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A Facile Synthesis of Chitosan-Based Hydrogel Using Microwave-Assisted Irradiation
BeSLLA TTAUSNF (Yosthanase Tassanapukdee)* n3.sn3esdni derislsat] (Dr.Kriangsak Songsrirote)*

UNANED
nATeiiaueiinisdunsizilalasieanin Chitosan/Polyvinyl alcohol/ Polyvinylpyrrolidone
(cs/Pva/PVP) TneldmaulslasividuundmasnunsediliAndulsiadnanditu ileuszgndldlunisga
dulesouvadlaneutin Inednsndruves CS:PVAPVP Tmunzanlunsdauasien fie 0.3:0.6:0.3 n3u mugdsu
Tngld3fnaslslansufuasdorvinneldnislianufousieaiululasnndimdsini 600 Jos Wuiaan 3
Wit wuUsyavsnmlunisuan (Swelling degree) wardnaruanuduiaa (Gel fraction) yaslelasiaai
dupsreitudianviniy 1627.4% uay 22.96% nudidu uandliiudsauanunsalunisgaduansazan oiid

voeian Fadunisinleniailessuvedlanzuiinazgngadunaziindunsisendundilandululaseasnees

v
N va o

lelasiame wenanilfiduladnwinalnmaiinuisennsdauasgiilalasiaa wieldlumsvihwelassaieves
lalasiaa uagn1siindunsiserseninslalasnaiulessuvedanguindnime nglalasnanduasenyuid
AuandRnduinsdeduindoy aunsadesaarslaieniusssuyd waznisldndululasivaiuisativan

svgznaarnasulunsdaasivilalasiaalaegnaunn

ABSTRACT

This work presents the method for Chitosan/ Polyvinyl alcohol/  Polyvinylpyrrolidone
(CS/PVA/PVP) hydrogel synthesis using microwave- assisted irradiation to initiate and accelerate three
dimensional structure formation. The optimum ratio of CS:PVA:PVP was 0.3:0.6:0.3 g, respectively.
Epichlorohydrin was used as cross-linking agent under 600 W of microwave irradiation for 3 minutes. Gel
swelling degree and gel fraction of the synthesized hydrogel were 1627.4% and 22.96%, respectively.
High swelling degree represents high solution adsorption efficiency which results in more opportunity
between heavy metal ions and functional groups on the surface of hydrogel structure to interact
effectively. In addition, reaction mechanism of the hydrogel formation was studied to elucidate its
functional groups and interaction with heavy metal ions. The obtained hydrogel showed the properties
of environmental friendly and biodegradable material. Moreover, the application of microwave-assisted

irradiation offered short reaction time and low energy consumption for hydrogel synthesis.
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lalnwu (Chitosan ; C5) Wuianiidquaudfaulelunsiluussgndldusyloviiinainvas 1wy
a15tden uHudauka (Liu et al., 2018) LazApuunALaUd (Xin-Yuan, Tian-Wei , 2004) $IU89058ULATIZYA
Dulelasiea dudulaswadesunanuiiniussnousiewedmessivouii (hydrophilic ﬁﬂﬁmmmgﬂ%’uﬁﬂﬁ
Usmaunn midifesanlelaerudsenoudiseyiusvesladuiiinyilsidusimanlensendauas
svilusuiusnuuanelgndnvestasiaiiianunsainnsianiulossulansminlas (HP.S et al, 2016) Ing
lafudussduszneundnuaaddonds fs warnsznesy denalilalagululssmelnedsagn esmnussme
Inefinswén wagnisdsesnenmsngiaselngvean @ihauduaiuiaviaruinnaislazruinge, 2551)
Soilidssndlveiidenvesdnivanisaduuamedlafusuauinn eghslsiiny fudilalasueziden
Tundvemyilsiduiianansainfaniuleseulansninld amnmsAnwindunuinyszansnmlumsgadulesey
Taveningnelelnseavedlalpuiuiienisn dewseudiouiulslnseariingug (L et al, 2015)

