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Quantitative analysis of melamine in food contact materials
by using high-performance liquid chromatography
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Commission Regulation (EU) No 1282/2011 inusunadansiuaniiumse specific migration limit (SML) A 2.5 fiadn3usia
Alandu fufunuideddnuitnaseuasumiviideuthenntandudaewns neldamsavaeiunuewnady nsnozdin
audududosar 3 uaznnaindowadalasnlvnnilveanauuuaussaurgs wuivismsmageuimnzaldnaimsaing
gaumndl 70 esmwaidoa iunan 2 99l uazannismuasuealdlivedis wuindammuduiudidadilussiuaadidy 2
fia 80 Hadnsusieflansu Yadninn1snsIany (limit of detection, LOD) wiriu 0.60 dadnuseflansy Iadrfinnisiau3anu
(limit of quantitation, LOQ) wiffu 2.00 fiadn3useAlansy InsAAuusiL (accuracy)uanssnedesas nsAunduiasaandiey
(precision) uanwBSosaz eI IdBIULINATEY (relative standard deviation %RSD) Tasisenaruilintiuey Wyl
nauginseansuveIsnaaeudmsuTanduiaeivis EUR 24105 EN: 2009 uafmﬂﬁiﬁ@juﬁaaEhmwsnuzussi;a’]miﬂizLﬂm’m
wanfiumusiemanaluaaiiufingamamuasiavhnsmageunyhasuafuieegsswin o 8 15 3 Sadnsusdenlansu

Abstract

Melamine food contact materials are produced from melamine resin or melamine-formaldehyde occurring from
the polymerization reaction of melamine and formaldehyde. The residuals of melamine from FCMs can contaminate
foods. European Union has issued Commission Regulation (EU) No 1282/2011 about specific migration limit (SML) of
melamine (2.5 mg/kg). Therefore, this research studied the migration test method of melamine from food contact
materials using 3% acetic acid and high performance - liquid chromatography (HPLC). The suitable extraction method
was the use of 70 °C for 2 hours. This migration method was verified and found 2-80 mg/kg linearity range, 0.60 mg/
kg limit of detection (LOD) and 2.00 mg/kg limit of quantitation (LOQ). Accuracy expressed as %recovery and precision
expressed as %relative standard deviation (RSD) as well as uncertainty value conformed to the acceptable criteria
of test method for food contact materials: EUR 24105 EN: 2009. Moreover, the melamine wares were collected from
local markets in Bangkok, Thailand; the amounts of melamine in samples were tested and ranged from not detected
to 15.3 mg/ks.

AdAey: warily, lasinlnnsiivesvaiiuuanssaurgs, Janduiaens

Keywords: Melamine, High-performance liquid chromatography, Food contact materials
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1.unun (Introduction)

Wwandy (melamine) Wuansdunsediail CAS No. 108-78-
1 f%¥em1wailin 1,3,5-Triazine-2,4,6-triamine laguandiudu
Inswoesveslwerunlun (cyanamide) [1] msuuaniiuunly
saufunesunadlaniiondnuariustudsdunarainving
nuMULNIIanTaslglunisudnasensa wavwartudadu
drulsznaunanuesansdGes 150 (Pigment Yellow 150) 9
THvindinfiuninaznaradin falaeviluwariuduaisusznau
M oA a A a B | ~ aa A U U v
ladfifiwdlonuludSunuley uiuafiuvzinivguilodudiu
a . . a & a =
nsaleenysn (cyanuric acid) winduwafivleeysn dadu
nanfildazaten Aeundniany tazgaduvieluls dwaliin
Dlulevilvldanunsandndaannsle neliiauziSainssinng
Jaaz ianeszuuduiug wezvililenedeundudunald
WNans@eTinle [2-6]

