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Abstract

Steroid was hormone which was produced in adrenal glands and was present in
medicine-pills for increase properties of a medicine. Therefore, group of research had a purpose
to determine dexamethasone in medicine-pills by High Performance Liquid Chromatography.
Chromatographic separation were performed on a C-18 (150 mm x 4.6 mm i.d.) column using
buffer solution ; acetonitrile : methanol mixed in the ratio of 1.73 : 1.16 :1 respectively as mobile
phase, flow rate at 0.5 mL/min and the detector was UV detector at 254 nm. From this study, to
experience medicine-pills had the most of dexamethasone was Klai Sen Wat Pho (12.41 ppm) and
the second was Ngeu-ak Pla Mho(7.13 ppm) and Pha Ya Meu Lek (3.76 ppm) respectively and
this study showed that High Performance Liquid Chromatography was simple rapid and reliable
analytical method to determine dexamethasone in medicine-pills. The linearity of result was
0.9997, the precision was (SD) 9818.14, the percentage of standard precision was (%RSD)
0.5069 %, the spiked recovery for dexamethasone was 104.23 % , LOD was 0.0543 and LOQ
was 0.1811.
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wAlla HPLC U idandoun (Mobile phase) ¥t Ll“l.lf’]\ﬂ‘ﬂﬁUﬂzgﬂﬂMWTHﬂﬂﬁﬂulwﬂﬂ’lﬁ

]
=1

= o T EY d & o ¥ o T . A o r b
ﬂlﬂuﬂﬂﬂﬁﬁ?‘ﬂ'JUBHﬂ’IﬂﬂJBQI.HNWﬂﬂ']ﬂu']ﬂlﬂulﬂﬁﬂﬂﬂﬂﬂ (Stationary phase) 1“89’]3@U1Q%’3!ﬁu

L]

'3 =Y 1 "o 3 =Y = 3/ =
asnliznaunmesianymeeylugilvearial sgmindngszvuilndlasmsRadimliuas

$rfafyafia (njector) Aoudgnods! uazuwsnsznedgsyuuns lva nihiveuna
A PR 3 al ] 1 Qs e o Y a 4 ’ =Y
wasuh Ao Anedleisluuae aiuaednl Mlvdinamsuenesnlsenouudazriiananin
Qr a J ] d' = 4 Y an 4 Y 1 s |
flu swiloauinanuuanayesIinailo s uasnisvesewmlszneutmndagiug
4 4d ¢ ¥ e 1A a o o b ﬂ
ez ananu uanzpantsznausz InaausisuRa aunTetoananilarenenn il Futlu
[] ] = =7 ] P wa o .. . [
nadmlvgvesmsdums ifudinariilunaauifiawizda (Characteristic time) YoauAaz
[ [ da as o z a o
13 ugiaee 15Aadassedaszienneldanizuadeuusanmsuentiv asunytiani
sy 3} = Qs 9/ g} ar = as 9 [ 9 @ a
paauiia Indinesiu o199z Idnawen IndiRestusunamsiugoudu 1a ngTaenalin
- [ [ = o A a0 g Py A ar T :
edestumsnen Ae adnlsznoulafaunsainaduasnse viemunsonseaediey ludu
1@ 1 =1 v o$ ] qQr v ar E;.d
voulaagiui 1danhnee ldnaegluneduiilduiundy uazlunansatud arslanil
. . A o ' & ] Ay oo
interaction ¥30AM1IANIZIWA DY IuFUVOUWMATOUT 1AAND ATLQNYE (elute) PONIIN
o 3 o ' Al Y o oY T
andul 1a5n 1 o ldnamlunsdmitiosniniues
[ LY [ ] »d' o oy <
2.2.1 ANHAUSAIBENINTNNTUATIZH
= 4 Y =Y [l a oo P =
HPLC 13130303121 a3 Iananesia 1y a150uns s asisenoun1e®inim Tnd
7 1o =S o a 9 P =1
o7 gounui lowes msUszneuidyaninldde msdsznouisemisen lesouyuiaan
hl I I @ ' e a &Y 1cj d A ) ¥
ylnsluana dsgemihininsgridoailuuoudivisvounad dosazae1d 100 %
o o 3] 4 @ q {4 v w
(399471 ) MIuenmseztlszaunnududldnseomsisamandouniuanaeiu
Qs o - Z 4 = 3 v
mulunedull misdsznaugnusmivezindoud llmuanuenianuavesnedunl Taoimla

waoumdugiw 1



wnanstduenansianuhidmiunslsnuiionisfnwimitu lweygslnilulayssleguaiunism

lunsdlla visdu Bnvanuilludaudadiien wazmetonsdsisaivadenalsynasaninisilvly



wnanstduenansianuhidmiunslsnuiionisfnwimitu lweygslnilulayssleguaiunism

lunsdlla visdu Bnvanuilludaudadiien wazmetonsdsisaivadenalsynasaninisilvly



wnanstduenansianuhidmiunslsnuiionisfnwimitu lweygslnilulayssleguaiunism

lunsdlla visdu Bnvanuilludaudadiien wazmetonsdsisaivadenalsynasaninisilvly



wnanstduenansianuhidmiunslsnuiionisfnwimitu lweygslnilulayssleguaiunism

lunsdlla visdu Bnvanuilludaudadiien wazmetonsdsisaivadenalsynasaninisilvly



5. luarsdudodevasaoduiiniuiuly) mszezi iindedves fittings {H15089157

= 3/

4 v . o 4 I o A
18 Fadaudezdude lsnn liannsongasesi 114 delisesiufatunlsduindniios