AsEUIUMSAISUNSELAs1EIlalasaaanusarinlavaeds (Gulrez et al,, 2011) TagnisEawAsIEA
lelnsieaannmisnszduseadululasanduisiiiauls esaniidednaisedne 1wu anauideves
(Baiya et al, 2018) wuiawsainUszavsnmuazanailunsdaaszilelasieald wuiertunuideves
(Cook et al,, 2012) Fsanunsadunzilalnsaalnenislvrudouselulasndiannsaviinlés uonanid
Tulasonldaduunamdanuarerniifisnailiung nsvhalidudeunariianudasndeas vilvanansaidnis

mMstrauladng

v
o [

FadunAdeifdinguszasdlumsiaunYaglelasaafidanmesildieg Wulasdedundouuasd
AuaudRlun1sgaduansazanglauIunamn Tnel¥ansaasudulalneusuiu nealiiaweanssed (Polyvinyl
Alcohol ; PVA) wazwedlafialnlsdlasu (Polyvinyl Pyrrolidone ; PVP) wannseduliinujisenedwelsisdu
sremsliaudeunnadululasim

o s a o
nOUITEIANITINY

nsAnwAsatidingUszasAiiefnwinszuiunisldlulasinlunsduaszilalasiaannlalagiu PVA

wag PVP saufiadinwinaaudfivinanienIn uazienanualues CS/PVA/PVP lalasiaa

1. nsanean1zlunisdawasizilalasiaaanwedmas CS PVA waz PVP
avaneglalpanusgansazatensadnsnuasneliiduian 24 Halue ndsantuiiunifiy PVP PVA
waranseuvawanulidniu neuthasazateflalulianusaumendululasn anduinudn sueinle

| s

ouflgaumgil 60 °C 1uan 24 Falug wEnhusuiiduiiintuluutluansazats 0.15 M NaHCOATuaan 24
Falua ileusu pH veslalasalidunans antusaineadildluusu pH audunansdeingu uduilveuls
wisfigaumgdl 60 °C unan 6 alug MnduhnsinweaauiRnmsulfvestauazdadiueimduaeg e
Benanmefurailunsdunsevidely

Taotladsing 9 MhmsAnulunisdansiei Cs/PVA/PVP lelnsian Tidsuasionmantifnisu

Tpvatvanardadruanuduiaa daanddumnisna 1
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an5197 1 Jadeuazadranisdnwnlunisnaassanieimunsanlunisdawnsizu CS/PVA/PVP lalasiaa

Tnanshonaululasyin

Uaeidnen P29n15ANYI

¥1lnvesaEnILieNY18 (Crosslinking agent) dinaelslonsu wag lnslalfeudinsm

o4 0.15:0.75 wa¥ 30.0:60.0 45.0:45.0 60.0:30.0
DNTIAIUNLNUNZENVDY PVP ey PVA oL
("31/n3Y) 15.0:75.0

o . a - . 0.10:1.80 80.1:30.0 40.2:10.0uag 4.2:30.00
dnsdunmuzanveslAlagIuLAZNIATASN

(nSu/n5u)
Maslnirvesesadhalasinlunisiiniusou 500 600 wag 700 M6
svggalunsiaNsaumenaublilashn 357 uay 10 Wi

2. MmnaassiNafAnwauanURLaziondnealvas CS/PVA/PVP lalasiaa
2.1 nsAnwAuaNtAvas CS/PVA/PVP lalasiaa
2.1.1 msnsadaugaautAnuduiaa (Gel fraction)
I3 & A Py ¢ a & ' Y
anuduaailuaivenisaruanysaivesnisiinldug ansameile
Toe nstaivinuravedlalasiaandunsizilanautazndinisvinlvuintindusidunan 24 $alue deaunis

[

m‘ﬁ (Gulrez et al., 2011)

dtinveslelasiaausiandenisuiuin

Ansduies = —— — — X 100
U’Wiuﬂlﬁiﬂiﬁ]aLLVJﬂauﬂ’]i‘U’JNu’]

