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ABSTRACT

The purposes of this study were to study the development of analytical
procedures for the analysis of vitamin K in milk by High Performance Liquid
Chromatography. In this method, the sample is saponified with alcoholic alkaline
solution. Vitamin K is extracted with n-hexane and determined by reversed phase-HPLC
with UV-VIS detector, at 272 nm. The relationship between the concentration of vitamin K
and peak height is linear in the range of 5-40 pg /ml with the regression coefficient
0.9997. The standard deviations of condensed milk, drinking yogurt and milk powder
are 0, 0-0.74 and 0-5.41 respectively. The relative standard deviation or coefficient of
variation are 0, 0-10.66 and 0-50.25 %. The recovery of condensed milk, drinking
yogurt and milk powder are 76.42, 73.26 and 56.78-70.06 % respectively. The limit of
detection is 3.76 pg / 100 g and the limit of quantitation is 5.72 pg / 100 g. The
comparison of the result which analyzed by development of analytical procedure

method and the AOAC method showed good agreement.
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NITUATIEN

[

Tailing Factor ({{uATAuTaLanTaANANNIATURIAN

'
o

Resolution fludrnuenlinsudrinassinagAanuuanaanainiusiesln
d' -37 ¥ = :’; a; d‘ [} o g } % = : dl
TINTULNTUALABANANTIUIRITTEzIATIATAR DU UARAMILAT AN WaRIRnT9des  (We
Wwdladn Intemal Standard usneananansiifesnsiassd msusnfiguysaiiAwindu 1.5

(Witynsseu drana uazlenes adafnana, N.a. 2539 : 1-114)

2.3 N5AsIaRaUANN LG lAUR4IENIAFRAUNILAN

namsragaupaldld  Aensthudulnenisnsaseuuazdaumang uiiiy
JUssu Lﬁiauﬁmdﬁ'ﬂﬁ'\uuﬂﬁmw‘iﬂur.ﬂm:rfhﬂ dmsunsmuidelalilagianns
amsaussqualiiiuiinela
nsnsadauanldidvesitasianreunquacuieansssgnsld  Siuiin
AAiumsuazuaiild fdeaghividnidumnzaniudnglsrasdinidom
nnsndeuAnlEifredferindleWian idhennsgw  SaaveiiRng
WanmisesanuuLdues ﬁﬁuﬂmﬁgmﬁ‘lﬁuﬂnmﬂuﬂw MENEUREARLLIAITNAST Y
unsdliimsseneussinuladsinnsgwidasinnimmagaunnaFld fil
- Matrix fnaanniiimun
- MALLARINIBNIATE UGN WAL aNAU 198 Incubate
Lﬂﬁjﬂufqmm_]ﬁ @9ATl Hnen (Reagent) aWsiaeade udunewite Wity Wusu
Key Performance Parameters
1. Selectivity Vs Specificity
Working and Linear Ranges
Sensitivity
Level of Detection

Accuracy (trueness, recovery)

Precision (repeatability, reproducibility)

o B o K e R

Ruggedness or Robustness
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1. Selectivity Vs Specificity
v - i, e P - >
ANATNNTD IUNIIN AR LA TN ARINIT UMt R A sauRaUulne A
ANYNABIUATAIINAUNIZIANZA
ATnN1sATIRaaL
hd [ nll 9 o ] dldal =l | -
1. NNIATIATAAINEDING TUFLeE19NNAITLNIN (@i laesIsuT1RvTanIRNaly
AIBEN)
2. neddhiwdladnfi@esunawizall Wiansnmadaansiideentslusinesnauay  Reference
Meterial TaanFeumaumAsvisamatinay

2. Working and Linear Ranges

wiele  dansldouiirseurquessunudniuresaiinaaeriasanansn

WARNTZALIANLLEN (Precision) ANNQNA®Y (Accuracy) WazANNANWLSEUAY (Linearity)
Gs ° el

AunNua ludsnagay

ANMANWLSITUAUMINEDN AoNaNNNsnTedIs N L A NanadaLdadly
drdaunuAnudiniurssansisieanisdalusaatine nelugaarududui s
wiseaniiu System Linearity uaz Method Linearity

System Linearity nagaulnglfansuinggiu Ineasuanditian i@ unInIedssuim
'l,ﬁmﬂ'wﬁmﬂuLﬂuﬁ’ﬂzdqurTum’mLii’ui’ummmi‘ﬂxmﬂmm‘gm

N191U1A1 System Linearity
1, Lﬂ?ﬂumm:mﬂmm‘gﬁu@shqﬁfaﬂ 5 szAuAMNEdNgY (lugae 50-200 % e9ANNLd T

dl b % [ ar (]

VENATNABINTTA LUFBEN)

2. imsdagnsaraennsguissAuAudniu az 5

=

1 A=: 1 1/ [l ar 1 %4 g/
3. wALaREIaIA s U lAuAassTAUAUENdY
4. WABANTINTENINAMUETNGY (N X) uazAauls (wnw )
NN MAnaaaszndadiduuazA e wld  dnunAuan Regression
v v
Line Tmeild Method of Least Squares Ma#l Slope 184 Regression Line ,Regression
Coefficient (') uaz Y-Intercept anunsaihwihunnsinnssaniunnugnies danaaes
Linearity fiAaz1sinswidunse (neidl Slope = 1, Regression Coefficient (%) = 1 (Inewialyl
HANTLH 0.999 14 0.995) WAL Y-Intercept = 0
ar ] 1 - =
Method  Linearity nagavlneliansfoagniifnasnsgulagazuandia
aa Aﬁl 9 | o 9 & qlld [
ANANNTTITIENIENAdeL N IHnanaaeuiiudndon Auaududuaesashfagasaluy

a’ 1 ] dl k-]
et (Neludaennivue)
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N13UAT Method Linearity

1. Lﬂ?ﬂuﬁqaﬂqqﬁqﬁLﬁummzmﬂmms‘g'mﬂﬂwﬁaﬂ 3 srpuANNdNdy (ludae 50-150 %
asANENduIaIanTfaensTalusinatng)

4 [ dl ar v 1 g
2. MmedanszAuAMNENdYY ar 5 90

1 -=d| 1 A=l‘| v 1 s 9 1 23

3. WAanaA e ulsAaLseAUANIdNd L
4. WapanTMsEudIeANNdNdY (Wnw X) wazAnfauls (wnuy)

© ] . - 2 clxll o c} 2 >
5. ATUIUNIAN Regression Coefficient () Taevialuaansus r 2 0.99

3. Sensitivity
wnei anmdaumauasulasesdtyonnmenaaeuusspnuidindy

4. Level of Detection
4.1 Instrument Detection (IDL) wxneiia Ao udinduaasansilddynnuily

5 Y189 SIN 18aLFsaile WdefiiiAuTl 1,645 in1e4 SD 184 Blank

4.2 Limit of Detection (LOD) maeifta Arwidudusgazasansiiseanisialu
frataiigansanmany  aebisndudemmBuiald  ieduauddurecansily
dryeyrnuiiii 2 1vi1 999 SD 1949 Blank mﬁﬂﬁhmﬁiﬂmme{rycmmmq Blank

4.3 Method Detection Limit (MDL) us1eiTia ﬂfnwir’m?ué’hejmmm?ﬁﬁmﬂ'w
Tnlusetieiiansnsonmandld TeelildBunadidals  Wuanaduduresssiidnu
nevuaunsIedianagey  sseiuannadinduresansilidymyiouiy 3.14 ih 189 SD

184 Blank mﬁﬂr&hmﬁ'mmﬁryry'lmﬂm Blank

4.4 Limit of Quantitation (LOQ) UN1EITN ﬂfmm%'m’r’urfﬁzgmmﬂqmsﬁﬁmm?fi’m
lushetnefianunsonn Bl Tneflpnuusiuduazanugniasisensylidvie dunau
Lﬁuﬁuﬂmmsﬁlﬁﬁmmﬂmﬂu 10 i1 289 SD 284 Blank wileAnAtesfiyuiniaes
Blank
Requirements
IDL is used as a guide for MDL, LOQ
Relationship IDL:LOD:MDL : LOQ

1 :2 4 : 10

A8N19W1A1 MDL was LOQ
3%‘171 1 1. IMN1MAGLL (Sample Blanks, Fortified Sample Blanks) Ao

indusngafieaniule 10 91

2. ATUINIMIADAL YRS Blank WAL SD
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3. fmuAAn MDL winfuAniadgees Blank + 3.14 SD
4. fmuarn LOQ WinfuAiaAgeas Blank + 10 SD
381 2 1. ¥inmeaeu Sample Blanks ?{Lﬁummzmammsgﬂu'ﬁ'a‘:ﬁumm

diudusing (B nane ga)

2. yimsdamamdndas 10 40

3. AMUInIMANRAY LAY SD
WRAANTINTZMINA NN (LN X) wazAT SD (WU Y)
anidunssifiunu v 1dAn sD,

NMUAAT MDL Wi 3.14 SD,

e

NMMUAAT LOQ winriu 10 SD,
(MHIEWR : SD, = A1 SD Araudinduiviniy 0)
_ oo ] =Y A
28N19MW1A1 LOQ 780 3
msUssiiiusaanisnaaiu e anaaz @ miunimaaaun e ld
dl' =i = Vo q:d:d' 9 4' sl o = o " .n:

WINNe  (MFaenA lnuAEnldiATealiasae) vinnsnadauinaimTanmqatf19nns uANN
dndu Tnefwusscauanududusnga (e LOQ) Aigwnsavinniamaaauldifanaany
2 o af v Wy yaal P [T o : P
gnAfduaTANiuiNsaniuls (@aldiBn1sanssaumNdnduasant 1IN FaEe
autvqammasausaensneadiuly  AvinlildliRnssiuaududullitegaanudadu
40 Fnenaily ULAWINIINARBLIMIANAIINYNHIBILAZAITNULNUE Fazuaadnd

&
il Peuansuld Saflumaududusssy LOQ)
A8N19U1A1 LOD
1. IINIINARDL Sample Blanks ﬁtﬁum?ﬂ:mﬁmmjmﬁmw
2/ 2/ ] ;7 v g

indusine poudiudusy 10 91

2. AUITUUNAN % Positive #58 Negative Results

3. fimunA LOD Tnemsaaaauanaududusiige filvinanisdnh
anxnnaaniyle

5. Accuracy (trueness, recovery)

H Py

NUIEITI ﬂmu'Lné’Lﬁﬂwmmﬁqm'lﬂnummmﬁmmﬂmf-:s‘waqmﬂ‘w B4N13

Falufetnangldammageudeaty Wnevilasuanslumenaeani ey
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NITUWARPNAT Accuracy

1. N1UIA" Relative Accuracy

AAszild x 100

Relative Accuracy (RA) = A1#
CREEN

(\ntusin1seaNFLTes RA aglutaq 90-110 %)

2. N1787489A" Certified Value

(\ntusin1seanil = Certified Value = Uncertainty)

FEMIMAIANNGNADY
1. naaaUTagdnBeizen
2. Whsnifiaunatedinaseumazauiiimuaaugniedld
3. MeMARELFRRtTRNET §AansTideameTalu BinamgA ey

A luFatiNUAANIINA LAY
] s =y = [ 1 =il = dl 17 [ cll
AMMEINALAY MUNEt NmAgeLFat i RANANAaIN13I A U B u gL
v d” [

s

uamagaLnFunwiafreasiagAunnuilufeuazninauAuaiiine

AMULLaU
- - o =l AJ v o [ ar -il ;7 [ d‘d o 1
Usziliutlss@vsnnaedianagaud Maan @i Auas AT nasn AN ant lusaa g

ABMIMAIMTNALAY
1. nansazaenasg U luinet unszAuAnudiuinaiat e

3 9TAL (AN NAN UWAY g9 1T 50-150 %)
[ v
2. NMINARAL Matrix blank NWAALsZAUAINNNAY (6 97)

3. ATUATUANNNINALIAY

} .. (c,—c,)x100
TRHATNITNALAL =
C

3

Il

AN NI UEBIF9REN LLﬂ:mmLﬂﬁ'uﬁ'fumﬂqmiﬂ:mﬂmmg’mﬁLﬁu

AN NI UBIRBLNY
ANNENTUIRIRITATATENIATTIUTILRN

@]
n
I

& =
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= ) - " o oA
A9 2.1 Lﬂm‘ﬂﬂ"luuﬂTﬂﬂﬂQIUﬁlﬂQﬂqﬂq?ﬂﬂUﬂu

ANMNTNTUTRIRISIRaINSIRluGRE ATNNTNALAY, SREAT
100 % 98-102
10 % 98-102
1% 97-103
01 % 95-105
100 ppm 90-107
10 ppm 80-110
1 ppm 80-110
100 ppb 80-110
10 ppb 60-115
1 ppb 40-120

6. Precision (repeatability, reproducibility)

PN AAUEAIDIANN N ALNTUIRINA I LATIZTFR a8 NN TN AGaLIEN
uaneaf TnavialiazugnadaeiAn % Relative Standard Deviation (RSD) %38 Coefficient of

variation (CV)
SD
%RSD = — X100

AnwruzANuaiugn [nwun i
1. Repeatability (Within-run precision)
2. Reproducibility (Between-run precision)

1. Repeatability ilupauuwingidunusiunimmasaumaateinnelfaning

ﬁi 2 i % dll <= T ' £ a e =l ar [l o
Ash Idun nsldirgacile fRssiuasianlfiAina@eniu nelutaszazinandu
1 v

2. Reproducibility  iflupauudugniduusiunimagaustattei e le

annzmudn Tiun msldiBneaeuideniu wildirdeile dlnmmiuasielfimnissinaiu

Tudeszaizioannuineriu
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MsWIAT Repeatability (Replicability)
1. MNINAARY Standard, Reference material #78 Fortified sample blank ﬁ'?zﬁumm
iindiulugag Working Range
2; wma@u%ﬂ'lwﬁqqs‘:ﬂmmz?uq
3. ATUNUAT Repeatability ?';Lwia:ﬂmmﬁu'ﬁ’u Tneseaneiuan SD wiFa %RSD
N19M1A1 Reproducibility
1. NMININAGBL Standard, Reference material 78 Fortified sample blank ﬁi‘r:ﬁum’m
windlugae Working Range
2. wﬂmau‘gﬁ‘fmwmﬂmﬂ'}mnﬁ?u tﬁmﬂ%‘ﬂuﬁwﬁwﬁmmu lﬂ‘ﬁ‘;’ﬂdﬁﬂ

3. AMUIUAT Repeatability Nusiazaudndu Tnaseareflud SD vide %RSD

= o -lt W7
199N 2.2 inousinuualaayinlilaes Precision

prudidureansfifeantsmeagenlusasting RSD,%
100 % 1.3
10 % 2.8
1% 2.7
0.1 % Sl
100 ppm 5.3
10 ppm 1.3
1 ppm 11
100 ppb 15
10 ppb 21
1 ppb 30

7. Ruggedness or Robustness

} 4

- - - o 1A o
PHEIDS ﬂq?LﬂﬂﬂuLLﬂﬂﬂ‘ﬂﬂQNﬂﬂqTﬂﬂﬂ@].miﬂqqﬂﬂ']?'ﬂﬂﬂﬂﬂﬁ]"Jﬂﬂq\lLﬂﬂQﬂu

[l
o

& er o = (7 1 dl | =l =l [l ar 2
Aelamnaudsrasaniaznisvinerudna Taun \ATEIHANHAMANBIUTANAY ENAGAL
AdUszaunisaisnaiy ma‘mﬁtmmwmmg’mvhqﬁu AN1ZUIARDNUBINITNARDL
FiNfu A1 Ruggedness or Robustness RAZHBNNAIAT

(neensrmenAansuaziniuiag. 2544 ; 1-37)
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ao o o Iy
2.4 UARENLNE1URY

Hwang (1985 : 684 — 688) AaadAIATWA1 Tugtnsuduasdaluamisdiniy

i TeawatalasuninmWuuureavas  IeelduenTudloylaasanlosmdud uiasuniuas
v

tineiAnating Aniuldansaranenanseuninelaraalsiinuuaslalaaanmudnmdau 2 : 1 afn

as " o e o =

et Amsiamiual lupvewd  Aracadasaunsnesgudiing < 3.3 nsld

o A ¥

naUAUIataY 98 Tt 4 dowdm Al lwstda Arpnudenuuunassuduing < 12 msle
U d9

nauAufeas 95 £ 9 aududusingafianansadald 0.3 wnluniu

Indyk et. al. (1995 : 719 — 723) M32RIAIAINWAT luamnsdamiunisnuazuning

Maulnflunistesfatrauazainfonianiou  nslénduauiesas 97.4 + 2.5 daai
Foynureuaueseaaududuiidhudunse 0.05-4.0 lulnsniusefindansanunsm
Aaadale 0.5 Tulasniuma100 nFuuuwa

Bueno (1995 : 6 - 8) Anmnisaasieiiamiiwat luginsud lusastnauuns
Ineldarsazaranausendnglanaslsilinuuazaisazaelelalnsniuas (dududeuas 0.02
(Usumssiesunmg) lulelseany) windu 15 fe 85 afmsnating e 4 iAraans293R
drynnuuwuusanalalaanuazidida fi’mﬂ"}ma‘@ﬂnﬁumqﬁmmmmﬁu 254 unluwmg
Tnt/lfmaaniatia Normal Phase

Ware et. al. (2000 : 719 - 723) madaimAua1 uanmisnianisunng Taeld
wulnilanlawazuaarracluaatensiatdn  udradnfetdanansazanslaifay
lusauamn WuduFesar 1 lusamazaielelainsniuea §nsdou 1:1 Foamaiia
Solid Phase Extraction udauinlUdinseilamailan HPLC ua:‘tﬂﬁm‘%‘immq@ﬁ’ﬂd’mmﬂm
wugeasaaud  daiidynynneuaueireaadduiitudunse 0.1-1.0 wtuniu
TneflAndutlszavaaasnnuduiugivingu 09999 mslénduAwaasianas 101.6 £ 2.85
AN sITUSREIAY 9.26

Wollard et. al. (2002 : 682 — 691) maadanmRa1 luewnslaeldeulodflawadae

o I o Pa a o & = k74
Foatin  wadrnldAlmasisqumeiia HPLC Taaldaaduiiailan Reversed — Phase uazld

\ATBInIAdAd Ty ULV dITUS
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Uunn 3

