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gananlusnanayulns adssiiuvenuiasasfenaswdadingd wisudaslagiddesamadionsa udasiam
nalasds GFAAS anadauanugndasasismuunmeas ICH-Q2(R1) wuhasny asM uazuaaiion
fianudluduaseluzgne 5-80, 10-80 waz 0.25-4.0 Wlunsuaaiasansmumey lasdedulszansandunus
1NN 0.999 FATAAYBIANIATIANY AU 2.5, 2.5 Uaz 0.16 W luniuGaNadsns laafidaifaueinsia
Betna iy 1, 2 uaz 0.1 lulasnsudaniu dwmduaany asm uasuaaidien musEy ManagauANNLLLLEY
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mudenannzu legldayulwsuasndanmrinnayulnsiasnmuasquagumn laslianuiauandmd
a g; = o <~ a ¥ = d‘ 1R s v U LY
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o = ' PN v ' oA A & oo = P2 o W o
Msznalnefivleneduasumsldenayulnsnadndaiio tadudnmadanninlumsihiesnm qua
UMWY IETBULATNAUNUNITIAIENNNANUITZNG AaAAULNDEILEINDIAANINIAUANYDINED
msunnduazindanssuunulng mliimsaudlumsldayulnsuasmsunndunulnamiaanniu Ui
finsussgeusulunadinay 50 N85 wazenwannngulng 21 ems Hludademanuiend
v () 19:19/ o IqI IQG'LQI olcqu';
atun 4 uasnsznsnassagelelimsaivayulesiivlawnedudsuliaaunenualudiiamyssina
Tennnayulusindasnmeugiuenunutagiu aglsiomumsldenayulusdsiidadunivasagilaiiov
NURIUYszIN a5 IM§22 89U s A MDA BINNNYANNIN NN TUFENaAIUR LI LNATINAAN
onulugumwuazenulasafereandanuaiwanil
NIMITENEBIMAgaamnssn M iamsihlanznininlgdlunssuiumsuanasgaavngsy
v & = Y + v & 4 a L o C ] o 4
6197 n2Y Mmamsineasimsldowazenznunasnny sadundansaeiniilavevindudiunay Ml
=~ = o v a A vy ' o a v v & =
fimseiuaslaveminanaazanluduuazin dealvinigayulnsee g Mlgnludanesenmatugaduues
avanlangnininny Wsguilaaldsuayulwsivudauasnanazaansanslvtioiudagusloald Ny
Weunduuazii®i3asy Wwnnlaveminiinesnumsnuinnlulszmalneda Wvarsvy Wvaznd
a = (2) ) v a 2 ! 1 a &£ o o Ya U o o v a
fuuaaden® Wudu iwiisannsmyadulngiduisuuuiEe s asm lbinisiansuenszanszon e
auuda fiomesnumeinis dhuh nsuiisgauus lafiean Wenzsimiivseaimzmeluld duane
<& & 3 v < A & a g a < @ '
Tagmluannezn asmliidiadaauasargauas dadulsalalinas waziluduanedeszuudszam la
MNLAUINS AU wazinla dmsuueaiianiiangsme asuwsnszaalunau Bu wazan ld uazilaazay
< o 8 ¥ a < o a A o Ya Y a o o = o 8§
nnduazn ldtians e lavhauiiaund mldiialsaenuaulaiiogs thanszgnaunas tiauaue Feazvili
Tadimsla® > »
w g; = o o I dl k4 = lﬂ' v Yo %
aaudsiianndnduidasiimamuanaumuenanayulng wslivsznsuldsuanudasans
lumsuilaeen wazlasueniifivszanimuwlumsinmams@uthe dwmsusmuanudasadeazilabems
Yudlowzaslaveninuaziagdunidiluvan lasainnueanssumasmsuazen lalussmezsswaninas
A & P o w I a o = &g a o I o (5)
msfsanmszunsidsumvewauluna werfuinesgiunmsiud suesduniduazlansnin
Bazdalinumsludlauveadeyduniduazlaveninifunasinasyuinmue auanenulasads
20980 Usznaumszadunsibaveunulunavsemayulns lealdmmasprumuimvualumainessu
enayulwslng (Thai Herbal Pharmacopoeia 2009) Tagnawimstudlauyaslanzviinluenannayulns
dasiusnaansnylaitiu 4 snludusu (ppm) asnaliihiu 10 drwluduaru (ppm) uazuaadenluiiu
0.3 ulusudiu (ppm)®
d‘ 1alada L% 1 = o o X U Yo
iasnnlaiiifiensilanzninudazsiianvualiludmnmnespuenayulnsineasnan (e
=2 W aca 7 1a o a S & o 2 Unat 2
FenannIFienzivsinalanswin 3 gilailde arsuy azm wasuaaden tialilaisnaninsansalsnm
Tavzninuaazriianszaumanasgiule laadanisnisiaSenaladNuuy wet digestion daadanaale
a 2 & addq IR y A A a a = o '
nsalua3n Fuiuidnheuazlidadldindasiofiiiay manmziunzanlumswisudisgenanayulng
PntueImUSInalansrinuaazsiialeeis Graphite Furnace Atomic Absorption Spectrophoto-
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metry (GFAAS) s‘?%uﬂumﬂﬁﬂﬁﬁmmh mmanmaﬁﬁmeﬁﬁﬂ%mmﬁi‘we] 1o mamazwmm‘%'m*ﬁ'
mmzauﬁ'umﬁmsw:ﬁtwiazm@; ‘[ﬂﬂiﬁama:ms‘nmaauwaw%ﬁwr;j'wamﬂ'%mﬁmﬂuu,mmq LaIMIMS
maaaa‘uﬂ'.nugn@i"awaﬁﬁﬁmswxﬁﬁlﬁmuLtmmmaq ICH-Q2(R1)™ phideedi g lumsasa
USinaansny AzM uaTLAALTE Elumf\nﬂa;gulws tilaUsziuamuUanaseuendasue Taglinasioy
Gi’]ﬁ’lN’lGliﬂ'lUEl’]ﬁHuIWﬂﬂﬂ L“ﬂumsa%'wmmLﬁaﬁ'ﬂﬁ'ﬁ’mjﬂ%‘[m wazgadunsaaasuuleuamsldenan
anulwszaslszmasg

