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Due to increasingly stringent safety standards for textile materials, a pressing need has arisen to impart
multifunctional properties to fabrics, particularly flame resistance and antimicrobial activity. The aim
of this study is to develop a hybrid coating based on copper, phosphorus, and silicon (Cu-P-Si) for the
functionalization of cotton and linen fabrics.

The coating was deposited using a two-step method consistent with the principles of “green chemistry.”

Scanning electron microscopy (SEM) results confirmed the formation of a uniform coating with the
inorganic phase fixed on the fibers. It was found that the treatment reduces the charring length of the fabric
compared to the untreated sample. Antibacterial tests were conducted using gram-positive Staphylococcus
aureus and gram-negative Escherichia coli bacteria, which demonstrated complete inhibition of bacterial
growth with an efficacy of >99.9%. It was found that the coating increases the tensile strength of the
modified samples by 16%, which may be attributed to the fiber-structuring effect.

A toxicological safety assessment confirmed that the samples meet the established requirements. The
developed Cu-P-Si hybrid coating provides cellulose-based textile materials with a combination of flame-
retardant and antimicrobial properties. Thus, the developed technology for finishing cellulose-based textile
materials confirms its potential for creating protective clothing and products, as well as for use in public
interiors and educational institutions.

Keywords: modification, hybrid coatings, flame retardants, antimicrobial activity, copper sulfate, toxi-
cological safety, tetraethoxysilane

VCCJIEJJOBAHVE TEKCTWIbHBIX MATEPUAJIOB CO CITEITUA/TbHRIMU CBOVICTBAMU

!M.B. BaiimaxanoBa , 11.M. JKypUHCKasi, 2T, Ownrap
L Anmamumckuii mexHonozuveckuii ynueepcumem, Aamamot, Kazaxcman,
2 [Tpe3denckuii mexHuueckuii yusepcumem, Jlpe3den, I'epmanus,

e-mail: moldir.baymakhanova@mail.ru
B cBs131 € TIOBBILIIEHHEM CTaHdPTOB K 0e3011aCHOCTH TEKCTU/ILHBIX MaTepuraioB aKTyaanoﬁ 3a,qaqe171
SIBJIAETCA IIPpHU/iaHH € TKaHAM MHOFOClJYHKL[I/IOHaJILHbIX CBOI\/,ICTB, B YdCTHOCTH, OTHEeCTOMKOCTH M aHTUMUK-
pPOOHOI aKTUBHOCTH.

Lenbto paboThl siB/isieTcs: pa3paboTka TMOPUAHOTO TIOKPBITUS Ha OCHOBe Menu, hochopa U KpeMHUS
(Cu-P-Si) anst dyHKIMOHAMM3ALMN XJIOMTKOBBIX U JIbHSHBIX TKaHeH.

OcaxxieHue MOKPbLITUS TPOBOJMIIN [IByX3TAlTHBIM METO/I0OM, COOTBETCTBYHOIIMM MPUHLUIAM «3€/IeHOU
XUMUU».

Pe3ynbTaThl CKaHUPYIOLIeN 371eKTpoHHOM MUKpockornuu (C3M) noaTBepAuau ¢opMUpOBaHUe paBHO-
MepHOTO TOKPBITHS C (UKcarreli HeopraHMyeckol ¢a3bl Ha BOJIOKHAX. YCTAaHOB/IEHO, UTO 0OpaboTKa
T03BOJIsSIeT CHU3UTH JI/TMHY OOYT/IMBaHUS TKaHU 110 CPAaBHEHHIO C HeoOpaboTaHHBIM 00pa3iioM. AHTHOAK-
TepHasbHbIe TeCThI OL|eHHNBa/IUCh OaKTepusIMK TpaMIIo/IoKUTeIbHBIMU Staphylococcus aureus u rpamoT-
puniatenbHbIMU Escherichia coli 6akTepusiMu, KOTOpbIe TTPOAEMOHCTPUPOBAJIH TTOJIHOE TTO/laB/ieHre Po-
cra 6akTepuii ¢ 3¢ PeKTUBHOCTHIO Ha >99.9%. BrisiBN€HO, UTO MOKPHITHE TIPUBOJUT K TTOBBIIIIEHUO TIPOY-
HOCTH TPU pacTshKeHUH MOJUULIMPOBaHHbIX 00pa3iioB Ha 16 %, uTo MOXKeT OBbITh CBSI3aHO C 3P PeKToM
CTPYKTYPUPOBAaHUS BOJIOKOH.
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XUMHMNYECKAA TEXHOJIOI'A

