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Abstract

The paper studies the preparation of polymer membranes from 15% polyethersulfone
solutions of PES/DMP/5%PVP and PES/DMP/7%PVP compositions using the phase
inversion method at different precipitation temperatures. Two groups of
polyethersulfone membranes were obtained and precipitation was carried out for each at
four temperatures (10°C, 20°C, 30°C, 40°C). The particle sizes and degree of polydispersity

in the casting solutions were studied on a Malvern analyzer. The optimal temperature for
conducting phase inversion at two different PVP concentrations and the influence of the
coagulation bath temperature on the performance, structure, and pore size of the resulting
membranes were determined. Membranes precipitated from a solution containing 5% PVP
showed better performance and structure than membranes precipitated at 20°C, and
membranes precipitated from a solution containing 7% PVP showed better performance
and structure than membranes precipitated at 30°C.
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Introduction

In the phase inversion process of membrane preparation, the structure of the solid phase
formed during the exchange of solvent and non-solvent in the membrane composition
depends significantly not only on the nature of the solvent and non-solvent, but also on the
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temperature of the coagulation bath. Phase inversion is the process during which a polymer
solution is transformed into a solid membrane. Temperature has a significant impact on the
phase inversion process of polyethersulfone membranes, affecting both the morphology of
the final membrane and the kinetics of the process. High temperatures typically increase
the rate of phase separation and consequently lead to rapid dissolution of the polymer
solution. This can lead to the formation of a dense membrane with a thin compact selective
layer and potentially small pore sizes. At low temperatures, on the contrary, the phase
inversion process slows down, giving the polymer chains more time to rearrange and
resulting in membranes with porous structures with larger pores [1,2,3].

Analysis In experimental studies, polyethersulfone 5200 in dimethylformamide was used,
with polyvinylpyrrolidone as an additive, which, in addition to increasing the
hydrophilicity of PES membranes, also plays the role of a pore former in the phase inversion
process. The concentration of the PES/DMP/PVP main polymer in the polymer
composition was taken as 15%, while two concentrations of 5% and 7% by weight were
selected for polyvinylpyrrolidone. Precipitation procedures were carried out separately for
each composition at four temperatures. The goal was to determine the optimal temperature
for conducting phase inversion at two different PVP concentrations and the effect of
coagulation bath temperature on the performance, structure, and pore size of the resulting
membranes.

A 15% PES composition in dimethylformamide was prepared in a 100 ml flask at 50°C for 24
h under constant stirring with a magnetic stirrer. The homogeneity of the solution was checked
by polarizing-interference optical microscopy. Polyvinylpyrrolidone was used as an organic
additive for the polymer solution, and two more compositions were prepared with the addition
of 5% and 7% PVP. Precipitation of both compositions occurred at 10°C , 20°C, 30°C, 40°C.
The parameters of polymer opening in the membrane compositions, particle size, concentration
and degree of dispersion (PDI) of PES/DMF were determined using an instrument (Zetasizer
Nano Zen 3690- Malvern Instruments, England). Figures 1, 2 and 3 show the particle intensity
curves of PES compositions without additives, containing 5% and 7% PVP. In the PES/DMF
composition without additive, the particle sizes are up to 100 nanometers, while in the 5% and
7% PVP-containing compositions, the particle sizes increase from 300 nm to 600 nm with
increasing additive concentration.

Size Distribution by Intensity

e
=]

(5]
=]

Irtensity (Percent)
]
L=

oy
=]

=]

100 1000 10000

=]
=

Size (d.nm)

Georgian Scientists/JsGomggeno 9936090930 ¢). 7 N 4, 2025 | 454



Figure 1. Particle intensity curve in PES/DMP/ solution.
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Figure 2. Particle intensity curve in PES/DMP/5% PV solution.
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Figure 3. Particle intensity curve in the PES/DMP/7%PVP composition.

The resulting compositions were precipitated in water at 10°C, 20°C, 30°C, and 40°C. Infrared
(IR) spectroscopy was used to analyze the chemical structure of the membranes precipitated at
different temperatures. No significant differences were observed in the spectra of membranes
precipitated at different concentrations and temperatures (Figures 4 and 5).
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Figure 4. Infrared image of the N2 membrane
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Figure 5. Infrared image of the N6 membrane

All membranes have similar peaks, which is due to the properties of the main polymer
polyethersulfone. Because during precipitation the additive is transferred to water. Figures 4
and 5 show the spectra of the membrane samples. 621 cm-1 corresponds to C, 882 cm-1 to the
unpaired bond C=C of the aromatic core. The peaks at 1150 cm-1, 1235 cm-1 and 1483 cm-1
are attributed to the sulfonic group O=S=0, while the aromatic ether group C-O-C is at 1296
cm-1. The peak at 706 cm-1 indicates the presence of a C-S bond.

