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1. Microwave-assisted extraction
4. Headspace-solid phase microextraction (HS-SPME)
6. Liquid-liquid extraction (LLE)

9. Ultrasonic-assisted emulsification microextraction (USAEME)
12. Fractional central composite design
16. Injection port 17. Split ratio

2. Hydrodistillation
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13. Merck chemical company

3. Headspace solvent microextraction (HSME)

5. Gas chromatography-flame ionization detector (GC-FID)
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15. Split/splitless injection system

10. Regueiro
14. Shimadzu

(JARC) Lonss 43 (6352,5 sl pidgis 4 yui



OhlKas 5 Ldpw

oD Bl s 295 L (gl Jglore 5l 0niSl el S
GC & g sy V pl SopgSee dowgey ordptias 6

o 1 S sl Y b i) o

g o Jsesd 0 pg/ml g5l w90 1 i) Ls Ve m
plo> )3 (w9 4b 4V Ml oo b Sod il (gladnd
IVl gl b Gl L plojen .85 )18 gl 3
ga3 Jolomo (193 41 (o] 42 g S 9,50 aliusg 4 el ekl
o 38 gl ez o st polito s el 105 G0y
Wil YU camity g s b JI Pl 5l sl S
Osmdgel SO ol ) Cawl ol ookl 801 Re— b
2 (oadpisy 56 plpiea) gl P ) hhd Jols
aleil dbyo cal )3 b LS5 (Atugey 18) diges (ol Jgloxe
Pl (oasSgl sl M) JI 58 09 @ (o 56 5 Jgeus
Gy b 9 4855 0 Do &y gl gel Joloxo cpl s 95 00
0SS J ol g 58 9o b s oyl aids yy y93 Be ¢
09 4 Gy Jglome pl (sl g gl S8
b o S5 bojuw cod @By Y e 4y 5 Jile o plos
2 2ol 0)ad Sy g0ty (o] Jsloe YL 58) T
4 I aols ol ol el 29 gld o Jsloxe oY
O ulogd glos byl Jloel Sl g Jiite (5,505 dlg)
45 Gy GC 4 ol )
(s (cladipar (¢ilwoslo]

ML (poe G9) (b Jous 5l p)5 Y il Jous iges
Ggolyd plos ;0 4 do ¥ de & g A 3.8, ylade Ol 510+
gl 1ld (g 1] Gty (S Jolomo b 85 )5
A5 12l 39 (hey b Jobxe cpl 51V ml (g4,

(ORIl n) agsgles 1Y ml iaedobes Joloxe
&l 38 s 5 45 38, Voo MG e O gy
A5 12l 39 (hey b Jobxe cpl 51V ml (g5,

Y QMU Y b)w ﬂtv;.éh JlM)

(oS skl JuS70 o) 55U 36 ol ol 5 s
Oleeds (£23/23) LalB e 5 ool yieg e YO
Aoliyy b oolaiwl dady o) Jeo ) b b S B
O 4B Y Sde 4y £ °C gl slod Jolis im0 olod
488> O Gde 4 Coles 40 9 YO+ °C UV °C/min ce oo b
célw Buronda Jao @golyd plos S 05 Led (] )0 (i8g5
Oy YO (29 olF g FomghS B0 63 L L
3)90 dges Jolxo ) 01 gl el Mo (55lu gl el (s
(M) ydssSen Voo SpgySen Sy 2,5 )5 olic
ges Jolono (19)3 4 0xiS gl gl Mo 3y 5 sl ool
Ogieala ) L S5 p S5 5 (g5l 9 (ogmdgel iS5 41 0)
Sy See 93,0) LAd a3 )54 GC & diged 32,5 sy

(omdg Sl

el i)

9o 5 USAEME (jg) & glygcl o)l () sl
Gl s oall Ol 5w g popSiw J cla M g4
Qg b bl b Jloel Gaolyd ailobw b Mo 5l diwd 93 2
Bl ol s s ptiges (olad o9 o] Cglize JISs
Do o 031> pidgl i 40 &S Cuwl glatio o

