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Abstract

Formaldehyde was classified as a carcinogen to humans (group 1) by the International
Agency Research on Cancer (IARC) and it is illegally added to food in Thailand. Meanwhile
it occurs and is present in organism itself naturally in both free and bound forms.
The literatures state that free formaldehyde (free-FA) is sensitive to react with
biomolecules in organisms, which is of toxicological interesting substance. The aim of this
study was to develop a free-FA testing procedure for food matrices and then to use it for
monitoring formaldehyde contamination in food in accordance with the food safety
programs. The developed method was conducted to the free-FA extraction and analysis
of squid and rumen (Sabainang) as the food specimens. The producer used 0.1% acetic
acid (v/v) solution as an extractant and extracted under sonication for 10 min, after that
the 2,4 -Dinitrophenylhydrazine and Nash’s reagent were used as derivative for HPLC-UV,
LC-MS/MS and Spectrophotometer measurement respectively. The method validation
data of working range, specificity, LOD, LOQ and precision were accepted and fitted for
purpose. However, the recovery was found in a wide range from 33.6 to 89.0 % that was
depending on condition of the sample. In addition the HPLC-UV method was carried out
for free-FA determination of 118 samples of squid, Sabainang and mushroom. The results
were found free-FA in 8 squids (12.7%) and 18 mushrooms (85.7%) which the levels were
in the range of <5.0 - 7.14 mg/kg and <5.0 - 22.89 mg/kg respectively and the average
values were 4.36 mg/kg and 10.81 mg/kg respectively. It was not found free -FA in

Sabainang.

Keywords: food, free formaldehyde, sonicate, HPLC-UV, LC-MS/MS, Spectrophotometer
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UsdnSnn AeslislinsenianunsautUsinamesinadleniiiinainnsiulaeinngmune
Feonanelifnnasogualamnduilaalasu aensuiunisasiadansendesiu wazduis
a ¢ o a 1 a va o v A & Ao 19 a va v
Bagzvniansaaniunsialaevesuiinisnaly Mesedleniiluesufuisinig Tdan
Ansrgildunnidn wazaunsasiageuaultlauesid (Method validation) munaninadsi
ana megukuuvemasinadlanluemisivalednuuy N13nTIaAANTadlAuYANAAEU WAL
A o v a wva o A s a sl ' Y] a
nsnsadudulagviesuifinig 1avedausunaesinadladneglusuieiu lnefin1snsia
Annseanteyanaaouldun1sngia free - FA vausiinisnstaduduluiosufuding
nsuAneransnIsumgd 1snsuennesunanlanlaenisnauninis AOAC 1% uaznsiain
YSurasieimatlalasuilansifvesivataussaueggs (High performance liquid
chromatography; HPLC) tun1snsiaiimsiziesuiadlaniivenlasinitedlugluwuula
Wesannldisuenaiseanuilagnisnauniuund Tulaidus 9199z894 free - FA Lay
bound-FA USinaufinudaganiin1snsiadne free - FA iilgsegaine aaulagianiingig
Y] A v o=y s i ca v 1Y) P X% a wa va
ARNTBIkazNITATIREuduRldAnesnaflannliaenndaaiu wWelviieau juRnsldisnse
a ¢ s ay s a A Y o aa o & v & ada ey
AnsgvinesunaflenlusudassiaenndesiuiznsivAnnsesleswiu uasluidinmeinin
aslugUuuunneliiinfiunsedunsiels lulauuseuna 2560 Fsladavinlasenis nswaun
WATIERUTIIUesInadlan Tusu free - FA wazd53auSuna free - FA Tuemsngy
Gesildutymreslsena Nuszdiuldainuanisdrsalulesuysyana w.e. 2559 wayain
4 [ &’ 1 al
senuaarunsalnsihseTimsvuilourssmesinadlonluoimsvesussine

1.2 IngUszasAvaIMsAne

1.2.1 Wwunishnserivsun free - FA Tuamns wasnaaesuanulilivedisiinsen

122 #5907 free - FA luamnsnguidsslaun Uawiinan aluwna uasiiie
s ilelldtoyaiugiuresiina free - FA ifllupimemusssuni

1.2.3 fwuvieslfuiRnisvesaudinermansnisunmd Ia1u1sansiadesien
free-FA Tupmsnguitimine (nguidesiingaany) I iiensihsy SauazAuasesiuilaa

1.3 YDULYAVBINISANEI
1.3.1 n1swauIsimssiiiioniuiuna free - FA Tuaams Taeiivawiinanidu
Funuemsnza wardluunadushunuemnsussiandodasun
1.3.2 naaeuaulildvesisiinsed Aldwauudluiuaudnvuzianizyedis
Town ¥29989n153A (working rang) warAuduldunse (inearity) AI1UTILNILLA1EDS
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(specificity/selectivity) 3091110301501 52aWU (limit of detection, LOD) ¥a3111AU0IA1T
SauBaUsuas (limit of quantitation, LOQ) Aufies (precision) A3NMWIY (accuracy) way
N3UsERNAAIANLlILULEUTRINTIn

133 A5993A57% free — FA ludamiln aluwns uazidin densdrsindosduves
USuamesinadleiugwidluems

1.3.4 fneusu 3333189 free - FA Tuomns Tiundminiviesu§Uan 5370
AugINgImMansnIshnng

1.4 Usglewiifianaineglésu

1.4.1 nsinermansnisunmgiiTiasen free-FA Tuemmsiiniunisvageunin
T4leedis amnsnthlulflunsnnaliesgiviunn free-FA Gsagloaluislonailsfuain
mMafnansadluemsiiliauasin uazerafeiiwilotigsisne Wumesgimnzay
ANTLINII9IAIERAIREUSIANINTUN SN TInuUaRnfBve98IMs kazaIunse
JavinduidunsguvesUsewmelnaly

1.4.2 ferfiugruvesuium free- FA luanmsndudes ileldlunisfinuauiunm
wosinarlediionnilluewnavanty

1.4.3 quéinermansnmsunmd dadurtesufiinisieiete Taunsiamn 15
A10130959ATIIUTUN free- FA Tuemisla

1.4.4 wan1salununsuauaInInITenguune TuRanssunsimuisinzn
warnsiueeRaus muusuuudlvlymnesinadledlusmsuaznaniueives
Useine
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a
unn 2
a o v
ATINUNIUIIIUNIIUNINYIVDY

2.1 Wasuanlan
2.1.1 AnwazuazAMENUR

Wesunanlan (Formaldehyde) JuBaSenau International Union of Pure and
Applied Chemistry; IUPAC w3odai3undu Ae a1savatevasuiadles (Formaldehyde
solution) Neosu1au (Formalin) Wesuaa (Formol) Wasu1dn (Formalith) wrulunesy
(Fannoform) Wesiindadlen (Formic aldehyde) W@ (Fyde) wnuna (Methanal)  wdia
91anlan (Methyl aldehyde) witdusenlas (Methylene oxide) 19503 (Morbicid) aanls
1y (Oxomethane) @andLuiiau (Oxzymethylene) lalawasu (Lysoform) guilaslaley

Wasu (Superlysoform) 4%

CAS Number 50-00-0 @nstail CH,0

anslaseasne H H

'
= a

Juieniindugu azanuldsluil weaneged Swes wazezdlay liades n3
& | e 1 o Y vy H o =
weY18uarIudIdsegluuvetarsazateNil Auuduiesay 37-55 lagumidn uazd
drunanmueasgseniniosar 1-14 58031 “vesundu”

A15199 2.1 auUAn1eniennuaInesunad lan 19

auiRveaans Aaviasuanban Wosunau
anmiising Lyisid Lyidid
Umtinluana 30.03 30.03

= =
NADA (DIANYALTYH)

& @
ANADULYNAY/YALE DN
(RaATALYE)
AAELdunsA-ana (pH)
ANUBULUUl LS

Anusule (Wu.Usen)

'
ada

gauniinanlnlaies (e waidua)

-19.5 NANMUAUUTTINA

1.08 91 20 seA AT
3,890 71 25 seALwallea
a24

96 VAUAUUTIYINA
-92

28 -4.0

1.04 91 20 asrwaided
1.52 7 20 esrwaided
424
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Wosuadlen awnsainufisenlndwelsiedy sondndu wazwoaddu Tugy
Yosasazatgasaiauiselnawelswdu Arsulnddy Sandu sendindu wanddu
wazasuAULdY Wagnauseuszaaednlunsanesiin uazmingniniiazaaiamliing

s vL I3 I3 »L vL s vL I a v A& a (1a) & &, 2
msusunauanten Asuaulaeanled wazlalasiau iavuenafuidufiv 1Y Faduing
Y a 9 Y (15) a o ¥ - desu
JUATIEYEAN 2 MU W.5.U. TAgdunsie we. 2535 1 nsudn nsdwdn-deoen wsedlld
ATOUATDY AN TNIWAIMTNAINTIUNDY wazABIUfURn unaninua FareTu
nudeuingdunsie waziluasinuldluomis Tudssmalveilssnundsavasuadlenlngld
wuea WWuingAvmanfividianssdssine Tnenszuiunmsddey 2 nszuaunis 49 fe

1) Fanes nswa eanufisenseninsuniuea dueendiaunielianiig
samniias Ilaneiududusaufizen siliumueadeuduresinadledlaussuia Sou
av 77-78 fiasuauneuanlen asusulaeanles uaznsavesindundanadnafes

2) eanlaa Inswwa 1unszurunsivinlimiueaiinujisensendinduiv
91ne tedwdn WwavAty wazufeusenled 1udiseujisenfiaungll 300-4600

= o 4 dl I 3 a 14 = v = [ (3
aeralded Mliunueadswdunesunadlentnasdefovay 93 darsuaunauanlyd
wasundundanadnafes

2.1.2 n5ldfeu
finmsimlesuadledlUldlugmamnssusing 4 Sruaunn wu WuingAulumsndn
a a = s a & 3 ay e = 3 ay e a Ao N o ed

sBuvtingSevlesinailen Nusanesinanles wanllunesinanlen Indesdvia uasiailiaeiau 9
sBuniinesuadlendudlsznavasilldndndudlaunnue wu drewm Anusnsaeus
Tuides Tuide Tudiamsne wuunaslave auluiuAuTau Judiueueud Judiuesadlylnii
ad a ¢ & v v o - o aa s 44 o o sa ¢
didnnselled [Wuau I JuansweudszanulumsinnfiRauese answdeu Wi uazmesiives
Idlugnanvinssudmemesnwiiiilidugu llugaanvinssunseamuiialvinssmuaunasiuile
Tonauludninu seaes wanadin N1 dledunsent dheedeuinlyd neudunsedt dien
hanwaren uaznsyauiivy Tolunsdeuielviddeudauuu ldlunswend nusunisfiam

Y o [ & v GL a IS & 1 (14‘ 16,17) 1 GLSJ GL v ¢
malonuils wasduansasrulunsndnundinmieng o Aunsinues Touadluenmsdnd
WesnuAumnvedusiuluemnsvesdnirendes Tlumswanansiminanevisedesiugduvisg
milisuldiAnlse Idengosluau Thiludes Tlunisdesiunandavisnisinemnsain Ay
devine serinanmsvudsaznisiiusne ngldduassluninundssamnsinens Tavinay
avonaslsl audailUnauasaranenldindouin waldl Weduginsingds ldluledeswaiie
Josiulsn®® Mdausdnsng q euimdaiazividon waredweuddutsvaeiivatey fu
msunnd Tduansdndedmsurianuazeingunsniuasiasesiionienisunmg  lddmsu
2ae31 UanInileszmevaaesunaflanaunsathusurisaiednaelsalulsimeiua 19
TunmsiiusSnwan Wnusnwian e allolonisnieinia (anatomical specimens) Lile
Wltinseiuarnsitedy duesesdien Thduasiuyn asende waslesiuniensn
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wn \udrunauresendity therthutin ay esulnuvuan uazthendunduia(e9 gy
213 Mluansiudelunisndnuendadnisiunesunaslanlugureusnyuidunmnsiiiy
(hexamethylenetetramine) Failuvesuds iloAndouuaiBouarosiugnsuiiinanufa
Fauvedi3ounnguasrsduriliiusudaunn 09
2.1.3 msiAnludauandey

wuldalueinia i wasiu Lma'aﬁﬂLﬁmﬁﬂﬁ’igiu%y’uussaﬁﬂWﬂ LANDINNTT
aanef1ve9fieiiny (methane) fifinnsnszatefiegialuuariinaiedinvans? ddu
wosunadlardeegialan nulunszurunisdusveiynsvesiivuazdn’ uazainnisnszyi
vosnudnduundsdrdny 1wy niswnlundiFeindsossneust Tuatuynd mswnlvdifvuaydnd
Tumndiodigravnssuildfineg nisszmeesnunainuidndusifidnefunad ledidudau
Usgnau Ly 158U N2 e (e Wudu @0 Tuth iesinniseendinduresarsdunislu
sgwimssnidelsadslelou uazaaeiu uenainivosinailedenaariuitouasgumasniy
Fngaaminssudng 9 wagnsavageenanwaradnildlunisdanir nuvtedose © lufuas

Anvulussuvain1stesaaeiy wazenUulaunanagnamnssua  guiu 0
2.1.4 anuduiiv

Nosunanlannasdiddinlasuiunasniun 2 dnwue A Nasuianbanannaigusn
$14n18 (exogenous formaldehyde) wagneasutanlaniiindunielusisnie (endogenous

formaldehyde)

2.1.4.1 wesuanlarannnieueninang

Woswadlaaidngienmelanienismels nsiu wagniainda Tu
dninaasailolédulevesansazgngaduiivinamaiumeladiuuy Uialnsayn siud
Uinavaonaulug) (trachea) uazuasnaunoy (proximal bronchi) Wesuadlanaiuisaidn
udseniuansiuanalve) wu Adute (DNA) 91518we (RNA) wazlusiu  Taeduiuly
sUuuuAunduld (reversible adduct) n3aiAnn1sidenleanuuaundulaly (reversible
cross-link) @ ilo1d1d319n sz gniudsuntasegiasiaiiilasieulesl {iunszuiunis
LUWNUaRTY (metabolism) wazazgnduaaniainsanientadaanglusiindenasiun nse
melaeanlusumsvaulaoanlyd @2 uiaggndueenainganieeg195iai57 widened
vddfiaraulusisneluguresnsanesiin feorarhliiAafivinuuidsunduuariods
oM sfiniiinazannuietiosufutiinadududa AnUbianIzuAna waLYINIAIVBINIS
Sududa vesunadlesfiingsrenierimmanisiuludnuarveanad dealiAnnisszane
{Aosnmaiiueimns aauld ondeu (eranuoniewdudon) eads Uinogaguussuiin
11N AD KAZNTZNIZOIMIT 813LAANITUIALIUIINNITARNTEY LHnwNauasidensanly
N30T D19dmaNTENUsedU svuulaanizviols ssuuidon ssuuseulsvie (Dusu
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mnlasuludTuungs neussuna 30-60 daddns M1l Uinviodeg193unss oLieu
VouAU nunaR nwnalunssmizemns wagyhlidedinla 47

1) Areandufiv LDy, (USinaiivilidnivaassnedosas 50) n19n1s
Aulunywsn i1y 600-800 fadnsusdetmiinga 1 Alandu (me/ke bw.) n1aRandalu
nszee Wiy 270 fadnfuseruiinga 1 Alandy msAnulunyusvlaglimmanismela
Hunan ¢ F3lus T6n LDy, wiriu 578 fadnusognuianiuns vie 480 dwld e (ppm)®

2) ansduiwdsundu (Acute toxicity) menismela: Wesunanlaniy
sUfingagrilbiianisszaneifiont ayn wazszuumaiuniels lnegnandued193iniin
uinaen WeganuluvdinadesvilfiAnnisseareidesieaynuazdine Jeinisle
Sunthen melalsidy insuduialulfunaiigeduasduiusiuninianissniauresssuy
MaAuneladiuas Yeeneuin 1iAN1sdnNaUrevasnay Uon wasiinnsazauves
vouvarluton 17 ennsanuibuiviuegfuamnudududldsududa

3) msBufiwFesa (Chronic toxicity) IARC fvlesanailarioglungu 1909
maduannaliifnuzisdunywd Ao 1sauzifsinsaayn Jedanmgainnisganela
Wosuradlemidnlu vilimAanisdeulesszniniiuedulusiiu (DNA-protein crosslink)
”Lumfat,?jwé’ﬂmwgﬂ (nasopharyngeal tissue)” rmﬁﬂwﬂuwﬁéLstﬁlﬁ%’UWaﬁmamaﬁ
nensmela 17 fadnsusiognuiadians Wunan 6 Falusdetu druau 5 Suseddans 1Ty
nan 2 U wuindwgiAnisainisiiia squamous cell carcinoma lugesagyn®

Yu G-Y2 grafamsAnuimnsssuininewazdeyadildainnismaass uansls
Wiuimssuduianesinadlaslunisuszneuorinuarandaunnden aifinanudeswes
mMainuzsadinidonu1a (leukemia) 39 IARC (monographs, 2012) ladnliesunanlaniu
aveliAnuzSadadensn uinssurunaiaiudsbiduiivsvuide o1adesainns
Ananudufivdeszuuden (hematopoietic system) 21nA12zA38ATIARIIN0BNTIATY
(oxidative stress) lulunszgn (bone marrow) ia$aifiniden nansznudsnanisenadu
amnraensiinlsauzisudadony

' 1
fal a =

2.1.4.2 vasuantaniindunielusianie
Wosunadladngnadswulneddidinainnszuiunisnng 9 aglusiane

& ) ¢ P & a P = vo X

anodeeulel wazluieulatiuieites Tanulanad
1) Tudndmly: nsduasrzinesuiantasnulausinunisluwaddil
ANAULTNTUDS 12 Tadnsusedns nse 400 lulasluans (uM) laslineandiainAueiiiuguy
(oxidative deamination) FuduufiisendrAryresnisasnmesunadlennendeioulediaiiang
U loA-Lwudin Ladiy eanduna (semicarbazide-sensitive amine oxidase; SSAO) Laulesl

ssA0 Tnewadludiudsenau wulalunauilenile nszgnesu Tuedeawsng 4 wu Jon
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au aldlug o seumuinle wazlunssuadon touled SSAO azvinufisendurediu le
woulandle lealasiauesoonled wazanvhedenosinailed vnrieulullulueiiusending
(monoamine oxidase; MAO) A uay B ausaadresesananlarldduiertu venanily
UiAzendumsaiadu (demethylation) vesigdnsiunlsletu laludaimdu (methionine-
homocysteine cycles) n1sldnyjudia (methyl group) Whlugnisasranesunanlen uana Nt
FalufATerfiaiaduresansduiliviesuradled 1wy salau Awdiaiadu (Histone
demethylation) f8uie Aiufiaiadu (DNA demethylation) 81515ue Fufiaiadu (RNA
demethylation) wazlulaslouea lelalasudt 450 AunuLauy sondadu (microsomal
cytochrome P-450 dependent oxidation) 1dugiu unasduiiadimesinadlesiusianie fie
one carbon pool LLNUATUVBINTABEIILU (amino acid metabolism) LU Lwo3U (serine)
Inadu (glycine) unlslatiu (methionine) wag 1Adu (choline) LIWNUDATUVDILUNIUDA
(methanol metabolism) ¥U3uUN15 lipid peroxidation kagyuIUNIT P-450 dependent
demethylation (O-, N-, S-methy) @ fisng91un1s@neseauanuiduduresasunaslon
IuLﬁamﬁuaaﬁmiLgmqﬂéhwumﬂmia%ﬂﬁmaqmsﬂui'wma JUSuNee 2.2, 2.4 way 2.6
fiadnsusiodns Tuvyusy 31 uazau nudiy Tagluaullrasedinussana 1-1.5 uii @9
2) ludningia: azilasiufiatedueenlen (Trimethylamine oxide;

TMAO) tHuansuszneuiilalelusiuwadlulasiaudussdusznau (non-protein nitrogen)
Faduansitestunisgadeihesnandida Taenalnmsealuda Yinmaududuves
TMAO ﬁwu‘imﬁaﬂmmaasﬂiswdw 1-5 % washUsHumuyln 018 YuIA T PBR e
nzia 2529 Fodninzianis TMAO szdeuldilunedinanloslneniy 3 nszuiunis fil

1) Tneieulyyl: wulnilsulaeiiueendwa (Trimethylamine oxidase:
TMAQase) @1u15aLUdsy TMAO wulamufiatedu (Dimethylamine: DMA) lasiufiateiiy
(Trimethylamine; TMA) uazwesuadlasd Uni TMAO finuluvanasivsuiauansiiu
FuiEafu TMAOase Aiflusunauansnsiuludniveiaunavyin viowludvdadientu way
sznuinnluedeazunnitluile TMACase nuldunnlulannonuazUamiin usaswutiosly
Uani3n 29

(2) Tasnuaiilse: LuaiseUszLAn alteromonastetrodonis Wag
putrefaciens axsUasu TMAO TUu TMA uazslasunailes s TMA viliinnauanidald
Hudvdl wansiannuanvesdanld maadyresuuaiiFewmaniazgnsudsluaninuguds
godulunszuaunsivesinadlessainiuldlsannin 0