Lﬂ%’laqﬁauasqﬂﬂsnf

- @309 Graphite Furnace Atomic Absorption Spectrophotometry (GFAAS), u3Hn
PerkinElmer iiu Analyst 800

- Analytical balance AXasLd8A 0.0001 N3N UIHN Mettler 1 AT200

- ¥eRAMlALENTNIUIATLE5I0a15MY (Arsenic lamp)

- viaaﬂﬁwLﬁﬂumém%’uﬁm‘mﬁm@gmﬁl’a (Lead lamp)

- vapamausNanTUIAEIsIauAaLaN (Cadmium lamp)

- %aaans N (Graphite tubes)

- Water bath u3¥n Neslab 3u GP-400

~ adaaui class A

- MONNFANENTUUTIIFTorAI8GI8EN Bl high density polyethylene (HDPE)

(dasuiuaznawanadin apadluamsacmansalundn 109% v/v HAeEY ud1dInsaaandae
Whnduvans 9 a3a isliusianauthan )

- n5eMu¥NIaN Whatman No.1

- f“fmm%ﬂaummu%qwé 99.995%

15003 IUAZEIILAN

- d@ezangnaIIUNay (Mixed standard solution: As 100 ppm, Pb 100 ppm, Cd 5 ppm),
AA grade UM PerkinElmer

- @39NENINTFIUT VY (As 1000 ppm), msa:mﬂmmgmmﬁ’a (Pb 1000 ppm), d159zans
MasguLAaLiay (Cd 1000 ppm), AA grade U3HN PerkinElmer

- @5azang Palladium nitrate (Pd 10,000 ppm), AA grade U5#% PerkinElmer

- @58va18 Magnesium nitrate (Mg (NO3)2 10,000 ppm), AA grade USHM PerkinElmer

- n3aluasnudy (65%), AR grade USHN Merck

- ﬁwmmﬁqwégq anudumulnihlidesndy 18.2 wnslasin ne3es Elix 20 usem
Millipore

fBEN
1. ldnanayulwsziions filanswy ezn wazuaadion Juileouddmnaniss Wudunuzes

matrix
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ﬁkﬂuTuazﬂiﬁﬂﬁaUﬂ?ﬂNQﬂﬁbﬁﬂﬂﬁ%gatﬂiﬁzﬁﬁﬁiﬂg Az UasLAALEE

gmal 955U uazaae
Tuenanayulns )

A 9 wna ] v Y = o > a ¢ |a &
2. WaldGuminsaniinmadauanugndsiudy Jhnldanaiwnsilinuasmy asn ues
upoen Tudagnayulwsadiodu g My g6 dedn wiuduingdvanulns 26 draen Wundanud
anulwaiden 41 Medn wazilurdasaeiayulnsimivdalssnaumeayulnsumeniia 19 Gipg

MIAIBNEIITASAININIFIUEHIUN TN

10383 Standard stock solution lWlANMINTULBIEITHY (As) wazazm (Pb) 100 wlundy
] = aa =
ADNDIINT (ppb) LASLAALNEN 5 ppb

Tosdilaasazanaanasgiunay (As 100 ppm, Pb 100 ppm, Cd 5 ppm) 2 §adans lalumadsu
Uses 21a 200 adans UsulSinasamen umtuesmsazasanassiuile 10 Jadans lalunalsu
U31a3 2110 100 F93d05 USUUTNasa PNUUEINATAZNENNITIU Ta8AITZUUMITNNIULDN
1389 GFAAS Tridaaeaalud@ (automix) Tdlamsmyfenudndy s, 10, 20, 30, 40, 50, 60 uaz 80
ppb AzNINANUNAYU 10, 20, 30, 40, 50, 60 LA 80 ppb UazuAALHBNNANUINIY 0.25, 0.5, 1.0, 1.5,
2.0, 2.5, 3.0 LLaT 4.0 ppb