1 i Kies slo Yo b gl il
R P95 B ol Lges Jolwe I (ml) ) e V-
b joyile gladed dg o > Jsess (ng/ml) i) Lo
B 18 Cgolyd plas )DL g M Ay, VY ml poe
g 4 gl P 1V plaogold gl b plojen
2 bGP ges Jglre (9,0 4 ol 4 g S See
38) oSzl el JMo 525 lilad Jols (g gol S oy
2 a5 S (g ) wged (o] Jolomo 5 (3154
) JT58 G0 4 2l 58 5 Jsess glsl ls po
@ oo cpl g dlbepe )3 0900 plodl (oSSl
B ad ot il addy pyed ¥+ e oy bog 4y O s

(JARC) Loonss y> (6352,5 (sl pidgss & pui



Gl ialoil slas ulply 5 Bls 1) wge s sl ol s e
2 doialejl slass ol (ials 1) b, (ilodinae sl p3Y
S so Apelono Y el 3 eslizal b JolS JU,556 2o
ool iy cnl 3 el Galesl 390 slaele Slasi )
D oz Jols Jole ¥ 51 sl sl ialojl 5 boadllas
o 5 gol Jlosl ploj «Soi clale Sl el
ol ab 03l et She glipnl 033l «gjlegigmdgal
015 o3ysl V Jsin > byl (i) gslaw 5 slos da fuls
Vel Jlygsl ik sl ol ggemme 53 cnl by ol
@D il sl sl Gimgsy 3 i 12l bl (fr=)
Wbl oo Canddy pi dolee b a8 ¢ Jgous 2zl il objL ¢ b,

w85 s 537 (Fely) (oled o Olsiea

ER = Dsed s y.. (\)

No

B g6 b o g 5 alis doJole ) Sy

b
v | g | alid Jole
Yoo omb
o | Yo | T CC) s3lorgmdsal slos
Yoo | oo t (@i33) Sgal b e
V0. | 0 | E | (ML) easS gl g Pl pxe
o . S| (e s ) Seas cile

.)‘J.x.;no 9 5‘_;ﬂ }l.é ).} L‘A*]U] dle}A .)‘J.x..; Ilscd slas ui‘ 2
rsle ool gl ) L3 L Jgle 5 el ola o
byt sl 5ol o s sl s o o
Wl 0ab 035l Y Jgdn )
ol Cowddy Jho o)l yelaie 4 g laodly (ol )y (6lp
Design Expert 7.1.3 158l 5,5 aluwgds aaoes &olel oo
"ol ly Jelo ool 1 sl 00d 03,9l ¥ Jgaz 53 g druslone
s olly duslio (sl igefl 4 AF Jliia (ANOVA)

o (Sl gdpol liinly Seo o piiialis g jlodig

Cou g Wzl
0diiS gyl Mo ol

> il sl cnlio o418 ] il Mo lseil 4
Slobis b ()53l g 55390 oS 5 gzl 1> Y LUl
DY 9NV Jab a5 o oS el ola Sy o ke il 4520
B AV IS b g tasle ola M iyl
e VoY g/ml JBe b (alSe-Jloy (g/ml) il e 5
g/l J&e L olslsyS1s 5 O g/ml J&e b (50,8
oty glas wluly 038 L5 (ilesl 5)50 VEYY
da M cpl cp ) ol o odly ol ) S > 48 sl
el szt 309,85l eslatal b glsel a3l oYL
oRg ol ) cuslie 0aliS lsinl Mo plgisas oplpl

A
2
3 5
l r-
b
= Y-l
a i )
g A5 2%
2 3 kL A ]:3
= 2 ,._1: %
Abewgey Joord glyetl glodily p ghysel I g5 31 Y USS
USAEME 3,
e slofole (lolis

Joli e Il G b N Sbye (6l (Jgene poboay

I odegl o iSeny g i (ladels) lodols
HcopmS Llg) ol (x93 JlysSl oilojl (slagsbo
hb” adls degazme i ;0 lag b ol [VV] 24 o o3litu!
295 sz dluoges 1505 41,37 wS ogeS wle ™ ool