OLleHKa TOKCHKOJIOTHMUeCKOUW 6e30MacHOCTH MOJTBEpU/ia COOTBETCTBHE 00pa3l[0B yCTaHOBIEHHBIM
TpeboBaHusM. Pa3paboranHoe rubpuaHoe mokpbiThe Cu-P-Si obecrieurBaeT 11e/UTH0/I03HBIM TEKCTH/Th-
HBbIM MaTepHajiaM KOMITJIEKC OTHe3all[UTHLIX U aHTUMUKPOOHBIX CBOMCTB. Takum obpa3om, pa3paboTraH-
Hasl TEXHOJIOTHSI OT/IeJIKM TeKCTUILHOTO MaTepyrasia Ha OCHOBE 1]eJUTI0/I03bI IO TBEPIKAAI0T TIOTeHLMa b~
HOCTb [I/If1 CO3/IaHUs 3allUTHOMN OZIEXKbI, U3/e/MH U UCI0J/Ib30BaHUS B 00II[eCTBEHHBIX UHTEPbepax, 00-
Pa30BaTe/IbHbIX YUPEXKAEHMSI.

KroueBble cy10Ba: MoavbyKalys, THOpYHbIe TOKPLITHSI, aHTUTTUPEHbI, AHTUMUKPOOHAasi aKTHBHOCT,
cynbdar Meiv, TOKCUKOIoThdecKast 6e301acHOCTh, TeTPa3TOKCUCHIIAH.
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TokpIMa MaTepHaIZapbIHbIH, KAYiTCi3zAiri cTaHJapTTapbIHbIH, XKOFapbulayblHa 0alIaHbICTHI MaTalapra
KendyHKIMOHa/Ibl KaCHeTTep, aTal alTKaHZa OTKa Te3iM/iIiK IeH MUKpoOKa Kapchl besceHimiK Oe-
py ©3eKTi MiHeT 60sbi TabbuTazbl. ZKYMBICTBIH MaKCaThbl MaKTa MeH 3bIFbIP MaTaiapzbl (DyHKIIMOHA-
JAH/IBIPY YIIiH MbIC, ocdop xoHe Kpemuuii (Cu-P-Si) HeriziHgeri rubpuTi >kaObIH/IBI 93ipiey 6obIT
TabbIIabI.

JKaObIHABI TYHBIPY <«KaChLT XUMHsI» KaFUjaTTapblHa COMKEC eKi caThlbl aflicrieH xyprizingi. Cka-
HepJIeYIITi 3/IeKTPOH/bI MUKPOCKOITUSHBIH, (SEM) HaTHKeiepi O0MBIHIIIA Ta/IIIBIKTapFa 6eliopraHUKaIbIK,
tazanbl GekiTymeH OipKesiKi >kaObIHHBIH, Ka/IbINITaCTBIPY PacTafibl. OHJIe/ITeH YTiHIH 6He/IMereH y/rire
KaparaH/la MaTaHbIH KYH/ipy Y3bIHJBIFbIH a3aliTyFa MyMKiHZiK OepeTiHi aHbIKTas/ibl. BakTepusira Kapchl
ChIHAKTap/bl rpamM-mo3uTrBTi Staphylococcus aureus 6akrepusiiapsl >koHe TpaM-Tepic Escherichia coli
bakrepusiiapbl Oarana/bl, oyap OakTepusIapAbiH 6CYyiHiH TOJBIK TexenyiH >99.9% TtuimainikneH Kep-
CeTTI.

JKaObIH e3repTinreH yariiepziH co3buty OepikTiriHiH 16% - Fa apTyblHa 9KeJIeTiHi aHBIKTA/AbI, Oy
Ta/IBIKTI KYPBIIbIM/IAY dCepiHe OaiyiaHbICThI 00/Tybl MyMKiH. TOKCHKO/IOTHSIIBIK, KAyiTCi3mikTi Oaramay
y/riniepiy OenrineHreH Tajmantapra caiikecTiriH pactazpbl. Cu-P-Si rubpuaTi »KaObIHBI 1[€/1/TF0/I03a/TBIK,
TOKbIMa MaTepyasiZIapbiH OTKA TO3iM/Ii )KoHe MUKPOOKA KapChl KaCHeTTep KellleHiMeH KaMTaMachI3 eTefi.
Ocplnaiiiia, 1e/Ir0103a Heri3iH/eri TOKpIMa MaTepuasbIH 9pJiey TEeXHOJIOTHSIChI KOPFaHbILI KUiM/epiH,
OyiBIMap/bl )K9HEe KOFaM/IbIK, UHTepbepiiepe, 0imiM 6epy MekeMesiepiH/ie KO/JaHyFa 3/1eyeTTi eKeHiH
Ianengeni.

