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Abstract

This work reports the synthesis and characterization of microporous titanium
silicalite-1 (TS-1) and mesoporous titanium silicalite-1 (m-TS-1) materials. The
synthesized materials were characterized by XRD, nitrogen adsorption—-desorption,
FT-IR, and SEM techniques. The characterization results show that the synthesized
TS-1 and m-TS-1 materials exhibited highly ordered porous structure with MFI
framework. The surface area, micropore volume, mesopore volume, and pore
diameter of TS-1 were 4204 m? ¢!, 0.20 cm® ¢', 0.05 cm’ ¢?, and 1.9 nm
respectively; while those of m-TS-1 were 390.4 m? ¢, 0.15 cm® ¢, 0.10 cm’ ¢!, and
2.4 nm respectively. The synthesized materials were tested as heterogeneous
catalysts in comparison with commercial TiO, for the microwave-assisted
epoxidation of methyl oleate with hydrogen peroxide using a methyl oleate to
hydrogen peroxide molar ratio of 1:3, 50 °C, 3 h, and 0.075 ¢ of catalyst loading. The
catalytic results show that, as compared to that of m-TS-1 and TiO,, the use of
TS-1 gave the highest yield of the epoxide product, mainly due to its high surface
area and the presence of tetrahedral coordination of Ti active species in its
framework. In addition, reaction parameters including reaction time, reaction
temperature, and reactant molar ratio were also studied to find the optimum

conditions for the epoxidation of methyl oleate.

Keywords: Epoxidation; Methyl oleate; Heterogeneous catalyst; Titanium silicate-1;

Microwave
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wlanesa 2 - 50 WlULLnS Md1s, SBA-15, Pillared clays
1lATNESH > 50 WlWLUAS Glasses, Foams

[y

'gﬂﬁ 1.5 Ussinnvesaniigngu
lufidegnanuiuisfanlundudleladdundn Fleladfeansusenovesgiludaing
(crystalline aluminosilicates) Feninegasandlaladusynousisosnourasddnounse
ovgiilouvilsesnon wazeandaudoznau (SO, 1130 AlO,) awiussiudusunsuniend
i1 (tetrahedron) lgagnauvesdanaunIeargiilunagnsinae aaUToUNIUREABUYDY

2ONTLAUT YUVIAE Fe3UT 1.6 Felaseaimsandeudnthiagldeondiausiuiu delmamniu



(% '
1 a =

Tassasranivaudunanuds Ineddesinadelnsiisedoniuedradusviouluauia s

v =

fluwaaaud 0.2 - 1 wiluuns duudleladdadnduianiisngudssnvlulasneda

JUN 1.6 lassaanuguvesdlolad
Ny % v g2 o v ¢ % = la o

Pnmsnilassairaanegis dleladdagniunldusslevinatedu Jausauinag

gnihanlidu molecular sieve Yaguunuindleladiinnauilunisidusaisalfisenlase

lnaanedlelad Ussnnilinnsunuidunisuaesneudanaumeegiilouniasindue) 49

vilvdleladflandRlunsidusinissufiteiinnge mnvunvedlnsauazdesineing « fifleg
dwmaliufizefintululnsewesdloladi selectivity ge Fsviliinissaufisovesdloladt
AT UNTES

Tloladtuilinnni 600 ¥iia uianasontsnguausiinvastassasnslduszana 40
iln Seruuansnwwadlasiadailiinadeau i q vesdlelas wu Tnseadandn, Ay
yuy, suievedings, auufussesiuse Wudu n1sduunsiinvesdleladtuoide
yunauazgUivedlnsstleladidundn feanunsmhluldvsslovndlunuiwanseiuly [17)

Tolasusznmilsinalade Tnmidoudaala-1 Jaduslolavifithe 10 e
sudadunuy MA ansalfidudaisefseilidusunsefuaunedenlu fiseneend
wiuvesansUsznoudunie W Ujitenoondintuvesdaiaulazueanased UjAsenlensen