1. Screening

5. Extraction recovery (ER) 6. Response

2. Two-level full (or fractional) factorial design
7. Analysis of variance (ANOVA)

4. Chemometrics
8. F-value

3. Experimental design

(JARC) Lonss 43 (6352,5 sl pidgis 4 yui



OhlKas 5 Ldpw

G VR L ol e gl el ola Bl Ll ly b dles
VAN L5 g ol (ool Jdo (109 o odid LS 4
s )3 5l (4655) s 51 il oo ol L F S 05 Jlass!
a8 amd o i ¢ 000l geS (s Jlis ) 'p jlade il g
(dele pg> Olgs b daJole (yiiSwnp ¢ Jituno Jole) 51 S5
O35 e S SN e VLD slalade 5 sl o
Jos Josa ol g pols Juo 3)50 53 sl Jlais g0 il
gl oloj Jitus Jole 93 Jold aoe Il (i)l
shelegd GiSeay aw (E) saiSlsl S e g (1)
TES 4 TS THE _Lole 4w LS piy 4w o tS 4E TS
o35y fhe g e S 9 T E d Jole ¥ plply s

At gl il

oo slofole (siludigy
st ) die balpd e g By DB deme Sl
gaw slagsb) pgs a2y sl Jas ) odlitul (e slaJols
8,5 )i )3 ol o sl s 53 31 i Lol 53 & (oly
23 % (CCD) 55550 oS pe ik wcunl Jolito 5500
DA Il pslaio ol sl gl o slag b 0 208
e [Ve ] ogmbiy 5 Sl g )l s sl b
o5 oyt o 2 o e (5] Cadts (sl el iy
5o Sre ok Sy 3l Gimggy ol )3 el sy (S
phdyr w0l odlil phis g JUsS e
odalie bl plad (gl 0l 03] (o3 gy 1 (0l i)l
ol )l 15 alols S 3 ik (65550 il &S o
b dele Gl JUsS o)l ok So )3 (izen A8 (e
So Jold 380 S b 08 byl laale b | Jiiune
(N, =21) o)l )b o (N;=2) T oo 93 JbsiS B 5
(No) 2ok 35 0 )3 ol yige o8 ol (451,55 bl I (slas goore
2GSy e Jols L& I glasgorme & g jb 55 50 0iL,
2 i 290 Sdele sl £ g 09 o S by ole I Sy

Jol5 JUyesl b o sle ¥ o>

s G)LN’:’
el S|E|t | T
oo
S EN R \
N EYEN RN v
R EIERE ¥
wos |y |y [ [ ¥
INER -V |- \ \ I
aA-f -\ \ \ \ 4
R y
REEYEEEE A
avyy \ \ \ \ 1
R EIENEY Y
A YA \ \ =V =) ARl
#0104 \ -\ \ \ V'Y
MEY v v [y ] o vy
EATAY4 \ \ \ -\ V¥
v, 4 \ -\ \ -\ VO
Ay =V =Y ) \ \#
gl st

Jo JlygSl ok (uilyly Jlos ¥ Jgu

= p-value’ | F-value' oeibee Q)i Eyone &
ool a6l baw | owb)ly
oo ETRARYA VAL | VPV YR VY | YeeVOYY Model
ol | cavA [ e [ ooy [ Y T
oo | e ey [ eesay [y | sy T
oo | oYY [avaay [ avadAas [ ) [ aradas E
el | FVEY [ ogsn | sony | 5041 s
ol | om0 [ A [ avyay [y ] avrey Tt
e | oyna [ voes [ yemy [y ] veany TE
00 00 | OVAYY | OVFNY \ MY TS
oo | YA [ asvE [ haonsa | ) | vasse {E
oo | eI [ vagya [aaeyvas [ ) | vagras S
oo | oY [avay [hasaar [y [ vasaar | TeE
oo | v [avtas [avvpes | ) | oaerpee |oTis
wee | vy [ vevar [aevees [y [ e [ TEs
q,A44 Y Yq,£44 Residual
1o | vovsars | Comecsd
ot millg b Jow (illy ammlio sl o33] -

5L s i 5 45 90 S F ade saalie Jlzsl Y
eSiloe (sl ot s JS lodlll oY

1. p-value 2. Response surface

Y QMU Y b)w 5&2&% JlM)

3. Box and Wilson

4. Two-level factorial design

(JARC) Loonss y> (6352,5 (sl pidgss & pui




S8 S5y S o b gl g 5 alis da e ¥ Sy

i alis Jole
+o | ) . -V | -a
NEEIEEENE (C) & joppgmdsdl slos
v lwaw ] a s | (45,39 ol b e
Ve far P e [ v R | el g o
O | B YO N ] e S (ol 539 do o) S clale