A8Aiun159]8

o o o o el cd o = o ' 4 = o= -
mAnwideaisl  JagUsrariiefRINMAETIS Rt ARETATIETRANWA
-{ - - o ' v v all = d‘ er O 9
waznFeudie Bunadanfiwea lushetnamdn wnfaupugeaiiuasiur wedaindays
nanmsiignsies awnsadiedield azman samde Usewdadnldane uariitss@ndnmgs
o ala cﬁ-‘ - T o i Y e ar O - = of or al
dhiddirsinanansonsadnmey sastldnanvane fadaauiiunddedall
3.1 dszansuazngudasenadildlunside
i A - o
3.2 wsesiladildlunise
=l O -
3.3 TaAulunITMAaes

3.4 nFiAszvidaya

3.1 Uszmnsusengusataildluniside

dszamnsildlunisAnmddelaun wadu windannugesiuasuang

3.1.1 ngusaatheildlumsise
nquAaat1eflilunmsAnmdde duaanisasandudn inunan ae

Wasnsquuuuiungu Tdunnguundu 7 faeene gaan 5 faadn nguunndaupugaTi
30 faatine guan 5 Fantnuazngauang 25 aatne guan 10 faatne Tnewdlusadnam

ranLarUssq lussinalng sendraiaununiug 2544 TuRaunaAN 2546

= a o
3.2 wAgasilafldlunisiqe

3.2.1 Lﬂ?l‘ﬁx‘i High Performance Liquid Chromatograph (HPLC)
1841390 Shimadzu §14LC 8 A
3.2.2 Ultrasonic bath 1891i78¥% Crest §4 575D
3.2.3 Rotary Vacuum Evaporator 18915 Tokyo Rikakikai 14 EYELA 1350/1500
3.2.4 Water bath 1291380 Tokyo Rikakikai §u4 EYELA SB-35
3.25 \Arasds 2 fumis 9801 Shimadsu §u LIBROR EB-3200
3.2.6 (391 4 Aumls 189159 Shimadsu §u LIBROR AEL-3200

327 m?mm'f’a;ﬂqumﬁqa;a 72915¥n KUBOTA §1 5700
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3.3 mMgANTUNISNARRY

-t ar A‘ 2/ o
33.1 289 lﬂﬂsﬁmﬁw AIUTMUINLRTMIATIRARLAN Jldlarasisnagay

MALAl
3.3.1.1 aUnsnluasa1siAl

1). nFABNTBY

2). NaEUEn 1U1A 500 NARaRT

3). 19ANULLYE TUIA 250 HARAST

4). T9AfULLY 111A 500 HeddaRT

5). wagilany UM 250 Aadans

6). 1ATAMENIATATY 1WA 25 50 uay 100 NadAAS
7). Thila 1um 0.1,0.2, 0.3, 0.4, uaz 0.5 NaRams
8). lnAeudaina flsmannin, Merck

9). nunadeylansanlad, pellets, BDH

10). wnid® A.R. Grade, Lab Scan

11). ®19NRTFIUIANTWA V 3501, Sigma

12). lalnspdlun BDH

13). upaneaad 1/3gns, BDH

14). azdinululasd AR. Grade, Merck

15). wNnuea A.R. Grade, Merck

16). wWn1uas HPLC Grade, Merck

17). TladanBimaiqmien 40 - 60 °C, Merck

3.3.12 NMELATHNENTRYAEINATIIULASMIWNAT System Linearity
1). dssumzgddmiiue 10 Aaaniu (mANey 4 Auvde ) 4190

SaBunnsdanaunn 25 aaang avaneuarlfuiFunnsdanianiuasauiiviauemlzunms
2). Tulmarsazarauasgidandiua ludiat). 11 0.1, 0.2, 03, 04
way 0.5 Naaans 1819ndmBunnsdanawnn 25 faaans Ui Funmnssaeeniuen audsda
uanfFums (WFenasavaIENIms§uetaiee 5 syAuAMdNdy (lutdes 50-200 % 189
A TN ST A RIn st LU aeeing)
3). ¥madasazanensguiissiundidu az 6 2

4). waeanrassneulduAasEAuA U g
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5). waaAnTNsEndnA N udy Wy X) uazAnfieuld (unuY)

annsmlinaanszndnspnadndunasAtfienld  tanAnuans  Regression
Line laeilld Method of Least Squares Wil Slope 183 Regression Line ,Regression
Coefficient () ua® Y-Intercept snunsathadlunasinegesuaaugndes aases
Linearity finarlgnamidunse el Slope = 1, Regression Coefficient () = 1 (Tﬂﬂ'ﬁ"’ﬂﬂ

gaNFUT 0.999 D4 0.995) WaY Y-Intercept = 0

<4 ar L =l =
3.3.1.3 NSLATENAITRERILAIDEILNDATIATLATIEWUAZNITUN
AIN9YINgN

o

o i ' ) 3 =l o’
1). ¥IAIDENUN uﬂﬂ:‘ﬁumuamﬂumﬂmm ny

' v 1
o o [l o o

2). dastaating (mauiaminuwduey) ldlumaduuin 1unm 500 dadans
Tedasnasnnausiaralingsl faasianmd 20 nfy ﬁQﬂdquw%uﬁugLﬂﬂﬂﬁ 100 NFUUAY
AlaReiNIuNNg 20 NN

3). Anlalasen lsanns 0.5 nfu ssavanenuvadenlansanlasidadu
Yaeinz 50 (wninlaenFanms) 100 Nadansuazanen 100 aaans

4). tinluaneueiwinprafeuiilgamnd 80 asraades Taeilszuy
TianduaraunaanaFasuiaudman wean 30 ud anfugennumuTaiFaetindy
1szunnu 30 AadanS

5). eansavantlfifulsvanos 40 asdgaides

6). mdsazanald lunsaeuenanm 500 Haaans Samafungominng
2.3 ¥y 20 - 30 Dedanr wdafuasavaneldlunseuenludeaty

7). anpaIavANLIALt LN 2 ﬁ%ﬂ']ﬁz 100 Na@aAT

8). snravanenasaldihmuiulilunseuentuin 500 fadans

9). ANNETRTANEILENEY faeninduniiay 100 Dadams Wendasns
(VAgaLAL e NIAY Faeay 0.1 (ﬁﬂuﬁn‘lﬁmﬂlﬁmm))

10). nmqmeazmﬂdﬂuﬁqﬁ"ﬁqﬁ‘[mﬁﬂuiﬂLﬂmﬁﬂﬂﬂmnﬁmmﬂg 4
10 gLl mNy arindmin

11). suveansavamEnImdliuT A anAies Rotary Vacuum Evaporator?l"
9ol 40 B LTaiTen

12). wrllladeudimaflseunns 1-2 Naaans arngangaafiuuL

Wansnaasming 5 Haaans aniusewetibiaesawmes beuldoelulnnau 1191 3 - 5 AT
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2 “It -d1 j 787 o aa v o v
QUANTAYATEILTY antuaraenInfilddaeiuniues 1.0 fadans  ufailiGlsvidan

- s i o o - - o i -l
wpalia HPLC Taaldirsasnmadadygrnuuudanslalawauasddda daAinnmanay

LAINANEIAAY 272 W luuAs

AN1IIATRY

aARauT : Lunuea

o’ - A ' =l

fnsnging : 1.0 Naaanssiaud

dl as o o e o 1 <4 ni' d'

wisaadndeyqos : dnslalaesuarafila JAAINIIAANAULAITIANENIARY
272 unTuLums

padu : 13m reverse phase AIINEN91WIA 250 aALNAT idUHAUTNAIY
4.6 aRINAT BUNIATUIA 5 TuATaY

13). AwansmLsunantwe (lulasnFusie 100 niu)

C XV XHeight , X100
ldgns K= : (3.1
Height , X Weight _

mp

‘J b el = [ 1 - R
\a G pandudurasssasarasnasgddnniiue (lulasniusialiadans)

v 1
Y; = 1Fuasanuanldazans (IaaaR3)

total.

Height,, = AMNgIIesiina1sazateuInsgIuIsiiuieg

Height,,,, = A213g91R3ANFRENS
Weight,,,,= Wmtindaatng (nF)

14).  AMMAUAY Repeatability laevalilazugnediaedn % Relative

Standard Deviation (RSD) 1i3@ Coefficient of variation (CV)

SD
%RSD = —X100 w3.2)
X
) RSD = Aufleuuninsgiududing
SD = Andeuuusnsgy
X = Aueda
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3.3.1.4 N1SNAFAULSEANEMWERINT/NITMIAINISNRLAY

1).  wistnsstnlatANaTaraIENIRT§Iuettes 3 TEAUAIN
wiudie (lugiag 50-150 % 1esaonudinduansasnsanisdnlufaeting)

2). ApsreiANduRaudng Anudnduas 10 91

3). wAneRrInsA e lduiavssiuaudidy  (aemenlug
L [ |
TRE[TNTNALAY)

4). waaansszmanganududy (waw X) uazAfauld (wnuy)

5). AMHanUMNAT Regression Coefficient (i)

, .. (c,—c,)x10
FRALATNNTNALAY = ..(3.3)
(&

3

]

= mﬂ:4Li’u‘h’ummm"’fmemﬁ:,ﬁummzmﬂmmgm

AN N TR9FIRENg

ﬂf:'lm-iiuiwnmmsazmamﬂ?ﬂﬂuﬁLﬁu

O
Il

3.3.1.5 28N19MW1A1 MDL uaz LOQ
1). Minmagay  Sample Blanks WlRN&1sazaeNnAsEIUTISTAL 3

ATy
2). winusatarudunauinsfuaudnduay 10 41
3). AIIMASAE LAY SD
4). WaaANTINTEIdN9ANdNTY (N1 X) wazAn SD (WNKY)
5). andunsmsaiiuny Y 1 SD,
6). NMMuAA1 MDL L¥infiu 3.14 SD,

7). nMuuAAl LOQ Wiy 10 SD,
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=g = 's -
3.3.2 AEMTIATIERANITNIATIY
3321 gunsnluazaiall
1). 199RFUIATATY TUIA 25 50 100 HARARAT

2). s 1114 1 2 3 4 5 Nanans

3). 1amgUany 1WA 500 HAARAT

4). 19AMTULLY 148 250 aaans

5). 99AMBULY 11498 500 Haaans

6). NFELEN 1WA 500 NARARS

7). NFIELNIBY

8). #17NATFINIAITULA V 3501, Sigma

9). Wwyuaa A.R.Grade, Merck

10). wanluilenlansanlas 28 - 30 %, J.T.Baker
11). 'lanaalsfinu ACS - 1ISO,Merck

12). 'lalsaenni HPLC Grade, Merck A.R. Grade,Merck
13). 'lalalnsniuaa ACS for Analysis,Carlo Erba
14). a24Inu ACS - I1SO,Carlo Erba

3.3.22 MaATENEITNIATIU
1). fassnmegnidnniua Wyruuansniwinawtszanns 0.02 nfy

14 lus9nd R Bunasasang 100 Hadans avantuavluiFunssaalaloaanmy  (atin 19
anrazatananiy dulnaisazane 5 Aadans ldlurandndiuinsauia 200 Hafans
UFuiFunnsdaelelsaaninuy 1t l¥ansasanenani

2). HulagsazareninsgIuinIliue Tuda1). 11 4 uaz 7 Uaaans
auAIfY ld1aadnifiunnsauin 50 Nadamns  USuiFumsdaeleleeanny el

asavanenauny arldaududu 2400 uay 700 lulasniy / fns AuanAy

3.3.2.3 MSLATENFITALAILAIRENUATNIFNARBUAIN WA UL
1). fasraealdnmeuanawina 500 Haaans

2). Buuenludleslznsenladidad 2830 %, 4.0 Nadans L1ein 60 Fu
3). FNNILea 60 Nadans taen 30 Fund

4). wulanaalsiine 100 uay laleasninu 50 ladans (aen

L v
5). fialduendu wialagouansaslurangiouyaunn 500 Hagans
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6). ¥in9n 48 45 3n 2 A

7). Wusnsazaeidldlusangaaisunn 500 Sadans ludn

8). wraravaneliszineliuialaeld Rotary Vacuum Evaporator i
founnil 70 29ATALTES

9). nnlelansnuea Faeay 0.01 (Fums/ 1Bums) lulelsaaninu

1311R7 20 NARAAT R LUIANUULIY

10). antihsnsasaesaeteiidluda 9. luindaanssunaulaald
paANiLie ANEN9TLIA 30 LIUALNAT LduAUENanT 1 LIURLNAS Faussqdandan
5 nfuuarlmAnudamafilsaant 2 nfu

11). Wiuasazaneilaldlumafuuuauna 250 Aadans

12). tansazane lusziveliuRelaeld Rotary Vacuum Evaporator
figruugd 70 asAngaiden

13). Huazdinu 2 - 3 Nadans aelutaafunwuw \Haavanananilé
udatlulnansavaneldlunaaananasaunm 5 Tadans aaniutillalndaelulasiay

14). ¥snda 13). 4-5 ARauE1aTaELTt

15). azargnanilddaelelaeaninuliuans 1.0 fadans Ul
fﬂnmznﬂu‘l’.mﬂh’fm‘a':mmﬁ"mm'\m‘éaqq udarinllasdnetes HPLC

=l
ANTUDIATRY
Waaaud ;- arsasanananszninglanaslslimunaslelainsmues (fuduiasay

0.02 (Fumsraiunms) uazlaleaanm) windu 30 : 70
fnsnslua : 1.0 AafansAauan

4' o o - - o 1 =i 4‘ dl
wraadadyan : eamlalaaauasAdida dRAINITAANAULEINAINENIARY

254 W lwung

o 1 H q -J o 1 - J
16.). AMINARRELaTATEwLuNIATgIUg NG wiapgulse@ng

ALlss9u

3.3.24 MesPNNINNIATIIY
1). ﬁqmmzmﬂmmgmﬁmﬁumﬁm?ﬂuﬁ (uda 3.3.2.2) 1Uandn

A7a9 HPLC Taeldanaupsasiingradnediu anududuay 6 99
2). a’iﬂﬁnﬂﬂmm‘gm‘iﬁﬂwaamwdwmﬂul.'ﬁ’u-’ﬁw*aqmsazmﬂﬁu

ANEGITBIAN
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3.3.2.5 msnagaulss@nimweesls

a/ 1 i = Ed - J
NAgaUAINARENN 3 nad Tmmﬂum&'azmﬂmmgﬂmmuumwmn
2 v v -l o " - (9 :’l ﬂl U b v
AMHLTHTIN 3 ATHIENTU  IATENARENUAZIATICUATHIUARUNNANITNAY  ATH

uduay 10 91 ﬂﬂmuﬁiﬂugﬂ*ﬁﬂa:n'\ﬁ‘nﬁuﬁu

34 MTIATIEAIRYA

1. AmanvmbBunadmiueluedwoady  wnkennugiatiuesuin  Tae
menuiluAed Aueunmingiy uazAdienanasguduing

2. uBaufeuFunafaiue fawreildlnaurarisaqediniatsineng

AasziANwlslsau

3.4.1 gdaANlElumslATitays

i ol
1). Aaae (Jeffery, Bassett, Mendham and Denney. 1989 : 135)

ldges X = — ..(3.4)

< - \
\dla X = Ausde
Y X = uarenvesAusiazAtlugadaya

n = auudeyareinguaaaciig

2. ﬁ’mtﬁmmumm‘g’m (Jeffery, Bassett, Mendham and Denney. 1989 : 135)

ligms SD = {35]
tia SD = ArdauiieauuinAsgIuIBINguAaati
X = AudazAlugadeya
e 1 ‘dl o 1
X = ALaRLI8AaaENg

NUIUTBUATBINGUADEN

e
I
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3). naFiAsANnlssau (Miller and Miller. 1993 : 61)

S 2
gns F = — ...(3.6)
822
Taed B* 587
VD F = aasdiumanuulsison

'
=

S2= anuuilssurasfayagei 1

S,?= Anuulslsaurasdiayatai 2

4). nMsnARALANNAF1Y (Jeffery, Bassett, Mendham and Denney. 1989 : 141)

X, —X,)
4gms t = _"("J_FET BT
B |—+—
n, n,
- (1, — 18+, — 18,
- _ 1 1 2 2
Wa S, =
e
kv 7 v dl o H ﬂl o o
X uar X, = ANLRLIEI9ENEAN 1 LAT 2 AINAIAL
s,uar S, = Andlsuuuinasgurasiattegei 1 uay 2 Muady

uandayagai 1 uaz 2 ANAIRL

n, W& n,



UNN 4

HANNSILATIEHTaNALADALS 12N

nmsanmeiFuindndualudedeun Suunaungusiaetdeliun uudu
5 AREN UNWTBNANYIBTH 5 ABtNuazuNIN 10 Maatne uanlilumnei 4.1-4.9 uay

71 4.1-4.3

4.1 M5 System Linearity 1843501019514

nasaulngliansazaannsgdamiuansyiuanudndy 1, 5 10 wsr 20

v
= = o

Tulasnsuraiadans andiaaududuas 6 91 Aauanslugii 4.1 (1n919¥ n.51)

1500
y=54.114x - 26.409

(= 1000 -

'I'Z? 2

4 r=09917

&

EF 500 (3

prd /

i

c

&« 0 4 T T T T 1

( 5 10 16 20 25

-500

v [ [ P
AN L'LIN‘]J‘N.iNTﬂﬁ‘ﬂ‘J‘NﬂﬂNﬂﬁ ang

<l a.
g'LIVI 4.1 WAAINIINN System Linearity ‘Ilmo%‘mma‘g’m

L T 7

N7 4.1 mInaaaL System Linearity 284351nnsgu iszsuaouiduduans

ANIATANENIATFINAIMTUAWINIL 1.04, 5.18, 10.37 uaz 19.52 lulasniusedindans wu
ﬁiﬂLﬁmmummgmLﬁﬁﬁu 0.52, 0.41, 0.98 uar 7.17 AINAIALU uazANTEeLLY
NIRIFIUANANSINAL 1.11, 0.18, 0.21 uaz 0.67 ATNATAL

AnuaMmAGey TngasuamianNastress LR AN aaeiudad
nuanudinduresnzazateunmnsgLAmEuA "ﬁqwudﬂmmL’i’u%’uﬂmqmsﬂ:ﬂwmmgﬂu
Aenfiwa hudunnlutupnudindu 0-19.52 bilnsnsusiaiadans lnaflAdutlsy@va e

AMMNANNUS NI 0.9917 Lm::wm")ﬂfmlLﬂﬁ’wf’]’umﬂmwaxmﬂmmgmﬁmﬁum Whidumsa
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Tudwanududn  0-10  Tulpensuseiadans  IaadlAduyseAvsaaannuduiusivinny

0.9999 FalneninlileionFurndutlssAvivesmaduiig > 0.9995 (Fauandlugii 4.2)

600 : -
y=45784x-0.8902
c 400 i
1= 2
a r =0.9999 /
&«
<= 200
-
c
&
0 T I T | 1
200 2 4 6 8 10 12