2.1.2 msnsavsauauantansunldvadlalasiaa (Swelling degree)
nsualavedlalasiaavenisaruaiunsavedlelasiaalunisgaduin
i o Y o 1 a v a1 a aaa & 1%
ansamalalag nstedminuieslalasiaa @nunssuiunsszanasilifnujisendulaseasiaves

[

lalasiaaaan) wadrnansrunievinbilalasaatuianisuintdusi auaunseel (Gulrez et al,, 2011)

o Pmtinveslalaseauahaush —iwinlelasiausts
myvlsveslalasiaa = — - X 100
ihwiinlelasioausis

2.2 msAnwtenanwalyae CS/PVA/PVP lalasiaa

2.2.1 nsAnulassasrsvaslalasiaanismaiia Fourier Transform Infrared
Spectroscopy

Tuauisetimadaildlunisnsiatalasiadrsveslelasiaade Fourier Transform
Infrared Spectroscopy (FTIR) Tastdeanld transmittance as attenuated reflection mode F9974 wave
numbers Tidenldlunsnsraiade 500 f¢ 4000 cm'’!

222 miﬁﬂ‘w’lgwwﬂlaﬂ‘lﬂimwaﬁwL‘Vlﬂﬁﬂ Scanning Electron Microscope

14 scanning electron microscope (SEM) titofnsndugrunmsinunsveslalnsiaa

o

gnduasenivu lneeuthlusnainlelaseandunseiduazgnyliuisneldanivagyyinie
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NAN15I98
1 nMsmaassnisdaaszilalasioaainnadmes CS PVA uaz PVP Tnenisldndululasiandoeise
Ugnsen
1.1 navesriavasaslianv1e (Crosslinking agent) fannsuiAvaslalasian

NN1SNAABIFWATIZI CS/PVA/PVP lalasiaa levinns@nunalnuesansitonving

1 a

2 ¥iln lowndnnaslslansunazlaslafoudinsym fanuinuandueiainnsidlasioneudmsmduansiouuing

Lanunsetuguilulalasaald esmnansazanslasiaiendnindsdignsduvadmaldnnuaiunsalunis

= A

azangvedlalagiuanas elalamuarausaazanelantuaniziidune Auluidedadenlddninaelslansu

Wuas@euunsdunisduaszilalasiaa wmsgldfinasenisazarevaslalaesnuwazfausiidulalasaalan

Y

1.2 HAYRIBNIIHIUTENINN PVP Uae PVA dennaudavadlalasiaa
Mnranseaewandunlszney 1 nuilalaseafidgaaszildansnsidiu
83 PVAPVP Wiy 0.75 : 0.15 frndosasmavautifigeian (1320.67%) uididnvasnameaiiseuuasin
nde ferusslimnyaudenisiiunldnu dusnsidiu 0.15:0.75 0.3:0.6 wax 0.45:0.45 AaudiazilAAin

v
a1 v Y U o

WIaNEe win1sAINsUINndiA1Tesdtenvdwmaneyseansninlunisgadulossuredlansvinlea Ay

o

b3adendnsndu 0.6:0.3 Wudhdwivnzaufiagatunisduase CS/PVA/PVP lalasiaa tiosaniian

coa

b

“ob

nsvatuazataudueadias suudsdnvaenanennveslaiiduaseild wanzausenisilldauled

39

1400 1320.67 35

_ =338 125055
- -
1200 o= ====301 S o8 30
-
~
899.85 ~ 25
790.49 42
20
632
15
400 10
200
0 0

0.15:0.75 0.3:0.6 0.45:0.45 0.6:0.3 0.75:0.15
dnsd@runag PVA : PVP

g 3

% Gel swelling
oa)
3

% Gel fraction

v

% Gelsewlling = = = % Gel fraction

A7 1 danasegarnsuinlivestatassesazmuumaves CS/PVAPVP lalnsiaa Ndmsndiuuas PVA : PVP

wanenany ialglalaeu 0.3 Ay

1.3 wavaswdnsdiusznindlalagunasnindnsndennaniavadlalasiaa
nnansneassaanslunmUszneu 2 nuidedindndiuveslalagiuasiiils
Ansuanldveasanazaanudueaiiuty winsiudndiuveinsadnindlarsmuslidadiuveslalngy
aaflzdsmariliaanudueaanas dslelasadiduasziilannsnsdiuves lalpswnsndnin whiu 0.30