psAnseuntislanianiviunel Tolerable Daily Intake
(TDI) wi3eAuidougeaniisnsnioldsusioulnglsiviliie
Sunsedequamyssaiuil 0.20 findnsu/dmidng 1
Alan3u/u (WHO, 2009) Tuvmueissimeaanizaudniimue
#1 TDI i 0.63 fadn3u/miingh 1 Alandu/fu uazanam
glsUfisnundn TDI # 0.50 fadnsu/dimiinga 1 Alandw/
fu venandanamelsUldudlungssdeudeitunmsldans
wanilulvigenadesiudn TDI dana1n Inganamelsulasen
nnseiley Commission Regulation (EU) No 1282/2011 a9
Fuiil 28 woednieu 2554 wAly Commission Regulation (EU)
No. 10/2011 3esngszideuindhe Tannanainuayussasiosi
Aduiaovns Ivhensantedrianisldastagduiaeims
RUYLAY 239 %a 2,4,6-triamino-1,3,5-triazine (waniiu) Inean
71 specific migration limit (SML) w‘%aﬁwqaqmﬁaqwmﬁmmi
dudauaniiule 91n 30 TadnFusedlansu 1lu 2.5 Tadnsuse
Alan3u (2.5 mg/ke food) Tneiinatsfulddaussui 30 S
2554 9 nn1seanngsudousenanuandlitiuianuddgy
Y9ITUNTIHINA TR ULATANANTENUABE AN AW UY
vssgensvdawaniiuiizfesndndudlildnungszideu
il dmsudssmelnedilifnsimuanasgunisuuidouans
wanihluandudaewns Tnefinsdmuniiunstudeu
Yo sandiukararstunguwaniiu (nsndueysn) Tuemns
vaaUsEwelng MUUTENIANTENTIEITITUAT (atfuil 344)
w.A. 2555 304 fmunovsiiviusdn 1hidh viedie Tag
AvuslvudiauUasdmsumsn uudaulasgasderilesdmiu
MInuazIAnLAN 01vNIvNIN B sgasrieisdmiumInuas

I3 [ a o [ I3 3 1a a a o
WNLaN Lagenmsiasudmsumsnuagiinian liiu 1 Sadndu/
Alansu wazonsdue ldiiu 2.5 fadnsu/Alansu

nsnTIRmUsuIaaIsaiudvataweila WU atla
Enzyme-linked immunosorbent assay (ELISA) [1], [7]
watadaialasuinnswdl (HPLC) [3], [8], [1] wadauid
Tasunns il dusuaaunlasiuns (gas chromatography-
mass spectrometry, GC-MS) [3], [1] tazwplindainlasuily
nsmAaualfuluaaUn-lnsiums (liquid chromatography
coupled with mass spectrometry, LC-MS/MS) [3], [1], [9] 19
windla HPLC 1uAsAfeuldfulneily Fsussmadanguldsng
WINIPINNINAGRUUTIMATIUAD DD CEN/TS 13130-27:
2005 52UABNSRENFREMN EN 13130-1 Alviuuamislu
msdenanmgiimngaudmiunimmaaeu nglildszyany
WrasdmsumanageuTanduiaewnsussamaaniiu fedu
mATeiFadunsinuanefimanaudmunsmuiun
aswandiulutanduiaosussinnuaiiiu

dmsulutszmalnoduiinmsldmougmaniiududuo
10 floussgesvaInvaneUstam o1fiy Meldes 91
WNIFNe) é’nﬁ?u?jdﬁmmﬁﬁﬁyLﬂuaejwéﬁﬁﬁmgLLaLLasﬁumad
amnudasadevesiiuilae uaziloidumafiudnenimuesnsy
WenmansuinstunmatuiesdfiRn1sdndwesrudvageu
Auianduiaemsvesedou audanseentuiusesdu
dmsufuszneunsiitenisdieen Tassnsinermansdaniw

ASUINYIFERTUSNNT F9ANWIITNITUSINUENSIaNTI
ludandudaemsinemailnlamesweosuuudanialasuiin
A5

2.55n15998 (Experimental)

2.1 ie3psilanazaunsal

211 wpdedsliih (electronic analytical balance) %4
IsfaziBum 0.00001 n¥u e Mettler fu XP 205
DR

|38 HPLC B%e Waters Ju Alliance e2695 uag
Aedutl HPLC wdamannanliaduvuin 4.6 x 250
fladuins UssYY Spherisorb NH w1y 5
lalastung