3
o s 1

9
iintes unzthiiiegnisoenseninianuauddsldndindla Ing

A W o ar @ A @ dq ¥ @ M A )
6. N1TADNABANULAZAINTIVIA nonNAAUL ITMu Iz auiuau Tunsancy 14
aedul Taolids Sanodmiiume 1daenedud (ludawiodh Detector) Aonunu3sd
1 [ ar %] =§ = 4
MUE AN A Iannaen Iz auduas Neems 1eH

o

7. m3ldaedmiluau HPLC arsndni@es wietloanisnlfsuulasnnudy guvgh

Q@

=

uagdadunauveurmadoun Tavnziiuiu tissnszdlfifamsiadusseyninas
P o [ TN ] T s 4 a s 3 :al
539 Niduaungildifareaiialuaedind asnldsunlasdans nadudy 4 duaz 0.
ml/ min i destunsuldsuulamiudusdiesngiuriy (pressure shock) A5 T¥aamany
F=3 v %] ¢ 14 Y] = o i 9/ o ] a’

wiilumsliaedutiogin nuduilndvesnisiieu uazddeslfanududen 4 anasw e
¥ ¥ 3 a o W L= ' o A
Aean1s 1 udnt191u 71514 Guard column aunsodetiaeigmislFiuvesnedun iffassn

zlununsoslivinageymailszinm 0.5 pm imdhfinsesoynnfiarangaasauiain

¥
= [

» ) r ¥
TUADUMINTOIA 20019 Lazvazdetudidumsnsoudanteuidionat

4 YA I 4 a4 °
8. tinagaegmMs 16 uuesneduy linisldmmaneuniil pi qavsedmin adsld
enadeund pH aglus3 3.5 6.5
Vo - A ' a Y A A oa ¥ Y
9. #5239 180 513 Inanshnie i Tasdaunavinanudu §1nef Susudmizy1d &1
dalinsienniidlygifinis laemalifine desiinis laenielna
' o o yq A4 ad o gy o o a
10. himsunedui I3 luivunsequngifini e dul taseymaiansveounas
o Y as o Y a ' 1 J w 7w 3 d A = 1
nadindu llndun magazdhldidadosiatulunednd dniuninfufigunafisenie 15 -
= @ P 1 o @ o
30 pernrarioe uazny luaniwilon 151 NUned 52100 Liquid solid chromatography 478
@ 9 = i ] o v @ o = - o 9
MILAWNUNL HIDINUADANUTZIIN Reversed phase TuAWiazaedunsa 100% Hudu
¥ o ) Y a Y 4 o 9 @ o @ :iy
dununedul iy 1| dat msAudiedaviazatodaae 15
Q s
APANU15ZAN Normal phase wniy lo Tyaenmu
w o J
ABANULSZINN Revered phase wnuea oz lalulnsa

o o oy . :‘
ApUU5ELAN Ton exchange 11 + 0.005% sodium azide #30 50% wmuealuii



= Qs -='I -=; 3
2.3 19NT1SNHUIVENNIVDI
[ aw A = 3
J.M. Lemus Gallegottaig J. Perez Arroyo [6] na11823 1 39uh 1Afn1n 15 30 19vim
~ = o v ) 9 b
wag it Iaudeawauaz 1assi Inswsy TeomatiaHPLC msuena1sddes1ain 14 Tagls
aodul  C , uagldmndeudiilumsazarotivineswey acetonitrile-NaH,PO,
(10mM)(70:30, v/v) (pH3) 8@31M3 IHavourdmateuiiuazsuma1sinafio Iml/min Loz 20
uL mud1dy vednalumsmdinaveumazasdsznoviinilszuim 0.25 mgn 153
a de o o o 3 = J a )
Anszadi idi lih)szgnaldlumswanduasiziuazldlumsinszimee sz
gt = Y é .dl ¥ o = [ J :; ma ) dl
laTasmsmIsumsazarwaasndawah 1di Tdfouduaundennitmaduasuasgunad
o 1 o~ -5 lé =) T 1 dl 1 L d‘ 73
18010 2 T IndiRveiu Fegoiladnin Idvinnsnanssegluszdunvonsuld Tasly
¥
UM AT INNUITBil
¥
H.Hashem ttag TH. Jira [4] "lﬁ'nmnm‘ismumﬁmﬂumﬁa‘ﬁmnm‘mﬁ'ﬂ, LUNLLAY
= '8 = = = =1 . .
’)Lﬂ‘ﬂxﬂ“rﬂ‘l.]‘ii.l‘lt]&‘lJE]Q’dLﬂfJiE]fJﬁ3 YA 1‘14&11!1!?1 ( Triamcinolone, Prednisolone QY
[ =] o
Dexmethsone) M3afialasld Solid phase extraction (SPE) uudin RP-18 asaiAusoud
o3| ° .
asavae1 1anld HPLC Chromatographic separation 111115111497 Chromelith Taa1d
Performance RP-18¢ column #1015 pack 373 monolithic Usznou esunsariulavgant 14
) ¥
isocratic binary mobile phase Y9985 AZAWUNIUOA (1AZ 1 149031 1:1 Diode array detector
3 1 ¥ "
Fafinnue1nau 264 W1 1w s M3 validated Tidfumshdmsussvufimuzay manuily
Wuass, miud, asida lumsasinda . Sumzioizes, anuasiiuazannuranain Ia31fa
Tumsaswvaoufe 6.25, 6.25, uaz 12.50 11 TuniuAoUSHMMITAIBE1 25 uL MUMIAD M
ada o’dyd ¥ 1 1 'y : ] []
recovery UDIBAATITHINATLH N4 89 D2 101% uazA1Msigoguae 6.86
M.Spangler 1ag E. Mularz [5] Na1I10I2 14T 1AT1EYA20 HPLC ¥iia vy
P [ = o o d!y a o 9 a  a o a  w o
dmsumsaesizimsanam vy Jaludlouni lvpunmweiadusiding uagnandus
a - ' ﬂ 9 Ao ¥ 9 d‘.
msfuds maanuiuduasavesfiasensuumIsulann 3 amazTaslfhnses uv
. o o = o 1 :m as v P ) = I} P
detection 11 240 nm LAZIINFTIATIHIFUHAVAIDI1INHAD 2 YA MVATITAVLTUIUN
[ 3 a ar
739950 14 (LOQ) vaumnyuum Tauniderulumde 0.05% uaz 0.1% lumsasisFaana)
a0 3 a ow o‘g' e dy 1Y 1 9 o 3
mIrudi ldpunmnaniuaid 331 MAuaasmanuiuduass anufisaazanny
- = ar ] ° ¥ ¥ o 1Y ! .
Hawaa MawIondiednesiiladsuazIdanuanysalTasludosldans intemal standard innen

9 a e oSed e o =) = = o
wm Ty 1 e Idkaadasaiilqguamdmans qiiadinsndinieidinds i 1d
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MIAUHUN UV

o~ i A oA =
3.1 Iy Q‘L'ﬂ'im INT9IUO HATZTADIUN

~
3.1.1 Mnv

a d
1. @513 g uanauun T (Dexamethasone, Cp,H,,FO,) 1N5AAATIEH

1UTHT Fluka Chemika

2. Tmdonlalalasunoama (Sodiumdihydrogenphosphate, NaH,PO,)

~ 4 = o . .
NIAINTIEH UTHN Fisher Chemicals

3. Tnunaudoy laasen 1o@ (Potassiumhydroxide, KOH) IN5ANATIZH

158N Asia Pacific Chemicals Limited CAN 000 316 138

= 4 .. = J
4. 9% 103 11 INn38 (Acetonitrile, CH,CN) 1n5A31AT 12 H

1158 Fisher Scientific

5. 1INIUDA (Methanol, CH,OH) tNsA3IAS1ZH USHN Fisher Scientific

¥
6. s emin lonau (deionizd water)

¢ 4 &
3.1.2 gUnyal yazinseiie

1.