S8 S e Syl gl 0 Joe

o (Sl gdpol liinly Seo o piiialis g jlodig

ks s i) 6550 S b Sl
Ll oo Canddy ¥ dales jl o)k gyl 1300 ()50 dlad duls
e £ Yl e il d el 3
a= 3N (v)
S ok il bl gohe 5 6L ore sladels ¥ s
e S e s nlS sl e ol G555
(N=251) (38 JlygS )b S Jols (558 (535 30 S 50
5 b onl ! el lagilegl JS sl . 485 S,
oinlejl & Clussl b eoplplo [YV] bl o conday 5 dlslee

wk| s | E|e|T | ™ Sbagl 9 gk puple Cal YV L ply iyl 3550 5185
* - L“.T =
o Gl 080l B Jgi 1> dogyye
YABA +o \
N=N.+N_ +N, (v)
ST ¥ )
ony | o |y [y | » N8 py 5 edlaiwl b g odel Cawddy (glrdzeis wlwly
avy | | [ o . sine pgd dx ) Funly pdaw Jie S Design Expert 7.1.3
Weo | -a 5 loosls b &5 jSes8 cwls pas 5 SYLF el e
SOV | -V | -) \ \ & 5‘_;Lo] )_»l ¥ JAL» &S JJ.A Oﬂl A ol sl caslize 3
YO N - -0 \4 Yd,\.\;,\f In).é Jo ) £9d d>)d )_»l 99 culnl.c 92 u»ufwh)) 92
[ N W A ) ) B A ol 0 03l i ¥ dlolee > o
weel [ i y=b,tb, T+b,t+b .E+b,S+b Tt+b ES+b T>+b E? (¥)
.0 f Ve
YA Y| Y N
! b,= A\ b= fY; b=~ Y4, b= ¥)); b= - V¥
AFAR - VY
b.=-\+fA;b = YAA; b= -¥Af; b= -V V¥
A e Al by d(gesl) gl bl edimslis y b 4
- ¢ . g > 3 Ju’..ﬁ.) N e} ‘a )l&ﬂ .}
R W ’(CN“‘)CW R SRS ’
o | o > Alise gl Gllae Hlude oS wiwd wlps b U b g sl |
ANFY \s oL Cute colps o s Fuol p 1) Jae SMes 43U
AR+ A WY 9 )l eiituns 53U gl dloz ol Hlde L1314 Aimd e
SENY - YA o )lai )00 dlon il sy a5 AS o asuidie bie Colpd
MYy Py 14 e sl 005 039l )3 A4S 39 oo WSE Cat D Frsly yuS
ASY vl v e 2383015 (5 Jpie) el Jos s 3 Jo F
ABAE v Jde a8 3yl dgng 7w oY Jloin ! s dox] )d el Jdo (09
el il Tadgs 5l b il ol L F
1. Lack of fit (lof) 2. Coded form 3. Noise
AY ol oY ylod ot Jlw (JARC) Lonss 43 (6352,5 sl pidgis 4 yui



OhlKas 5 Ldpw

5 EYY ol oy s bl Glsul .ol Jae ol
Jre (10F) ool pas sl ZONY b plyy Jao 'y o
@ Eyeme Sl Cadlie g Sl Jro Comal lie (1 6,500
Jole 1 jlade o jd 1 Sbo Fewly 0l 03l (59 ldl o]
ol o)) canlize lade
&S o b 1y Jhe (39 peixe dof (lp (F)V) F o
e CutS Gl cly &S cwl (6500 jlxe Leverage
SIIY] 39500 84 Lislojl (g yw SO 5l o (25 @leMbl
Sl dde @y cpl o il SO L ly dais S Leverage
cuwslio 3yl YU Leverage o5 (glaladi .05 o joue dlais QT
Sedbl abais T b ol o o laiio e (sllas o 311 5 eons
IVY] )88 o 5 Jdo p cadiay s opl ail audly 2459
il 9o Leverage (slajlaio plos oS s o lis ¥ S5
Glojlatio e (gllas b Cunliol dlads g ¢yl plis At + VO

..))‘JJ .)9>9 J..\A »

1.00
0.75 m L] = =
% sm"m mm = m® ]
& 0.50
>
(]
— L =
0.25
L] = =8 ]
0.00
T — T
1 5 9 13 17 21
Run number