(3) Yadudu : Msaans TMAO Wumlasunanleminiulnensliay
Youilgungiigs wazA1nudunsn-Aawe 15 uRvaLAeIfUA1TIANA1TUTIUA
(additive) U19uia LU Indduaa1NY" (tea polyphenol) waaLduumaslss (calcium
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chloride) n5a@n3n (citric acid) laslalfon Fasn (trisodium citrate) WaLlsELIDIINTBA
(resveratrol) azvilnisiUasuves TMAO Wuresinadlasanas @20
3) lufie: wesunadledluiindunanassldanmsdunsziiuas Usuad
floglutae 0.5-1.0 fadluand (mm) Vuitifedaeseisailestuiazlusutuwes o153ty
(L-arginine) 10u 1813 lnslensenTiuiia wea 9153%u (N(G)-trinydroxymethyl-L-arginine;
TrHMA) ihdmsvinuAzenveseulesilunmuadiu waglagr 2 nszuiuns e wvdaaduy
wagiuniaaty Jadudunisdfynisinaisuseneu Bu-ealeundaan (N-S-0-
methylated compounds) Suluansisduvemeiunailas 2
2.1.43 nalnnsyinanefiy
Wesmnalediintunieglusiamesiavnanewadld Wedufudue
wazlusiiu Fefinsruaunsfitiedestunisyianswaduaznisdounsuainudsviefiie
Fuiueed Inerdanodunaileaniunisvhauweaeules 3 ¥ds fe eulsiieaneseds
Talns3iua Il (alcohol dehydrogenase; ALDH II) wag toulwidadlan flalasiiua | uag I
(aldehyde dehydrogenase; ADH | and II) ¢ dquaﬁfﬂﬂamaﬁﬁlﬁgﬂﬁﬂﬁjﬂ%ﬁﬁﬂgjﬁ%mﬁ%
Mdute MldAnanudemetuld Jeiinszuiunisiviedeunsuiiiue 3ondn Fanconi
system of DNA repair ImﬂizmumiLMéWﬁﬁﬂﬁWa%maﬁlaﬁgﬂﬁﬁmaaﬂmﬂﬁwmEJ way
livihanuidemesiewwad Tunsdifinszurumsdsnanvhanuiisunivieshaulsauysel azvh
ThAnAudsmesrowaduazinfivsossneduls @
2.1.5 anuluiwannnisuslng
vosunalasfiiingsrane siuszuumafue s dnlvganannisiueims
wazipnivuieudsnsdnwanuduivnmeiuiildunndnseduiinsiufuinnisiu
Fuffavesnunianisuilaaiinnudrdgiosniimianismels fonaneuszislnssaynls
wan1sAnsdlngnuinanemsuslaaluUsnasnndussiuuniludinuss s urihbuse
wiinasietunefianusnvedls eudufiviiiiunisfiusnanmslésu 2 suuuuie

2.1.5.1 Tuthily
Wosunadledazarslddluds drulvgnuluzviuiidulnansa
(methylene glycol) wazladlnies (oligomers) luanmzdnivsunadinuluhmusniosnn
0.1 fadnfusiedns MdunisldsuarsnesunailedainiiFesydu Anadevinfu 0.2
fadniudoiu (mg/day) 1
2.152 Tusmns
wosunadladluemnsnuislusuansdaszuarluguiisamegiuansdu
W lUsAu nsalinaadn (nucleic acid) nsaaziilu (amino acid) 1Bl (@mine) ASLBRAY

(creatine) fapalalng (nucleotide) Wudu WnAdanuinnasutamtansuiuasiinin 1ag
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WuszwAdl 3 WUU A SBsaLla (reversible bond) ka@m a1lud (acid-labile bond) wag
WOTM STAWNUN (acid-resistant bond) 72® Janwauznal

1) reversible bond Wumsiniuszaiiidunaulaluguves N
- (hydroxymethyl) sgwinswesunan laauazlusiuludiu €-amino group ve4 lysine, ot-amino
group 989 N-terminal amino acid, guanidyl group U893 arginine bai¢ aromatic ring nitrogen
294 histamine uag tryptophan WesuiadlandiuilamisanenlalaenisunsAIuuuLusy
(dialysis) tagn15ana

2) acid-labile bond LJun1siAnRusELAl SynIanesutanlaniu
UsAu Inenmsweuiuvesladu (lysine) Aues3diu (arginine) Loan1513u (asparagine) #3o
ngm1iu (glutamine) lnevigliuiiadu (methylene bridges) Wosunaflandiulianunsanenle
Taanisnauneldlatn (steam distillation)

3) acid-resistant bond LHun1siAaiusesenItmesuantasiulusiu
Watduufialadu (methyl-lysine) Waslia ladu (formyl-lysine) wazladu Inlsdu (lysine-
tyrosine) MAauiunIengiuiiadu (methylene bridges) Wesuiadlandiuil auisauenta
Tneldnsnlelasraein anududu 6 Twaars foamnll 110 ssrwadea Wuan 24 Falus

2.1.5.3 wansgnuamnanseunusveslesuanilen (FA- Derivatives)

nNMsANETUAR AL DY FILASUBIMNSNLNSHRUNBSUNaRten 1D
Jasfuwuailiselunszinig rumen wagsinlvlusaudnlugsesuudasaimsianau wuin
9n31dIUN1INTLLAIVEY FA- Derivatives il 3 sUnuvTUagivUSIIMNvRINa AR taRNLY
Wiluewsdnd naarnnsnaasauansladiugn nslasu FA- Derivatives 919 TuuSuneaud
170 YA ALAMNEINTATR NN VST US9N8 N AzUasY Wesunanlealdidu nsanes
fin uar Asusunlneanlen lavundudnuratunssmizomsila 10

a ¢ al s aa = a I3 A |

AMSAUNBSUARLTR LA LINFUURAUANTITY TUNISHARUEWTY LB
WouuafisauazJesiusnsuiifnainuia Jawuafiiseunsnauasisurilnueudawnn Tunis
nanazRulRtUSUN 15-25 Hadnsusanlansy wan1sanwdudulin anelu 3 Wweu free-FA
zvelUagrasimsiluseninamsuniuewds natedu FA- Derivatives Wasunamlasauly

=] 1 ] & d‘ al a d‘ o dy
y3 Jifnansenulafanisununsonisas ukdaamnaailveswanas waziiounlunnasaies
v  6Q a cl' 1 dy % [ d' [N} a I3 all 3 d' o =
Fninlufinafiumnan991nNIsaeIAeLekdIN a1 unsHunesuNaflen WavinisEnuilae
° 2 A v & a ¢ aa v g g A a
UugwdaniIuNTULmeNosnadlesn NRnanssed “CFA lUEgmylsniefiamuuuniy
a s 1 = 1 L4 = & vV o v

9331lus19Me nansAnwInuIresuadlen Sesay 63-67 Aazgnindnluniegaiseuay
Uaae a1l 32 93lus Sewar 24-28 avgnindnlunisaumelaluguveduianisuaudln
ponlya F98ATITIN Uszana 27 Falus wazlufinisavauvesanslueivizlasg a1ends 32
FILu wAanuNIIANAvesansiagluadudannsigeslaliauysal nsfinwianudy
a Yo . . = @ . . . A ad o ¢ a I3 a
Aw1nN15ASU spinacine F1u cyclic derivative 983 FaRnuiunesunanlan lagn1san

drdnaunmuazauUasaivens  naiveimansnsumg



swamaﬁ'uﬁuuumi TassnsAnsmsuuleuaswesunadleniuems Jeudseanu 2560:

ML Isassilosuadledlugudase (free-formaldehyde) wagdnsindsunmmesinadlanlueims

29 vao ¢ al Y] A a o = = v o
a1silifunyinseau 5 fadnsu lifinansenule waglidnansenulalunislaisiiiu
naunywsy lnenstoutd1ierios (gavage) Tugasarnuidudy 0-5000 Tadnsu/Alansy

1 [y = ) a 1 g.’/ . . v a (%
WU NsAnwIAU U uEedy 909 spinacine lapn1slitemsnnauasluszau 0 - 300
fadnsusenlanSuseiu (rwialelu 0 - 1000 wihwesautwdn 70 Alansu Au Grana
Padano cheese 100 nsumaiu) wan1sAnwInuIluinansznuaoni1550aT30 N1T
W3Aule W30N1IAUBIMTVRER INAaY Tfin15IUAYULUAUDIUIND TEIZANL 9 TINN
JEUUdDR @3UA1 no-effect dose Lu 300 fadnsusieflansumeiy
nan1sAnwianuluiivannislasuesuadlasiiunenisiu agdledn Teeszuu
maiuosidudunemsiasuiivesuniiesainiinsideansarsiunainiadesiee 8nva
Wosunadladazsiuiuasdus Nilluanalug vinlianansdassnazlududaiuaiedzlussuy
g0891TLA
2.1.6 msuszdiunsiasunasunanlanainnisuilne
deuilnanesunadilanidndsninieasgnaadudigseuumaiuems saudn
nszvunsinavesinadlennaualusienie wazageendladliilunsavesinedresinga

& I an e & ¢ ¢ 3
NUUILLIFI8UU one-carbon pool wazargneandladseliiluasueulasenleduayzu
European Food Safety Authority (EFSA) Usgifiunisiasunesunanlanannusunauinulelu
5950RYRIMNITTLasdRT Usyunad 1.7-1.4 fadnSureurntdnda 1 Alansuneiu
(mg/kg b.w./day) dwmsuauninin 60-70 Alansu ¥ Aewnitulul 2006 EFSA laaguin
Lifinanguansimesunadlenainnisuslaavilimfnueiss vae?l European Commission
(EQ) UszilluAnislasuegludag 4.35 - 41.9 adndusionusieTu AuiuanAvgalazgegn
‘:4":41 v A ° \lv = & I3 Aa o | QI (29)
niiluemnsandeyainiinisd1snld e e uasUanluemnnlgnmaunsuslangs

EFSA (3 a.a.2014) fdedaifuasulided wesuradlediduarsiiAntuly
NIEUIUNSILURATUYRUYad wazlinudutuyssaia 400 lulastuans (12 dadniuse
An3) 1nanmsdaeszituesngluead Sunannszuauntses 4 fil one carbon pool
UVUBATNYDINIARL TN WUNUBATUVRILUNIUGA YUIUNIT lipid peroxidation way
AUIUN15 PA50 dependent demethylation tuunuedduvesrlasunailes \Antuesns
557 gnistlaeoulasilusaniglinatedunsanesiin uasazidng one carbon pool uaa
wgniueenlusudaans vienaeiluaiveulasenlasdeenunmsaumela foaaaulid
inlnisilinesunadlesviniujisenduluanasing 9 anglusianels wu ngmlsleu Wshu
nantaeddn waznsalidn Uinamesinadledimnidoglusamenyudlsaiulneauyd
Tiflegluveamaiavin iU3uns 42 way 49 Ansdmiudlve dwidn 60 wag 70 Alansu
pudu mueantRvesesinailadfiazaneldilut uarfiene3edin 1-15 it fuaw
Fuiifegluseniewihiy 1.82 Sednsusetwiing 1 Alansu Tneldannsadesi 2.6
fadn3usedns Seasiidveantsuyuiiou (tumoven 7 0.61-0.91 fiadnfusovimiingy
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1 Alandusaunil (me/kg b.w./min) #5e 878-1,310 Tadnsudeuwminga 1 Alandumaiu e
AsTERUYRIasINaflen N 2.6 Naansusenlansy Tunseuaidan @@

2.1.7 wnausirnudaeads uazAiinvuamunguaneluswnsuazinhy
2.7.1.1 naeinnuUasnde
1) U.S. EPA favuna1vuinvesalsiisausuliuilanldneungal
nelmnnaulufivnionaldeln 9 Aos1anne (Reference dose; RD) 1ilaliAu 0.2 fiadnsu
sevmiing 1 Alandusety @

'
v

2) World Health Organization; WHO fvuaa1Usunulasulsed1iui
nuld (Tolerable daily intake; TDI) Blahiiu 0.15 fadnSusetving 1 Alansuse’u @

3 ) The Food Safety Commission of Japan; FSCJ (FS/42/2008)
favuadn TDI Tuemnsuaziiaaldd 15 lulasnudetnidnga 1 Alanfusdedu (0.015
faanSustermiings 1 Alanduseu) C0

2172 ififvuamunguane

1) European Commission Directive (95/2/EC) AnuunaIasuadlan
anAsluuewdaldlaiiny 25 Tadnsusenlansy GV

2) Italian Health Department Useinadnnd fvuadnesunadlediils
flaludarneals Ty 60 Sadnsureilandy wasnandusidniindiiiuden lidu 10
Jadnsusenlansy @

3) Chinese Ministry of agriculture Uszinalu fvuneesunadlend
Tadilalundnsumonmsngialy luiu 10 Jadnsusenlansy ©

4)Ministry of Health; MOH. Chinese National Standard U5g % AU
Sanunadosunailesildilaluiay wazlundosiuiifiueaneses!y liidiu 0.9 uas
2 fiadnsusiodns suaisu 423

5) China Quality Inspection Administration UStnAIU A1RUAA
Wosuanlondlwilly (2as17) Tunanuazuiald Ty 63 uaz 300 Hadnsusenlaniy
puany 7

6) Malaysian Food Regulation Ussinduiaidis muunanesunantasn
Plrdlaluvauazndnsaeils Wi 5 fTadnsusedlansy 69

2.2 YSunaunasunantan lua1nns

luemsealinesunanlannintulan1usssueIf 9INN13SULNOUIMLAT 21NN1TUTS

91913 MIONIINN1TULUITYIVIINsTudiinesuiadlendudiulsenou Tuiueuiawile
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fnslfiflesudauuniize vesinadlediinuldluomsmusssuni wulosanluuuan fo
0.03 - <1 fadnfusdeilansu wulueTuizveany lawn du la waviile VS 11.840.17,
8.75+0.28 uay 6.24+0.12 fadnfusioflaniu mudu luusuivhainmy waglias 2.9-4.6
fadnsusieflansy luldnsen 10-20.7 fiadnsusedlansy wavluwausuaiul Usuiugeds
224-267 TaanTusenlansy ¥

Usinamesinadladlutatasnugainitemsusuiamdu dsenuilunguuan Gadidae

Wy Uaam (hake) Yanwkamsm (haddock) kazdaninszusn (mullet) wunasuanlannaws

6.4F1.2 fia 293 £ 26 fadnsumenlansy ©° luasusviannalal wu weulla wazumssan
wuagluyie 6.3-6.8 Hadnsusenlandy druluundy uedSeen uzilowme nady wazsiur s
wunesuadladwindu 9.0, 9.5, 133, 16.3 wag 19.5 Tadnsusailaniu a1ua1su naudn

WU ngvainen nena1ud wazdngy nuresuiadlanwindu 26.9, 31 waz 35 adnsune

1%
v a v

Alansu muddu® uenanildsldeyauinamesinadlesdmuluemsUssianing q uang
Fam3197t 2.2
2.2.1 Gnaesananlesiiazanluuy den a¥ear wazilodnd
msAnwluiilimaunduenis Sadiesinadles 0.05,0.10 war 0.15 % iile
Aoetld 33 Fu wurlefinadledludenvestildsunasunadles (s2u 0.15 %) gandrth

lungumiun vaugnnurlesunadladluilogniian Mlasunesunadlen (sedu 0.10 %) g¢

[
=1

ninilegnidlunqualuruuaznguinlasunesunadlanfisyiu 0.05 % sgeiltdudAy walid

'
Ao v o W

nanildudfny Tudiuvesdon Waududs o du uazgiila ¢ asldvesunanlenlueimis
dn179USu1ad 200 519 1000 faansusenlansy @a1u150U090UNISLUNLAEYDIDINNT
MNLUANSele  EFSA 91989n15An®sEezend (12 1eew) 1nun15tasai19289 11157

Wosuanles 1 nuseTu @AIndudesmiunasuidu) nuindvesuantastuiamududy

¥
v A o v A

0.167 faansumanlansy anLANAL 0.065 dadnsSumenlansy MmenisAnwININnatenadsy

9

1%
o [

1971 Tn159NA19999NB5UaR LaRtuLED wazu IuuvestTatatlalia u1sAiniswiy
Wosuafles agslsAnmudsuannuliiiu 0.3 Tadnsudenlansy 19 FalaaninArAinumiy

55UVIRVID1MTOUY
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A1919% 2.2 USunamesunadlannnulusimsuszianangs @19

oL . USunaunasunanlen  WARSIANY
NARAMND1T ,
(HadnTusianlaniy) GAGL
o
(Hoviumuiv Wodmdu uew ldnsen 2.5-267 LINTUAIU
LIUTUAIU)
UULALNARNA U UL
(U U WNER WUUTUAS Fa) 0.041-3.3 e
DTN
- Uan 6.4-293 Uamziaunan
- Crusteceans (A4 B 1) 1-98 wruda (deep
- Yaullnan 0.26-19.7 frozen hake)
- Yanuinuimaan 0-169.6
wabllagin
(LL@ULﬁa LASTER WAL woUUSAen uxlle 6.3-406 WiRTA LAY
e ndae sfuil¥s ngma1ud Ingm gauns (Winviou)
Wveu BNNAT Wiadnng)
AR
(Munnsoxfy numnd53U) 3.4-16.3 nulnsdnsagy
RO
(HaNLBANETRa LiNFULDaneges LUes) 0.02-8.7 wSesnulalnay
Leanagea
(soft drink)
dhmanazanslaumu 0.75 -

nsuingrmansnisunng lneddinasniniazauUasniee s $189UNANIS

A5393AszINasuNantanbua bl Qusieaudseantauuseunn 2555-2557) 317U
72 19819 10191510 ¥la LAz Ut Inis LRI (1NUsENIANIENIINEIsITEY
uldwasuianian Tuemng) 14 fags Tudruuiusenaunie Yarniinnsau Yaiuilnam

wTedly wazuYeIMns Nuguiu 100 fadnduseilansu luuamilnnseu (260 fadniusie

Alansy) waziAIoatu (251 way 195 dadnsumantansu)®” wazseun Tudl 2559
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nsuInemansnsunmdlagdingaunmuazanuUaendees audingimansnisunng
14 wishusema Safvdriinnuasisuguimiauazngunmamues davilassnisding
nsundewvesosinailedluemsingldyanaaeu ssrathiludeims wazensnguides
fagiimsvudioundeiloniatmesuailedullumadifin wu Yamiinan damiinnseu

aluwe Wusu Lhudegnnrainan aaindds satadn saws w8 lnedngussasAiiialila

I~

anunsainnudssiiidutagdu iennawwimansuimsdanisudladaymliegismngay
-d! U 1 = b4 ¥

F991NNANI59 52352 TINUIN Yamiinnseu wuseuar 48 @luunewd wuseuas 42
Uamiinan wuiesay 10 wazaluuieen nudewas 8 AIR15199 2.3 EIUSURIDE190IM5OU

asalununasunanles

A13197 2.3 nan1snsraLihsTaresunadladluemsnguideilssmalasldyavnaeu

lugramousuinay 2558 - nuaRus 2559 1V

YUAAIDES FIUIUAIDEY
Wae nunesunanien (Seeay)

Uanudinnseau 268 130 (48)
gluunsam 263 111 (42)
Uannilnan 739 74 (10)
gluuwnam 71 6 (8)
wdadlusa 9 0
@uilouna 35 0
fa fa Y viaw 157 0
LUINZNTU 14 0
Uan 87 0
Weta 1 0
ol 1 0
fn ilnenn dnnnevex Tuany 14 0
Yrau ANT)
Wi 6 0

pipbl 1,666 321 (19)
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2.2.3 Wasunadlaaluuamiln
Suled Uadnd. aou 9 Wseasdemfeafulaminlided vanin
(Cuttlefish, Octopus) LHudninziaifdinta lifinszgndunds Tdenuuuegnatsdrdn
ilelviasguseld (Uawialifivden) dszensdviofizunialudmuan seutin 8-10 1
Unn iungadifitugn (sucken) Haelunisdu uazdainne Yamiindneglulndu Mollusca
Aa"a Cephalopoda fduamaifiiaunisasasiulngui wsesld 2 aana fio
1) §upana Nautiloidea %138 Tetrabranchina fdnuaeUszdndunana Aie Aszean
saulIn 10 v Tuiden 2 ¢ hifinssanen
2) fumana Coleoidea 50 Dibranchina fIdnwaeUsydngduaana fie Usze19ATeU
U1 8-10 vy fwiden 1 g Anszanen wdenagnieludin usiuiialaiiuden
yiaUamilnaudnuaigus
1) Yawidinnay (squid) Uamiinndefisdnwugaisaeudieeni dnsursuluaiu
Fiedni fsvensddouseuun Uszneudeszensdduiiiunu 4 ¢ fugaiivsznaude
chitinouse ring FAATNUUULILIIUIL 2-4 U2 usiusvdinenanuiingae (hook) Slszensden
AZeni1 muan (tentacle) 1 @ vuvuaaiitiga 2 w02 enANTy
2) Yamiinnszaea (cuttlefish) Yamiinnszaes iudamilndifldnwazuuuning
Ad1ens finsgnasdunndu defududng mnfindunaenddadaiu sepidae nindia3udu
nay 010y sepiolidae UamiinnsyaasliszesAmiioutamiinndls duvy 4 ¢ vuin 1 ¢
weilifinzue
3) Yamilinaie (octopus) Uamiinale Idnwazafinay aanege lailiasu &
5887198 50UUN 4 ¢ Yugalaidl chitinouse ring wlaulainniinnaie
Uamiinfismdnsluiosnaiadnsiduldannnsianisludszme wagdudiann
inatszina Yawiindifinsdulunsiavessmlng wagnziadunsiumisilanai leud vamiin
nday Yamiinnszaes uaglaiviinats Feudunanisivvesuamiinndae uazuaimiin
nszposdivinalndifssiu drudamiinanenwulTunumsiviesiian fnsidamiing
Mnnvanedseaiionisuilaaanelulsznanazdseanluglreandafusinig 1 1wy
Uamilnuaifu Yamdinuauds Yaminuis Yaminnszdes sreaunsfneiltuseningd
w.el. 2556-58 nuirfinisidndseenvamiindanun 6 nau 25 4din 18ud ngudanin
ns¥Aed 4 vila nagudamiinnaiy 10 vila nquuamiinndiedng 3 ¥ila ndudainiinaty 3

¥
a

win nauUamiinaednyg 4 wiin wazngudamiinuey 1 wia Inefusuiunsdidisiunsdu

a

452,094.53 (iU YarA153U 35,337.86 414U USunauade 150,698.18 fusel UaAad

a

11,779.29 auuwsed  Taglud w.e. 2556 dnsdndvamiinndreowduds 3nnUseinaiu
winwian
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2231 YaduiviliAavesunadledlutamiin
Jamiindudnifierdvedlunzia didu § TMAO ledastunisgayde
dhesnanialaenalamisesaluda Wuierfudningasug TMAO Wuaisusznaudilile
TsAuuniilulnsiauwdussAusenau (non-protein nitrogen) USHNaA3L T uY0aTMAO
wdsiuputladesneg MAadestuaroiuduaznisdssdin Seibel BA uay Walsh P 0

5718971UUHI TMAO vamiindnangy wazalad faus 0 - 377 Tadluasieflansu (mmol/kg)