#oU (oven) 8o BINDER Ju FED115
Lﬂ%‘law‘mfm%qw%‘ (deionizer)
YngUNInINIINTBINTOUUNULLLUTU (Mmembrane
filter) ¥llnluaou vun 47 fadwes 0.20 lulasiuns
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An594 (syringe filter) ¥ila MCM %39 cellulose
acetate YU 13 fadiuns 0.20 WWlATIUAT 930617
nyesiindue AiflnmauiRiviloutu

naonan (syringe) YUn 5 Jadans
PIUANILIALEN (vial) vue 2 Tadans
wSeaunge Wy Tuad viawiuiins wan
WAIUTUINTNTINTIE MaeawMITanTUa (headspace
tube) TniNes LALNTEUONANUUINAIY

2.1.10 grethdandladia (Ultrasonic water-bath)

2.1.11 srgiliilouvlosq

2.1.7
2.18
2.19

2.2 @5l

221 avdlaslulasd %”'u@mmw%lm’wﬁ HPLC

2.2.2 lelglnswiuea

223 ﬁwﬁﬁmmﬁqw%{qn Jaranuaunulniilides
71 18.2 MQscm
loneulalolasiauneaalululawmsn
ldeslansanlon

asmsguaniiu anuuiavdeiniosiesar
99.0

nsanaLieansdinaudududesay 100 Gu
AMANILATIZN

224
2.2.5
226

227

1Y Y l

2.3 1ONIDYIY

9

ad

sagraninunldlunisnsivasuanuldlave s 1y

a

ﬂ"l“lj‘uzUiif\!E]'M’ﬁUiSLﬂVILiJa'WfI‘u AUTIENENSILaNEUY

2.4 NISLASEUAIDENS

F19819AUNINITNAFBUILA DIA19YIIAINUALDIAATL
Bnslifisey udrinsafawaniuainaivugfegisie
A138LANYAINUDIMNS LaelRuNInaLTRnAIULNTUSDYAY 3
(ainsioysunms) @e 2.2.7) adunuzdudaonmseinitvey
AU 0,50 leuiuns udUndeorgiiflouwesd vulgamgd
70 sarnwaidea Wuan 2 $alus Tesainsiuay 3 ad wazns
afmnSait 3 Iadansavanedunuens sy 1 dadans
NTBINIUMNTDT YUA 0.2 lulasiums (T8 2.1.6) asluzinun’
uadndmsudnLASes HPLC

2.5 NIATHNAIPENTNANETAZANENINTFIY (spiked

sample)

FIDE1NYULUTITO WIS RNANTATALUINTT LAY
Andoluansazanensnerdfinanududusesas 3 (hwinee
U31103) (@ 2.2.7) fimudiudu 0.10 fadnSusefiadansasly
19819 INgATLIUANULNTUNUUSINA ST IENTAT ANURILNY
9sTIRY wahmageunude 2.4

2.6 M5aTIaUSulaemalialawesasiuudanin
Tasulnnsan

AN UTUVBIANS AT UAIWIMNAINNNSIABUAUN SN
1195571 LAgas19nI1NLINTIINIINANTALAIEUINTTIY
waniluluansavanefunuemnsiinnududusenng 0 8 80
Lalpsndusiefiadansiinsewusansesun 0.2 lulasuns ag
Turauivunadn aadaedes HPLC muanizin3es HPLC
ﬁLMNW%ﬁMIUﬂWSWWﬂBUWm DD CEN/TS 13130-27:2005
Materials and articles in contact with foodstuffs: Plastics
substances subject to limitation, Part 27: Determination of

2,4,6-triamino-1,3,5-triazine in food simulants #ail

ADRUL: yilamannanldaiinouin 250 x 4.6
Taflnsuwavnisanaduil ussgaae
Spherisorb NH_wuineynia 5 lulasiuns
?jﬁa Waters

gaungimeaull: 40 asrwaLgya

Tpmeaedeud: oxdlaslulasd : asazarewoamlndwivles
AMULTY 5.0 Hadluans Wy 6.5 (75 : 25)

ons1nstua: 1.0 Sadansneunil

Uuesfizn: 20 lulasdns

\A30IRT9 TR Lﬂ%‘aqmaﬁmﬁﬂgi (UV detector);

AMUYNIAAY 230 UIULLAT

2.7 msniugdauaNnullavesis

ada °

AWnAnwaniunIsnIugeuauldlaveaiSanu
Wuwe EUR 24105 EN: 2009 Ine@nwniededifendos dall
ANILJuEURSe TadiansnsIanuwardndiansiauSune
ALLtuazATiss wazUssiiuanuliudueuvesnisin
Tnefiswazdoanuiiszylute 3.2