SF &S ib 2 pgd a2y Jio ol Leverage jges ¥ JS5

slosges ] wlizal b iSony (KOS s sl

5505 (ol 3 [V 5 V¥ ] ol 0 dpuo g5 Gl g (gdmsds
il 3 1) Blhae lacuys (npS)n 8 Qb Ser
bty Sigdige 5 ol o Jfrged sl >
Sl & S () (2lod 9 b) Gy (sl puss 503

S8 &S o S0 i uibyly Jlod £ gl

a8 Ol 420 Egee | gae
p-value [F-value -
Cenod] ey (gl3l] ey | i)l
P B S AR AV T N A RVES 0 N W R P X ) 2 E KN
RS YA S A ofY | OfY T
osl [ cAAA e A \ o T
P R N IR T S IR AT W R R 4 Y L E
oo | oYY | FAF [ AYYEE | Y | AYYeE S
P R IR L VEA B ¢ Y2 W R B d A AL Tt
N IR A G T I /- RO BT\ & S B AT\ 04 ES
PO RS <8 MRRTAN S B 5 AV SN IR N S AV T
oo | oYL OYE | oavFe | Y | avFo E’
oo | A | YRAA | YAYSO | Y | YAYD TtS
YAYO | VY| Y-<Ae | Residual
- | eeava | FAY | YOYY | V| \YEPe |Lack of Fit
700 A\ Yfha Pure Error
Yo | yeqyy | Corected
total

rSbe Bkl 2 55 e | lne o8 (R?) e
1wl ool Cowdds O slne a8 ol + A b ol ol Jao

RZ =1 SSresid (&))
SSmodel+SSTotal
Ssmodel 9 ‘OJJLOLFBLJ UL’U)A &M Ssresid ‘dJ')l’w L)" )'3

St Sl 5> e Sl Jo lngge gans
Olyss jl glmo laicas Jole oyl .col adjusted-R* ¢ Jao
b o Jole (pl jlade g 0 ad)S b5 3 Sl SlLI js
£ dbleo | oalazwl bbb o ialS Jio Mes sl i3l

ol odal Cundas < AYOY L ply Jole opl lade

adj—R?=1-— [(Ssresid)/(Ssresid_ssmodel)] )

dfyesid dfyesid+dfmodel

arndf g bl Bl (ol 4y A bles ol 5

1. Coefficient of variance (CV)

Y QMU Y b)w 5&2&% JlM)

AR

(JARC) Loonss y> (6352,5 (sl pidgss & pui



o3zl b oo (sla Jole aio (sl lao o3l Camdes (glp

ol Design Expert 7.1.3 158l 55 (¢5lwdinge Sisu jl
2l o Sy 5l (SasS a b slosizgy 2l
imi> 565l (Nelder-Mead) ¥ uSlosw (bl SO
Eopd B b il Sl b il @ oy gt
g S VT ok U Jele iy alais ull (Y5 350
cdale gl 7V 0 w0usS gl sl M glsil po sl
Oloj sly 488> A g (gjlugygmdgel (slod (ol ¥0 °C g Sl

{F JS8) ol iy

® L 2
30 45 8 17
T=45°C t=9 min
L 2 L 2
36 83 1.00 4.00
E=73.0pL S =1.50 %WNV
-
62.08 98.05
Recovery (%) = 100.07

Ligsyo s 5 cgooly ool gy sl yliie Silos inlos ¥ S5

o (Sl gdpol liinly Seo o piiialis g jlodig

S Jby> 9500 ) 905 59y M GES Ry Jole 9
(55530 Aol Jgose ysbor) oy ghaw o > baJale plo
aoles) Jao doles &y dogi b eoplpl (g o aily oS5 ol
gl Mo 02) ES 5 (Lo-gloj) tT (28 o2 92 (8
cunlio el g (gla ivie wuw) (gl (Sed clale—oais
LA 0oy asuis
gl b3k 28 5 B ole 93 plojen b il IS8
03jl oS glysinl Mo woes il s o i Jgew
e oRIPl Ly Cul pod d )y doxie o gl Sl
b GBI g gzl Lbib AT UL 4 YF 1 5,18
J8 5 Jgess 5l sy ylado 398 (o0 crga B (I8 el ol
oS> s 95 gl el (059)8) 3B s 4
& (eSa cul (s gt glygal 0jb p Sas 5
ol bl Ses cdale (BIBILE 55,5 slajlide )
IS sl oSy gy E 5SS slaluio ;o Gl b o
035b p (silwsmdgel (slod g gl yp oloj Jale g5 45U b,
ooy Lil3dl b YU claled ,3 5,38 o Linles & 1) g5l
lod Lials' b ylidy el Ll b o (3l b5k (65w cygmd ol
Ol oml sbled 3 1) (pSep Jl g WS (0 0 guylia
9 Fomk gohw T jui sy Slg oo (aolitie W9 20300

