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MsUszdiuAINaNAIY 293523t llsAu
114mﬁmﬁ’m%ﬂgasaﬁlé’mﬂm'a'eiaﬂ'lfﬂsﬁu
apannaaslaanisulSauiisuna
sznaRalfuRmshifaNdeIT

finasal anwalans) wazduau NRSNA

SinaaMNUacANNUaan 815 ASNINNAMANTMITUNNE OUUANUUT UUNYT 11000

undnda Uinalusduduniiludamvuaduannwaasndodoeilgsaildnnmsdeslsiunasduvias
Fuduamnsmuauammwiiaanaspumulszmanssnaassogy udlulsanalnedalifimsmmvuaisiansy
Tidhunespudoiu fenmiifedeldudidwemsienziiuanseiuilaliisnaaauiisneiu Selddnmuas
AadanIBitenzihinagauanugnessansleaiaaljliamside uazdnmaaansausmmzaaisloansae
adwqiﬁ'ﬁaqﬂﬁﬂ'aﬂﬂswawﬂLLﬁqﬁﬁmmLﬁmmiyﬁwmsmaﬁLﬂiﬁzﬁuazﬁwwamﬂmﬁumqaaa (collaborative study)
enzilusiuidnmldiaamevia (Kjeldahl method) 1Hnnau (block digestor) Tumseaaaiagne inaauea
Wudsslfisen nduwealandisadlunsauase wazlomsniuasinespunselalasnasie iieuaIsi laninny
AAIENTINMIDIMNIUazEN Ansandurasmumaiitinasyulumsanaiensiudnsasicanan msdnmail
TeRadandasUfiamnamasguasienyu flasumssusesnassu ISO/IEC 17025: 2005 wfusngn sy
14 wiv FaddFiensiildiummagauamugndaswadislasvionfiamaden wsndndosipsaildnnms
daslUstiuuaiiinie s siiafe mﬁmﬁm%ﬂEQiaﬁlﬁQWﬂmﬂa‘[mﬂaﬂzﬂ"‘[ﬂiauwmﬁ"amﬁm wﬁmﬁm“ﬁﬂ‘gqsaﬁlﬁmnms
wﬁﬂﬁﬁlﬁ'ﬂqmmsauazﬁﬂ'gqLwiq’iﬂmm ffivsnalusiuluzag 1.8 B9 12 03w da 100 N3N 590 5 e Faths
ar 2 Mefiswametulasiigndnlinnuindudediadietu (blind duplicate samples) MnMsAnwLas
UsziiunalaeiBmsneadada Cochran’s test, Grubbs’ test ez ANOVA WUDAMGNHARWIZEN 9 A
agflul,nm‘ﬁ‘*?iﬂau%'ﬂé’ Aa@ repeatability standard deviation(S, ), repeatability relative standard deviation
(RSD,,%) wax repeatability limit (r) Bg5WIN 0.03-0.16, 0.57-1.72 WAL 0.09-0.46 MNMNAU @ reproducibility
standard deviation (Sg), reproducibility relative standard deviation (RSDpg, %) and reproducibility
limit (R) 8g3swing 0.07-0.21, 1.39-3.78 Wz 0.19-0.59 muaeu lasagUisiimanzauiaslfiihisinne
ﬂ'%mm‘[ﬂ'ﬁﬁusluwamﬁm“ﬁﬂqﬁaﬁlﬁmnnw&iaa‘[ﬂsﬁuwmﬁ"mwﬁm FaarldiauadadinnuanenssnmIams
wazenWnsansuses uazdszmaldiihisinaspulumsenawnsivsinallsiulundaimsiasnan
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ToamsilSsuiisunassinaviss juanms °

UNU

Ussmenszninmonsaig® ldtienuudosauriussaildnnmsdesTusiurasiimdash nansds
uanAaeimdurasmarldnnmsteslustivssmimdasdremaminndenssidsauimnsay uazasuaesd
viaav3aliifle w 381 saalgess Meilimnsenumudaan sasiupsedldnnmadeslustiurasiamaas
ldsemethaanudr Wiluawnsimwueammwidoinasyu waednriiuiseandy 3 oia mudnuaus
msudn Aa waadurilgsaildnnmsdaslusiurasiimiasdememiniildimasudesaviad udadom
Ugesaiildnnmsdaslusiuaasiumiasdramaniinillddmalgudssaviod wosndnfurilgesadled
nnmslalasladlustiuveatamias uaﬂmnﬁﬁ’qlﬁﬁmuﬂqmmwwam’émﬁmmﬁluamwﬁtﬂuwmmaa Tvidaq
flusaulaipann 4, 1.5 waz 10 NN @8 100 NN MNAIOU weEe liTMsMNUAIETMIANIIeNLHLUSAU
Tuwdasasidananlniunespudedy Fonmlidedeldudidauamsinnsiiuansafuiisldhs
nagauohiy

83asneiTusau (flu empirical method tuia wanasdauilaazaufuisinneinlduazaaundu
Tufisamsnagautiv q mslaaidetuasliuanasauiisnadu lisansahnamsnagausnSeuiisusiule
Fatumsmmuadsiansiliidninespuietuiuianusdyann 383 wneilustuivnedslosls
nanmMInn 9 1wy Kjeldahl method, Dumas principle (combustion principle), Formal titration,
Colorimetric methods az spectroscopic method 35 Kjeldahl method ({u3sfinsdnsszniaUseine wu
CODEX, international association for cereal science and technology (ICC) sl%lﬂu’i%‘mmgmiuwmﬂ 9
WA U Tuuy (AOAC 991.20, ISO 8968-1/IDF 20-1:2014)" ¥ luseuizuazndanui (ICC
NO.105/2 Tuthsinuazealsl (DIN EN 12135 (1997-12))° Ltazé‘l’qLﬂu’jﬁﬁﬁaqﬂﬁﬂ'ﬁmﬁtmwzﬁmmi
Tusznalnesnilugdanliuasldsumssuseanasyiu ISO/IEC 17025: 2005 3aldd@enmaiiaiianmvun
Lﬂu"?ﬁwmaa‘uLLaswﬂaaummgnﬁ'mwaﬁﬁimﬂ"mﬂﬁﬁ’amsLﬁmﬁﬂ”aqﬂﬁﬂ’ﬁm's?laqﬁwﬁ'ﬂqmmwuax
anulasafeanns nsadnemansmaunng theniilaanussiuramaada wuhduisiioangas Selaih
%'fzmmaaummQnGi”awaﬁ%‘[ﬂaﬁaqﬂﬁﬁamiwmaLLmﬁﬁmmL%amty (collaborative study) lag
Aadanieslfidmanemessuazionzuilasumssusesnasgy ISO/IEC 17025: 2005 hsalasems
50 14 uW 03endiagiiusnalusiulugng 1.8 S 12 n5uda 100 n38 7m0 5 crathedliiaeUfua
mansardidenziisamniu waildnnieslfidmninnussiunaloslfadanmmsaumuuums
Guidelines for Collaborative Study Procedures To Validate Characteristics of a Method of
Analysis” uamsusziiivazlanaansnzianzaaddd (method performance characteristic) figdny da
repeatability (a2 reproducibility geld Junamimssanudmiumsmusau (method verification)
dmsugiannisiluldeald