3.wana:391sni (Results and Discussion)

3.1 MSANYIAMNLANIEENYRITNISIT a1 Taf
HoegsiinsnanAsIRBIRUNTUEUTIR IS SEIAN YA
warflufinsianunmsiadeuinevesansuaiiiulas nagause
A158¥aNUMLNUDINITAD @15aLA18NTABLTRNAINTNTU
Zaway 3 (UmindeUsinas)desananswaniiuiinisindeuine
oomINgasazaneiunue g (food simulant) sdiatildunn
flgavidei3onin worst case TngldflnuAdednuidIoudioy
$RATDIETATAILFILNUDIMSTUNISAA DU 1B UDIEITIIAT
flu 1wy lemueadesar 15 Lovinusadevay 50 1sulznen

P

YINAULATNIALBTANSDEAY 3 WUIN NIALBTANSBEAY 3 i
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nsiAdeudgvasansiuaiunnian [10-12] einisanw
wuanlu 3 Yade dall

3.1.1 gaumgiinldlunisarin Anwfigamadl 40 70 uaz 100
ssrnealdva Mnarlunsatafifunan 2 $lua
wazafinanun 3 ass wuin deafniigumad 40
ssrwadea ldfinnsiedoudevesarswaniuain
Tandudaemsludnsauedfin Sevay 3 (ansazany
AILNUBINT) LLazﬁqquﬁ 70 aeAwaLTYE WU
nsafnnd 1 Sanade 1.32 Tadndusonlansy Fuil
Asilgn winsaraasafl 2 (2.02 findnsusienlansu)
uag 3 (1.92 Taansumenlansy) dalnalAeeiy way
oafinfigamad 100 ssmwaidoa nui lunsarn
Lwiazﬂ%waﬁaﬂé’uﬁamwm JAunnaneny laenns
afandait 1 wudSnawaniiueds 18.6 fadnduse
Alanda, nsafnAsad 2 wuUSinauaniuede 8.58
flaansusiodlandy uaznisafnadi 3 wuusunal
wandlu 20.2 fadnsusenlansu

SR EUMARR I lumsafafRaafanisiaRauieees

- 25.00 e iiusndasdudastng
g
- e
g - & i“
L} = H
= P - y
- BAAATIN 1 y
X & 1500
2 = X 7
c £ ===l ZARATIN 2
7 3 7
El
e v &, 7
g e - -k --gfinA¥an 2 o
= X 3 ; .
T s
¢ ol
E 0.00 ._.r_-__-_—"

»
]
]

20 30 40 50 60 TO

gruupEnltlunisanna (aamsnEea

JUT 1 Anuduiusvesgaumgil 40 70 uay 100 ssriwaiduaiuuiuim
wandunedeuiennandudaevs

9n3UR 1 wuth lunsafmaniiuannsurdudaeims
i 3 afs funldullumadiendu fe figuugil 40 esm
warda limuUinameswaniiilunsauedin Sovay 3 usidle
diugungivesasazaneninuadin Sovay 3 Wgsdwdu 70
waz 100 asmieadd nulsinamesuaiuluaisazaiensa
wedin Jovar 3 iugeluetelideddny Tneidleatniigungd
100 ssmwaldea wulSinauuaniiulunsauedin Jeuas 3
wnflgn uansd1 gamgiiinadenisindeudisvesansiuanii
widlosnndnsveflgamgfi 100 ssreaidea alsidu
Tunnunnsguimuakaznisidnivurlilaldlunisuseney
o3 fetudadenldonmgiifl 70 ssewada dwiunis

nageun1yuy Juduannzilndifsatunisldauaivead
UslnAunnninigaungil 100 ssriwaides

3.1.2 amldlunisadn Anwilegarinwaiiuigamail 70
QLR B

nnsanenaildlunisadn 16un 05 2 4 8 uaz 24
Halus wuih nanfilflunsadamaniiuaintanduiaemis 0.5
T ldwuUsinanuaniiu Inedlefiunanldlunsatmdu 2
4 8 way 24 Hlus FeiivSinanuariiuiinsrany fdl naild
Tunnsarn 2 $lus nuviunanuaniiv 0.43 fadndusenlansy,
an 4 $alus wulSunasuaniiu 3.41 Sadnsusenlandy, 1an
8 Falus nuUSinantaniiu 4.54 fadnsusenlansy uaziian 24
dlas wuUSinanwaniiu 46.4 lalasn$u/fiadans