Fiatuvesezlswdn wazufisednendinturesdadu lnsldlalasiauleseanlamduda

sondladnliidudunseivaanndou [18-20] egrslsimunnuaiunsalunisissufizsenves

1%
=

lnillenddailan-1 dwulvgastvegivevmeuvethmnienlulasesie anguin 1.7

Y

5 a

Innflsulesausglulasesivaslnimillondianlan-1 ludnwae tetrahedral cooperation
[21]
Tngunianuirulessuvaslmmibdeunwnunlulasssraveslnwmiondannlan-1 ag

darasionuaNnTatunssisen wilaemludsinaednimillsuasieglulasesisves



nidenddelan-1 laldiiudesas 2.5 Wesanauavesinivillonloesuilugdloisunu

YuIYITaRaUlaRDUY

JUN 1.7 nsununddrewvashnnmienlulnimidenddalan-1

1.1.4 Uihserdnwendintu
Uz dnendinduduujisenisiuesndiaudnluluiussguesaisusznau
a a6 a A a o ¢ & a & = & a A caa a ¢
dunsdusznndanu warindnduandudnenlen fuduaisusenaudunidninedines

(cyclic ether) amm&ﬁuﬁﬁgﬂﬁ 1.8 [22]

o]

N v e s N L]

/ \ oxidizing agents / N R—C—0—H
epoxide .

alkene adid
(oxirane)

JUT 1.8 Ufisensnendiadu

Y

o

Uisendnendndusznintlulefwanulalasiaulaseanled lasunisnwiunnau
q

(%
L% o 1 =

Jumasniswdalulefiwaiiiasduges 9 Milinidinimaniarlndifesiuniig

Y

\esanda
Aoen1sldundu Usgneuiuludagtusasudanndanulihgniunldeginiawinenniuy

Y] ) A o = Aa a v P ¢ P
FHaUN1THAILINTEUIUN SR lulefwaniiusunaaunanluldusele suusnwmilaannnig

'
a o

Juwamddaduddniuludeeamnssy Wnglumaeddululefiwaausagniudeuli

[

Juansiadising 9 Dfigaaawuld nsnwidelaulansdeululefwalmluansuszneud
wonlus Wuujisednendinduszninaudialediendalunisluasuseneusuwuuedlule

fwanaglalasiaulesoonlan éﬁ’ummiugﬂﬁ 1.9 Inefl methyl 9,10-dihydroxy stearate

[
a = 1

Anduuufienlalaslada waziin methyl 9-oxononanate wag pelargonic aldehyde &4
Jundndueidrafesiifinluriiuujisen oxidative cleavage [23] wazdwenluanldauise
ilulduselevilangneaniianng wu Wuansifiuniunsdluiid arsdanarslunisuanned

g3 wedeen wavdiuusenaud miuldundeiuy 1nTesd1e1 vivawndusiae (3]



Unsevian
cis-methyl 9,10-epoxy stearate
E— ‘Vﬁ@
methyl oleate
trans-methyl 9,10-epoxy stearate
UjAzendduiians

oxidative

rearrangement methyl 9/10-oxooctadecanoate

hydrolysis

methyl 9,10-dihydroxy stearate
methyl 9,10-epoxy stearate

oxidative

oxidative cleavage

cleavage

methyl 9-oxononanate
+

pelargonic aldehyde

JUN 1.9 YJAsen8nendiadusenitvuiialediendulalasiauidesoanlonuas

UAAse1BAsIARYY



1.1.5 msvagauuaseranendintulaglslulasian
wallan1siirudeuduszuululfisendnendnduilgiulaemlufenisliai
Soulpwonfuinsudusinandlunisninnusaunnuwraaniaanusauludianssaiu 4359