v
a1 Y o

1 2.40 fiA1¥euazn1suindNgeiian (1273.37%) widdnvuenienieamingeunazdnuinity danudsly
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a

winzausen sihanldau daudnsidin 0.10:1.80 faudazdrmanudueaiigs uinsfidnisuaniieidey

anvdmaseUszansanlunisgedulossuvedlavewinld duiuidedadendnsid 0.30:1.80 \Hudnsrduin

wingaufiaatunisduasizd CS/PVAPVP lalasiaa leanfidinisuiniiuazainnnuduiaadias sauds

SnYENINENMIasIanduas1zile wunzausanisinluldnulaas

1400 35
1273.37
~3234
~
1200 ~as 30
\.,\\ ______--17-1-1--—-— 96
1000 =78 293.36 25
a0 831.54 <
£ 9
g 800 20 g
2z 576.84 p
& 600 15 &
® ES
400 10
200 5
0 0
0.1:1.8 0.1:2.4 0.3:1.8 0.3:2.4
dns1d@runas chitosan : citric acid
% Gel swelling = = = % Gel fraction

A A 2 wansASesaznisulleveslatazasarauulaaves CS/PVA/PVP lalasiaa Nonsnadiuves

chitosan : citric acid wanaeiy Weldsnsrdiu PYAPVP 1u 0.6:0.3 nfu

1.4 navasidalnivanadlulasianlunsliarmioudenuaudiveadlelnsaa
Mnrannastaandlunmuszney 3 wuiilslasianduasesilsnnsnsdiu
Y89 CSPVAPVP 11U 0.30:0.60:0.30 n3u flAnsuanlduazAranufuaadigeiiqnegi 1627.40% uay
24.04% mud I uinmsfimmsualdfietosenadwmaroussaninmlunisgadulesouveslavemiinld fau
iTedadenmdsluling soow Wumdsluihveandeslaulasimivanzandigalunisdansizy CS/PVA/PVP
lelnsiaa iileaanniidnisuantuazArnudueaiige saudsdnyasnianenimuesaaiidansizild

winnzauson1siluTgnulaase

1628 1627.4 245
e 24.04
1626 P 24
”
P s - %5 §
T 1624 1622.97 - S
& 1623 96 23 £
& 1622 - 1621.33 8
-
® 1621 42 225
1620 .
1619
1618 215
500w 600W 700W

Ao lWihnavataslulasid (watt)

N Gel swelling === Gel fraction

A A 3 wansaSesaznisulleveslatasSesarauulaaves CS/PVA/PVP lalasiaanidansizvise

fdelnihvaaasaslulasniuanmeiy
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1.5 wavasszazatunislianuiauniensaslulasiavdaanaudfvedlslasiaa
AsNARRIdNUINsEeEantunshinuSeusendululasndsNanednyuENIa
e mwazAnsuIlafuaauduaavas CS/PVA/PYP Talasiaa Taeniialdmdalnidng 600 Snd Tunisled
¥ I 1 ddy a Y @ 5 VYa o 2 = v v v v
AanuFoudunaiuinnit 5 uivuly lalasieassiianisind duiuidedadenldnalunslianuioune
maululasilunan 3 wiit Wunamunzan lunsduemegilalaswailesanlirmnisviuldvesaaiias

adieldian 5wl leedlvrnanuduailndfeeiy Aaniss 2

AN5199 2 wansrndevaznisuitleazAdorazau e vee CS/PVA/PVP lalasiaa wWialdszezianlunis

Tanusaumemaululasnniiansaans1Eiwans1eiy

yansmaaas a0 (Wfl)  Fewazmisuauldvedea  Sewazmanuiuwea NN
1 3 1160.00 31.75
2 5 921.82 34.38
3 7 - - lalnsiaalvgd
4 10 - - lelnsiaalvgd