1939419531 TNNTIMULLVBUNAIANTTOUL T (High Performance Liquid

Chromatography ; HPLC) 138N Water ; 515 HPLC Pump ; wates486 Tunable

Absorbance Detector

. v 9
R399 IR
. 1R309 pH meter
. DunEs

¢ A ¥
. 9nIalinToun?

3.1.3 a0 A UHUM SISy

3
Y = o = (%
M99 A.514 445 1sInenans anzdInmmans dontumalulad

wizvaundudnammsmanszals

13



3.2 MsAseNmsazae [3]

3.2.1 mam3sumsazawlumonlalolnsnureaia (Nar,PO,) iutu 0.048 Tuars
walmaonlalalasnunammniiuiu 7.4885 nu aghsazden azaiedauiin

smn lessu mladluviadalsymsvuna 1000 Hadans YsudsuasldaadauenilSuns

d

3.2.2 mamssuansazae I nunagonlsasenlsn (KOH) Wt 0.5 Tuars
1 14
FalwunmFouleason lsad1uIu 2.8055 15U 0019aLBA azarualIuii

d5einlessu mladluviadadSmasvuia 100 Tadaas UsulSuaslda@avendSues

3.2.3 myazaeiiiivied
hansazate lodou lale Taswursmadudu 0.048 Tuas nndonldludo

3.2.1 15y pH Mimidy 5.4 Taoldmsazane Tnunadoy leasenlod wudy 0.5 Tuas 7

wioulaluie 3.2.2

324 msazmoandoud {Mobile phase)
asazanemaniouiieion Ty naumsazaoties s ten 1dands 3.2.3
02 Ins I lnsd wazamiuea ludasiau 1.73 : 1,16 : 1 mudidu nsesmsazanonaumeld
5:'1111qn,;npmﬂvhumzm‘uﬂsm"luaauﬁﬁmmazﬁﬂﬂ 0.45 TuTAswns vntuinnldene

Tae14in5 098351 1510 (Ultrasonic bath) i¥uan 30 win

3.2.5 M3ATAWNNTFIMANT UM YU 19U 200 ppm
FaanyuumTzusmau 0.0200 nfu sdnazdon azawlumsazauma
ndeuiiteson1dlude 3.2.4 mldlusadalSumsviia 100 fadans YsulSuasliada
senUTInasdsmsazmemmaioni nissasasmonauned s U MARIUnIEMY
nses lunsuiiawazBun 0.45 Tulaswas vinuiunldene Tasldinteesans Tain

(Ultrasonic bath) 11u1a1 30 i

3.2.6 A3ENIATWINATFIHIANT UM T 194 20, 40, 60, 80 1AL 100 ppm
Tulamsazarsuiasgrumnsuun Tasw 5udu 200 ppm 11 5.0,10.0, 15.0, 20.0
iag 25.0 Gaaaas ldluwadalSumsvuia 50 Haddes UsulSuias 1da@ausnilSuasaan

mIazmammaioui nsosmsazmonaunioldszuugyaInriiunszamnIee luasunil
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¥ )
ANuazEa 0.45 Tulaswas v laeina Tasldnsesdans Totin (Ultrasonic bath)

3 =]
Wual 30 W

3.2.7 1302 2B 1IN IGNNABDH
uagIgnnaou liaz@un Gﬁqﬁymﬁﬂmqﬂﬂaauﬁma:sﬁnﬂuﬁa 0.1200 T 984
azdun azawlumsazarommadouinwion1dlude 3.2.4 mlaluaraSaSurnsunin 100
fadsns UiudSumsliiadaventfinasdvmsazaemanaoud nseasazarsnauneld
sTuLgEMAnunIzanses luaeufiinwaziden 0.45 Tulnsmas i ldeme

Tauldin50a8an31 1441 (Ultrasonic bath) tfuraa 30 w1l

3.2.8 m15asnd spiked sample
tlamisazatediodisnnds 3.2.7 11 10 iadass ldluviaiadTuasuuie
100 A0ddas wumsazatwwIaI e Tswdudy 100 ppm asludlSuiasimiduhnie
' ¥ 9 . T o o 3 g o @ 1
NANUVNTUYDA spiked sample UM InARvInUANAUTUIDIARY NN TyunT TUA 8813070
annaeu YiulFuesIddsdaventsuasdemsazauaniioun nsoeasazaenay
aeldszuuggygimariunszmunses Tuasuiiianuazidoa 045 Tulaswas inifuhunld

2117t Taeldaspadans 1 151in (Ultrasonic bath) ¥luian 30 wid

3.3 mssunninasgnuanauumiey

Ramsazawnas e lsuiimiouente 3.2.6 ¥3uas 10
= = o a 8 o 9 ' ¥ ] = :‘ g
luTasans TasBesdrdusnnanududuiion lln uazudazanududuhmsfiadg 3 ass
& - 9/ a’ -:iw
anzysanseelnsmInnsuunveanaanssauzge Aldiuded
& o .
® ADAWU : C 4 reverse phase kingsorb 5 um C,;, (150 mm x 4.6 mm i.d.}
4 =i as 4
o wlmndoud : msazawivives : exdInslulngd  wmuen
(173 :1.16 : 1)
o dasinialvia 0.5 Ganansaeui
di o ) o ot d; ~
® 17384A57939 : GI-AmmRes Anwaaud 254 w1 luwas
& o o T 4 - ~ ] T
waenns WunasusaanuduRL i sy hui ldRnmdsvewdazany

