influence of temperature on the uranium removal efficiency
was studied at temperatures ranging from 25 °C to 50 °C for
30 min and 0.1 g EPMPS/100 mL solution. Fig. 7A depicts the
resulting removal efficiencies, which reveal that temperature
did not play a critical role in the removal of uranium. After
reaching room temperature, the efficiency of uranium removal
did not continue to increase; rather, it decreased as the
temperature rose. The diminishing effect of the surface activity,
which would result in a thinner boundary layer at higher
temperatures due to U(vi)'s increased tendency to escape into
the solution, may be the cause of the decrease in uranium
absorption capacity with the increase in temperature.

3.6. Adsorption thermodynamics

The thermodynamic properties of the adsorption procedure
were ascertained through experiments conducted at different
temperatures. The mathematical equations shown in Table 7
were used to calculate the system's thermodynamic features
and Gibbs free energy (AG®).***” Fig. 7B shows both the enthalpy
(AHP) and entropy (AS°) values derived from the log K¢ vs. 1/T
plots using a curve-fitting tool. Also Table 8 provides the ther-
modynamic parameter values for uranium ion sorption onto
EPMPS.

The results show that AH° possessed negative values and
that uranium sorption onto EPMPS was is exothermic. More-
over, AG° exhibited negative values across the range of sorption
temperatures, suggesting that the sorption process appeared to
be feasible as well as spontaneous. A negative value of AS°
indicates a reduction in the disorder of the solid-aqueous
interface.***

3.7. Effect of opposite ions

The influence of other metal ions, such as cadmium, copper,
thorium, calcium, and iron, which may be present simulta-
neously with uranium ions in the aqueous solution, was
investigated by adding different cations at a concentration
100 ppm, individually to the solution containing uranium
under the optimal conditions. As opposing ions were intro-
duced, the percentage of uranium uptake on EPMPS decreased,
as shown in Fig. 8. Consequently, we were able to identify the
alterations and deleterious consequences that impact
uranium's absorption in comparison to competing ions.

3.8. Metal desorption

We examined metal elution from different solutions of the
loaded EPMPS, namely CH;COONa, HNO; HCI, acetic acid, and
NaCl. The loaded EPMPS polymeric material (0.5 g) was shaken
with the eluent parts (25 mL) in order to conduct the elution

© 2024 The Author(s). Published by the Royal Society of Chemistry
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Fig. 6 (A) Freundlich isotherm plot, (B) Langmuir isotherm plot, (C) separation factor R, and (D) Temkin isotherm plot for the adsorption of

uranium on EPMPS.

Table 5 Langmuir, Freundlich, and Temkin parameters for uranium
adsorption on EPMPS

Freundlich isotherm n 12.59
model K¢ (mg g™ 43.47
R 0.80
Langmuir isotherm model QOm (mg g™ 78.74
b (Lmg ") 0.040
R 0.98
Temkin isotherm b (J mol™) 514.56
B 4.8
Kr(Lg™) 5527.1
R 0.75

studies. The amount of eluted metal was calculated following
analysis of the metal in the collected samples. Fig. 9 provides
a summary of the findings, and it is evident that the CH,-
COONa* elution solution was the most effective eluent for
obtaining uranium loaded on the EPMPS.

3.9. Adsorption mechanism of uranium on the prepared
adsorbent

In the current study, uranium sorption from aqueous solution
was investigated utilizing EPMPS. Understanding the sorption

© 2024 The Author(s). Published by the Royal Society of Chemistry

mechanism was necessary to comprehend the sorption process
and to create an efficient flow sheet for uranium recovery from
aqueous solution using EPMPS, as a viable substitute for the
traditional liquid-liquid technique. To the best of our knowl-
edge, there has not yet been any research done on the mecha-
nism of uranium sorption from aqueous solution using EPMPS.
The physicochemical traits of EPMPS's functional groups are

Table 6 Epoxy and EPMPS experimental capacities in comparison to
a few other sorbents’ sorption capacities

Sorption capacity

Type/reference (mgg™)
Acrylic and diaminomaleonitrile-modified 328.95
cellulose®”

Amidoxime-functionalized flower-like 313.6
Fe;0,@TiO, core-shell microspheres*?

Rice steam™* 11.36
Metal-organic frameworks and 2.68
covalent-organic frameworks*’

Epoxy 26
EPMPS 78.7
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Table 7 Adsorption thermodynamics investigated and their equations

Adsorption thermodynamics Equations
Thermodynamic parameters _ H° 1
calculation log Ko = —53538 * 7+¢ D)
Gibbs free energy (AG®) —AG° = 2.303RTlog K¢ (12)

AG® = AH® — TAS° (13)

Table 8 Thermodynamic parameters for uranium adsorption on
EPMPS

mostly responsible for its solid liquid properties. Fig. 10 pres-
ents a proposed adsorption mechanism (through chemical
interactions and the porosity of the material) of uranium onto
EPMPS. Phosphorus, sulfur, nitrogen, and oxygen were neces-
sary for the partially negative charged polar functional from free

90

. 80
X 70
g 60
S 50
€ a0
.5 30 +
E 20 - 10 7
w10 -
0 - T T T
CH3COONa  HNO3 Acetic acid NacCl
type of eluent, 0.1M
Fig. 9 Effect of the eluent type on uranium elution efficiency.
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Fig. 8 Effect of some competing ions on the efficiency of the adsorbed uranium, showing adsorption efficiency (%) from its solution by EPMPS at

pH 3 in 30 min.
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Fig. 10 Proposed chemical mechanism of uranium adsorption on the synthesized epoxy.

Table 9 Chemical composition of the applied waste solution

Element Concentration (mg L")
Cl 16
Fe 1600
U0, 80
Cu 2
Sio, 800
S0,* 53
CO,” 80
Mn 230

electron that contained surface EPMPS, hydroxyl, amines, ether,
and raw epoxy. The physical mechanism followed thermal
curing, as the curative procedure by heat caused openings
inside the EPMPS as it is a spongy material. These two variables
were obviously necessary for the synthesized EPMPS material.

3.10. Case study

Application of the sorption results was performed, wherein
10 mL of waste solution (from an ore processing unit (Project 8,
Inshass, NMA, Egypt))* containing 80 mg L' of uranium
(Table 9) was contacted with 0.1 g of EPMPS for 30 min at room
temperature (25 + 2) °C and at pH 3. After the solution had
equilibrated, its uranium content was assessed, and it was
found that the overall sorption capacity of EPMPS was 82% and
75% of the adsorbed uranium was desorbed by 0.1 M CH;-
COONa (70%).

4. Conclusion

This study investigated the use of EPMPS to adsorb uranium
from aqueous solution. The results show that several factors,
comprising the pH, time, adsorbent amount, initial uranium
content, temperature, and opposite ions, significantly influ-
enced the removal of uranium by adsorption on to EPMPS. The
adsorption process was found to rise with increasing the

© 2024 The Author(s). Published by the Royal Society of Chemistry

shaking duration and the adsorbent weight and decreased with
the rising temperature and metal concentration. The experi-
mental data best followed the Langmuir model. It was
confirmed by this study that a novel material was synthesized
with novel properties, which is suitable for uranium sorption
and is highly recommended for some other applications,
including metal extraction and catalysts. Our next task will be to
create the material at the nanoscale and with several additional
chemical compositions and to further test its utility.

Abbreviations

EPMPS Epoxy-modified phosphorus pentasulfide
DGEBA Diglycidyl ether of bisphenol A
LPF Lagergren pseudo-first-order

PS Pseudo-second-order
W&M Weber and Morris
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