M3 collaborative study @i multi-laboratory method validation Wumsnegauanu
gndewadisinneinianysaiwashdaiafigadedosiimasiiiumsmutuaau (protocol) iununmndeessy
danaliizianeinshumsih collaborative study famuhdeiauazduiisaniuluszauinnma®

mafinnadiilifoguasasdiiiallaasiensiiimnsanuasiuiisansueesgfduldide
namedu ausdadinnuanznsIIMInIMsLazeninsansusasuazszmaldithisinasgulums
aniensitiinallsivlusdadasilssaildnnmsdeslusiuzasnmaasmumnasuiinvua
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Collaborative study for protein in seasoning sauce Niphaporn Lakshanasomya and Jintana Kitcharoenwong

nMInadauANNgnEatEanditeNzilasiasljiinmad
NAFaUANNYNABIYBNIS laaviasl JUAmsaeniaslfudmszasatingumnuazanulasans
219 NININENENFAINTUNNE

MadNNATay
£% ] a w o 4:4' v ] = & =~ 3 a v v @ ] a o '3
(?I'JBEI'NNa@l.ﬂm“ﬂﬂ?ﬂiﬂ‘ﬂlﬂﬂ]’]ﬂﬂ'ﬁﬁaﬂ‘[ﬂiﬁlu%aﬂﬂjL‘ﬁai’N‘VN 3 UM lﬂLLﬂ mamwamnmmﬂ*gﬁa
c} v = <& =] a [ o a' v ] = & =] v L%
‘Yllﬂﬂ']ﬂﬂ'ﬁlﬂiﬂila‘lﬂﬂi@lu%B\iﬂ')L‘ViaB\i Na@lﬂm‘?/lﬂé\ﬁﬂﬂlﬂﬂ']ﬂﬂ'ﬁﬂ88‘[1]5@‘1!%B\iﬂ')L‘ViaB\iﬂ'Jilﬂ'ﬁ‘ViNﬂ (1G4

HANNUAUTIIUANNUTIN 5 GIBEN ARUSInalUsAulugg 1.8 4 12 NSNED 100 NN

EGRIGERELd
75 Kjeldahl method 1% block digestion/steam distillation ﬁ)ﬂﬂﬂﬂgﬂﬂﬂﬂﬁ)ﬂﬂiﬂ%ﬂﬂﬁﬂ

a =

1 a P 13 a I g v aaa 4 a Y v v
UAHNIN | KZSO4 ﬁﬁﬂtWNﬁ!ﬂL@aﬂ“&lﬂQﬂ‘jWﬁaz\!ﬁﬂ ﬂﬂﬂttﬂﬂtﬂu@ntiﬁﬂaﬂﬁﬂﬂ Iﬁﬂ‘jﬂU’ﬂ’iﬂLﬂNﬂuﬁﬂﬂag 4

q U

Wumanduuanludiannaule uazlowsniuamsinasgiunsalalasessie laslinaazidaamaidiesnzin

=
[

avliviaad juamslumsm collaborative study

MINAFDUANNNEN (precision)
NAFBUANNTIENZBNIS (repeatability) lagdtansvivsanalusauludagndainmigase

M 5 MadnlegAdNmMruamatNe: 7 91 MuaRdLezALTEULINNTIUTNANNS

NMINAFIUAMNINUNY (accuracy)

nagausasarmsnunauzaslulasau lasmmegaulszandmwmstss nagaumsgaydelulasiau
waznasaulszansmumanaunazmslowse Taemsensdasnasguadeas 7 21 Anadeas
wazeidsauumnasguduing

MIfnAuaN¥UzIRIzEaNSlnsRaslfiinsnianudsimag (collaborative study)
msdnmasi laradaniesUfdamsnamesguazensuihfnlasmsnn 14w NAVBUHUAMS

193"%’1_|ms%'maw1m§m ISO/IEC 17025: 2005 Tusamsasaianzilusaulasis Kjeldahl

MadNNAFaY

L% ] a X '3 ts' vV ) sl q'; = 3 a £4 1 a X I's d’ v

et NKanfueiUpsanlannmsgeslsfueesnindsns 3 #iia laun wdadueidpsanle
nnmslaleslaglusduaaanlInang mﬁmﬁmsﬁﬂ§qsaﬂlﬁa1ﬂmizl'aﬂiﬂiﬁuwmﬁ'amﬁmd’mmwﬁﬂ way

= o s = o =] o 1] d'd =Y =~ 1 v W 1 =3 4 Al -7

HanAiUsaiavnulegdadanaagniuTinalusdudeny 5 ssau lugie 1.8 9 12 nSuda 100 N3N
4 5 e MadNazlszann 3 805 NaNl¥ENNY wldmnewarain waazdszan 30 ¥adans Aeaain
FEYMINYLAVAIDEN UaIHaNaANNUMIBENGE 2 THd a9l AIBENN 1: sample A uaz N, dIpdnn 2:
sample B uaz Q, Mg 3: sample C uaz S, MoeNd 4: sample F oz X, 010899 5: sample M uaz
Z (5NN 1)
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31T 1 dreeggaalsanldlumsm collaborative study

Sample No. Sample code Sample type Sample description Protein content
(g/100g)

