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Agilent 7890A. 5975C GC/MS & 1200SL-6410 MU T )L
MEHE LC/MS ZERUT. Ny M7= RBKLUZDR
BHROXASEVEVT7RIVEEZSIHLE LT, GC/MS
ETIERHMEE FUXFILDVIIVFEEHEZTTVL. ATV
—ZVOEEERAULE U, RHETBRIZ 10 pg/g TY .
LC/MS/MS ETIZHHEDHT. 5 mM EFEETZ VE=D
LKBREZE M= MU LOBEIEZRAVEIEERY VY
HAASL (Rx-Sil) TDFAVIST1+vIBHES T
WE UL, 2 DDEEMDRHICIE 5 BZEELE U,
EiSgEAEE. XS=>T 50 pg/mL ~ 50 ng/mL T,
EMERERI NI ZARORREEYDORIRICHITS
LC/MS/MS X¥Yw RICDWTHRNAULET

Ny N T—=RRADAS Y
. BERUIV7 RIVEED R

77IJUo—3y

#

Ny F7— FHRIZARIEIZHEMEN AT I ETT XN
BBIZE Y, MR RKORCHEPFELTET, IS
X 0. oKE FDA 1Z#2: 1 FMICBE ROy b7 —
FOYa—NEFVE Lz Ry b7 — K& BEER T
DAFTIVEYTANVBOEHBEUEZ, HRAMWIZER
B > TV E T,

KE FDA X, ZhoofbaEWICET 5 GC/MS % v
AT ) —= v ke R LE LR (1] AR MY
AT ) IVFEERLLIL A v 72 GC/MS A7 1) —=
VORI RIZ 10 ug/g T ZDHEIZAZ ) —
U I L E A% Agilent 5975 @ SIM/ A ¥ ¥ ~
Rt Z VR EmIc bl TE 3. GC/MS &
LU T, S THRAT S LC/MS/MS Tl ik
LD % 72 OB R AL AT H L S I, —FEEICHERR &
BEfTH) LN TEET, E512, LC/MS/MS D&
JELBRIEIC L D BRI R AL T O R ST S
MR AR ORIREST E THIST 22 &25TE
T3,

B STEnp G

GC/MS DIRFHIALILE FDA 3 [1] I2EVFFWE L7,
+2 7N 0.5 g \CIAHR (10:40:50 YTFLT I Ve
Ke 7 b= bULV) A, AREEAEZ LCREET,

~5%- Agilent Technologies



W, REWE 10 B EEAE 2T, 5,000 rpm T
10 Zpfiat bl L7z, EE# % 0.45 pm S A 0> 7
4 A7 BTN 7TIVICABLET, it o 200 uL
F— bt TINALTNICEL, 70 °C TR E Dz
PR CHZE L 97, SR L7zibmic. ¥V 22 200 ul
& N,O-bis-(F) AFILTYN) Y7t ua7E 73
F (BSTFA) 200 uL iRl £3, REWERLVT v
JAIFHTRAL. 70 °C T 45 5, IRL 3,

GC/MS XV v RO

LC/MS/MS ®#EHiMEIZ, I VTH Y SV bg &t
& I rEREET. B 05 g lZTE =YL/
K (50:50) 20 mL Z@&ML. F v v 72T TRV
v 7 AIFHTRALE T, HE 30 5RHBEEHEICH»
F72%. 0.20 um PTFE ¥V > Y74 V% (GRianES
5185-5843) THML 5, NGLEWDOWEDL AV v
FOEMRBEHEZBZ 2546, 71 M= MY IVKEREH
W Z S LICHMT L2 LEX BV TT, 7 X
e AT I U EIRECHUBRPICEET LA,
A F U3t EET 72012 10:40:50 YZTF VT I VKT
F= MY VHBRETT,

Fezs: 7890A GC. 5975C MSD

VIR MSD ChemStation E.01.00, NIST 05a MS S 75U 2.0d 5%

GC =M%

EIN DB-5MS 30 m X 0.25 mm X 0.25 ym (SBRES: 122-5532)