AANELIRA H lunrA AR RAREA AR D LS T DY

A

7

AR nTardfaavny

P
HUNHL
i

s naLane
(infinduraiianis)

i

123458678 010111212141518171819202122232425

vl lumeaiin (Falha
JUN 2 awduiusvesaiildlunsaria 0.5 2 4 8 uaw 24 F3lus ds

Hasionsfieudreauaiiu MnTandulaens Insgaumaiinldly
MsainAii 70 ssriealdes

91n3U7 2 wanswansAnwnandllunsarin e 0.5 2
4 8 uay 24 Halu idssarensindoudisvesuafiuaintan
duaems lnelgamgiinldlumsainasi 70 esrivaifea
wui deldnalunsatmuaniuannisuzduiaomsann
Fu aznuUTinamaiivlunsnuedin Yovay 3 Wiugatu wans
F1 nandildlunsadainasenisiedeuireveauaniiu Taed
omsdudatuTanduiaenmsussinmandudunau ais
wenfiuanusaiisedeutneuvudoutuomslaluusinad
Winntu uslpednfsveznannsldnunmsusUssanuaniiu
ardufaosfiseus Lﬁmﬁmsssmmgw] Fathunanivane
avlunisveaeumsdunan 2 il

3.1.3 Anwinsiigrvesianduiaeonms lnvadadiog
Friigangi 70 earugaidea W 2 Falus wy

[

1 disthiandudaemsluaingis) iednwnsi

q
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mauztilUldsinaviinaetslsrensindeutneves
asaniiuantagduiannms fsnnsiisuiiieu
Usinunsaflurasantie (adefl 13-19) funisadin
Tudhausn (A% 1-2) Bsunanuaniivlunsauedin oo
av 3 Suwlifuasas faunsnegeuiddnisadag
3 s Baliidindovoansiadouthomsiuaiiueglu

o Y =2

FEAUG UNIINNETATALAIUNUINNTINNNTAND

v
o

A3 3 s inmsmatia HPLC

mifmnmilifes e e filmsemnabouienss

-
|E 300 waafueindan et
a -
i i
& £ %0
ic A
2 £ 2o Ay .
: & s ol
Ez ' .
5= ’
2 1.00 '
£ A
0,50 - "
0.0D
01 o2 o3 4 6 B 9 10 11 12 13 14 15

Sunkilureadn infail

JUN 3 anwduiusvesdtuiuasslunisanin (14 Ase) Milkasan1sindeu
gheveauaiiuainanduidaenns laglvigumall (70 esriwaldes)
wazadldlunisaiaasi (2 93l

3.2 msnudeunnuldlfvesds

3.2.1 anuduidunss (Linearity) vosnsmunnsgiu log
nsanwlugag 0 fis 80 faansusedlansy laan
SuUszansnnsiiviun (coefficient of determination,

RY) WAU 0.9992 La¥NISILATITHEIUANAIS
(residual analysis) Tinsm#sinsnsgaweedasy

¥ o= 30617 + 12793

RI‘

.90

F 2000000
e

- —
IT§- hhhhh |
"F yoooo0n

SO0000

G0 80 100

o 20

ATHRivIR ATRRT U (Hefndudeilaniy)

JUN 4 nevinesguvesansaniiulugiseududy 0 - 80 dadniu
sonlaniu

daurnAreide Resduals

0

-25000

50000

323

323

neriudsaAIUANA19YTE Residual Plot

L
&
IS E * ¢
¢ .
']“ P 20 L &0 B0 0K
&
& L

U7 5 nyminansdiumandng (Residual Plot)