1 A Blind duplicates BadlyeTd 10-11
N (siinlalaslaglusiureeninaas)

2 B Blind duplicates #aaU595d AN 11
Q (xiinlalaslaglusiureeninass)

3 C Blind duplicates fodUgesd 5-7
S

4 F Blind duplicates #aaU5esd (wliandin) 8-10
X

5 M Blind duplicates gadlesaniiannu 1-2
Z

msnagauanaiuiiaiderti (homogeneity test)

nadaurnuiuilaifisriuesiad Tasdudagnauuu random faghsas 10 10 959 UATILH
Usnaldsiulasnagauuuuduman: 2 1 wailldihamadeuanuuandaszniedeg (between
sample variation) logl#dd® One-way ANOVA (Analysis of Variance) @1 F ﬁﬁwuamlé’%ﬁ'aq
Wasni F critical fissduanui@asiu 95%

MINAFUANNAIN (Stability test)

fadandaguithumsnasauanuduiisiderfuudnivsnallsaulszana 5-7 niude
100 NSN wazdszanal 11-12 3% 6w 100 38 WudunulumsnasauaNAITBIIIREN lagguaagn
8z 5 2110 MMenzinasnSuiinsuimuansdaralasiiaziiina: 2 9 radtezAAlaan
Wisudiguiumamsienzinnmsnegauenuiuila@enulasldadn t-test @ t ileazdainant ¢
critical fiszAuANNEBIY 95%

Madamadnadaunaztandslvhaslfifinis (Distribution of samples and documents)

duaeuazansiseljisen (copper catalyst (Kjeltab Cu/3.5)) 50 e 350519 wuuaausu
freghe MUNEh LUUTEBNURG wasLUUFsUMNTEazdaRsfumInTIaienzd winanaudaswalw
udazasUfidmenau ieldlumsdadaduganiums ddimelusudidamadeu udaziasflians
azldsudhathe 5 faedh drethear 2 maRdsRadeiy Taslinsnuin 2 20 Wudeiadeiy
(blind duplicates)

Tusuusnhsaies fidmafusnndeiiigamgivies udila@amaudlifuinmlugibu
flgaunail 2-8°C Tinnainsionuisimmwue asvdenziwasdimandumely 3 §od Tasnsnuwa
nnsrachagslunuunasuiimmuadanadion 2 dumi

Whenziazlsznaumeneazdaauadddienzd manedausasaz msaunavaslulasiau uay

FauuLiN lUNMSATININALYAN ) il
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Collaborative study for protein in seasoning sauce Niphaporn Lakshanasomya and Jintana Kitcharoenwong

ada L4

AR
1. 35auHum3 (Procedures)

1.1 %bqéhashmaaﬂ@ﬁa 1-2 N5 (nAdigy 4 Murie) aeluvaantay

1.2 tfiN copper catalyst 914U 2 (0 waznsadaysawindy 10 Tadans uniew tiloaa
hiuaghemas nee antifoam 2-3 nee

1.3 1vaaadae N9y tube rack 719 heat shields ua&y exhaust manifold asuuthnzas
waansaslitlawaideen rack lunsumiaiasdon (digestor) FalauSussanmailif 420 + 10°C USussdy
M390Ya4 exhaust manifold luaIuza scrubber unit ‘vﬁaqﬂﬂﬁiﬁ%’i‘u’lﬁmmsauﬁmmm@ﬂﬂﬁ'uﬁtﬁﬂmﬂ
mstias dosaunsenainaTudun (Ussanm 5 i)

1.4 ﬂ%’uamsé’fvms@mm exhaust manifold Tudusas scrubber unit w’%aqﬂnstﬁﬁu (1?%'@5’11!
fmudeuegluvasadan) dagdoaunsznslawesavarld (Uszanm 50 i)

1.5 g0 tube rack aanmmﬂ'%'aqsiaﬂ Taagad exhaust manifold muagi gﬁ%ﬂlﬂﬁlﬁu (Usenw
25 1) (Liensisliuaunwsnzaarnlvifeezneuluvasages) Wevuaaiuen manifold senwiaxile
scrubber unit

1.6 1hwaaadesnfiuudinarhiuiniainay

1.7 HunsaUs3A 30 Jaddns avlu Erlenmeyer flask 2110 250 §0da03 dahiuia3aenay
Toglimeraimasauiiidenn condenser zaun3asnauagldnsauaia

1.8 imhnauaslunasndasiifiuud 6o §aaans in 40% NaOH luwaandas 50 Wadans
nauauld distillate Uszanes 180 fadans

1.9 lawasa distillate fildehs 0.1 M HCl fsqagd Tuiinuanasues 0.1 M HCI

1.10 ¥ blank Tasldhmaglasa 0.25 n3u unudaths

1.11 ennadSinalulasauueslusiu

Fauuzin lumMInsINIANsi
ol qu Y < kd d' k4 =] Gl = = < Vv d‘ v 1

1. wasnnisldiduuaaavarnlamslalifinznau wiaiinznauiisadnissniuuamasatas
mMstiaaznauuaainUiinunsadayiefiisadluvasatasiaaiull Fanduaviliusmnalyseiv
Aa Y v v < a
mMenesilataanienuiuaie

2. madaaznauanaunananmslnmlumsdesnuiuluviaonsgeves exhaust manifold
luduwag scrubber unit wsatfiuly

3. dnfanzneuluvasndeslviguraandaslu block digestor auNITEINAZNBUEANY

ol ° & v & v o 1a JY A Y a H v
s lunsaindennindudasiivasadaandeliienziandy Widuhadluvasadasdssan

20 193805 WNDANNUNMSANALNDUYDIES L UYADA

MM (calculation)
1.4007 (V,-V;) M

Tulasau (Segavvaninmin) =

\WY%
Tsiu (Saeavuainviin) = lulasau (Segazuaaimiin) x CF
WaV, = Ysmesweso.l MHCI nlalumslamsadiat (Tadans)
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Vi, = USmesuss 0.1 M HCI AFlumslaimse blank (iadans)

M = enu@uduzas 0.1 M HCL (Tuand)

W = shuiinaesdiethe (n5w)

CF = winwaslumswasuddnalulaseudulsnallsiu fm 6.25

2. MINAFAUTaEALNITAUNAUYRI LUlATIau (nitrogen recovery verification)

2.1 nadgaudszansmwmastas (digestion efficiency)
%1 tryptophan 0.14-0.15 n3u (38 lysine hydrochloride 0.12-0.13 n3x) Ll,amfwma‘;ﬂﬂsa
0.25 N3N Wianasene q hmsdas nau wazlawmse wWudafudaga

