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Chemical and physical analysis of sesame oil by nuclear
magnetic resonance spectroscopy and accelerated oxidation test
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miAFeililunsinwesduszneuresnselatu (fatty acid) Tuihifunam s ndteusd’ (A uay B) uwasiduiieu
Uanuulas (O findelutsznelne dewaia TWsasou-Tuadesuumuinslowuudanlnmalad CH-NMR) 7 400 MHz wa
MnmsAnenuin Yinansalesiusiin oleic (O) linoleic (L) linolenic (Ln) wae saturated (5) Tuthsfueiie 4 wilediengad
Yrsfuaen fUsunes O Sevaz 41 HUSina L Sevas 42 waziiv3una S Sevay 17 tifunam fvsum O Sesax 39 fivsunm
L Sovaz 43 uay fUSua S Sovaz 18 vfunasion (A uay B) fUsuar O szwiedesar 14-15 §iUSuas L szvinedovas
11-13 §USina Ln sewinedesas 54-55 uay SUSuas S svmiredenay 18-19 way thdunifioudasuuvas (€ fivsinm O Yee
az 22 fUSias L Souay 56 war vsina S Sevaz 22 thiunidsouduihduneiadediinsluiuria Ln Hussuszneu
ndn Gehliinaunniuwazdon Ln faudmidasunsiiganinsaletusieduluisunduasnyn lunuideddd
Fyanas NMR veswiialusmenlunsalusiusiia Ln @ chemical shift 0.95-0.99 ppm Tunsustiendnualmuuansinswostingiu
aiisfouniwazihiuniioudaon uaﬂmﬂ“ﬁé’wmaauLaaasmwmsLﬁmﬂﬁﬁ%maaﬂ%mﬁu (Oxidative stability) wastisfuaia
4 wilndemaiin Accelerated Oxidation Test U3 1ifuss $1977 CASEULT (A ke B) wazadtiewdasy (O fiAadosam
nafinUffSeeendinduitgungd 110 °C unnssfudel 8.4 dalue 8 Falus 1.4 Falus 1.6 Falus way 3 Falue Mgt B
wanslidiuinthifunidfowiauifseeendinduldieiliiogmafvsnundunithiunduasnn duhiuidoulass
wasdien oxidative stability ganintndunisiouuiudmniniiunenuazansi Ssronadosiunansinudemaiin H-NMR

spectroscopy

Abstract

In this work, we investigated the fatty acid composition of white sesame, black sesame, perilla (A and B) and
artificail perilla (C) oils produced in Thailand using 'H-Nuclear magnetic resonance spectroscopy (‘H-NMR) at 400 MHz.
The composition of oleic (0), linoleic (L), linolenic (Ln), and saturated (S) is as follows : 41 % of O, 42 % of L and 17
% of S in black sesame oil ; 39 % of O, 43 % of L and 18 % of S in white sesame oil ; 14-15 % of O, 11-13 % of L,
54-55 % of Ln and 18-19 % of S perilla oil (A and B), and 14-15 % of O, 56 % of L and 22 % of S in artificail perilla
(sample C). Based on the results, since perilla oil contained higher amount of Ln which is beleived to be benificial for
health, its price is more expensive than balck and white sesame oils. In this study, we used the 'H-NMR signal from
the methyl protons of Ln at the chemical shift of 0.95-0.99 ppm to distinguish between real and artificail perilla oil.
Oxidative stability of all sesame was determined by using the Accelerated Oxidation Test tehnique which reveled
that white sesame, black sesame, perilla (sample A and B) and artificail perilla (sample C) oil had oxidative stability
values at 110 °C as 8.4h, 8h, 1.4h, 1.6h and 3h respectively. These indicated that perilla oil had lower shelf life than
white and black sesame ocil. The artificail perilla oil had the oxidative stability value higher than real perilla but lower

than white and black sesame oil, which was in accordance with data received from 'H-NMR spectroscopy.

