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mu’?ﬁaﬁyﬂuﬂﬁﬁﬂmGTaLi'wﬁﬁ%ﬂmmm%uLU@%LmeLum (KMNnO4) UU#150995U
Flelad 13X (KMnOa-Zeolite 13X) AidunT1zsiseifquyu ileldlunsdunszvindiseson
AsuannUiseransueilamdurendweseaiugile menisindnuauioumeimain
Lulasiavl Tneaddensadiassndussufisermemaila FTIR, XRD, BET waziinnisvaasdlag
WisuisuseninesldiassufiAten KMnOg-Zeolite 13X finTuidudu 10% wag 20% wagll
T¥iseiizen evnAnsasuudamweandiwesea (Conversion) Ansideniinveindiveses
asualun (Selectivity) uagnananuesndigesoaniuaiun (Yield) wuinannziinfiande nsld
ulasiandddsluda 130 Yad vufasendunan 80 wiit T¥dsafAzen 20%w/v KMnO,-
Zeolite 13X U3ana 2% vesiminnAiwesea Iamsidsuulaswesndiveson 74.10% A1n1s
donifinvenileesoanisualun 60.76% LasNananveIndigaTeanIsuaLun 45.02%

AdAgy : nAlwesea gisy niweseansusiun Flolad Inunaldesvosuaaniiun
Abstract
This research aims to study KMnQOg4 loaded on zeolite 13X catalyst synthesized by

impregnation for the synthesis of glycerol carbonate from the carbonylation of glycerol and

urea by using microwave technique. The catalyst characteristics were determined by FTIR,
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XRD, and BET. The comparison of the non-catalytic and catalytic using KMnOs-Zeolite 13X
as catalysts were studied at concentrations of 10% and 20% by weight per volume in various
amounts. The conversion of glycerol, selectivity of glycerol carbonate and yield of glycerol
carbonate were determined. The optimum conditions were studied by using a microwave
with a power of 130 watts, reaction time of 80 minutes, using 20% w/v of KMnOg-Zeolite
13X catalyst at the amount 2% of glycerol weight. The conversion of glycerol, selectivity
and yield of glycerol carbonate were 74.10%, 60.76%, and 45.02%, respectively.

Keywords: Glycerol, Urea, Glycerol Carbonate, Zeolite, Potassium Permanganate.
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1. unun

ﬁﬁ]ﬁ;ﬂ'ummG’Taqmiwé’wmmaﬂaﬂLﬁmmnsﬁu dawarliiiAnlymin1svinLAauna sy
vdn Aldnuegratu ndanuiildanlnndey dwiu uazufasssuni Wesnndanuiina s
Hundanuiifiogogrssrinuaziivunliuanasedemng dilugnsdumunamds numaden
Twilumilan ddluledwardundsnumadeniildsuanuavladusgrsnnuazgnihunld Tuns
LLﬁ{JzymsumL%@LW?&Waa%aﬁLﬁwﬁu [112] LLazﬂa’lEJL‘fJ‘L!L%EJLWﬁW]@LLVIuﬁﬁ”Iﬁiyﬁ’m%JUm’ﬂJu?id
luledwaauisandaldainingAunatevidalagr1unszuiunisnstudioanasliadu
(Transesterification) usilun1swaniindnfusinaseld Ao ndlwosea Feiusunandu 10% veq
lulefwarisnun Tutlgtuuinunfiweseaiindniiie granunsauitilanagiiussana 160,000 fu
sod warUiinaudiiistuludnm 2.8% sel dufuridimananlulefisaluglsuegfiussanm 9.6
Srudusiel wagfdsnisnantiuTinauiaudu 5.5% fod uanafegud 1 danludsumelnend
wunlunsedelulefiwafifintutiuiu wansissuil 2 mnuunltudnanmediiindivesoaiiu
Aussanisluswandulng dwmalisiaveiniweseaanatasesiaid Jadinsinu ndlweses
donaunuTagildiutlaseduazfomnadlnde (3]
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3UN 2. winliuvsnauniswdnlulefiwasiluuiasUvesszmelne (5]

nawesoaaunsaliiduasisiu iiodsuduaiseuiusans q 1a wu awnsaldidy
Tagavlunisudnlnsinulanees (Propanediols) lansendesdlau (Hydroxy acetone) ndlwa3u