2.2 maaumigmul,ﬁﬂluimmu (nitrogen loss)
#1 ammonium sulfate (oUfi 102°C Wy 3 $Tas 1Hiuly desiceator) 0.09-0.1 N3X 13
ylasa 0.25 N3 wianansena o msdes nau uazlawnse wudedudada

2.3 nagoUlsANSMWMInauLazmMslanse (distillation/titration efficiency)
%1 ammonium sulfate (aU# 102°C W 3 T iUl desiceator) 0.09-0.1 n3u asly
waangas ihludahiuweiasnay mmsnauuazlawmse

MIMUID

% TuTasuitenzled x 100

% recovery = g
% lulasiauzasd@sinasgIunld x P

MsUseliukansIon19a0i (Statistic evaluation of results)
MInTIAFaUTaYaLLaIAY
Vv a 'S Vv 1 v a va d‘y £ = v

MUFaUTDYANIMIATIZYUATDYaeN ) NNVl fiansluiadu las@nwmandays luwuy
NINUHBUBZNNUUUFUNNNDLDIANEINUMIANINA TR BNz aNUAUAM SN MK LT
u’ ] $4 <~ a (:s' [~ Vo U (B} a' = . . U aa
nligndaansanaitanziniuladaauilivngaio (invalid data) asnnaunisuszuianameads
uadeNziaenanlaunuaienzineannnuis kalnnzinaviageaniuannvissljiansduseidanu

a sl " a & a 2a M v o and o P v TN vy 5 v

HaIANENNENUmbeie HNNHaIeNEN bilanmmaisinmue weldiulanladayangndasuas

et g lumsuseiiuimag

MINAFauUAIFAAIN (Outliers test)
Fayaiifieuandmannniuesiasnihandayalugadenduiiiasdainiudayaiiliag
Iuﬂéjmamﬁ’u azgnﬁmmmaaumqmdw (outliers) logl#ad® Cochran’s test war Grubbs’ test lag
AUHUMIMUUUININYDY Guidelines for Collaborative Study Procedures To Validate Characteristics
of a Method of Analysism‘[ﬂﬂﬁﬂzumauﬁ'ﬁﬁl
ihdayafishumsasasevludesduudinnmasauagadeluisnlfidnsderiu (within-
laboratory outliers) lagad® Cochran’s test mﬂﬁy’uﬁmmﬂaaumqmimwiwﬁamﬁﬂams
(inter-laboratory outliers) @8dd® Grubbs’ test T,ﬂm'%'uﬁumn single Grubbs’test maauﬁqdwﬁg«qﬂ

2DANGH 1 A wazANINGaueINgy 1 M danmaaay double Grubbs’test lagnagaumniangazaengs
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Collaborative study for protein in seasoning sauce Niphaporn Lakshanasomya and Jintana Kitcharoenwong

2 @ NAFDUMNIIFAVINGN 2 M) udzNATaUMNFAUAsMFuDINgN luzacinaaay Grubbs’s test
il outliers tia2ulvae outlier Hupan uanhdsyafitwdsgaunaulus Cochran’s test uaz Grubbs’s
test MuAIGUENATY (mwil 1) Tihaunsznslifideyaiiidu outliers wiafidoyamnnnd 2/9 vaedays

nannau outlier dayafitnaasnamIme precision 29933

Tlﬂﬂauﬂ'"lEgﬂd1ﬂﬂaﬂﬁ'aﬂﬂﬁﬁ'§ﬂ1$tﬁﬂaﬁu (within-laboratory outliers test)

Kol Nraniasfidmsiiianuuandsssiilldnnmsiinnsinediahadsiumnniige
daisufunaiensisesgiaadsniunnienjlidnmsau 1 azgnininmadeuiiliudgada (outlier)
v3alalaaldadd Cochran’s test

D)
c=—""" 100
D)
Wa D = AUANANYBIAAIDENET i W i=1,2, 3. n
D... = @uaneNuesgegnniagign

Wisueue C fenwmlanuaingalumse fseeu P = 2.5% (1-tail) i L fa 7w
aalfienms wiahmnuduasiadidnny semnamwalamnnnhaingdugasnienuuandiusing

mAeNzdgapgudahanasdeiuidy outlier THaamwamsianzvgaiadnilaandauemiiums

nagavluauaall

NAFAUAIFAE11INMBNIENT (inter-laboratory outliers test)
nIAIEIFuNA LAY (single Grubbs’ test)
ﬁmam@hmﬁ'ﬂma‘imiwzﬁwmLwiaxﬁ'mﬂﬁﬁams ﬁmam@hLﬁ'mmumm@uwmﬁagaﬁ”’ewm S
fnamndsuunesyusesiayaiilalifienigauasiaya (S,) uasinamidsuunasyusasiaya
dlalaifiehgegauasdoya (Sy) fnumsasazrasiidanunaspuiianadil
Gy, =100 x [1 - (S./78)] waz Gy = 100 x [1-(Sy/S)]
G, fesazmavAnisauuanasyiuiieaauilalifidnagaunsdoys
Gy fesazmavAiisauunasyuiinaauilalifidngigazasdoya
Wisuiiieud G, Gy fienaldiuaing@lumee Grubbs’ test Ay L daya deh G
gma’wdﬁﬂqaﬁ P = 2.5% (2-tail) e fiasdaiiudiy outlier

nsaiAaeded 2 A1 (double Grubbs’ test)

duiiumahusadedunsdieasdaiianden Tasdnnaaidsuuunasgudalifamge 2
Awadaya (S,) Lfiahiﬁ@hgqqﬂ 2 ARNTaNd (S,y) Ll,axl,ﬁ'alaiﬁ@iwi"wqmLLa:ﬁgqqmmﬁaga (Si1)
MU G,; G,y Gy, MNFAT Gy, = 100 x [1-(S,1./8)]; Gy = 100 x [1-(S,5/8)] ude Gy, = 100 x
[1-(Sy, /)] Wisuiisua G Aenaladua G NnemEuisunsaiicsdadmiden
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dmasal anwalduen wazduen Aaased

SCREEN OUT
NON-VALID DATA

“\I)

START OF LOOP
CALCULATE
PRECISION MEASURES

COCHRAN
OUTLYING
LAB?

yes

DROP LAB UNLESS
OVERALL FRACTION OF
LABS DROPPED WOULD

EXCEED 2/9

Yes
SINGLE

DROP LAB UNLESS
OVERALL FRACTION OF
LABS DROPPED WOULD

GRUBBS
OUTLIER?