IS v 6

Fagunus nu vila Usunaluiiu Usunaansiiedl wasuuniuesau Lméaﬁ'agmﬁa NITENEN
frefin 918 UM BIYIY LU ﬂ’sjuwﬁmj’l’ﬁﬂ aU3d Moroteuthis robusta wag Gonatopsis
borealis 9l TMAO UTunauge Lﬁaqmﬂmﬁaasﬂuﬁmwﬁﬁmmﬂmmmﬁqﬁ TMAO 1Juans
Faduitaziddeuluilu DMA wasweianailes lushsdrudivhfugionalnimiedininuas
ABAIN HIUNSTUIUATT 3 NITUIUNSIULREIRUSR MzladuTinanuuds Ao Tnareules
LuAfise wazautou dnsAnwmuinnisduniin lilex argentinus Wutaan 45 Wit wuk
DMA wazvesananlosifivduia 18 uag 2 wiaudsu @
2.2.3.2  Usuamesuadlenlulainiin

Zhang X uazauz*? Aas1en free-FA Tudaudin uaguan bummalo
fnsdmielunaimieadodld wuuuamesuailed luvamiineglugas 15.1 - 146
fiadnsurenlansy fianade 42.1 fadnfudedlandy drulsuiaesuiailasluvan
bummalo eglutas 17.5 - 374 fadnsusedlaniu fldade 164 fadn3usoflaniy wazile
Auluanmzududadunan 20 Ju uae 3 Wou szwunsifiuduvesUSunamesunailesly
Y] q'

Jamilnludnsnaiy 649% wag Tuuar bummalo ludnsiadey 523% Fideasuin

' v
faa v

Wasunadtanninalulainiin wazdal bummalo tindunigludidninwmi1eavuiely
= & a 1 P & a
AATA M30ANLTAUTLUY LAZILNNLINTUANUTLLIANAULIT I UAN1ISLILTT  TUUSEINATU

= =2 a s a =2 @ =2 Y o v A
UANTANYN ‘Uilﬂm‘W@ill']@@l@ﬁﬂu‘lJ@']%@JﬂLL‘ULL“UQLL@Z‘U@’]‘VilIﬂLL‘VNQﬂ IUIU 4 AYNUTAD

9

Dosidlicus gieas, Japanese Ocean, llex argentines tkagNorth Pacific Ocean Nan15An®A
U = ! Y [ all = 3 U [ a Y
WU enuwansnavesseiurlesunadtanlulamiinia ¢ aeug warnulinaadueiois

AelunINnINUSAUNAILIEe daulatniinuiiedndarinunanniieuanniin 2 agnusazny

va o

USunavlesunadladgeninievaminan dwm1sei 2.4 Tunsfinunilfideeluiedn Usunm

Y

Wosualadnnuiauandeiuiu Wuarnuwandisainsgauves TMAO Nflegluvaninug
azatenug wazanujiserveveuladiidsn TMAO Uiy DMA uazWesuianlas
= v %

wonanUidadeduniiertestulsunamesunadlen Wy vuinvesainin AuAINYes

9IM1INAU USHUnnU Fedadedanarndudnsnavessesu TMAO Tulainiln USuiwu
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Wasuadlannnulun1sAnwldanAuaInAIi1nualagNTENTIUNYATRIIAI51TUST
Usz919u3U (Ministry of Agriculture in China) Tul 2002 &aruuauiuunesuiadlenlu

[
o 6 o

Fa i ldiiu 10 JadnSusenlansy @

M15197 2.4 USunamesunadlanluiliauazeisisnaeluveslaniindnsaneiug @

. *JIunuesunadlen @adnsumnenlaniu)

ANgNUS

“ ndnnile aizaelu Uaminuiean
Dosidicus gigas 17.3+1.62 165+15.2 35.3+1.92
Japanese Ocean 10.7£0.16 42.2+1.52 34.4+0.81
llex argentinus 19.7+£0.58 412+59.6 -
North Pacific Ocean 10.9+0.22 119+11.2 -

* mean = SD from n=6, - Not determined

2.2.4 Wasuranlanlualuung
aluursfiediuvesnszinizda 30y nsziwizdiousniSenidn giuu
(Rumen) %30 K157 wsedaluun wioawdundu diutilunssimzifivuinlvgign dwis
gusanu ot indnemisiigydunsdussinnndesaaislusiuainignifudnly
WALEIEIU150ENTENBINNTEBNUAELD NN aUALdUle Az YA NoulzdInalUdInTINy
v I I~ 1 r-:l"a o o 1 a aa o o v r-:l'
ooty aluunadudiuideutiunyvinemisrateg1s Unfaziidnn nsvinlraluwiadasu
No & o Ao P % Y o Y ° 1 %
ndanludeiaeldis anliazeiauariiuniududueg dhldainwean dndunelvvie
% o = | A & 4o 2 Y = ° \ Y
Jou hilauyadiuniduddiesn Naglaaluunduiluviemsdela
nsanAsvasesinaflanluilodniuasnandnmnideyaliuindn Buckley KE
o U(36) 1 W 6 al\'L o‘FL dy o % o % a a a v |6’L 1
wazAz®® nudtresunadlenluilionazedetzuesiiniusssuyid dusuudesagludis
0.133-3.623 lulASNTN/N5U $189UNANITATIVEBUTENINTUN 1 Aanau 2553 HeTun 31
AUYIYU 2556 LAENUILATIVABULARBUNMNBEAINUUABANEA WIS (Mobile Unit For
Food Safety) lutuausnisguainy 7 uag 8 nanziueenidesnile fiaanunasunanlenly
91san oWnsInuNsUUeuNINTian 3 duduusn fe dluuns Yawiinnseu wazdainiin
A0 PIUAIRUUBNIINUIINHANITATITVDINUILLAADUTLNBANUUADANATUBINIT LUR

mawllenauuu Faladndunisasiaevemsiu 7 dandaniawmile laun Wedvd d1yu

NeLE1 WUFDIADU bTU9518 NS hazunu buTauUseunad 2556-2558 nun1SULLUBU
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Wasuradledlualuunsioesay 14.2,17.2 uay 26.7 muaau'® afvwiguamdmia
U5897UASTUSI8Uan uNsalluiUauvaInesunantan Tualuuig seninell 2555-2558
wuSaway 23.09, 23.86 way 23.17 ANUASU FANUUSITU 2 ¥9991115NTn1sUuUau
Wosunadlan Y uw.aissady Taunduatydy sesUdansensieaIsnTaay wagluun
1 v A a 6 a ¥ o dy 6 = L3
nsgnsnasIsugunanluniadeiuiidafesudn s1ensdveimsvulounasunailas
%} d‘ [} 1 % dy 1 ]
Fuil 30 fugneu 2559 119NMsAuLTNRA Ly nsUuUouasiniiluems Wy e1giuuad
UBLINDG @15W8N17 @sWesUNaR banlusauUNRIULINUIN SealinsUulauaiswasunantan
ynTuesUsznniednd laeaniy dluud ¥3e #1352 asranulufmegreiiAiuuingia
WATIzvineseyay 95.49 ¢
o S=0(6) | vL d' X ¢ q\l s a »L o
nunng seyudlau © eeuinaluusivuileunesunadlannanainaluunni
WAL TINUNTIL1INAUTEN AN UA U NS Braz LN AR Liu N1suanvinlay LYYl
wanlannln 2-3 Jurdenntumhesnudnaniiudawag Wesunaunldlulssnugnannssy
aa v v o ' ¢ a A & W v ) wa
nianudutugaazaunugnnivesinduinldlunismsunng wdld 1 lus auaudives

Wosududadu arsasaniniiladevinlilusauldefiinaztiesyannsidevoda1misan vinlv

£% '
a o Y a

aluunsegluanimiianuaznsou usnatntualuureagihiminiiuuIndume NNITuYUn

yMlraunsaiuanlslunisune

2.3 A5AT12NSUNAN LIA IUDINNT

eriesinailefluemsuszneudae 2 Junsuddfionsuennesunailes
90NU19INBINNT kazN199539TAUSU Tnsenfemaianig 9 Seiaanuls AUQNABY
wiug ANTIAET Taf Taldy AmnuwNrausevinLaran uNSalvRiIRg1aLAnAne Ul
2.3.1 nMsuenWasuNanlanaanu1anNeIns
Hudunounisieiouansiiazonn wazilmududufivansauiionsinusuna

Tudusiely  weswadladluemisenaiivialugy free-FA uay bound-FA gaiusziniiludiudl

a

1 3 dnwusAesIasadla (reversible bond) wade a1lud (acid-labile bond) kag wodn

3Fawnuy (acid-resistant bond) N15HSIVVATILINILATIVNA 2 WUU AB B5IT0 free-FA way

a

Wosunadlannevun (total-FA) F957ums 2 wuvveslasunadlen (3UN 2.1)  Asdunind

Y L4 0O =< = 4

¢ A o a I3 = = v oa A =
noUszasd wadaUSunamesunadlanluguuuuiuanaieiu Gaidesdndeds Aenismiey

f10810NaLeNWBSU1aR LaRDaNN1AINDIMNT TngldRSAkANAN UG
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2.3.1.1 1eMTIATIEY free-FA agvihmsaindiegraeiiinazatey wu 1
vseansazatensn lagldnaundudgs (sonicate) 1ue1 (shaker) Msuns (dialysis) w3ty
(homoginize) wiialvinasuiafladuenaanuaniiod1s azateasddivinavaly wanild

as1AewAdaNuNzausald Joidefe 1neiSainee819919lUEINNSARIIRANTSUNIUY

ponlulavun desdivunsunsnaissuniueenliiioandgmilutiensin

23.1.2 1Hi9n153A5159 total-FA (free-FA 593U bound-FA) ta3eusagn
Tnonisndusieledh (steam distillation) neldan1iedifunse iiieuenwesuianlesi
free-FA way bound-FA @31 reversible bond a8nu1a1nR30819 kazinlunsiadinusuna
wilug@u acid-resistant bond tuagldanansausnesninld fefu Usuaditasesildann
nsnduAdlilffuuimusimuafiuiese famsfauimamesinafladimualumafos
vildlaidne Fasld35n138u19u Nuclear magnetic resonance (NMR) 7 Inengud) total-FA
graruralanI91nUSuas DMA 3tas1esila 9 Gana1a3iiie TMAO uandaayle
Wosinadleruas DMA Tumheluaiivindu  TeedSnsndusiegradumssdaanssunule

a v

A uatldadefeldiiaiuiu wazauseuneldaneiiansasarensnazlunsedulianis

IS a

Y = <, s = Y o v ay v I3 a a &
LLmﬂm?%aﬂaqﬁau@aﬂNWL‘Uuwaiﬂqaﬂ‘lﬁﬂﬂlﬂ WWIWNﬁWIWNﬂWQQLﬂUﬂUWNLUu%ﬁﬂ BNYINNA

a ¢ a
WATIZRNANNLUTUTIUIAIUALYIN
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msfiaITiaszsivesnnadledlugudass (free-formaldehyde) uagdsausuumesinadiledluetms

— Determined by
Free
cold acidic
formaldehyde

extraction method
Determined by the
steam distillation m Reversibly bound
method formaldehyde — | Determined as DMA

Bound formaldehyde

A 2.1 WinvTinamesunadles augluuuvesasiileyluiauan

fizn: Bechmann IE. Lebensm.-Wiss. u.~Techol.,199812

2.3.2 wmatiandauldlunisnsiadadsunaunasuiantas @

2321 aunnstilawms (Spectrophotometry) tHuwmadafildlunisiases

Wosuadlanuiuiu Inserdunisitfisersenineesuadlaniuaisiaiindnme tiadu

[

a ¢ aa A iNa @ v ) Y v oA a a o ¢ Y]
A1INARNNEUN V]il%i@lllllﬁﬂi@ LaEINAINUVNIUNTDNTIURULUAIVDIENTNRNNUN AN

v v

aae alalnslnladines (Spectrophotometer) NiAINEIARULMNNZAUAITHY el AU

[

Uinaanslushogsiinufiorduansiadidumes wsmmidsnmeinufiteesansls ail

1) Nash method: 11337418 dunulae Nash T “® u1deund 1953
WuUfisen Hantzsch szninvezignfansdlay (acetyl acetone) wouluifle way
NasUNaRban ’Luamazﬁﬁmm%’auﬁmﬁwﬁﬁ%m Tidu 3,5-lnes@fa-1,4-lnlalnsgiiu
(3,5-diacetyl-1,4-dihydrolutidine; DDL) (Al 2.2) f8wdes uaziausunadianueiniu

Usganal 412 wilwuns (nm) wieliufAsenintulaeauysel asdesviuanudunsn-aa
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msfiaITiaszsivesnnadledlugudass (free-formaldehyde) uagdsausuumesinadiledluetms

Tngkaulatdon aedmn (ammonium acetate) kazlaa1u5ou ANNIVDINISILAT T

[
adaa

Wugulsiiieiangeaisaiuralansu (fluorescence spectrum) 35HEAMUTUNE dAul
Tun1snsiadn wasnszyihneldansiiliguuse anugndes wazidufivensu dedefeodes
Talunisiesiea Waiufeulunisviugisen Seliedrdnlunisnasiaunludgnis

IeszsuusnlutmnsetrlUlgneauy

o) 0
O o} 9]
M\+ )‘L * NHAC——— | |
H H
Ammonium
Acetylacetone Formaldehyde Acetate N

Diacetyldihydrolutidine (DDL)

Ad 2.2 M3V Azenseninanesinadlen fiu acetyl acetone®”

2) Chromotropic acid method : chromoptropic acid taSsulalag
ava1s 1,8-dihydroxy naphtha- lene-3-6-disulphonic acid, disodium salt luaisazany
nsndansn evhufAtenfunesinafledasldlasluau (chromogen) a1sdunsoutnia
(U7 2.3) SaUTuaiinanuenandy Ussuim 570 - 580 nm 1359 35dfarwdumg fu
Wosunanladuazarlifinssuniuves wnuoa oxdneadles waz niavesiin iilefininy
duduludnsndn 1011 usvhujasenaneldaniiziideudiasunse Manuieulunisei
UiATen vuziderduiianulilunisnnate wasduiiveusu deidsfeseddinanlunis

o

a € = v % PN [ ! a 6 (Y wa A o 4
IAINER "NlIGU@ﬁ]']ﬂﬂeLUﬂWiVlf\]wNWU’]vLﬂﬁjﬂ'ﬁ'JLﬂ5’1SMLLUU@G]IUMG]ﬁi@UWI‘UEL%ﬂqﬂﬁlﬂll

OH HO

k i
o]
/ X 4 ” H'+A k/k \\ |
2x C —_—
/ N o H SH ©]
3 S G o \
Chromotropic acid Formaldehyde I
SO, SO,
Chromogen

MW 2.3 mMeiuiseseninaesinadlen fu Chromotropic acid ©°
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3) 4-Amino-3-hydrazino-5-mercapto-1,2,4-triazol (AHM; Purpald)
method: lagnsviufiseveslesunadladfiatnldaindegnaiu AHMT luanmedidusing
Fudu wazfnansdiaeiiiatuiinuenindy 550 wiluuns 3aidanullunsnseialy
szaupududududiuludud @adnsudenlansy, Jadnsusedng) daugnses uay
Juflvensu fenlihmsmzinesinaledluomsiily wavemnsnzia wu Yan Yaiwdin
Hudu dederesecuftiluansidumatudy waellasaivoumaniu

4) Kinetic spectrophotometric method: HudsaunTnslulaunid

aaa

fonan15i3aURATen (catalytic effect) lunsiufAzenvesanslngenaasifanananiida
v3elaiTAld Puogifuansfiumiiufitentu Biadedfe hefiuanuly wageudumngves
N1THATIEN LU N3viUGATeedlsndiu O (Rhodamine B; RhB) fiu Tnwwaides Tusiun
(potassium bromate) Inefinasunadlanidusiassfizen nmsTaneaUnlnsinloaums Wu
N3ATIARAANNNNTIEvesasALsunseitalaiiE Aenueniedu 515 unluwas 354
anunsaaansidvienududy 2.90 lulasnsusednsnieduluiuduaiy (ppb) 1Huisd
118157 Tenugnsies awnsathluldieszinesinaledluemimeia lnsanizUanladuy
9197
2.3.2.2  1Asu1nns il (Chromatography) Wunisuensasunadlen wseans
oyius (derivertized) pananadrunauduliuiavniseasmilindeuiiluvuigniads uay
A3293Ad81AT09052397A (detecton) Tmngaudvatsiuenld adaidoude lawmes
Wosuuuaninlasu1lnns @ (High performance liquid chromatography; HPLC) waguid
1AsunnnsIW (gas chromatography; GC)
1) HPLC windafiademaiUdsusuresosinailed Tunssuaunisi
Tinansauius (derivatization) Iag 2,4-lalulasiiialansn@u (2,4 - Dinitrophenylhydra-
zine ; DNPH) %ﬁmﬁﬁ%mﬁ’uugﬂﬁuaﬁaMmﬁmﬁ’umaé’aﬁlaﬁﬁu (AN912.4) LonaIs
ouWUSie HPLC n9aainansmeyd Amames (UV detecton) iAnuenandu 355 uiluiing
TneTstasiienudnnzianzasgs fanuutiu arundies wazaralilunisnsatn wangsde
Ml TgingueIngay Yaminld fnnududusilusgdudnuiududiu (popb)
LLazﬁmmLsﬁ’u%uqﬂmzﬁudauiué”mdm (ppm) Yaidede DNPH a@unsavinufiseniuans
Ussindadlenuissin uagAlauldiiuiu wavlunssuiunmsviliifnaseuius dedldiia

Aoutauu (lidosndt 1 Wiluangaumgiund) wenanddllansildlunisvigisereyius

3u§ﬂ wu ladilau (5,5-dimethyl-1,3-cyclohexanedione)

drdnaunmuazauUasaivens  naiveimansnsumg



swamaﬁ'uﬁuuumi TassmsAnmnisuuilouanswesinadlediuemns Jsuussana 2560:

ML Isassilosuadledlugudase (free-formaldehyde) wagdnsindsunmmesinadlanlueims

cH NOz cH NOz
3\\ H+ 3\
C=0 +HzNNH NOz ———» Cc= NNH NO2
Acetaldehyde 2.4 dinitro Acetaldehyde
phenyl hydrazine 2.4 - dinitropheany
hydrazone

AR 2.4 M3iURsenseninamgaisuaiia (carbonyl group ) fiu 2,4-DNPH ©Y

2) GC Yaytulivuldlednmalulasiondunsndu-uialasulansi
(Solid Phase Microextraction (SPME)-GC-MS): Till4Tanlwivesvliafiawniunesunadlan
NIt wagyiliin a1seuiusladeiloslutunauden Ingldinunzgesls
Wwuda lensondaaniiu lalasmaslse (Pentafluorobenzyl-hydroxylamine Hydrochloride;
PFBHA) waakenanseyiusmelasuilnnsiiuuunianislanisiseaigainuieuaindiu
W3uNA20819%1n LenaLld (headspace) WATMIIVIANIBULE ALNALABS (Mass detector)
750 Lanled Awmewas (FID-detector) TaRupaidlAe 1N15IATIEVARBMLBY Usendatian
a a L ‘:l' a <'> d‘ [ 1 ] v 1 Yal vV a A % 6
fiauhasaunsadnsgviansiusinamnseavdluiuiudlad dedens Tanluues
a A Qg Yo
waLLAS0INaN YIS 1A LN
2.3.2.3 vigealsums (Fluorometry) {uisNiondansindeiniasigeslsines
(fluorometer) wasaNnAnesINadleRvNUfAZeNlagaSLATNIWAY a1uns0ritnsTanuusaLlies
Indlevinluszuu flow injection anstaiinldlunisvinufisensivanestin wu 2,4-mumnulalou
(axTRaozdlau) (2,4-pentanedione (acetylacetone)), 5,5-lause-1,3-lulrasnsulalou lad
AU (5,5-dimethyl-1,3-cyclohexanedione dimedone), 1,3-lolaaenwulalou @wewh) (1,3-
cyclohexanedione (CHD)), 4-28RTU-3-LWUNU-2-1 (‘V\Igaaiaa—ﬁ) (4-amino-3-pentene-2-
1(Fluoral-P)), azdlmazaniilas (acetoacetanilide) Wudu Ya31invadsie nSasileily
a ¢ a A ) al T a e 1
AATziazdainadeiisuiup3ed spectrophotometer uaiinnlilunisiiaszianin
2.3.2.4 ayndinnselind (Electronic nose; E-nose) 35iiinsmuinanlyiu
wnTulpglanglugnangsiemg iensAuANAMA N Indnnisvinulegldiwueesi
AudumulniUieulddegaduansseme wndudriaufanesuadles inalinididunis
a ¢ < v = A [ a a . o <
WAT1ETNTINGT I hedio@eniuwmatan1aalalnsn (chemometric) Useauaa1uatsa
2819NI9VINS I UATUNTATIVEDUNISUABNUUBINT §38819N AN1THAILNIEINTLY LYu

N1SWAIUILAE LHULwes (gas sensor) WUU solid-state-based ¥ FishNose Nl4m 529
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Uauaneusuaiy Fsanansaialaensanndegdld Taglisndudesinszuiunisisiesig
gonu1in SeUsendanan wazilanuwiug) Snaflade E-nose fiu 6 TGS gas sensor Hiodn
Usuamesinadles waznsidenanmusslamiingng liusvaunadua

2.3.2.5 lulewwuwesd Biosenson 3iidunsldinaiamedidnlnsinufians
(electrochemistry) §aUsznausielmnudlaiundn (potentiometric), woutwalslunsn
(amperometric), ApUANALLASA (conductimetric) LUudu Taeldarsniediuiauidu
Wedinailes waiAnnszuaunsmeianiliiinswasuwlammaeiiindy wu e
Fou finsdaiudidansou nsgandunasaiunas Wudu Faaunsansiainlalaemaia
fredu asmatinmenautsliiiu 3 ngusdl Tulaaenzlafin (biocatalytio) lulewen#is
(bicaffinity) wagleuin Siwuines (hybrid receptor) Gsazgnr3alasnisgadu uselnemusy
1ALaun Iﬁﬁmﬁuiﬁ@ﬁﬁmmlﬂumsmm%’Ué’zyaunmﬁl,ﬁmﬁu lulalwulresdelinneiinig
Wauldiiiensranesunadledluemns