NMSLOILNAIBEN

& W ] q' Iq &; = o w %’ £ q' [l =1 I

mmamqaa\;ulwsm@Lﬂmuammnu Uszanae 0.25 A5y lesnsuihvdniwduay ldlutinnas
UM 100 NAFANT LANNIALUATN 50% v/v MU 2.5 NAdaNT UAMENIZANNWNN NNSEpsaaIsU
anaalainu 15 il snas asinl3ldEulndidesivaamgiives usdunsalunindudy 5 Taddas
Yatintnasmeanszaninin MsdagaaeuuaNlaagay 1 71N ‘va'%aaumaa\guvlwsgﬂeiaaamwm

3 qq’ LN~ -:4' a v U L% ] [ o a aa v (o

aﬂaqmml‘ﬂw,ﬂqumwgwm wazmeasazaIamaeld lunalsulsanes 2ue 50 Naaans Usulsues
ML) 1ML NIINTBIENIUNTEM¥NTAY Whatman No. 1 4azgaaviasanaIadnn Nnnuuinasazas
nlalumiusine sany axn wazueaiien data3es GFAAS

Mse3eNaIsazals Blank

IO HNAULALINUNTLATENAIDEN We LNNEIUNTNYDIAIDEN

#013eNINAFdU

Element As Pb Cd
Wavelength (nm) 193.7 283.3 228.8
Slit (nm) 0.7 0.7 0.7
Mode AA-BG AA-BG AA-BG
Lamp EDL EDL EDL
Current (mA) 380 440 230
Sample volume (ul) 20 20 20
Standards (ppb) 5, 10, 20, 30, 10, 20, 30, 40, 0.25, 0.5, 1.0, 1.5,

40, 50, 60, 80 50, 60, 80 2.0, 2.5, 3.0, 4.0

Matrix modifier

Pyrolysis temp (°C)

Atomization temp (°C)

Palladium 1:10, 5 pl

1200
2150

Magnesium 1:100, 2 pl
Palladium 1: 50, 1 pl
500
1500

Magnesium 1:10, 1 ul
Palladium 1:10, 1
600
1450

0@ absorbance laald@ peak area
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NMINATIUANNLBNILTNYDILAIDI AAS

v o a I 4 [ o P o e . Yo o A =
AaummaleNziazeaslsuaiasiia Toan15v sensitivity check Tladaanauiafiduanas i

& Ay v vy v T A Y oa A4 A o v A an
nunlaingegauazlam absorbance aglud + 209 vasmiguaniaIasiiomuuall wiaRunnzani

azldmmsandensvias la

NMINAFBUANINGNABILANIZIATIZY (Method Validation)™”

MINeFaUANNTUTUATILAZEIYBINITIATIZH (Linearity and Range)

A0 TBLANENINITIUETUYANNDTNIU 5, 10, 20, 30, 40, 50, 60, 80 ppb AIITNINATFIUAZNA
AMUNTY 10, 20, 30, 40, 50, 60, 80 ppb LATATATNUNIAITIULAALNINANNITNIU 0.25, 0.5, 1.0, 1.5,
2.0, 2.5, 3.0, 4.0 ppb muaﬂnxmswmaauﬁﬁmumli’wmLm'azme;Iﬂﬂﬁﬂ%ﬂ 2 A%1 udhARAE absorbance
UDIUAALANNANTUINFTNNTININATIIUYBIUGDETE) UFMIANNTNNUTIENTNANNDNIUAUA absorbance
Aunmmdnlszansanduwus (correlation coefficient, r) tipdnmanuiuduase Feesienlimni
0.995

MINAFaUMINUNY (Accuracy)

NAFDUANNUNUYDIF LAY Togldnarsazanannsgiu avludioen (standard addition
method) EhunszuuMseIaNagmuiuaaudananiedu Tildanududugars s szdu famsmy
Henudugy 10, 30 uaz 50 ppb AEMTAENNENTY 10, 30 uaT 60 ppb uazLANTENTIANNENTURN 1.0,
1.5 uaz 2.5 ppb 3zGUA 3 1 TMLINUTING AINUMIDEAZEBIMIAUNGY (% recovery) TBIUGADE
sERUAMNTNTY WAnAn3D8az1aIMTAUNSY (% mean recovery) uaziSasazupsailisnuuInaTyIY
§NNNS (% Relative Standard Deviation, %RSD) Too# % mean recovery A239glu%9 80-110 uaz
1 %RSD wesasnywazazmlinnnnh 7 uaz %RSD sasuaadenlaimnnnh 11¢

4 . .

nMsnadaumIned (Precision)

ANumMuale (Repeatability)

WanasaraeanasgIuaslumoey (standard addition method) KIUASZUIUNSLAIENAIDEN
NBunuaInaTNeay lildanudndugas Aaasuyfianuuindu 20 ppb azMNeNNENTY 50 ppb

= dl Vv v = Vv v %} a I's a 3 U a}
UATULAALNENNANNANTY 1.5 ppb LOFBNANUANTURE 6 20 IANHMUTIIA MUIUMRde Lz %»RSD
T %RSD swsuasnyuazazna lannnh 7 wazdmsuueadian lixnnni 11¢

Intermediate precision
LO3BNAIDENITULREINUNSNAFTAU Repeatability laainitesizd 2 au nadauaiy ale
WIneiialen Mauaz 6 T lu 12 9 M %RSD wazldinawinasandudenursamsnagay

