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A oeohs mE R i A
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T3 —0 4008 1 8 ]
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g 0 0 7 0
10 | 4 0 18 4
11| 27 0 13 1
12 58 0 B4 39
21.1 1 0 30 20
2 0 0 12 7
3 0 0 24 5
&3 i 119 0(0) 328 121(36.9)
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a BE®
94 fF ((RARATIEH 14 1, £ OMITERR
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£1 AFXRUVE/ XTEMO~N a7 F—icLd LEREGE

i e i E 2T -8R X
L f g
A ¥ EJ)* 2 ¥ B/ A x E/)® A F E/ %
H20/12/9 0.0 0.0 0.0 0.0 0.0 0.0
H21/1/8 0.0 0.0 0.0 0.0 0.0 0.0
H21/1/26 0.0 0.0 0.1 0.0 0.1 0.0
H21/2/5 0.3 0.0 0.5 0.0 0.4 0.0
H21/2/16 155. 6 0.0 129, 9 0.0 115.9 0.0
H21/3/5 114.4 0.0 30, 8 0.0 §1.9 0.0
H21/3/16 52.9 9.2 47.6 4.8 16,9 13,2
B/ : ./ cnf
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hE, F35 - QERCEREE KOS RERES
L7,

(1) BR&B|ELM

iry 7 iRGEET, MBARNERE. EEWER.
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#+ BEEHERE

AFEEIILEAHRICOSRE, HeuBIZ5BEET
AT MiThRICalE, YICHESWHE LTH
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24 0. 57 2008/9/8 .71 2008/11/12
Sﬁ 25 0. 55 2008/9/1
26 0. 56 2008/2/26
27 0. 56 2008/9/17 0. 66 2008/10,/9 0. BO 2008/12/24 0. 88 2008/1/14
28 0, 53 2008/8/26
29 0.567 2008,/9,/22 0, 68 2008/11/10 0,78 2009,/1/19
a0 0.57 2008/9/16 0. 69 2008/11/10 0.79 2008/12/19
31 0.57 2008/9/17 0. 66 2008/10/24 0.72 2008/12/11
az 0. 58 2008/8/8 0. 71 2008/10/14 0. 81 2008/12/15
3 0. 58 2008/9/8 0, 69 2008/12/24
M 0.57 2008/9/16 0. 64 2008/11/26
38 e 2008/9/8 0. 68 2008/9/29 0. B0 2009,/1/2
a6 0. 58 2008/9/17 0, B4 2008/11/10 0. 81 2008/11/21
a7 0. 56 2008/9/8 0. 68 2008/10/17 0. B0 2008/12/22
38 0. 58 2008/9/8 0.71 2008/11/6 0, B0 2009/1/9
a9 0. 58 2008/9/16 0, 66 2008/12/8
40 0. 66 2008/8/27
41 0. 57 2008/9/12 0, 66 2008/11/18
42 0, 56 2008/9/8 0. 72 2008/11/17
43 0. 56 2008/8/28
44 0. 56 2008/8/8 0. /9 2008/10/9 0,80 2008/12/15
45 0, 56 2008/9/16 0. 68 2008/10,/8 0,83 2009/1/5
46 0.67 2008/9/1
47 0. 56 2008/8/26
48 0.57 2008/9/8 0, 67 2008/12/4
49 0. 56 2008/5/16 0. 67 2008/11/14
B : mm