Aadgy: Wiun daedeswueiudnslswuudaunlasaled  @desnnnisiinufisersendindu
Keywords: Sesame, 'H-NMR, Oxidative stability

'N5ANeIFNEnIUINIS
*Corresponding author E-mail address : anuttra@dss.go.th

http://bas.dss.go.th 65



1. unun (Introduction)
Thiufieiilasiedandwedsea (Triacylelycerol : TGA)
vize lnsndweslsd (Triglyceride) \Juesdusznoundndain
nluanavendwessea (Glycerol) ausiiunsnluiiu (Fatty
acid) Tassaiamaaiives TGA uansluguil 1 lnensalasiuens
Dulgieniia nsalafududn (Saturated fatty acid) L myristic
acid (C14:0) palmitic acid (C16:0) wag stearic acid(C18:0)
vie nsmlasiulidus (Unsaturated fatty acid) 14 oleic acid
(C18:1) linoleic acid (C18:2) ua linolenic acid (C18:3) 1y
fousariinasiviinadndiuvesnsalusuiaeunnsnaiily
91971 1 wanswfiauazUSinamensaluiunsaltududuas
nsnlushulsidusaluhiuiivsdaseg (1] TneviawazUSuna
vosnsnluiululasadessdulianaves TGA thesiidsuasie
auvBvaailuarmanenmuestsiuile

8] o
P 1 I
H,—+0OH H=—0—C—R, EH;—O0—C—R,
| i 0 0
F ol 2 Il o
HC—F0H 7 je—p—C—R, . HC—O—C—R, + -
H o o
CHy—OH HA—O—C—R, CH—O—G—R,
[ —— o 3
Glycerol Fatty acids Triacylglycerol

U7 1 fegralassasnamaniives Triacylelycerol Tutingiuias

CaN

A151991 1 wang Fatty acid composition (Wt%) U833y
Nyuinnee [1]

Fatty acid
composition,
(%)

16:0 | 18:0 | 18:1 | 18:2 | 18:3

Cocoa butter 26 34 35 - -

Corn 13 31 52 1

3
Cottonseed 23 2 17 56 -
3

Groundnut 7-12 46-71 | 14-35 -
Linseed 6 3 17 14 60
Linola - - 16 72 2
Olive 10 2 78 7 1
Palm a4 4 39 11 -
Palm olein 41 4 31 12 -
Palm stearin | 47-74| 4-6 | 16-37| 3-10 -
Palm mid-

fraction 41-551 5-7 |32-41| 4-11 -
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Fatty acid
16:0 | 18:0 | 18:1 | 18:2 | 18:3
composition, (%)
Rape
3 1 16 14 10
(high erucic)
Rape (low erucic) 4 2 62 22 10
Rice bran oil 20 2 42 32 -
Safflower
7 3 14 75 -
(regular)
Safflower
6 2 74 16 -
(high oleic)
Sesame 9 6 41 43 -
Soybean 11 a4 23 53 8
Sunflower
6 5 20 60 -
(regular)
Sunflower
4 5 81 8 -
(regular)
Sunflower
4 5 65 26 -
(NuSun)