Repeatability

NMINAFAUMAANNOYBINITATIANY (Limit of detection, LOD)
Uszanauan LOD laganamingas LOD = 3.36/S log G Aaandeauuanasgiueasduana
waz S Ao slope ANNTIWNIAITFIU

. NIANITATNINEAFATNSUNNE
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NAUIULIZATIAFDUANIN Qﬂﬁmwaﬁﬁﬁmswﬁmwg Az UasLAALEE

gmal 955U uazaae
Tuenanayulns :

usnmanadauiivdulaaeisnasazaa@lad e 10 blank NdnasesgIvgiadenlvian
WnduNszau LOD 31w 7 9 enzvaig GFAAS ynfmegnaassudyanalaninni blank

MINAFaUMAANNAYININIAUsINM (Limit of quantitation, LOQ)

Uszanauan LOQ (estimated LOQ) loaanwaaingns LOQ = 106/S lag G Aaa ey
NOIPIYIFYAN Uaz S Ad slope BBINTINNINIFIU

wsihmanagaviiudulasiniendaieemels standard addition lagdnansmnasguziiobe
adludhaaiiszau estimated LOQ $117u 7 2 SaseiSine duna % recovery uaz %RSD ey
LOQ fiflenuwiuuazenuidisaiisansule

mMsuszanadaaliuirauyainsin (Measurement uncertainty)®

ialidulumumnesgiuzes ISO/IEC 17025:2005 fmmualdimsuszanaeanyliuiuay
YBINTIN 1uﬂwsﬁnmﬁyﬁqﬁwmiﬂszmmﬂ'wmmwuﬁuauwmmsmm’imswzﬁmwg e uazuaaLieal
Tosilsfaundamasanubivivaunnunas dasumenuliuiusunivuaudy dnnameanuliuiuoy
aene Tagld k whivu 2 lumsuszanasenubiwiueueesmsia Usmnamsing sunaldan

USinaasinu anunduiaulennnININessIU (ng/ml) x Ysinasiuiu (ml)
(ug/g, ppm) INAIBEN (g) x 1000

msmaﬁmswﬁﬂ%mmmwg (As) Az (Pb) uwazupatian (Cd) °lummnaagu1ws‘[mﬁ§
Graphite Furnace Atomic Absorption Spectrophotometry (GFAAS)

Arnsitsinumsmy oM uazueaiion Tudsgaenanayulng Tagl#35 GFAAS fiasaaey
anugndadud i 6 e wiiiluingdvanulns 26 dees dundnfasisgulnaiden 41 daths
wozfundasaniayulnsimiuialssnaudeayulwsvanasiio 19 e THinarimstssfiunsmyuas
Tawzwﬁfﬂﬁﬂaulﬁmﬂﬁwiuwﬁmﬁmﬁﬁmagulws ﬁﬁmuﬂiuﬁﬁwmmgmmaqulwslm (Thai Herbal
Pharmacopoeia 2009) #a aswylutiu 4 drwluauaiu (ppm) azmlaiiu 10 ppm Wazuaatdan iy

0.3 ppm

We

HANIIATINFIUANINYNABIYATITIATIEN
mMInagauaNNludunTILezd19INTIATIER (Linearity and Range)
HAINMAILANHETazEINAIZIUENIWY 1A 5 69 80 ppb fazaEInnsgIuezni luz
10 T4 80 ppb wazasazaBINAsTIULAATEN T1r9 0.25 T8 4.0 ppb WUANMNFNNUS STV INANNANIUAY
@ absorbance udunsinaandfinageu Tnedemaulssanianduwus (Correlation coefficient, r)
WNAY 0.9989, 0.9997 UAZ 0.9989 MNMGU (MWA 1)
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0.20
v=0.002x+ 0.0021
0.15 -
g R>=0.9979
=
(o]
< 0.10
o
2
<
0.05 -
R I T T T ]
0.0 20.0 40.0 60.0 80.0 100.0
ANNLENTUERIENIY (NTUnSNaDRAFAN)
0.25 —
0.20 4 y=0.0028x+0.0128
@ pd
g R*= 0.9994
g5 015 -
Ne)
=
o
2 o010
2 10 |
0.05 —
0.00 T T T T |
0.0 20.0 40.0 60.0 80.0 100.0
ANLNTUPDIRzN (NlUNSuABNadanT)
0.30 —
025 vy=0.0669x+0.012
;5 0.20 — R*=0.9978
[29]
=
S} 0.15 —
2
<
0.10 —
0.05
0.05
| T T T |

0.0 1.0 2.0 3.0

4.0 5.0

v v IS ol 1 a aa
ANNLYNIUYDNULAALNEN (uﬂuﬂsmauaaam)

MNN 1 AINUTAIANNTNNUTIENINA absorbance AUANNTNIUDBIFITNY AEMI LAzUAALNEYN

. NIANITATNINEAFATNSUNNE
1 e - .
B auuiildy 1 nInqaN - nuenau 2558




ﬁwmLtazm‘nf\)aaummgﬂﬁmwaﬁ%ﬁm‘nzﬁmwg Az UasLAALEE

gmal 955U uazaae
Tuenanayulns )