#2 BEEUCCEBOTHYronz= | )ORERER
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1 0.51 2008/8/17
2 0. 50 2008/9/24
3 0. 55 2008/10/8 0. 65 2008,11/25
4 0. 58 2008/10/8 0. 85 2008/11/7 0.78 2008./1/14
5 0. 56 2008/10/14
6 0, 54 2008/10/8
7 0. 57 2008/10/8 0. 67 2008/11/17 0. 74 2009/1/7
8 0.52 2008/11/17
g 0. 52 2008/11/21
10 0. 54 2008/9/17
11 0.52 2008/9/18
12 0. 48 2008/11/18
13 0. 53 2008/10/21 0. 61 2008/12/29
B 14 0. 50 2008/9/18
Ef I5 0. 58 2008,9,/24
18 0. 58 2008/10/14 0. 67 2008/12/29
17 0. 54 2008/9/19
1B 0.53 2008/10/6
14 0. 56 2008,/9/18
20 0. 54 2008/9/18
21 0,52 2006,/9/30
22 0.52 2008,9,/17
23 0. 54 2008/11/18
24 0, 57 2008/10/8 o, 63 2008/12/22
26 0. 54 2008/11/11
2% 0. 65 2008/10/14 0, B2 2008/12/16
21 0, 55 2008,/9/18
28 0. 54 2008/10/17
i 0. 48 2008,/10/1
2 0. 53 2008,/10/2
3 0, 53 2008/9/30
4 0. 51 2008,/9/30
5 0. 52 2008,/10/2
& D, 52 2008,/9/30
7 0. 62 2008/10/2
8 0. 51 2008/10/1
g 0. 53 2008/10/1
10 0,57 2008/10/6
C 11 0. 50 2008/9,/30
® | 12 0,53 2008/10/2
13 0. 50 2008/10/2
14 0.52 2008/10/1
15 0.51 2008,/9/30
16 0. 53 2008/9/30
17 0. 50 2008, 10,1
18 0.53 2006,/9,/30
9 0.53 2008,/9/30
20 0. 52 2008,/9,/30
21 0. 53 2008,/9/30
22 0. 52 2008,/9/30
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BHEERE: >~ TAFY oFHB Sylon
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*] Melamine and Cyanurie acid: Toxicity, Prelim-
inary Risk Assessment and Guidance en Levels
in Food
25 September 2008
http://www. who. int/foodsafety/fs_management/
Melamine, pdf
ORFITHROFHRan 2 MLz,
3 i
(1) LC/MS ./ MS
LC & : BB Prominence 2 ) — X
MSHD : 7T 74 Koo AT LXMW
API3200

(2) GC./ NS
e e AT GOMS—QP2010

4 BUBHINEE B USTE i

(1) LC/MS ./ MS % v o A

FDA DfFE#E* 2 YT EEHT WA ED * 3

(hati: . [ B

< JUTE btk >
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# F A : Atlantis HILIC Silica(3 g4 m,
2.1 X G0mm) , FEHE : 10nM E¥iET E=
A A BUTER=FYA (BHEE),
Yo vxy FRME B &Y (min)=07(0) —
35(4) —3(4. 5) —97(5) , HL 0. 26mL/min,
B 7 LEE :30C, EARK:5p L
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BE[CE(Collision Energy)] 25V), Q3 (GE
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(Declistering Potential) : 46V,

S (lonSpray

#1

3

(2)

Determination of Melamine Residues in Cat-
fish Tissue by Triple Quadrupole LC-M5-

M5 with HILIC Chromatography: Labora-

tory Information Bulletin 4396 May 2007

http:/ /www, fda. gov/Food/
ScienceResearch/LaboratoryMethods/
DrugChemical ResiduesMethodology/ucm071796. him
P D AT I ORBIEIZ2INT

REEEHE 1002002 5 FHR20F10A20

E P (Entrance Potential):12V,C E P (Collision
Cell Entrance Potential) : 10V, CXP (Col-
lision Cell Exit Potential) : 4¥
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280°C, ¥+ U 7—H A : He(lul/min), &
AR:1Lul(AFY o FLR)

#4 GC-MS Screen for the Presence of

Melamine, Ammeline, Ammelide and Cy-
anuric Acid (Version 2.1}, May 16, 2007

http://www. fda. gov/AboutFDA/CentersOffices/
CVM/WhatWeDo,//ucml 34742, htm
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#0 Toxicological and Health Aspects of Melamine
and Cyanurie Acid
http://www. who. int/foodsafety/publications/

chem/Melamine report09, pdf
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EfzfoRBE bV ERRON 2T,
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THRYE LY va—2iEHl (BERKER) &,
KMnO, 738 2549 bmg/L (2725 & 5 ICKEAR T
BYLES N a—AEE (AEAER) D2R
i, AOHEE S5 Cl0, BB E U BrO, ¥
M & BEREAY IS IRAD L, KMnO, IHRRBOMEE
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#) 1. 2mg/L, AKEAREEHE TIL C10,10mg/L M7 Y
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EFO—RERETIHS, FRI9FELLA
14 B4+ (2007)

WHO A AT A 4 F T 4 5 3 hRiB#IK,
2005 5

AKEEE, i AERREEERT M) DA
hoRERICETLIME. KEGSME, 76
(8) : 14-17, 2007

FARE, ff: AkERICEY D RELERE
FrY D AhOEEREOLERE. HKkE
BEA, 49 (11) : 962-968, 2007

HIEIT, it : BRT—noRIZBED Hhitif
v HBEA ) 7 LAHRRICHT SE N -
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TRE 20 4

¥ Efal, EEEE . IrEiICEs T D iR
FEe- bV O LOMRTER KERSHE,
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BER, fh: F—rAk0@v oA M) D
LSRRIz T, JIETRATESFIERT 8,
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#3 FARPORERERFRERIC LS K0, R BEONEE~ORER

