uni 4

HANIINAADILALIVTAINANITNAADY
4.1 mMswWIpuiisunisanaasensyfuandiusteqvasain

4.1.1 NaNSaNANEIU
NANISUNE15A2081979 5 BUANILTIULUNIUDE 1500 Hadans wasuiun

SUMYLINIUBARBNKASYINNUNEITA28199NUUBY LANARIA15

M1519 4.1 WAANAYBIUINUNEITAIDE1991NNTENANLU

#1598819 dwiiniagiu () dwiinansafiavenu(ndu)
NALNLTEN 500 4.56

HNALLLLAY 5500 8.93

5[ Nglorg 7500 11.02
Tusingau 1500 31.08

Tusiun 1500 39.88

lutuneunisadianeIuandIuneguelns 5 d@ude Tuissu Tuw

WA HaeT HAwAg Wagnaliien N1sannansensyRuINa1saiAneIuAINE I

oamIENSITLHUTILalEosNIoLNY TLC  tazdvaindsuiife oxdlalulnid 1oy
= = Y} s a P = = = = o 1

wWiguiiguivaisuinsgiuesyiulugausniielseuiigunsinfeunvesasiiegi

wlanan1MAaaIRagun 4.1 Fameananelduadansililown
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4.1.2 HANTSIATIZHATENNINITNULALL DS LASUNINNTIHAewmALiAlAS

wlnnsvesmalaussausge (HPLC)

JUN 4.1 wandlasinlnunsuvaslushunnnmatiafivawesiasuilnn s

a v = s a
1N3UN 4.1 Uansliiinianaugalsnae @15asa18u1nsgIueNsuiu

= & A i a s a 1 aa = A
wazuaUAYIARTIAIAINATEaNTeIsYAURY InenN13YRTENRNNTESluLAUAYINTINTIAT
ResafiufiuansaraeuInsgIueniyiu antuazatglulumiues Lagyiin1suenia1gan

v o ) A o avwy = a an' ) s a i

wazAiazatveen Wetharshadaiilaainnisindeunivesansnnseiue1syAuln Ry
d' o [ & a a ¢ Y a 1 dl dl dl
Wathluvinmsuenansonsyiukaziinsienmewmeiln HPLC delussagnisiiansingoud
3.83 WUAWAT wagAn Ry deiiv 0.64 nanislddiniaraiverdlalulasdatinaisesy
Auludiusineasdmemaliafiulaw o las NN ALEAIAINIT97 4.1 FI9ZUAAIAT

RFALaNAAULAN ol ua1T@0819919 5 ST
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a

A519% 4.2 ua@neA1 Raesansanave uiieg 1 uuuEY TLC Ingldandauiinony

lulnsa
¥ipvasdinge  szesmnedfiansadeuil  szezmsiiwiaadoud A1 R
(cm) wwdeud (cm)

1. HALLTEN 3.88 6.00 0.65
2. WALILAY 4.25 6.00 0.71
3. WALeN 4.40 6.00 0.73
4. Tusineau 4.30 6.00 0.72
5. Tuwiun 3.83 6.00 0.64

§ Aa 1% 1

ansafinenyAumeswiy TLC 9nasmeg1auinvggninluiigatiiendnualime
wadalesulnnnilvourmaussourgs fsnndvesiinarasesilalulnsdrotii
80 : 20 fovazlneU3anng fnaminneildfeguil 4.2 Fadulasunlnunsuvesluniug
naziUSsuifiuiugui 4.3 uandasunlnunsuvesansasaieunsgiuenyAudeiimudy
Iysfil 2.784 Wit 93Ut 4.2 wolinfiudnitmudulnide 2816 Wil Jsaadia
\Huansusznevendyiu JeldinsiiuasazaneunnsgiuensyAuiinnandudu 100
ppm atluTuans@ngns (spike) Lﬁaﬁﬂm'iﬁué’uﬁﬂﬁ%’maﬂé’maﬁqguﬁ 4.4 Juenuind
fnudulng 2.816 it Saugeesiinfisdudlowiouioutusud 4.2 uanshilans

¥

a1syAuluansitegsluiunil

HANINAFRULTIAMAMEISlATININN T HvewwmIaNsTaurgluansainensy

Auanduseveniuansluun 4.5 - 4.8
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300 -
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mAU