- indicates values of 0-1

®also C20-C24 saturated and unsaturated acids 4-7%
P also saturated acids 10%

“also 20:1 6% and 22:1 50%

¥ '
& A

mawmilevessemalnfuituiivilsifnnsugnandu
Srnunnleeilundsugnandidfyegfidaiauisesaeu dail
1 91972 96 wadsieu (Perilla) inwnInstugnan n1sea
A LLasé?qﬂzjuLLﬂﬁgﬂmmw Fmhedududn OTOP Uszdn
Jada dhifusufuaudmiaildzuemnuion Wosnidednd
AuAnslarunseguslaags teniludsznauemvise
Hudrszneuluedosdiend Tnedkamhiundulvgidu
FUsznoumsiauievnagontazIamAvyvy Feiiisnsnan
2 35fe nswdnngiidyainelagldussnuanndnd venes
i wegndsnuih dudnisviladenisléiatostnslunianan
{]mgﬂ’uﬂfjm;;TauifaawmLﬁaajéumwﬁﬂ%mmﬁmﬁuashwiaLﬁaﬂ
Sedununliuanudositunidieldlunisusznavemmaile
aunmisaetiude Sniatlgiunesgiuloviedaaiy aduayy
TiAnn1sUszneufianSiavisnungauwazIamnatuwy &9
s welulagnshunsuanildunsgiu nislinn
$FosUsslomivoningun wlkflonialunmstammagsia
vosmdnsusithiunldinntu nelassnmsifeiidudundsdly
msdaadumasumelulaBuiielildudnsusmivunidauam
ihifunuszneudensalutududuasnsaluuladu wu
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oleic acid (C18:1) linoleic acid (C18:2) #3® linolenic acid
(C18:3) 3U 2 uanalassasiamaiaiives oleic(), linoleic(l),
linolenic(Ln) wag saturated (S) acyl chains Fnurhstun ¥l
wazdndruvosnsalutluthdunasunnsnaiulunueiinves
N ﬁuﬁmﬂwwﬂqﬂ LAYNIZUIUNITHER f’]ﬁum%ﬁau (Perilla
frutescens) fasrUsenaunanidunsaluduusenn o-linolenic
acid (ALA, C18:3,n-3) 5aeaz 50-60 lnauUssanavaauSununsa
Tysfuanuslutiy annnanis3denuin ALA Susslewise
qmmwluL%"aqmmmmaﬂumﬁamﬂ%mm cholesterol Tu
$19me [2] wagannsnwlunyneaesmudn ALA s
perilla ¥avanU3unal cholesterol ladnan linoleic acid (C18:2)
Mnhsfumendies (Safflower) [3] é’aam@ﬁ?jqﬁﬂﬁﬁwﬁum
Fffouilsimunsninisiunynasnsidiesnsaludulyity
fhaia linoleic acid wag oleic acid WussAUsEnaUnaN
FrhFstinsUasuuanduhsuandsoulaethsufissingu
ﬁﬁiwmgﬂﬂimmauﬁwLﬁaamﬁuﬁqﬂumswamLLa:mmsaﬁma
"Léfluiwmﬁqﬂ“ﬁyu Tngnssuunarunauvesinguntsouiy
Auslanenvanunsanenueglame nsueaiv wionunau sudu
featinisldmalinnaineimanslunisnsisaauamn e
st Tnehlumsiaseviosdussnauvesnsalusiiludhsfufie
aunsadnulamewaila Gas chromatography (GC) LAnag
wadladl sududoninhtufivyiugisemaeiifewdsu
Ju methyl esters Aoutluiiasizsisiomeiin GC &
ﬂﬁzmumﬁmiwﬁﬁu’wmmﬁaﬂé&ammut,l,azﬁﬁ’lmqq NNSANYN
Flgiwnada 'H NMR spectroscopy dadumaiiaitazain
s Lidududeniihiunluiugasemaaideunis
A51zUt WlEluNITRSIIE@BUENANEAINILAT LaYILATIEH
Vinadndruransalusiluhifunamuayas suanenuey
anuuansdasiadmaeiivesisumteuuitayUasuuas
vonaniigildiumaiia Accelerated Oxidation Test @iy
wadaiildiustaunsnaslunisinsizdviai oxidative
stability Tuvsfu biofuels thsfuity wazisfuvan sldlusuy
3%’&1‘1‘31@&Jmmmimﬁ’wﬁmui‘fﬁ“mmﬁm IS0 6886 [8] Lilauan
Sasvuzianinnauiiudsdmaiszeznatlunsfiusneves
ihifunadasngg TnenduiuluhiuiiAaannisiugise
oxidation ¥®4 fatty acids Fadussiuszneundnlutsiuiu
oxygen luonma wazeziinldatuluanziidanudunse
Ay uarguvniae tituniddeuduiduniiiviin
lenolenic acid (C18:3) agjga %ﬂ%ﬁﬂﬁﬁﬂﬂﬁﬁ?m oxidation
g ireuazilrn oxidative stability fisnnimisiusyiuazansm
Fslsifinsmlusiy lenolenic acid (C18:3) Wussdsznou fa
JEusarNanIsIAsIEYIRlemALA Accelerated Oxidation
Test slfidutoyadesiulumsusdthiunisiouwriuas aon
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Oleic (C18:1)

CH, Linoleic (C18:2)

CH,

Linolenic (C18:3)