AARE: 290 °C

FAAE—R: ATUw RUR/ATUw s (1:20)

AAE 1pL

FrUT7HIRE: He (E5%&). 1.3 mL/min

F—Jv7093 L 75 °C (1 R34%45). 30 °C/min T 300 °C (2 FHRF)

Hao MR 105 7

NSVRT7S54VRE: 280 °C

MS 54 (SIM/ZF+ VE—K)

Fa—: F—bhFa1—-2

BOAE—R: El. SIM/AF+vVE—F

BRT A 3545

MS BE: 230 °C (1 Z~i&). 150 °C (TUEHR)

AF v VINS A=Y

A v VEH: 40 ~ 450 amu

YUTUIIAE—R: 2(AF v VEE &= 3.6 AFv /%

U=z v ME: 100

SIMINS X—%

FIL—71

J)L—7 ID: Auto_1

DR K

JOv b1 AF: 345.10

JIV—TADAF /72T BE FaI)L B2 JFaI)l E=E FaTI)b
188.00 25 330.10 25 34510 25

JI—72

JIL—7 ID: Auto_2

DR K

7 IU— T BRtREE R 6.76

JOv M AF: 327.20

IJI—TADA A /Fa1T)b: B FaI)L BEB= FaI)b B= FaI)b B= FaI)b
197.00 25 285.10 25 32720 25 342.20 25



LC/MS XY v RO

i 1200 SL RRLC. 6410 bU ZJUIUERR MS

VIhkozI7: MassHunter B.01.03

LC R{¥

N3 L ZORBAX Rx-Sil. 2.1 mm X 150 mm. 5 pm (SBEES 883700-901)

NI LBRE: 40°C

TEDHA: A=5mM BB 7 VEZD LIKAR
A=5mMEFB 7 VEZDLDT7 & b= MU ILBHK

e 0.4 mL/min

AAE: 10 pL

TAVISTAvD: 95% B

A Y TEA L 5549

Z—RILiFE: 50:50 7 b= MUJL/K. R— R5FE 10 128

MS %4

A Z ViR ESI

FR 4 WNITFaTEXRAT4T

XTSATHR: 2R

AF AT U—EBE: 4,000V

AT VIERE: 350 °C

SERRE: Q1 (A=wv M) Q3 (2A=v )

2F P VE—R: QIVFUF Y3 VEZSUTY (MRM)

TIAXU N TIAVIRNI=0~2D. XAT«TE—R. IY7RIVEBITHLT
TIAIKN2=2~5b55. RITATE—R. XT=ZVICWHLT

F)LE EMV: 600V

NILVFUFPI2YavEZHIUVYT (MRM) DINSX—5%ZR 1 I[TRLET,

K. YFPRIEEASZYD MRMINSX—F

FaIl

BRI [4=¢7] JUush—9 TJOFIbF (ms)
1.45 U7 XIVEE 128 42 200
128 85 200
4.92 XSV 127 85 200
127 68 200
AREER

GC/MS @ SIM E—RTDEZFVUVITALF U DER

BIRA Y E=%1) ¥ 7 (SIM) &, M TR EEHH
HomEozdic X {fHHsShET, SIM £— FTid,
BT ADORIGAEMRER T L)V T a I A A
(RT) #HIPFHRDOERGALEWMD 2 ~ 3 DA F VBT % E
=Z) T LET, 2~ 3 DREAF VT EE=S)
YUFBHIET, YZFIVAF Y (S/N) KR L
LET., 207720, BRSO RERL 20D,
SIM E—FTE=F ) V7454 F VORERYIEWHICE