Heuldiulaemilul auseuasifinnuinaiivesiaguainey o wnsludemudnaavesian

U = =

setudldnalunsiuiseruiu Jagtuidondenaulaviuiisednendindulagld
lulasanunniy

naNNIShuNsAuSaumendululasnAe wWerdululaswkuaansnileuln

=

wWaLaU VN AAANITEUNI BUTUAINIEINUIUATIAIUANUDVDIARY tTU AaUlulATIN &

AU 2540 MHz Aazvibiluanavesiidu 2540 dupsenielu 1 3undl Fwaainnisduild

'
[ =

sgviliiAnanudousuiissnnanudsaniuiidunavesnisduvesluiana usnanluana

wuufidands euyadaseiiuszauinuioau 1y Fe? waz AL iWeagluauiuwimanlih

9

4
v A& o

2VTUAINIUAINUDVDIAAU wazn15VEUFTAYINTRARAIMUSDULTULAEIAU AUSDUNLAS

(%
= a

nnsduredduanaiasiinanuieunseuiuninieusnwaznsluuiadanvilviiyeisen
n15lHAINToULUUNEI Volumetric heating [24] Tasdafavosni1sldlulasianlunisvia

8 annatunsiuiisen dwalindadueindurwednenledldiinufisese

[l
2
D
and
e
2
3k

o

Weldaeladnin evinlisesaznisideniinla (selectivity) uaz Sovaznala (vield) vos

a (% ¢

nanSasindursvesdnenlediiingnii [25]

1.2 nqufinedes

o

Tudagdu Ufsednenginduseninalulediwadulalasiauleseanladgndnu

WINTuAnaI LT Tneilauddednuaunnnildaiisaufisewuuieniiug 1Heean

aaa a v a A a

Bnswsendusufisenldgeenuazujizenaunsaiinlan wilivaidefie Inszuiung

[
a v

gapnnluntsusndas iAo mdsiisenauan Snislianmnsathdusauintendualslnl
1 fedudsdinmswanndisafiseuuiisiusdmiuldluufitedinntu dedsmided
Aeates Tun

Danov wagAny 19duseufizen 4 vlialaun wialasoenlasiden Innileuda
i wodeanlsiumyzian uaglawa Tuiisednendndusewiahtufiviulelnsiaues

ganbun WU Assufaseiild@nwiivssdninmlndidssiu waznuinlalasia ues
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sonlardaliduseenidladivssansanivaz luidudunsiosadainasy tHenuansie
wassleiduvintu [3]
Wilde wazmauy Anw1uise1dnandindulaaly fatty acid methyl ester uae

v 6

lelnsiauvesoanleddumsiaiu e sl dduiisaufise Fiswus 1dun Ts-1 @
Tf1ulusugnaInnssy), TiOSIO,, T-MCM-41, WO,-ALOs, MoO,-ALO; kaig MoO,-SiO,
Wi AEe T5-1 @ldauludugamnssy) Winansmaaesiiniige lnedfesaznns
Goniale (selectivity) 87% wavSosazn1siasuuias 93% [26]

Wei wazaz naaawiuiisundnendndulasldiuialediontaslalasiaudes
oonludifuansdiadiu uagld hierarchical TS-1 (HTS-1) WWugusaufisen lneldAnwilade
g q Pinaseuseansamlunaiinufisen Wun snsdusenindslasiauefoonlad
naziuszauasnsuey Anududuvessieendlad Usunmvesiuseiizen gamagdaldvi
UFATen uazalivihuiiten wuiisesufiten HTS-1 Sanuannsolunisisaljizenld
fiuszaninan InedSesazn1sidoninld (selectivity) 94.9% wazdesaznisiuasunlas
100% waziesarnuinnaiiinufisordlnmdouiioglulasene HTS-1 ludnwus
tetrahedral Usinaann 3eililuanafifiowialnganunsnifaujsenldietu venani

o |

fnssufisendadrnudulelastidnidesannunuazlinuvy@aiueasgiiuduivosiags
UFA5e1 Vil fialedleniiluasdadudwseneulumeduilifiiadudulnaiiougisen
¢ty [23]

Wilde waganz naassdansiziiasaiselmmiensaenlai-1 (15-1) Aidigngu
PUINUIUIAT LasnaaauUszaninInvesdsaufnseiiuliizsensnendnduvedlule
fwanazlalasiaudeseanled nui fissiAsolnnidodaalan-1 Adaasewled
UsgAninmasndndseldisentnmienddalananlsanueeamnssy Ussanusesas 30
(27]