PAIRED
GRUBBS
OUTLIER?

Yes

EXCEED 2/9

DROP LAB UNLESS
OVERALL FRACTION OF
LABS DROPPED WOULD

EXCEED 2/9

Yes

ANY LABS
DROPPED IN
THIS LOOP?

END REPORT
ORIGINAL & LAST-
COMPUTED
PRECISION
MEASURES

Q y

NN 1 eUIURBUMSUsTLHUNMNFDH "
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Collaborative study for protein in seasoning sauce Niphaporn Lakshanasomya and Jintana Kitcharoenwong

AnaaNNdiaswasds (precision)

Fayafindennmadamagaseaanudrazshludnudmeaddau g tieudasdis precision
20998 laun Auade (X), repeatability standard deviation (S,), repeatability relative standard
deviation (RSD,), repeatability limit (r), reproducibility standard deviation (Sg), reproducibility
relative standard deviation (RSDy) ttas reproducibility limit (R) Tasmsanul

Repeatability standard deviation; S, = (¥d*/2L)""”
l

e d

; ANNANYBIKAIATNWUDIGHIDENLAEIN

MNUBIUHUANST (MIoNUIUGUBIMIBEALIN)

(Sg x 100)
mean

Repeatability relative standard deviation ; RSD, =

Repeatability limit; R = 2.8 S,
Reproducibility standard deviation; Sy = {(Sd2 + S;)/ 2}'"?

4 (T;- Ty
Wwa  S* = 2(Tim D
d 2(L-1)
T, = HITINAPBIALDINDEN i YDuAazriBvluding
T = eedezesd Ti veannvieadjudans
L = dwnuisedfidms (mIadunuguasdiaenadientiv)
s . e (Sgx 100)
Reproducibility relative standard deviation; %RSDp = —— =
mean

Reproducibility limit, R = 2.8 Sy

NMINAFOUANNUNUYBIID (Accuracy)

Munaesagazmsaunauraslulasiau (% recovery) MAMsLANEasTINAsTIUlUMTNAFaU
Uszansmwnsedae (digestion efﬁciency)maaumsgmulfmlu‘[mmu (nitrogen loss) waznagau
Uszansmwmsnauuazmslamse (distillation/titration efficiency)

We

ms‘nmaaum1Ngnﬁamaﬁﬁmﬁmﬂﬁﬂamswaq§1ﬁ'nQmmwuazmwﬂaamﬁ'ﬂamﬁ
NMINAFaUANNLNYY
a g a = L% ] a 2 s 4:1' L4 ] = o'l = o
nnmienzdiUsinallsivluimeiudadusiugsanlannmsdeslsfivaesninios 9w
5 Mg lomndeUsinalusiu 10.44, 11.70, 5.98, 8.28 WAL 1.86 NSN @@ 100 N3N %RSD 1.34, 0.26,
0.50, 0.85 WAL 2.15 MUY (AN 2)
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= aca ¥ a va o P aat a ¢ 1a =
MIINN 2 ﬂjiﬂﬂaaujﬁjl,ﬂi’]gﬁiﬂﬂﬂaQﬂ{‘]U(ﬂﬂ’]iLﬂﬂj . ﬂ'J']NLV]EN“Z]E]\T)ﬁiﬂﬂﬂji')Lﬂﬁ’]’dWﬂiN’]m‘Iﬂiﬂu

lushaengaalsese

o USanalusdu (psu/100 N3N)

MAUN — — S — —

MBENN 1 MBENT 2 B ND 3 AIDENTN 4 108NN 5

1 10.27 11.65 5.94 8.18 1.80
2 10.27 11.66 5.94 8.20 1.80
3 10.38 11.70 5.95 8.26 1.88
4 10.46 11.71 5.99 8.29 1.89
5 10.53 11.71 6.00 8.30 1.89
6 10.54 11.72 6.01 8.32 1.89
7 10.62 11.73 6.02 8.39 1.89

mean 10.44 11.70 5.98 8.28 1.86
SD 0.14 0.03 0.03 0.07 0.04

RSD (%) 1.34 0.26 0.50 0.85 2.15

MINAFaUANNUNY (Accuracy)

HaMINaFaUANNWNLEBISlaamnadaulszanimwmstes nesaumsgadslulosiau waz
nagaulszansmumsnautazmslawse wuhemasssaazmsaunauaslulasiay (% mean recovery)
AN 98.65, 99.91 UL 99.96 ﬂ'w%'aﬂaz?lmdnﬁmmummgmé’uﬁmﬁ WA 0.45, 0.22 LA 0.21MNAAU

(MINN 3)

M990 3 ManadauIsilenzlaavasUfuamsiden : enuuiuzadislaamsnadausaeazmMsAuNaUYD

Tulasau
Sazazmspunsuzadlulasay
aeun Usednanmmsean magaydelulasay Usednamwmanau
wazMSLaLnse

1 98.32 99.57 99.82

2 98.32 99.79 99.82

3 98.32 99.82 99.82

4 98.32 99.82 99.82

5 98.89 100.04 99.96

6 98.89 100.12 100.12

7 99.46 100.21 100.37
Mean 98.65 99.91 99.96
SD 0.45 0.22 0.21
RSD (%) 0.45 0.22 0.21
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MINAFaUANNYNHaIYaIElaeHalfiRnshiinudsIza (collaborative study)
nadauaniiiuiiat@eIny (homogeneity testing)
nnmsnagauanuiluiiaiieinueains 5 e laald one-way ANOVA fiseauanuizaiy
1 o [l IS v 4 v . v < v ] = < 431 = [
95% (P=0.05) WuNNGIBEN e F daaninaizae F-critical udaaliiiunaiagniianuiuiiadeny
~ ] v )N Anta & X
wsananazlduszfiunanadauiSieneilunsail

MINAFUANNAIN (Stability test)
a 7 a = o v a o P ~ o v v P~
wamIenziuTinalusiuludmadiudannniusese Nszauenudndueallsiiv 5-7 uaz
11-12 1SN ©8 100 NN AIDENBE 5 230 208 2 %) L1 WSauisufuNaILANHNNMSNATIUANN
Wuila@ennuaeeiade eaaan t-test WU @ t UBENIN t-critical LAAIIITIDENNANNAIGINGDA
Frnanaiulasams