‘=| s

803 (Glycerin ethers) uazndiwalsa (Glyceride) [6] Fandiwasoanisusiuntiudusyiusy

o w a

mmysumﬂaLsuaiaaLsziuLﬁmﬁumamﬁm%;gamqa?iu 5 9nUlASIAYY LU LINAUAITUDLUANTDLN
siauasvaiun lngaunsadluldnulavainuane wu Tolunsdunszinedwesang ¢ [3]
nsrUIUNIsdLATIEiNdIwesean s UBUAaINTa v lAna18wUY TnaudasnIzuIunisly
ndwesoaiuansdsdu wasdaviufAseni i uunasarsueiuai unnatefuly iy
Asveulneantyd Amsusuneuenlafuazeandiau Weaidu witduaisuaun Insiduasusiun
lowitansuaun laefiarsueiun uazeise WWudu wiaznszuiunsiidefuazdedaunnsiaiu
W dwduiussufzendlilunsduasegindweseanuaiundonsijiseaiveiandu
vosnBiweseatugiFouaniiegud 3 Inealuudaiasaufiserfildamsaldldfansauaziva
FusfAssuvaritesdiiAzeuieldist umar el ldnandaeifuinnty Tunuided
AnnmsdaangiiausaUfizelnunadeuyeiuaeniun (KMnO,) WesmnlnunadouUosuas
nusduans eendlad Auss T9a1gn uazmsinunadouosuuaniunlvanasuuiisessy
Neladidumaifufiuiiinduda uazanunsodausnluanavesesnaiunazasuansusild uay
mAteilAnmannsimngalunisdiensindiweseamsuaiuannuiiseasueiaatuves
ndwesoady gise nsmuliiseilinandnvesndiveseanifveiungauasldfvinufazen
(Reagent) 399N Tnelddasafisonlnunaonosunaniunifinnadudu 10% way 20%
TagmnaseUiasuumsesiudlelad 13X (Zeolite 13X) FusSenseIBn1sguyu (Impregnation)
Inglindsnuanudouninssdlulasim (Microwave irradiation)
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]

JUN 3. Uffsenseninndweseariuyiiy (7]

2. IBN1INAABY
2.1 pMswseudsauRiselnunaidenasuueniiunanadudy 10% waz 20% laeuiasa
Usunsuusisessudlalad 13X

wSsuiasesfulnehdlelad 13X wualdduuavindy anduihdlelad 13x Teud
guvindl 110 ssmwadeaiiuie 3 $alus ielathesnangwsuvesdlolad delwunadenves
WINLUA 3.5 N5 wazazaneRetUsines 35 fadans thilelad 13X fleuudan 35 n3u Tdas
Turwseive JuyuansazatslnunadsuUofuuniun Admudududesas 10 Insunade
USinnsasuuinsessudlelad 13X Tnores o nenasazarsasidaunun wdsniuiluduniu
Wuan 1 $alus wazeulursfigamgdl 110 ssmwadvaidunan 12 $alus uazdmiuansazans
Tnunadeadesunsniiun Afanudududesas 20 Tnswawdeuldlaefiauialnunadeos
Wedumsniumduasayin asadinsgidissufisenfmIsulddemaia Fourer transform
Infrared spectroscopy (FTIR), X-ray Diffractometer (XRD), pH, Brunauer-Emmett-Teller (BET),
Scanning Electron Microscopy (SEM)

2.2 Msdaaszinfwaseanifusiunanufisennisuatialatuveniigaseaiugisy AaLse
Uizelnunaifenas wuaniuaaadudu 10% uag 20% lagulanaUsunnsuunasesiu
Flalad 13X uarlvindsuainnuioudelalasiom

Ansagunsaldssuil 4 ludgaatu danfiwesen 18.42 nfumaudnfugide 12.00 ndu Andu
Samdndasluaniiiy 1:1 adduraafunanvuia 100 Sad8es nduthvntunasldlueios
Lulasian Lﬂ@miaaluimnmwmaﬂw%ﬂ 130 e szjnmmﬂgﬂsm 80 w19l lagfvunantg
#9 7 dleufisendugn damdnsuriildlisuiasoungiives mntunseaflonsndaissufizen
990 Lagiieaasavarondndueiilifoumuea nivlinneginaniseassinoimain Gas
Chromatography - Flame lonization Detector (GC-FID) waginAila Fourier transform Infrared
spectroscopy (FTIR) m§mﬁmsﬁﬁ'lﬁm;ﬁpuqﬂu"mﬁmiwvf@’hﬂmmﬁmﬁa‘immimmﬂ Wi
AmnavAnsasullasendigesea (Conversion) Amsideniinvasndivesoanisusius
(Selectivity) uaznananvasndiaseanisuoiun (Yield) auaisu
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JUN 4. amdraesgunsainlilunsdunngiindweseariveiunlaenisliaiuioussiniedlulasim