3 Saturated

gﬂ‘ﬁ 2 wanelasaasaniaives Oleic(O), Linoleic(l),
Linolenic(Ln) wag Saturated (S) acyl chains

2. 35NM1s399 (Experimental)

2.1 {79819
thfunsn ditfunun difuniddeu A was C Feandmin
wigosaou thifunisiou B denviesnalunsammumiues

2.2 saniunis

2.2.1 mylpsgismemaia 'H NMR Spectroscopy
vhisusnuUssanm 0.1 n3u (1-2 viom) avaelu ey Usaned
0.4 fiaddns aneadluvaon NMR vua 5 Jadwns dilunsia
Sagewmedin 'H NMR fewa3os BRUKER AVANCE 400 MHz
fgumgiivies Tnelddyaaves CDCL, #i 7.24 ppm u
chemical shift reference Saiuitlédnaalneldlusunsy
TopSpin 3.2 Tnevhnsnsaendayaauazmituilédyana
Froghaae 3

2.2.2 mywasgvimewmaila Accelerated oxidation test

$1379InA1 oxidatiive stability Yeaunu Yishun
i Uudeu A B way C swnaufiedas 3 91 daeiaies
Rancimat (q'u 743; Metrohm Ltd., Switzerland) Inglgan1iy

v
v a

AU [8]

USueusinngng 3 A3y
USu1ew 11 Deionized 50 dadans
gasnislravesing 10 ams/Flus
QNN 110 83AwaLgea
Delta T 0.1 peAwaLTyd
I . .
—_ - WULLUU Induction Time
AWNTUTLLHUNG

Evaluation
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3. wala:391stU (Results and Discussion)
3.1 n1sAesizildeaanindlemaiia 'H NMR

Spectroscopy

gﬂﬁ 3 uans *H NMR anady vesisuniteu Ay
A(58wine 8 0.83 {4 0.93 ppm) NAIINNSTRUTTUTD IS0
370 methyl protons (—CH3) Tu saturated, linoleic wag oleic
acyl chains daygy1au B (53wine § 0.95 i 1.03 ppm) 1inan
methyl protons (-CH,) Tu linolenic acyl chains &ayayau C
(3119 8H 1.1 §i8 2.03 ppm) LARIINNITToUTUTDIE YR I0
910 methylene protons (-CH -) Tu chains #i19q &ryayras D
(sgw3ne § 1.5 fis 1.7ppm) uae dryayes F (sendne 8 2.23
84 2.36 ppm) LAnandgyey1aved methylenic protons Tu
fua B wag a 3nuy carboxyl ANEAU dFryaynnd E (Serdng
SH 1.94 §3 2.14 ppm) LAAN&YYI1UVOI o methylenic
protons 7iilausiafu double bonds w38 3unin allylic
protons(-CH CH=CHCH -) &ya1as G (sen319 8 2.70 e 2.84
ppm) HAINNSTRUTIUTDIEYI8A1N o methylenic protons
fidousiofiuass double bonds (=HC-CH -CH=) w3ai5andn
bis-allylic protons dayay1a4 H (sxwine § 4.05 fis 4.35 ppm)
AR INdYEyIauues protons UL carbon atoms Tuduuis 1
upy 3 Yo glyceryl (gﬂﬁ 1) dyaed | (5endne § 5.2 9
5.26 ppm) Lﬁﬂﬂﬁﬂﬁmmﬂmmaﬁ protons Uy carbon atoms Tu
AUV 2 vaany glyceryl (31J‘1'7i 1) dyayes J (5219 8 5.26
84 5.5 ppm) LAnaNde e olefinic protons (-CH=CH-)
3’1&1azl,§amﬂ’ﬁﬂﬂ%é’agzym1u 'H NMR wosthsfuniseou uang
Tupns1aft 2

5.5 5.0 4.4 18 32 1.5 20 1A 0.8 0.2

'H H&AR (ppm)

£

JUT 3 wans 'H NMR aunasuvesdiduniideu
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A13197 2 wanIN1sUdEyaly 'H NMR awnasu vaq

Yhfunidou
o Chemical
fuayId . Functional group
shift (ppm)