NMINTINFBULTDIAY
L a s = ac a dy v 4

NIMIATNFUTDYINAIA LAz Az BT MInTVIe N lulinsduanndayaluiuy
FENUKBLILUUUFDUINTEABEAEINUMINTINIA N DBIUAaz sl UAMs lainudayanandn
Wumsnenuiie dwaiie vienesnumibeie wanunessufjuamsuauisliuiidanuisiesed
A o ] & v o A v & v a wva o v @ a v a wva
nnmue Wy lutuesumsanduwanludisnlannmsnay vewlfudamsn s ldnsadanse Waslfudns
7 12 uaz 14 ldnsausiaindusosas 2 waz 1.5 MUAAU unumslEnsausiaudusosas 4 MuNMuue
TAFIeNer Mnupaenzinniesljudmeme 3 uiv Selignihanvszanananeada namsinazr

auNNanJuams (051N 4)

P a ¢ [a a a o Y ' a <& a ' v
mand 4 wamAensiuTinaldsdvlundasasilpsailannmsdeslusiueasnimdawasudasiag
UHUAMS (nSN6D 100 NTN)

lab code Sample 1 Sample 2 Sample 3 Sample 4 Sample 5
A N B Q C S F X M V7
1 10.23 10.25 11.57 11.79 5.81 5.95 8.70 8.82 1.81 1.76
2 10.38 10.44 11.56 11.83 5.97 6.02 8.94 8.96 1.92 1.89
3* 10.12 10.18 11.40 11.52 5.85 5.87 8.54 8.88 1.67 1.64
4 10.45 10.38 11.89 11.86 6.06 6.04 9.12 8.98 1.96 1.88
5 10.32 10.26 11.78 11.80 5.99 5.94 8.96 8.90 1.86 1.85
6 9.97 10.31 11.82©  10.82© 5.94 5.86 8.86 8.92 1.74 1.79
7 9.98 10.00 11.48 11.40 5.92 5.95 8.59 8.58 1.76 1.73
8 10.28 10.77 11.78 11.83 5.95 5.95 8.90 8.92 NR NR
9 10.20 10.25 11.76 11.69 5.74 5.86 8.82 8.89 1.71 1.76
10 10.53 10.06 11.91 11.92 6.01©  5.42©0 8.717 8.80 1.85 1.82
11 9.95 9.94 11.69 11.72 5.89 5.78 8.74 8.81 1.88 1.86
12* 10.47 10.30 11.68 11.44 6.04 5.89 9.12 8.81 1.71 1.92
13 10.32 10.35 11.97 12.00 5.87 5.81 8.85 8.90 1.84 1.79
14* 10.50 10.33 11.98 11.75 5.93 5.89 9.03 8.83 1.64 2.04

© = outlier-within lab variation using Cochran’s test (P= 2.5%; 1- tail)
NR vasUfiamslaladena
*lab No 3, 12 waz 14 fayaligniannumada
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nadauAIdn6Ie (outliers test)
J = L 1 <~ o ) d‘ = 1 J dl' Y aa U )
PNMINAFIUNUD J 2 G0 A aeeged 2 waz 3 Hegacuilaldadd Cochran’s fpeay
1 ¥esUfudims iadaegadieanua) ihdayafitwaslumergaaszninegiaalfidms Teald Grubbs’
] U v 1 v a wa o v a 4 o v a wa P . v
test Linwumgaanseniniaslfiamslunndisgn daduiunudesljidmsiidu outliers Saaaz 9
Tuaaea 2 waz 3 (M519N 4 WAL 5)

3NN 5 Mnuvsnljuianmsniagasn

MUl
ﬁv'wm Cochran's test outlier Grubbs’ test outlier
sample 1 (A, N) 11 0 0
sample 2 (B, Q) 11 1(9%) 0
sample 3 (C, S) 11 1(9%) 0
sample 4 (F, X) 11 0 0
sample 5 (M, Z) 10 0 0

ANMiieeuadds (precision testing)

ﬁ)’lﬂﬂ’l’iﬁ'm’smﬁ’lﬂi)'mLﬁEN?IEIﬁ%'W‘U’j’I repeatability standard deviation (S,), repeatability
relative standard deviation (%RSD,) W8z repeatability limit (r) Lﬂa'il 0.08 (0.03-0.16), 1.11
(0.57-1.72) waz 0.22 (0.09-0.46) MNAIGU A1 reproducibility standard deviation (Sy),
reproducibility relative standard deviation (RSDy, %) waz reproducibility limit (R) a8 0.13
(0.07-0.21), 2.03 (1.39-3.78) 1z 0.37 (0.19-0.59) MNIAU (miw?i 6) @ precision PaOBHUENIRE
%RSD, uay %RSD, nndadniied RSD, Wasni RSD, Aafludenaiunas RSD /RSD;, 10 0.55
(0.40-0.78)

MINT 6 AnENBzRINzYaNTINlUsGulugeal s

Sample 1 Sample 2 Sample 3 Sample 4 Sample 5

AN B,Q C,S F,. X M, Z
Laboratories remaining after 11(0) 10(1) 10(1) 11(0) 10(0)
eliminating outliers (outlier)
Mean value, g/100g 10.26 11.76 5.93 8.85 1.82
Repeatability standard deviation, 0.16 0.08 0.06 0.05 0.03
S,, g/100g
Repeatability relative standard 1.60 0.71 0.94 0.57 1.72
deviation, RSD,, %
Repeatability limit, r (= 2.8 S), g/100g  0.46 0.23 0.16 0.14 0.09
Reproducibility standard deviation, 0.21 0.16 0.09 0.13 0.07
S, g/100g
Reproducibility relative standard 2.06 1.39 1.49 1.44 3.78
deviation, RSDg, %
Reproducibility limit, R (= 2.8 Sg), 0.59 0.46 0.25 0.36 0.19

g/100g
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ANUFNNUSIEWINA repeatability limit (r) wae reproducibility limit (R) AuaNu@nay

4

raaUSinalusiulumadalansnuansanudunus r = 0.0231Wp + 0.0376; R = 0.0356Wp + 0.0931

o Wp AauSanaldséiu (nSu ae 100 n5N) (MW 2)