Abrantes WagAny naewuFAzednendintuvesdluiutumesiieitonialelns

Weseanlen lngldludvadududusuiisen iujnsend 55 esmwadea melulasiom

1% (% '
o w 1 Y

wagoreuniu wudn edenlglulasiinuagensingu dnisideniala (selectivity) laiuansng
[y 1 N v o W Iaa al a o a aaa 1 o Y a a (% Y
fuagrelidddny witsnldlulasianasisnsinisiiauisengendt iliaandn el

o

AN LEB19UNITU [28]



11

Bogdal warAny naasainuiiseneendindutazdnendinduuesaisusenay
dunsdiisuiuszrinsldlulasinlunisinugisewas1gisnisliausounnuensiniulu
nshuazen nuitismsidlalasinasldnatlunmsviujisedesndt wasiinsesaznala

1A AAMUS DUKIUB1IUNTY [29]

1.3 Inquszasn

1. iledanszifussu§izonFiswuslnmdondannlasi-1 (Ts-1) fiflsngurueun
LuLums

2. tiefuseuisoiiduameildumaaeulssansnweuuiisednendiady

Yasuiialedenwazlalnsauilaseonlanlnalylulasin

1.4 YBUWIAIIUIRY

ATetiaulanasimundisslfisendidsiug nndenddanlan-1 Adgnguswie

Y 9

[y [

wluesiawuy lulaswesavaviulenesa uardauhiagndunseilaumaaeuyssdnsan
H1uUAsednendindusenituuiialodienuaslalasaudesoanladlagldlulasion was
= a = a a < o ! aaa J Y ] aaa =] aa 3

AnvUTeuisulseansnnnsdumiseljisenseninsduseufisentnmiendanlas-1
S & Y o 1 | aaa N aa ¢ P < o
nsnsudunuululaswesa duseufisenlnnidenddenlan-1 Alignsudusvuwlonasa
wazsaufnzenlmniienlaeanles (commercial) antiuAnwtadendanasayussdnsnin
w93UA3e1 laun 38n1sneasuyszansnimessiisaufisen, annldlunisyinugasen,

Qd‘ o aaa o 1 ! a a L (3 3
gauniinlglunsviuizen wagdnadiuseninauiialedeniulalasiaulesoanlys

9 Y



UNni 2

A5N15MAavg

2.1 d@154Adl
2.1.1 @19AdamsunIsaunsIEig nIuUAAze )

1. Ammonium carbonate, (NH,4),COs4

N

. Hydrochloric acid, HCl
3. Hydrogen peroxide, H,0O,
4. Sodium hydroxide, NaOH

@]

. Tetraethyl orthosilicate, TEOS

6. Tetrapropylammonium hydroxide, TPAOH

7. Titanium (IV) tetrabutoxide monomer, TBOT
2.1.2 MSAdamMsUNISNUAATe18nenTnTY

1. Acetonitrile, CHsCN

2. Deuterated chloroform, CDCl,

3. Hydrogen peroxide, H,O,

4. Methyl oleate, MO

2.2 \nvasilauazaunsalnnmaaas
1. ﬁau Memmert
2. 811 Muffle furnace Carbolite
3, ipdatonussnunesanunsnlafimes (XRD)
4. NA0I9aNIIAUBANATOURUUEBINTIA (SEM)
5. 4p5309 multiport N, adsorptometer
6. 4301 Diffuse reflectance UV-vis spectrophotometer (DR-UV)
7. 1309 Proton nuclear magnetic resonance spectrometer (‘H-NMR)
8. Lﬂ%’e}ﬂ Microwave reactor

9. 1309 Rotary evaporator
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10. gUnsalkazipzosummiunlglunimeass

2.3 /n1mAaeg
2.3.1 msdunnisusesufasenlmmdendsnlav-1idgnsusuinlulasnesa (75-1)
Fuaswiisalfizenlmmiendannlasi-1 Aflwguruinlulaswesanisisves
Fan, W. wazaay [30] Inads Deionized water 6.963 nfaluvaanatadin a1ntaidiy H,0,