100 -

Minutes

JUN 4.4 wandlasunlnunsuvesasiegainge TLC antuluinasain

NSWALANTAYAIELINTTINOISYAULI00 ppm(Spike)

wanNll eansaipndiusnegrasiliuandasulnsunsuslugui
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NFUN 4.5 Wisuidieulugy n) wag @) NSnudulngd 2.763 wil vwnves
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Andgvesiniiadulugy 4.5 (1) wseinasunsguadluiterinisiigaddndusanu
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PNMsaneasersyAuluiduiememaliafivawailasuilnnsmluasnig
WATILTIAUAINAIETTIATUINNI TR L VRIANTTAUL AT nudllansusenau
a1syAuludusegasiiv FaliinsiaseiideUsinamenisaiansnensgu

Adlusuil 4.9 uarAuniiunlafinvesansieg1usiianige 4.2

2500000 -+

2000000 y =22120x - 66840
R*=0.991

1500000 -

= 1000000

500000 -

0 T T T T T 1
0 20 40 60 80 100 120

v v a a o a
AMUVNVU (UaanTU/ans)

JUN 4.9 nsmluinsgiuvesansuseneuaniyiuinududusnauasnunlafinaes

v

anm TLC

A5199 4.3 LEnIUSUIUVINUN LANNYBIE15ABE191NINNSENARE TLC

YUAVDINIBEN  ALRAY SD %RSD
(x)

NALLTEN 1,351,532 124741.30 9.229

HALLAS 259,126  25308.39 9.767
HALLNAN 314,403  21410.42 6.809
Tugau 324,741 30828.14 9.493
Tuwiun 546,914  40080.35 7.328

A58 4.2 dnAfiunlafiniedevesansiiegnausazydaliunuat y T

AUNSLEUATY y = 22120x - 66840 Tugufl 4.9 azAnmmaldfimed 4.3
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M15199 4.4 wansUSinamesansensyiuluasainaindiusievesivaiinedsnisann

IS NULALEBS AU NN

LDELLE Usinmuansonsyauluansinegnaitanald

A19819 AeUsuTngAuIEudY
(Hiadn3u/100n3%)

NAL LT 1.2

NALLLAY 0.013

NN 0.05

Tuineau 9.9

Tuwinun 10.6

NNA1591 4.3 Fenanisarinansersyulausinaegluyas 0.004 -

1%
o 1 o CY [ a

0.319 faansusetmtinvesingAusuau 100 N34 wagnuIbudius1evoaiiinig

= o (% s

[ vl s a [ R a
Juldlanaznuansensydiu dwanismaassduniss 4.3 dnludsinsaieaisersysu
nluuAiieyNTiATIgranTesyAuiiofigaliins e mdsnan niazidausuiu

wagnadeunnssudeulelnlsdiua
4.2 HaN13IATIENEITONTYRURINTULLA

4.2.1 wan15As1eRgvsnsdugaeulsdinlsdiuea

a 1 1

NNNANISNAaBUSsULNguansanaoisuduluLin nuIntuidwnd

Y

YsunuansensyfuninianluySuin 10.6 fadnsudeuTunaingfuisusu 100 N3y

(%
[

Aeudsinsadnaisersyduanluaiuiienaaeugvsieuledinlsdiua wuinlana

De
=De

nnnsiarganduuasedanilasy adusnandlunalnnmsifamaniiv loy
fiwealawn (L-Dopa)duansisiulumsvpaeufisenfiintu aslasud  vesnsazanean
Lufidduddueninma JeinldanAnsganauwasinnuenady 492 wilunslininmse

NAULAILALAILNIMINANS DEazUaINSTUS LUl InlsTuan sauns
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AINTAANAULAS=  (AyAg) (3.1)

(A—B)—(C—D)

Sovazuaanmsduduaulailnlstiua= x 100 (3.2)

(A —B)