Y y ¥
WY NUANBIUTUVBUANT 1IN L
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3/ =, < . . .
3.4 MIA510aeUANNF1AVe BN ITH (Validation of Analytical Method) [1]
¥
W& Tasldmdnmeadalsziliunadadl
3.4.1 MIANMIANUTURUEIT 4&H (Linearity)
-9 o 9 [} = 3 =
msasnaaumsnavausInuiuduasa Hldlasiwman lannisan
¥ ¥
AIDTAVATTIHANY UL TruALsaz sEAUA NN (20, 40, 60, 80 LA 100 ppm) 41 3
& 9/ @ @ o v A Adqya =t ' Y ¥
a51 lude 3.3 wasnnsuaasanuduRus sz INRUR AR Nm ATV ILAaZA UYL
o/ o 1 s a L o o
@Ay X) fuanududuveuanyuun lau oy Y) uazimuaadulseansandunus

(Correlation coefficient, Rz) 210

rio Nny—,(Zx)(Zy)' Lo
W)~ - IvE -0 ) )

2

N = $17UA0879

3.4.2 MIAPMIANUTEA (Precision) Y8350 T12H
msnTvdeuANisesitined il Taedaasazaanaspumnaniy
mTuiiaududy 60 ppm Mindonldlude 326 Tauid 7 a¥a mait ldnfuinsuede
(Mean) #1114l 0910111103 314 (Standard deviation, SD) wazA1dosazvesmsifivunnanasgu

2
o Mﬁ‘nf (% Relative standard deviation, % RSD) 310 aUN13 Aoyl

%RSD = [%}Q]x 100

3.4.3 MSANNIANNGNABY (Accuracy) Y8IIBUATIZH
mansavaeuaNugndes 118 Tasfiasazatw spiked sample Tin3un18lude
3.2.8 uazasazamedaet1ei bl didnmsarmnmas g namm Tay Taoving 3 a%q i
hwadt 1A nadosazueens AU (% Recovery)

¥ ¥ . = @ 1A =
% Recovery = AU V04 spiked sample 1Rfe - ANWTUIUTOIFI0E1GUAMRAY x 100

¥ ¥ A A
ﬂ'J'lllﬁllﬁliﬂf@\'lﬂ'\iMTﬂSjWH’ﬂmﬂJﬁﬂqﬂ

- C spikedsample h cnri inaisample
1198 % Recovery = & 7 %100

Cotd
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3.4.4 m3anliadinadigafannsensroTald (Limit of detection, LOD) nazf3ana

=

mgafaunsadnnzild niedasiiadigavesminsieinbalna Taedianugndios uay
anufinaieensuld (Limit of quantification, LOQ)

msmiiaiifadgaveamsaseia uazdinasgefiaunsodianeila m
I8 TasAnmsazmemnaspumns i Isufimion 18lude 3.2.6 udnimai ldunafiens
anuduiusssnianududundofinitniald suanudutuvesmsazmomnanm Ta

nasgu uddiiumiaiiiadigavesnsasieda uazlfinamgaiannia szl an

anmsan bl
3S, 10§,
LOD = % gz LOQ = 7
slope slope

A -
11D S7 A0 IAAALNY y
;

3.5 msayiviadSnasansuumisulumsazawiedsengnnasy
Aamsazmediogrengnnasufinsouainde 3.2.7 USuias 10 Tulasdns Taw

¥ ¥ ¥
mshad 3 a5 miurmidTinasananum lsuludledsognnasu Tafsuduns

IATFIU

e

—y
—
- }
Lo
o
C.
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UnN 4
WHan1sNaand uazmsansrama

¥

S o A af A hd c!y
il ldsunamsnaansaneagy 1Ad il
4.1 plnnsgruvesmsazargiana UM lau
nas e nsum lpwe oy Iamsihasazmenasguenauim
a A a 9
Tarudianududiugig 9 (20, 40, 60, 80 11ag 100 ppm) NATOUAGUANUIINIUVDAANY UM
Ty ludegnganasuinaduaislasn Innnvuuuvearasaussousgs lnsunln
FURERY o P = =
unind Idfidnumzdwaasluzlii 4.1 asieaeuumlaugnueneenitailszuiu 11.00 1A
. o A dagya uyw o y
(retention time, t) uaziiiun ldRnd Idiwasanswduanududuvesmsazawmaignuan
guwn Ty 1dnswlanasgruiduduassdaaaslugalil 4.2 (1438 Linear least square 14
- ar a o v e o (Y 4 v
aumsduas Ae y = 31879x - 18302 uazlimdvlseAnsanduiut ®") iy 0.9997 Faag
P a : ° - 3 =S
Twnashoeusold vintuthavmsiduaseh 188 1Y 15 lumsnlsinaenanam Tauly

»
dretaludunounely

gig

0038

0.06]

std dex -

AU

ngiq

!

\

nao LN,
iy L
———————— T

T D S AL S St W B pa
2.0 100 .00 L 1] tD.00 12.00 1400 16.00 18.00

L

T
2000
L1LR-3}

o

sin 4.1 TasnTnunsuvesmsazaromas gruenanuni lasududuy 100 ppm fidnsimslva

0.5 Ynaaninou1n



I INNIRIg AR UM IT Y
3500000 W
y = 31879x - 18302 x
| R?Z = 0.9997
3000000
2500000 - . -
E) /
2000000 - /
£ -
T -
e
e
1500000 - //
e
i
’l:
f/l
1000000 -
1 /,/
500000 T — + N
o 20 40 60 80 100 120
rrnduduvesmisines gruanarm Tau (ppmd

U7 4.2 nymlinespiuasazaeanag i Ty

[ = d . . .
4.2 minswmauanulylavasIsns 121 (Validation of Analytical Method)
4.2.1 MIANBIANUTUNUTIT 4T (Linearity)
o o doa ) . . ] b4 )
nMsANYIANUFURUTIT U (Linearity) s ld lasiensazany
e geny L TeuiszAuanududunis 9 g 20-100 ppm 1imsiannlsumen
o dy ¥ a L4 9 w o o v J g 3
g T imai lnsinmsinsefinadeasmanudunussznnshiunidns muesunas
Y ¥V oo v W . v - A g Yaa
anududu Auanududuvouansuurii lan Ianswawanslugid 4.2 51014775 Linear least
= ar = Q‘ a a LY a
square 1ABNMSIEUATI 7D y =31879x - 18302 uaziimdudse@nianduius ®") imfiu