-CH (saturated, oleic Lay

A 0.83-0.93 3
linoleic acyl chains )

B 0.93-1.03 -CH_ (linolenic acyl chains)
C 1.1-15 —(CHZ)n— (acyl chains)
D 1.5-1.7 —OCO—CHZ—CHZ—(acyl chains)
E 1.94-2.14 -CH -CH=CH- (acyl chains)
F 2.23-2.36 -OCO-CH ~(acyl chains)
G 2.70-2.84 :HC—CHZ—CH:(acyL chains)
H 4.05-4.35 -CH OCOR (glyceryl group)
I 5.2-5.26 >CHOCOR (glyceryl group)
J 5.26-5.40 -CH=CH-( acyl chains)

maﬂn%é’zgzgmmaaﬁﬂﬂuawﬁmﬁmﬂ WU AUV
methyl protons (—CHB) mmﬁ;‘Jj linolenic 51319 chemical
shift 0.93 @3 1.03 ppm (Fyayad B) azUsinglu 'H NMR
awnasu vos thifuntitou A way thiuniiieu B uslivsing
Tuhifunisiow C difund wasidunen fahldause
Tnalnseianaduiisnumis B iileusnuesintuntsiouus
waztisusdouasuls fufuainnaves 'H NMR awnady
dsfuaisiou € Feliflvhduanisoun Wosnlifidyao
Tushuwis B wandlugudi 4

1
a) s 1M

¥
b} s
@ dlundifou ¢

dfusndilou B

d
ik i

L o
UIIUATILERY A

ik

54 44 42 LE ] 1 14 1.8 L2 0B
"H KMR {pom)

' v
= o

UM 4 uana 'H NMR awdnniuves a) dsiunand b) 1t

) Wnsusdteu C d) YsuanTsiou B way e) Unsuandsiou A
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b2

3.2 MIATERTsUsunuaemala 'H NMR Spectroscopy
Usuna oleic(0), linoleic(L), linolenic(Ln) waz saturated(S) Tu triacylglycerol 493 W1s191917 Usiuea wagungiun
You ABuay C awnalegldauns (1) 8 (4) [4 uag 5]

Ln (%) = 100 x [B/(A+B)] (1)
L (%) =100 x [(E/D)-2[B/(A+B)]] (2)
O (%) =100 x [(C/2D)-(E/D)+[B/(A+B)]] (3)
S(%) =100 x [1(C/2D)] (4)

A19199 3 uansasAusznauly triacylglycerol vasunsiuulinfge

29AUSZNAUVBY triacylglycerol (%)
dneiudl Fofatng Palmitoleic Oleic Linoleic Linolenic Saturated
(C16:1) (C18:1) (C18:2) (C18:3)
1 |thodfeuanndmiauisedeu® 0.11 11.55 18.45 59.84 10.05
2 | dhaedeunnimiaded® 0.17 11.41 22.09 56.96 9.34
3 | dhedseuluiemann® 0.08 12.66 22.26 54.26 10.17
4 |thadseu A . 13.93 13.09 54.52 18.46
5 |vhadseu BY - 15.08 10.85 54.37 19.50
6 | thadsou c? . 21.73 56.15 Taiwy 22.12
7 | dunam® . 38.71 42.92 Taiwy 18.37
8 | ihtfund® . 41.17 41.74 Taiwy 17.13

£

(a) Uouaan Reference 91 [6] AATILNAEINALA Gas chromatography

Y
1%

(b) Yayavnauidell Taszviiny walla 'H NMR Spectroscopy

v '
o ==

JoyassrusznavvenIaluivluiniunidoudanludminwisesaeu Jaminlieddnl uaganviowain Tiasgsieie

o, =

wAfla Gas chromatography [6] wanslugdufl 1 fv 3 veennsnadi 3 Gﬁa;ﬂaaqﬁﬂizﬂaumanﬂi@lﬂuﬁuiuﬁwﬁum%yﬁau A-C 1t
UM wezthiund nmBdeiiessidemeda 'H NMR spectroscopy kanslug1uil 4 S 8 vem319ft 3 9nwans
nasosnuiniiuntouduiiiunivinm Ln wandudyana B) sdganindosas 50 udlinu Ln Tudsunitiiou ¢ iy
U7 wazsTune mﬂmi‘wmaaﬂﬁﬁﬂﬁmmmaqﬂlﬁhmﬁLﬂ51sﬁaﬁﬁﬂi:ﬂawaqnimlﬁuﬁuﬁaaLwﬂﬁﬂ 'H NMR spectroscopy
AINTLENREEANULANABI I T e U kar U ToudasuuUadly