3.2.2 ARINANITHTIVNULALTAINNANITIAUS LIS

Fneaeu 1grinn1sANYIAIENITIARIBE1LUAYA
$U 10 1 9INNTNARBINUTT TATIAANITATID
WUWNAU 0.60 Jadnsumenlansy Lazdndnnan1sin
Usuauniu 2.00 fadnsusenlandu

auwiuLazeMUfisesisnageu lngvhnmsanw
éhadwqﬁ@mﬁazmammyuﬁ 3 SEAUAIUTNTY
Fall 2.00 33.6 uay 67.2 fadnsusedlansy S1uau
auidutuay 10 91 Fepnunuudanidieaides
avnsAunduLazALLiBsLEnseAdudsuY

€

s '

UANS 91NNITNAABINUINLASBALNITAUNTU

D

o v v

NTLAUANULNTY 2.00 Taansusenlansy wirdu
83.1-107.9 wasfardrudeavuduimsviiu 8.68
AndapaznsAunduTissiuamuudy 33.6 Hadndu
foRlansy Wiy 93.7-108.9 warilad@udeauy
Suimsviniu 4.85 adesavnisaunduiisziuaiy
WuTu 67.2 daansusenlansy windu 95.8-107.0

wazdAdudeauudunmsivindu 3.64

n1sUseifiumimnulywy s uvean1sinniy
EURACHEM/CITAC Guide: 2012 WU’hﬁi%ﬁUﬂ’J’m
Wudu 2.00 fadnsurenlansy datanuluiiuueu
genewhiu 0.29 Sadnsudenlanu shAatiduly
ALNUTINTEBNS UV IMIM EUR 24105 EN: 2009
fio LOQ + ULOQ winiu 2.29 fadnsusenlansu
Faflendiosninnusinguanetivua 2.5 fadnude
Alansu
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pross)

AT l'l-'l'l'N'FI'l'E'l L]

Calibration Calibration

Usaru

Calibration

—_—

fmrve

Tempera

AR AL Calibration

GRGETE TR R LRl BRI

Calibration

/Tempermre

Lalfid U

A
ATNAHLTE

ALV P S INATET

A ¢ oA ' T
EU‘V] 6 unasfisnvesAAslduiueu

3.3 WhsaunanssunagauAudIuysaieuliisy
HAN1INAFIUTENINNIBIUURNNS IilaBuduau
gndesvasisnageuwmaivluianduiaanns

NIL1TIUNITNAFOUAINTIUNYIIONITLUANNUA
wAlla HPLC 993619819 Melamine in 3% ag. Acetic Acid
U FAPAS Lilau nsng1a-fugnew 2557 Gaile Z-score Ani
2 wanan Mnegeuaiiudanugnassdmiummageuly
nsnasdin fevar 3 3.4 Myt Idneasululdivieganivue
s IMIUsT sy Tidunandiesmaaluniiud
NFUNNUMIUAT F1UU 22 fegrenuansiuariulu 5 faeg
fAnagsyning 6.00 - 15.3 dadnustenlaniu uasdnduiu 17
fogmsialinuansiuaniu

4.asU (Conclusions)

Bnsatemsuariuaniagduiaeosimnzan Ao
msldnsmesddn mnudududesay 3 Whwin/Usuns) Wy
asazanesiunuens Inglinmsuuigamall 70 esriwvaifea
Hunan 2 Hluswasasainsemaialsmeswosuuudanin
Tasunnns i annsmingeuaudlelavesisnuin aswan
Huvrrnududunsdudienududy 0 - 80 adnsuse
Alansy flenduuszanamsimuayiiiu 0.9992 Fasianis
ATINUYINAY 0.60 Hadnsumailansu Iadninn1sInuUsu
WU 2.00 Jaansurenlansi AnulluLanInlgasaeasns
Aundu efirreglutag 83.1 - 108.9 warAwITiBsuanIoAT
damﬁmmuﬁmﬁwa‘agﬁlumq 3.64 - 8.68 AN laintuouveny
Wity 0.29 fadnsuseilandy fisseuaududu 2.00 fadndu
seRlandy faAEveaoULT ANy aNANNAITINNSRLSY
vasTonaaeuanduae1snnuNInsgIu EUR 24105 EN: 2009
LLaﬁ%‘mmaauﬁié’ﬁwiﬂmmaaummuzmif\;mmiﬂizmwm
wanity Tasdusoghdluaiiuiingammmiuas Swmsany
Tenswafiuiiregsening liwu §s 15.3 fadniusiedlaniy
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