2.3.3 N13A599AANTDY (Screening test)

THmadanmsanaiesginamisadiusanisnsaldmnaifoyamadey (test
kits) TnenisiUTeuifiaud wien1siudsuutasiiiaiuainufiseniaiivesansiadfy
Wosuafladudnuseufiouduaidiedeiinsuuiunn wu nswmadnfaiaosiuns
(Colorimetry) 31nU§)i5e1 pararosaniline-based reaction Fiiiaulhes WaEgATUNIU
¢he dameslaeenludidluemns ansildviufAzendu Chromogenic agents wiasing 4
Wi 3-tunsa-2-wuulglnelaglaulansilau (3-methyl-2-benzothiazolonehydrazone;
MBTH) a3 MBTH Ss1eneoudrauns UfAseuintulsd uazditesrialusuaanulvesnis

[y

39 %’%ﬁmﬂ%’?ﬂﬁaasmﬁagﬂuamwLLﬁ”a"Lﬁ %39k d-amino-3-hydrazino-5-mercapto-1,2,3-
triazol Tun1sviliind asidunisiufisemeudiusuaddeddnluiuaiulivesnisin
LAT919gNIUNILES AR len Dy
2.3.4 35y

a1dun1siAsgisasmaia waziadeflefiunndiseenluiy n1sindae
Jumssn aelasiines (nfrared spectrometer) TddunsLsn aranduiuananyilsty
vosnesuanlamdudmifeunasmusunalaeldlusunsy Partal least squares PLYD
n131aMn28 Nuclear magnetic resonance (NMR) 28 %158 Thin layer chromatography-

Densitometer &2 1Tudu
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msfiaITiaszsivesnnadledlugudass (free-formaldehyde) uagdsausuumesinadiledluetms

Wihesgnesunadlenlueimsninis@nenasuansliiuialse@nsnimaosis
Aaen arnsadhlvldnsataladnanenis@nen dlngilunisiesiey free-FA uas

A57979USUNUMEmATRA TSN wag @uninsiilawns Aanwandlu 15197 2.5
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AN 2.5 AAsIzinesuan et ueIns

FULUUVRENT yiauazIsinIeuiiegns wadlefingadn  msgeiiale 91984
91zla (Uan Yawiinuagudnsiam f9) fn waldl uu in3esdy
free-FA Thuazilovarlusnsdiuii Julvasidonuszanm 45 Jundl #al5 30 widl - Spectrophoto-  ~ 3.9 ppm Castell CH ©¥
afadneansazanelnsnaolsesd@n wedn (TCA) 10% ludnsrdrufivinfu w1 meter (415 nm) (1973)
ns09 ansavaneiily eareieih 11 UA5e1U Nash reagent fianz pH
6.0 gaungll 60 asrwadeadua 5 wil
1) free-FA 1) \levanstu 20 n¥u Juluansazans HCLO, 6 % (w/v) 180 fadans nses  Spectropho- Nash : Rehbein H %
2) free-FA+ ansazaefogediuil 1 u1vindfnsen fu Nash reagent i gaun il 60 8N tometer 0.105 pg/ml  (1987)
bound-FA  waeadunan 5 wifl wavdiuil 2 vUAse11iu chromotropic acid ﬁqmmﬁ (412,578 nm)  0.018 pg/ml
dwien Junan 15 wift dldiesed chromotropic
2) Wlavaviu 3 nfu afalpenisndusieletn meldaniiznsa H,S0, /HsPO, acid :
ndulildansazany 250 Sadans tluvinufAzen Wwdedu 1) 0.085 pg/ml
free-FA dlouan 60 nSuldansavats nsn HCLO,4 6% 120 1adans ﬂué’mmwm%aqq Spectrophoto- 0.3 umole%  Leblanc EL®®
nsoeUNSEANYNTEY A1saranefingesld 100 Baddns USu pH 18w 7.0 tluud  meter (1987)
Bu 1 $2lug iflennnzneu KClO, arsavarefilgunlusingies 3 33 test strip, (340 nm)
Nash method wag Tdleulssl FA-dehydrogenase
free-FA+ iovandu 5 n3u ldin 50 1addns asazarensaneanasn 85% 5 adans Spectrophoto- 5 pg/g Boeri RL®
bound-FA nduselet Tldansazats 200 fiaddns vufA3eniu chromotropic acid i meter (1993)
paungiiuden Wune 30 it thluliases (570 nm)
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A5199 2.5 A5eszvinesuantenty 81115 (619)

SULUUYRIENT yiauazIsinIeuiiegns wadlafngadn  Awhaaiiale 91984
free-FA devanun 5 ndu Jututh 80 fiaddns iu Carrez | (KFe(CN) 15%) way Carrez 1) Spectropho- 2 me/l Rehbein H ©7
Il (ZnSO4 30%) p814ae 4 Haddns USuUsunnsaaetndu 100 1a8ans we  tometer (1996)
seiilos nsosansaraneldtinuniiiseniu Nash reagent iionsiingiisng  2) ROflex
35 colorimetric wazuenaIsazateuNdIUlUInUGATen fu AHMT ihlUuTnsien
A28 Reflectometer (RQflex)
free-FA o WnIfiazanetvIemvhazatesy 2 Sadans aavlesunadlediigamgil 80 GC-FID 1 mg/kg Tashkov W®%
perwaldaluign 10 wiilag headspace sampler (1996)
free-FA dovandu 50 nfu Talunwuzsessu aﬁﬂmsﬁagﬂuamwla (purge) Pefing  HPLC-UV 0.75 nmol/g  Cunha
lulnsiou 40 wait Tilwasu SEP-PAK C18 FaiaRoudae DNPH wzoyiudued Veloso MC®”
Wosunanloneanmeazdlalulasv 2 Jaddns unlviszi (2001)
free-FA PFBHA gnaaduuu Fiber nel@ SPME headspace sampler ﬁqm%gﬁ 60 991 GC-MS 17 pg/ke Bianchi F ¢
waldua 1ua1 10 undl uar vedunadledfistmeinansazatesiegns (Uan (2007)
A3 Yaniln Wuazidun) awiiufAsenoyiusiu PFBHA a1eld headspace
sampler ignumgil 80 aarnisaiBua Wuan 30 il udIdinszviansonysiug
free-FA+ ouamiinilu 10 nfu Tdidh 200 faddns way ansazanensaweanasn 10 % HPLC-UV 0.18 mg/kg Li J (2007) 4¥
bound-FA U3un3 10 fadans ndudeleth iuasazanefinduld 100 fiaddns vinufisen (355 nm)

auiusAae DNPH fiaaumndl 60 asrnwaded Wuian 15 wiil adasie larasls
A semeunis aganeme wnuea dildinusunu
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A1 2.5 Aeszvineasunantanty 81115 (619)

FULUUVRENT yiauazIsinIeuiiegns wadlefngadn  Ashgediale 91984
free-FA+ \3ashuLoanesed tnataresinaileslaensndudieleth arsazaneiingu  Sprectrophoto-  0.09 me/L Jendral JA®Y
bound-FA 16 v Asenauiusaae chromotropic acid Wwiaan 10 W17 wazdAs1ssh  meter (2011)

meldszuuiineiilos (564 nm)

1) free-FA 1) Uanndin/FsitiuaziBen 2.5 ndu ld 25 fiaddns afrlas AduAwige 10 MEKC 0.57 mg/| Xu LN €0
2) free-FA + ul Jushe vortex wartluusnngnou thansazawdlauniufizeeyius  (vicelar (2012)

bound-FA #28 DNPH flgavgil 60 sariwaidoa 10uia1 20 unit afmanseyussie  Electrokinetic
Iaraslsiivu Lagseimieliie Lalaza1uie wWnuea nseshlliasy Capillary
2) afalagnisnaudaelet waziinUfisenroyiusaie DNPH A1vfiun1s  Chromatography)
LR iute 1)
free-FA omsusinaesiy 1 nsu Suludwndedudy 5 fadans 1d 2,2,2-trifluoro- GC-MS 0.1 pg/kg Shin HS©Y
ethydrazine (TFEH) 400 lulasans viruasenewius uwasgaduansidngseuy (2012)
HS-SPME TaesmlusiAuazseilesiignmgil 40 ssmwaidoaduna 30 ud

1) free-FA 1) Jawmiindu 5 n3u levh 50 fiadans aﬁmWa%maﬁlaﬁLu‘Lmsjwﬂﬁlummﬁuq -GC-MS 2.0 mg/kg Yeh T-57
2) free-FA + 40 unii figamndl 20-25 esmiwaldea yiufATeneywusie DNPH lufiliadl  -HPLC-UV (2013)

bound-FA  gamail 20-25 ssrwaeaidunan 6 $alus ldlaraslsiinu 2 faddnsiile (365 nm)

weh wartuuenans tarsazanslanaslsimuluiinssi

2) Yawmiiniu 5 n3u Tdih 40 fiaddns WHuansazanensavieansIn 20% Usuns
1 fiadans ndudeleth vasasmefinduld 100 faddns yhuFRsuRLS
A28 DNPH wiulfennude 1)

drtngunmuazauUaenisens  nsinemansnisunnd
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A15199 2.5 AFeszvinesuantanty 81115 (619)

FULUUVRENT yiauazIsinIeuiiegns wadlefngadn  Ashgediale 91984
free-FA ovamiin/devanfituuda 2 n¥u ldansavans DNPH 20 fiaddns wendae  HPLC-UV 5 mg/kg Zhang X 42

vortex yhufAeneyitussnensivgsieiiles imnands 150 vundt ieamail 60 (2015)
asenisadea iunan 60 it lusewinstiosnundunyn 20 Wit Juusnezneu
nsosansaranefiuenld withluinsen

free-FA \ovatuauns 10 n¥u i 40 Haddns wen 5 undl aﬁ’mimmﬁummﬁqa 5 HPLC-UV 1 mg/kg Storey JM 2
wfl Juuenansazans 5 uifl nsesansazanesesne Wuesdlnlulasd 2 Saddns (2015)
yhUFATeneyusie DNPH figamniivies iluian 2 undl idameawindvines
pH 6.8 uay asazanglaifeulonsenlen 1 N udhlviasei

free-FA Fn/ualdi/dde Aduuds 1 %y Wudndedudu 30% 9.950 fadans afnnneld  GC-MS 5.74 - 175.03  Jeong H-S (¢
pAuAWAge Moamgiivies Wuan 30 ud Junendieamisigs ansazaned ng/g (2015)
wonléifutiinge vhufAserouiusdie PFBHA figuvnd 45 ssmueadoaiy
181 40 Ul wenuaskivansiiodnsnzilagld SPME Ty headspace sampler 7
gaungll 45 ssrwaided Wunan 15 widl

free-FA uzshy/Uan flug wasduuds 5 ndu Wiuezdlalulass 5 faddns we uavadn  HPLC-PDA 0.39 mg/l Wahed P ¢

oy dreaduaudanduiai 30 uii Jusenaisazatenisaiuiiags nseq

a

ansavanenuenlamenseaunies viUHATe1ouRusAe DNPH figaumad 40

Y

parwaeadual 60 ui walrthluimsizn

(matrix free) (2016)

drtngunmuazauUaenisens  nsinemansnisunnd
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A15199 2.5 AFeszvinesuantanty 81115 (619)

FULUUVRENT yiauazIsinIeuiiegns wadlefngadn  Ashgediale 91984
free-FA Bovine milk 2.5 addns U5y pH 1Ju 4.0 vinujAseneuiusaie DNPH Tues@la  HPLC-UV 6.0 ug/l Freitas
lulasd wewazdushommiiiguiiousnansazats udududefigamgi -4 o Rezende
wadya iuiwAy uenwesinadlediegluihararserilalulagd sonuiain FB®® (2017)
duds nsowunusy wdnhluieszi
free-FA fn/walsl Sufiviludnsndiu 1:10 nsesmeneussniuiinges uavnszmunses  Spectropho- - Nowshad
dhuihunderstuilusasdiu 1:2 wdanses Worwaisazanefinsedliify  tometer F©9 (2018)
100 i uazUiu pH Tegludae 6-6.5 viufjAseneyiusie Nash reagent 1 (415 nm)
gaunnll 60 asrwaldealuan 10-15 wiil thluimszn
Win
free-FA + Wastu 20 n¥u WWutn 120 fadans waga1sazatenIndanin 1.32 USu1as 1. Spectropho- -6 mg/kg Mason DJ¢”
bound-FA 100 Hadans afanesuiailedlaenisndu tivarsazarefinduld 160 N3y tometer (2004)
yUfATeneuRusHe (1) chromotropic acid flgamgiitifeadunat 15 wift (570 nm) - 50 mg/kg
(2) dimedone derivatization reagent figaungiindoaduna uduslniuds 2. LCMs (LOQ)
ilUdaszs
free-FA Winan 100 n3u dinesdlalulad 100 Aaddns atarlesunailedlagldnduainud  HPLC-UV 0.02 mg/kg Claeys W
39 30 wfindeuven nses viUAATE1eYRUSHIE DNPH igaunadl 40 aemn (LOQ) (2009)

= &, o ° av v |
wawedluIan 3 GU'JI@N uqﬁqiaga’]EJVII@IQJ']ﬂﬁ@QN']ULﬂJlILUﬁu
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iﬂﬂaﬂuaﬁuﬁugiaﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

o
Unn 3
%) ac
'Jﬁ@LLﬁ%'Jﬁﬂ"l'i
v
[} -7} % o =Y
3.1 a1AUVUNDUNITIATLUUIUY
o o ada ) ¥ Y a ad a
3.1.1 AALABNITIATITHN Y 9198975 INNISNUNIUBNANTIVINT
3.1.2 NAIUIISIATIZH free-FA Tua1uns 3nn35o19daunasusuldiuseansnnnuay
WLNEEN NUNSNEINSNTVDINUILNU Aall
3.1.2.1 n15ane free-FA 9108081908118 n@an @ udIunuUsInITngLa way
& W o & = a o o A Ay v
aluwradumwnueimsusenndniun ng@nwwidnveaiivinazany waldafld wagszaziian
Tunsanaimangay
3.1.2.2 mMsasinUSunanesunantan Wlsuieuseninamaida tasuilansiil
wuuveauan (liquid chromatography) Aae LATad HPLC-UV tay LC-MS/MS uazwalla  aiun
nsinlaum3 (Spectrophotometry) fa8LA309 Spectrophotometer
3.1.3 NagauANulYlAve9ISIA1ZY free-FA (method validation) TutUauiinuas
ana o v Y o a YR = 9 '
AlUUI99INITNNAUIAUALNZELLAD A1UTD 3.1.2 AMRUNISIUIITaANIL U ULEUATILALT
Y99N19AT1E9 (linearity and range) AMNTUNIZLAZ (specificity/selectivity) Tndniin
2990150 52aNU (limit of detection, LOD) Iadfinuesn13inausunad (limit of quantitation,
LOQ) A8 (precision) ANLWIY (accuracy)
3.1.4 UsziliuAaranuliuiueuvesn1siasiedt (uncertainty)
3.1.5 Anwsuna free-FA Tutanufinluaniazdneg ldinusne wasnisviliign
3.1.6 A5233AF12%USU free-FA Tudlad1919159AUINAAIR YamiiniAuann
nanludaninfieg veaduiiuduadidl wazurasnsyanedum dluniafvannurasan
o 1 <@ 1 o 1 d' o a dy c{'d al
LA MUY LaZInIINLUEITIVIUNY WRH1TIUTUIUNUFIUEY free-FA NUMUSIIUYIA LY
91915
3.1.7 dnausuidniniiesd JUAnas anaudingrmansn1sunngi 14 une ve9
nsuIngImansnIswumng lun1sinausuusenauniunisusseny wasinufuatuieslisng

SYYLIa 2 U
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iﬂﬂaﬂuaﬁuﬁugiaﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

3.2 AR89

3.2.1 fag 1N ldNaNmuIIZIAT12Y free-FA [ TulaniinananniFeussusviasiu
asralinunesuiadlenlnegavageuresunduluems wazaluunsdvndesinaainan v
Snwifmedanigumngil —20 esrLaaLEYd

3.2.2 aegnnldmenagauaiuldlivesisimeei free-FA Wudauiinndrend

NNANUTEWNA FINerans lllex argentinus Fo@axey Argentine shortfin squid & 2 anwy

=<

= = dy 1 b4 I3 ¥ o 14 = = 1
Ao Yarununaa (LWolul) 31n1odeuraIdlsznaunsuuIvainin wazUanniinluan @il

a

\Wesou Iy ndumdudniles Yea1naain uwavaluung Foaneain  usnwdegeiigungd

Y

-20 9ALYALTYE

3.2.3 Ared19 19 lun1505993A s iNad152aUS N free-FA Tuauns (Wudauin
17U 63 pg1e Usznause Yaniinflaainnisyinussusnelulseme Senin Yaniinlne

973U 40 #9819 NIUAIREIRINARINER AanAde azniuan TudwmTaguns nse Quin

ee

JPUBY F3190 3571 UATAISITNIIV VAYS T2HRI JUNYT @3Ua1 UseIUASTUS LNYsyT ua
aynsanns wazUamdindndn S1uau 23 fede WudedaUamiinisiy wasdiudiudamiin
§nd (Un 1ledu A1Y Lazuwan) WuaINaaIndds endu uazusengundl dluus @)
o Y ' [ I o ¢ ! [ [ a a ¢ a1

31U 34 #79819 1NUAINTEERT waznatnvuialug ludwinaseys aiys 81aneq
WITUATATOYSET UATWIEN UNNSIT UUVIUT WATNTUNNUNIUAT Uag LA 91U 21 10879

AUINIISULTA AaInEn LazHIasINauA Nnfled1evinIsnadansalaeyanaday

Wosunduluemsaiuaiu gNLAUFDEN9LTR

3.3 @1501A5g1U d15LAdl uazgunal

3.3.1 #1503
33.1.1 ansavanevesuiadlanvsenasunau (CH,0) Wudusesay 37- 40 lng
U303
3.3.1.2  @sasansuInsgIunsadanlisn (H,S0,) 0.01 Wasedns fannsaaou

gounaule (traceable to NIST)
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iﬂﬂaﬂuaﬁuﬁugmﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

3.3.1.3 ladeudalng (Na,S0s5) mmu%qw%iﬁaan*h%aaaz 97
3314 eydynaflen (CH,CHO) Amnadgvidlitiosninfesas 99
33.15 Tusilewadlest (CHy0) mnuuiqusliitesnindosay 97
3.3.2 @15.Adl
3.3.2.1 %ila HPLC grade : unuea (CHsOH) waz ox@lnlulasa (CHCN)
3.3.2.2 %Ua AR grade : n3A9@RN (CH;COOH) gracial, nsatuasnassn (HCLO,)
2,4 lalulasiia lans @u (CsHN,O,4 ; DNPH), wanlandlos axdinn (C,H,NO,), wosluiay wes
L8 (CHsNO,), aztanRaosdlau (CsHsO,), Wnuadnn1du (CueHsOl), tanuea (CH,CH,OH)
absolute
3.3.2.3 1Us1Aantesy (deionized water) A1AIIURIUNL (resistivity) = 18
WNTONL-LURLUAT
3.3.3 \n3silauazgunsel
3331 nsestiliinanuaziBen 2- 4 dumis
3332 A30snaNdmSunaavaaed (vortex)
3.3.3.3 éﬂﬂﬁfﬂﬂ§UQaﬁm§QQ (sonicator bath)
3334 |ATRVIHLIBILUUANLIEIZS (centrifuge)
3.3.3.5 éﬂﬂﬁﬂLLUUﬂUUﬂuqmwgﬁ (bath with temperature control)
3336 lulastila um 1-10, 10-100, 10-1,000 tag 500-5,000 lulasans
3337 viaoavAaesdmiuIASosLUIMIBIAIINTIZ (centrifuge tubes) Y1910
polypropylene wiaunnaentn aum 10 way 50 Jaddns

3.3.3.8 nInUTUINST (volumetric flask) ¥ua 10,25, 50, 100, 250 wae 1,000 Hadans
3.3.3.9 n3gA1YNTDY Whatman tue3 1 (filter paper No.1)

3.3.3.10 VINAVIUTIETATAMRg 1@ mU nieud vue 1.5 Jaddns
3.3.3.11 NIZUONANYINANERN (syringe) Iun 1 Haddns

3.3.3.12  wuusudmsunsed (syringe filter) vila PVDF %39 nylon au1n 0.45
w38 0.2 lulasiuns uriaudnans 13 Tadwns

3.3.3.13  gunsadd w3y Standardization WevANNTUYEIANTATAILUINTFIY

1
v A

Nosunanlen sail
1) 9Seeuaziden 0.01 1adans

2) UUpwnUSunns 10 wae 50 Hadans
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iﬂﬂaﬂuaﬁuﬁugmﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

3) wagUvun (Erlenmeyer flask) vuna 125 uag 250 dadans
4)  nInUsuns (volumetric flask) vu1a 5, 100 ag 1000 Aaddns
5) LA3BINIUAITAYANRUULLIIEN (magnetic stirrer)

33314 1399 HPLC — UV detector : KNAUER §u AURA

an1igldau  aadutvila C18 UM 4.6 x 250 LAFIUAT VUINDUYAIA
5 lulAsians 8ve RESTEK viaifisuwin Bn1svzuuuleleinsin ilandeuiiuszneuseedlaly
ln5d fu 1 Tudnsau 60:40 Frednsnisivia 1.0 Sadansseunit gumnivesnadutl 30 o
waldua Usimsian 5 1ulasdns uag UV detector finmegnanau 360 uiluisng (@neensd
ansaUiuasuldmunnuinga)

33315 30 Liquid chromatrograph/triple quadrupole mass spectrometer
(LC-MS/MS): AB SCIEX & Agilent i;u APl 4000 & 1100

an1zl991u - Asdulsla Luna Su C18 1R 2.00 x 250 AaaLIAT YUIR
ouna 5 lulasiuns 8%e Phenomenex 3aLfisuiininisvzuuuloleinsiin inaindoud
Usznousiy 5 adluanedns veswaululley vesius du axdlalulesad dns1dau 35:65
fusnsinislva 0.25 Saddnsseundl gumgivesreduy 25 ssmiwalioa Usunsiidn 5
lulasans unasudnlonau Ao Turbo spray (ES) 3LAT1za028 triple quadrupole lviua
U529au (negative mode) N1501333Anm1uleoukuUna18UAsen (multiple reaction
monitoring, MRM) nmsnsiudduinareUszquesansnesinailes 209/163 uag 209/133 Fsle
9 nloouul (precursor ion) As m/z 209 uangegleseullulesounanduel (production)
fie m/z 163 uay 133 msrumamnuSinaesrlesinanlenldiuiléfin (peak area) mmsu
afu m/z 209/163 (Wosniadlan) Lazdudunien1snsudtu m/z 209/133 (Wesuranlen)

dan1easqaunsaUTuUasulanua NN as
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iﬂﬂaﬂuaﬁuﬁugmﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