F—KPO KMn0, {4 5% & i il F—nkpD KMnO, 7 9% Sk 31 &

EHEERE ol i EERCRE O E
A ReRR 17.1 ~ 25. Tmg/L #11.9 ~ 2. 8mg/L 0. 093 ~ 0. 114mg/L #2017 ~ 0. 21mg/L
B e 2. 4 ~ 16. Zmg/L #10.3~ 1. 8mg/L 0. 023 ~ 0. 376ma/L. #0, 04 ~ 0. 68mg/L
C MRk 17,3 ~ 43, Tmg/L # 1.9 ~ 4, 8ng/L {1. 201 ~ 0. 293mg/L. $90.36 ~ 0. 53mg/L




eSS B 8 2008

GC/MS/MS #HO=EiephoRREE - ARBREoOR (B 1#)
~HEY /& 38 BEICOWVWT~

fREEEO—HPAREESN, FHRI18FES AICE
ERFEZISOVTVWDRARIT 4 7Y 2 FHENK
FEAATHLIENHBLE, Y ThH, ZOHEE
RENE—ARBEONAZSEMNLTELEY TV, &
B, P20 FEICEALEY T LHERTITE
ffARZawbd 774 (BT [GC/MS/MS) LRET)
ok D, BESBE LV RIS TS GEMS —FR
Bk (BEW) VicowT, HRY CF I8 BELT
L LEBAORNEToEOTHRET S,

(460 & & UBEE]
1. EEECRHMESRE
GC/MS/MS 4|
GC & : VARTAN #:4 450 — GC
MS &% : VARIAN #8300 — MS
GC %4 :
#77 L : DB-GMS + DG (J&W Scientific #£94)
FEADIREE : 200C
HEAE—F: 27V 2 b2
AT — o AR
# 7 LREEE : 50°C (1. 5min) — 25°C /min —
125°C (Omin) — 7°C /min —
300°C (10min)
MS &% :
A A AJRIREE : 230T
A H—7 =4 AWM : 280°C
A Lk : El
BlEE—F : SIM

b (T MR ETEE

2. BE

JREMBEL -

BEE(L 2, FRPIME THM, fotsimmN
HREE . REREXRA

F OO ; FHRHIE

1257w Mh i=74 : VARTAN #-8 (Mega Bond Elut
C18(1000mg) ) ( EAF C18 3=374)

NIRRT Y S T el MM VERRR =074
YT T b NeFy e vk 8 (247 81y Envi-Carb/LC-NH2
(500mg/500mg/6m1) { LLF Envi-Carb/LC-NHZ i=374)

[t HiE]

GCMS —Fptlei: (RiES) OMBRX, TE =1
ATHIHL, BIFCAERS,. £LT, HR - REH
REOEE EBH-TRITCI8 =M L B L2,
Envi-Carb/LC-NH2 i=#7ACHM L, GCMS ICTRIET
H5HETHS (B1).
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SEEHE L0, #8Y CRREDS L, MAT
EEVWTHAOEREEZFAL T 238 BETHS,
“hEOBEOS 10ppn O 38 {7 S8 kL
WL, FOREZEEMRRLELOLAVTGC RS
VS o RERE. REBROBNET oL,
BRBI-OVWTIER, hE2 ERLETnFAERR
oRERO LI ICRTFEBRRIB LT,



BUEL: T3 20g B 10g
R’ = 0.9992
LK 10ml B
Teh=MMc X A4 (50ml, 20ml) |
Teh=biv 100ml B - S
v e
HiiHi% 20m] £ e
NaCl 10g i
0.5mol/L. U -ESEEGE 20ml #=m
WL Sk, TE=MMBAR i .
L
C18 iz o 0 003 006 009 012
i=E/ppm
TE=MMT 10ml 22T fiva =Y
| s, Tei=b e 2ml 2 7eFARADRDR
Bk - B0 - FEAR
BRI E kR P Y AENAS 21 ERBROERNREER
T, B, BN, &E Py e
TEh=bI Mz (3:1)  2ml THEEAR
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Envi-Carb/LC-NH; =374 & SN AAFTE -1 005
#AFTE b2 005
TEb=MMMEAZ1)I0m] Ta T 4 ira=vF
a=-CVP 0.025
A FrVANETFE: 0025
TEh=h #/ba/(3:1)20m] TR et
v E7Ia%A 0.05
e Mo SR L LA RISV T, R
nE, Wl BRII2T0.01ppm ELFTHoT,
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v LB LBAE, AFIFFRAETEZx— T2,
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0.1ppm Ch-oTHLRABRYr—242BA - LiiTal
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Th3,
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AEOI=H7LICLoMUBRTIR, HRRTLE
RE/ENT,