NMINAFauMINUNY (Accuracy)

manasauaMauiy Tasmsiinssazanamnaspludaheldfenuduiiu s sz6u szeuas 3 o
R mswgﬁmwmﬁuﬁu 10, 30 WAz 50 ppb laMIpeazaeMsAunauaglug 100.0 - 110.3 Toafidaas
WY 105.6 waz %RSD WY 2.9 axMRANNENTUAD 10, 30 UAZ 60 ppb laesasazysenmsdunauag
Tugne 95.3-104.0 Tagilenmasuniu 98.8 waz %RSD whiu 3.4 ueawisaiienudadu 1.0, 1.5 uas 2.5 ppb
laesasazyaemsdunauaglud 97.9-104.8 Taafiennaawhiu 101.0 uaz %RSD whiy 2.3 (519 1)

MINDN 1 KAMINATDUANNUNULBNIT IR a1 IHY s wasuaaiiien Tuennnayulng

=Y a v =1 %
UG 3 ﬂii:nma'ﬁmmgm FDUICYNMIAUNIU : ﬂ"]LﬂaEl %RSD
Tanizniin in (ppb) 1 2 3 Mwmds  %RSD

ﬂ'ﬁﬂ‘l& 10 103.0 104.5 107.8 105.1 2.3 105.6 2.9
30 110.3 105.2 107.8 107.8 2.3
50 107.3 104.0 100.0 103.8 3.5

m:ﬁ] 10 95.8 98.5 104.0 99.5 4.2 98.8 3.4
30 103.0 101.5 99.3 101.3 1.8
60 96.7 95.3 95.4 95.8 0.8

LLﬂ(ﬂLﬁﬂN 1.0 98.8 104.8 100.8 101.5 3.0 101.0 2.3
1.5 99.9 97.9 101.9 99.9 2.0
2.5 99.9 100.3 104.3 101.5 2.4

msnmaaumwzﬁ'm (Precision)

NaMSANE repeatability °z|mmﬁmiwzﬁaﬁwﬁﬂ’nuLﬁuﬁu 20 ppb 1® %RSD tipani 1.5
meNziazmMienuEusu 50 ppb 16 %RSD 1aen 1.2 uazmsiesnziaadisniianusugu 1.5 ppb
16 %RSD tiaen 5.7 (95197 2) Wazuamsane intermediate precision l¢ %RSD Whiu 2.9, 2.0
wae 4.7 HNTUTINY AT UATUAALEEN MUTIGU (15197 2)

MINT 2 HaNINAFIUANNTENIBNTIATZINITY xM wazuaaiey Tugnanayulns

w a3y (20 ppb) ®zM (50 ppb) uaaLNean (1.5 ppb)
MIDENN
A B A B A B
1 19.42 20.45 48.14 50.98 1.66 1.63
2 18.90 20.77 47.97 49.87 1.49 1.52
3 19.65 20.21 48.45 49.42 1.58 1.56
4 19.27 20.58 48.59 49.71 1.51 1.52
5 19.50 20.23 47.71 49.59 1.53 1.56
6 19.69 20.00 48.00 49.50 1.56 1.37
My (6 M) 19.41 20.38 48.14 49.84 1.56 1.53
%RSD* 1.5 1.4 0.7 1.2 3.9 5.7
Mg (12 M) 19.89 48.99 1.54
%RSD** 2.9 2.0 4.7
A = Senezdlassnienciaui 1 5ui 1 wissialiu * 9%RSD #a9M3NAdaU Repeatability
B = Ganilaginiesnsieud 2 Tui 2 w3asdialiu ** % RSD 2a9mnadau Intermediate precision
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NMINAFUBIAANOYDINIINIIANY (Limit of detection, LOD)

1@ LOD awsuaswy azm wazuaaiiian iy 2.5, 2.5 WAz 0.16 ppb MNEIGU

MIadaudeNnneauainadelsuna (Limit of Quantitation, LOQ)

laen LOQ wasansuy thiu 5 ppb Aatilu 1 ppm ludagne §i % recovery Wiy 89.2 uaz %RSD

WA 6.2 A LOQ 2840£M iU 10 ppb ety 2 ppm lTudiade § % recovery v 98.0 waz %RSD

" @ U = " @ a I (% ] = v @
WU 4.5 wazen LOQ rasuaadian Ny 0.5 ppb Aatllu 0.1 ppm luaed1e i % recovery 1nu 94.2

ez %RSD MNU 4.8 (MWD 3)

MINT 3 WAMINATOUANNUNUUAZANNTENZITIATIZRNITY AzM wazuaalen Tugnanayulns

fiszau LOQ

AN a13vy (5 ppb) @zn2 (10 ppb) waaLeN (0.5 ppb)
1 4.22 9.58 0.46
2 4.26 9.85 0.50
3 4.20 10.40 0.49
4 4.53 9.38 0.44
5 4.68 9.38 0.45
6 4.38 9.64 0.50
7 4.94 10.40 0.47
MLnde 4.46 9.80 0.47
% recovery 89.2 98.0 94.2
%RSD 6.2 4.5 4.8

msuszanaaianaliniuauuainisin (Measurement uncertainty)