0.7

o u R =0.0356 Wp + 0.0931

0.7

r, R

0.7
0.7

0.7 r =0.0231 Wp + 0.0376

0.7

0.7

0 2 4 6 8 10 12 14

Tsd@u (PSu/100 N3N)

NN 2 NNUFAIPNNFNNUTTEWIN 1, R wazUSanalusiu

SagaznsAunavzadlulasiau (Nitrogen recovery verification)
mstsziiuwamanadauiasazmsdundureslulasueslfinmsdayonasias fidmsitldmun
meadaiAnmamEnBasazIans duiudayorasianlficng 3, 12 wes 14 arlignmihindszanawa
vannniasfiinms 10 nenuwaidludmgoussgaalunnnamanasou Wasfidnms s 17 lysine
hydrochloride lumsnasautszansmnusamstosluwaeiivec §UGmasuld tryptophan é’qﬁguﬁaga
Tunnnemanaseunniiasfiding 10 uasdayamnaseulssansmmwasmsdasuasiasjiamsi s
ligmhanvszananauny namsmaaausegazmsaunavzadlulasauannmsnedaulszansnmwmsdes
msnaseumsgadslulasiauezmsnadaulszansmumsnauuasmslansamnas 99.38, 99.57 Was 99.53
ﬁiﬁaﬂazwaq@hLﬁmmumm@uﬁuﬁwﬁ( (% relative standard deviation) 1.04, 0.54 W82 0.87 MNAINU

(591990 7)
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3NN 7 WaNMINAFaUSaEaTMIAUNSUYRd lUlaTIAY

SagazmsAunauzaalulasau

1
b code Useanimwmseae msgaydelulasiay UszAnsmwmsnauuazmslowmsn
1 99.83 99.28 99.93
2 97.80 99.70 99.70
3% NR NR 99.06
4 100.04 100.41 100.15
5 100.81 99.71 98.72
6 98.80 99.10 97.50
7 98.60 99.20 99.48
8 88.03* 99.70 100.07
9 99.04 99.06 99.29
10* 99.08-100.99 99.28-100.76 99.97-101.88
11 98.50 99.02 99.94
12* 99.29 100.11 100.08
13 101.01 100.50 100.50
14* 101.37 NR 99.47
Mean 99.38 99.57 99.53
RSD (%) 1.04 0.54 0.87

v

* dayalignininanuin

a 4
AU

M3M collaborative study Aoy multi-laboratory method validation Wumsnegauany
andaswavitiensiiiaysaiuenhiadaiigaddasinaciiumamuduaau (protocol) fmnmsansy
19583029 TiiumMsm collaborative study fianuindsdauaziduisansulussdumnuma®
asaztiiulannlull w.a. 2550 dinaamuwuazanulasansenms nswIngmansmsunng lanmnue
Bensitsinamaaudmauauaslaiulunsidudag WD ETUAY LM IMYLAINATTILBMTIEH N S2ne
289 Codex (Codex Stan 240, 2003) LLazlé'maaUmmgﬂﬁa@%aﬁ%ﬁﬁwwumiﬂﬂﬁmﬂﬁﬁamﬂﬁmﬁﬁmﬂﬁﬁami
PaadingaumMnLazaNNUasniaIns wazi collaborative study ulaamanvauzmmzyaisiaus
FaAMzNITNIBEMIIMITIENINUsEnd @235 eNsriuastnaadnlumsUseyn Codex Committee
on Methods of Analysis and Sampling iszimnagam3 szuieiui 9-13 Funaw 2552 ﬁﬂisqulﬁ%’mm
Tinedasiatiuisanasgu type I (empirical method) lumseneinziaiFagluasudasasionasnasgu
aanan duiuanudiGasazanumagilagesdsznalnglumsiausisinnzvgnilan

Baneilusaulas Kjeldahl method lafimswannanifusdu saudnsls Kjeldahl flask uas

NERELUUANLAN (traditional digestion) mdumsldvasates wazdaslueman (block digestion)
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[
adoa Y

2] I A a o o 1 a va = & a w.
galuntisuannlutagiu asnndeuazasainlumsuidnu Sanauduisnieslju

a

Msviae g lu

v

Usenaidanlduazlasumssusesnassiu ISO/IEC 17025 : 2005 3laaataanls

v v
v

ANU

Whasnlglumsdnmn

waeUFtiinmad 1,8 wos 10 wuh fMaghawiandamsdas uaarhimsgandensalussuiamsdes
Faanaaziiamginnnsanmsgaaiuusauiull udsslsioaiaalfiamsi 1 ulalasiadznunse
ldton uazSuaagamaiililumatos Waslfiamsd 10 uslalesidnhasluvaandes namsinsz
maaaianljiimsaglunamieaniuld JuduldhiuaaumsdestiulFmnunseilsd aamgivesnmild
Tumsdas uazdnnmsgaaiunsadasduiusiuiinsilvldueuvminla liwduds uasilavaandosduag
udliiduhadliuasimsnauiui dldainsanduldiuiiviadasialideduliianhatlumasadas
ilaviepadasiuaudiguiy

dedninienldiuiainnmaseulasadd one-way ANOVA wuimndagfianuiy
ilaidnfunasiienuasinaanszaznmihangy Jumnsainldlufanssuil

msanmasai inuiewfiemsiiinamsnaaauiiu outlier ilaldadt Grubbs’ test uswuh

=]

finamanaseuiiiu outlier lal#add Cochran’s test Aatliudoeas o Tushagei 2 uax 3 FalaitAunasi
fifmuaia Seses 22 udavhwasUfidmsmnsninisidluiensivsnalusiulundosasilgses 1
Toglisdansnmuazanud ﬁaqﬂﬁﬂ’amiﬁﬁmamﬁmeﬁvﬂu outlier m19vziataRianaalutunoy
mstios i gampiivesudazvqudaslimhianerlimsdesluvaaadesniasa liauysel viaiamss
Iuﬁy'umaumiﬂébu mmLﬁﬂwaﬁ%Lﬁ'auamﬁmé’mwdmﬁm RSD,/RSDg ﬁ@hmﬁlﬂ 0.55 (0.40-0.78) (u
Mitdaandasfuitanasyuay 9 wu mydensilusiuluulaiia 0.76®