2. MveaaauaAnwendnuyalvas CS/PVA/PVP lalasiaa
2.1 msfnwzwsuvadlalasieadiemaila Scanning Electron Microscope

nsfnwdnwagnisdugiuingrveslalasiaalagldmaia SEM lun1snsaaaeu

anudugnuniglulasaiimesdtslasaa Falanuddglunisveniaszansnmlunisaaduvesnaidig

Y

lalasiaale wazainninusznau 4 wansliiiudneuzyas CS/PVA/PVP lalasiaa Mdulasasnamidng

Usgnaumiggngudnuiuann Saawiaweieseving 1-3 um iliamnsagaduveavadldusunmumin Fadums

o [

winlenalunisilessuvedanzazgngaduiinluuaziindunsisendundilsidunislulaseasisvedlelasiaa

U

(Teow et al., 2018) wiu nyflansonda uaznyefiu Jusiu

SEI 20kV . WD2dmm | S35 %000 5m

AN 4 AINEY SEM LA ndnvinavedlalasiantiuniswrinuseanlessu

2.2 n1sAne1laseadrgvealalasiaanidawnaiia Fourier Transform Infrared

Spectroscopy
NMIaTIafigaliendnuallassaiumaniiveslalasandunsegilalagnisly

FTIR Tnain ATR esvumnyilenduiinunielulassaisvesian nuildaunasuvedealasiaaidnuaedauansdy
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ANUsENBU 5(N) FILANAIINLAUNASUYDINDALLBINIEIUTNA LawA LAlew1u PVA way PVP Aan1nusenau

5(2-9) ANUAIAU

%Transmittance
O stretching

NC=

O stretching
N-H bending

O-H stretching
C-H stretching

O-H bending

C

8| C-N stretching

C-C stretching

2000 1500

Wavenumbers (cm-1)

4000 3500 3000 2500

500

AW 5 ATR-FTIR anasuwes (n) CS/PVA/PVP lalasiaa () talaenu (A) PVA (1) PVP

anT9fl 3 Fyayres FTIR vaslalngu PVA PVP way CS/PVA/PVP lelnsiaa

wuAdy (cm™)

CS/PVA/PVP NANTSILATITA
lalagu PVA PVP
lalasiaa
3278.90 3359.75 3293.13 3428.60 O-H stretching
- 3284.00 - - N-H stretching
2942.00 2917.90 2917.4 2950.55
C-H stretching
2913.00 2876.80 2850.40
1732.10 - 1714.45 - C=0 stretching
1654.39 - - 1651.53 NC=0 stretching
1571.40 1589.40 - - N-H bending
1419.60 1420.30 1424.10 1422.09 CH, scissoring
- 1323.70 1321.40 - O-H bending
- - 1088.37 - C-O stretching
1070.63 1065.20 1071.40
- C-N stretching
1022.3 1027.74 1017.90
834.82 891.30 841.52 843.75 C-C stretching
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A5 3 Fananasfums ”zyapml,amﬂﬁuiumiﬁ’umaﬂmgﬁaﬁ%’wm6] k!
CS/PVA/PVP lalasiaa ﬂﬁwﬂgé’zyzymﬁﬁhLmu'ni'wﬁ’uwaaLuaéﬁnﬁuﬁgﬁmmﬁmﬁLamﬂﬁluslmm 2378.90 -
3428.60 cm’ 2850.40 — 2942.00 cm’’ 1419 - 1424.10 cm’! uay 834.82 — 891.30 cm’’ FauAnITINITAUYDS
nyffleridu O-H stretching C-H stretching CH, scissoring g C-C stretching m1xdfy