15Uz AN N LU UBUBINITIAUDIIDILATIEY e unaINNIZe9a N ld L uauaIn

MILAIBNHITILNLNIATTIU LAIIUNITOUSINA TN 1E MIBNNWINYBIMBENN ANNLNY (% recovery) Uag

ANNEN (Repeatability) tiavszifiuamenulaiuivuaueaimsnsaienziasmyiiszdu 4 ppm 9z

3| [ = N [ 4 o v A o P v o
NITOU 10 ppm LUASULAALNYINNIZOU 0.3 ppm mLﬂummmgmwmwummmsﬂmﬂauwaqmmmaxm

Tuarsnasgruenayulusing dwaaianliuiveuesyainsasamsuylariinu 0.34 ppm

(MM 4) 2BIMIATIANEMLALINAY 0.29 ppm (MW 5) WaLEBINIATIALAATEN LAYV 0.02 ppm

(M5NN 6)
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M 4 udgeamsdszanamanuliviuewrasmsitenzdasyluennnayulng

) ) Standard Relative standard
Components Value, xi Unit ] ) ) o
uncertainty, u (xi) uncertainty, u (xi)/xi
1. Standard
Purity 99.3 pg/ml 0.35000 0.0035247
Pipet (P,,) 2 ml 0.00354 0.0017698
Volumetric flask (V) 200 ml 0.11310 0.0005655
Pipet (P,,) 10 ml 0.02707 0.0027070
Volumetric flask (V) 100 ml 0.06824 0.0006824
2. Sample
Weight (m,) 0.25 g 0.00006 0.0002366
Volumetric flask (V) 50 ml 0.03912 0.0007825
3. C, 19.41 ng/ml 0.81410 0.0419423
4. Recovery 105.56 % 0.97653 0.0092510
5. Precision 100 % 0.61237 0.0061237
Sumsquare relative standard uncertainty 0.0019066
Combined standard uncertainty 0.0436643
Standard uncertainty (Uc): 0.0436643 x 3.88 ppm 0.1694176
Expanded uncertainty (U): k = 2, 2 X 0.1694176 0.3388352

Report value: 3.88 + 0.34 ppm

M3Nd 5 waasmsUszanamanybiviueurasimsiwnziasniluennnayulns

i i Standard Relative standard
Components Value, xi Unit ] ) ) N
uncertainty, u (xi) uncertainty, u (xi)/xi
1. Standard
Purity 99.7 ug/ml 0.15000 0.0015045
Pipet (P,,) 2 ml 0.00354 0.0017698
Volumetric flask (V) 200 ml 0.11310 0.0005655
Pipet (P,,) 10 ml 0.02707 0.0027070
Volumetric flask (V) 100 ml 0.06824 0.0006824
2. Sample
Weight (m,) 0.25 g 0.00006 0.0002366
Volumetric flask (V) 50 ml 0.03912 0.0007825
3. C, 48.14 ng/ml 0.3631 0.0075426
4. Recovery 98.85 % 1.12947 0.0114261
5. Precision 100 % 0.47357 0.0047357
Sumsquare relative standard uncertainty 0.0002240
Combined standard uncertainty 0.0149683
Standard uncertainty (Uc): 0.0149683 x 9.63 ppm 0.1441444
Expanded uncertainty (U): k = 2, 2 x 0.1441444 0.2882889

Report value: 9.63 + 0.29 ppm

N5ASNTIANNAFTATMTUNNE (-

ATUALAY 1 ASNYIAN - NUENBYU 2558 <




Development and Validation for Determination of Arsenic,

Lead and Cadmium in Herbal Medicines Supance  Duangteraprecha et al.

i 6 uaaemsUszinamenaliwiveuraimsiensiuaadenluennayulng

) ) Standard Relative standard
Components Value, xi Unit ) ) ) o
uncertainty, u (xi) uncertainty, u (xi)/xi
1. Standard
Purity 5.00 pg/ml 0.00500 0.0010000
Pipet (P,,) 2 ml 0.00354 0.0017698
Volumetric flask (V) 200 ml 0.11310 0.0005655
Pipet (P,,) 10 ml 0.02707 0.0027070
Volumetric flask (V) 100 ml 0.06824 0.0006824
2. Sample
Weight (m,) 0.25 g 0.00006 0.0002366
Volumetric flask (V) 50 ml 0.03912 0.0007825
3. C, 1.56 ng/ml 0.03230 0.0207051
4. Recovery 100.97 % 0.77227 0.0076485
5. Precision 100 % 2.31476 0.0231476
Sumsquare relative standard uncertainty 0.0010359
Combined standard uncertainty 0.0321858
Standard uncertainty (Uc): 0.0321858 x 0.31 ppm 0.0099776
Expanded uncertainty (U): k = 2, 2 x 0.0099776 0.0199552

Report value: 0.31 £ 0.02 ppm

mimaﬁmiwﬁ'ﬂ%mmmswg (As) nzm (Pb) uazuaatiian (Cd) °lummnmgu'lws‘[ma§§ GFAAS
AenzdUFinaasny azm wasuaaiisn Tudadnennnayulng loeddiwnziiasasauanu
gnaeaual M 86 drat Wuingdvanulng 26 dradi dadasiaaulnsde 41 Geehe wasndadl

anulwsisu 19 Gapee asanumMINY 13 99 (S8 15) M2 56 GIaEN (388 65) LasuAALilaN
L 1] v ] = lﬂ' 1T a d' o o lﬂ'
70 6haE (Samaz 81) udlSnamasanwulibunespuinuualusnmaspuenayuluslve (ansd 7)