Tyitin ce3aep: Mmoaudrkarusinay, ruopuTi )KabbIHap, 0TKA TO3iM/1 KOCIanap, aHTUMUKPOOTHIK Oet-
CEeH/IL/TIK, MBIC Cy/Tb(aThbl, TOKCUKOJIOTHS/IBIK KAyirCi3/iK, TeTpa3TOKCUCUIaH

and it possesses numerous surface hydroxyl groups,
making it a suitable candidate for modification [1].

Introduction. In recent years, there has been
a marked trend toward the development of
multifunctional textiles, driven by the practical
expectations of consumers seeking versatile
products. One of the key areas of research is
the functionalization of textile surfaces to impart

Today, the development of effective, durable, and
stable methods for functionalizing textile materials
is a pressing issue and is of significant scientific
interest. In this regard, a number of research groups

antibacterial and flame-retardant properties, which
is particularly important in the creation of protective
technical fabrics. Cotton is one of the most
commonly used and widely available natural fibers,

have proposed approaches to modifying various
fabrics, particularly cotton, aimed at imparting
antimicrobial and flame-retardant properties [1 - 6].
Various methods of applying protective coatings
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were used in these studies. However, these methods
did not ensure the preservation of strength; in
fact, a decrease was observed. Furthermore, they
proved to be technologically complex and costly.
It is also important to note that the problem
of low resistance to repeated washing and high
environmental toxicity remains unresolved. Thus, a
pressing task is the search for flame retardants that
are less harmful to the environment.

However, despite its widespread use, cotton
has certain drawbacks, such as insufficient fire-
retardant and antimicrobial properties. In particular,
its high flammability poses a serious fire safety
concern. Cotton burn easily, releasing a large
amount of heat, flame and smoke in association
with the generation of a large amount of droplets
during the burning process, thereby threatening
people’s lives and property. Thus improvements
in the flame retardant properties of polymers are
urgently needed. [7].

Flame-retardant compounds are classified as
inorganic or organic. Inorganic flame retardants
consist primarily of compounds of phosphorus,
boron, zinc, iron, and carbon. Organic flame
retardants, in turn, include halogen-containing,
organophosphorus,  nitrogen-containing,  and
organosilicon compounds [8,9].

In addition to being highly flammable, cellulose-
based fabrics are susceptible to microbial growth,
which can lead to unpleasant odors, changes in
appearance, and a reduction in material strength,
posing a potential threat to human health. In
this regard, the development of antimicrobial
modifications for textile materials takes on
significant practical importance.

Against the backdrop of increasing microbial
resistance to traditional antibiotics, alternative
antimicrobial solutions-particularly those based
on metal nanoparticles-are becoming increasingly
relevant. Copper and copper oxide nanoparticles
exhibit a broad spectrum of antimicrobial activity
and are capable of enhancing or complementing the
effects of traditional antimicrobial agents [10,11].

At the same time, modern research in this
field is increasingly based on the principles of

“green chemistry,” which focus on developing
environmentally safe and resource-efficient
methods for synthesizing functional nanomaterials
[12]. The application of “green” approaches in
organic chemistry laboratory practice allows for
minimizing the use of toxic reagents, reducing
energy consumption, and mitigating negative
environmental impacts, which is particularly
important when scaling up textile processing
technologies.

The aim of this study is to develop safe textile
materials with flame-retardant and antimicrobial
properties. The scientific novelty of this work
lies in the proposal of hybrid coatings based
on copper, phosphorus, and silicon (Cu-P-
Si), which synergistically impart the desired
properties, contain no halogen-based compounds,
and meet environmental and toxicological safety
requirements.

Materials and methods. The aim of this
study was to develop and evaluate the safety of
textile materials with multifunctional properties,
specifically flame-retardant and antimicrobial.
Cotton fabric (100%, 180 g/m?) and linen fabric
(100%, 190 g/m?) sized 20 x 20 cm were used
as substrates. Cellulose-based textiles are widely
applied in light and medical industries due to their
hygienic and mechanical properties, but they are
prone to microbiological degradation.

For modification, copper sulfate (CuSO,-5H,0),
ascorbic acid, Tetraethoxysilane (TEOS, 98.5%),
Hexamethylenediamine (HMDA), Sodium
dihydrogen phosphate (NaH,PO,) and glucose of
analytical grade were obtained from LaborPharma
LLP and ALTEY Group (Republic of Kazakhstan).
Copper nanoparticles were synthesized via a green
chemistry approach at 50 °C, with ascorbic acid
as the reducing agent and glucose as the stabilizer.
Prior to treatment, textile samples were washed and
dried.