3. HaN153BuazanUsiena
3.1 Mydeszyivygileiduvesiasaugizen

a1 Tzilaginaflia ATR-FTIR 984 Zeolite 13X, KMnOq Wagsiisajiseniidansigh
fi 10%w/v KMnOs-Zeolite13X wag 20%w/v KMnOs-Zeolite13X wansisgudl 5 ugrsavniy
400-4000 cm! Tnedeyaiioafusmumisnnudnassdiansduvesiusy wuin Tududaussufise
Zeolite 13X Us1ngafitavadu 3660 cm™ Fadun15dues H-O-H stretching LlavAdY 1644
e WJun1sduves O-H bending, 1aumdu 975 cm™ 1@unisduves T-O asymmetric stretching
(le T fe Si 30 AD wawadu 751, 670 cm 1Jun1sduves T-O-T symmetric stretching Tneias
AU 751 cm " Bunnsduluy external linkage symmetric stretching 984 TOq druauai 670
e i unnsdunuy internal tetrahedral stretching waziavad u 562 cm i unisduves
double six member ring JdoARdDITUNMLITEVE Sandeep K. Lakhera [8] waz Mishra, D. [9]
Tuduwes KMnOs Usingiafiiaundu 1737 cm’ fafufienisduiliied uwamsvednunadeon
Wofluniium waziavadu 899 cm’ 1un1sdures MnOs deannndasiuuidoves ME.
Becerra [10] dwm¥uduss fAzenidaasesife 10%w/v KMnOs-Zeolitel 3X Wag 20%w/v
KMnOs-Zeolite13X Usingfiadiavnd ulndiAssdunanisiinsevilagiaida ATR-FTIR 704
Zeolite 13X wag KMnO, Fevilvimsiuindassujisendlefiesduszneumyilsddundnues
TnunaleuUasiuuaniunsiuegiuiisesiuilelad 13X
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JUN 5. wanslienzidssuisendlilunsdaasesvindweseanisuaiundieomaiia ATR-FTIR

3.2 M9IATINIATIET 19V UL N3N

NaNNTIATIZAILT AT Ad s ildTasmaliaXRD uansiaguil 6 wudn Aauss
UfAseidanasnzsdlddo 10%w/v KMnOs-Zeolite 13X wag 20%w/v KMnOq-Zeolite 13X 1iu
Usingeunisiiaves Zeolite 13X 7 20 Wity 11.6, 15.4, 23.3, 26.7, 29.3 uay 31 \AndueE
TALAUADAAR 09N UIIUITTBUDY Chowdam Ramakrishna [11] wag T. Gopi [12] Tuduves
asazanelnuadeuivesunniun Aifuadludulifinisunngiumisiiafinanisiinseiias
UfA3en Lesnansaranelnuvadeudesussniuaiidadly dumisiavesnunadouos
LNILUA B19RANsEauiuAUMuMUiAves Zeolite 13X 138 aratinduifisaualassasia
odug 1 (Amorphous) filsinsza1seguuituiia Zeolite 13X wiviu Feliannsansaiinsgils
dsmalinnudufinvesiusafisoiidunmesildanas feaonadasiuanuifoves ME. Becerra
hazAMy [13]

! | | | ‘ | 20%wiv KMnO, - Zeolite 13X
I kS| PNV I VL,.lul.\.. -.L.J.ul i

A it e
| |
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gﬂﬁ 6. NaMFIATIZIRILmATA X-Ray Diffraction ma&ﬁ]LidUgﬂiﬂ’l 10%w/v KMnQOs-Zeolite 13X
ey 20%w/v KMnOg-Zeolite13X
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¥
¢ A

3.3 NMFATFNUIRITUIAYBIINTY UAzUSINATINTUYBIRILSIUATEN

AN997 1 wanawansinsgiiasafasofidaaneilalaomaia BET nuin dauss
U381 Zeolite 13X fiufifin 637.91 m%/g Au39Uf387 10%w/v KMnOg-Zeolite 13X flituil
A7 495.92 m?/g wagdaseUfiisen 20%w/v KMnOs-Zeolite 13X fluiiia 313.89 m%/g wanslyi
i delfvanansazanslmuadenosunanundiluuufisessudlelad 13X vilsudian
vosiuisUfAsenduanas Fsmanismasasaenndeatuanduduresansazarsinunaidon
Weoduuanwailranuusisessudlolad iiiuiy wazdenadostuauisoves Ziian Zhoua [14]
wag Huizhong Zhao [15] 137 Al uiAa (Surface area) wazU3n1AT3NTU (Pore volume) 184
eladt 13X Trranauidesanivimamednunadouoiussniununsneglugnsuvesiisessu
Flolad 13X Sedawaviliiuiiiavesdlolad 13x Asnlddaanas