NN 7 KAMIANVIANITINUEN VY 92 wasuaadian Tuenanayulns

ansny ALm uAALiE
(<4 ppm)* (<10 ppm)* (0.3 ppm)*
Usznmneaneng Mg asany  USuahwu ATIANU Sy asany  UYSuadnu
@) (@) (ppm) (M) (ppm) (@IU) (ppm)
Togduayulns 26 4 <1 14 <2 - 4.01 25 <0.1 - 0.15
HaaA U lnsLden 41 8 <1 32 <2 -3.10 32 <0.1-0.18
uaaA e sy 19 1 1.61 10 <2 -2.19 13 <0.1 - 0.26
FRLY 86 13 <1-1.61 56 <2 - 4.01 70 <0.1 - 0.26

* mm*ﬁmmgmmmhsmwmgmmmgulwﬂwa (Thai Herbal Pharmacopoeia 2009)
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a o
AU

NN INAFBUANNGNG 29289353LAzHH wuhiienuludunsinasadinuesmsitanzd
NenuNTuaIE Y fzM wasuaaien A 5-80, 10-80 waz 0.25-4.0 WIlUNSNEDNAAANS (ppb)
Ll % = Qo’ % -7 Al % o % 1l H o
Tasfednlszandanadunusvinnu 0.9989, 0.9997 uaz 0.9989 anaau aglunaminsansule e

NN 0.995
MINAFDUANNUNUZBNIS SMFUATUYNANINYNTY 10 ppb, 30 ppb WAz 50 ppb HATDUAGN
MINATTIUNMVUALBIIN YN 4 ppm (ug/g) TNANNTNIUFAMNEVBIEITAALBENILYNAY 20 ppb
WUNAIRAETREALUBINTAUNGY (mean percent recovery) 284a15Wy 3 526U agluzn 103.8-107.8
N a Y V@ ° ) & A v v
NARFYIINIAU 105.6 82 %RSD tMINU 2.9 §IWIUNLNINANNLINYU 10 ppb, 30 ppb LdL 60 ppb
ZAIDUAINAIINATTIUNMNUALBIAEMT 10 ppm (ug/g) WANNTNTUFATNBYBITNTATAIYIDEN
211U 50 ppb lAMRAY % recovery 28901207 3 55aUBL LU 95.8-101.3 HARAETININAY 98.8 Uas
%RSD (AU 3.4 wazansuuaaiien 1MINYNTY 1.0 ppb, 1.5 ppb was 2.5 ppb HATDUAINAINIATIIU
wuezasaalend 0.3 ppm (ug/g) HMaNNTNTUFaThaYeINIazMLAIBENAZNAY 1.5 ppb laem
(@88 % recovery VBIUAANLNEN 3 52AU BElUAN 99.9-101.5 HAMRAETININAY 101.0 waz %RSD iy
g; ] s o Y A U d‘ 4 =l X ] ]
2.3 Hananuaaglunamisansuld As auadeseaazuasmsdunavagluiie 80-110 uaz %RSD vavansny
wazazn Liannn 7 uazzesuaadenlinoni 11¢
MINAFBUANNNLIDIT lavMInagauianNENdunaINAIUNMBUAYIIUAIZEI0 @D
aanyi 20 ppb eI 50 ppb wazuaaLieN? 1.5 ppb waMsNAFBUANNMUT IABIEIHY azNILaY
= L2 v U v 1 v U o QI lﬂl‘ d‘ U a I's
upatliay le@m %RSD aenil 1.5, Waeni 1.2 waziaend) 5.7 MuaaU waztilalldeuinimsziuay
WasuIuiATIeH (intermediate precision) 16 %RSD IN20HaLATZWUBETVY NAY 2.9 2B96N)
WU 2.0 wazaBIuAaLiiEN AU 4.7 Femanneadluinasineansu Aa %RSD 2a9aIvYLazYaInn?
Tiannnd 7 uaz %RSD wasuaaien laannnin 11
P v A a a v . v '
NNMsnadaulannaesmsIndeUsina Walaa estimated LOQ uanadauANNUAULAE
pa] P o v v Y o o & ~ A v a
ANNNENNsTAUANNENTUTL 7 ) AD @3uyd 1 ppm 92NN 2 ppm wazuaaand 0.1 ppm laAnas
FD8AZURINIAUNGU AU 89.2, 98.0 UAZ 94.2 MNMAU FMvNeaglunaTiNgansy Aasaeas 80-110
o v dl oz & = v @ o q! ] 4
15U %RSD N5z0u LOQ 2896159y 62N Uasuaadeninny 6.2, 4.5 uas 4.8 MNIGU Zeaglunoumd
NNy Aa %RSD aassnsvylixnn 11 aanzmlisnnnh 7 uazapsuaaiiianlaiinnnd 15° @ LOQ
Poanslanzninm 8 #ila nhaanespveasmsduitauniimuualilumnmnasguenayulnslng ey
aca s q v a & o v v %
Wienziiddldanaudnamsludeowadanzwinmariiluennnayulusldadigneas
o & o Ao ' U st P
nnmsshsamsdudovpaslavzvinluennnayulwsninmbealulszndlne Togldidienev
AINENNATINFBUANNYNADILED T 86 6298 dudsznavzasayulwsludaeamaril finsiiludi
v o v va = P4 o ' @ ' A1 va =
nlu Mndu Maadulaau Fnstudaulansvinazuandniuly Tesdrunagldduazilomany
< ' ¢ & o a v ¢ A o o
mstudauannnd inawimsludauasvyuazlaneninlundadoeienayulns invualumsninasgiuen
anulwslne da ansnylaiiu 4 ppm aznalaitiu 10 ppm wazuaaiiisnlitiv 0.3 ppm NnFIBEAINGN
wuasvylwdeu 13 dhadn (38 15) WUMEM 56 GIBEN (S08a: 65) UATWULAALNEN 70 (BN
(Sogay 81) WAUSIIUNATIANUMNINNUANNIRUANINLG LEANIIRARNMY eI iTaNulaennt
& o & & v o s A =y o a o P
nnmstudauvaslaneniin FuiludamvuaninasmadauiiaudaeanulaannesaInans usignann
ayulus msasndsnalanzminimsasnasuuaiuaauingdu telineanunulanldingiunlasens
a ¥ 2o & v o v a <& A daal o o a P
wazlundadaeidnsaguais waldidaanuiulainldwaninasiidnsndlumsudaennayulng Fas
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1 o Y a <& 4 & a ' v < dl' & C%
lLimiinemsvutevsedanzuinluaureumswde uasgnlsimuuannndasmsvuidovveslaneniin