NNFUMSUFIIANNTNWUS T = 0.0231Wp + 0.0376 tiia Wp AauSmnalusiu (n$u e 100 n3w)
wasUfiamamahen r Tivuadlunasilumsmuauaamwuaiienzivasman 2 9 Tidefuld
TaiAuen r fisvauuSinalusiu Wp Funasicanarflunasisaniufivnnzasduidilosnnldinnnowams
3Lﬂiwsﬁwaqﬁmﬂﬁﬁ§mwmﬂLLmﬁﬁmmL%'mmty

manadausasazmadundvzatlulasaulumsinmaseinadauna 3 :ems da managau
Usgansmumstos laamsldasnnesgiu tryptophan daumswﬂaaumsgagLﬁﬂl‘lﬂmmu LazMINAFau
Ussansmmmsnauuasmslanse IFmsmnaspunanladaudame zim%’uﬁwmaegimaﬁLauaql‘lﬂ,umi
nagaulszansmnmatssuazmanadaumsgapdelulasautuiodudunusasasdunidiiong
msuau lalasau wazeandiau lluasdisznau wamsnadaunnamsiisnadsaglunmsiimmvue
Tusnasgiuee g wiu Sagaz 98-101, 99-101 aamsnagaudssdnsmnmsdasuazminaaay
UszAnammmanauuazmslowsamudeu uasliasnhiasas 98* 9 was 99 * sasmanadaulszadndmm
mstesuarmagadalulasaumudduiiaiasl joamnihisiluldoesmmualiinmadauiosas
msAunavzaslulasauiiies 2 g A mnadaulszanimwmstas waznadaumsgadslulasau®
Tosaiildasagssvinesanas 98-101 waz 99-101 amuaey eniildeniunasiliidiummasou
Ussansmmmanduuazmslawse Simanadavilldemmunaridasasas 99-101 uaarhimsgade
Tulasuszuiumstos Fanvazlamamnnnaamail wisnmillddaslivanzan viamsdesdaliauysol
udaehslsioumanasauilldaiasasmsAundudmiaganinnmgd andiawmamnandmenuduiuae

nsanldlumslawsalaigndas
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msAnnasiliiiogussasdiieildisiaslfiisnespulumsenaiensinde dusigsed
1ﬁa1ﬂﬂwssiaaiﬂsﬁu°naqé';"sm§awnuﬂizmﬂﬂszm‘mmﬁﬁmqw uewasUFiamamansohiailldlums
mn%mswzﬁﬂ%mm‘[ﬂsﬁﬂuwamﬁm%ﬂqqsaﬁlﬂ”ﬁnnmiﬂaaiﬂsﬁumﬂﬁwmummgmqmamniiu
(190.) 289NINTNYNUNIIN LG Lo wan.mvualsinalusaulisind 12 niuda 100 niuC®

GRNL

9

M3UszinaNNgNaeewwedIsiezrlaensm collaborative study Tuassil MIRlEFAN
Tusdulas Kjeldahl method 1% block digestion/ steam distillation & K,SO, ﬁqmﬁluqﬂtﬁamm
nsadayfia neswaniudisnfasen lnsauasautudonas 4 udhiuwenTudlsiinguld waslamse
fumsnaspunsalalaseasia Hudsiummnzandmiviensivinalusiulusdasurilsssildan
msdesllsiurasdmdesmutszmanszninamsag Fasldauslidinnuaasnssumsamnsuazen
NSENTNATITUF fnsanduusstszmdlfithiasinespulumsenviensindedaisiod faluinasms
wiklumsandaldudsdaamsdinnsiiuandifuilalfisnasouiicneiu uasfunmaniislumsduasas
Huslne

Anenssndszna

yavauqavisslamsminmesguazianguilianusiniislumsihsinmslszdiuanugneas
28935z lUsiulundadumiinse asneedalull usen dewljidnmsnan (Ussmalng) e
a v = o a o = (24 o
wazenIENYA USEW aaded (Ussinalng) 9iie U3Em eusaed wauasmes iU (Ussnalne) Miie
U3 upnlafinea Mussmadd wasHia ne gudinenamansmsunng @eslva gaugssil swwan vauuny
uATNYEN UTEN gueviasludmsuazidanenmsunnduasmsineasuvisieds Mne d01iueIms uas
amdulagnms avminenaeniioa
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Collaborative Study for Determination of

Protein in Seasoning Soy Sauce

Niphaporn Lakshanasomya and Jintana Kitcharoenwong
Bureau of Quality and Safety of Food, Department of Medical Sciences, Tiwanond Road Nonthaburi

11000, Thailand.

ABSTRACT Protein content is a key requirement for the quality of seasoning soy sauce according to
the notification of the Ministry of Public Health. There are various methods available for protein
determination in food but no specific method for seasoning soy sauce exists. Since method for protein
determination is an empirical method which gives the result that is method-dependent, different
method may give different result. This can lead to the disputes among users of the analytical data. It is
obvious that a standardized method is needed especially when the result is to be used in law enforcement.
The aims of this study is to validate the selected method for protein in seasoning soy sauces using
collaborative trial in order to ensure inter-laboratory reproducibility and to characterize the performance
of the method that can be used as acceptance criteria when laboratories apply this method in routine
work. In this study, Kjeldahl method using block digestion with a copper catalyst followed by
steam distillation and titration was validated by single laboratory prior to the collaborative study.
The collaborative study involved a series of experiments in 14 selected competent laboratories. Five blind
duplicate samples of seasoning soy sauces and sweetening seasoning soy sauces with protein content
varied from 1.8 g/100g to 12 g/100g were used. The analytical data were statistical analyzed using
Cochran’s test, Grubbs’ test and ANOVA. The results showed as follows: repeatability standard deviation
(S,), repeatability relative standard deviation (RSD,,%) and repeatability limit (r) ranged from 0.03-0.186,
0.57-1.72 and 0.09-0.46 respectively. Reproducibility standard deviation (Sy), reproducibility relative
standard deviation (RSDg, %) and reproducibility limit (R) ranged from 0.07-0.21, 1.39-3.78 and
0.19-0.59 respectively. It can be concluded that this method is reproducible and appropriate for the
determination of protein in seasoning soy sauces. This method will be proposed for adoption as the
standard method attached to the related food standards in the Notification of the Ministryof Public Health.
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