Multifunctional properties were imparted
through a two-step process: antimicrobial treatment
by deposition of copper compounds, followed by
flame-retardant treatment through the formation of
a phosphorus-silicon network.
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Step 1 - Antimicrobial modification: Fabrics
were treated in an aqueous bath containing
CuSO,-5H,0 (1.5 g), ascorbic acid (1.06 g),
glucose (1.08 g), and NaOH (pH = 9). The process
was carried out at 60-70 °C for 30 min, followed
by padding, drying (80-100 °C, 3 min), and thermal
fixation (120 °C, 2 min).

Step 2 - Flame-retardant modification: Fabrics
were impregnated with TEOS (5 g) in a water-
ethanol mixture (4:1), with NaH,PO, (1.56 g)
and HMDA (0.58 g) as additives. After padding,
samples were dried (90-100 °C, 3 min) and
thermally treated (120-130 °C, 2 min). Final
rinsing and air-drying ensured coating stability.
Experimental samples are presented in Table 1.

Table 1 - Experimental samples

No Fiber Treatment scheme Sample code
1 Cotton - CR

2 Flax - FR

3 Cotton Cu-TEOS -FR C-2

4 Flax Cu - TEOS -FR F-2

This sequence generated uniform Cu-P-Si
coatings that offer antimicrobial properties along
with flame-retardant performance.

The surface morphology of samples was
analyzed using SEM (GeminiSEM 300, ZEISS,
Germany).

Flame-retardant properties were evaluated
according to GOST 11209-2014 by measuring
afterflame, afterglow, and char length (30x20 cm
samples). Compliance was confirmed when no
afterflame/afterglow occurred and char length <10
cm [12].

Antibacterial activity was tested following
ISO 20645:2015 and ASTM E2149:2013 using
Staphylococcus aureus (ATCC 6538) and

Escherichia coli (ATCC 25922) at 37 + 1 °C.

Growth inhibition zones were assessed after 24 h
incubation [13 - 14].

Tensile strength was determined according
to ISO 13934-1:2013 using RT-250M-2 at 250
mm/min [15].

Toxicological safety was assessed under GOST
32075-2013; results confirmed compliance with
regulatory values [16].

Results and discussion. The surface
morphology of untreated and modified cotton

and flax fabrics was investigated using SEM
(Figures 1 and 2). Micrographs obtained at identical
magnifications (Figures 1 and 2 (a, b)) of 100x
and 250x allowed a direct comparison of different
substrates and treatment methods. Raw cotton (CR)
has a ribbon-like structure, whereas linen fabric
(FR) has a more linear and ordered structure, which
influences its interaction with reagents as well
as the formation of an inorganic coating. After
imparting the properties, as shown in Figures 1,
2 (c, d), the fibers are coated with a continuous
granular layer. The coating, which is densely
distributed over the surface, indicates effective
application and fixation of the inorganic phase onto
the substrate. Furthermore, the uniformity of the
coating confirms the formation of a surface layer
free of agglomerates.

Thus, the SEM results demonstrate that the
modification ensures a uniform distribution of
functional components on both cotton and flax
fibers. Thanks to this surface structure, the material
acquires multifunctional properties: antimicrobial
activity and flame retardancy. The more uniform
and stable the coating, the higher the operational
reliability and safety of the textile material,
ensuring the long-term durability of its functional
characteristics.
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SEM analysis confirmed the formation of a
granular inorganic layer uniformly distributed on
the fiber surface. This morphology is consistent
with the effective immobilization of copper and
the subsequent formation of a phosphorus - silicon

network. In contrast to one-step treatments or
modifications using other metallic nanoparticles
[17,18], the present two-step immersion method
yielded a stable, homogeneous coating that
contributed.

c) C-2: 100 (100 pm)

d) C-2: 250 (30 pm)

Fig.1 - Surface morphology of untreated (a, b) and modified (c, d) cotton fabrics

a) FR: 100 (100 pm)

b) FR: 250 (30 pm)
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¢) F-2: 100 (100 pm)

d) F-2: 250 (30 pm)

Fig.2 - Surface morphology of untreated (a, b) and modified (c, d) flax fabrics

The flame-retardant properties of cotton and
flax fabrics were evaluated in accordance with
GOST 11209-2014. The results showed that all
samples (cotton and flax) exhibited no afterflame
or afterglow (0 seconds). The key parameter was
the character length (Table 2). For untreated cotton
and flax samples, this parameter was 13 cm and

11 cm, respectively, exceeding the regulatory value
(210 cm) and therefore not meeting the standard
requirements. After flame-retardant treatment, the
char length decreased by 23% for cotton fabric and
by 27% for flax fabric, indicating a pronounced
barrier effect of the formed coating.