Audindu lulasnsuseliafans

=l =
3 4.2 uamn1Iun System Linearity 28995N1RI§U

) . aca o =
4.2 N1911 System Linearity YBITBNWRIUNTUNN

nadavingliarsararemnmsgnidamiuenssivanududy 1, 5 10 uaz 20

13 v (] 1
Tulasniusefiadans Andnmnududuas 641 fugadlugii 4.3 (A19190 n.52)

y=13.668x + 0.3313

600

500 r2 =0.9997 /L

-l
ABDINWN

o

AN

N W
o o
[= -

-—
o
o

o

0 5 10 15 20 25 30 35 40
Au g, uTasnfuraiafans

d a [} o~ v
7UN 4.3- ugAIN1TUT System Linearity 21893 5NWAIUNTUNA
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mngﬂﬁ 4.3 nsnagau System Linearity TRRBTRAL TN TiszAUAATNdY
IDNANTATANBNIATIWAMAMAYIINY 2.32, 4.65, 9.30, 1859, 27.89 uar 37.18
luTasnFuseliadans wuﬁmﬂmmummjmwhﬁu 1.15, 0.82, 1.60, 1.60, 1.94 uay 3.35
ANNATAL Lm::rﬂhl.fimLuummgmzfuﬁﬂ{l.vhﬁu 3.48, 1.24, 1.25, 0.64, 0.51 uas
0.65 AINATAL

ANEANIMAdeY TAEAsIAAITALENI0 TR LT s anmaneaTlud Ada1
MiANudniuLIEIsasa18NIATIUIATUA ?‘ﬁ'qwm'ﬁmﬂmﬁ'u‘ij’mmm?ﬂzmwﬂmgm
Feniwa hudusseludosnanudidn 040 ‘llraniusedadans TnefiAnduilszAvse
AMANLEYNTL 09997  delaevinlluensurndulssAvisauduiug > 09995  ile
wFeuifiey System Linearity m@ﬁ%‘mmg’mﬁuﬁ%‘ﬁﬁmm%um WU AR AL

pnududutnasaratenimsgniamilie wdunsaluiandnndisunmegiu Msiauiy

ansgnuisamilenaguimast iy
43 UWHPIHANITNARBILUAIDENAUNTY

A o ‘0’ o ] } 74
M990 4.1 LAAINANITNITN IURQ 819 UNd

FBEN FBNmIgIU AR
X SD %RSD X SD %RSD
(hg/ 100 g) (Mg/ 100 g)
1 - 0 0 - 0 0
2 - 0 0 - 0 0
3 - 0 0 - 0 0
4 - 0 0 - 0 0
5 - 0 0 - 0 0

- AslinuBunnAaiuA

ﬂtl = s = - ar 1 2 o o [}
[MNAITNN 4.1 ﬂ"li"il.ﬂﬁ"lz‘l)l‘lﬁ']iﬁ‘u’]m’]G]'WSJ‘L‘!LP}".H[FI']‘EEJ’NHN‘IIH MU 5 AIREN

=3 ] ] = = : = ‘hdﬁ; o z
q:mmﬂm’m"luwuﬁmmqmuum mq‘ﬁmmgwuu,amﬁww FNUNTUHN
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NP EReinEinadsniiwalusaattnmdy analinnFundaiiua

2 3% dlasanninednraeiialiaesmsetrdbifilFunafaiwa

ANFIATIY HaTasAnEaneneansantn (Matix sample)

e or O o [ 9
ﬂ')"lﬂu’lﬁl’]ﬂﬂ’]ﬁ UHAUHT

<t ) o ' 2 at. o Aﬁl ‘.’ 174
A1919N 4.2 LLﬂﬁQﬂ'\ﬁ“Hﬂﬂ‘ﬂ‘UﬂuNFlg’lulu[?mﬂﬂ’lﬁuﬂd‘ﬂu NIrALANULTANUTREAY 95

FaBen Fldanniseans | Aritldanmaiinana t t-test
1 0 2.262 Ni
2 0 2.262 o
3 0 2.262 v
4 0 2262 v
5 0 2.262 v
VAR EST

AMNANTIT 4.2 mManageuaunAguluiataudy fsvsumnudesidenay 95
Fin t Fiauandd TG 0 ua A t FidlaannasaiiAwiaiy 2.262

annuansnagauaNuRgulusaetundu At fianunlaiateanddn t
RINATFN é’q&uﬁmﬂu%‘nﬂuuﬁgm I T Y TR IE I I AP e T et

==l o =l o l Ay v oo A‘ -l - - 1 ] o
ABnmsguiUMssResaat i BRI TwN T Bundmwaliunnsieio

= = o o ' H o i o w
A15197 4.3 uaAInNITATsRn L slsulusiaatnaundy NsTAuanudaiuiensy 95

fianting Anldannnissnans | Adidannnadianisna F F-test
1 0 4.026 v
, 0 4.026 y
3 0 4.026 N
4 0 4,026 v
5 0 4.026 N

v ey
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d' - 'S o ] v All o 4. uIJ v
NPT 4.3 mMArIeTANULssulisiaet Nl NIALANNEANUTAEIRY
95 A1 F fiannadldfiawinty 0 uay AN F Aidlaensnsafidwindy 4.026
AMnuamMIARPeT ANttty Asvaurnudetuienss 95 AN F
Fequnnldtenndidn F anmns AteuflNammaaed  waawdinnasiTessantnaie
- o= = =] o =l ar ] -l' v o A’ -l
qLﬂrn:mmuummmﬁmm‘gmnummmnmﬂmwlﬂwmm‘num fianuulslsinaes

1Funnfanfiualiuansnaiy

4.4 uansamanasadlusaguanianAngand

<l o o o ' @ | =l
ANTI9N 4.4 uﬂmﬂan'}ﬁ‘m'ﬂ'ﬂumﬂmmuﬂﬁ‘ﬂumnqmﬂm

Faaging ARNATFI FaRwALT N
¥ SD %RSD X SD %RSD
(ug/ 100 ) (ug/ 100 @)
1 457 0.75 16.41 6.81 0.65 9.54
2 2.92 0.28 9.59 3.74 0.28 7.49
3 - 0 0 - 0 0
4 6.63 0.43 6.49 6.94 0.74 10.66
5 - 0 0 - 0 0
- psaalinuiFanadniue

el 44 MAamsimiaAmiueluetnaamferiugedd w5
pont  WnedBinmsgu s Bnafmiualsado 1, 2 uas 4 SlAudiafy 4.57,
2.92 way 6.63 TulasnFusia 100 nfu AuaIAY ﬁﬁhl,ﬁmmummgﬁum'ﬁu 0.75, 0.28
WAz 0.43 ANUAAL uﬁ:ﬂﬁmﬂmmummgmﬁ’nﬁ"nﬁwhﬁ’u 16.41, 9.50 Ua 6.49 ANAIAL
T meaa inutBundsmfiualusesng 3 uay 5 AmfumaAensimibinodnfiua e
AL N anuLBunadmiualusatng 1, 2 uas 4 Aty 6.81, 3.74 uax
6.94 lulasniusia 100 nfu ANAIAY ﬁmt.ﬂmmummgqumqﬁ'u 0.65, 0.28 way 0.74
ATNRTAL uaxﬂﬁmﬁmmummgquﬁ’uﬁ'wétﬁ'}ﬁ'u 9.54, 7.49 uay 10.66 ATURAL

waraTalinutFunndanduelufaatned 3 uaz 5
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AMNRANTTIAATIEHNILEFUIAG AT WA Tﬁﬂﬁ%ﬂ'\ﬂ?j’]uﬂu’hlﬁmmﬁmﬁutﬁ'ﬁ'ﬁm@
wulslugag 0-6.63 lulasniusia 100 niw ﬁﬁhtﬂﬂamummgmlwﬁqa 0.28-0.75 uazA1
Lﬁmmummgwﬁuﬁﬂﬂmiqa 6.49-1641 S wRARINRNNT AWM BnaAmTiuad
meaawt 1A lugag 0-6.94 lulasnFusia 100 nFu ﬁﬁmﬂmmummﬁ'\ﬂwﬂqq 0.28-0.74 URTAN
mmmummmuﬁ'nwﬂﬁma 7.49-10.66 'Nﬂ’lLUﬂdLuuN’lﬂﬁ‘jﬂu‘nﬂﬂN?ﬂiﬂ 2 (n>6) m
wamsliifindnaanuiiesradiaasey ml.ﬁum'nuaﬁqﬁmulnmﬁﬂ\mwﬂqnqumﬁmaﬂu
nael ﬁ;':'qga uazﬂ'qtﬁmLuumﬂ?‘gmﬁuﬁwéﬁﬂﬂu?ﬂﬁ < 20 (Fnadmiluaiinga

wulusaatnaszaululamiusie 100 nsu)

1 [
P - -l

<l a o ' Y o { o
A9 4.5 Ll.ﬂﬂﬁﬂ']?‘ﬂﬁﬂﬂuﬂuuﬂzﬂu.luﬁfmtl’muuwi‘ﬂuﬂuﬂLﬂ‘ﬁﬂ ﬂ?:ﬂUﬂqqﬂJLﬁﬂuu

Faeiqz 95
piaaeing AldaInn1sAnuans | Arfldannasdiannsa t t-test
1 6.788 2.306 X
2 6.245 2.306 x
3 0 2.262 v
4 1.146 2.262 J
5 0 2.262 3
AR T
x 'Ll@l.ﬂﬁ

ANAT 45 mﬁ“nﬂmauaumgm’tumﬂmmuwmmugmw fiszAuaa
L‘ﬁﬂuu?ﬂﬂﬂ“’ 95 W11 AN t wmmm‘lﬂumﬂmm 1,2, 3, 4 Uag 5 N 6.788, 6.245, 0,
1.146 uax 0 mumﬁ‘u mummwLﬂﬂmnmﬂaumtﬁﬁﬁu 2.306, 2.306, 2.262, 2.262 uay
2262 muans

q’muam?vaﬁﬂﬂuauuﬁgm‘luﬁoafjﬂquuw%‘ﬂuﬁiugLa-nﬁ A1t AiAuandldly

o =

298197 1 uay 2 Nﬂ’m’]ﬂﬂ"l"]ﬂﬁ t aMnM1g19 qqﬂgmﬁﬁuumgw a@115UA1 t lusaaeing

=h_

3,4 uaz 5 uﬂﬂﬂ'ﬂﬂ’l t RINA19149 ‘NEI"?JN?UZQN&JWE’]H uﬂﬂﬂ’lﬂ’]ﬁ‘kﬂ?ﬂuﬁ‘l‘ﬂﬂ’]ﬂmﬂ
BL o ) - | ar =l o ' =M v oo -t =l = a 1
AT mmuummmﬁmﬂﬁg'}unum?Lﬂ:rtJumﬂma‘w‘lﬂ‘wmmmmml?rmcmmnum'lu

LLAINBINGN1



=l = s o ' v -
ANT1aT 4.6 usmIn TR NULssaulusRRtNUINTaNANELDT

Fasusanay 95

-l
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7 NszAuAI

fianeing T lannnsanuans | Adildaannaadiamnans F F-test
1 1.332 4.433 v
2 1.000 4.433 v
3 0 4.026 v
4 2.962 4.026 v
5 0 4.026 v
v 8auy

= o 's o " £ P =
anAead 46 MsATiANLLsLTUluRI Rt ISR NANELDTN

a o
yneeAl

AU autatas 95 A1 F innunndldludaatad 1, 2, 3, 4 uaz 5 winnu 1.332, 1.000, O,

2062 uay 0 ANANAY RSP Aa AT AR 4.433, 4.433, 4.026, 4.026 uaY

4.026 ANNANAL

AINUANITNAREL A1 F 1A

aunndldlusiaatna® 1, 2, 3, 4 uay 5 HaandiAn F

AMNAITI A9EBUSLHANITNARDY u.ﬁmqf;i"ln'mm'i"ﬂuﬁq'azi'\qtﬁﬂ%Lﬂﬂzﬁ"mﬂﬁummuﬁ%

ar L 1 i v o z - - [
mmgﬂunum?Lm‘ﬁ"ﬂumﬂmqﬁ‘lmwmmwu'\ fiArnuudstsaneastFuiadnituala

WANFAIINY

45 WRAAIHANISNARDS LUAIDEIIUNRNS

=l o & o |
ANS19N 4.7 LAAINANTITNIEN AR 91K

Aaaeing BRI AP RN
X SD %RSD % SD %RSD
(ug/ 100 g) (ug/ 100 g)
1 - 0 0 3.33 | 1.01 30.33
2 2473 | 6.29 25.43 10.01 | 5.03 50.25
3 33.76 | 5.20 15.40 16.51 | 1.24 T&al
4 110.86 | 11.27 10.17 2436 | 4.08 16.75
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A5 4.7 (D)

FaBEng FBNIATIU AENWRIUNITUNN
X SD %RSD X SD %RSD
(ng/ 100 @) (ug/ 100 @)
5 56.24 | 4.78 8.50 5219} 1.26 2.41
6 41.21 1 11.99 29.09 1431 1.2 8.46
7 1042 | 2.53 13.03 38.00 | 5.41 14.24
8 - 0 0 - 0 0
9 102.28 | 12.29 12.02 55.13 | 0.78 1.41
10 290 | 7.10 24.48 37.70 | 3.78 10.03

- 51999 BiNUFRIIANTWA

anAei 4.7 A st AR Tua TuA B LU a1 10
Finatne 1nedsuAsgIY wudnlusaatned 1 uaz 8 AzeabinufFunadaniiue gaulu
m@mw 2,3,4,5,6,7,9uaz 10 psaanULFuNaARHWA A winiu 24.73, 33.76, 110.86,
56.04. 41.21, 19.42, 102.28 uax 29.00 lulasniuse 100 N3y gy fiandey
umsgINinmiY 6.29, 5.20, 11.27, 4.78, 11.99, 2.53, 12.20 Uaz 7.10 ATNAIAL UAY
mmmLuummsgmﬁuwwﬁmﬂnu 25.43, 15.40, 10.17, 8.50, 29.09, 13.09, 12.02 Wa
24.48 ANNANAL mu%’u‘r‘zﬁwwmm‘qﬁum mmwuﬁmmﬂlm:mm'l.umﬂmw 1, 2,3 4,
5,6,7,9uax 10 JAiady 3.33, 10.01, 16.51, 24.36, 52.19, 14.31, 38.00, 55.13 kaY
37.70 'lulasnfusia 100 nfu AINAAL ﬁﬁifu.ﬂmmummgmwhﬁu 1.01, 5.03, 1.24,
4.08, 1.26, 1.21, 5.41, 0.78 uaz 3.78 ANAAY Lm:ﬁ"aLﬂmmummg'mﬁuﬁ'wﬁm'lﬁ’u
30.33, 50.25, 7.51 , 16.75, 2.41, 8.46 ,14.24, 1.41 sy 10.03 ANAIAY LATATIALUNL

UFuoidaniualusaatned 8

annrammaaasasivinmAamsinBinofafiue lusaedaune 97191 10
saat1e TaedBumsgunuiBunnfdnifiualugas 19.42-110.86 Tulasniusia 100 n¥u &
Andesuunazgulugeg 253-12.29 LLa::ﬁimﬁ'mmummgﬂuﬁnﬁ’ﬂﬂuiqa 8-29.09 lat
NUINEFRRENT 7 ﬁﬁ’nﬂmmummgmﬁm;ﬁ (2.53) Lt,ﬂ:uums‘fthﬁi 9 fiFnilaaum

1] i ci. - ' o [ i ' ﬂl
WASFIUGIRA  (12.29) muﬂ'3|,fummummgmé’uwwﬁwmmumm@maﬁ 5 NAGGA
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(8.50) unzaEiFagtingg 6 :‘iﬂ'mﬁmmummjﬁu&uﬂwﬁgqqﬂ (29.09) fwAEI RN
wuifFunnfdafuelugos 3336513 llasnfsia 100 nfu fdudewnsnmsgniigas
0.78-5.41 uﬂ:ﬁ'q;ﬁmmummgqud’uﬁwﬂmha 1.41-50.25 laemuinuarasiagtine 9 T
Lﬂmmumm‘gmﬁ'wegﬂ (0.78) uazweiFantingi 7 ﬁr-l"uﬁﬂdmuu'ma‘gmgqqﬂ (5.41) €uA
{eaumnsgndninns et 9 fiAsngn (141) unsusmsiaatinel 2 e
Lﬁﬂal,uuu'ms‘gﬂuﬁ'uﬁﬂﬁgqqm (50.25) :ﬁ'qﬂ'ﬂLﬁﬂqmummgmﬁﬂﬂu%ﬂﬁ > 2 (n>6) 4
uamlﬁtﬁm‘qﬂmmﬁ'ﬂwﬂﬁ’ﬁ'mmu‘%mﬂuﬁ"tﬁ'uammquhé'ﬁmﬁumneiua’ﬁma«anumm
ﬁ;"’ng ua:ﬂ'qLﬁ'mmummgmﬁuﬁwﬁ'ﬁﬂﬂu%ﬂlﬁ <20 (ﬁuﬂmﬁmﬂumﬁ'mmqwusxﬁu

o’ ] o :l Lo ] 5 [ ar ]
TalasnFusia 100 nfu) Netlanadlunszrnulidhuiladeatiaasiaatng

d - o 1 ai' [ dl .‘J v
M990 4.8 LLamm‘mmﬂauauuﬂgqulumﬂﬂ'lmum NICAUAINHITRNUTREAY 95

plaaeing AfildannnisAnuans | Anildannnisdlamnine t t-test

i 0 2.571 v
2 21.69 2571 X
3 27.88 2.016 X
4 106.32 2.776 x
5 23.62 2.306 X
6 40.31 2.306 %
7 14.15 2.365 x
8 0 2.262 N
9 90.45 2.447 y
10 3.43 2.262 x

AR LT

x Uijias

AN 4.8 ey LTI IV LU KRN ferdupnudeiiufosas 95
A t FAnuandldlusatnag 1, 2, 3, 4, 5, 6, 7, 8, 9 uay 10 Wiy 0, 21.69, 27.88,
106.32, 23.62, 40.31, 14.15, 0, 90.45 Uar 3.43 uay A1 t AlAaINANsIaiAfL 2,571,
2.571, 2.776, 2.776, 2.306, 2.306, 2.365, 2.262, 2.447 WAL 2.262 ANAIAU
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g ﬂ: o o ] ﬂ; v o 1 ci. -l g
AMNUANITNARAIAT t NAMIlUA2aE19N 2-10 aniusaetef 8 NAn t
UINNTIAN t AINAIFY ’-x'nJg‘]Laﬁﬁuuﬁgw LEAINNAATENA 2L NI LA AN WA
el o - [ [ d' v e -‘l’ - - - ' o o o 0
mmﬁmmgﬂunumﬁ'nﬂs‘ﬂumaﬂﬂw’l.mwmm-nummﬁmmqmuw.ﬂuﬂnmanu ANNTUAN t
=il° [ ] 4; v 1 1 1 [ - d'
Aananslaludontna 1. uay 8 %RENI1A t AnAee wiaelutunfiansaniiesann