Dgd 0D i Pt YL

(T=34°C;t=8min)

Recovery

(E = 60 puL; S = 2.50 %W/V)

b

Recovery (%)

h=]

= %
Temperature (OC)

A

(1) ol e o 3 (T) 5 eyl 51a3 [ dS) S Bl 5 (E) o0 il o on (cll 52 s g ¥ IS5

1. Penalty function 2. Downbhill simplex

\Y

(JARC) Lonss 43 (6352,5 sl pidgis 4 yui



OhlKas 5 Ldpw

0ytS g (55,5t ¢ Jgin ledMbl G .l 00 03
S5 slabyy plo 5l e Ghmgh ool )3 0ad al)l (g, (Jas
B g by plo jl e 35 gy €83 Canl Y Jgix 53 00
zhysl oy (ol piy958l sl HPLC-UV g, b duslio

el yiaS Jgers badlss Gl (gl yg) plw 4 Cd

> (glodiga 4o

GB9) SrphRS oen g ol Ol adlas
Jue i gl b B S )15 lejl 2)50 Saelil o
Jsos 3 o)l b5 31 g cidalsl ol g Lonsib
P95 03193 9 45 (Slewl) 039381 lndiges 4 Joous ) pg/ml
S92 ey ol b el ladiges ples g9y p JelSysboes
g odel Cawddy (s o objl s LSS b dw dges b
03)5l A Jgda )3 (i sladiges gly (oo 5 liiliusl Bl ]
GC 4355 5l ool comday slapl S5ilog,S Cpinpen Cal 0
3 ok Kool iealtl Ul g o md Jgloeo ¢ sabs
okt o3l ol g 5 o il D (gla IS

Ay 8las i)
do bl Jale Jold gy slarjod (Suwls pB)
Sl o gl Dl 5 s sl 0528 il Sl
o e bl o0l Jolomo Ve ml Sl Jses gl el
absles 3l ookl b (65lu S5l s el covddy ) (sladsus

Aol Cawddy o) pg/ml b ol Y

(v)

3Sy

LOD =

3,1kl CBlouil S, ¢ il )il as LOD (558 alsleo 4

o Cwl gdbds ) dste Cod an g bl LS
G5 d gl Ve gty & (LOQ) a5 (s pSojll
b gdbdr,d (gode Cawl o) pg/ml plyy 250 0 hyypa
oS 1> loclale | oo 3 )bl oo A 3 odlizl
ARl o] (R?) o capd g sy -0 )=00 pg/ml
(RSD) oo 3,5kl Bl youil glive o gy 35 el Cawday
il 29 INY plp ele (63550 blE 53 )5 0l
YAV § 187F plp e gy silose ol g (o
slapinghy plo b pole gy Jleol auglie 4d dusloxe

YV dgse ) Jgess s pS0jlal g glzeil sl (LS oad plosl

Jooss 65 0}l g gl sl gl oad plosl slasbey plo b o auglie g b9y (Stunls pB)l V' Joa>

LDR'

o | IV R | RR@e | e | ok | RSD _ LODﬁ B9 )
S3bwaints Bl oy | (aio) | (P (gml™) | (ugml!) | ajes | Gl
“’:Z DOE” -449f a7 f YAY Q \Y STARE epee GC-FID USAEME
] OAT " | .42344 | 29,8V« - - AREEN A \-0- £S5 $b ) | HPLC-UV -
[¥] OAT - - - £ - - - HPLC-UV MAE
[6] DOE < A4FF Ad= e - Y. £IvY ZYO-AVYO \AY GC-FID | HD-HSME
[#] OAT <4y I - Yo <y DRV R 25 ¥A - GC-FID SPME
[v] OAT <49V - - \- - < 0-Y - - UV-Vis LLE
[A] OAT <444 8-\ . p - Y. ) f =Y oo 0 GC-FID |[SPE,HD, LLE
[9] OAT 444 A - - Y0 YRRy = 4 oo \Y LC-FD -
Oles oo iie =Y Glalejl (LB i 00 o QLT sl Bl Y Ly s 0nnS Y (gl S8Tas )