2.765 NSU NMuaNTazaeNal) 5-10 w1l wawiy titanium (IV) tetrabutoxide monomer

[

(TBOT) 0.408 NSy nrua1sazalty aznuinlaarsdivasendudinuduney anntuLiy
tetrapropylammonium hydroxide (TPAOH) 10.611 n$u nauaisazaty aglaaisazaned

Waes wazldu tetraethyl orthosilicate (TEOS) 5 nsu niuansazaty ntulvauiousae

a

hot plate Migeungil 70 esrwaLliva AaewndeIvIaEnteeioli TPAOH szineean Loy

U

Tmnuseuduian 2 H2lug

NTAULRY (NH,);CO5 0.691 n5U nauaulavsaudsdudiduioudun Tddoudnans

<

ualnazldun 3ntun1udnase azleveandanildnvuriduiaa lddeudnaisualiaziden

dlldmmasu 9ndululd autoclave aulugeuiigamgill 170 esmwadeaiduiian 4

U

[y

U

WaATU 4 JUla2 819928 Deionized water a1 pH 11U Deionized water 11l

aulugouiigaumnil 100 ssrwaldealitaorndau 3w acid treatment lagldansavane

n3A HCL 1 M Tneifdndan TS-1 : HCL 1M 18y 1 n$u : 50 n$u v calcination figaumgdl 550

U

ssmgalea wnan 6 9alus agladuseufiserlnmdenddalan-1ndsnsuvuialule

' (%
aa v 1

swesa Nlanvazilurewisdun nsazSendusaujisenilin T5-1

2.3.2 msduasigvgussugnsenlmmideudanila-1 Algnguyuinulenesa (m-Ts-1)

duasendnselfiserlnnitendaailad-1 algnguvuialulasnesaniuisves

aaa

Wilde, N. uazany [27] lngvgnegnguvesinseuisenlaglyd NaOH lngisaisaufjisen

a

TS-1 iduaszsilnaintidden 2.3.1 1 n3u wauiu NaOH 0.1 M udilianusounaamgil 65

Y

psAnwafea 1Wunal 70 Wil 9ntunsesuwaraiemie Deionized water 9u pH @15avans

WinfiupH 284 Deionized water UnlUaulugouiiaamni 85 asrAlgaldea 31nUuy
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a

calcination M1gaungd 550 o9pn LWua 6 Halus asladussufisenlnmdenddailadi-1 9

Y

[
{

figngurneuilowesa Mdnvazduveuddun TasazBondussufizentdin m-Ts-1
2.3.3 nagauyszansnmiuseufasen lmmdensanlav-1idgnguruinlulasness,

Fusaugasen miendanilav-1 idgnsuvuinulonass uasdussufasenlmmdsule
oonlasideuldlugnamnssu dudfisersnendinsureasialoaenivlelnsiaues
oonludlneltislinusousnelulasion

3 T5-1 0.075 n¥uiiunisouriioidnnuduiigumgll 120 ssrueadomdy
nan 2 $alusudn lanaenlulasian iy methyl oleate Usu1ns 50 lulasans anntudius
CH,CN 2.5 faddns wagtdiu H,0, 51 lulasans Td magnetic bar lunasalulasiav 9Ny
yufAsevheedadlilasn Wunat 3 $ilus dleladeduuiisen undnsneiusuins
250 lulasans wethunsewmediinavaieeandiein’es rotary evaporator wazhiiy CDCl,
1000 lailasans ndutiluinsgidemaia NMR

yhnsvaasufediu lasdsuaindussufizenlnndoudaanlasi-1Adgngu

yualulasnesa Juldlddussuiisen , duswiiselnmdenddanlad-1 Adgnguuuaw

lawesa wardnsaufiselnndeulnoanled nuaeu

2.3.4 AnwrladeiidnasalssdnsnmvesUnse1dnendintuveviuiialedieniu
lalnsinudaseanludlnelsi5linrusauderniiuieunuisiiniusounaglulasim
insnaaesuReiuiiten 2.3.3 ngldfsau)isen TS-1 wavviujisenlae