é L] ﬂl LY 1] 1
0.9997 Fudlusmifvonsuld R hivesnd 0.990)
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I
A

MINT 4.1 UAAINITNTUTY (ppm) UBSHUT IANTIWNVBINITOZAIENIATT IUANT UUNT [

8y
ANt Yo -
Auildns
fsazaw
WINIGIUANT U 54 %4 24 —
n3afi 1 n¥afi 2 n¥afi3 X+SD
miwu (ppm)
627939.20 =
20 631992.00 624626.50 627199.00
3738.12
1244801.00 £
40 1259018.00 1229888.50 1245496.00
14577.19
1907564.00 +
60 1906308.00 1905602.00 1910781.00
2808.56
2507343.00
80 2507989.00 2507561.50 2506479.00
778.32
3184579.00
100 3197005.00 3171191.00 3185542.00
12933.90

4.2.2 MIANMIANIMNTES (Precision) VoI THANH

MsANHIANUTES (Precision) 10935 3ms12H ansa1 18 Taethasazany
e PRI lsnviaa g wims g 7 ade hnaiidud noams e
(Mean) AID9U11A3§ 1Y (Standard deviation, SD) HayA10sazYRIMSITBUULIATTIY
a u‘ﬁ‘ﬂf (% Relative standard deviation, % RSD)

msazmwmnaspuanuum lsuithuAnymanufiss de asazaiy
WAIgIHans NN 1 Tdudu 60 ppm wait 1801nn1s a1 7 ade warme 13 lumsadt 4.2 3¢
AunAvveshuldns WML 193700500 Aufisuuumasg Sy 9818.14 uazaieuazves

e & @ d @ & VoA 1 ada da = =
UYL VUINIFIUHAUNANTININY 0.5069 magfluﬂmm Llﬁﬂﬁl'lf.l%?!ﬂﬁ1$“Pillﬂ’l']ill,7]ﬂ~3ﬂ
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Amnduduves
L LG L I Iy Andlpaun o RSD
AN AN Y WA
(ppm)
1936308
1945602
1930908
60 1955026 1937005 9818.1370 0.5069
1932052
1927706
1921433

4.2.3 MSANMIANINGAABA (Accuracy) VoIIT IATITH

s ey -4 Q "
MIANYIAUQARDY (Accuracy) 48435 35120 awsain 1A Tasnsasieia

Usineuananium a1y spiked sample wazdotheii lilims@vasmasgruas l ¥ims

b &
as19301 3 A3e 1ATouazueImsAUNAU (% Recovery)

o ' a e ) ¥ oA A PR
ﬂ'JﬂU'NU']Qﬂﬂﬂﬂuﬂu’]ﬂ’]ﬁﬂﬂ‘lﬁ’]ﬂ?’]ﬁgﬂﬂﬂﬂ 18 U’]lﬂﬂﬂﬂﬂﬁ'lﬁilﬂ Nﬂ“ﬂllﬂi]']ﬂ

= 4 b4 ] 4 ¥ ¥ = o [ Y o [
NITAUATIZH Lﬁﬂﬂﬁl]:ﬂuﬂ']ﬁ'mw 4.3 G]Nllﬂﬂ'lﬁﬂﬂagmﬂQﬂTSﬂuﬂaﬂlﬂTﬂﬂ 104.23 % 32IHUTIMN

fovazvosmsAundueglurrsneousuld (ogluyae 95 -105 %)

1WA 4.3 uaaswanisiadsunauanauunt a1y original sample 403 spiked sample 1AM

$oBasvaIMTAUNGY (% Recovery)

o ¥ spiked sample Cssmple
RGN LY Cstandard spiked sample P C sample -
e wae % Recovery
gnnaeu (ppm) (ppm) (ppm)
{(ppm) (ppm)
) 13.6521 5.7531
HUIDN
7.6 13.3568 13.3314 5.3485 54101 104.23
lavue
12,9852 5.1288
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4.2.4 msﬁﬂuﬁimhﬁ'ﬂﬁhqﬂﬁmmmmiﬁﬂﬁ (Limit of detection, LOD) nazu3unas
mgafimnnsalinnzld nedndiiamgavesminreTndaina Tnafinnugndes uax
anuRpaeeNsUA (Limit of quantification, LOQ)

m‘sﬁﬂyﬁﬂﬁwﬁﬂe‘hqﬂﬁmmﬁnﬂi?ﬂiﬂ‘lﬁ (Limit of detection, LOD) 1122
USinadrgaiicnsedins1zd 18 Limit of quantification, LOQ) #unsoth 18 lanhasazane
wasgruaneium lsufiseaunududua1s 9 Juge 20-100 ppm wsin1sas95aSua
waamm lans 1hnai 180nnsiinszumasansianuduiusseninnnududuse
vouanaum laufingeiald fuanududuvesms azmenas gruanaum Ty 1ns
Fuanslugui 43 auntsdunss fe y = 0.9997x +0.0181 A Ianns W @gadauny y
uazAIAMLEY) 1AM LoD waz LoQ 1Ruant13lumanuin n.3.4 alda) LOD whifu

0.0543 11ps LOQ IMAY 0.1811

e In RS ssnTIn I duduusamTaza i sgnua nas uam ey
un e nududuwmoa vumilasuniansiaYald
120 .
y = 0.9997x + 0.0181
2
100 - R =0.9997 =
//
: 80 - -
¥
R
é 80 - =
é; 40 . =
£ e
/1/
20 -
0 , . . . . —
0 20 40 80 80 100 120
rudiuduvessmisasamnasgnuansamiTau (ppm)

=4 @ o o ' P o o
3% 43 nsmuamnnudiiussevinnududuiasnia i suanududuveuana

i lasy
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4.3 masviaSnasansuumisuluengnnasy
r ¥
msazawdietamganasud Idnindussunsmsoudintisdwaasluriade 3.2.7
s alSuasansuum Isudoniaslnsun InnnduuuveunaIaussausge lasiaaz