AN9197 3.1 ANMETMUNEAUVDILNAINAN Lo UANNSUILATIETENSWBSUNARA LEnnIeLAT Y

LC-MS/MS Tulnuauseqau (negative mode)

W135003 ANNTUA
temperature 450 °C
Collision Gas (CAD) 6 psig
Curtain Gas (CUR) 20 psig
lon Source Gas 1 (GS;) 55 psig
lon Source Gas 2 (GS,) 55 psig
lon Spray Voltage (IS) -4500 volts

A1599 3.2 anisinzandmsunisasaRanuraleUfizen (multiple reaction

monitoring, MRM) Tunsinsnzsinlesunaflesdanendas LC-MS/MS

Q1 mass Q3 mass Dwell DP* EP* CE* CXPp*
(amu) (amu) Time (Volts) (Volts) (Volts) (Volts)

(mSec)
NosuNafban 209.1 162.9 250 -30 -10 -13 -12
209.1 132.8 250 -30 -10 -15 -16

* DP : Declustering Potential , EP : Entrance Potential, CE : Collision Energy, CXP : Collision
Cell Exit Potential

333.18 LA309 Spectrophotometer (UV/VIS) : Shimazu 'i;u UVv1601

[y

FANANYNIAAY 413 UTULLAST

3.3.3.19  ganeaeunesunduluemis sadmsndunssy (GPO)

3.3.4 FonTENAITaTAANLAYENTATANENIATIIY
3.3.4.1 asavangloieudalis 1 luasnedns
Falomeudalid 12.6 N5 azatswazUsuusuwsidu 100 $adans aletin
goJ a" Y goJ a"su 16V I3 I3 £
Ul duinnsulaniesesusulaeonlwnwan
3.3.4.2 @sazals muednniau Guaewas) 1% WA)

Felnuadnni1du 0.05 nFu asaetasls Ul uwsdu 5 Naaans seevnuea
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iﬂﬂaﬂuaﬁuﬁugmﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

3.3.4.3  @rsaraneninozdsn 0.1 % (v/v)
VUnnsnozdan 1 Jaaans ldadumaiausuinsouia 1,000 Sadans 7id
Yudnifen wazUsuusinedu 1,000 fadans srem
3.3.4.4 grsavangesdlalulnsgd 30% (vv) luansazate nsmes@@n 0.1 % (v/v)
YUnesdlnlulnsa 30 Dadans ldasluvininUsuinsvunn 100 Jadans
wagUsuUsumsmeansazane nsaezdan 0.1% (v/v)
3345 @1savanensaesaassn AUt snsE 1:19
ansalednassn 1 Jadans laadluth 19 fadans naslidndu
3.3.4.6 @1sazane 2,4 lalulasiidalensi@u (DNPH —Reagent )
43 DNPH 0.125 n3u azaneluezdlalulasd 50 fiaddns wdrdiuaswanin
USumsuunn 100 faddns fdarsazatonsailesaansn (1:19) 1w 10 fadans wazuiu
Usinmsaeih
3.3.4.7 @a13azan8 Nash (Nash’s Reagent)

a

1 uoulundleuesian 150 n¥u azareluih 200 - 300 faddns Hunse
23RN 3 Tadans wazoswniansdlau 2 Jadans wazusuusuinsu 1,000 faddns et
33.48 a1sazay waululeuvlesiun 5 Tadluasiedns
Fowoulufourledion 0.158 n3u avaneih wddeamaniauiuiasmun
500 fiadans uazUsuUSAsHIETh
33.49 asazaeunspunesianleniuty 1,000 Tadnsusiedns (stock standard
solution)
Ynansazaneosunanlen (Ue 3.3.1.1) 0.25 Taaans ldviniausuing
Yu1n 100 §addns USuusuassiei uag standardization lae YnansazaguInsgu
luisewndalnd (Pe 3.3.4.1) Usuas 50 Hadans ldluvinguuuy venasazanelnuednnidu 8us
was 31w 1-2 vien wliasaraiedindou uamenasunsgunIadaain (Pe 3.3.1.2) 31w
2-3 vien udvesEsaratsatsnely Uilnansazateunnsgiunesunanlen wWudu 1,000 fadnsuse

v a

dns 413 10 faddes ldluneguvayaslaansazanedfinguin lnsnmgansagangunsgiu

ad v =

nsadaiasn (uts 3.2.1.2) uasazaeluTZdTuRnUSuIasR Ly MmN wWasAIUIAINUINTUYDS

ansazaneINaIFIUNeS LR Lan
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iﬂﬂaﬂuaﬁuﬁugiaﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

PNt LYRsENTazaeleTinaflen (adnsuseding) = 0.6 x A x 1000/8 (3.1)
dlo A fle Usinesvesansasaneunsgunsadaiiainiild (addns)
B fie USumsvesansazansannsgiunlesunadiledily (addng)
mnews  @1savatensadanin 0.01 luasedns 1 faddns wiriu esunadlen 0.6 adniu

stock standard solution fenemsltnu 6 weu dleduiigamgilliifiu 10 ewnwades

33.4.10 @15azateu1nsgrunesuiaflen Auuty 100 Jadnsunedns
(intermediate standard solution)
VUnansavarpunsgiunasunanlon mnududy 1,000 fadnsunadng
@ 3.3.4.3) S1u7u 0.1 Haddns USudsulSunsiildaunnududusseves stock standard
solution l#a1nn13 standardization) udUiuUsanmsidu 1 Gadans deth (edealmimnads
Fn19MTI9ATIN)
33.4.11 @19aza8uInIgIunesiIantanauduty 0, 0.25, 0.5, 1.0, 1.5, 2.0,
2.5 uag 3.0 Hadniusiodns dmsuasnsmuInsgIu
Vwnansavansunnsgiunesuianlaaidudu 100 Tadnsusedns (1a
3.3.4.10) 31U 0, 12.5, 25, 50, 75, 100, 125 way 150 lulasans auanu ldlunasanaiain
un 15 adans wiaglu warusuusuinsidu 5 $adans seansazatgezdlalulesd 30 %
(uansavarensnaz@an 0.1 % vA)
3.3.4.12  @avaeunsgnulusiilowaflen anududy 2,500 Jadnsusedns
Falusilounanles 0.25 n$u avanediein areldvniau3umsvuin 100
fladans wavUsuUsumsidu 100 fadans deth
3.3.4.13  @139A18UNIPINLTVARLEA AN 2,500 Hadnsusodns
Feozdnanles 0.25 nfu azaredein dreldviniausuinsuuia 100
fladans wazusudsumsdu 100 fadans aeth
3.3.0.14  M3vifiseneuius (Derivatization) 998 DNPH-reagent
Uia @1588a18110Ig UM 0a5ava1ef18819 5 Tadans asluvaen
WAERNYUIA 15 Aadans LA DNPH-reagent 1 ladans LLﬁTuéﬁqﬁwLLuummuqmmgﬁ
7 60 perwaldoa Wuran 30 wnil thesnundsisliaudy  nsdl arsazaeiedis thluuen
%’uéﬁaLﬂ%wgumésmwumwm%aqq firnugiseu 3,500 sousieundl 1unan 10 wilt nses
A8 syringe filter ¥lim PVDF %38 Nylon au1a 0.45 %59 0.2 lulasiuns dmsunsiaiasiei

MumANALATUILANTIN
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mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

33.4.15 MvUHATeeyRuseaIe Nash’ s reagent
UiUn an9agaeuInIgIUNToaTATANefiI9Ee 5 1aaans adlunasniia

YWIA 15 TaddnT Whna1sazaiy Nash’ s reagent 5 1adans wilugradiwuuniuaugumgil

a

7 37 ssAnwaed Wual 30 wd theanuideneliaudu nsdl arvazatedesne wilduendu
P = a < < | PR ~ P
AILLATOIMYUMIEILUUAIINSIET AIIITOU 3,500 SRUMDUTT LTULIAT 10 U9l N599A7Y

NS¥AI¥NTEY Whatman tuas 1 @1mnsunsiaimsizimemaiadilalasinlaniing
3.4 A15AUUIIUY

1175187 1ng Yeh T-S uagame a3 J Food Drug Anal 2013; 21: 190-7. 7 uag Xu
LN uaganiz 714 Acta Chromatogr 2012; 24:519-528.%% y1U5udss Wamniluishnsend
winzau el lun s wardsanesuan lantuenng
3.4.1 NAIUISIASIZH free-FA Tuannsg

Y 1 < =

sununguemsiluvamiinuazaluus

3.4.1.1 ANWYRAUIRYINaYaNy warsyesalunsana free-FA Muunzaulu
Uanuiin wazaluung lne@nwndssudisudsunu free-FA Alanaudu (%recovery) Wioainsae
17 UAza15AA1ENIARLTRN NANUTNTUANY AI8ARUAIINNEY (sonicate) NTBzLIaA1eiY
W lemunzaunad fuuadudsieegd Tude 3.4.1.2 Aineasuauldlevesimsizs
WALl TILATIEBE1LNBNN5E159US U free-FA

3.4.1.2 A53A59 free-FA Tudamiinwazaluune dvuneusall dhdsanusnean

LY} 1 1 d' Y a e'/ I3 Qy @ ) a I a v
PNAI0YN weneanuenIzdIunlTuTiaa ududiuans (nsiesgilunailiiiu 10 Ju
Huanfunsusiegne usnwidiegaigamgll —20 sarwaides) Fadaag1e 5 n3U MelAses
F9azLdYR 2 ALYUS (VUTNNUINTNTLULDY) a9luvInInUsuInsaulm 50 1aaans Wuaisavaie
n3nOEaRn 0.1 % (v/v) U3u1ms 30 fiaddns afalagldaduanudas iWwnan 10 wiil (eaumgl
TaliAu 30 aerwaldea) wuasdlalulesd USuins 15 faddns wausuusuesidu 50 Nadans
PUANTALA1ENTABSTIRN 0.1 % (vAV) Wwenlidnnu fanalivssua 1 ud Talusiunnsznay
WAILYeMAl Uszauna 30 Daddns adlunasanatainuuia 50 1aaans YN lUwentunleLnsed
= = P = | A & ~

VUUMIEILUUAINLSIZN AI8AIIUE95BU 3,500 souUsiaunyl wulian 15 wfl nsedansazany
f9E19NIUNTEANBNTBY whatman vUas 1 aslunaananan lnalsazatefiogdlula
(test solution) N3aiNMITAAIE HPLC-UV wag LC-MS/MS dnluvinufAzetayius aae

DNPH-reagent (f8 3.3.4.14) wagnsdiinsiaindae Spectrophotometer U luvnufasen

drdnaunmuazauUasaivens  naveImansnsLmg



iﬂﬂaﬂuaﬁuﬁugmﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

auUNUS 778 Nash’s reagent (T8 3.3.4.15) AruduuTunaniteuiu calibration curve nyel
a158va18A298190ANULTNTWANYYBININLIN 5T LRI A AT AfIBE1e NUATEN

AuNUSUAINTIVIAUTUU

AuNT3LEUATS (calibration curve) Y =mX +b (3.2)
de X Ao arwduduvesarsuimsgiuvedinadled (adndudedns)
Y fo fuilléfievesansuinsgiu
m A9 AMUTUVDINTINUINTIU
b Ao YadAwAU Y
NSATUIN
Uunamesunadlanluiedns @adnsusienlansy) = CxV/m (3.3)
de C Ao mnududuresiedinadledieldannavuinsgiu @adniusiedns)
VA Usinmsvesansazaneildain @addns) ; 1 dns= 1000 dadans

m As Wnnseg1eanly (nSy) ; 1Alansy = 1000 N5y

3413 Anwimnufisswesnsiadsnamesunailes seninameidalasulans
Freua309 HPLC-UV waz LC-MS/MS waz awalnsinlaums sewndes Spectrophotometer
WiawSeufioulseaninmussmadafildausune

fegailidnuniu dluunsinuidirefinadledainnmsinseideya

nedau 333As1en mude 3.4.1.2 ileldl test solution wda NIERTITAMIELATEY HPLC-UV
ey LC-MS/MS viufisenayiuseaag DNPH -reagent

3.4.1.4 dunsdlnsaindeiaies Spectrophotometer ¥UfAaneywuseae
Nash’ s reagent

3.4.1.5 usazmalaliasendiuiu 6 91 AuiamiAady Andewuuninggu

(SD) waztUasiduddeuuinnsgIuduing (%RSD)
3.4.2 nagaunuldldvasizingiem (Method validation)

TnawadalasulansIa (HPLC-UV, LC-MS/MS) wag aidalnsluleuns
(Spectrophotometer)

a '3

NAABUAINULITLAUDIITALATIZN free-FA A8ATANAIUIIULNRNUIZANLAIN1UTD

3.4.1.2 Tudamiin wazaluwns lneidensdiag1eermsiildny free-FA 1y sample blank

a o

9N NNAADUL AL
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mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

3.4.2.1 929v99m153n (working rang) wagansLluidunss (linearity)

insadeuauludunsveansmuinsgiu (calibration curve) waz
139984n1597 (working rang) loe Unasazarsuiasgiunesuailannududy 0, 0.25, 0.5,
1.0, 1.5, 2.0, 2.5 waw 3.0 fadniuriodns auiduduay 3 41 vhufAsereyrusiae DNPH-
reagent kg Nash’s reagent [iensa9YaUiuadieIAseq HPLC-UV, LC-MS/MS wa ¥
Spectrophotometer AIUAIAU AIUIUMIELNITIEURANDY (regression line) Iaaladisnasans
ﬁaﬂﬁqm ( method of least squares) wiA1duuszansnisdndula (coefficient of
determination, R?) #elaidinin 0.995 Suduaiuduiusidudusiy residual plots wag

nAaau linearity U84 working range IasnisiAuansuinsgiuvesunanlanlusiogisvanniin

a

(sample blank) fiszfuarududushiunsminasgiu Jinszisedvas 3 91 ad1enamsening
arnduduiiifvacludiedns fuanududuiinsianu duiamial R2inasiseusu
fadliisiindi 0.995
3.4.2.2 ANUAMNIZLAIZA (specificity/selectivity)
VndoUmBaITasaeNInIgIUSanten 3 vila loun wesunadles azdvnan

lan uaz Wsiilawadlan lnensifivasazaleuInsguns 3 sllaluansasanefiieganuiunis

[y

afaleidu test solution wda ¥luviujAseneyiusais DNPH-reagent uaz Nash’s reagent
WeRTIAIAUTUIAMELATES HPLC-UV, LC-MS/MS Way Spectrophotometer snuangu
3.4.23 AAIIAU9IN139599NWU (limit of detection, LOD)
Avuae1 LOD tU8efu HA1519INTEAUAIIUTUTUAIGAVDINT N
s = s A a o 1 a o a 1% a cal 1
wmsgunesnadlan (2.5 dadnTuseilaniy) wazUsuidiuandoyanisnsiadAsIERKIuN

o = ¢ v

SAUNIAN T RIENINVDIFIDE1IBIUISNL L UNBINATA F9919ANDSU1AALIANINTTTUIIR Tu

[
v

n1sAnwariiunis 2 35 il

B 1 fhegsiinialainy free-FA : ANasazarsansgIunesiailed
fiszdu 25 fadnsudeilansy asludiedna 13und spiked sample blank A1u3auAN
LOD = 3SD

7 2 F981983m529NU free-FA : liifnansunasgiuslesunadlodadly

A19813 136071 sample blank AWaAT LOD = ANadeainuidutuludioens (mean)+3SD

MNTAATIER 7-10 91 AuDe 3.4.1.2 ALads (mean) wazANdyaUY

1M1 (SD) veaUTununesnanleningIviala
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2% (3.4)

n

ANSANUIN ARAY (X) =

HE X P A1veteyausayen

n Ao uudeyanavun

0 -x)’) (3.5)

ANTEUUINTTIL (D) =
n-1

We X P9 A1vesdeyausaren

X fie Aefeveslayaravin

N fs IUIUTEYATIIVIUA

3.4.2.4 YA URIN1TIATSUTIA (limit of quantitation, LOQ)
o a [ v ¥ a a o I a [ I3 1 ° a Ql'
AvuasgauAududy 5.0 dadnfudenlaniy (Judwiaamui
Mo uRnsnmualiiton1ssenuralun1sn 15239 #598udunULIuLAZAULTE

lnan153AsenaIag1sUaniin wazaluune Mdvansazatsuinsgiunesuiantan Tlnau

N 5.0 Sadnsumenlansu (spiked sample blank) AT 7 - 10 91 AMIAIAT % recovery AN

\Ueauuinsguduing (%RSD ) uagA1 HORRAT (Horwitz ratio) Anilaresegluinausigeusu

(m‘m‘ﬁ 3.3)

NTAIUIN
Re covery(%) = (€, =€, )00 (3.6)
C3
e

A ¥ ¥ 3 a LY 1 dl a
C, fo AnudutunesinaflaniuvesiiegniliuasazaleuInsgy
, A9 ANITNTUTDINDTUAR LR LURIBE

C
C, fo mnuutuvasansazatvunsgIulanludio

RSD
X

= - oA
11D SD A® ALUBILUUNIATIU

X f9 Ay

(%) = 222490 (37)
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mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

HORRAT = RSBy (3.8)
RS Dexpected

e RSD,,  AB RSD fimuwiadlaannuan1synaaes

RSDexpected A8 RSD #1ANUI0MAN Horwitz’s equation

Horwitz’s equation

d1%3U Repeatability, %RSD, =0.66 x 2 1021080 (3.9)

dle C 1u dnsndrumnududy (concentration ratio)

M1319% 3.3 LNUIN1TEBNTU Y%recovery ANTBLULNATFIUNENRNSNHAIN Horwitz’s equation

(expected % RSD, ) uaxAn HORRAT fisefiumnandadiusngg

STAUAMLULTY % recovery Expected HORRAT
(un./nn.) % RSD,
100 90-107 52
10 80-110 7.4 Heun: 2
1 80-110 10.5

3.4.2.5 AU (accuracy) WaAIALAEY (precision)
AT spiked samples NLAULTUTY 3 526U AD 15.0, 30.0 Lay 60
o e i ar w Y cv . y " .
fadnsumenlanst MUTUABUITIATILNTD 3.4.1.2 991U 7-10 91 ANNLNURITUIRINAT
% recovery HarANUTIEINAITUIRINAT HORRAT Afiladasegluinaaiseusy (a1 3.3)
ANwIA1ULNBITD9IDILATIZY 2 LUV AB N153tATIzRg luTulAga iy
(repeatability) az NMTIATIZRGI19TU (intermediate precision) WATEAIAIALAEIVDINT

PATILINT 2 wuuaIN HORRAT Adiliretegluinamivensu (13197 3.3)
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mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

3.4.3 nsUsziuaAANlinduauYeIN1sIn ( Measurement Uncertainty)
thanldudueunnuvas suszifiudaailiviuouresmsiasgiingate
U3audeLa3ag HPLC-UV, LC-MS/MS ua Spectrophotometer saueaaldutueuiomn
wEadmnaaliduiveuveneiissiuanundesiu 95% (k=2) lunisuszanamanulduivey
Y9IN15IANNIT LIl uRnIaaeuANgndaweis AT IEInInAllagiesUfURn1sIAeY
NsUANEIMARSNSUNNES T muanaein1sRinsanALmNraLvasAallLUteuTinsey
\Ju fe predicted Horwitz’s RSD, x 2
3.4.4 n1sAneIU3una free-FA Tuuaminainnsneassfianiazengs
wuufl 1 fusnwflgamgives segsandindedh udmeiidlidunm 1 was
2 $u ledeunuuisnisiusnun by
WU 2 iiusnwilaennsudiiuds shegrsUamiinenldesn Sainaundeuas
duds wdnhluutiuds 8 uay 17 $alus iedsuwuudsmsiivsnviueneUamiinlunan

WUUT 3 RuSnulaenisuiuds (freeze) fagretammiinanunuud 2 wrlduuda

'
a

Mgl -20 asrnwadea WWuna 2 wae 4 dansi eldeuwuudsnmsiuinwiviendune
nszaredumiugnan
a o v v v o 1 = P I qoj & I
wuui 4 vilianmeauieu degrsdaminauiuui 2 Juludiaeaduim
1.5 ¥l wagaumeLmauf 1,500 J96 Wuiian 20 wilitewSeuiieudsunuuesansiena
Wasuwlaslddlaruausou
a oy ~ | &
WUUN 5 anldlanuiin Nueneenuiaindiuiile

SUATLDYA HIUATTIN 3.4
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acia

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

A5199 3.4 ANMTNAADIVBIUAMIEIN NBUNITASINATIEH free-FA

fvgnauaniinnale ANNENANEN
Uanuiinnsia
Ii.”' .
- < [ a a v
1 NUINW QWWQN‘V]GQ
< A a v I3 )
- Lﬂ‘UVlQiLWIQlI%?N Wukan 13U

Jauiindnuwma

(oldoan dremetiraundsuwasinnda)

- g

5. aldaniln (A1nUanniinnaae)

< [ l% <
2. Wusnulnewduinuds
- whwda Wuwan 8 dalua

- wathwde Wuwaan 17 $alus

a

3. inudnenlneududs igaumgd -20 asAwales

Y

- Wuan 2 &ansi

- Wuan 4 d&ansi

4. Ypalignineaauiou

- quluhduden WWuan 1.5 wil

L

- AUAMELMIBU 1,500 T0d tutian 20 w1
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mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

3.4.5 A3 AT free-FA Tuamdin dluune uazidia iansdsailosduas
Usinaumasunadlediiiluevns
ATI9AATIERAIB AldTauILazATIRae UAINgNFBILEINNLTD 3.4.1.2 N3
ATUANAMAMNAILATIEN UTENBUAIg N15IATIeviwuasd (blank) 19 ansazaiensaeydin 0.1
% (v/v) UNUfBEN LagATIEikUasd MANaTImTgIU (spiked blank) ynsegnsiiasgs
8 (duplicate) LLaziLﬂswﬁﬁaa&haﬁLﬁumsmmgm (spiked sample) e % recovery N
% recovery Uo8n3n 80 % lunluA1USuIuNeINIaRLlannAIY recovery factor Lag %RPD

(relative percentage difference) faglaitiu 15 %

nsmuaNalagldaud recovery factor (corrected recovery)