1935 IA S auruswisuiunstiausaumglulasmn

2.3.5 Ainw13eeetaa1lunIsIvAAs e Ma o Useansn myeUaze1dwen i Tuvey
wiialedennulalasiauaseanlaodlaelvislyniiusaunielulpsian
aaa I~

nsneaeauAeiuiten 2.3.3 lnglddnsaufisen Ts-1 uwagviuisendu

181 1, 3 kaY 5 9719 fuaeu

2.3.6 AnwrgaumpdnldluugnseiasuanoUszansnimyesugnseanandintuveuuia

lodonnulalasiautaseenludlanglyasvinusaunlelulasian

a A

n1snaaenfuieIfuiaten 2.3.3 laglddnssujizen TS-1 wagyinufisend

9aunQil 40, 50, 60 WAy 70 BIMYALTYE MIUAIAU
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2.3.7 Anwidniaausenirauiialedensulalnnaueseon i ilaluufizeiawmase
Ussdansnmvesdaseidnentmduvenuiialedieniulalasiauaseanludlaelyisinaiu
soumaglulasian

vnsnaaeaduieifuided 2.3.3 Tagldduseuiiten 151 uadlddnsdau
sennufialeden (MO) AulalasiauiUeseantan (H,0,) WU 1:1, 1:2 way 1:3 AUaIAY

1ng

RS1E@INTENIN MO wae H,0, | USums H,0, mdiu (lalasams)

1:1 17

1:2 34

1:3 51




una 3

NANITNAADILAZDAUIIINANITNARDY

3.1 nsngadiendnualvasianiiduaseild
3.1.1 aiaonmsganunsndi (X-ray diffraction, XRD)
3.1.1.1 BnusdAnunsnduumniisuvosinssu fisolmmidesdaenlan-1 s

wyuvunlilasnesa (T5-1) uasiifigngusuiawlenesa (m-Ts-1)

fussfisenlnmidendanilasi-1 asngusuinlulaswesa (15-1) gn
{91A512R1333904 Fan uagamy [30] ilefiansanidnaisdanunlsnduunmifisureadaige
Uitz lmidendaeladi-1 lurismuesnisdenuy (20) i 5 - 50 a9 Gauanadagy
71 3.1 wuin FussUfATen Ts-1 Iﬁgmwumﬂgmwuﬁgm 20 =7.8,8.8, 232, 23.8 Uay
24.3 93 Fanssiudoyadnideveslaseainassinn MFI (23] wagAnlunsnduiindiya 260 =
24.3 p3en uandliifiuiansasusuanueusnadnvestamlailufuseslssendnues
Inndendaanlari-1 [27] vnifudoynsdaesgd mTs-1 Wevensrungvedlnnieud

(%
o

anlan-1a1u35vee Wilde wazang [27] Wnsldlansulansonlontiu nuindnaisd anunsn

= P <

Fuunniisudenandteidy deguin 3.1 uinnugeuesdygradiAiananantoy Jaunaedl

a1RENINIuse Si-O-Si viewuse Si-0-Ti visdiululassasiweadlniniendialai-1 gn

anelae OH 9nledeulansonledviliianilassassmduszsilevanas [27]

m-TS-1

TS-1

JUT 3.1 Wnasdanusnduunniisulugiauvesansideuu (20) windu 5-50 agen

VRIS TS-1 hag m-TS-1



17

TiO,

SUTl 3.2 Bnesdinursnduunniisulurasuveamaideiuu (20) iy 5-80 s
VoIR8 TIO,

3.1.1.2 Wnmsdaviusndunnniisurasissuiiselnmdeulasenlas (Tioy)
FofinsanidnaisdimunsnduumniisuvosinEsufiten Tio, lutwuves
ATLABANUL (20) WU 5 - 80 e Tananadsgul 3.2 wudh Fusefiserlnnidesla
panlwndilassasadu bicrystalline lnaidudiunasvaanaoyuma (20 = 25.3, 37.8, 48.0,
53.9, 55.4, 69.0, 70.4 Uag 75.2 03A1) wazinazlng (20 = 27.4, 36.1, 41.3 uay 62.8 83A1)

[31-34]

v v

3.1.2 inpilpmsgnduuaznisaedunsgudalulnsiau (N, adsorption-desorption)