¥ ¥ v
F101ahms AR 1zvd 3 Ase ldnasuaaslumisian 4.4

MINA 4.4 uaaswamsianzSnauanauun lvu lusignnasy

. X +SD
mamamqnnnu
{mg/g)
) .
suvisendarvive 5.89 +0.03
A o

s Inswaieman 3.13£0.02
onaeduiaTws 1020012

X +5p #p dFunauanammiswmae £ Audosuuinsgiu

a [~ 9 = P r 3 = o
9110015199 4.4 azdiu T hSunaensiwm lsuiiieg lungnaasutiuii ludFine
o [] A (s E o = r:4 @
um IﬂUﬂ'J@UNU'IQﬂﬂﬁBN"ﬂlJ‘]J‘ﬂJ”Ifll!.ﬂﬂ“lﬂ!ll‘l’l"lI“lmll”lﬂﬂ’s}ﬂ“r’]u"IiJ"I’J!ﬂ‘i"I$1‘i ﬁﬂ EJ”IﬂfIWL’ﬁu’Jﬂ
= - - 4 d T I
TW‘E T304 1D EJ'ILﬁQ’E]ﬂ’iJﬁTHlIﬂ uaxmﬁyu‘lqujmamaﬂ AuaIAY °]J’QiJ1J§1J"IﬂL!ﬂﬂ°]J’"IL1J
1 roQs s L 1 ﬂ& g
mimuagmmu 10.20+0.12, 5,89 £ 0.03 uny 3.13 £ 0.02 Haaniuavy1gnNnNaauiiansy
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ETE‘IJNQMTJ%EI Hazvudlaualiug

=
5.1 agUwamsidy
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nnmsfnEIMsaTialiumiseod siaenyuyn lyulusgnnasudsumain
=t 4 Yoo Ao ¢ A = aaa ¢
Tasin Inns WuuuveunaITusTausge FanenagdiIselinglssaarnefny 5 in 1z
YSinuaResood viiawnaum Taulungnaaeu weznSoudiouSuramananmm Tanlue
r E
gRaeufinIINUMaINaad1a q AU wenviniifedesmsaTinaevilsedninim uazaulyd
2 ¢y a = ' ada ¢
vasItInnzidumaiinlnsm Innsuunveuvadaussouzge IuiluiTinnzditinnu
a b b = P d'{ 24 o A oA
wioe nazanugndoslumsidnanmsimnziiuugede uazveniv ldnse i deawnse
¥
agiluansTnszv Iadail
anzimuzanveamiedlnsan Inanwuuuyeanalaussousgei lduen uaz
Qs = : Aa Y -
asavimlSinaunasuum laulumgnaaeu Ao Mmaadeuindumsazatetivives (pH 5.4)
4 g A o v @ o
msazateozd IaluInsd unzasazmonmiuea Taelisasdnudiudsii 173 : 116 0 1
AMWANY A208m1n13 Tnavesmsazaomiiiy 0.5 dadaasaewit TaolinTeeasiaTaiiugi-
A 7 A A = L4 ' 3 o o
amamas NANUEIRAL 254 W luwes kamsdnsieinyd 1a Tasun Tnunsuhlnnuauda
Taoanauum Tsuinaimsnd Aidszuna 11.00 WA nsmuas gruanesuum Teuin 1Al
Y a @ w d Y & v
aumsiduase Ao y = 31879x - 18302 nazlimduilszananduius ®”) M1y 0.9997 Fa0g
oA [
Tunasinsonsyld
Y 1 A o ° = o A " a = 3/ o
Aregnaiinndinsiingizd As vignnaou fimneiou la lashegnnasuuiazae
a & A o = b4 [ 3 o o ¥ A
Aumsazaoandoun uazdnisdeneldimingay ndanmiuh llasiefadinaioslas
¥ 4
wInnsuuvveuralausIouzgs TAwadsil snaraduiaIng oundentlamue uazm
d =2 ja Y
ayu Insngileman duSwaananum Tauagivindy 10.20 £0.12, 5.89 £0.03 Hag
= = r ' A Q o as
3.13 £0.02 fiaansudAvegnNasuUHHaNiy MNdIAL
vnwansasaounI 1y ldveadtinneinuh
o @ da [ D) o = @ a '
anuFunusiFadu Sadullsdntandunusiniiu 0.9997
= ana A 3/ oA A A Y
ANWNBBAIT AN Fatuen ladtsandvauu s gIu Fellnuniiy 9818.14
uazddorazvssnissuuun AT IUdNRNT DAuiv 0.5069 %
9 asn s A T ¥V ¥ - o 2 A o
ANUPNADIUBIITIATIEH Batisvenlddreiosaznisfundy Faild iy

104.23 %



25

o o :; 4 -7 ] L =y ‘; a; = d
Fasitamge feusonsiaiala Saumiy 0.0543 uazifsinadmganamnsoins e
18 Taumidu 0.1811
J 1 Qr as & o = L8 Y ] [
a50 1831 inmanudniusdadu anuiiss uazanugnAsIuedit InsIziiadng
g o a = 3 o o A 9 ]
Tunaaia uasdeennsonsintatSnasanaum Ty ldluseduddamitalud ey (ppm)
=) ¥ q = = oA = = aa
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[2] 0341 aafnd Iwena waasiszneumsaeuimmsigainuunieiieng iz

[3] M.s. Igbal, M.A. Shad, M.W. Ashral, M. Bilal, M. Saeed, Development and Validation of an
HPLC Method for the Determination of Dexamethasone, Dexamethasone Sodium
Phosphate and Chloramphenicol in Presence of Each Other in Pharmaceutical Preparations,
Chromatographia, 2006, vol. 64, no. 3-4, 219-222.

[4] H.Hashem, TH. Jira, Chromatographic Application on Monoclinic Column ; Determination of
Triamcinolone, Prednisolone and Dexamethasone in Pharmaceutical Tablet Formujation
Using a SPE, Chromatographia, 2005, vol. 61, no. 3-4, 133-136.