AzaalunuLFuNaAaTue

pu| - e | e '
A99N 4.9 ugaINFATsiRNLlsUsaulusaatnuune Assduanuidaiutanas 95

gianeing AnitldannnisAnmans | Anildanniadlaniss F F-test

1 0 7.146 N4
2 1.564 7.146 N4
3 17.558 9.605 x
4 7.628 9.605 v
5 14.371 4.433 x
6 98.466 4,433 x
7 4573 4.995 Vv
8 0 4.026 Vv
9 247.607 5.820 x
10 3.528 4.026 Vv

AR T

x Ufjias

M 4.9 mensirnuulalmluietnan Teduanuderi
Satiax 95 A1 F fisnuondldlusantned 1 2. 3, 4,5,6,7,8, 9uay 10 Wiy 0, 1.564,
17.558, 7.628, 14.371, 98.466, 4.573, 0, 247.607 usz 3.528 UazA1 F AdlAanmsawinfiv
7.146, 7.146, 9.605, 9.605, 4.433, 4.433, 4.995, 4.026, 5.820 uax 4.026

AnuanIMasesrn F asmuanddlusaating 1,2, 4, 7, 8 uay 10 ¥aand@n
F anense Qeenaflnanismases  uaasinnnawieausaetnaitedinms@miwa anuis
mm5'5'1uﬁumﬁﬂ?ﬂuﬁ'q‘athﬁ‘lﬁﬁmm%um TanuulalsuenFunaianiwalivansng
fu Gawein F idmnodliludaatinei 35,6 uaz 9 wnndad F aansng Julfjasuanas

:' 1 d ) A’ o o [ o J
noaes elignadissanenalidwiiadaoturewiaetag iliranuuinisugs
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=l - o o ' [ = « -l
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vinasanAuA luaautaau Wuiusdu 5 fatin uinfanpugati 5 fetnuasunn
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lulasniusiefinddms lnedlAdnlsAnianduiusiviniy 09997  Andisnwnmnnsg iy
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dmiLnsuInsg e Anadinduresasazaennasgdaniue hudunselugag
pNdndU 5-10 Tulrsniusiedadans  InafAduilsr@naanduiusivindu  0.9999 A
=il o [l 2 v Aﬂl = 1 e
Wenuanasgulumetundy unnfanaugeaiuasudEawiaiy 0, 0.28 - 0.75 UaY 0
- 1229 AwWAWY  AdeiuuIAs§UANIEYinaL 0, 0 — 16.41 uar 0 - 29.09
ANAAL  niTnduAufesas  38.15, 86.86 UAY 36.37 — 48.40 MINAAL  LHE
= 1 aa o asa rai ar d” ' = =
uRELRLLINANINARBITEWIN ABaATgITLATA AR RN T N FannAmilue
Tusoatinundu wumfaumngeafiuasusnaia 2 35 hiuansnei
| e = o 1 e X adlal o
INATUNANITNARBIRTWLTITENTATENFRRENTINRIWN TN (ThidFRa N0 ld
aa % © o a « o a o t v = = =
wnABuesgulddmiunisinssin Bnndmfualusettuunienaugeed - T
Ussudnnauaznliang  Auss@ninmgs  uszansnsavani@eanisldansiniimadiu

ar } ar = « = = ar 1 ' t aca
'aum’m‘lm AUFUNIFUATIZWMNLUTU IR HULA TUFAIBENUNERAE LGN 2 AFHLTu0



47

Fmndueiuansiueaiasanmadliiuiladmeaty  dedaunasivlaaindinas

N7

daiduanuzlunisiinanisianlald

2 ]
= Ay o

ﬂ'Wi‘?J"'TEJ'luﬂ‘3"\1uﬂil’ﬂ’s’mﬂlﬁ‘ﬂd?3ﬂ$L'Jﬂﬁ %dﬂ’]ﬁ‘ﬁm:f’]ﬂﬂﬁ‘ﬁ’ﬁl\luﬂﬂ’lﬂﬁl‘%"ﬁluﬁﬂ’ﬂﬂﬂﬂ
A-JI = aea = as 1 = aeld' k7 =l 17
wadtaTziniualudsedmninemaiia HPLC 1TWATawsoliunidtanasguls
= o ' 2] =l a o =l o 3/ PP
muszndanauaranlidng Adssdninangs usrdanisondnideanisldansiaiidaiu

aumelé

aatauanuslunisisasalil

AnmdFunnsleiulumetesunuazaudluieda T ueesaate Weeann

AN Adeluail Tlafuwdeannsatasetine uarAndeaunnsguduingg



UTTteIUNTH

nsznsnaIneAaniuazmalulag. 2544. “nsmsaradauanuldlaradiinasauma
Al nawwe : anthiddeanenmaniiazmaluladivialszmelne. wngns
Usznaunistsega.
naAnenAaRiLEnTg. 2544. Tasamswmumianlfiidnsikesiuayuanamnssy
MMNTRIDAN." NFUNNY : NBIINENANARATTINN. natslsznaunislszgu.
............... 2545. “DMNSNUAMIRRNTNTUING." NIAUNN : NEINLNANGATTUNN,
nanssznaunssegy.
Wieywssns grana waslanes @daRueAa, 3.4, UITONENNT. 2539. Liquid Chromatography
TuaiGiasizd. nqamwe : Uszaaudnia, wi 1-114.
NUNINLFENAAR. 2542 “Development of Reference Materials and their Used for
External Analytical Quality Control Programme.” #ti1 1-6. 11 msﬂszquTﬂN
MINRAIIAMMAMSAATIERAITEIMG. NFUMW : anTRASaNTUNNS.
il fumenfiang. 2536, waiienmns. Ak 5. NN ATinAnNumaInengde
AU, W7 47-53.
anniael nselaR. 2533, “GaNin AInenAEns. 34(5) : 412-418.
assaiy nindlawn. 2531. Tngurmisi@edaiadl. ngamme : dninfinWqrinaansol
qWINENae., wi 367-370.
anaud By uasuns yaaues. 2522, “Ganiuziafiidnnuazianiulunddag)
Taevialal ” ARFIUNTTNAINIG. 18(2) : 1-14.
Bueno, M.P., editor. 1995. “trans — Vitamin K, (Phylloquinone) in Ready-To-Feed Milk—
Based Infant Formula Liquid Chromatographic Method.” Assocication of
Official Analytical Chemists. 6-8

Horwitz, W., editor. 2000. Assocication of Official Analytical Chemists.2. 17" ed. The
United States of America : AOAC INTERNATIONAL., pp 32-34.

Ball, G.F.M. 1988. Fat-Soluble Vitamin Assays In Food Analysis. (A Comprehensive
Review). New York : Elsevier Applied Science., pp 50-56.

Hwang, S.M. 1985. “Liquid Chromatographic Determination of Vitamin K, Trans-and Cis-

Isomers in Infant Formula.” J. ASSOC. OFF. ANAL. CHEM. 68(4) : 684-688.



49

Indyk, H.E., Littlejohn, V.C., Lawrence, R.J. and Woollard, D.C. 1995. “Liquid
Chromatographic Determination of Vitamin K, in Infant Formulas and Milk.”
Journal of AOAC International. 78(3) : 719-723.

Jeffery, G.H., Bassett, J., Mendham, J. and Denney, R.C. 1989. Textbook of
Quantitative Chemical Analysis. 5" ed. English : English Language Book
Society.,pp 135-141.

Jeon, J.I. and lkins, G. W.,editor. 1995. Analyzing Food for Nutrition Labeling and

Hazardous Contaminants. New York : Marcel Dekker.,pp 263-266

De Leenheer, A.P., Lambert, W.E. and Nelis, H.J., editor. 1992. Modemn
Chromatographic Analysis of Vitamins. 2 " ed. New York : Marcel
Dekker.,pp 197-229.

Miller, J.C. and Miller, J.N. 1993. Statisitcs for Analytical Chemistry. 3 “ ed. England :
Simon & Schuster International Group.,p 55.

Ware, G.M., Chase, G.W., Eitenmiler, R.R. and Long, A.R. 2000. “Determination of
Vitamin K, in Medical Foods by Liquid Chromatography with Postcolumn
Reduction and Fluorometric Detection.” Journal of AOAC International. 83(4) :
957-962.

Wollard, D.C., Indyk, H.E., Fong, B.Y. and Cook, K.K. 2002. “Determination of
Vitamin K, Isomers in Foods by Liquid Chromatography with C,, Bonded —
Phase Column.” Journal of AOAC International. 85(3) : 682-691.



ATMANUIN



51

NAANUIN N
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Column :8ilica 5u, 250 X 4.6mm
"Mobile phase : 30%. dichioromethane—0, 62% isopyopanol in isoociane

Flow rate : 1.0mL/min.
Detector : UV 254 X 0.16 AUFS
standard : 4,880 ug/mL
0 T e
' -
1
1

'
i 6.093
i
*% CALCULATION REPORT #%
CH PKNO TIME AREA HEIGHT ©~ MK IDNO ~ CONC . NAME
1 2 5.671 113 18 7.0993
3 .6.093 1477 207 92. 9007
TOTAL 1590 225 100

<l - -
gu# n.1 usaslazintnunsiediinsgulugsazareanasgnimina

condensed : NO. IC= 3:3121 g/mL

= - o o
3N n.2 uamdlannlunsurediBinasgnilunduiaadne 1



al =l g e u -
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52

nmaaes | swn Bhy ANGY Funaidmniiue
(n54) (1) 199fin (luTasnFusa100 nFu)
1 5.0790 - - -
2 5.7151 = %
3 5.3121 g = =
4 5.2319 - - -
5 5.3658 - .
6 5.7723 - - 5
7 5.1301 % # -
8 5.0430 - - 5
9 5.2495 - - 4
10 5.1509 = — :
% ;
SD 0
%RSD 0




53

Column  :Silica 5q, 250 X 4. 6mm :
Mobile phase - 30% dichIoromethane—0.0Z% isopropanol in isooctane

Flow rate : 1.0mL/min. i

Detector UV 254 X 0.16 AUFS

standard . ¢ 4.880 ug/mL .

condensed : NO. 2F= g/mL

S S S S e s g e
'
' =
B e 2 D i B G s
e T

** CALCULATION REPORT #x

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 3 4. 807 117 22 7.3099
4 5.059 1479 264 v 92.6901

TOTAL 1595 286 100

1l n.3 u.am’immi'nun?ma\ﬁ%‘mﬂegm'lum?azmﬂmﬂsjquamﬁum

£al)

condensed ¢ NO.2J=5.3181 g/mL

T

e mmecm——a

e Lt R,

< S 1 o 1 ‘I‘
7u# n.4 uﬁm'ﬁﬁmﬂwunﬁ‘um'awﬁmms‘gquluumumamm 2



<l aal v e 1 al
AT N.2 H.ﬂI’NNﬂﬂ'!?ﬂﬂﬁﬂ\ﬂ’]ﬁﬁ']ﬂ?j’]ﬁlﬁﬂﬂ‘ﬂﬂﬂ’]ﬂﬂ'\ﬁﬂ 2

nsveass | tamin 1280 ANGI Sunnddmaiue
(n5) (W) 1999n (lulasnsusia100 niu)

1 5.4120 - - =

2 5.3390 - - -

3 5.1026 - - -

4 5,0704 - - -

5 5.4801 - - -

6 5.3043 - - -

7 5.3310 - - -

8 5.4605 - - -

9 5.0833 - - -

10 5.3181 - - -
< -
SD 0
%RSD 0




Column ‘Silica 5u, 250 X 4. 6mm

Mobile phase : 30%-dicb[oromethane
Flow rate : 1.0mL/min,

—0.02% isopropanol in isooctane

Detector ¢ UV 254 X 0.16 AUFS
standard ¢ 3.904 ug/mL
condensed : NO.3 g/mL

e mam e o

** CALCULATION REPORT %

CH PKNO  TIME AREA HEIGHT MK Ipno CONC NAME
1. 8 & - 1277 165 100
TOTAL 1277 165 100

U n5 uam‘[ﬂemi'nun?u-uﬂﬁﬁ'u'imgm'lum?azmﬂmﬂa‘gqu"nmﬁum

3

=il

condensed  : NO.3J=5.0412 g/mL

L s e
?f'S"'I
Forgn=-1
TE Caas
ar 1] d'
A n.6 u,am‘immtwu.n?uﬂmﬁ‘ﬁmm?gﬂuluuui’umﬂmm 3

55



=l ] v e ' -I
AN N3 uﬂﬂ\‘lNﬂTﬂ?‘nﬂﬂﬂﬁ'lﬁll’\ﬂﬁ‘j’lu‘luuu'ﬂuﬂ']ﬂEI'N?I 3
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nsasas | uwin a1 AN YFunimdiue
(n5u) (u17) 129N (lulasnsusia100 nFu)

1 5.6353 - = -

2 5.7693 - . -

3 5.2709 - - =

4 51742 - . -

5 5.1770 - - .

6 5.8028 o - .

7 5.7813 = = —

8 5.0466 - - -

9 5.0453 - - -

10 5.0412 - ) -

< :
SD 0
%RSD 0
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Column :Silica 5u, 25p:x 4. 6mm .
Mobile phase : 30% dich]oromcthane—@.@Z% isopropanol in isooctane

Flow rate ¢ 1.0mL/min.
Detector UV 254 X 0. 16 AUFS
standard : 4.880 ug/mL
condensed ¢ NO.4 = g/mL

** CALCULATION REPORT #x

CH PKNO TIME AREA HEIGHT MK IDNO . CONC NAME
1 "2, 4.947 119 22 7.289
3 5.22 1509 262 v 92.7109
TOTAL 1627 284 100

g nz Ltamiﬂs‘m'immﬁ'mmﬁ%mm?g'm'lummzmﬂmﬂ?gwamﬁwﬂ

condensed : NO.4J=5.0586 g/mL

Ir—-e--—l --------------------------------------------------------------------------- I:
:' E 3,1
: i . 031 N !
Fomg o e T T 47767-5:00 === ---=--cmne_ e R ;
] i .917 . : |
| : 5 6.233 (o o |
e !

314 n.8 uamdlazntnunsusaifinnsgwiluundusiadag 4
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AT 1NN N4 ll.ﬂﬂ\‘lﬂﬁﬂ’]?ﬂﬁﬂﬂ\!‘lﬁﬂ'lﬂ?j’l'ﬂ.ﬂﬂu‘lum‘]ﬂﬂq\'m 4
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ManAaes | tnudin 1981 ANEI FunAafiueA
(nF) (17) 199in (lulasniusia100 niu)
1 5.6147 - - -
2 5.8387 - -
3 5.2302 - -
4 5.1202 - - _
5 5.3131 - - -
6 5.1863 - - -
i 5.5240 - - -
8 5.5613 - -
9 5.1168 - - -
10 5.0586 - - -
- _
SD 0
%RSD 0




Column ‘Silica 5u, 250 x 4. 6mm

Mobile phase : 30% dicbioromethane*@.oz% isopropano! in isooctane
Flow rate ¢ 1.0mL/min, i
Detector : UV o254 x 0.16 AUFs
standard ¢ 7.808 ug/mL
B D |
1 [
: i
) 1
' '
RS ;
L 5.829 :
1 h
1 1
' |
** CALCULATION REPORT #x
CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
2 5.433 182 29 7.2666
3 s5.829 : 2318 341 92. 7334
‘ T —_— T
TOTAL 2499 370 100

710

ng uﬂﬂﬂiﬂ?Nﬂ%ﬂuﬂﬁuﬁﬂﬂaﬁu1”?31”1“ﬂﬁ?ﬂzﬁqﬂuqﬂﬁgﬁuQﬂﬂutﬂﬂ

Condensed : NO.5J = 5,3733 g/mL

2ol
il
<t

2 ar ¥ -‘
n.10 u.amfns-mi'nuns‘mﬂﬁ’ﬁ'mmﬂ'}uluumumﬂzmﬂ 5
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nsmases | shwmin 1|0 ANNG UFHndanntiue
GEN) (11 7) 1899 N (lulasniusin100 niu)

1 5.5478 - - -

2 5.3497 - - A

3 5.3387 - - -

4 5.8921 - -

5 5.9018 - - "

6 5.5628 . - -

7 5.8021 . ~ -

8 5.0993 - = =

9 5.8399 - - 5

10 5.3733 = - =

% -
SD 0
%RSD 0
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Column :Silica Su, 250 X 4.6mum
Mobile phase : 30% dichloromethane—0.0Z% isopropanol in ispoctane
Flow rate : 1.0mL/min. '
Detector ¢ UV 254 X 0.16 AUFS
standard 1 9.76 ug/mL
ACC./A0AC ¢ COND-  /mlL
B B T e,
}'-5----;t=-1-lyu 7 0 (= T .
% CALCULATION REPORT sx .
CH.?KNO TIME AREA HEIGHT MK IDNO COxC NAME
1 2 4.79 239 45 73243
3 5.021 . 3018 540 Vv 92,6757
TOTAL 3256 386 100
-l =al - -
U n.11 uﬁmTﬂm’ﬂnunmmmoww&*pulumm:mammsgﬂmmuw.ﬂ
ACCraoac ¢ COND-F /mL
L S R

! ke 249 . o 3.933

:--—.5--- ------ -31—9-;}-_-933----4-.-7—5—'1— --------------------------------------- :

G I ™ S e SR s e AR g i
15 R e :

u

\\ /):18.083

e o ' 2
?l.l‘ﬁ n.12 uﬂmTﬁ?mTwunmnam?ﬂﬂa'auﬂﬁzawﬁmwmmﬁ'ﬁ'mmgwlumﬂmau:u'nu



AN919N N6 uamnam‘mmmuﬂwﬁwﬁmwmmﬁﬁmm5'3'1u'1.uﬁ'fq'athouuifu
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— Ll ANEY mslanduAu (Feenz)
(nFu) (i) | 18900

1 5.3321 4.970 215 39.81

2 5.3327 4.989 215 39.81

3 5.7359 4.977 221 40.93

4 5.7856 4.983 215 39.81

5 5.1618 4.984 226 41.85

6 7.4733 4.967 185 34.26

7 6.7653 4.975 192 35.56

8 6.6087 4972 179 33.15

X 38.15
SD 3.31
%RSD 8.68




Column : spherisorb 0ODS2 250x4. 6mm. , Sum
mobile phase: 100% .methano!

flow rate : 1.0mL/min.

detector : UV 272 nm X 0. 16AUFS

standard 1 3.7184ug/mL

condensed milk: NO.] g/mL

G Rl S S

** CALCULATION REPORT #x*

CH PKNO TIME AREA HEIGHT-" MK 1IDNO CONC
1 1 2.717 l1e1 16 6.7701
2 2.879 235 63 Vv 15.7078
3 2.958 57 24 v 3. 8266
4  16.867 T 1102 46 73.6955

TOTAL 1495 147 100

A-d-‘v
"

NAME

= & a  a
U n.13 uamslasintunsurndia UL UL e e T B ST ar s

condensed milk: NO.1J-35.63 g/mL

e e S R——
-: 3.228 3 640

) 4.161

5._-5,.--- -4--4-5-9,—4.-635-4-_-992- -------------------------------------------------------
1 6.660

E 9. 007

L T b e LS R
1 1.037 -

! 11.820

B L e e
: !