Y v v o = [ a v 1 & & A v oo @
ua gaaaemiliiinnudaaansiudu g aneme wu MmItuilaurediaadunid MInnAEIEsImMIe
unaw Fududamuuasuanulasaseresndadmriennnayulnsiguny Jezsnmnsalszivanulasans
VDINANN W9 LG

GRNL

9

Wianeanany azm wazuaaifion Tusanayulnslosdd Graphite Furnace Atomic
Absorption Spectrophotometry fianniui fanusumzianzasdalavewinudazsiio fanududunse
Tuga9 5-80, 10-80 Uaz 0.25-4.0 wlunudaiiasans mumey lashdannazesmsiadasne whiu
1, 2 uaz 0.1 lulasnfudansn dwmdumany asM wasuaaisnmuddu mInadauanuwiuaasis
l@AnassasaraaamsAunduAy 105.6, 98.8 Wax 101.0 SWMFUANTAY O2M WozUAALTBNMNEITY
Wiensiiienuiies Tdmiasazaesaidanuunasguduning dasnth 2.9, 2.0 uay 4.7 dmfumany
oz wasuaaden muaau sansmblulFensitiinumsny o:m wasuaadoy ldashigndas way
ianlfifizinespulumsasamstuiiouzadlavsinisnuriialumannayulnsaudamuualuds
wnasguenayulwslve ialsuiiiuvaniniasafeesudnfont uaznnmsanamahenannayulwsiismine
Tudszine 1w 86 daen lﬁwunﬁﬁﬂutﬁauiawzwﬁ'ﬂLﬁummsﬁmmgmﬁmum
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Method Development and Validation for
Determination of Arsenic, Lead and Cadmium
in Herbal Medicines by Graphite Furnace
Atomic Absorption Spectrophotometry

Supanee Duangteraprecha Jiranuch Jamtaweekul Prapapan Sukphan
and Prachyaporn Inthongkaew
Bureau of Drug and Narcotic, Department of Medical Sciences, Tiwanond Road, Nonthaburi 11000,

Thailand.

ABSTRACT Graphite Furnace Atomic Absorption Spectrophotometry (GFAAS) method was developed
and validated for the determination of arsenic (As), lead (Pb) and cadmium (Cd) in herbal medicines.
Samples were prepared by wet digestion. Validation was performed according to the International
Committee on Harmonization (ICH) Guidelines. The proposed method permitted the determination of As,
Pb and Cd in the ranges of 5-80 ng/ml, 10-80 ng/ml and 0.25-4.0 ng/ml, respectively, with correlation
coefficients greater than 0.999. Limit of detection (LOD) were found to be 2.5 ng/ml, 2.5 ng/ml and 0.16
ng/ml for As, Pb and Cd, respectively, while limit of quantitation (LOQ) were found to be 1 pg/g, 2 ug/g
and 0.1 ug/g for As, Pb and Cd, respectively. Mean percentage recoveries were in the range of 98.8-105.6
while intra- and inter-day precisions were less than 4.7% for all three heavy metals. The method
was successfully applied to the study of heavy metal contamination in herbal medicines available in
Thailand. A total of 86 samples were investigated and the results showed that all test samples contained

As, Pb and Cd lower than the limit specified in the Thai Herbal Pharmacopoeia.

Key words: arsenic, lead, cadmium, herbal medicines, GFAAS, method validation
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