[5] M.Spangler, E. Mularz, A validated, stability-indicating method for the assay of dexamethasone

in drug substance and drug productananlyes. and the assay of preservative in drug product,
Chromatographia, 2001, vol. 54, no. 5-6, 329-334.
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MNANUIN N

~ d
HAAINANTIUAIIEN

n.1 ﬂi'ﬁ’\luWﬁg'IH‘II'EN’GT'Iiﬁzﬁ'lElN'Iﬂig'l‘H!ﬂﬂ%'lm‘ﬂﬂ"HH

MTNA N1 UAPIATATNTY (ppm) Uaz AU IFns YBemsazarow s g nuany um o

8 3/
ANTHVHUYHAYDI X
wudlginaw
aviazan
WATFIANBUN o a o o —
afa 1 AN 2 AFIn 3 X +SD
misu (ppm}
627939.20 +
20 631992.00 624626.50 627199.00
3738.12
1244801.00 +
40 1259018.00 1229888.50 1245496.00
14577.19
1907564.00 +
60 1906308.00 1905602.00 1910781.00
2808.56
2507343.00
80 2507989.00 2507561.50 2506479.00
778.32
] 3184579.00 +
100 3197005.00 3171191.00 3185542.00
12933.90
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n.2 MsnseasunNulY idue

Asiey

335 UAT12 Y (Validation of Analytical Method)

J

n.2.1 MIANANUFUNUEIT WY (Linearity)

30

] 4 [
M5 0.2 uaaanans ianfSusuansuun low uaziui Idnsvesmisazaow s gy

1ANT UL w1

[A ALY
WY autudufinsroiald (ppm) Auildnsm
43
aisoza
A3
AnTIN ﬂ%’aﬁ 1 ﬂ%&ﬁ' 2 ﬂ%’e?} 3 } +SD ﬂ%’aﬁ 1 ﬂ%&‘?'l 2 ng’aﬁ 3 } +SD
miau
(ppm)
20.2717 627939.20
20 20.3988 20,1678 20,2485 631992.00 624626.50 | 627199.00
+0.1173 + 3738.12
39.6218 1244801.00
40 40.0678 39,1540 39.6436 1259018.00 | 1229888.50 | 1245496.00
+0.4573 + 14577.19
60.4117 1907564.00
60 60.3724 60.3502 60.5127 1906308.00 | 1905602.00 | 1910781.00
+ 0.0881 + 2R808.56
79.2260 2507343.00
80 79.2462 79.2328 79,1989 2507989.00 | 2507561.50 | 2506479.00
+0.0244 + 778.32
100.4699 3184579.00
100 100.8579 | 100.0500 | 100.5001 3197005.00 | 3171191.00 | 3185542.00
+ 0.4057 + 12933.90
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1.2.2 MIANEIN NUNG (Precision) YDIIFTUATIZH
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ANdNTHYea
MR | g ey Andeam o4 RSD
wna UMy WG
(ppm)
1936308
1945602
1930908
60 1955026 1937005 9818.1370 0.5069
1932052
1927706
1921433

9 ' v
Aunmnunlanivkaie

20 X = 2%
n

X =

1936308 +1945602 + 1930908 + 1955026 +1932052 + 1927706 + 1921433

7

X =1937005

MU Ue U UINATTIY

Z x,——x

n-1

210 SD =

(1936308 —1937005 ¥ + (1945602 —1937005 )" + (1930908 - 1937005 )’

+1(1955026 —1937005 ) + (1932052 —1937005 ) + (1927706 —1937005 )’

2
D - + (1921433 ~1937005 )

7 -1
SD =9818.1370
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N

SD

%RSD = [w) x100

1937005
%RSD = 0.5069

Y=Y <
1.2.3 MIANYINNUGNABI (Accuracy) VOB IATILH
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MINA 0.4 uaasnanisIadsinauansuunt laulu original sample uag spiked sample uagan

$0082Y8INITAUNGY (% Recovery)

@ 1 spiked sample Csample
08198 Cstandnrd Cspiked sample -1 C sample -
ad fiae % Recovery
gnnaou (ppm) (ppm) | (ppm)
(ppm) (ppm)
- 13.6521 5.7531
gvivan
7.6 13.3568 13.3314 5.3485 5.4101 104,23
lamue
12.9852 5.1288

° ' ¥ 3 A o 1A o u
AUIUAR NNV HIR Y NUFHEREINVUD N.1.2

fuua1dpeazusIn1IAUNAL (% Recovery)

21N

C.v kedsampl B C()r! thalsample
\pikedsample fid p(xloo

Coui
13.3314-5.4101 y

7.6
% Recovery = 104.2276 %

% Recovery =

% Recovery = 100
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n.2.4 maAnmIasitadigafiannsens193a’ld (Limit of detection, LOD) wazal3anias

|: d'. L) Y A A o W :a A = k4
ﬂ’li!ﬂﬂﬂ]%lﬁﬂ)lﬂﬂs‘}‘ﬂﬂ ﬂ‘il‘)ﬂlﬂ‘i}]ﬂﬂﬂﬂjﬂﬂlGﬂ1ﬁﬂ5]%]ﬂlﬁdiﬁu1m Tﬂﬂuﬂ'ﬂﬁgﬂﬂd uag

ANMNENeNFU 1A (Limit of quantification, LOQ)

M5 A5 uaawnanIsian Nt uYeITITaLa BN NI FIUANS UL 1T INOHIA LOD

uag LOQ

[
AINVUVHYB

8 3 A; ar v
ANUYNAUAnI 197819 (ppm)

v oy A
ANV HVHDAY

mmmmmmgm
whes 1t e L S a4 A
nsen 1 Asan 2 AN 3 (ppm)
(ppm)
20 20.3988 20.1678 20.2485 20.2717
40 40.0678 39.1540 39,6436 39.6218
60 60.3724 60.3502 60.5127 60.4117
80 79.2462 79.2328 79.1989 79.2260
100 100.8597 100.0500 100.5001 100.4699

A nududumas eaetuto n.1.2

11414771 LOD uag LOQ

Wrnndeinaiensd 1dnswgili 4.4 ilaumaiduasamiy y = 0.9997x + 0.0181

N

21

35,
LOD = %
slope
LOD - 3x0.0181
0.9997
LOD = 0.0543
108,
LOQ = _
slope
L0 - 10%0.0181
0.9997