Y QMU Y b)w £&2&h JlM)

\Y

(JARC) Loonss y> (6352,5 (sl pidgss & pui




o (Sl gdpol liinly Seo o piiialis g jlodig

@ o |
Il | e
{ { =
10 (| 10 it =
|‘ J I
—_— |
] }
5 = 8 ‘ -
Il i I g
| il =
( ( il i
0 AR (- 0 7L-—'\—J _LL—__
] ] 10 15 ° . = $ 0 5 10 15
Retention time (min) Retention time (min) Retention time (min)

e Jabro (2) 5 s o () s b ot Sl aueldl U () 51 GC-FID lapl Silog,s 0 IS5

o Jole LS ony sdalie Coje ilefl (b (554,
a ool 3lass o0 508" (sl bl Jule (sjlodiage iz
Do o ol wpo sl ole & 3l L5 ladomsss ol
Ggolyp sl glod 5 oloj S il 0l gl et
wps Gl ase s cod ) cnl xS e s
2 AP L sl Sl g o5l L s sladiges
b sldiged 10 Jgou (650510l e pl pli .l odmliie ladoes
Sy (e gy (3)d Sl oo wldie lagp Sle
bl Jhaie Ol )3 ond 4 Jgew slad laslial 5 oolil b
ol g0 0l Wl gy a8 dad o lis aases IS jebody 344
Conl Canj bae j3C009d 9 i30S @y ol (g}
Wile gl sagd plo Gl (wle (iRl N5
b sladiges > Jgass s y:Se5ll sl SPE 5 SPME .LLE

5L bt sla o

[1] Thompson, R.D.; Carlson, M.; J. Pharm.
Biomed. Anal., 7, 1199-1206, 1989.

[2] Beer, A.M.; Lukanov, J.; Sagorchev, P;
Phytomedicine, 14, 65-69, 2007.

[3] Del Nobile, M.A.; Conte, A.; Incoronato, A.L.;
Panza, O.; J. Food Eng., 89, 57-63, 2008.

[4] Gujar, J.G.; Wagh, S.J.; Gaikar, V.G.; Sep.
Purif. Technol., 70, 257-264, 2010.

[5] Kiyanpour, V.; Fakhari, A.R.; Alizadeh, R.;

s> glbdiges 450 odel Cuvddy gloas A Jod>

\¥

bt cdalé cdale
RSD o i s
(%) (e odul 039 38| adgl SR> Do
(%) | (ugml") | (ug ml™)
£4 NAY 3 <ejeed sk Jos
[0 qepee \ Y. 4,'..9..'2‘;)[.@.) J}bu
\f aA-f \ <epee Sowelal Sl
S 35 Ao

5 zlpasl ly USAEME-GC-FID ol s,

gi by Jsloeo ol s sladiged ) Jgeud (50l
Ooms Sl oiBgh ol 3 S aB)S S Saelsl O
sk Sl el by sileaire 5 P laele
ool oad sl (58 e Sy g o5 JLygS

&l

Asghari, B.; Jalali-Heravi, M.; Talanta, 79,
695-699, 2009.

[6] Kohlert, C.; Abel, G.; Schmid, E.; Veit, M.; J.
Chromatogr. B., 767, 11-18, 2002.

[7] Backheet, E.Y.; Phytochem. Anal., 9, 134-
140, 1998.

[8] Nozal, M.J.; Bernal, J.L.; Jimenez, J.J.; Gon-
zalez, M.J.; Higes, M.; J. Chromatogr. A.,
954,207-215, 2002.

(JARC) Lonss 43 (6352,5 sl pidgis 4 yui




OhlKas 5 Ldpw

[9] Vinas, P.; Soler-Romera, M.J.; Hernandez-
Cordoba, M.; Talanta; 69, 1063-1067, 2006.

[10]Anthemidis, A.N.; Themelis, D.G.; Staris,
J.A.; Talanta, 54, 37-43, 2001.

[11]Regueiro, J.; Llompart, M.; Garcia-Jares, C.;
Garcia-Monteagudo, J.C.; Cela, R.; J. Chro-
matogr. A., 1190, 27-38, 2008.