VT&ﬁ%”z:yzgwmﬁisudwaﬂiﬁnﬁumsﬂuﬂWié’nmeﬁlé’ﬁﬁmﬂﬁﬁ%mLLé”JLTJuﬁawﬁﬂu
Tassadvedlelasnafedyauiivnng o dmumisamzvemediuesSusuusazyiia fiil C=0 stretching 7
Fumis 1714.45 cm™ Ganuldianzlu PVA Tnetfnanufiselslnsladailiauysaiveanedldausdinn
(poly vinyl acetate) (Mansur et al., 2008) wag C-O stretching AiuUsingegludyeyiaves CS/PVA/PVP
lalasivafisuvta 1732.10 cm™ wudienfudyanaues NC=O stretching finuldiualu PVP fisuvis 1651.53
em! fuvsngludoaames CS/PVA/PYP lelasiaadie fiskumis 1654.39 cm™ wenanifluaiunaduves
CS/PVA/PVP lelasiaa é’ﬁﬂiﬂﬂgﬁmmmﬁ 1571.40 e Fadushunisiisey ”qmjﬂqﬁ%’maﬁu Imaﬁmmﬁwé’ﬁg
Tumsinfaniulosswvedlavenidn tufie N-H bending fildiunanlalaey fisumis 1589.40 cm™

2.3 nalnn1siinlalasiaa

nnsAnwlassastwesialasiaasewaiia FTIR Spectroscopy hazlu3guiiiau
U “zyzywzwuaami&y’qéfu nwudnlausng o o fiwnts N-H stretching vaslalasiaa LLﬁﬂiﬁﬂQﬁﬁ‘gﬁJﬂmﬁl
Faaululassadsveslalngudodu tuorainnnvyilsidueiuveslalasugldlunisidensnssevinens
wodwesvaslalneues Jsazaenadosiurudsuves (Yong et al, 2015) fiesurenalnnisiinlalaeulelns
wafiannensalnglidinaolslensudumadonn uenanidmjieiiuuarmlansondaveslalaguenaiin
nsdonvatunylensendaves PVA TdiduAeaiy damuszneu 6 dauluanaves PP duaiadtlalld
\AaufAzelunisaaiustlantaudiulalagiu PVA uie ECH iflasan PVP Wuasiiadesuagnudyaia
283 NC=0 stretching fidmaululasiadiwes Cs/PVA/PVP lelasiaa dudunstuduiluifinnsaareuselu
Tnssadiawes PVP fetufidoidion Pvp Bawmdeaiulassadneuss CS/PVA deiusslalnsiausswinamlansen

Faves PVA uaglalagrudunyn1suefiaves PP dan1nUsenay 6 Jeaannqoiusigauideves

eSS
RRR £

{=

N 2 HO OH NH2 CH2
OH
n OH

A9 6 nalnnsiialasssesneanuiifves CS/PVA/PVP lalasiaa

(Thomas et al., 2003)
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aAUseuaaTUNANTIVY
namsIdeiAnIiumdaaeilalaslalasieasgraielasnisliemdeusendululasiom ua

nsfnwendnuaiues CS/PVA/PVP lelasian Tdasunanisvaaadlissil

1. anzfminzaulunisdaasiesilolasiaaviin CS/PVA/PYP Aalddnsidaunes
CS:PVAPVP 18U 0.30:0.60:0.30 n§u waglvimnufeusendulalasimididslvih 600w idunan 3 widi lng
fidfinaolslaniuduasdonrns Finsduaneiiiautuiann sovldie Msvernandu uaslétan
lelasieafianunsogaduiiilduTunann fuwldulunstaudesenfutagdmiugaduloooulavewiindis
Usgdvsnmsiolule

2. nansfigariendnualdemaia FTIR wuin lelasieaidunseildusingdayyiums
flafdulusuminfeafuiudyaavesasieiluraremumis tansdeseansamlunafaufiseves
asmaduAndu cs/PvAPVP lelnsiaa feiinsduasgifivaniiy

3. Tassai1esaun 3 fiveslalasiaaiidaunsizsild inanufiseinmadonvineseninamie
funazlensensavedlalneuivvylansendaves PVA uasifnfnussdamiouuuiusslslasiauivlanaves

PVP

AnAnIsuUsENA
HRuspaveveUNTEANANEING IANERS unIneduAsuAsUNTIln Aldatuayuautszanalunisi
3990 “Nuanysenatusele AngInedEans urnInedeasuAsuUNSILsal Usyanl 2561 1@uii 240/2561”

q

wazan1duduasunisasuinermansuazinalulad (@ain.) Nldvey “yulasenisduasunisuinagnd
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