[

aclal o

=} i ¥ & o
$U9 n.14 wanslasintunsuaediag BTN luundusadngg 1

63

B e



al Anh:i ar AX e 1 dl
AN N7 LAAINANITNARDY ﬁﬂﬂﬂlﬂ’\ﬂ%ﬂ’ﬂl&ﬁﬂ“ﬂuﬂ’lﬂﬂ’mﬂ 1

64

msnease | lalasedluy | swin LA | ANNGY ETla TG FUTE
(nFu) (nFu) ) | 1esin | (lulasnFusia100 niw)

1 0.58 23.20 — = -

2 0.52 31.81 - - -

3 0.46 37.45 . = -

4 0.47 22.15 - = -

5 0.53 23.28 - = -

6 0.47 34.18 - - -

7 0.56 26.14 . - -

8 0.41 38.81 - - -

9 0.56 21.70 - - -

10 0.54 35.63 - - -

“ -
SD 0
%RSD 0




Column

mobile phase:

flow rate : 1.0mL/min
detector 1 UV 272 nm X 0. 16AUFS
standard : 3.7184ug/mL
condensed milk:NO. 2 g/mL
)
5 T269 2.813 2.954
L e
L
S
:' E
\ h
1 1l
1 U
I- ___I _________________________________________
o -
A
P
:

: spherisorb ODS2 250x4.6mm.,S5um
100% ‘methanol

** CALCULATION REPORT #*

CH PKNO
1 1
2

3

4

=) -
3uUN n.15 wamalasununsuraddan

TIME AREA HEIGHT MK
2.696 96 20—~
2.813 191 49 Vv
2.954 188 ™ X
18.106 1025 41
TOTAL 1500 185

’
s

condensed milk:NO, 2J-20. 25 g/mL

e — e

i

gap
[
=p

157~

IDNO
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CONC
6.4009
12.7284
12.5217
68.3491

100

NAME

1 - -
mmwmlummzmam ATFIUIATNULA

e T |

e T . .4
n.16 uam?mm’iﬂunmmmﬁﬁwmmmum’luuuiumﬂmqﬁ 2



Column : spherisorb O0DS2 250x4.6mm., Sum
mobile phase: 100% methanol

flow rate : 1.0mL/min.

detector : UV 272 nm X 0. 16AUFS

standard : 3.7184ug/mL

i
|
i

—16.754

T e e e Y

*#* CALCULATION REPORT #*

CH PKNO TIME AREA HEIGHT MK  IDNO CONC NAME
1 1 2.694 63 16 v 4.2415
2 2.811 127 39 Vv 8.5641
3 2.868 106 40 vV 7.1255
4 2.925 115 . 46 vV 7.7401
5 16.754 1071 46 72.3288

TOTAL 1481 186 100

o

U7 n.17 uamslasuntunsuaediad B luazazaEATI BRI TwA

condensed milk: NO.3A-21.50 g/mL

M S ey

e T e e

= e

d ’ ¥ ]
31U n.18 waslanintunsuaasidinamnuunluusdugaagneg 3

o
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< acal o 1 v o -
AN N.9 uﬂﬂﬁﬂﬁﬂ'\?"ﬂﬂa‘ﬂQQﬁ'ﬂ“muqﬂluuqluuuﬁluﬂ'Jﬂﬂqﬁﬂ 3

maneges | lolasedluu | s | e AANNGA Uinnaddandiue
GERD) (n5v) W) | renn | (lulasniusial00 niu)

1 0.0.48 21.50 ; - -

2 0.50 34.44 - - -

3 0.50 30.33 = - -

4 0.49 21.43 - - -

5 0.49 23.81 = - -

6 0.45 29.38 - = =

7 0.55 22.29 - -

8 0.50 21.82 - - -

9 0.53 23.31 - - =

10 0.48 30.70 - 3 #

- ;
SD 0
%RSD 0
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Column : spherisorb ODS2 250x4. 6mm. , Sum
mobile phase: 100% methanol
flow rate : 1.0mL/min.

detector : UV 272 nm X 0. 16AUFS
standard 1 9.296 ug/mL
condensed milk:NO.4

L e e s T ;

—
=3
Ul
1
e}

*% CALCULATION REPORT ##

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 1 17.556 3342 136 100
TOTAL 3342 136 100

Add'v

) 5 a  a
gﬂ'ﬂ n.19 uﬁmiﬁ?uﬁwun?mmfaﬁﬂ mm-numlumm:a’mmmg']mmuum

condensed milk:N0.4A—é4.05 g/mL

aval

<l i ¥ e 4o
U7 n.20 usmslanninunsuaedddivannduinlusdusetneg 4

o



70

=l 4\‘.4 o A’ v o ] -il
A19199 N.10 LAPIHANIINARDITENNAI UL LU UF28LiNN 4

managas | lalasedluu | tawdn | wen | Asuge Fuafdmiue
GEN) (n$u) ) | 1e9fin | (lulasnsura100 nf)

1 0.50 24,05 o = -

“ 0.50 27.19 - = -

3 0.50 22.88 = “ -

4 0.44 24.03 = . “

5 0.57 20.57 - “ -

6 0.56 30.68 - * =

7 0.47 24.64 - - -

8 0.48 25.50 - - -

9 0.55 20.43 = - -

10 0.49 25.60 = - -

- _
SD 0
%RSD 0
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Column : spherisorb ODS2 250x4.6mm. ,5um
mobile phase: 100% methanol
flow rate : 1.0mL/min.

detector : UV 272 nm X 0. 16AUFS
standard : 9.296 ug/mL

I - g
R —
U
e
; t::::::==’17.458 ;

#% CALCULATION REPORT #x

CH PKNO  TIME AREA HEIGHT MK IDNO CONC NAME
1 1 17.458 3397 139 100
TOTAL 3397 139 100

-,

5 .
3UN n.21 uamlasuninunsueesiad

or

& a o
mmmumlumsazmﬂmmg'zmmuum

condensed milk:NO.5A-19.99 g/mL

1.185

o]

) i -I 2 o ' J
3u% n.22 uamlazantnunsuedaniamnIunusdusaedg 5

o
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-l acial o X o ' v e ' al
A1919N N.11 u.amuﬂm?'nmaﬂmﬁwwmun'nuu'a'lumaﬂ'munwmm'\w 5

mmmeaes | lalasedtuu | vt | e AANGY Funoddnndua
(nFu) (n5w) ) | 1eenn | (lulasnFusa100 nfu)

1 0.50 19.99 5 % -

2 0.57 21.28 = e -

3 0.53 23.29 . = -

- 0.50 22.15 2 B -

5 0.46 24.56 8 = -

6 0.53 21.32 - - -

£ 0.61 21.04 - - -

8 0.43 Gl : . ’

9 0.47 26.26 : s .

10 0.51 21.93 - - -

5 .
SD 0
%RSD 0




COLUMN
DETECTER
FLOWRATE
MOBILE PHASE
CONDENSED
standard

o |

: PHenomenex

: UV 272nm

: 1.0mL/min.

: 100%Methanol

. 5u, 250X4. 6mm

; 13.944 ug/mL

##% CALCULATION REPORT #*x

CH PKNO TIME
1 2 2. 6067
6 5.833
7 13.297

TOTAL

AREA HEIGHT
184 26

1336 36
4410 215
5929 o

e

MK IDNO CONC NAME
v 3.0982

22,5322

74.3696

100

=} i o X - =
31% n.23 uﬂm'[n?m'['nu.n?u'nﬂmﬁﬁwmmmum'lum?am'mu'mﬁ'gﬁmmuum

¥

ar

P - X o i
N n.24 uﬂmtﬁmq‘fmnmnammnﬂﬂuﬂwawﬁmma\ﬁ'ﬁﬁwmmwmlumﬂmquni’u
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A1TIN N.12 LAAIHANIMARELLZZRYEN TR INARIN TN ety
msmanes | lalasedtun | uwidn a1 | anuge | nasldnaudu Geesy)
GED) () | (@) | 1m9fin

1 0.52 19.90 13:317 145 68.72

2 0.48 24.03 13.348 166 78.67

3 0.46 21.04 13.383 154 72.99

4 0.46 25.39 13.424 163 1725

5 0.56 20.58 13.375 172 81.52

6 0.51 20.60 13.381 165 78.20

7 0.48 20.94 13.383 161 76.30

8 0.51 25.98 13.390 164 1143

% 76.42

SD 3.92
%RSD 5.13
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Column tSilica 5u, 250 X 4. 6mm

Mobile phase : 30% dichloromethane-0.02% isopropanol in iscoctane
Flow rate : 1.0mL/min.

Detector UV 254 X 0.16 AUFS

standard ©5.184 ug/mL

*% CALCULATION REPORT +#

CH PKNO TIME AREA HEIGHT MKk IDNO CONC NAME
1 1 1.039 1798 370 100
TOTAL 1798 370 100

51l n.25 uanslanntmunsuresitinasyuluansazaannsgin e

- 2 s!. = o ' =i'
51l n.26 uamlasilnunsurasifunnsguluuimsenaugasidaasineg 1



P ol v P |
A1919% N.13 uﬂﬂﬁﬂﬂﬂ’i‘fﬂﬂﬂﬂﬁ'}ﬁu']ﬂ?g’\uluuuﬂ?ﬂﬂﬂNg!Lﬂ'ﬁﬂﬂ'Jﬂﬂqﬁﬂ 1

76

ns s a0 A2ga YFunaddnniiue
NARBI (nFu) (11 9) 189N (lulmsnFusia 100 nFu)
1 20.03 4.045 70 4.90
2 20.03 4.060 55 3.85
3 20.02 5.003 i 5.39
4 20.03 4.958 Vi 539
5 20.09 5.000 68 4.74
6 20.15 5.066 52 3.62
7 20.01 4.992 71 497
8 20.05 5.674 49 3.42
9 20.05 5.002 70 4.89
T 4.57
SD 0.75
%RSD 16.41




standard :I.OBééug/mL _
L 2 e e
L5 —5.715
A e A S SRR e e R S A
** CALCULATION REPORT #x
CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 2 5.715 328 50 100
TOTAL 328 50 100

=] o -
g9 n.27 uamfﬂi‘mi'ﬂunmmﬁ%’mmgw’mmm:,'mﬂmﬂ?gflmmuum

sample 2F : 20.01g/mL

d -~
319 n.28 u.am'iﬂsmiwLLn?umﬂm"Eu'mejfmluuuw?ﬂu

- al

ANELRTT

flanenan 2

77



<l aal v - al ar Pl
AN N.14 Ll.ﬁFNNﬂﬂ'\?’ﬂﬂﬁﬂﬂ')ﬁu’]ﬂ?g'iuluuuﬂ?‘ﬂuﬁNgl.ﬂ‘ﬂ'ﬂﬂ’l‘ﬂﬂ’]ﬁﬂ 2

78

s swin 18" ARG Funndmiiue
NARDY (NFw) (¥1%) 1999N (lulasnfusia 100 nFu)
1 20.02 5.650 28 3.09
2 19.99 5.650 27 2.98
3 20.01 5.644 S92 3.53
4 20.06 5575 24 2.64
5 20.01 5.763 26 2.87
6 20.00 5.805 24 2.65
7 20.00 5.827 26 2.87
8 20.08 5.614 27 2.97
9 20.03 5.696 24 2.64
X 2.92
SD 0.28
%RSD 9.59
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Column :Silica u. 250 X 4.6mm
Mobile phase : 305 dichloromethane—0.02% isopropanol in isooctane
Flow rate : 1.0mL/min. i
Detector : UV 251 X 0.16 AUFS
standard : 5,184 ug/mL
Samp. : g/mL
D i im0 S e i o A
R ST S 5835 el
\ 5.835
T'IO'"*"-f'__"‘_-—_-'__—-"_-'----'__h_--_~_--_T -------------------------------
ff'rs-"] """"""""""""""""""""""""""""""""""""""""""
**% CALCULATION REPORT #%
CH PRNO TIME AREA HEIGHT MK IDNO CONC NAME
1 2 5.482 125 21 6. FTAT
3 5.833 1691 250 93. 2253
TOTAL 1814 270 100

=i - o~ -
Eﬂ“ n.29 uﬂﬁdtﬁ?uﬂTﬂunm'JJ‘BQ"J’ﬁ"u']Fl?g’m'luﬂ']?ﬂzﬁ']ﬂu"iﬂi‘g’mq ATNULA

Samp. 3F :20.28 g.nL

gU7 n.30 u,ﬁmIﬁa‘m‘i'nunsmmﬁ‘ﬁmmymluuuw%uﬁuq;a‘nﬁﬂ"qazmﬁ 3



<l el v nll =l o 1 nll
AITIN N.15 u.ﬂmuamﬂqmamfmmm?;'mluuuw?ﬂumuqtﬂwmﬂmw 3

80

ng twin A7 AINNGA unadianfiua

NARD (nfu) (117) 1997 (lulmsndusia 100 nF)
1 25.63 - - =
2 22.79 S - -
3 20.03 = = &
- 20.13 - & -
5 20.08 - > -
20.28 - = -
20.17 - - -
8 20.59 - » -
9 20.16 » - :
10 20.61 = = $
o :
SD 0
%RSD 0
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Column :Silica 5u. 250 X 4. 6mm

Mobile phase : 30% dichloromethane—-0.02% isopropanol in isooctane

Flow rate : 1.0wmL, min.

Detector : UV 251 X 0.16 AUFS

standard : 5. 184ug/mL
R SRS S s A RS o
Fnimpn S B R T T T e e s S s
"
1 R "

*% CALCULATION REPORT #x

CH PRNO TIME AREA HE IGHT MK IDNO CONC
1 3 4.957 136 35 7.35464
4 5.216 1663 279 N 92,4536
TOTAL 1798 304 100

=) ol - FS
31 n.31 u,amTﬂ?mem:m'nﬂvmmmg’mluma‘azmﬂmﬁsﬂqmmuum

sample 4C : 20.04 gsmL

NAME

<= <, 1 or ] i
U n.32 usmlastnunsusasitinnsgmluuamseniugieaiisesne 4



=l =] 1 Ai. =l o " 4il
AN519Y1 N.16 Ll.ﬁ[?Nﬂﬁﬂ']‘31’|ﬂﬁﬂﬂ'JﬁN’!ﬁ?j’luluuu'ﬂ?ﬂuﬂﬂwﬂ‘ﬁ'ﬂﬂ‘?ﬂEI'N‘VI 4

82

n1s swin a1 ANNEY YFunaidmiiua
NARDY (n3) (W) 7897N (lulasnFu sin 100 nf)
1 20.00 5.170 75 6.92
2 20.00 5.167 67 6.18
3 20.04 5.204 76 7.00
a4 20.06 5.181 76 6.99
5 20.13 5.161 73 6.69
6 20.10 5.154 i 6.52
off 20.14 5.142 67 6.14
8 20.10 5155 64 5.87
9 20.09 5.149 76 6.98
10 20.15 5.188 7 7.05
X 6.63
SD 0.43
%RSD 0.49




Column :Silica 5u, 250 X 4.6mm
Mobile phase : 30% dichloromethane-0.02% isopropanol in iscoctane
Flow rate : 1.0mL:min.

Detector : UV 254 X 0.16 AUFS

standard : 1.0368ug;mL
- i R
p? 1-5.945
A THEE: R e

SRS

*% CALCULATION REPORT #=*

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 1 5.946 329 47 100
TOTAL 329 47 100

A - -
317 n.33 uamlannTnunsuresdBinnsgmiluasavarnuimsguaaiiiua

sample 3A : 20.00 g/mL

:,_Is___j}iu._z@s ____________________________________________________________________ 5

<4 <l

d ar 1] J
JUN n.34 uamlasnnunsnrediBanmsguluuimiauAueiaaiisiatneg 5



<l ] v d‘ =l ar ' ni
AN N7 FI’IS"NLLﬂﬁ\!NE\ﬂ’]?‘ﬂﬁﬂﬂﬁ')ﬁu’m?ﬂ’ﬁﬂuﬁu'ﬂ?ﬂuﬂuFJLﬂ'ﬁTiWJﬂEI’NYI 5

84

ne viwiin 1381 ANEA Funndaaiuia

NARE (nF) (W) 2299n (lulmsnFusia 100 n)
i 20.00 - - -
2 20.07 - - -
3 20.07 - - -
4 20.04 - - -
5 20.13 - - -
6 20.04 < . ]
7 20.02 - - -
8 20.27 s - .
20.26 . 2 -
10 20.21 - - .
% i
SD 0
%RSD 0
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Column :Silica 3u, 250 X 4.6mm

Mobile phase : 30% dichloromethane-9.02% isopropanol in iscoctane

Flow rate : 1.0mL/min.