LOQ = 0.1811
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M3 NA 0.6 naaInan T in Wi uauan i Ty luengnnaou
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. At tang iyl
o Wvinen L, Siwaupnauumiswluen |
#7081981 aMsazaIeiIBeamgNNasy y X +SD
gnnasu gnnae 1 N3 (mg)
gnnaau 9 (ppm) (mg/g)
( T 2 P T T 3 T4 T
AvInl | AS2 | aSan3 | adel1 | Aasen2 | Asans
suvidanilan 5.8973
0.1210 7.0977 7.1369 7.1728 5.8659 5.8983 5.9279
1D : +£0.0310
vy Ing
. 3.1387
UNNYTWD 0.1200 3.7341 3.7919 3.7732 31117 3.1599 3.1444
) +0.0246
IHan
gnadude , 10.2052
o 0.1217 12.4828 | 12.2499 | 12.5263 | 10.2571 | 10.0657 | 10.2928
Tws £0.1221

arptimsfivimfSnmans i vy iungnnasy 1 nfy

fngaeuvisnlavue

a o ot 9 & . =t & w 1
VIARAMS RS IZAA lanmnsoe Iasu Innsluuueussous g Taedidies

21gnNasu 0.1201 N§u Jansaf 114 7.0977 ppm uerash

Tumsazaw 1000 Uadans WUSusuana N Iy 7.0977 dadnsy

Tumsazaw

100 adans TUSunuenauun gy 7.0977x100 = 7098 Haansu

lusignnasw 0.1210 N5y

lusgnnaou

105u

@1901991 9 AMUINBULABINY

1000

HUSuauana N Ty 0.7098 Jaansy

= = )
gl nauanauuni Tay

0.7098x1

0.1201

=5.8659 UpANTY

] ¥ '
wefnnulTnaeanswm Tavulugignnaon 1 niu Manuauds imsdiuianimie

1 ¥ ¥ v 9 ]
HasANdoAUULIATTINYBINS T 3 ATT ¥DINTHIRI0E19 1 A%e thmn lauihmsdiuoa
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Untitled Repoft

std dex
486

426
Fit Type Linear thru Zero

Name
System

Channel

Reported by Userr  System

Prgect Name.  SUWAN1

.
- H —

- ~bla
1iliauivig

A (0.000000e+000 Cdlibration id 62848
B 3171448e+(04 Nate Calibrated O12872008 17°13 15 PM
C  0.00000e+000 Time 11823

D  0.000000e+000
R°Z (.9996804

Processing Method  Jutathip

Calibration Plot

)
1 [
35004006+
300064006 T
1 - -
2.500¢+4006-
2.000e+4006- .
< 1.500e4006- e
] :;:;/"'
1.000e+006- -
50004005 Pt
5.000:000 | 7
5.000e +005
T | T Ll L L [ T T T T | 1 L T T ] T T T T ' T T L T | L T T T ' T T T T T T T T T F L L] T L) i T 1 1 1 i T
0.00 1000 2000 3000 4000 5000 6040 7000 8006 9000 10080
Arount
Feak: std dex
Narre | Level ] X Value Response Calc. Value | % Deviation | Manual | lgnore
1 | std dex 26000000 | 631992000000 | 19927551 -0.352 | Mo No
2 | atd daw 4N NNNNRA { 1788N1 A NNNNNA _’-IQRQF{‘H? -N 754 | Nn Nn
3| std dex £0.000000 | 1905303.000000 | 60.108434 0.181 | Mo Mo
41 std dex 00000000 | 2607553.800000 | 73000200 150 | No No
51 std dex 100008000 | 3197005.000000 | 100805832 0.806 | No No ]
Report Method: Untitied Printed 11:53:33 AM03/24/2008 Page: 1of1
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T Untitled Report
& .
*L A Reported by User:  System Project Name.  SUWAN1
SAMPLE INFORMATION
Sample Name: el Acquired By: System
Sample Type: Unknown Dae Acquired 0311472008 01: 48 58 PM
Vial: 1 Acg. Method Set: LC_MSET
injection & 4 Date Frocessed: OOIM42008 021327 PM
injection Volume:  10.00 ul Processing Method. sample_e
Run Time; 20.0 Minutes Channel Name: 486
Sample Set Name: sample_e Proc. Chnl. Descr.:
Auto-Scaled Chromatogram
0.00304 é
0.0025 fi *i’-"t‘,
3 I A
_ s o
0.0020-} i J i
] i 5
0.00151 P p | (
2 Rt |
] A x
0.0010+ | '\{"'\ ;; \ Jo
i } SR i l{
AT TR |
| g e T ]
0.0005 j ~ \‘-._ { ?E \
i e _Jl !
0.0000 e T
: “;\ o~ e, - et 0 e = —
-0.0005 R
o '2,50 o A:Jﬂ ' 'sbu' ' B:JQ ' ‘10.'09' ' '12.[ﬂwﬂ' ' 14%00' ' 35?00' l uafee’ 20'09
Wnutes
Peak Results
Name | RT Area | Height | Amount | Units
1 el 11.489 [100737 | 3031
Report Method: Untitied Printed 11:55.47 AM03/24/2008 Page: 10of 1
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Untitled Repdtt

Reported by User,  System

Proect Name.  SUWAN1

SAMPLE INFORMATION
Sample Name: d2 Acquired By: System
Sampie Type: Unknown Date Acquired L3/1472008 12 44 46 PM
Viai: 2 Acq. Method Set: LC MSET
injection & 1 Date Processed 03/14/2000 0132 20 Pt
Injection Volume:  10.00 ul Processing Method: sample_d
Run Time: 20.0 Minutes Channel Name: 486
Sample Set Name:  sample_d Proc. Chnl. Descr.:
Auto-Scaled Chromatogram
U,UUE-_ l
0.005 §
1 E
] il
0.004 1 ol
] il
; .
] I
0.003] ? ¢
- i H ;‘
< ] . P
0.002] S P
i ; i;‘; } f
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Nare RT Area | Height | Amount | Units
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Reported Iy User:  System

Progect Name:  SUWAN

SAMPLE INFORMATION
Sample Name: f2 Acquired By: System
Sampie Type: Unknown Date Acquired D31442008 031848 PMW
Vial: 2 Acq. Method Set: LC_MSET
injection # 1 Oate Firocesseda G3/14/2008 004015 PM
Injection Volume:  10.00 ui Processing Method: sample_f
Run Time: 20.0 Minutes Channel Name: 486
Sample Set Name: sample f Proc. Chnl. Descr.:
Auto-Scaled Chromatogram
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Narme RT Area |[Height ] Amount | Unis
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