100
RecoveryFactor= ————— (3.10)
%recovery
Ginamesinadlesiiuden Gadnfusenlansy) = USuamesunailes x Recovery factor (3.11)

N13AUIN % RPD 984n15%11 duplicate

(max—min)x100

%RPD = (3.12)
mean
e max  fe g
min  Ag AW

mean f8 AuLady
3.5 N15ENauUsy

HnousuiielJUAn1s n13nsiaiasedt free-FA Tueivns Taunidmthiviesudfinas
PNAUGINGIMEARSNITWNNG NIUINgrMansnIsLImg szeziia 2 U Lilenuseneumienis
U588asNSENUURLUARIU URNTT N19e3eusingne n1sann wasnsia3nsney free-FA Tu

aminuazaluung lnewmadia HPLC-UV Lag Spectrophotometer
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unil 4

NAN1SANEI
4.1 NANISWAILUNISIATIZN free-FA Tuamns

4.1.1 Wan1sAnwINsaENANasuNan lan
3nn1sneasllalgiiaindlsgnauaniniiAnansazaiuunsgiu (spiked
v =~ a ada A Y a | ) | Ay v |
sample) MuARUAIINAGT (AUITTATILNNE19D9) wudtasagatediegrantagu limane
dmsumsnsiaindsunn Weshemegsuamilniilusiuas dsldeslalulasadiennaznau
TUsau vinlansazanelafisawaranisiasisiusunuls Weansiainusunal free-FA fng
HPLC-UV Hawuin % recovery ilasin Feusuansildann lneldaisazanansnesdinn dadu
nnildsunswmazduisniesfiRnisldunneulunisadn free-FA anTaananayssinn linad
laifin155unIuaINa1sau  dunldanadieegng wednwdSsuisudunisidunada ae3s
a ) a & \ aa a Yy v W '
LWEAY HANITILASIZUNUIN @1582a18NIA0LTAN 0.1% (vA) muizauiazldanndiogng
Uandin amnldnsafidudugailinisanagneulusiudie exdlaslulasd ludunad vinli
a1savatefitegegunitey Jaladnwidisuiisunisadalainiin MAvaisavaluInggIu
wardluuaNTinesuaftanlullou fa8MYinazane 2 ¥in Ao U1 WAy @158LanunInasIRn
0.1% (VA) Wawui1 % recovery (1nn1satasigivaniin) wagUsununesunadlas (1nn1s

a (3

Wnsevialuung) Nanalasig a1sazatensnesdin 0.1% (vv) degendinisanamen (1319

a

4.1-0.2) aavnelddnuilieuiisuszeznandildlunisada dmuadu 10, 20 wag 40 wni
feasazatenIneydin 0.1% (vA) lufiedisamiiniifivarsazaioninsgiu  Jawa
MsFnwmuin % recovery Tuuwanasfuman (5797t 4.3) nvandildaiaunndn 10 wiitviy
Thgumgivnsdatnifiudy fosresniuaugungilinindt 30 ssaiwadeoa aguainua
Msfnw 37iarina free-FA andamiinuazaluunsivanza Aeadalag nsnozdin 0.1% (/)

1Y a a 1d N = o & acag v oA a ¢ v 1 & a
AIYAFUAINUAEN et 10 widl Jsnmuadudsnlaiien1sins e iaieg19e1msn 2 ¥ia
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A15199 4.1 LWUSeusuNani1sItAsIzAUsuu free-FA Tudanin 91nn1sannel8udl wag

ansazanunsaesdsn 0.1 % (v/v)

ZeBIAN aagneth 30 fadans annee @1sazanenInezddn 0.1 % (v/Av)
A esignd ¥nAunudige 10 wi 30 fiaddns ldndunnuiigs 10 uil
FA* Wiy FA* fin9anu  %recovery FA* i FA* finsawu  Y%recovery
(un./nn.) (un./nn.) (un./nn.) (un./nn.)
sample blank - 0 - - 0.20 -

spiked sample

1

15.64 9.83 62.9 15.60 13.22 83.5

2 15.65 10.54 67.3 15.61 13.01 82.1

3 15.57 10.83 69.6 15.57 13.31 84.2

4 15.59 10.53 67.5 15.61 13.04 82.3

> 15.64 10.56 67.5 15.64 12.77 80.4

6 15.60 10.52 67.4 15.64 12.86 80.9

Ariadiy 67.0 82.2
Andeauuinnsgiu (D) 2.22 1.45
%RSD 3.31 1.76

aaaaa

A15199 4.2 WSsuigunanisiesiziusuna free-FA Tualuune annnisanaengn wag

a1sazanunsnazann 0.1 % (v/v)

AT U3 free - FA @aansusianlansu)
afnmein 30 addns anpmeanTazanenInzdan 0.1% (v/v)
Wﬂﬁummﬁqa 10 w#l 0 ﬁaﬁémiﬁﬁﬂ?ﬂlumm?{qa 10 W1l

1 238 483

2 242 397

3 225 415

q 223 433

5 229 464

6 269 466
Aade 238 443
Andeauusnnsgiu (SD) 17 33
%RSD 7.2 7.5
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A15199 4.3 WSeuigunaniIsImsIendsun free-FA Tudanniln aannisanmnlgalsazans

nsnewdin 0.1 % (vv) ldrauAudge 1Wuian 10 20 uag 40 undl

1A TimauaaRge 10 Wi T¥mauaudge 20 Wi l¥naumuDgs 40 unil
égq 4 FA Ly FA WU recovery FA LAy FA WU recovery FA LAy FA WU recovery

@n/nn.)  (wn/nn.) (%) (un/nn) - (wn/nn.) %) (wun/nn) - (wn/nn.) %)
1 15.58 12.94 83.0 15.58 13.74 88.2 15.54 12.61 81.2
2 15.64 12.72 81.3 15.56 13.53 87.0 15.54 13.03 83.8
3 15.57 12.40 79.6 15.59 13.63 87.4 15.58 12.96 83.2
4 15.56 13.53 87.0 15.62 13.29 85.1 15.64 12.85 82.2
5 15.60 13.32 85.4 15.58 13.05 83.8 15.63 13.05 83.5
6 15.61 12.93 82.8 15.58 13.57 87.1 15.62 12.43 79.6
Aade 83.2 86.4 82.2
Ao 267 1.66 1.64

11A3§U (SD)
%RSD 3.21 1.92 2.00

aaaaa

4.1.2 uan1sAN®IAMNTIEIVaINITIaUS U asu1an ladda8LA3as HPLC-UV,
LC-MS/MS Lag Spectrophotometer
A3ns9TaUsuaesunadlas Tushegraluunafinunesunadles fie 3o
HPLC-UV, LC-MS/MS wae Spectrophotometer Nasnuss1eit 4.4 asaanuy3unn free-FA 3
fi'n,a?{aqqqm Tn8 Spectrophotometer (456 fadndusodlansu) Jslndifsatunisialag LC-
MS/MS waziimnundfissuanadu %RSD Wiy 8.0 way 12.5 muddu vaizfinnsingie HPLC-
UV IfUTal free-FA 1aAE Wag %RSD fdn Lilonaaoulagld One-way ANOVA wuinTuna
free-FA #iSaldannta 3 madadlaiunnsneiu Assdunnudosiu 95% Tagilen F cal (0.166) < F
crit (3.682) way P-value = 0.848
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M19R 4.4 USunal free-FA Tualuuneiingiaimsesigneiades HPLC-UV, LC-MS/MS uag

Spectrophotometer
Az UTunad free-FA (Hiadnsusionlansy)
1Asunlang aalnslnlouns
HPLC-UV LC-MS/MS Spectrophotometer
1 483 472 503
2 397 396 424
3 415 405 444
4 433 456 468
5 464 448 487
6 466 555 409
Aade 443 455 456
ADeaiuLINASgIU (SD) 33 57 37
%RSD 7.5 12.5 8.0

4.2 wuan1snadauaultlavaedsInsnzyt (Method validation)

4.2.1 92998401530 (working rang) nazautduidunse (linearity)

AsAdIRUS szl fie (peak area) waoAn absorbance Tuunu y iy
mnuduturesmsaratsinsgurlefinailes Tuknu x 91nnmsITafelaies HPLC-UV
(3U 4.1) LC-MS/MS (g‘dﬁ 4.2) way Spectrophotometer (g‘dﬁ 4.3) wandliiiudnnsnunsgIu
i dudunsakagnaii residual plot Wun15NSEAIAIVY y-residual og5aUA1 0 LTUNIS
Fuduaudiiudiadu nnsminesgudeienlninnadmuind adulsans madagula
(R) 4nnd1 0.995 A1 R2Wifu 0.9998 0.9986 waz 0.9999 MUAIFU Fawaniinnisia
USurunesunadbentutgiaainuldudu 0, 0.25, 0.5, 1.0, 1.5, 2.0, 2.5 way 3.0 AadnSudsdns

freeded HPLC-UV | LC-MS/MS wae Spectrophotometer fauifuiduns ﬁawmsaﬁgau‘lé’
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[g0]
GJ .
© ; Residual Plot
150,000 y = 136.13x + 0.3433
400.000 | Rz = 0.9998 4 - . 2 2
350.000 L02 — ‘ P . ®
300.000 0 ® * .
3 ¢ 8 ¢ | o
250.000 o, | :
Q
200.000 c, ¢
150.000 s
100.000 *
' -8
50.000
0.0 1.0 2.0 3.0
0.000 : : , . . .
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A9193AE LC-MS/MS n1snsudtu m/z 209/163 () waz Residual plot Lans

N13N318AYBY y-residual 59UAN O (1)
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3 .
8 Residual Plot
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(Haan3uneans) R
(Haansusoans)
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d' £ LY [ 1 1% 1% I3 all & o
AN 4.3 NFINUIATFIULANIANUFNRUGITENINAMUTNTUYDINBSINERALER iU absorbance
(Abs) #573TAMIYLATOY Spectrophotometer N1AUE1IAAY 413 UIlULLAT (A)

waz Residual plot LaAINITNTLAIFIVBY y-residual $9UAT O ()

< ¥ . . . a 4 = s
AN TUEURSY (linearity) Y83 working range 91NNSHHNAITUINTFIUNDTUARA LR

TuseegnaUamin (sample blank) NTEAUANUTUTUINAUNTIMUINTFIY IINITIATILTEAU

=4

ay 3 971 99197AUSNIUA8 HPLC-UV LC-MS/MS uag Spectrophotometer Lioa319n3a

! Y v aa v ! U Yy v A b % v 6§ v N
SENINIAMUTUTUNLANAUAIBE19AUAMITUTUNATIANY LA INAUFUNUSAISUN 4.4 —

&

4.6 muwinia R? 1oy 0.990, 0.9895 way 0.988 dalsitdulumu tnawiveusu  (Faslasn
171 0.995) MitlenaLlloanann dnwazussarswesadlenios idanullunisduivansdug

ylsmflandudy ( recovery ) llulumsineus
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AN 4.4 NSINBEAIANUTUNUS TenI19USuIunasuNanlen iy wazUSuiunnsranulu

f70819aM5IINNIELATDY HPLC-UV
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ANIANUTUNUS SerineUSunaunasuantaniiiy wasUSuiaufnsranulu

f788199M53IPN8LATBY LC-MS/MS
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3.0000 -
z 25000 y = 0.6663x + 0.0371
=
&
= v A
e & 20000 -
e 8 R? = 0.988
o= 5 15000
@ 3
= «
s
£ & 10000 -
A2 ~
=
S 0.5000 |
@«
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OOOOO 1 T T T T T T 1

0.0000  0.5000 1.0000 1.5000 2.0000 2.5000  3.0000 3.5000
v v 3 = s a
m’lﬂ,JLGUJJ“UUWa'imamlaﬂmmm

(Hadnsunpans)

o (% v 6 ! a 4 a s a a r-:ll
AN 4.6 ATLERIAINNEUNUS SerIsUSununesuaflaaifiy LazUSuiuinsiany

lusonuilon1ainmeLAIes Spectrophotometer

4.2.2 ANNINNIZLANZAN (specificity/selectivity)

NTIAsIERasaraIuuInIgIudanten 3 ¥ia laun weosuianlen exdnianlan
wae Wsilewnadles haluansazaneiogafiadinld asadnseidioiniosiien 3 1wieq ua
Tasunlnunsy 91N531ASIEREe HPLC-UV nudniinvessanlasi 3 sdauweniufaiy RT
(retention time) U507 vesefunafilen (FA) axdiviadlen (AA) uaz [silewadles (PA) 7
528, 6.58 LAy 9.28 UM AWEWU (A Wit 4.7)

A15M193A88 LC-MS/MS lensiainmunismsudduveslesou a1nleosuws
(precursor ion) Wulesaunansiauei (product ion) Ao m/z 209/163 wag m/z 209/133 (AW
7 4.8) nuruderdesdnadlen (AA) uar Tusilouranlas (PA) navesn1snsuatunos
Wosuadles i ion ratio wag retention time laiuanmAga Ny A lifunusInITEaNSU Lana

Tiuinansna 2 vieduluiinadenisinnasunasion

e
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il

FA RT 6.58

PA
| RES G RT9.28

AN 4.7 1ASUINWNSUVDIAITALANUAIDENNLANTAR TR 3 VA ATIVIATILNAIULATD

HPLC-UV : Wasunadtan (FA) az@viadban (AA) TUshlaunanias (PA)

|
\
<&Q mvz 209/163

| - <31 iz 209/163
| "

| )
&3 vz 209133 o <3 m/z 209133

(n) (v)

A7 4.8 Tasunlnunsuveslasinanlan n9inaiewn3es LC-MS/MS 9 m/z 209/163 uag
209/133) (n) a15agateunsgiunasuiaflen Wudu 1.5 Tadnsudedng

(@) @sara1esg1RuNasUNaRles axan1anian Lazlusnlaulan las
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NANIIATIVIAAILLATES Spectrophotometer N1AMNE1IAAY 413 WlULLATLIEDYN
UfAse1auusaIe Nash’s reagent fnansasanefmagiinesunadlanviujisenlaansavaned

WA WALIEAUAIULTUVDIFILAUTUANNANUTUTUVDINDSUAR baR lua1SAaTaNuA9E199

a =

WL wiezdNadlen wag TUsiilowadtes WevinuAseniu Nash’s reagent azliiind @

Y & 1 v al x a Ao [y a s =l 3
wan gL aa@ﬂ,amm 2 %umulmiumumsmnmﬂimmv\laimamlam

4.2.3 IAINAVBIN15ATIINU ( Limit of detection, LOD )
4.23.1 asialinameaios HPLC-UV
NN5ASIVIATILH Uaniinan wazdarviinlan ﬁLﬁumiasmammgm
Wesunailes Tilaududuussanm 2.5 Sadnsusonlansy $1uu 7 91 daewedes HPLC-UV
nafilgiuafuaaian LOD Tevniu 0.63 fadnsurenlansy way 0.42 fadnsusredlansy
AEU (15197 4.5) warHaN1SnSIIIATIEA free-FA Tudluung $71uau 7 91 famen LOD 16

winiu 0.47 fadnsusanlansy

A15197 4.5 Wan1sNSIILATIZIUSIN free-FA Tutamiln wazaluung ns197nUsunanae

A589 HPLC-UV 971U 7 91 [anngeuTlnannauedn1sasiany (LOD)

f7989 free-FA @adnsusanlansy)

Alads  Ady SD 35D Au@ds+3SD  LOD

e fiwy
Uawiinan
- Spiked sample blank 243 1.43 0.21 0.63 - 0.63
(2.5 Taansumenlansy)
Uamiinlylan
- Spiked sample blank 242 0.96 0.14 042 - 0.42
(2.5 Taansumenlansy)
aluung
- Sample blank - 0.08 013  0.39 0.47 0.47
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8232 ATWIATEAEBIASET LC-MS/MS
NM5ATILATIEI Uanudings wazdaniinlaian ﬁLammiazawmmgm
Wodunadles Wianududulssann 2.5 faansusenlandy $1uau 7 S180ueaas LC-MS/MS
nafilaiumuana LoD léwindu 0.57 Sadnsusedlansy waz 0.18 Hadnsudedlansy

MUANU (FN5199 4.6)

AN5199 4.6 KNANINTIVIATIEAUSU free-FA Tutaniin 105197 aUSunumewesad LC-MS/MS

U 7 9 NDNAFDUTAINNAVBINITHTIINU (LOD)

f989 free-FA @adnsusanlansy)

Augds  Aeae SD 35D Au@As+3SD  LOD

=

e NNU
Uawiinan
- Spiked sample blank 243 1.02 0.19 057 - 0.57
(2.5 Taansumenlansy)
Uamidinlan
- Spiked sample blank 242 0.36 0.06  0.18 - 0.18

(2.5 fadnsusanlansy)

4233  anaialinasieeses Spectrophotometer
MsnsIdasen Yawdinan warUamiinldan inunlesunadiles (sample
blank) §1uat 7 $1¢aeiATes Spectrophotometer nafilduunAuanAn LOD iy 0.60
fiadnsusienlansu uaz 2.32 fadnsusenlansy aud ey (51971 4.7) wagnan1sATITIATIEN
free-FA Tugluwnsfinumesanaiiles (sample blank) S1uau 7 91 fwamen LOD ety 1.18

[y 1

Taansumenlansy (M1s19n 4.7)
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A15197 4.7 Han1sASIILATIZIUS LN freeFA Tutamiln wazaluung fns1ainusunanie

P393 Spectrophotometer 91U 7 91 OVAADUTAIINAVBINITATIANY (LOD)

CPRIAN free-FA (@adnsusanlansy)

$nnus Aade SD 35D AaAE+3SD LOD

(n) fin
Uamiinan
-Sample blank 7 0.36 008 0.24 0.60 0.60
Uanudinlalan
-Sample blank 7 1.69 021 063 2.32 2.32
gluwng
-Sample blank 7 0.85 0.11 0.33 1.18 1.18

43UTn911AN19M599NU (LOD) v03353bA 5189 free-FA Tudainiin uazaluuis
AnsraiameiATes HPLC-UV, LC- MS/MS uag Spectrophotometer fA17Lanaeiu 1asa1n
AUARLITDII0E WNINAEN1INTINNATIZY MINATENaNNTBIs0819luTBINaIANINEn

' S = 19 = o a o w Y

wazldanduseoanauaulien 39imunTndninn1snsIINUKUUEIATII (temporary LOD)
dmsuems wirtu 2.5 Badnsusenlansududumanududuresnesuiadladsiigainfulu
o | v o vy I | al v a Y] ° 44' Yo oA 4 .«.:4 I3
A9 wAENN50R5Ale wasluAmflndiAesiunisauin Weldmedsinunesunanlen

119MN5ANYAEIS aalnsiwledng

4.2.4 YINAYINTIALIIUTUIA (Limit of quantitation, LOQ)

INN1IAT1931ATe% Uamiinan wagUamiinlian Mfuarsazatsuinsgiu
Wesunailed rdanududuuszana 5.0 fadnSusenlandu (szu LOQ) S1uw 7-10 &1
freiedes HPLC-UV, LC-MS/MS wag Spectrophotometer nafildmun1snadi 4.8 wuindegng
Uawilnan fid1iadeves % recovery Faus 48.8 - 60.1 % drulamilnlilan fiAedsves %
recovery Faud 26.4 - 37.7 uazaluuns dAadeves % recovery Faud 70.0 - 76.2 Faen
ALadeved % recovery MNINMIINITEONIY WinuTnIERUAITLTUARY ok
HORRAT #AN1aun11%3aiiniy 2 %qaeﬂummsﬁaam%’u Fausasmuadndinesnisiads

USHIUMUUTIAT1 (temporary LOQ) Wiy 5.0 fiadnsusiailansy
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A15199 4.8 NAN1SNAFIUTNINAVBINITIATAUSUIA (LOQ) ¥89n15MSI9AIIEN free-FA Tu

amilnuazaluung
819 Auade FIWIUL Auade AnadeTes Az
FA i (n) Free-FA finy 9% recovery meluiudeniu
@adn3usianlaniy) (#adniumailansu) 9% RSD HORRAT

HPLC-UV
Yamilinam 5.04 7 3.03 60.1 8.56 1.1
Yaudinlslan 5.04 8 1.90 37.7 12.3 15
aluune* 4.84 10 377 76.2 2.63 03

LC-MS/MS
Yamilinam 5.04 10 246 48.8 8.58 1.0
Yanudinlylan* 5.04 8 1.69 26.4 13.8 1.7

Spectrophotometer

Yawdln an 5.04 10 3.19 56.2 6.71 0.8
Yaudinlylan 5.04 8 3.27 314 6.52 0.8
glunngs 4.84 10 4.24 70.0 4.33 0.5

wnews  * dluune wu free-FA windu 0.08 fiadnsusienlansy
“ Yamilnldan  wu free-FA Wiy 0.36 fiadinsusoilansy

*e dlyyng WU free-FA winiu 0.85 aansusanlansy

4.2.5 ANUIES (precision) waz ALY (accuracy)

4.2.5.1 w5793 USuue HPLC-UV

11305993AT 1z ieg 19U mingn Yaminldan wazaluuis iy
miazmstmsgmﬂa%maﬁiaﬁﬁszﬁummLﬁﬁu%’u 15, 30 wag 60 Naansumanlansy Alg
HPLC-UV wadildimumisned 4.9 wudnmuwiiy 91nAnads % recovery vaavawiinlyan
mnin Uamiinan uazUamilni 2 dnvass dauwn % recovery $1n31 80 %ﬂl@iagiuLﬂmsﬁﬂﬁi
gousU vausfinady % recovery vasabunganivesaimvin waggenin 80 fiszdum
Wudu 15 way 30 fadndusedlandy ANLABIaINnITIAIIEs nelut UL fu
(repeatability) A1 %RSD aglutie 2.88 - 11.0 Warn133LATI1ENA19TY (intermediate
precision) fifn %RSD aglutas 5.41-9.10 iiodunAn HORRAT wuinfiavundiadesndt 2