We Ay FiB AMNNSRANAUKATIAINEIARY 492 WnlUATABUNTUL

A
A

o))}

9 AMsgANAULATIAINETIAAY 492 UlumRTVAsNsUY 2 Ui

fio masinarnsganAuLAsiALE1IAAY 492 ululuns
ADUAITULLAZUAINITUL 2 U9 189 Control (A,-Ay)

fio masinarnsganAuLAsiANE1IAAY 492 ululuns
ADUAITULLAZUAINITUL 2 W9 ¥4 Blank of control (A,-A,)

fio massinspanAuLATInMEIAAY 492 YU
ADUNITULLAZUSINITUL 2 U9 V9 Test of sample (A-A,)

fio massinsganAuLATinMEIAAY 492 YUl

ADUNITULLAZUSINITUL 2 W9 V04 Blank of sample(A,-A,)

AN519% 4.5508aznsdudnaulalinlstuavasasananenuluiinn

. AULTUTU Log
ANUTUTUYD . . .

. 4AvNEvedEns ANLTUTY Soway
ansananeIy . . oy .

o annney GIAENRR A-B  C-D nsgudaeulesl

Tusiun o . R
. Tuwdun ansannneny TnlsTua
(Haan3u/ans) A o
(Hadn3u/ang) Tusdun

10 2 0.3010 0.0166  0.0156 6.3936

20 4 0.6021 0.0571 0.0377 33.9755

30 6 0.7882 0.0387  0.0240 37.9845

40 8 0.9031 0.0659  0.0317 51.8968

50 10 1.0000 0.0488  0.0200 58.8811

RUBNAN: i (A-A) LandlunIAwIn NkaznIsAILIN LandluniaNuIn

derwiumaAfevarnsdudaueulesiinls@iua 9annsiadinisganiy

LASLAILINEDANTINWEAIANUAUNUS TENIN9ANUTUTUATAN AN U T UL ILATUANS

NaFeUNUSauarn15TUswau el lnlsTud L amIANUINIUNF1L150SUTINITH19UY

voaaulwslinlsdiualasesay 50 (1Cs)
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0 10 20 30 40 50 60

v

aaaaa

/./Y / @ ansarinluiuriann SPE + PTLC

JUN 410058 uiisuanuduiusseninenudntu@adnudedns)iuevasnsdugs
wulwlnlsBuavesarsanauerulugiien ansanaluisnanmadamavonduasns

WSNALaesATININNTIW(SPE + PTLC) UWavansuinsguensymu

ansannluiiun SPE + PTLC _ 9.4276
ansanavenyluun _ 7.703
ANTUIATFIUBTYFY — 14.0119
0 ; 1I0 115
A 1Csq

JUT 4.11 wananIeuiiisuaiCsuasnsdudaeulasiivlsdiualuasaianeulueh
Wi asanmnmATAWEAY LA NSNS ANAWaLE835lATUNINNSIA(SPE + PTLO)wA

A15UATFILDSYAY
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MnHansvaeNIsufisuragrsnisiudueulesilnlsBiuavedusiudtuas
wAsgILeTyRY nuasataneuluhunanssadudinisvhaureseuludlnlstiua
1% wazdlofiuSinaansatamenuinnauusyans awlunnsdudafianntuen |CsoPiDR
maFsufisudsyansnmmssudaeuledillstiuaditesay 50 wazainguil 4.11 1u
nsiIguliiguen ICsseninansoniyiuvannsgiulazansanaveulugiun wudam
ICspvasansaniavenulusiwniatoendnansensyiuiinggIu wansinnuaunsalunis

(%
LYY

gugaeuledinlsBuavesaiaveululusiuifinitansensyiu
4.2.2 namsigadienanualansersyAululuiiun
4.2.2.1 Myhaszvimelasuinnslvesvalaussousgs

NMFIATEITRUN meEwWaTalaTiN e raIaNTIauLg

=) U

WU @19975URUTASIIUTULNIN 1.581 U9 salasuinswnsulunIng 4.27

Y

mAU |

80—

R —— |

#

60

TET

o

ATYYI0

iyt el (i)

JUN 4.12 uandlasunlnsunuYedan suInIgIueNsysu

nasannvesluiwAkddmiaseimusinanisiasedasuning
Ny vsIraIANTIMULEY WalguiulasininsunsuvesansuInIgIuesyiuiuans
fegne wuhiifinansensyiuluansiiegr@unsmudulnd 1564 Wit egluriwedin