3.3 Msaaszufiewmaiia Accelerated Oxidation Test

fA1 oxidative stability yoasfundsion A-C difunun uay thifuam waadumsied 4 arnransnaasmuinisiu
MarATien oxidative stability gend Ynsundseu A B uar C fsdswaliAnnauiiulddinindalisrernalumafvin
Ifindnhiunideu tassamaailluhifufivinatenisiiniise oxidation ieUsina unsaturation (double bonds) i
Fusiliiin fatty acid radical 1§ wu lenoleic acid (C18:2) 9uiAnUZA3e1 oxidation 1At53n31 oleic acid (C18:1) Uszua
10 i1 40 Wh wag lenolenic acid (C18:3) a1inUAASE1 oxidation 1#ind lenoleic acid (C18:2) [7] WWudu thifunisioud
lenolenic acid (C18:3) 1upsAusznaunanlu triacylglycerol IsviliAnUAzen oxidation l@finIuazdien oxidative stability
mninsunukaza duthsfundsiou C fd oxidative stability qqﬂ’jwﬁﬁﬂum%ﬁau A wag B udmniniununiuas
1 ety thifuniffeu ¢ Faldlahifunddouudt wiaeshlsbhifuniiou ¢ forgnafvinuiifnimidunidon A uas B wa
91NNTAATIEIAT Oxidative stability mmiaL%uﬁa;ﬁaLﬁyaqéfusl,um'ﬁﬁa%ﬂjﬁmaqﬁﬂﬁummuﬁamiﬂaa:uLLanaaﬁwﬂmﬂéf
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15197 4 waneAN Oxidative stability (OS) Yaeisiuavin 6 1ONa1SOIVIL (References)

£1199)
Fosaaga A1 Oxidative stability
(hours)
drsfunistou A 1.4
Yhfundisiou B 1.6
Ysfunisiou C 3
Yhfusnun 8.4
st 8

4 dsuU (Conclusion)

naudTeiuanddifiiuin 'HNMR spectroscopy 1
wadlnfiennsaldlunsAnwesdussneuvensaluiu luthihy
matew dusrumesidunmlduasnuinivunitewdy
thifuniiusainas Linolenic (Ln) ogannninfesas 54 udlainy
Tuhsunumuasidund fahdennselidyaamnaiia
TUsmauved lenolenic acyl chains #i chemical shift 0.93 ppm
T H-NMR annsy Usdnuuanseesingduantsiouutuasy
ditunifieudasuld venaniimsinudemaiia Accelerated
Oxidation Test uandliidiuin A1 oxidative stability Fafe
LﬁmLﬁaaf"f“uU'%mmu,asﬂuﬁmaaﬂiﬂmﬁﬂuﬁwﬁuma6'] the 2edl
ﬁ'wu,mﬂﬁiwﬁ’uiuﬂfﬂﬂuawﬁmm6] IneA oxidative stability
veuunasion A uay B faduihsuanideuwiiiasni
dhifunitou C Faduivuniteulasy thiunem wasti
i Frewedamslianesieaosifiannsaussnaengns
Sofuvenisunanuiinanselusuasen oxidative stability
1# Tnersfuniifiosduszneueansalasiusiniifiviuszaunnn
awdl /1 oxidative stability fnndniilmsiuldisniuazion
msdaiiulaties
'H-NMR
spectroscopy Haznaila Accelerated Oxidation Test sl%
Tumsuenauuansnesswinsnieuuiuas Uasuudasdni

fauutNINmans @a1u1sadnaila

Uszanaengnsdmiuvessiuale

5 NaANssUUs=NIA (Acknowledgement)
lasins3delllasunuatvayuanNnInemansusnig
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