Feaglunaeigeusu
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A151991 4.9 NANISNAFBUAIIULTLY (%RSD) WazAINULLIL (% recovery) UBINISATIVIATIEH

free-FA Tutawiinuavaluunedieiases HPLC-UV

YlipFIeE9 Auade FIWIUL Auade AuaALTes Az Anrzviensnetu
FA il (n) FreeFA finu 9% recovery meluiudeniu
(HadnTusio (Hadn3usie %RSD,  HORRAT %RSD,  HORRAT
Alan3u) Alansu)
Uanvidinan
Sample blank ! iy
Spiked sample 14.9 10 10.3 69.1 6.92 1.0
blank 299 10 20.3 67.9 5.06 0.8
59.8 10 46.1 77.1 5.60 1.0
59.1 9 48.1 814 4.54 0.8 S e
Uamilnlaian
Sample blank 7 Taiwu
Spiked sample 14.8 8 6.22 42.0 11.0 1.6
blank 28.7 8 14.7 51.2 294 05
57.5 8 35.4 61.6 2.88 05
dlung
Sample blank 7 0.08
Spiked sample 14.5 10 125 85.7 4.65 0.7
blank 289 9 258 89.0 6.86 1.1
579 10 45.0 77.6 6.86 1.2
58.0% 10 40.0 68.1 7.04 1.2 910 L6
vanewn  * wu free-FA Tugluuns ( sample blank ) ldswinfu 2.93 fiadnsusiedlansy

4.2.5.2 maﬁmﬂ%mmﬁwm’%aa LC-MS/MS

N1305393A5eRRg 1A minkazaluue MAaIsazalouInsgIu

NosU1aRLaR SEAUAMUINTY 15, 30 war 60 aansusailansy fewm3ae LC-MS/MS Hanal

dl i 1 1 dl = ' ° ' =
AT 4.10 WUIAULLU A1NARA[Y % recovery ‘U@\iﬂaﬁwuﬂiuam A1NIVDIUAINUNER

wagUaminii 2 dnwalz @3uNn % recovery indt 80 daliegluinawiniseeusu Aaies

NN TIATIERTIn1gluiuiiedny (repeatability) A1 %RSD glugae 3.65-9.71 AruIAY

drdnaunmuazauUasaivens  naveImansnsLmg



iﬂﬂaﬂuaﬁuﬁugiaﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

(%
| [

HORRAT 2¢lu%74 0.6 - 1.6 kazn153LAT12%E16193U (intermediate precision) #A1 %RSD

Wiy 5.2 Lile1uiA HORRAT wuinviavuaiiintesndt 2 dseglunusigeusy

A157199 4.10 NANISNAFBUAIULTNYILALANULLUYDINITATIVIATIEY free-FA Tulainiin
AELATD9 LC-MS/MS

YlipFIeE9 Auade FIWIUL Auade AnadeTes A AAnzineiu
FA Iy n) FreeFA WU S%recovery  melutudieatu
@adnusia (Hadnsusia %RSD  HORRAT %RSD  HORRAT
Alansw) Alan3u)
Yanvdinan
Sample blank 7 0.36
Spiked sample 14.9 10 9.52 63.9 6.91 1.0
blank 299 10 19.4 64.9 5.73 0.9
59.8 10 474 793 5.81 1.0
59.1 9 45.6 7.2 9.38 1.6 = 2
Uamiinlaian
Sample blank 7 1.69
Spiked sample 14.8 8 534 336 9.71 1.4
blank 28.7 8 124 42.0 3.65 0.6
57.5 8 32.7 56.2 372 0.6

4253 sviausunn fewdes Spectrophotometer
NIRsI9RAsIERfegsUatniinan Yaniinllan wavaluung fuiu
asavangIasgIuNDSINadled isysumnutudu 15, 30 uay 60 fadnsudenlaniu Melaes
Spectrophotoreter Kafildn1uA15197 4.11 WUI1AINLIY 91NA1REY Y%recovery VoS

Yamiinldan findn Yaminan uagdaiminiia 2 dnwae % recovery An3 80 sliagly

a

3 U d' 1 d' 1 =1 1
nauINsEaNSU YeANRRY % recovery vasaluuntainitvesamiln wavaandt 80% 7
SEAUANUINTY 15 way 30 Taansumantansy AULNE9INNNSIATIEREIN18TLIUReIAY
(repeatability) Lazn153LATIZUAIIU (intermediate precision) tilaAIUIMAT HORRAT WU

Manueiiatesndt 2 Feglunueigeusy
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A15199 4.11 NANISVAEDUAMNNLILAAULLUTDINITATITIATIEN free-FA Tutaniin

wazaluung MewAses Spectrophotometer

YRGB Aaay $ruue Aaay Aaasves  Awseinelutu AAeviene Ty
FA il (n) Free-FA finy %recovery ey (intra-day) (inter-day)
(HadnSusie (HadnSusie %RSD, HORRAT %RSD,  HORRAT
Alansw) Alansw)
Yawdinam
Sample blank: 0 7 0.36
Spiked sample 14.9 10 10.5 68.1 5.60 0.8
blank 29.9 10 20.3 66.7 4.29 0.7
59.8 10 454 75.3 T.17 1.3
59.1 9 466 782 831 15 769 g
Yawiinlian
Sample blank 0 7 1.69
Spiked sample 14.8 8 7.14 36.8 8.89 1.3
blank 28.7 8 14.9 46.0 4.79 0.8
575 8 34.2 56.5 2.98 0.7
aluwng
Sample blank: 0 7 0.85
Spiked sample 14.5 10 12.6 81.0 3.54 0.5
blank 289 9 24.5 81.8 6.28 1.0
579 10 49.5 84.0 4.92 0.9
58.0% 10 489 793 5.45 0.9 Y O

vanewg * wu free-FA Tu aluuna ( sample blank ) Wdewiiu 2.93 fadnsuseilansu

4.2.6 Wan15UsLiuAIAMUlULUUUVBINITIA

LAINUIV09ANN U LUUBUNIIN AITTIUINUNAIDE1S LATBILNINITIAUSUIRS

Y v 14 = o 1 A o .
ANUITUvRInesINadlenluaTazaefieg1a81uleANNTINLINTFIU recovery (bias) wag

precision Han1IAIIMAIAINLILLLEUYIEIY UBIN1TRTIVIAUIUAIBLATES HPLC-UV, LC-

MS/MS waz Spectrophotometer fiainfu 1.32, 1.91, way 1.18 anuasu fissiuauidosiu

95% LAYSIYUNAINNITATUIUNTEAUANUINIUIDG free-FA Uszuad 9 TadnSusantansy
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WedAs1enign 2 ASe laeal 9.05 + 1.32, 9.04 + 1.91, uag 9.16 = 1.18 Aaansusenlansy fAn
WuSoway 15, 21 wag 13 AuUd1au (15199 4.12, 4.13, 4.14) wiasvasanylinuuauseaann
wnlumitios #9il precision, AMNLTNTUVS free-FA Tuansazatsdiegnsiienulaainnsiu

UINTFIY, recovery, oMM I IAUSLNES, waemat i nind e (i 49, 4.10 wae 4.11)

d' U lﬂl o U ! ! a s
A19199 4.12  unasiuwaznsaulaandliuiuouveInsias et free-FA Tuems

§eLAIe HPLC-UV

Components Value, x Unit Standard Relative standard

uncertainty, u(x)  uncertainty, u (x)/x

Sample weight (Ms) 5.005 g 0.00219 0.000438
Sample volume (Vs) 50.0 mL 0.1517 0.00303
Concentration of 0.905 He/mL 0.0263 0.0290

Sample solution (Cy)

precision (repeatability) 100 % 6.05 0.0605

Recovery (bias) 0.60 ratio (Rm) 0.0168 0.0280
combined relative standard uncertainty of sample conc. 0.073
Standard uncertainty (u) 0.66
Expanded Uncertainty at C.I. 95 % (k=2) 1.32

Report value : 9.05 + 1.32 g/g #38 mg/kg ; (15 %)

Chart of Relative standard uncertainty

combined relative standard uncertainty of sample conc. I
Recovery (bias) I
precision (repeatability) I
Concentration of Sample solution N

Sample volume M

Sample weight |

0.0000 0.0200 0.0400 0.0600 0.0800

relative standard uncertainty

AN 4.9 puliilupuinnsgIuENIng veansiaszt free-FA Tusnmsieip3os HPLC-UV
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AN51997 4.13  LVaINLWATNITAIUIUAIANY LULULNYINSIAS 1Y free-FA Tuanmns ane

Lﬂ%@q LC-MS/MS

Components Value, x Unit Standard Relative standard
uncertainty, u(x)  uncertainty, u (x)/x
Sample weight M; 5.005 e 0.00219 0.000438
Sample volume V, 50.0 L 0.1517 0.00303
Concentration of 0.904 e/mL 0.0699 0.0773
Sample solution C;
o 100 6.63 0.0663
precision %
. 0.49 _ 0.0136 0.0279
Recovery (bias) ratio (Rm)
combined relative standard uncertainty of sample conc. 0.106
Standard uncertainty (u.) 0.96
Expanded Uncertainty at C.I. 95 % (k=2) 1.91

Report value : 9.04 + 1.91 pg/g ; (21%)

Chart of Relative standard uncertainty

combined relative standard uncertainty of sample conc.
Recovery (bias)

precision

Concentration of Sample solution

Sample volume

Sample weight

0.0000 0.0200 0.0400 0.0600 0.0800 0.1000 0.1200

relative standard uncertainty

AN 4.10 AnwliuiueunnsgILENIng v8en13ATIzI free-FA Tuamsiieinses LC-MS/MS
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AN 4.14  LAAINLILAZNNTAUINAIANUIRULBUTBINTIATIEN free-FA Tus1ms sae

A3 Spectrophotometer

Components Value, x Unit Standard Relative standard
uncertainty, u (x) uncertainty, u (x)/x
Sample weight M 5.005 g 0.00219 0.000438
Sample volume V; 50.0 mL 0.1517 0.00303
Concentration of 0.917 He/mL 0.0128 0.0140

Sample solution C

precision 100 % 5.88 0.0588

Recovery (bias) 0.56 ratio (Rm) 0.0123 0.0219
combined relative standard uncertainty of sample conc. 0.064
Standard uncertainty (u,) 0.59
Expanded Uncertainty at C.I. 95 % (k=2) 1.18

Report value : 9.16 + 1.18 pg/g; (13 %)

Chart of Relative standard uncertainty

combined relative standard uncertainty of sample conc. [N
Recovery (bias) NG
precision [N
Concentration of Sample solution |G
Sample volume M

Sample weight |

0.0000 0.0200 0.0400 0.0600 0.0800

relative standard uncertainty

Ail 4.11 AnulikiueuINASEIUALTNS 989n193LATIN free-FA Tuamseie

LAT8Y Spectrophotometer
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4.3 {an1sAnUsHNaL free-FA Tudanuiinann1snnaasinaninemnge

Uil 1 fusnuiigumgiivies MegrsUaniindieia Bududamiindiuiainm free-FA
Asviniy 3.40 faanfusodlansy uaziloasialdifuian 1 uay 2 Yu asradAszsiny
USunay free-FA 10ABwiiU 4.74 uaz 7.67 fadnSusonlansu muaidu (n151991 4.15) wle
VamiiniSuiusina free-FA Wiingu

WUt 2 fusnwilnenisudiiuds fedramiinenldesn arinaundewaziugs
SuduvaviinduSunn free-FA WAy 2.00 faanduseilansy Wewrluudiuds 8 uas
17 4las nudnfivSuna free-FA wswiniu 1.45 was 1.46 fadnsuseilansy auddu deeil
Jps1eRlesing szdu LOD (2.5 fiadnsusedlandy)

a

wuuil 3 usnwilasnsutuds vamiinildiduiesfiouuud 2 devnlusudsfigumad
-20 pemwailea Wunan 2 way 4 dUawi asaanuUIIIal free-FA 1ABIWIAY 2.40 uag 0.97
fadnsusiedlaniy mudifu Seitianzsildlndidvauazanit sefu LOD (2.5 fadnfusie
Alansu)

wuul 4 mshliandeauou vaminildisudoatuuuni 2 anmsaanludision
Hunan 1.5 unit uagaudewmeud 1,500 ad Wunan 20 wnit wuidiuiuna free-FA Lade
Wiy 4.02 uay 14.68 fadndudenlaniy nuddu wilunisusemnsagsiliimiinges

Mag1eelusendnenisusasendt “cooking loss” Tun1snaaesaztuiiniininneulaznas

%
a o v 1

LWBAIUIUNT % cooking loss LitaA1UIMUTUU free-FA nauluNumdnanfoud 191m1s
Fanvinnmsanlulisunen wazn e ulaIninAIing1auU19AUY 8 % cooking loss 111U
16.1 uaz 58.8 MNEIRU wazkiloy % cooking loss 1USUAT free-FA utwiinnauuys agle

free-FA 1288 WiINNU 3.37 by 6.04 Tadn5umanlansy Amuainu

wWUUN 5 anldlanviin msanu free-FA winfu 324 £ 47.1 fadansusanlansy
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i USua free-FA * (liadnsusiaflansy) n39inU3unaeae HPLC-UV
anngn1sifiusnm U3901m13 (Wamiln (A) anld
Yauiingasn Uamiinenldesn aathwauindouaztinuds () aulufen 1.5 Wi au 1,500 9% 20 wadl  Uandin
Guiu AUl AUl 2 Fud u u ugidu ugidu At inle Al Ainle Al (intestine)
dwde  dwde 200 -20 °C A A
giluy 1749 2 dUaw 4 dUanii nau nau
1 3.90 4.44 5.82 1.94 1.45 1.94 2.86 0.89 5.89 4.94 16.8 6.92 282
2 4.20 7.23 6.89 2.09 1.28 3.35 1.88 0.81 3.94 3.31 17.3 7.12 313
3 4.48 2.36 8.04 2.12 1.31 0.64 1.55 1.02 3.52 2.96 16.0 6.57 366
4 3.02 4.65 7.14 1.99 1.43 1.14 1.78 0.80 5.77 4.84 16.2 6.66 289
5 3.34 3.32 11.7 2.38 1.72 1.18 2.72 1.14 3.91 3.28 13.8 5.67 327
6 2.38 5.78 6.76 2.78 1.57 0.83 3.23 0.78 3.28 2.75 13.2 5.45 417
7 3.14 5.38 6.96 1.44 1.44 0.78 2.59 1.25 2.99 2.50 10.9 4.50 279
8 2.76 a.77 8.07 1.30 1.40 1.84 2.58 1.10 2.86 2.40 13.2 5.42 322
maﬁh 3.40 4.74 1.67 2.00 1.45 1.46 2.40 0.97 4.02 3.37 14.68 6.04 324
SD 0.73 1.49 1.78 0.47 0.14 0.90 0.59 0.18 1.18 0.99 2.23 0.91 47.1
NUEI * wanUsuna free-FA Toglyllden LOD wag LOQ 1nvun

SD Ao AL UNIINTIY
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4.4 Nan1INTINATIZIUSUN free-FA Tutanniin dlunne wazidia 1ien1581329

WasduvasUsurunasutanlanni luaauis

v ¥

BAnseniilavaulimanzauniude 3.4.2.2 wazasiainuSunasig HPLC-UV @aldiu
nsnageuaNlalavesiditasizringl dnunlalunisnsiadmsieiusune free-FA Tudaoeng
WInuA118 f1e81e Han15M193A518% Uarniinddainssdseima s1uau 23 faeghs
AN free-FA Lfis 1 freg1s USunadinu 6.43 fadndusenlandy wazdaminlulssne
$IUU 40 F9E19 ATIANU free-FA S92 7 Feghe USunadiny agluye <5 - 7.14 fadnsy
senlandu Aade Wiy 4.06 Sadndusenlandy S1aufinuianun 8 feee (Gewas 12.7)
adluwns @a) 1w 34 e Ynsegenialiny free-FA waziiin §1WIU 21 f0E 71399
WU free-FA 912U 18 flee19 (5euag 85.7) U‘%mmﬁwuagﬂmm <5 - 22.89 fadnsumenlansy
Anaswinty 10.81 faanduseilansy (15197 4.16) MIAswRTiiadedTd uieiedns ffans

SUMUNYI RS IAT 2kl Lo

A1519% 4.16 NAN1INTIANATIEN free-FA Tutaniin aluune waziiie

o U U U3uau free-FA (laansumailansy)

19819 A989NINU

#ga-gaan Ay
Uanmiin 63 8 <5.0-7.14 4.36
- ANUTTINA 23 1 - 6.43 - -
Aulszina 40 7 <5.0-7.14 4.06
aluung (@en) 34 0 - -
in 21 18 <5.0 - 22.89 10.81

e Hadaszi <LOD (2.5 Tadnsusienlansy) sevudulinu uaz
LOD > wadas1ey < LOQ (5.0 fadnsusienlansy) sieeudu
< 5.0 Iaansusenlaniy

* AALANIZAI981NATIINU NSANNU <5.0 Aatdu 2.5 Tadnsuseilansy
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4.5 MIANBUTUTIUHUANTT N13M59334A5129 free-FA Tuamns : Uamdinuazaluung
dtnAnnInkazAINYasndeeIn1s nsuIneImEanin1sunng lainn1sRneusuLAY
UFTAn1s MInsaiiasest free-FA Tuemns TiuAldmihiviesd foRnsanaudinermans
Msunmd 14 uie wazandinaunmuazanutasadsemg Tuiuil 18-19 fuiau 2560
f ViosUsyyu 806 91A15 8 NFUINYIANANTNITUANG 2. UUNYT laensHNeuTUUTENBUMENTT
U55818 kaginUfUalun1snTeudlag19 n15ann M3193bAI18RRas IS free-FA
Tudainiin wazaluune Inswmeiia Spectrophotometer wag HPLC-UV oy wiasuunisrne

ansfiwansuuleusazlneandu  dninaoummuaerisenitenns NsuIne1ransnITwme

T e =

AA 4.12 MsRNeUIIBIURURNIS N1905993LA319 free-FA Tuomng : Uaulinuazaluuna
Tuil 18-19 §un1AN 2560 a WoaUsEYy 806 011 8 NFUINIANERSNITUNNE

=
2. UUNYI
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a
uni 5
A3aduazagy

5.1 99154

Woduanlendiiluemisorsuannatsdade fe inTuiesniusssuwd weinnssu
[losinuaas 99N15U5991m15 iolAdeudiy (migration) 119INA1BULUTTIDIIRINLTTUAT
weosunadlefiudsenou luenswdadimslfifioduduuaiite  foandnunsvosansi
fvuraidn wazdanalasonisvihufazen Ssenanuldisluguansdase (free-FA) wazlugud
samegfuansdu (bound-FA) 1Wu TUsiu nsnilanddn (nucleic acid) n3meoxiilu (amino acid)
lfiu (amine) A3Lofw (creatine) wazinadlalng (nucleotide) tudu bound-FA 1ussng
Ina) Soway 50 - 80 llamnsausneenuuduansdasyla’® msimsievilsunaesinanlaoniu
gsdudesiivnime Tnsianignisasadesgidodiseianisifuaisadlueins dedin
nAMINY  KMavINNISENITsanIunIsainesunadlantuemsvedlny Gainisesianulueivig
M99 1 aluwis Wianeu Wianie Jswes Yaniinnseu wazUaminan (Judu laganiy
Uamiiniduemsiionansianuesunadledluyiuugld Tnefivamindudninziadsdl
TMAO Tus1an8MusTTNYR warndsanUaiviinaneuds TMAO anunsaiUdsuluidu DMA
way Wesuadlaalalasulel wuaiiFe wazausou lun1sesaiesizinesuianlannnldy
nandutunayldauougaasyiili TMAO umneenidurlefinarledlfiduiu fafuTadululéi
Uinaumefinaflasfinueiaunainnsaaisves TMAO laildunanmsifuiiiangvang ogslsh
mu shedadurngg finanaun asuldimesinadlediinsiany liaunsauenldinnansssund
Tushuamiinies sieanmsiinadluemns  uiimsiuiimesinadleslueimsi 2 U ms
AT AT IERaLsanTIale free-FA 1150 53Ut 2 U g free-FA fiu bound-FA Hn3deung
Audsdimuurii Wuddunansiesgiihuinaitelfduassula®? fafunsdadenis

o

BATIEvReIi i ingUsrasrveansinseninaen e inassuladimnaiundieiy

ada 4

ANTNAIUIISIATIEN

[
IS

mMsfnwil TinguszasdifieiauinInsalinsesiiane free-FA Melmnanai free-FA
WliAnnarowadvesseneldiud aslimnudidalunisnsindmszdmufiinisuugiiun
91nn1sAnwlag Bechmann IE 12 &slunisiinunen TDI w3e RD Arfininualiviniain
nsAnnslafuansludnuazuss free-FA Riflutinay SnvadslaifinsAnuituansdafivyes
bound-FA iy u,azmmjszmﬁﬂizmmmﬁ'ﬁmqmﬁuﬁ 391 (.61 2561) BSoarAuADINS
Fvunan Yt wiesuune fmuslivesunanlesrionesunay Wuasiuldtueims @
(1R adudl 151 (n.a. 2536)) mnazliaeniuiu msmsaainieniziesinadlesfiinasgems
Fodu freeFA @ﬁﬂmimwLﬂﬂss’j’mmLmeJgjﬁ’ﬁmwaqﬂssmwmmimqmwmmaau