The morphological changes of the surface of membranes deposited at different temperatures
were imaged using a scanning probe microscope. The addition of hydrophilic
polyvinylpyrrolidone to the deposition solutions resulted in a change in the morphology of the
resulting membranes. The surface topography of membranes deposited at a low temperature of
10°C (Figures 6, 7) with both 5% and 7% PVP addition is worse than that of membranes
obtained by performing phase inversion at 20°C and 30°C (Figures 8). On the surface of
membranes deposited at 10°C and 40°C, roughness is observed, porosity decreases, and despite
the increase in pore size, there is a decrease in performance.

Figure 6. N1 membrane
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Figure 9. N7 membrane

The characteristics of membranes deposited from 15% polyethersulfone polymer solutions
containing 5% and 7% PVP at different temperatures are given in Table 1.
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Table 1. Characteristics of membranes deposited at different temperatures from
PES/DMP/5%PVP and PES/DMP/7%PVP systems.

Polymer PVP, Precipitation | Membrane | Productivity | Pore

composition | concentration% | temperature, size,
. I/m2h

C D um

PES/DMP/PVP 5 10 N1 198 0,45

20 N2 321 0,57

30 N3 298 0,76

40 N4 163 0,77

PES/DMP/PVP 7 10 N5 142 0,63

20 N6 318 0,56

30 N7 347 0,61

40 N8 176 0,89

Result and conclusion Experimental studies have shown that the temperature of the
coagulation bath is a critical parameter for the production of phase inversion
polyethersulfone membranes. By controlling the temperature and other parameters, it is
possible to adapt the properties and structure of the membranes to specific separation
processes. Analysis of the results revealed that among the membranes precipitated from
solutions containing 5% PVP, the membrane precipitated at 20°C has a better structure and
performance, while among the membrane samples obtained from solutions containing 7%
PVP, the membrane precipitated at 30°C has a better structure and performance. The result
indicates that both the nature and concentration of the additive, as well as the phase
inversion temperature, have a significant impact on the physicochemical characteristics of
the membranes.
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Mgbomdg

6590mddo  Fgufogeroos  15%-0s60 3mEogmg®lvyegmbol  39L/ARs/5%333 ©o
39L/0x85/7%333 99003760 MdoL bUEsMGB0E 3meodghryeo d9ddMsbxdol dJomgds
a3pbMMo  0b39OLool  dgoMmEom  godmergdzol  goblibgzs3zgde  3Hgd3gMo@EIMSBY.
000 MEos MO0 X3RO 30 gOlambamo  39306Msbgools o
0000MJ)oLmMZ0L 499Megd3s Bo@sMdwos mmb G9ga3gMedwcs®g (10°C, 20°C, 30°C,
40°C).  @obolbdger  blboMmgddo  Igufiogarowos  bsffoerszol  bmdgdo o
300EOoL3gOLMBOL boMolbo  sbsgroBsGH™mG Malvern-bg. ©sygbowos gsbwmeo
06396L00L  BsGocmgdol Mm3GH0TowmHo  (Hgd3ghoGms 333-U mMo sblbgszgdero
30633965300l 306:Md90T0 O BO3MIZNIESGOM 535HIBOL (39I3gMoE MOl gogrgbs
800900 39906569000 Ho®BomdsBY, LAOWIEGHOSBY s BMMOL BMIGObY. 5%333-
b 99933390 BLbM0L dodmergdowo 898365693006 M3g0mglbo HoMomds o
LAOMIAHOS 50FMBBEs 20°C-Byg godmergdoer 8gddMsbIL, brerm 7%333-b 99d3E39wo
bLBs"0 6 odmegdoeo 8980656900 sb 30°C-bg domgdwmen 9ddMs6sL.

153356dm  LBo@yzgdo:  3mWogMgOLlvywnmbo,  GobmOo  0bgzgdLos,  DMF,
PVP,b3.0563500mds
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