¥

= a ¢ da o 1 jaaa 9 ¢ a s v a
N1979N 1. Naﬂ’li’sLﬂi’]s‘m‘wuwmmLSQ‘LJQﬂimwi‘iﬂumiﬁﬂmﬁ%%ﬂaL‘Zjaiaami‘uam(ﬂmﬂLV!ﬂuﬂ BET

BET
ijﬁmjaaﬁ’al,s'aﬂﬁﬁ?m Surface area Pore volume Pore size
(m?%g) (cc/g) (A)
Zeolite 13X 637.91 0.51 32.09
10%w/v KMnQOg-Zeolite 13X 49592 0.39 31.34
20%w/v KMnQOs-Zeolite 13X 313.89 0.27 34.62

3.4 Mmalnzidnuuriuinvesuasiasafjisen

nMaFeuiisunansinsgidissujiseidunmesildlaomaia SEM wuin fase
UFA3e1 Zeolite 13X fivurnoumaiade 2.68 pm fuseUiie1 10%w/v KMnOg-Zeolite 13X i
YUIABYAIALRAY 3.07 um wazFTIUAATEN 20%w/v KMnOw-Zeolite 13X fvunnayniaiaas
3.55 um wanslidiuidleldlnanaisararelnunadouUosuusniundluvussessudlelas
13X ﬁﬂﬁ&hLi'q‘dﬁﬁ%mﬂy’uﬁmmmagmﬂﬁlmgsﬁu Faaenndasiuauideves Lisuo Wang wazanie
[16] TudumalFeuifisunansiinngiiussufisoiduaneildlaomada EDS wuindase
UFA3E1 20%w/v KMnOg-Zeolite 13X fllnunaiden wazusania Wusinesdusznaudifiuitnn
LﬁaL‘U%‘&JULﬁEruﬁ’umaqﬁﬂizﬂamaqﬁmﬁ'm@ﬁ%m Zeolite 13X é’mam’iugﬂﬁ' 7 wansliliiugn
Fisaiiseiiduasedlaiiinumadoundesunniuneguuisesiutlolad 13X Fausunaves
smesdUszneufiutumuauduturesansarane lnunadouosusniunivanuuiisesiy
Flolad 13X
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(@) " b)

Element Apparent Concentration Wt% Atomic%
Si 18.55 16.66 11.48
Al 12.84 11.14 7.99
Na 10.06 8.44 7.10
58.49 46.01 55.64
K 5.66 3.56 1.76
Mn 494 3.54 1.25

©@
JUN 7. (a) HaMTIATIEVRUSIU 31 20%w/A KMnOg-Zeolite 13X ldlunisdunevindiwesoanivaiun

fewallan SEM fin1deene 20,000 wih vu1agana 5 um, (b) alnasuannnisiasizimenaila EDS uay
(©) MSIERINITIATIEMTIUSUaumemaTla EDS

3.5 nan1sdaAszvindlwaseansusiunanufiseaueiiaaduvesndiveseaiuyiSe il
wasuaRsaudelulasiav

mMsSsuiisurnisasunlameiniieeseauanifaguil 8 mnisideniinvesndivesen
ANSUBLUA LATNANAAYBINALYDTDAAITUBLUA TEUINNITEUATITYNG LY TRaAISUBLUALAY
Uffssmsuetalatuvesndiweseatugefianiziiafian Taglddussufiien 10%w/v KMnO-
Zeolite 13X, 20%w/v KMnOs-Zeolite 13X wagfalsaujien Zeolite 13X auddu daluan
UsinaudasadviuAAsendl 2% lasanavesiminndigesea uarlindsuanudousae
lulasian wudnsveaesildiissufizen 20%w/v KMnOs-Zeolite 13X 1islduTanasiansadn
Aty 2% Tasanavesiminndiwesea uarldinanlunisvuiisen 80 udt Tsams
Wasuulaweandigesea A1nisideniinueindiueseaniduelunuazkananueindlesea
AsUBLuAganiINIsMnaee AlERSWFATE1 10%w/v KMnOsZeolite 13X uag Zeolite 13X
Wit uieanarUSinuisiildie 2% Tnsanavesimiin ndlweseauansliifiuindass
Uiasendidnstnanansavanslnunadonvesunaniunasuuisessudlolas 13X durili
Uﬁﬁ%mnﬁa%ﬂﬁﬁﬂﬁﬂ Faaonndesiunyidenes Liguo Wang uazani [17]
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Selectivity Conversion Yeild