<

Wosunaulue1ms nsialesdudadun1snsia free-FA 1INNITNUNIUITIUNTIUNUI AT

drdnaunmuazauUasaivens  naiveImansnsLmg



iﬂﬂaﬂuaﬁuﬁugiaﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

ATITNATIEIN free-FA B safinilaigunss gy nnsiluGessses76L60 nagiye1@269 dady
Auiiga 7960626369 y3gl e 3 uuudaeiu way dansavaneiiléinuendssunugulsiu
sonludenamnazneu Tagldasiatuasnismyuaissiiannuiags mousnwesinailadlag
mandudgletifionsn bound-FA (reversible bond) videnislénsafidudulunisadaagyili
TMAO usnoanidunesinailedls ©0 Yhinuinnanuisenageniiuiess  ludunounis
prfaUTinues ivaremeadeithunldlivnzau fuanunisaliazninensid usimaiad
fesldlunsnsiaindiunaiiesesiudoimuamunguunsuazinwiaiuduiiv Ae ada
aalnslnlaumd uay Tasunlans @l SeluudazinadadesinufiTeneyius seuing
wWosinadlesiuasiedlmAnaseyiusiiauly wazawitelflunsiausunm
N13IMIITNATIEIN free-FA TiiamnTuatell 198635 esiTiouns Tae Yeh T-S uaz
e @ auAsigsBediduneunsarindad dateens 5 ndu Tdth 50 fiaddmsuaradndieaiy
ardgadiunan 40 wift fgamgdll 20-25 ssmwaldea Mntunuisufiousndulpeiaias
VIULIIBIPEAATITOU 7000 saURewT wdnthansazatedla luvhufAseneyiusiv
DNPH-reagent figaungil 20-25 sarwaidoa Tuiidiaifuna 6 alus udniu lanaslsiinu
ihlumpusisaiiousndulpeiedomyumissineaiuiasou 7000 seudeufiiunan 5 wii
thdularaslsiimuluseimeusia udravarendude exdlalulasy Weldlunsimside
HPLC-UV 333iasnesiditmuntulunisfnunilduivunldansazatensnesdfinuny
i wazifuesdlalulasdifionnaneulusaulildarsavarsdfilaneuirluvyy
wisadleusndulasiadosmyunies Anvudisuifisuaisazateiildadn 2 vinde
i uar arsazateninordin fenududurieg uasasatauiunm e HPLC-UV viadl
msdentdnsnerdin ilesnidunseiivies foansldaintagduiaemslunisnsiolingies
Wesunafledinneu Falufifaymvesarssuniu Wethunatnfegaamiin nadns1enudi
% recovery TildaInnsatasIsaIsazaIunInesdRn 0.1% (VA) qaﬂdﬂﬂﬁaﬁ’mﬁwﬁw ay
nuinfennuduturesnsafisturinliarsazareduinniuniniy  Feaeandestunany
nsfnwifinuiinisadn free-FA Tuomamgadiflusfugaduuawazamin e1aldinde
asazanunsau trichloroacetic acid, perchloric acid Tunsanala 1ag % recovery it
fnlaisnafu uideldevosnsatadeiide fewfndunounismyumissinenmiiig
szevnardeudieun Welviansazansla wenanidmuindernududuresnsadiutuyile
ansaraneuIntuniniy werldlivinlviuinuesinailenfladaldifiutu Juindenlda
duduvasnsaliiiu 10% 9 FsannsAnminuimnszeznanildlunisataunnduiund
10 witlslldfinaunniinsioyiunn free-FA fiadals mnldnaunuagiilienmgiivesansazany
vty fosmosUugamadlimanilinsuitinugieniy  fuuisfmnsaldifioad
free-FA 91nUamilnuazaluung Aeldansazaronsnexdin 0.1% (vv) afnsioaduaufas
Hunan 10 wift Winezdlalulasd WHldsfusnpznou dluientudeieiomyuivisuuy
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ATILTIEN FIBATNSITBU 3,500 souseuil 1luian 15 unil Tl dansazanefog1afiaziiily
A TaUsunamensesloineiidely

Tutumeumsnmaiauiu sleunadledfosunmsvhuiizeneuiussuansfivmnzay
dieliilferitus (derivertized) fineuaussionsin asiadiiltifion1svinufAsereyiug fvane
silaflanunsadonunldlimnzauiumaiaildnsiotn F5wseidinautuiannsonsiaiale
vanadalasuilans il wazawalnsinlawmd  nsesaaiadaomedalasunlans il Desld
DNPH wviufAsenayiusiunesuiadlan Indang N uazane®” s189ulidanisly DNPH &

aaa v v a

AINTWNIZLAILED AL ANULTEIR Taidufoasiionainu]isendudanlenduy uas

a

Alau Wiy wagnanldlunsiinufAsenAoudiauny auAsiisradeldinanis 6 4alus 7
gungivies ¥ usnuitues Xu LN uazanz®®  DNPH viUfATonnelutian 20 uriti
gounndl 60 ssrwadea Tswnldlunisdneuil Ingldusunandu 30 wilitelfAnufAse,
aunadiAune wagnuhaseyiusfasiaudiinuly 20 ilusiigungives Snvilaifdm
9INN15TUNIUYEEsEY ludunsesaialaemadaaUalnsinlawmg en Nash’s reagent
uwhuAzereysusiturlofinadled iilensiainaiseyiusie Spectrophotometer naAs
1113574 Nash method ¢

dowsuiisunisnniaiadiuuwesunadleddieinies HPLC-UV, LC-MS/MS uag
Spectrophotometer WU 3 1desile anunsatausinaldlndidestu Sauiies wansdn
%RSD unaFiimua®  a3esflomardfinisihunldlunisnsaiinseuas Tauiuna
Wasunadlanu1ualnnvalensAny laedsinwalunisinusunanesuiadlanludan fAeds
Nash method “® Tu3a# free-FA MUATe19u uaNIU Nash’s reagent wazInusuIaunle
Spectrophotometer §151841143135 Nash azlﬁma‘imeﬁaﬁmmm’m%’uqm’h 5 fdadnsusie
Alansu iszazluiinssunIuYeIdLaEAUYUVRIATTALATEAI8E19 Spectrophotometer
Juedesilefitldluiesufifinisialy Wumaiiedifinnugndes wiug udisiiidedinde
asarvareiegnededla Lifld mnarsazanefedslidnieguasidgmiludesnnuduny
1971224 (selectivity) 1o @aun1siaTgRUsunamesuadlen lng HPLC-UV dlglunsiasigi
ownswanewiiana Uan Uamiln ha wazaue 029159626469 wydnlpamaiaitausimne
ERERRGR fiauudusazanuiiedunaeid aunsatanesinanledfiuiunnsifesedu ppb
1§ €0 agfunesdlefiveau fjuRnisdwlngdlild dwfunisesaiieseilag LC-MS/MS
amnsansIaesunadledimednvazianizvesiamfiueniusieAnaneUsyy (mass to
charge ratio, m/z) Fsflmnudumizianzasgs wonmnuuanaaInassadlesdue ledaou 14
HuiBnradudunrugniesemeiinadledlusedidldvdduoims 01na@ ™ uanduis
Ainseitugiannsonnslienyilefinaledisuegfvastinmiiofnmnaduivuay
hlgnsnelsald 7V use3esilefsaunaiesufiinsmludlduintn Wonnasulneld
One-way ANOVA wu31U3une free-FA Faldanite 3 madaikiuansneiy Asziumnunde
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95% Fanandliifiuinarnnsaidonldinieiiens 3 vlnld Tneldinansenusou3una
Wesunadlaniidosnisia

n1snaaauANldlavasisas1zi (method validation)

AfiunsiukUjiinimeaeuauldlavesiziiasieiniaeil lngvesljuRnisifen
LarAMuALNAITAIY ACAC 6869 33TiasnzviiildindeiionsiatauSuiaii 3 vin uans
UszAnsamilmunzausenisasiadinsizivamin wavaluun Sanududunsewenis
Anszailugaeanududu 0.25 - 3.0 fiadnfudedns Femdu 2.5-30 fadnTusenlansy Tu
Freg1e annsniaTadeniedie 3 alialinadenndastu Jssziuanududuiivgvundy
Fnsrdnn1siiesgiideUiina (LOQ) tusendussiuanududumaniiauusuuazisses
Msmsedesesieglunaministensu dmsunsnsainneiuiunm free-FA Faduansluana
Enuaziusiiulusiulds ldliaunseataesnailediiuadivlufodne tdramun Fwh
14 9% recovery AildAaudnsi laioglunasinissensu uddl %RSD agluinusinisseuiy fedu
FamuadasafianishasziideUSunawuudansa (temporary LOQ) windu 5.0 fiadndusie
Alandu dwdadrfnnisasaanuivualiuuudansns (temporary LOD) dwfuemis wirfiu
2.5 fiadnfudeilansudadudrnnudutuvesiesinadledmaniifnludiogns udrauna
n51a¥ld ALY (accuracy) wagALiEs (precision) 9INN15IATIZI spiked sample
blank fiszuanududu 15, 30 uay 60 fadnsuseilansy AnsiaTausimdieinios HPLC-
UV, LC-MS/MS wae Spectrophotometer -VIS wuinainsngsiiaiadess % recovery @
Tneysindn 80 Wetlo19u191nns7 free-FA vnsdauarlusiufuansdudu bound FA wazwuin
AuanvesiegUaniin fnadensnsadnsei Jedndredalian Weiunesuadled
oneeludushiulusiufiaanefesnunanidledaimin vhlduSuna freeFA finsaanusingy
frognaamiingn Bestiiinaniddunisinulag Castell CH uaz Smith B swurnadovos
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ANARNUIN N

¥ a 4
LAUATNIUADUNITATIVIATIZA free-FA Tuamis

ANSLASIUA2DE

l

Q-II U 1 ! d‘ ) ¥ a
NUMBE1LANILEIUNUSIAALA FUIR USEanal 5x5 LoURLUAS

l

F911midn 5 n5u (Tuiinivdniwdueu) Tdninlsuinsauin 50 Jadans

Asananasuanlan l

WHa1saza1unIneassin 0.1 % (v/v) 30 4adans

I

afnenduaudge Wuaan 10 uil (@amall L 30 °C)

Wuezdlalulensd 15 Taddns YSuusuwsidu 50 Haddns

MIYA1TALANENTABERAN 0.1 % (vAv) 2190 1 U1l

l

WAILYDNMAY 30 Uadans adlunasAnNad@mnIwIn 50 Nadans

Centrifuge M8ALL5I50U 3,500 SOUSDWT Ut 15 w1l

A584 test solution NIUATEANYNTDS whatman No. 1
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nsvinufizenaynus
test solution 5 Sadans test solution 5 Ladans
\iY DNPH-reagent 1 fadans W Nash’s reagent 5 Uaaans
Juluihgamail 60 °C uaan 30 undl Juluiiigaumadl 37 °C Wunan 30 Wil
Centrifuge MAM3L57 3,500 SOUADUT Centrifuge 1113157 3,500 SAURBUNY
Wunan 10 widl Junan 10 wdl
N304 syringe filter wiln PVDF %o NI99AILNTTANNTES whatman No. 1

Nylon 9u1a 0.45 %39 0.2 lulasiunas

ANSASIIATICH

—T—

HPLC-UV %38 LC/MS-MS Spectrophotometer (UV/VIS)

dlinaunmuazanuUaensdses  NsAngmansnIsunng
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AMANUIN U
A1519T ¥ 1 nadas1eii free-FA Tudawdinidnensnsussme
&eudi aouTiiusiegng nwely free-FA
HadnSusanlansy)
yanegeu  HPLC-UV
1 U.0RO &fim 911im Uamiinndae (Argentine shortfin squid) 11ash ND ND (1.99)
USuad 10 n.n./nang
2 Uamiinnaae (Argentine shortfin squid) 20 ND ND (2.01)
Ju e vwm 6-7 1 Ui 100 N3
3 Uaulinnane (Argentine shortfin squid) 910 ND ND
Iwiustasn vwm 8-9 5 Usunas 150-200 ndal
a4 Uauiinnane (Argentine shortfin squid) 210 ND ND
IFwiustasa aunm 8-9 H) Usunas 200-300 n3u
5 van. lsglaadui A9 (Giant Squid Neck) USunad 150-200 N3 ND ND (0.45)
91919
6 Un (Giant Squid Wick) U3unad 150-200 NSy ND ND
7 #90nd 18nd vislne)  Indamingnd ND ND
8 nuanlaniindng ND ND
9 AsUamiindng ND ND
10 ievamiingng ND ND
11 aaeumdy Uaulinnaie (Argentine shortfin squid) st ND ND
2.AYNTAATIY U 7-8 $2 USinas 100 ndu
12 sandavzialy Uamiinndae (Argentine shortfin squid) 11673 ND ND
(Treadusauing) JuIn 7-8 17 Usanas 100 nd
2.AYNTAIAT
13 Makro 5718un9 Uamiinndae (Argentine shortfin squid) 1163 ND 6.43
U 7-8 13 USinas 150-200 n3
14 Uaulinnaie (Argentine shortfin squid) st ND ND
nsEUENILN 8-9 T USinas 150-200 n3l
15 Makro F3uUASUNS ievamiindndasnms ND ND
16 Ynuawmiindng ND ND
17 nunUamiingng ND ND
18 AsUamiindng ND ND
19 devamilndng Gu) ND ND (2.29)
20 Ynvamindng [u) ND ND
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A15197 ¥ 1 HaATIEN free-FA Tudamiinuidnannanalsena (sia)

o v A A& w 1 Y
a1nun AONUNLAUAIDY ANV free-FA

(@adnSumenlansy)

ynagey  HPLC-UV

21 Lotus g¥fivna 1 UnUamiindny ND ND
22 puInUaniingny ND ND
23 AUamiingn ND ND

o
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A5199 U 2 NaLATIEN free-FA Tudaviin unassuludseine

arudi anuiiiusetis AT free-FA
@aandusenlansu)
YANAFOU HPLC-UV
1 2.5¥UD3 Uamidinnaqeliaenmnida 01 ND <5(3.29)
U 4-5 1
2 Uamidinnaaelaaenmila 02 ND ND
U 4-5 1
3 AAMRIvad 2.IUNYS Jamiinndas 1unm 3.5-4.5 ND ND
a Uamiinndae aunn 3.5-4.5 T ND ND
5 aaninauuvdg 2.5uny3 Jamiinnéas 1unm 3 -4 i ND ND (0.56)
6 AAPUTEUIAIUAU 2.58899 Uamiinndae aunn 3.5-4.5 B ND < 5(3.68)
7 Uawiinndae wunn 3.5-4.5 i ND ND
8 AAAUTULI 9. TEUD9 Uamiinndae aunn 5 - 7 1 ND ND
9 saaUTEINENsAan 2. vays Jamiinnde wun 4 - 5 in ND ND
10 Uawiinndae wunn 2 - 3 i ND ND (1.93)
11 Uanilnnsenes vun 1.5 - 2 53 ND ND
12 $997ua1n 8.9Usu Uawiinndae vunn 3 -6 i ND ND
2UATATEIIUINY
13 15997ua1N 8.9UsY Uawiinndae wunn 5 - 7 i ND ND
UATAIEITUIY
14 AAIALNAUIAATIN q. Uamiinndae aunm 3.5 - 5.5 i ND ND (0.26)
UATFSEITUIY
15 saneunnnil . Uamiinndae aunn 3 - 4.5 1 ND ND
UATFSEITUIY
16 sa1adaaIuga 9. awwan Uamiinndae aunn 3 - 5 i ND <5 (3.79)
17 e@a1euavewde A, dean Jaudinndas vu1n 2.5 - 4.5 407 ND ND
18 uauazues 8.AUAY 2059 Uawiinndae wunn 5 - 7 ND ND
19 9.AUFT 2.9159 Uamiinndae aunn 4 - 7 i ND ND
20 una1sdu 3. Qe Jamifinnde wuin 2.5 - 4 i ND ND (1.97)
21 Uamiinndae aunn 4 - 6 1 ND ND
22 Q. YuNS Jamfinnde wun 5 - 7 in ND ND (1.06)
23 Uamiinndae aune 4 - 5 i ND 6.21
26 paedaina 9. Uszaauasiug  Jamiinndae aue 4 - 6 i ND 7.14
ngwe  ND Ao as39liny

o
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AN5199 V.2 NaASIEN free-FA Tudaviin unasduludsene (519)

o o A& o i Y
a1nun A0IUNLAUNIBYIY ANWLY free-FA

@adnsusonlansy)

gomagou  HPLC-UV

25 pawedun 2. Uswaaudidus  Uawmdinndae auin 4 - 5 i ND <5(4.73)
26 Jamfinnde wun 2.5 - 3.5 i ND 5.1
27 PRIAWAUIAYEEN INYTUS Jamfinndae wun 2.5 - 3.5 i ND ND
28 Jamiinndas 1unm 3.5 - 5 ND ND
29 Jamfinnde wun 15 - 3.5 i ND ND
30 AaAvzalng .aMTaIAs Jamifinnde wun 3 - 6 i ND ND
31 Jamiinnde wun 3 - 6 in ND ND
32 Jawmiinndas 1un 3 - 4 ND ND
33 panumde 9. aynsanns Jamifinnsznas e 2 - 4 i ND ND
3¢ paalewsn 9. Unusndl Jamifinnds wun 4.5 - 6 i ND ND
35 p@abn 9. Unuendl Jamiinndas 1um 4 - 5 i ND ND (0.83)
36 paaln 2. Unusnd Jamifinndae wun 3 - 4.5 i ND ND
37 a@abn 2. Unuendl Uamiinnsenns wua 1.5 - 2.5 i ND ND
38 maaln 2. Unusnd Jamfinnde wun 3.5 - 5.5 i ND ND
39 paaln 2. Unusnd Jamiinnde wun 8 - 8.5 i ND ND
40 a@1abn 2. Unuendl Uaminnsenns wu1a 3 - 3.5 i ND ND
Aade* 4.06

wnewe  ND e asdalinu  * Aeawizdiegefingranuy nsdifinu <5.0 Aadu 2.5 fadniusedlansy

o

FilnAuA MLaTANLUABASEEIMNT  NIUINENMERSAITUNNE

]



iﬂﬂaﬂuaﬁuﬁugmﬁ TassmsAnmasvuleuanswesunanianiueyns Jsudssana 2560:

mInaIiTeiedinadledluzudase (free-formaldehyde) uagdrmadimamefinaladluoms

A1 U 3 WA LASIZI free-FA Tualuung Een)

a9y wdafian anufiiusegn free-FA
(Hadnsumanlaniy)
Yanedaey  HPLC-UV
1 uden Aaniatioy 9.39tpy 908581 ND ND
2 PAIANSEAIN B. WINWAN 9. d52Y3 ND ND
3 PANNAANAUIALNNABY B.LNIABEY ND ND (1.34)
3. A3YS
4 naRAIaLT 51una lnavia e.4fles 2. @szys  ND ND
5 funnlsendnitnuy  eaemadn Sugnmrdoudzuszan efles ND ND
3. A3YS
6 oA panveNnaye (F1U353%) 8. WTENNEUIM ND ND (1.68)
(I5eaidniinn) 28583
7 4LToA panBaasey Suieendu (99 viawu ND ND (0.31)
NFANNI
8 SFuanmaaly panBaaey Srudoyas v nyamwe ND ND (1.43)
9  uden panBaaey Sudowndu vy ngamme ND ND
10 91900 A LTS Suiesaanuasi unaw ND ND (2.24)
NFANNY
11 fuanlsadendusnly  maawauiadedys oliles 9. A3 ND ND (2.04)
WNIE
12 Sunnlsaden AANALYNAUIADIIVON 01089 9. 8199199 ND ND
PIInAuaU
13 979300 nanuelng 0.unelug 2.uunys ND ND (0.10)
14 aden na1aUInksA 9.UNNTA 2.UUNY3 ND ND (0.16)
15 9uden AANAFIUNTS B.L184 7. Unusil ND ND (1.86)
16 Nuden AANAFIUNTS B.L1B4 7. Unusil ND ND (0.11)
17 Funnneainssdn AaNAmAUIaUNY 84309 3. Unusiil ND ND (1.88)
18 91uden panainTuduns nlnsive) 0. Insves ND ND (1.53)
LUUNY3
19 Suanlsuden AA1AUIULT B.07UWY 9. UATUIEN ND ND (0.91)
20 Suanlsaden AANAVAUIAUATUIEN 81103 9.uATWIEN ND ND (1.26)
21 SR AANALAUIALATUIEN DL 2.UATUIEN ND ND (0.25)
22 Suanlsaden AANALAUIALATUIEN DL 2.UATUIEN ND ND

e ND fia asaaliny

o
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AN V.3 NaLASIEN free-FA Tugluung @an) (59)

Sy WdeTian Ao free-FA
(Hadnsusiailaniu)
Yneaey  HPLC-UV
23 Wenles nanuengd v uenst nanne ND ND (0.28)
24 Wenlas panu1engd $uideutos vengl nyamne ND ND (2.23)
25 $udenies AAINARBILAY ARDIAEY NTIVIN ND ND
26 $uTenies AANAUNUA (GTULTUTL) UIUA NN ND ND (0.21)
27 Hudenias AAIAUINUA UIUA NTHNN ND ND
28 lsaven lsadendsiiue1s 0. Aaawae 2. Unusil ND ND (0.22)
29 Fuinameaemidai  aaewsWanl 0. 3U3 4. Unusil ND ND (0.50)
Ullng
30 fumnaeeaewiin  paia¥edn o 8u3 9. Unusndl ND ND
1ilns
31 fumnaeeaewdad  eaiedzwuLes 0. 53 9. Unusnd ND ND (2.47)
1iles
32 funaeeaewiad  ea1egnd o fus 9. Unusidl ND ND (1.04)
1iles
33 fumnaeeaewda®  waiatin 100 U o 5yl 9. Uil ND ND (0.24)
Ullns
30 funneeaemdiiy  mananszsUnaesaes 8. 5ayy3 9. Unusnil ND ND (1.93)

DROP

e ND fi asaaliny

o
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A1519% V.4 WaIASIEN free-FA Tuidin

arerudi wa e anuTiiusiogns Ny free-FA
(Haansusenlansu)
1 Lufidoya - \inview 6.88
2 Tudseina Wrsadialnanes Winuaih ND
3 Wrsadialnsnes Winuaih ND
4 v $udielnsvos Winngu ND
5 Wrsadialnses WinU19WIa < 5(3.03)
6 feUsTINe Frulnanuiwas @11 U. 1nens (T&J) WWinvew 5.75
7 finaUsEme aanduasey oy B Winviow 11.07
8 Tuuszine aanduasey Tou B Winview 11.05
9 fnauseine uuAlAT AABIVIAY Winvew 11.78
10 naaln AasIanedui 3 Winvew 10.31
11 Tuuszine Huiian Inwsh 2. 1ag Winvew 19.72
12 WIAYY ATYUYT D.4A8 \nveu 13.14
13 e 91U 9. 18 Winvew 11.88
14 2. U Winvew 16.21
15 ludszne vieUgUilasunsiin anwaunsa uda \nveu 10.51
Tuug (139augv)
16 fnausEine LBLUDAN UIAITY Winview 8.01
17 Tuuszine 7153 1 0.U19ugEN 2.81U09 Winview 22.89
18 7154 2 9.U19ugEN 2.81U09 Winview 7.59
19 ANUIEINA 308 anamnsdaina Winveu 5.60
20 aLUDaa N9AY (Natural & Winvew <5(4.18)
Premiun Food)
21 LABTUBAR 91UIAIU Winvou 17.25
(. wnlve Wrsuds $159)
Aade* 10.81
vanew  ND Ao n9aalainy * Aalawnzdhegaiingaany nsdlitny <5.0 Andu 2.5 Sadn3usioAlansu

o
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