Table 2 - Flame-retardant properties of cotton and flax fabrics

Ne | Sample code | Afterflame time | Afterglow time Char length Within standard
(s) (s) (cm) limit
Before flame-retardant treatment
1 - 0 13 No
2 - 0 11 No
After flame-retardant treatment
3 C-2 0 10 Yes
F-2 0 8 Yes

The treated fabrics demonstrated significantly
improved flame-retardant performance compared to
the untreated samples.

According to the experimental results, the
formation of a phosphorus-siloxane network on
the fabric surface ensures the material’s flame
resistance, which contributes to the formation
of a protective char layer. At the same time,
silicon dioxide acts as a barrier to oxygen. Thus,
the reduction in residual flame on the treated

samples confirms their compliance with regulatory
requirements.

To determine the antibacterial properties of the
samples, the ISO 20645:2015 test method was used
on S. aureus and E. coli. As shown in Figure 3,
bacterial growth is observed in the control samples
CR and FR, indicating the absence of an inhibition
zone; in contrast, inhibition zones are observed
around samples C 2 and F 2, demonstrating
pronounced antimicrobial activity.
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The data obtained demonstrate the effectiveness
of this method for imparting antimicrobial
properties, which is consistent with the hypothesis
that copper ions are immobilized in the
organosilicon matrix.

The strength of the samples was evaluated based

on the tensile load in the warp and weft directions.

As shown in Table 3, the FR samples exhibit
significantly higher strength than the CR samples,
which is attributed to the fact that the yarn has a

higher degree of crystallinity. After modification,
the strength of sample C-2 increased by 11% in the
warp direction and 23% in the weft direction, while
for F-2, it increased by 17% in the warp direction
and 19% in the weft direction. The increase in
strength of the treated samples is associated with
the deposition of nanoparticles on the fiber surface,
which contributes to structural reinforcement of the
fiber, as well as the formation of a phosphorus-
silicon network, which increased their stiffness and
intermolecular interactions.

antibacterial test - Escherichia coli

Fig.3 - Testing of samples against S. aureus and E. coli

Table 3 - Tensile strength results before and after modification

Ne | Sample code Breaking force in the warp Breaking force in the weft direction
direction (N) N)
Before modification
CR 360 306
2 FR 398 471
After modification
3 C-2 399 377
4 F-2 465 559

These results confirm that fabric modification not the fabric’s resistance to mechanical stress.

only imparts specific properties but also enhances

Toxicological safety assessments of the modified
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samples, conducted to evaluate their suitability for
practical application, showed that all values fall
within the standard ranges (70 -120% for water and
80 - 120% for air). Based on the results, the values
for sample C 2 are 101% in water and 97% in air,
while for F 2 they are 102% in water and 90% in air.
These values confirm the absence of a significant
toxicological effect.

The modified cotton and linen samples meet
toxicological safety requirements and can be
considered promising materials for flame-retardant
and antimicrobial textiles.

Conclusion: A composition based on copper
sulfate and tetraethoxysilane was developed
using “green chemistry” principles to impart
multifunctionality, specifically antimicrobial and
flame-retardant properties, forming a Cu-P-Si-
based hybrid coating. The use of a two-step method
facilitated a more uniform distribution of the
coating. SEM analysis confirmed the presence of
an inorganic network and the incorporation of the
modification into the fiber matrix. Antibacterial
tests demonstrated significant biocidal activity. Fire
resistance tests confirmed compliance with the

standard’s requirements. Following modification,
an increase in the strength of the samples of
approximately 16% was observed. An assessment
of the toxicological safety of the modified
fabrics confirmed compliance with regulatory
requirements. The active components, such as
copper ions, are immobilized and do not migrate in
water or air, and the coating itself does not produce
harmful volatile substances. The results obtained
confirm the promise of developing multifunctional
materials for textiles intended for use in public
interiors, educational institutions, transportation,
and aviation.

The developed technology may be applied in
the textile industry, including at the Almaty Cotton
Factory LLP «AHBK Kargaly» and can be applied
for the optimization and modernization of industrial
production processes.

Financing. This research is funded by the
Science Committee of the Ministry of Science and
Higher Education of the Republic of Kazakhstan
(Grant No. AP26195961, «Development of
technology for obtaining new textile materials with
special properties»).
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