B 10%KMnO4-Zeolite13X/2%w/w m 20%KMnO4-Zeolite13X/2%w/w m Zeolite13X

UM 8. nankanen1silieuiiisuAnnsiudsuulaseaniwesea Amnisideniinvesndigeseansuaiunuay
NAKANVDINTYRTEAAISUBLUA SENININISHUATIEinAwe A SUBnleUfisu1Asuetiawduveniiwesea

aaa aaa

ugide Tagldiuseuisen 10%w/y, 20%w/v KMnOg-Zeolite 13X uagdissuizen Zeolite 13X Falvan
Yunasusadvihuiizend 2% lnemavesiminndwesoauazlimdsnuanuiouselulasion

mMaFsuiisuAnsudsunlasesndivesea mmsideniinvesndigeseaniveiunias
HANARVBINALYDTOAAISUBLUA TENIIN1sANATIBINAweTRaRTTUBIUAlAgURASE 1A SUaTla -
lduvesndweseatugiSeiianzidian Inglaldiussufasontunisldmissufasen 200w/
KMnOq-Zeolite 13X FsluanuSuasusadwiuiisend 2% lnsnavesiinndiweseauasls
wanuanueusglulasi wansdsgudl 9 wuinlunismaassdililydussujiseramisa
dunnevindweseamivaiusld Tnsdesldinalumsvhugizends 90 unit Fdlviensudeundas
YBINAeTea 71.15% ANISIERNIANYRINGII0TBARISUBIA 6.92% LasNandnveINilteTea
A$UBu 4.93% ludiuresnsnaansiildiaissufisen 20%w/v KMnOs-Zeolite 13X iluan
UsinaudasadviuRasendl 2% lesinavesivinndieesea awnsadunsgindisesen
mfuoiuald Anatlumaiufaten 80 ui nuimnaUdsuulawesndiwesea 74.10% A1ns
doniinveindiwesoan1iveiun 60.76% wasnaninved Nawesoan1suBiun 45.02% wanslili
Jnveaesilifausiisetaeiiliuiisendaldsinsannty uagliinisdsuulanes
nAlwesea AIN1SLEONANYBINALLDTBARISUBLUN UATNANENYDINALYOTEARAISUBLUNEINTINTT
noaosfilalifisewfiten Teaonadestunuideves Cer Hammond wagAme [18]
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Selectivity Conversion Yeild

B 10%KMnO4-Zeolite13X/2%w/w m 20%KMnO4-Zeolite13X/2%w/w = no catalyst

JUN 9. nsiuansnsUSeuiisuAnsdsuudaswendiwesea Amnisideniinvenalgeseanisusium uaz
NAKANVDINTWRTEAAISUBLUN INNTFAATIZVINAETRATUBIWALlAe USRS Uellalatuvenfiteseaiiu
giNanmeNingn seninnsldldfusajiserduldiisaisenddvmasnunnudeumelulasim

4. #5UNan1339Y

muiﬁ’i’aiﬂuﬂﬁﬁﬂmﬁal,i'wﬁﬁ‘%mIWLmaL%mUa%LmeLum (KMNnO4) UU#150995U
Flolad 13X (KMnOa-Zeolite 13X) fidauamgseisduyu ielflunsnisduanesindiesen
mfvsiunnUfiemivetaiaduvesniweseatugiseisnsidn 1:1 Tasluavesndivesears
gi3s MannaoldmaLssufiBen 20%w/v KMnOd-Zeolite 13X wazlusinamusadvhgizen
il 2% Tnewavesimiinndiwesea arlunsinuiaser 80 i waglindanuenudeude
lulasian Fdlvirnsidsunlamwesndiwesea 74.10% Ansideniinvesndivesoanisusius
60.76% WaZHANANTDINAWOTRAAISUBIUA 45.02% INWANITNABBINIENTITALIIULATN
Tnunadesdesunsnunuusasesiudlelad 13X AduasgiseiBnisgugy wuindudusedid
Anwiadlilumainufisenasueliaatuveiniwesearuglise
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