Detector ¢ LUV 251 X 0.16 AUFS

standard : 9.76 ug. mL
S T [t
'
E___B_H_T_:-:__--_____-___-___-____-_-_-___-__-__-_:1;35_7 _________________________
L]
1
I L .
'

*% CALCULATION REPORT #*

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 3 4. 237 254 50 7.2791
4 4.387 2979 599 v 92.7209
TOTAL 3213 649 '100

3171 n.35 uamslazuninunsuedBumsgmluamsazaranimsgndmiue

s e - c e ey e

ACC/A0AC ¢ UHT=3  /ml

] - o ad v ] =
3N n.36 uanslanninunsunemmagernlssdvinimteisinnsglusmsenang o



A15197 N.18 u.amNﬂn'mqmafauﬂ?zaﬂ'f‘immﬂﬁ‘ﬁu'\mgmluﬁwﬁqquuw%’ﬂu‘é‘ugLﬂmﬁ
ms s 1981 ANEN mslinduan
NAAD (nFu) (177) 299%n (Fazay)
1 19.2860 4,380 585 97.83
2 18.1550 4.370 438 73.24
3 18.6264 4.370 505 84.45
4 19.3888 4,366 452 75.59
5 21.0148 4.366 571 95.48
6 24.3786 4.371 583 97.49
7 20.3685 4.352 507 84.78
8 22.7828 4.356 550 91.97
9 20.4399 4.360 484 80.94
X 86.86
SD 9.30
%RSD 10.71




CONC

L1976

L2475

2379
75.1959

100

(=¥ o

NAME

& a  a
uﬁﬂuuﬁluﬁﬂ?ﬂzﬁﬂﬂuﬁﬂ:EﬁuQﬂﬁNLHﬂ

Column : Pinnacle Amine ODS 250Xd.6mm , Sum
MP : 100 %MeOH
Det. UV 272 X 0.16 AUFS
standard :5.74 uz/mL
: ~T2.924 3 033 3.096
Fo10T T
§>- 16.832
F207
*% CALCULATION REPORT #*=
CH PKNO TIME AREA HEIGHT MK  [DNO
1 - 1 2.924 205 43
. 2 3.033 106 24V
3 3.096 189 38 Vv
5 16.832 1516 57
TOTAL 2016 162
d -mdld' o
3% n.37 uanslasunlnunsuaesiaiive
samp

R e LI i S

3

=
i |

il
'
'
'
i
{}
1
'
I
'
A
[
]
]
'
'
"
'
1
|
-
(l
1
1
]
]
'
'
U

]
=5 -l

do ;X
n.38 Lmm'imm?wunmmﬁ“éwwmmwmluuuw?ﬂumugm‘nw

ar L] dl
AIBLINN 1

95 3.575. 3.362 E

e T e e——————— F420 :

108 ¢ 339 ;

------------------------------------------------------------------------ =}
3, 475
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A9 119 UAAINANTNARSIFT ”mm%um’luuuw’éﬂu?ﬁ‘uqmmﬁﬁfmdqaﬁ 1
menanas | lalasedtuy | dowdn | e AN pEr TalaFp RPN
(nFu) (n$) (W17) 109fn | (lulasnfusiat00 nFu)

1 0.55 101.44 16.700 68 6.75

2 0.50 101.51 15.958 73 7.24

3 0.50 100.47 16.805 64 6.41

4 0.52 100.89 16.714 62 6.19

5 0.50 100.99 16.164 64 6.38

6 0.51 113.856 16.148 73 6.46

7 D.52 100.13 16.174 74 7.44

8 0.50 100.34 16.187 81 8.13

9 0.50 100.49 16.227 63 6.31

X 6.81

SD 0.65
%RSD 9.54




Colnmn : Pinnacle Amine QDS 250N4. 6mm
NP : 100 %MeOH

Det. LV 272 X 0,16 AUFS

Std. D 5,74 ugsmL

)

** CALCULATION REPORT *+#

CH PKNO TIME AREA HEIGHT
1 2 2.925 131 25
3 3.094 s 2N 28
6 16 2055 70
TOTAL 2400 125
] aaial o
717 n.39 usaslasunlnunsuradian

. 2um

MK IDNO CoNC NAME
3.4551
v 8.9098
85.6351
100

wmm’%umlumsazmﬂm ﬂ?j’maﬂ’]ﬁulﬁ

<4

o o X al or 1 -
317 n.40 uanslasntunsusesdsiiannIun lwamianaugaaiisaeded 2

89
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o o ol X y A e g =
A5 19N N.20 Ll-ﬂﬁﬂNﬂﬂ']?'ﬂﬁﬂﬂQQﬁ“ﬁmuq‘ﬂuuqluuNW?ﬂuﬂu%Lﬂ‘ﬁﬂﬂ')ﬂﬂ']\'l“ 2

mmasas | lalaseituy | dnin | e AING nadaniiue
GED) (nF) (1) aaein | (lulasniusia 100 nfu)

1 0.50 101.14 15.897 34 3.51

2 0.54 100.18 16.517 36 3.75

3 0.52 104.45 17.477 33 3.29

5 0.52 104.05 17.358 35 3:51

6 0.53 101.92 17.367 38 3.89

7 0.53 101.53 15.898 38 3.91

8 0.52 99.52 15.833 37 3.88

9 0.48 103.00 156.850 41 4.15

% 3.74
SD 0.28
%RSD 7.49




B

column : pinnacle amine ODS 250x4.6 mm, 5 um

mobile phase : 100 % methanol

flow rate : 1.0 mL/ min.,

detection UV =272 nm”

sensitivity : 0.16 AUFS

standard K :11.48 ug/mL
P e e A S S U LS R o vomimim i mimimiom i o o e S S R B
e e e S e R S o s s e i e S S SRR S i i e

16.629

*% CALCULATION REPORT #*

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 1 16.629 3589 116 100
TOTAL 3589 116 100

=] | o X = -
Eﬂ‘" n.41 Ll.ﬂﬁﬂﬁi‘mtﬂunﬁ‘mjﬂﬁ%ﬁwmu’lﬁmu’ﬂuﬂ'}?ﬂxmﬂu’lﬂi‘gﬁ'mmumﬂ

sample : 3.6-

]
—
($1]
]
i
i

e SR R D e e ey B St R e e T
i
—
(<]
i
]
I
EICTr | S - | US| |

v
or

d i 1 o’ ) i
3U7 n.42 uamslasunTnunsureddiineunIuin luuunfendugeaiisaetned 3
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< ada o X v al o |
A9 19N N.21 U.ﬂﬂ\ﬁNﬁﬂq?ﬂﬂﬂﬂ\?'}ﬁﬂ“fmu”ﬁ‘ﬂuuqluuuwm”ﬁu?&‘a'ﬂ'ﬂﬂ']ﬂﬂ']ﬁ'ﬂ 3

nsmaaes | lolaseluu | viwin 1281 ARG naamlue
GED) (nFv) (179) aaafin | (lulasnFusia 100 nFu)

1 0.55 102.57 - - ™

s 0.50 100.98 - ~ -

3 0.50 100.58 - . =

4 0.54 104.32 - - -

5 0.54 100.38 - # 2

6 0.54 102.26 - = %

7 0.50 101.92 - - -

8 0.49 102.80 - 5 -

9 0.51 100.99 - 3 -

10 0.53 105.85 2 - -

< :
SD 0
%RSD 0
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Column : Pinnacle amine ODS
mobile phase : MeOH

Flow rate : 1.0 mL/ min.
Detector : 272 nm
Sensitivity : 0.16 AUFS
standard K1 : 5.74 ug/mL

'JB"" """"""""""""" T T T T E T T T e E R e R s e ries ne

B I e it Bt g

** CALCULATION REPORT #=*
CH PKENO TIME AREA HEIGHT MK IDNO . CONC NAME
1 4 3.168 o 55 ¥, ‘ 10. 8905
5 17.59 . 1400 55 89.1095 A

TOTAL 1571 90 100

Eend or

o) - k1 - -
31U n.43 wamslanninunsuresdamimn I luarsazaraunasgnAn e

The 4/4 1 101.24 g/mL

5.275 5,658
6.275 6.608

B e Lt S IR

pX] et o o & < Y |
31U n.44 uamlasninunsuredsnimnnaunluuunfeuaugiesiisaatnag 4
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ol aaial o X ¥ ] al o v ad
A1519N n.22 LlﬁﬁﬂNﬂﬂq?ﬂﬁﬂﬂ\ﬂ')ﬁ'ﬂ'ﬂmu’]'ﬂuu'ﬂuuuw?ﬂNﬂNQLﬂ'ﬂﬂﬂQﬂﬂqQﬂ 4

mamaaes | lelaspdtuu | dwiln | laen AITHE unndandue
GED) (nF) (W) anefin | (lulasnsusa 100 nFu)

1 0.52 101.85 15.946 75 7.42

2 0.55 101.25 17.686 83 8.26

3 0.53 101.88 17.472 e 7.61

4 0.52 101.43 16.768 65 6.45

5 0.52 100.22 16.725 62 6.23

6 0.53 100.04 16.708 62 6.24

7 0.48 107.03 16.975 70 6.59

8 0.51 99.79 16.000 76 7.67

9 0.54 109.54 15.963 73 6.71

10 0.48 100.75 15.958 62 6.20
5 6.94
SD 0.74
%RSD 10.66
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column = : pinnacle Amine ODS 250x4.6mm, 5um
mobile phase: 100% Methanol
detector : UV 272 x 0. 16AUFS

standard : 5.74 ug/mL
A i e S R R R s
2 = ;
i e '
e R E T T TP F
E 16.808 !
#*% CALCULATION REPORT #=*
CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 1 16. 808 1460 60 100
TOTAL 1460 60 : 100

aclal o

< ' & o o
317 n.45 wamslanninunsuradiiimunauinlumsasaeinsgndniiiue

sample 5.9 : 101.76-g/mL

1
)
ur
1
1
1

|
—
Iy
I
]
i

i
—
<
i
|
|
mmmmde e e vr d e s e

R e T

o

d i x 1 ar ) H
U7 n.46 uanalasuntunsuadidiimunauin luumenaugaaiifaatned 5
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= aalal o & y o - o \ el
A19149N N.23 LLﬂﬁQNanq?ﬂﬂﬂﬂQQﬁﬂwﬁ-lu"l‘ﬂuuqluuu'ﬂ?ﬂNﬂnq&l’ﬂ“ﬂ‘?ﬂﬂqﬁﬂ 5

mameases | lalasedluu | dwin | e AN INE YFadanfiua
(n5) (nFu) (W) wa9fin | (lulasniu sie 100 n¥)

1 0.51 101.78 . - -

2 0.51 106.77 . - -

3 0.49 116.00 - . -

4 0.56 101.72 - - -

5 0.49 100.18 . . =

6 0.49 100.52 = = 5

7 0.52 100.61 - - =

8 0.52 101.36 - - #

8 0.50 101.76 - . &
10 0.55 111.18 : . -

o 5
SD 0
%RSD 0




COLUMN
DETECTER
FLOWRATE
MOBILE PHASE
standard

UHT

: Phenomenex ., 3u,250Nd. omm
LV 272nm

: 1.0wmL min.

: 100%Methanol
: 14.8736ug. ml
i ACC-

% CALCULATION REPORT ##

CH PRNO TIME
1 2 2.622
4 13.356

TOTAL

AREA HEIGHT
1 19
3 218

4694 237

MK IDNO CONC NAME
v 2.5757
97.4243
100

aclal o

97

(881

o i X ,
5U7 n.48 uamlasunInunsunamsmanayulsr@nsninaedsiimunaumn luuunFaunu
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A9 N.24 LAINANITNARRLUSTANBA NI IR T uIN U et
' uuw%’ﬂu'ﬁ"ugmﬁﬁ
monaaes | lataseilun | g | o ANgY | nisldnaduAu (Fesaz)
(nf) (nfu) | (w) 1990n
1 0.56 100.26 13.385 163 74.43
2 0.61 100.75 13.333 162 73.97
3 0.49 108.85 13.273 151 68.95
4 0.62 104.64 13.310 146 66.67
5 0.53 99.53 13.332 166 75.80
6 0.47 102.08 13.329 173 79.00
7 0.62 103.38 13.290 162 73.97
X 73.26
SD 416
%RSD 5.68




Column :Silica 5u, 250 X 4.6mnm
Mobile phase : 30% dichloromethane—-0.02% isopropannl in isooctane

Flow rate : 1.0mL/min.
Detector : UV 251 X 0.16 ALFS
standard : 2,592 ug/mL
P R e,

*% CALCULATION REPORT x**

CH PKNO TIME AREA HEIGHT MK [DNO CONC NAME
1 1 3.133 302 67 25.8078
2 4.091 868 161 74.1922
TOTAL 1170 229 ' 100

= - - -
51 n.49 uamemTwunemmqﬁmmgw‘luﬂwa:mammgqmmuutﬁ

A0AC : milk powderl-D 1.8087g, mL

#% CALCULATION REPORT #x

CH PKNO TIME AREA HE [GHT MK IDNO CONC NAME
1 1 2.981 385 18 26.0945
2 3,233 1607 158 vV 71.6963
3 4.883 50 8 2.2091
TOTAL 2241 214 100

=l i ; |
UM n.50 uamilazininunsnresidinasguluunrasaatne 1



al vl o [ n;
AN N.25 LLEWNNﬂﬂﬁ?ﬂﬂﬂﬂ\‘l']ﬁﬂ']ﬂ?z"lu‘luumﬂﬁﬁl']ﬂﬂ’}\‘m 1

100

n1g s LRy AANGA UFunadimniiue
NAABI (n5) (W¥) 890N (lulmsnFusia 100 nFu)
1 5.6926 = = -
& 5.8417 = - -
3 5.7892 = - -
4 4.8087 - - -
5 5.2769 = - -
6 5.0362 - - -
£ 511¥2 — - -
8 5.2186 B - -
g 91991 - - -
10 5.5077 - - -
SD 0
%RSD 0
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Column  :Silica 5u, 250 X 4.6mn

Mobile phase : 3 i - i in i
gl : I%S;;tix::romcthane 0.02% isopropanol 1n isooctane
Detector : UV 254 X 0.16 AUFS

standard : 3.904 ug/mL

1
<
1
1

U‘4 .

!
>
g

s R P,

-1@"_"""","; ---------------------------------------- 3 S T o i e

** CALCULATION REPORT % '
CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME

I 3 4.521 1358 100 100
i —_—
TOTAL 1358 100 100

gﬂﬁ n.51 uamemTwunem-aﬁ%mm'g'm'lum?ﬂ:mﬂmmg'm?:mﬁum

milk powder : NO.2A=5.2283 g/uL

e i e A M S S i e i !
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' 12.550
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1
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1 .52 usmdlanntunsureiFunsglumnasianene 2
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AN9197 N.26 UAAINANNTNARBIATHIATT IR Fratingd 2
ns s AN AINNGY YFunafmdiue
NARD (nF) (W) 189N (lulmznsusia 100 nf)
1 5.2283 4.587 25 18.67
2 5.2109 4.625 23 17.23
3 5.1596 3.975 29 21.94
4 5.1952 4.075 38 28.56
5 5.1459 4.083 39 29.59
6 5.3008 4.104 44 32.41
e 24.73
SD 6.29
%RSD 2543
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Column  :Silica Su, 250 X 4.6mnm
Mobile phase : 0.01% isopropanol ~15%dichloromethane in isooctane

Flow rate ¢ 1.0mL/min.

Detector : UV-254 X 0.16 AUFS

milk Powder : "AOAC-NO. 3 g/mL

standard ¢ 2.592 ug/mL
L e :
Il i
;--5_-_4%_-____4,554 ............................ e L
' E ]
B | e !
! : i 5
1 1 1
;- 1

B R s S S i i o S R nem :

** CALCULATION REPORT #x

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 2 4.561 803 150 v 100
TOTAL 803 150 100

314 n.53 uaaslagninunsureidunsgwluasarareannsgwiniue

milk Powder AOAC-NO. 34, 5. 4960g /ml

‘B
=7

ar L) 4
n.54 u.ﬂm’iﬂmﬂmnw'mﬁﬁmmgqulwummﬂmq'n 3
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A19199 n.27 uamuﬂmwmamﬁ%mmg'}uluuumﬁ'fmthq‘f{ 3
n1s swin LRy AYNNGS Fuaianiue
NAGDY (nFu) (W) 24990N (lulasnsusia 100 nu)
1 5.4960 4.558 104 32.48
2 5.0787 4.483 104 35.21
3 5.1083 4,436 119 39.99
4 5.1285 4.558 i 25.80
5 5.1066 4,592 105 35.30
X 33.76
SD 5.20
%RSD 15.40
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Column :Silica-5u, 250 X 4. 6mm - :

Mobile phase :30% .dichloromethane-0.0 isopropanol in isococtape
Flow rate ¢ 1.0mL/min. -

Detector ¢ UV 254 X 9. 16" AUFS ’

AOQAC : milk powder No.4- g/mL

£ ¥ " rstandard 2.592 ug/nL in C8HIS

 ** CALCULATION REPORT #x

CH PKNO TIME AREA HEIGHT MK  IDNO CONC NAME
1 1 3.28 293 60 25.4011
2, 5.014 . 59 11 ’ 5.0906
3f 5.298 802 133 69.5083
TOTAL 1153 204 100

519 n.55 uam‘lﬂmﬁtﬂunmwa’i‘émmgw‘lumsazmammsg'lw“m'lﬁum
.

e =i 299-4.751-4: 998- - szz - mmeenns S e o S

26 5.713 5. 959 . 3639-298
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=l Ll o ] .;
A19199 N.28 u.amuﬂn'l?maamﬁmmjwlwummﬂmq‘n 4

n1s siwiln CL ANG Usunanmniive
NARBY (nF) () 12990 (lulmsnFusia 100 nFu)
1 5.4641 5.298 290 104.61
2 5.2439 5.296 283 106.38
3 5.0996 5.302 289 111.70
4 5.0408 5.320 260 101.67
5 5.0074 5.311 336 129.93
X 110.86
SD 11.27
%RSD 10.17
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Column ~ :Silica 5u, 250 X 4.6mm
Mobile phase : 30% dichloromethane-0.02% isopropanol in isooctane
Flow rate : 1.0mL/min.