FulyglvesensuesguanIni 4.13
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mAU -
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- 1.688
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2.370
|

Sl (und)
JUN 4.13uanslasunlinunsuansanatuiaiinn
= | A s a A a 1Y) Y 1 |
NANA 4.13nuIndAnvesasensyAuiionnsmudulnidieg ey

Tuamtunlveensunsg uaeig WA IALNTNATFINeNS YAUANULNTR100 300
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N3UN 4.12 - 4.18 \Hunmsdudunanisnaasinluansdiegidluwi

a 1

WA Ja1se15uiusgasaazlarinn1sins1ziidslsunaleeds Standard addition loana

Y Y

LAASIURISN 4

o 1 Y Y v 1 d‘ dy e va v 1 1
A15197 4.6UEAIANANLITNTUAUALRAENUTLANNYB A TARA lULLWLA

ALTLITY Nuilgdn SD 9%RSD
Haan5u/an9)

100 1677.81714 18.0377 1.0751

300 2351.08219 25.9017 1.1017

500 2681.03288 6.7205 0.2506

700 3176.87793 18.987 0.5977

1000 3398.16821 18.5215 0.5450

= dy ANy v (Y 1 1 1 Y o Y
PMNANTNIN 4.5 Lansnunlannuesasirogrsluldinn VL@U’]GUBJJ“E?@J']

NADHNTINAUNTS LDYINN1TIASIENTIUSUN AT Standard addition bonawkanaly

A 4.19

4000
3500
iiliin 3000
2500

2000

0

y = 1.900x + 1668.

R2 = 0.941

-1200  -900

-600 -300

300

600

900 1200

ANHENTU (RAANSNFADARS)

JUN 4.19uanenslidunsavedlushunilaannisninusiniuagaslasuninns i

AldAmUTInuansosyAulagds Standard addition
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INFUN 4.19 ansarmnaTinavesasensyiululusiunld 1.020

1%
o

fadnsusaumindngdu 100 nfudsnsAwInlunianun
4.2.2.2 namsigaliendnualalguuaauninsiuns
NaN15IAT N TiainnluuAfeIsETe I dmaznE 3TN TiIwe

woslasunlynsfifauandusui 4.20 - 4.21

Arbutin 5td.

AP-S5-001
Beaat L [M+Na]*

{M"‘K] [M"‘lk"‘l"l]‘

m/z

JUN 4.20 uansuuaaUnnSuYeansUInTEIUeNTYAY

'
a =

NFUN 4.20 AouuaaiunasuvedansunsgIuenTyfutaliavuaie

Y

272.25 HaNNTIATIZVTOLA WU

1. Usingiail m/z = 295.098saTAnanezneuveslanslufes
(Na) Whluimgiluanavesorsydudsyinliavanauin 23

2. Usingiail m/z = 311.05%smpinAnanesaesvedlany
TnunaBou (K) ihluineiluanavesensyiu Juhliavinauan
39
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3. Usngiiail m/z = 349.13 Feaaidianululdindezneuves

Tnnaey 2 aznou wazlalasiau 1 avmay

AP-S55-006-ES+

[M2K+H]

[M+CH,OH+H]*

m/z

JUN 4.21 uansuuaaiunasuvesansannainluiun

INFUN 4.21 WERILUEALUNASUVBIANSANAVDILULLNLA WUINNITEN
ansnluaiudlivsansiiiese wifnedunafiaid1Agdadanuedieiuiinvesans
& a =1 [~ FZ (v 1 (= & a 1 =1
Wnsguesyan waslinnudulilanasadnainlueiunfiansersyiuey uasdl
W o X
SYATLDYARIL
1. Unngiiafl m/z = 305.148501A3 AN LLENAYRUNNUBALAY
oenaulalnsiay vinlien m/z uaniiudn 33
2. Usngiiail m/z = 349.19 FmaduinanezneuvelninaLge 2
prnauLazlalnsiay 1 9xmnou
Pnuansigadiendnualansoriyiululuaiuninignisislasulnns i

a 1 |

vouauazuiaaUnlasalal nudluansadalushundaisensyivey usiilesainans

Y

afnliduSansiisane Jevihliiiuauiia m/z INnNInarresEnsoIsyiu