3. iEh0EL R
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FNFhLORBICEVWTIETSRNERARET-
oo TORERE, H2ITRLE, 2TOEBHISWT
GLP % (B A 70 ~ 120%, ZEWHER 3 OV 47 20% £IA9)
B L0k, REP0RETEH -,
EREET0%RIBTHoEORE, P20 RAD
ATHY, ZoFERECRLLIEZVZorER
OWBIEDF =D, MMLREOBRTHEELTLES
EEHEEZLEND, Ei, 10 HESOBRETEIR

B 120% 2B RTho. B ITRLIESE
BRI A 120% R B SRR L R-TVD
T EREENIC100%ABA S LD ERED RIS
FNZ EHD, EUREHN 120%FMATWIMELL
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RERIELAL, L L, FRUAORETIR. <
P2 ZRARRLEZE20NHVERREL 2o
. 8%1Z, v RV 227 ABEIERT I TREEDS
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7 A MHEICET I RBEORN (B18)
JNEFTHRAETFIERT M, 41 : 91 — 93. 2005

2) EBET. h:ERTEBRTIREORTST 4
FU A MHECETIRBEORN B2#)
NIRRT AT, 41 ; 94 — 100, 2005

3) EEET, LM ERAVWEREDO—FR
Bkl (B8 OB ISR ESRRTES,
43 : 87 — 91. 2007

4) EEFBEERALLLRAAESE A
RETIRE. FEENS. LSYRAEELD
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#2 TNMEMTHREEERE M THRIICLP EMWICFES (B %)

LR HEA2L B b= b R FA<E
EIRE | CVE| EULE | C V| EUNE | C V| [ERE | C V| BN | C VEl | ELEE | C VIl
114.7| 2.0 |114.7| 18.3 | 117.3| 6.0 | 115.3| 6.1 |104.7| 11.5 | 134.0| 5.4

EPN
a ~CVP 113.3 | 8.3 |138.0 | 26.3 | 163.3 | 10.9 | 1140 | 6.3 |119.3 | 9.6 | J47.3| 8.3

g -CVP 13100 | L8| 1327 | 1L& | 11803 | 9.2 1027 | 30 | 1187 11000 1153 | 1.9
141" $2 11.3 | 4.1 §8.7 | 13.5 | 108,0 | 3.7 89,3 b8 | 987 | 12.2 | 1863 | 67
{J7 £0k% [06.0 | 1.9 [114.7 ) 158 | 110.0| 6.6 B6. 7 1.2 | 106:7 | 143 | 1180 | 4.5
T 1:_&';':\*:1 114.7| 3.6 |131.83| 18.4 | N6.7| 26 |104.0| 19 |1127] 8.8 |119.3 | 4.2
i 8.7 | 10 | 1120 1IL8 | 111.3 | &8 |[101.3] 4. 86:7 | 5.6 |I13.3| 2.0
7 {J=v82 | 162.7| 2.0 [169.3| 20.7 | 163.3 | 13.0 | 146.0 | 13.9 | 1562.0 | 11.7 | 188.7 | 11.2
117 mha 118.0 | 34 |106.3| IT.2 | 118.0| 4.5 | 96.7 J2: | 95:8 | TRL | HAT | 2%
TR yp oo R T O e e R 20 T o T B T - o ) A e T I T e e I B I B [ S A
LEAR L 116.7 | 2.6 |103.3| 16.6 | 1113 | 1.0 |102.7| 4.9 | 94.0 | 16.6 | 112.7 | 2.7
FTvba 104.0 | 5.1 |106.0| 19.1 | 168.7| 28 | 94.7 | 3.2 [110.7 | 11.8 | 10B.7 | 13.9
Jekt™ Nda 14,7 | 6.1 | 1673 149 | 112.3 | 229 | 940 | 2.1 | 1067 | 121 | 14.0 | %5B
Fout' UEAAFM | 102.7 | 4.1 [107.3| 14.5 | 111.3| 2.7 | 98.0 | 2.0 | 99.3 | 9.1 |108.0| 4.9

YT host' 3 473 | 106 3.7 | 240 | 387 [ 14.8 |34.0 | 1.2 | 30.0 | BT | 42.0 | 126

Y AFsE s 11193 | 1.0 | 140.0| 17.3 | 131.3| 44 |1140| 1.8 |116.7| 6.9 |128.7 | 3.2

yph-b [ 114.7] 2.7 [181.3] 20.4 [133.3] 4.8 |104.7] 2.2 [126.7| 90 |166.7| 2.8
g ity sy |102.0] 304 [113.3] 143 (1100 1.8 [ 933 | 33 [100.0] 1.1 {114.7] 3.6
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