[12]Saleh, A.; Yamini, Y.; Faraji, M.; Rezace, M.;
Ghambarian, M.; J. Chromatogr. A., 1216,
6673-6679, 2009.

[13]Fontana, A.R.; Patil, S.H.; Banerjee, K.; Al-
tamirano, J.C.; J. Agric. Food Chem., 58,
4576-4581, 2010.

[14]Ozcan, S.; Tor, A.; Aydin, M.E.; Water Res.,
43, 4269-4277, 2009.

[15]Ma, J.J.; Du, X.; Zhang, J.W.; Li, J.C.; Wang,
L.Z.; Talanta, 80, 980-984, 2009.

[16]Ozcan, S.; Tor, A.; Aydin, M.E.; Anal. Chim.
Acta, 647, 182-188, 2009.

[17]Sereshti, H.; Karimi, M.; Samadi, S.; J. Chro-
matogr. A., 1216, 198-204, 2009.

[18]Rosa, P.A.J.; Azevedo, A.M.; Aires-Barros,
M.R.; J. Chromatogr. A., 1141, 50-60, 2007.

Y uumqu Y n)l.mi} ﬂtv&h JlM)

VO

[19]Goncalves, C.; Carvalho, J.J.; Azenha, M.A.;
Alpendurada, M.F.; J. Chromatogr. A., 1110,
6-14, 2006.

[20]Stalikas, C.; Fiamegos, Y.; Sakkas, V.; Albanis,
T.; J. Chromatogr. A., 1216, 175-189, 2009.

[21]Angelopoulos, P.; Evangelaras, H.; Kouk-
ouvinos, C.; Stat. J.; Plan. Infer., 139, 2010-
2013, 2009.

[22]Brereton, R.G.; Chemometrics: Data Analysis
for the Laboratory and Chemical Plant, John
Wiley & Sons Ltd, Chichester, UK, 2003.

[23]Jalali-Heravi, M.; Parastar, H.; Ebrahimi-Na-
jafabadi, H.; J. Chromatogr. A., 1216, 6088-
6097, 2009.

[24]Bianchi, F.; Careri, M.; Mangia, A.; Mattaro-
zzi, M.; Musci, M.; J. Chromatogr. A., 1196,
41-45, 2008.

[25]Zhou, Y.; Song, J.Z.; Choi, FFK.; Wu, H.E,;
Qiao, C.F.; Ding, L.S.; Gesang, S.L.; Xu, H.X;
J. Chromatogr. A., 1216, 7013-7023, 2009.

[26]Montgomery, D.C.; Design and Analysis of
Experiments, 5th ed., Wiley, NewYork, USA,
2001.

(JARC) Loonss y> (6352,5 (sl pidgss & pui



JARC

Multivariate optimization of ultrasound-assisted emulsification
microextraction for extraction of thymol in food and drug samples

H. Sereshti*, Y. Izadmanesh® and S. Samadi?

1. Associate Prof. of Analytical Chemistry, Faculty of Chemistry, College of Science, Tehran University,
Tehran, Iran
2. PhD student in Analytical Chemistry, Faculty of Chemistry, College of Science, Tehran University,

Tehran, Iran

Recieved: April 2013, Revised: May 2013, Accepted: May 2013

Abstract: Ultrasound-assisted emulsification microextraction followed by gas chromatography-
flame ionization detector (USAEME-GC-FID) was used for determination of thymol in natural
honey and mouthwash solution. The effects of various parameters affecting the extraction
efficiency, including volume of extraction solvent, salt concentration, emulsification time, and
temperature were investigated simultaneously by a full factorial design. The results showed that
all factors were significant. In the next step, the optimal conditions were obtained by using a
small-central composite design as 73.0 pL for volume of extraction solvent; 1.50 (w/v%) for salt
concentration, 45 °C for emulsification temperature, and 9 min for emulsification time. The limit
of detection (LOD) was 0.001 pg ml-1. The linear dynamic range (LDR) was 0.01-50 pg ml-1 with
determination coefficient (R?) of 0.9994. The relative standard deviation (RSD %) was 1.22 %.
Comparing with other previously reported studies, the proposed method is an efficient, fast, simple,

low cost, and good alternative for determination of thymol.

Keywords: Ultrasound-assisted emulsification microextraction, Experimental design, Gas

chromatography, Thymol
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