Detector  : UV 254 X 0.16 AUFS
milk powder : NO.5-
standard : 2.592ug/mL
LI e R
]
1
T L T
-

" #%x CALCULATION REPORT ##

CH PENO TIME AREA HEIGHT MK  IDNO CONC NAME
1 1 10.012 111 12 6.6319
2 10.613 . 1559 146 . 93.3681
TOTAL 1669 158 100

5191 n.57 uamlazaninunsuredtiasgiluasazanenimsgnAnfiue

Milk powder : NO.5D=4.9512 g/ml

4 P . ]
37 n.58 usalanninunsurasiBinmsgmiluunrssastineg 5
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A1919% N.29 uﬁﬂﬁ“aﬂ’]mﬂﬂﬂﬁaﬁuqﬂ?j']UITJuuﬂﬂE]Qﬂﬂ'}\?ﬁ 5
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ne i AN AUGI Ysunaimiiuea
NAKD (nF) (W1¥) 189N (lulasnFusa 100 nfu)
1 5.6587 5.567 130 50.61
2 5.3992 5.489 124 50.59
3 5.6542 5.582 131 51.04
4 4.9512 10.440 136 60.51
5 5.1021 5.689 139 60.01
6 5.0191 10.377 137 60.13
7 5.0769 10.725 122 52.93
8 5.0407 10.423 135 59.00
9 5.3510 5.613 149 61.34
X 56.24
SD 4.78
%RSD 8.50
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Column :Silica Su, 250 X 4.6nm

Mobile phase : 30% dichloromethane-0.02% isopropanol in isooctane

Flow rate : 1.0mL/min. :

Detector : UV 254 X 0.16 AUFS

standard : 5.184ug/mL
e e e i
] e :
B SR R et :
: <= 6.422 : E
; = 8.828 ;

**% CALCULATION REPORT #*

CH PKNO TIME AREA HE IGHT MK IDNO CONC NAME
1 1 6.422 369 39 9.925
2 8.508 235 28 6.3247
3 8.828 5 brd T 342V 83.7502
TOTAL 3722 409 100

3 n.59 uamlanininunsuredsinmsgnlussasmennsgndmiua

milk powder : 6J

3191 n.60 uanalazninunsuraiduasguluumesaedn 6
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A1919N n.30 Lﬁﬁ(?NNﬁrl’}?‘ﬂﬂﬂﬂ\ﬂﬁﬂ’}ﬂﬁ‘g"luluuﬂN‘ﬁﬂ']'BEI"N’ﬂ 6
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ns siwin LY ANE Funadimiua
NAADY (nFu) (W1¥) 899N (lulmsnsusia 100 nFy)
1 5.0495 8.811 168 46.61
2 5.0066 8.883 105 29.38
3 5.0906 8.948 75 20.64
4 5.0441 9.286 152 42.22
5 5.0776 9.285 182 50.22
6 5.0587 9.316 153 42.38
7 5.0713 9.467 110 30.39
8 5.0918 9.472 202 55.58
9 5.0819 9.497 194 53.49
X 41.21
SD 11.99
%RSD 29.09
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Column :Silica 5u, 250 X 4.6mm
Mobile phase : 15%.dichloromethane—0.02% isopropanol in isooctane

Flow rate : 1.0mL/min. 2
Detector : UV 254 X 0.16 AUFS
standard 1 5.1840 ug/mL

*x* CALCULATION REPORT ##

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 1 7.583 106 11 6.4898
2, 8.458 1526 130 . 93.5102
TOTAL 1632 141 100

= a o
3U% n.61 uamlasuninunsuradiduinsguluarsazareuinsgnidmiua

Milk powder : AOAC-NO.7B= 6.136dg/mL

— ————3_ 145 3 =on
__}__4;45@ 3333 3. 732

BN It S :

6.213 5.770 5.983 '

. 575 ‘

i i "

TR 8.8 . :

Fe1p- - 129-996------- e S S i i B S o]

<l o ' i
7U n.62 usmlasuninunsreddunasguluuiresontnam 7
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n1g Y AN ANNGY E VL VGT PTG
NARD (n¥u) (u¥) 299An (lulmsnusia 100 n5)
1 5.3514 8.400 24 16.37
2 5.3784 8.508 34 23.08
3 5.0013 8.944 28 20.44
4 5.3061 8.479 26 17.89
5 5.3095 8.368 23 15.81
6 5.2069 8.549 30 20.68
Vi 5.3849 8.477 29 19.66
8 5.4492 8.619 32 21.44
5 19.42
SD 2.53
%RSD 13.09




Column = :Silica 5u, 250 X 4.6mm
Mobile phase : 30% dichloromethane—0.02% isopropanol in isooctane

Flow rate : 1.0mL/min.
Detector : UV 254 X 0.16 AUFS
- standard : 3.904 ug/mlL
A 7 e T e

** CALCULATION REPORT #x

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 1 3.687 1416 327 100
TOTAL 1416 327 100

519 .63 ugmlasaninunsuresddunmsgnluasazaraniasgdimiua

milk powder : NO.8G=5.1450 g/mL

113

4.27

o

*#* CALCULATION REPORT #x* =
CH PKNO~ TIME AREA HEIGHT MK IDNO CONC NAME

1 1 2.992 672 65 0.1019

2 3.273 2436 158 VvV 0.3695

3 3. 575 780 70V 0.1182

4 4.276 655412 © 12014V 99.4103
TOTAL 659300 12307 100

gl
U7 n.64 uanlasuntunsureddBanmsgmiluunnssiandne 8
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A19149N N.32 uamnammmaﬂﬂﬁmmgﬂuluuummamq‘n 8
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e s LL:h ANNGA nafmiiue

NARDI (nFu) (u79) 189An (lulasnFusa 100 niu)
1 5.5101 - - -
2 5.4888 - - -
3 5.4723 - - -
4 5.3614 E - -
5 5:1243 - -
6 5.5248 - - -
T 5.1450 - - -
8 5.3068 - - -
5.0817 - - -
10 5.1826 - - -
. :
SD 0
%RSD 0




Column :Silica 5u, 250 X 4.6mm

Mobile phase : 30% dichloromethane—0.02% isopropanol in isooctane
Flow rate :'1.0mL/min.

Detector 1 UV 254 X 0.16 AUFS

standard : 4,880 ug/mL

milk powder : NO.9

** CALCULATION REPORT ##

CH PKNO TIME AREA  +  HEIGHT MK IDNO CONC ’ NAME
1 1 4.5 120 = 23 T:5913
2 4.726 1464 273 W 92. 4086
TOTAL ) 1585 © 296 100

=) - -
3% n.65 uam'ﬁmu'ﬂnunmmﬁ’ﬂ'mmg’mlum?a:mﬂmmg'mqmuum

milk powder : NO.9J = 4,9775 g/mL

F"G"Z: """""""""""""""""""""""""""""""""""""""""""" LT '
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317 n.66 uamlannlnunsuresizumsgiuluunnasionenai 9

3. 050
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P -a] L% 1 Ail
A197190 n.33 uamwam‘mmm';xﬁmmj'm'luuummﬂmm 9

ne sk AN ANGY YFnadimiiue
NAARY (nFu) (W) 2999N (lulasnFusie 100 nFu)
| 1 42447 | 4.421 268 106.98
| 2 4.9933 4,730 307 109.50
3 5.1667 4,706 299 103.07
| 4 5.1888 4.717 280 96.11
J 5 4.9400 4.694 283 102.03
1 6 4.9987. 4.703 223 79.45
’ 7 49775 4.719 332 118.79
e 102.28
SD 12.29
RSD 12.02
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Column :Silica 5u, 250 X 4.6mm

Mobile phase : 30% dichloromethane—0.02% isopropanol in isooctane
.Flow rate : 1.0mL/min.

Detector : UV 254 X 0.16 AUFS

standard : 19.52 ug/mL

milk powder : NO.10

"

1

R T GO

** CALCULATION REPORT *x

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 3 5.248 458 76 7.2961
4 5.591 5814 891 Vv 92.7038
TOTAL 6272 967 100
d g -
3U7 n.67 wamlasininunsutadidinmsguluaisazaianinsgimiua

milk powder : NO.10A-4.4337g/ml

6.425

.
711 n.68 uanlanntnunsureddsinmsgulusanssiaetneg 10
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ns yiwin A1 ARG Ysunadmniiue
NARD (nFu) (1119) 299N (lulmznfusa 100 n¥u)
1 44337 5.525 80 39.80
2 4.4623 5.404 51 25.21
3 5.2945 5.423 53 22.08
4 5.2831 5.380 56 23.38
(o] 4,9981 5.475 N 40.16
6 4.9417 5.400 53 23.66
7 5.0068 5.423 ¥ 31.28
8 5.2398 5.403 53 22.31
9 5.0987 5.410 81 35.04
10 5.3694 5.315 66 2711
X 29.00
SD 7.10
%RSD 24.48




=l - el o ' P o
A1919N N.35 ua ﬂ\iﬂﬂﬂq'rﬂﬁﬂﬂu’i?za“ﬁﬂqwmﬂ\"]ﬁuqﬂ ?3'1%1“510@?]']@%” HAINTEAL

Aududn 10 lulrsnsuseladans

nmanes | smin LLY AHE nsldnauAy
(n3w) (W) 7890 (Fasaz)
1 5.03 5.158 225 42.37
2 5.14 5.100 185 34.84
3 5.02 5.090 181 34.09
4 5.19 5.090 186 35.03
5 522 5.072 179 33.71
6 5.68 5.086 191 35.97
7 5.41 5.085 187 35.22
8 5.78 5.083 211 39.74
X 36.37
SD 3.05
%RSD 839
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Column :Silica 5u, 250 X 4.6mn
Mobile phase :-30% dichloromethane-0.02% isopropanol in isooctane
Flow rate : 1. 0mLAmin.
Detector : UV 251 X 0.16 AUFS
standard : 19.52ug/mL
ACC/A0AC : MP(2)
;"O """"""""""""""""""""
"
ol

** CALCULATION REPORT ##

CH PKNO TIME © AREA HE IGHT MK IDNO COXC NAME
1 2 4.475 160 88 7.3287
3 +4.676 - 3815 1056 v 92.6713
TOTAL 6275 1144 100

.....

TSR AT ey e e o iy e e
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1 n.70 uamlanninunsunanimasaulssAvinmraditinasgulusaetnamm
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AN919N N.36 LAAINANITN ARAULFLANTNINIRIITUN m?ﬂquluﬁ'?ﬂﬂqﬁuuﬂﬂﬂ?xﬁﬂ

Aadudu 20 Tulrsnsuseianans
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mmaags | wmin BL:Y ANGA nsldnauAy
(n¥) () 189fin (Fauaz)

1 5.20 4.643 472 44.28

2 5.42 4.640 486 45.59

3 5.49 4.619 353 33.11

4 5.16 4.616 398 37.34

B 5.42 4.619 369 34.62

6 5.05 4.622 395 37.05

7 5.66 4617 397 37.24

8 5.48 4.613 375 35.18

9 5.70 4.616 390 36.59

10 5.25 4.593 367 34.43

< 37.54
SD 4.15
%RSD 11.05
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AN519N N.37 uamuam?ﬂmaﬂuﬂﬁza'ﬂﬁmmmfnﬁmmejmlumamquummzmu

Anadiug 40 lulasnfuseiianans
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s yiin 1981 AYINE nslanduA
NARD (n$1) (W) 1990N (ataz)
1 8.15 4.806 1070 51.87
2 5.03 4,786 1116 54.10
3 5.01 4.763 990 47.99
4 5.22 4.751 987 47.84
5 5.01 4,736 1017 49.30
6 5.01 4.732 1010 48.96
7 5.28 4,724 906 43.92
8 5.09 4,723 985 4775
9 5.35 4,721 1055 51.14
10 5.61 4,716 849 41.15
% 48.40
SD 3.75
%RSD 7.75
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Column : spherisorb ODS2 250x4.6mm. ,S5um
mobile phase: 100% methanol
flow rate : 1.0mL/min.
detector : UV 272 nm X Q. 16AUFS
standard : 3.968ug/mL
b

'
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'
1
1
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'
1
r
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#% CALCULATION REPORT #:x

CH PKNO TIME AREA HEIGHT MK IDNO CONC ) NAME
1 1 2.838 209 31 11.9193
2 2,929 196 6l N 11.1668
3 3 191 57 ¥ %0.8989
1 18.817 1158 42 66.0149
. TOTAL 1754 192 100

= P [ X - -
:a:ﬂ?l n.71 uamTﬁ?mTﬂun?mmqﬁwwﬁum'num'lum?ﬂsmﬂmmymmumﬂ

milk powder : DEV.No.1C-26.65g/nL

—=9.6

<] - o & o , -
7UN n.72 uamlanininunsuredsnmuIwn luusnsiaatnem 1
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=l bl & o ' -
A1519N 4.38 uamuamwmaﬂmﬁﬂwmm'numluwmmﬂmw 1

mameaes | lolaseluu | wwdn | am ANNGY YFuniaiiue
(n5u) (nF) (u79) aasfin | (luTmsnfusia 100 nFw)
1 0.49 20.17 18.470 8 3.66
2 0.57 20.08 18.600 6 2.76
3 0.60 26.65 18.740 1 3.81
4 0.50 20.68 18.433 5 2.23
5 0.56 20.51 18.464 11 4.95
6 0.50 21.42 18.542 6 2.58
X 3.33
SD 1.01
%RSD 30.33
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Column . spherisorb O0DS2 250x4. 6um. ., Sum
mobile phase: 100% methanol

flow rate ¢ 1.0mL/min

detector ¢ UV 272 nm X 0. 16AUFS

standard : 3.968 ug/mL

A T T N R emrameeavunier -
L ;
- e f
= 18.444
T T S e S R B s st ?
*% CALCULATION REPORT
CH PRNO  TIME AREA HEIGHT MK IDNO CONC NAME
1 1 2.73 169 59 8.7707
Z 2833 132 42 v 6. 8487
3 2,047 289 86 v 14.9925
4 3.017 131 53 v 6.8021
5¢ 18.444 1208 19 62.5861
TOTAL 1930 289 100

i o : - -
Ul n.73 uasslanninunsureddivmunTunluansazansinnsginiue

wilk powder : DEV. No.2G-20.14 g /mL
R R

J ar x o ’ 1
U7 n.74 wamlanninunsurediaivannunlusioatneg 2
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-l Andnl. % X o ] dl
A1519N N.39 LAAINANITNARBITTNARIUIALH PUNEIAIBENIN 2

me | lalasadtuu | wwiin | e AINEY PFannddaun
NARD (n¥u) (nFN) | () saefin | (lulasnfusie 100 niw)
1 0.51 20.04 18.200 19 7.68
2 0.51 20.06 18.362 39 15.74
3 0.52 20.02 18.171 13 5.26
4 0.51 20.12 18.479 42 16.90
5 0.50 20.18 18.492 15 6.02
6 052 20.07 18.342 21 8.47
% 10.01
SD 5.03
%RSD 50.25
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column : Pinnncle amine ODS,5um 250x4.6mm.
mobile phase:100% methanol

detector : UV 272 nmx0.16 AUFS

standard : 9.92 ug/mL

1
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e e e e A R T S SR S S

*% CALCULATION REPORT #*

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 1 2.958 160 19 5.5759
2 3.147 160 31V ; 5.5794
4 16.225 2546 105 88.8447
TOTAL 2866 155 100

o

=l -, i 4’ - -
7U% n.75 uamslasuninunsuaasian mmwm'lumm:mﬁmmg'mmuum

samp. 3E t 34.47 g/mL

o

d H : o 1 i
UM n.76 uamlasininunsuradsnwmuawn luuradaatng 3
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<l n.-l-i o A’ o ' P
A9 N.40 UWAAIHANITNARBIFTNAA U TN LUUNHIFDENN 3

nsg lalasailuu | shwin A1 AANNEY Tunadmiwa
NAAAY (nF) GED) (1) anafin | (lulmsnFusia 100 i)
1 0.52 20.08 15.911 61 15.91
2 0.50 20.18 16.292 55 14.93
3 0.51 20.20 15.911 75 18.31
4 0.52 20.03 16.104 64 16.79
5 0.51 20.18 16.075 64 16.60
6 0.50 20.07 16.044 51 13.18
X 16.51
SD 1.24
%RSD 7.51
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Cs ks : spherisorb ODS2? 250x4. 6mm. . Sum

mobile phase: 100% methand|

flow rate : 1.0mL/min.

detector : UV 272 nm

sensitivity : 0,16 AUFS

standard :4.96 ug/mlL
e '
4
- e et T T, :

* !
'
LB R R T S S S A '
1
I ' -
0 - L '
; —17.937
1
B S R B i s :
1 a
)

** CALCULATION REPORT #**

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 4  17.937 : 1610 76 100
TOTAL 1610 76 100

Cagnl

<] H X - -
U n.77 wamslanninunsuredEnimunauinluansazareannsguiniiiua

milk powder : DEV.4H 20.37¢/mL

:  p——
[ '

regt o Edr 775 L 41 391-4: 97550515 B

-

D=16.751
{=——==17.958

aalal o

=] i & o y -l
37 n.78 wamlarnunsureddaniannauinluresiaatineg 4
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-l Aﬂlall [ X o 1 d‘
A1919N N.41 LLﬂﬁ\iNﬂﬂ’]?ﬂﬁﬁﬂQQﬁﬂﬂﬁluﬁﬁluu’ﬂuuuuﬂﬂ’]ﬂﬂ’l\!ﬂ 4

n1g lataspdlun | viawiin AN ANEA UFunafmiue
NARBY (n) (n$) (W1¥) anafn | (lulasnFuse 100 nFu)
1 0.51 20.33 17.742 F2 23.11
= 0.50 21.19 18.041 63 19.40
3 0.53 20.37 17.958 80 25.63
4 0.50 20113 17.791 94 30.48
5 0.54 20.58 18.016 73 23.15
- 24.36
SD 4.08
%RSD 16.75




d '
31U n.79 uanslasaninunsuraddsam

milk powder

‘B

S R S S ey e T S T TS M TS

=b

MK IDNO CONC
21. 2502
6. 743
5. 481
66.5258

Column : spherisorb O0ODS2 250x4. 6mm. , Sum
mobile phase: 100% methanol
flow rate : 1.0mL/min
detector : UV 272 nm X 0. 16AUFS
standard : 3.968 ug/mL
R
‘; = 2.785 2.942 5. 999
g
F 1
TT107 77
R
| . P=17.917
#*% CALCULATION REPORT #* ]
CH PKNO TIME AREA HEIGHT
1 1 2.785 397 86
2 2.942 126 15
3 3.099 103 45
4 17917 1244 55
TOTAL 1870 200

e e

DEV.NO. 5D-22.00 g/mL

o

100

NAME

‘x -~ -
MuINUN lUaNTREA BN IFUIATNULA
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> 3,507 3. 147
i = = 4.2
e T L o g -
e 5.725 5 467

' 5.858 6,171 i

;;; 6.890 :
........................................................................ 19.3

11.058 ;

12. 863 :

uamalasuninunsueasias

o

X o 4 e
AN TN UUNENFRBENIT 5



B

= -
AN919Y1 N.42 ULAAINANIINARRIIEN

o

132

x o ) d‘
R ITE TN CVCTARE HETI QKL S

Y
N letasedluy | vwiin 128" AINGA Funadamiua
NAAD (nFu) (nFu) (1) apain | (lulasnsusie 100 nF)
1 0.53 20.23 17.975 143 51.00
2 0.56 26.50 17.892 200 54.50
3 0.49 22.00 17.898 157 51.49
4 0.54 20.58 17.899 154 53.99
5 0.52 20.68 17.820 148 51.63
6 0.62 20.38 17.962 147 52.04
[ 0.51 21.08 17.876 149 50.99
8 0.57 20.07 17.913 146 52.48
9 0.49 20.42 17.873 146 51.58
v 52.19
SD 1.26
%RSD 2.41




Col. : spherisorb O0ODS2 250x4.6mm. ,S5um
mobile phase: 100% methanol
flow rate 1.0mL/min.
detector : UV 272 nm
sensitivity : 0.16 AUFS
standard : 4.96 ug/mL
milk powder : g / mL
N
: =750 2,825 2.889 3.058
FZES'::Z:”
f T 13.689
e S s :
% CALCULATION REPORT #+
CH PENO TIME AREA HE IGHT MK
1 1 2.75 36 9
2 2.825 51 16 vV
3 2. 889 100 33 VvV
4 3.058 155 26V
5 18. 689 1556 58
TOTAL 1898 143

IDNO
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CONC
1.8916
2.6872
5.2532
8.1827

81.9853

NAME

= acial o X - -
319 n.81 uamslaznbunsuradiinimununuasazaensgndaniiua

)

1

milk powder :

|
i

—qeeeemm—aa

DEV6-B.11.68g / nL

\ — 3.348

L e e —— S - 2

. 5.095 4846 Soqas T T Reas e
: A8 6 1], & wia

5 7.178

) 8.556 g. 792 .
A e S £ b
i 10.625

‘ 11.698

4 12,575

i 13.092

D513, 942 LA
B L T e S e s s
i 16. 074

1 16. 889

W 17.592

! 725

O J o I o 1] i
n.82 uamlasuninunsuaasd anwann v luLLpeAqatneT 6
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X i i il
QT AT QN ARTRNART G Yol R eV NG}

ms | lalasedtun | dwsin | o RRHER Fnaamfiua
NARD (n5) (nFu) (W) apain | (lulasniusia 100 nfu)
1 0.57 11.68 18.725 21 15.38
2 0.52 10.05 18.725 17 14.47
3 0.51 11.09 18.737 18 13.88
4 0.53 10.16 18.721 19 15.99
5 0.60 11.83 18.786 17 12.29
6 0.63 11.18 18.750 18 13.77
7 0.51 13.08 18.898 24 15.69
8 0.52 11.64 18.747 18 13.22
9 0.47 1191 18.704 19 14.12
% 14.31
SD 1.21
%RSD 8.46




Col.
mobile phase:
flow rate
detector
sensitivity :
standard

100% methanol
1. OmL/min.