¥
[ [y [

nuariuRivesgnsuludaniduaseilagninsigisiginaianisgawaznisany

Ly

FusrsnAalulasiay daduanudunusssninsanusuduimstuUsuiasusetniinua i

anaadu (adsorption) kagn13Aedu (desorption) veeiantiu q uadllaninasenilugy

=b

1%
¢ a

vodlolanesy InunsIATennunEIdme (specific surface area) uaguuIAINTU (pore

diameter) 8181 ¥ Y3 Brunauer-Emmett-Teller (BET) mmzﬁﬂ%mmgwqu (pore

[ [

volume) @1150AIUIUA8358Y Barret-Joyner-Halender (BJH) wagldaunisues t-plot

a <

lumsAnanuniinsuenwazn1eluvesian Janan1simenanvusiiuiivesian

9

duarzilasmemalinnmigauaznmsaedumeuialulasiauvesdinsjisen TS-1, m-TS-1

wag TiO, WanIRInIS199 3.1

1% '
aa

HANITNARBINUIN ALSeU T80 TS-1 AfuARI91Im1e 420.4 m5aunssaniy
< & da ! [ & da ! [ a
Wuiuidinigly 423.7 arsraunsdensy uagiuiiiniguen 3.3 arsiuunssensy i
Usumsvesgnsusiialulaswesa 0.20 gnuienwufiunssiensy Usuinsvesgnyusilamle

wa¥a 0.05 gnuiAlwURLATAaNsY LazvuIAveIgNIUaU 1.9 wiluwns Fandaainveny
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¥ '
U ! T~ aa

aaa a 3 ! X da o = o )
EWEUGUENG]’JLNTJ.Q?]?EH (M-TS-1) NANITUATITUNUIT WUNHIDNNILT I UNLUUNUNEA

& Aa A A U aaa = aa ¢ =
m&ﬂuLLaswuVlmmEJuaﬂ:umamm NaNIAD 9’1']Lﬁ\‘iﬂaﬂiﬂql'ﬂLWLusJN%aﬂqlam-1 WQﬂSUEJ']EJE

1 '
=] aa [ a

wyuselufeulansenledudy il mizanaunie 390.4 msawassonsy [WuNuARY

A8y 389.4 ANSINUATHDNTY LATHNUNRIN18UDN 1.0 ATINUASABNSY FIN15aNA9UD4

¥
[y

& aa o Y @ 1 1 & v a al 3 I v
WU e wansliiiud vygilandulansendaainlaieulansenladaylvasisiuseiu

L deudaduvinaninisfeujiseisniuiinslutasiuiinisusnunuiddaeu

17 '
Il ]

& . = A a a 1
nangLtlu Ti-OH “ZNLllE]W"i]']imqﬂqia@aﬁﬂaﬂWU‘VINlﬂ’]EJu@ﬂLLagﬂqEJIUGUENEWEUWU’N 13

anasasiuniINeueaniiAdesninilewisuiunisanasvesiuniingluvesgniu uandli

< 1

w1 dlngrdilendulansendassluviliiuszves Si-0-Si w3 SI-O-Ti lWaeoen wazadg

[
Ly a

wseAvlmmdeunnuiinieluvesgngy wazloNa1sanyUsuInsveegngu nudImaain

veegnuvesiusitelnndenddanlan-1 Gumssnsuriialilaswedaiusuinsanas
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719819 NMR spectrum vaeiatssufiseniisnuginndenddanlan-1 lneldnssuiuns
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C(=0)}-0-CH,

(internal standard)

C9-C10 U943 (internal standard)

epoxide

C9=C10 983 MO

2. m3ruanudesazmsilasunlas fesazmaifenifalduaosaznaldainufizend
wandiaduvasiuiialadion

Sampling volume 250 ul

CDCL, 1000 ul

Chemical shifts:

CDCls 7.26  ppm

C9=C10 of MO 53  ppm (reactant) 2 H's
C9-C10 of epoxide 29  ppm (product) 2 H's
C(=0)-0O-CH3 3.6  ppm (internal std) 3 H's
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