: UV 272 nm

0.16 AUFS
ug/mbL

: spherisorb O0DS2 250x4. 6mm. , Sum

135

milk powderR:

T ;
| TSp=——2:890 3.000 5
N I E
[ it !
- e ;
! — 18.083 :
k! S A T B |
++ CALCULATION REPORT #+
CH PKNO  TIME AREA HEIGHT ~ MK IDNO  *CONC NANE
12 2.89 382 100V 18.7623
5003 395 115 v 19. 4003
4 18.083 1260 61 61.8375
TOTAL 2038 276 100
<l nd-d' o -1' - -
3N n.83 uamslasninunsureddiiimunauinluasaraeinnsgndniiue
&lfgrﬁéQder 5 Ri=3 = i0.633 /0. 5mL
T 1 """""
: T——1.966 ;
: : e 3. 343
rgeee T 5 s 5054 326
;‘ o7 6.045 6,381 4 gug _ - :
——=17.355 7.6 032 H
. ! L aues 3603 _ . __ 8.342
R To.3ds o omemmmeeeeesoeee i
‘ 11.393 :
: 12.105 :

=l ol o X o \  a
31U n.84 uamlanninunsuaedannmunduun luuraiadng 7
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X G i il
wnuun luuNeeAlatNd 7

Y
n1s lalaseatun | s 181 ATTNG WEnadmndiuea
NARDI (n5u) (nF) (W) aaain | (lulasnsusiea 100 ni)
1 0.54 10.54 18.122 87 33.02
2 0.55 15.30 18.243 147 38.43
3 0.56 10.63 18.067 89 33.49
- 0.58 11.45 18.211 125 43.67
5 0.55 10.98 18.124 93 33.88
6 0.56 10.33 18.242 115 44.53
7 0.58 12.37 18.190 137 44.30
8 0.50 10.16 18.205 83 32.68
X 38.00
SD 541
%RSD 14.24
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~

Col. :pinnacle amine ODS 250X4. 6mm
mobile phase: 100% methanol .

flow rate ¢ 1.0mL/min.

detector UV 272 nm

sensitivity : 0.16 AUFS

standard : 3.968 ug/mL

5 e R T T TR :
{ ~—2.905 !
- e L L PR P :'
e e e T :
P15 =555 _ _ B S :
r -2'0' -------------------------------------------------------------- ll

** CALCULATION REPORT #%

CH PKNO TIME AREA HEIGHT MK IDNO CONC NAME
1 1 2. 905 153 32 © 12,9925
2 15.556 1025 44 7.0075
TOTAL 1178 76 100__ )

= adal o X o -
JUP n.85 uanlannlnunsureddivamnaunluasazananinsgnidni e

FE t e i ey e

milk powder : NO.8-7= 8.075/0.35nL

- 302
E_-,S,--_ . 359
é'-Z_E)""1 ____________________ 5 e

o

- i & |
3UN n.86 uamilasuntnunsuassdsinmnn v luuurssiacneg 8



138

-l Ad-i' o A’ o 1 -l‘
AN99N N.45 u.amuam?'nmaaq'nﬁ'ﬂwwmﬂnumluuummﬂmw 8

n1s lalasadlun | siowin LY ANEA Yiunddanua
NAADI (n5u) (nF) (W) aasdin | (lulasniusa 100 n5u)
1 0.50 11.82 A - -
2 0.54 21.81 & = -
3 0.60 22.51 < = -
< 0.66 25.02 = = -
5 0.52 9.23 4 - -
6 0.52 13.29 . - -
7 0.50 8.07 - - -
8 0.51 8.90 = - -
9 0.53 8.31 - - -
10 0.50 12.65 - - -
SD 0
%RSD 0
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COLUMN *: Spherisorb ODS2,5u, 250X4. 6mm
DETECTER © UV 272nm

FLOWRATE : 1.0mL/min.

MOBILE PHASE : 100%Methanol

Standard : 18.952 ug/mL

[
.
w
[

1971

s : ‘

I et e et T e

.y

*x CALCULATION REPORT #*x a

CH PKNO TIME - AREA HEIGHT MK IDNO CONC - NAME
1 1 2.632 14 5 < 0.2261
2 17.552 6045 288 99.7739

TOTAL 6058 294 100

< R X a  a
E‘IJYI n.87 LLamT,ﬂfme:.mm‘nmf:ﬁﬁwmmwmluma‘ﬂ:mtlmmgqmmuum

milk powder : MP-RNO. 9H= 20. 98 g/mL

E%—i 476 3.146
L]

T —— | e T85!

— TG 6.114 :'

187

7.533 - acn
o

& 8,133

8_666

= oo & & 4
31U n.88 wamlanninunsuredanimunauun luuuresadngm 9
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<l Aﬂi-il o 1 o [l Ail
ANT19N N.46 u.amnam?'ﬂﬁa'amﬁnwmm'num'luuumm'amw 9

ns lalasedtun | swidn | o ATNE SIE G LVET R FRTTT
NARD (nfu) (nFu) (u) aaafin | (InlmsnFusia 100 nu)
1 0.55 20.53 17.500 174 56.16
2 0.52 21.54 17.735 174 25.07
3 0.49 19.91 17.500 165 54.92
4 0.48 20.42 17.493 167 54.19
5 0.58 20.58 17.582 169 54.42
6 0.53 20.87 17.668 172 56.18
7 0.56 21.09 17.735 170 54.95
X 55.13
SD 0.78
%RSD 1.41




: Spherisorb 0DS2,5u, 250X4. 6mm

COLUMN
DETECTER : UV 272nm
FLOWRATE : 1.0mL/min.

MOBILE PHASE

T 100%Methanol

141

Standard : 27.888 ug/mL

milk powder : MPRNO. 10 g/mL
L R M mmm s e S e i Skl s i
:—-«5 ------------------------------------------------------------------------------- ;

*¥
CH
1

A - b .
3 17.325
- e e e SR R
CALCULATION REPORT #x i
PKNO  TINE AREA HEIGHT MK IDNO CONC NAME
7 17.325 8548 393 100
TOTAL 8548 393 00

<] aclal o & - -
U7 n.89 uandlasintunsuraddiimnawnluasazaninasgnAnfiua

milk powder

e e S

B L B R nm e S S S 1
!
— T ET=_-__ re r = 31672 ":3 495
S— Eiie e — T Ioo ’
094 6.770 7.400 !
#7183 8500 8. 097 :
= = —9.032
5 0 I == 99T 300 . .. T e e e e e !
' 10.832 i
! ' 11.500 ;
; 12.342 :
: 13.267 13, 664 5
- S L EL LRI TECEEE S ‘
16.090
17.350

: MPRNO. 10A= 21.26 g/mL

1---------1_-_-___--
|
=i
(o}
1
1
1
—S e
1
L]
L]
1]
|
1
1
1
1
1
1
1
[]
]
1
L}
)
1
]
1]
1
.
]
1
h
1
\
1
1
1l
]
1
1
1
1
1
]
1
]
[l
]
]
1
1
1
1
1]
1]
1]
]
1
1
1
1
1
1
]
1
1
1
1
]
1
H
1
1
1
1
]
i
1
H
|
I

< acial o & o ' i
31U n.90 uamslassntnunsaedBiimunauin luuumdaated 10
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AT NAT UEAINANNINARBIETINAIN TN lusNHIRRatn T 10
ms | lalasedtuu | dwedn | e AYTNES Bunnfdmiiua
NAABI GED) (nFu) (u1") aa9fin | (lulasnfusia 100 nFu)
i 0.54 21.26 17.350 88 29.30
2 0.56 21.97 17.292 107 34.47
3 0.50 19.80 | 17.416 116 41.47
4 0.53 21.62 17.312 124 40.60
5 0.64 21.43 17.326 116 3831
6 0.48 19.17 17.614 96 35.45
7 0.58 19.63 | 17.517 b 40.39
8 0.50 20.43 17.410 117 40.54
9 0.52 20.36 17.437 106 36.85
10 0.58 20.75 17.412 116 39.57
X 37.70
SD 3.78
%RSD 10.03
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COLUMN : Spherisorb ODSZ,5u, 250X4. 6mm
DETECTER : UV 272nm
FLOWRATE : 1.0mL/min. -
MOBILE PHASE : 100%Methanol
Standard 1 5.7760 ug/mL
milk powder : ACC-1-MP = g/mL
-

) i
' i
1 E
: :
- S R ‘:
! i
i ——17.755 5
r'zo"" """""""""""""""""""""""""""""""""""""""""" '
#% CALCULATION REPORT * \
CH PKNO  TIME AREA HEIGHT ~ MK IDNO CONC NAME
1 5 17.755 1713 78 100
TOTAL 1713 78 100

<l qd-i o .l’ -, -
37U n.91 uamlazuninunsuzesdsiiannaunlussazatsunsgniamiuag

milk powder : ACC-1-MPB= 19.77 gz/mL

?
U

1

bt okt aasdin Rl cnatosioiaanibaty tadosorbusbl oty aSerduchafict ated attate |

1%

4.202

o o wr A’ ar '
n.92 ugmilasunMunsunanmMAseUUsEANEN TN BNN MU TUIN IR e aLue
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P~ | - nd-ilv A’ as 1 dl o
AN N.48  LARAINANTIINASAULIERNEA NI R ENRMLI TN WFID ENIUNINTTAL

Aoududu 5 lulasnfusalinaans

ns lalasailuy swin 1981 AN nsldnauAy
NARDY (n53) (n5) (W) 28990 (Fasay)
1 0.47 22.19 17815 53 68.83
2 0.49 21,20 17.386 46 59.74
3 0.56 20.12 17.484 45 58.44
4 0.49 19.53 17.611 41 53.25
5 0.53 20.11 17.489 40 51.95
6 0.48 19.56 17.598 36 46.75
7 0.62 21.56 12.375 49 63.64
8 0.50 20.37 17.433 35 45.45
B 0.56 19.77 17.542 65 84.42
X 509.16
SD 12.15
%RSD 20.54
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) = aalal o & ar ] -l o
AN319N N.49  LamY Nﬂﬂq?ﬂﬁﬂﬂﬂﬂﬁ':a“ﬁﬂqwmﬂ\'l')ﬁﬂ“ muq‘ﬂuﬂq.LUFIrJﬂﬂqﬁuN FANTTAL

AudNdy 25 Tulasniusalianans

ng lalasadluy siwin a1 ATNGA nsldndun
NARDY () (nFu) (u) 189%n (Fazaz)

1 0.46 20.03 18.305 178 47.85
2 0.49 19.96 18.308 222 59.68
3 0.64 20.11 18.233 221 59.41
4 0.53 20.08 18.169 228 61.29
5 0.60 20.01 18.207 218 58.60
6 0.57 20.08 18.232 249 66.94
i 0.63 20.07 18.249 212 56.99
8 0.51 20.02 18.264 194 52.15
9 0.61 20.06 18.302 172 46.24
10 0.51 20.72 18.315 218 58.60
X 56.78
SD 6.31

%RSD

1.1
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g ar

- a -l-l' -¥ o ' al ar
A9 N.50  URAAINANITNARALLTZRNENINIRIIENAN WU']‘HUN'}INFIQ‘E]EJ'NHN NaNZTAU

Audndy 40 lulasnsusaiiadans

ng lalazaituu viwin 1281 AING nslanduan
NARDI (nF) (nF) () 289N (Fanaz)
1 0.52 20.32 18.475 407 73.07
2 0.54 20.44 18.5622 387 69.48
3 0.55 20.02 18.425 341 61.22
4 0.62 19.68 18.614 405 2.1
5 0.48 20.45 18.644 394 70.74
6 0.44 20.84 18.481 395 70.92
i 0.57 20.59 18.532 389 69.84
8 0.55 20.28 18.516 412 73.97
9 0.50 20.26 18.523 404 72.53
10 0.52 20.21 18.544 295 52.96
X 68.74
SD 6.60
%RSD 9.60
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=l - -
A1999 N.51 I.l.ﬂﬁ\'iNﬁﬂ’]?’ﬂﬂﬂﬂ\ﬁ"ﬂiﬂ’]ﬂ?ﬁ’lﬁ'ﬂﬂdﬁq?ﬂ:ﬂ’]ﬂﬂ’lﬁ]?j’]%‘?ﬂ’lﬂum Taens3m

¥ Y
G 6 AT

anududuretansazaennsgdnive | AvageIssiin | g %RSD
(lulasniusiefindding)
0 0 0 0
1.04 47 0.52 1.1
5.18 234 0.41 0.18
10.37 475 0.98 0.21

aalal o

| - X "
A1319N N.52 LAAIHNANIINAKDIIGY mmmm‘nmms‘azmammgﬂw:muum tﬂﬂﬂ’]i‘

- % o
ARG 6 AT

pnudnfureiansazananasydmiua | Anuguansiin | g %RSD
(lulmsnFusafiafans)
0 0 0 0

2.32 33 1.15 3.48
4.65 66 0.82 1.24
9.30 128 1.60 1.25
18.59 251 1.60 0.64
27.89 377 1.94 0.51
rAT 513 3.35 0.65
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AMANUIN U
LWAMIITNITAIUIY

2.1 AgmsAusumniFanadaduia (lalasniusa 100 nfu)

w@;m - C o XV < Height samp_x 100
Height X Weight —_—
\ile B = anududuresszaraannnegddmiiua (ulasniusie
lanans)
Vi = Fanasionueidazans (Heaans)
Height,, = Augernsfinarsazanesnasgidamiue
Height,,,, = AINgII8finsaating
Weight,,, = smiinfaeting (n§)

LNUAD

5.74 (Lg/ml )X1.0mIX68X100
K=

101.44(g)X 57
= 6.75 Ng./100 g.



2.2 MamuIUsEAaNENua9I5ILATIZT

2 Y oo ol W (A—B)
Mgmenslanduanfasay =——"x100
C

Wa A = anuguesfindedhaidnasarareninsgndaniiue
= AugIBIRindaeting
C = AanuguasiinasazansaasgIuimiue

WNUAT

585—0
= (——-—lx100
598

97.83

1l

2.3 95N19W1A1 MDL Wag LOQ
NMUAA1 MDL infy X+ 3 SD uay LOQ windu X+ 10 SD

2.3.1 ABnmsgulusathauaniannngiani (Fayaannnisadi n.16)
X =292 lulasnusia 100 nin
SD=0.28

afurn MDL TuuamFasdngiaail = 2.92+0.84

wazAn LOQ Tuunnfendugiaeii = 2.92+2.80

ol a4 Qs

1.3.2 AFiNanntuinluseswuimdaninmani Fayaannmaed n.22)
X =23.74 lulasnFusia 100 nfu
SD=0.28

Favfudn MDL uuundaudugiaai = 3.74+0.84

uavA1 LOQ lunnunfennangiasfi = 3.74+2.80
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2.4 RWARINITIATIESTAINLLT59U

S?
Hgms F = —
2
SZ
Toed 858"
e F = snsdauanuuntlsisu

S2= anuulnlmuresdeyagai |

S,?= anuudssurasdayagan 2

- o & o 1 v - <l
IMNANTNY 4.4 uamnﬁm?m'm'lum'amqunw?ﬂurﬂuqm'ﬁw
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o ' - Ad-dl or 1
e ToUAFIN ATNWEIUIBUN
% SD |  %RSD 3 SD | %RSD
(ug/ 100 @) (ug/ 100 g)
1 457 0.75 16.41 6.81 0.65 9.54
2 2.92 0.28 9.59 3.74 0.28 7.49
3 - 0 0 - 0 0
4 6.63 0.43 6.49 6.94 0.74 10.66
5 - 0 0 - 0 0
- pralinuFunadandueg

A" SD 189983 MU = 0.75,S" = 0.563
1 - H o J
A1 SD 1899 BNWAMIAUNN = 0.65 , S°= 0.423

AUUAT F = 1.33
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2.5 WAAIMINARAUANNAFIY

igms t =

; (n, =182 +(n, =18,

Lﬁﬂ SP s 1 1 2 2
n, +n, —2
73 b 1 J o’ 1 4 o or
X, uar X, = Aedutesioatneged 1 uay 2 mudnsy
S, uar S, = AudsnuunnsgIureiiatagai 1 uay 2 mudau
al 5 @
n Az n, = auoufeyagai 1 uaz 2 musidu
n=9,n=9

S,’=0.563, S,’=0.423
X,=4.57, X,=6.81

v
o o

JUU t = 8.325
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