ISTA BRIV
vI— (V)  F—(V)
100 30

100 5

100 20

100 35

YT, #E, SIM IZIERDHEDE N 2 ~ 3 DA F
VEBERL, HRILEMoOREERRICHE EFET,
LHL. X M) A0 TFHBPKRECEE, M
B Th, OB AL+ V2 BIRL T 7S
DENER/NNT DUEPHVET, COTT)r—<v
ay/—bFTiE M 1ICAF U RIROBEZRLT L.
LV R A v EMEHTAZET, zux M T A
DT HIRKBEAF VLB 270 7505014
BN FET, SIM/AF Y 2T 5 &, HlERgt
EWDOT VAR PIVTOREE W) FETELE L BT, &
B ORKEE L HHMEOW T2 ERK TSI LA TEET,



Melamine-3TMS (SIM)

1 TIC: 070725005.D\datasim.ms
5500000 o

k! Cyanuric Acid-3TMS (SIM)
5000000
4500000;
4000000;
3500000;

3000000;

Abundance

2500000
2000000
1500000
1000000

500000;

4.00 4.50 5.00 5.50 6.00 6.50 7.00
Time

750 8.00 8.50 9.00 9.50 10.00

Melamine-3TMS (SIM)

3500000 ]  TIC:070727003.D\datasim.ms
3000000 -
2500000

2000000

Abundance

1 Cyanuric Acid-3TMS (SIM)
1500000

1000000

500000

LA M AJJA A A A

4.00 4.50 5.00 5.50 6.00 6.50 7.00
Time

750 8.00 8.50 9.00 9.50 10.00

1. SIME—RTEZIVVIEINDL TV DERDTZEZAINAILIERSARY FTI—RTRUE LI
a) R I\VIVADAF 2V ZER (V7 RIVBEM/2 73, 147, 171; XS5 =2:m/z 321, 330. 342, 345) &
b) ¥FHBNIEA F > 7Z{ER (V7 X)VBEm/z 188, 330, 345; XS5=>:m/z197. 285. 327),

IEEAS LTDASZY EVT7 RIVEEDRIFN

AT IVRYTINED XD /NS LS ok
ra< b7 5 750E, A IR E A F Vb AAA
ru< 2757 (IP-RPLC) % E O X ) = XL THE
BTE T, — IS, A F o0 ik 3 s i R i
AT A0V YAATL—A VI T2 — A
(ESDICHFTVELTWEEA RS, WA+~
NRT7RBEIIMETE DR EZRMTE F95 LC/MS
TOHWMZRMEHICIZELTVwEEA.

EHIC. MUGHCTREEREM T OA & v _7 58N
T, IS OLEWITE LT, AKRIAM 2 o
RNTT T4 —RBUKEMEEH 70 N T T 4 —
(HILIC) & LTSN TwET [2]0 ZDE— FOLHEE
. A IR O R B A & R AL B LTI RE S
A7 20 ] 52 AL R A B C o R B S AL A o 4l
ELTEREINTE T, O b 757 1 — 3, [
EMTOMENGALEWOWAHE L TVET, ZDE
— N, KIEREEMFRICHR S BEORD Y I25
MAESIZRILET, SNHOLMEDOT, Rx-Sil 715 4
TENZEN 145 55k 492 5D) 57 a4 LT,
VT RANBERAT I VO E D) ELRIFTEE T,



ETFEIBV RNV IRANDASZVEV T RIVEDEE
b L)

BHSHTe 77 22l LT 7T XVBHORA + &~
E—FEATIVHOEAFTVOE—FEWYHEZTL
7oo HEEET 3 MOMY K LIEAZITH) T LT, KL
LOMBEOEBEEZRAL T L. A9 3I Y ORERY
M2 ISR LET. SMEOBERMHIZ, 25T
50 pg/mL ~ 50 ng/mL T3, XTIV LT T ANED
BMHTRZX 3 IIRLET,

S/N It (E—7Zto¥—2) 1, 50 pg/mL A J I »IZxf
LT 12.7. 1ng/mL ¥ 7 X VERIZK LT 12.8 T, X
v N T—F, NETVFY, a—vI—)b, k¥ Ny
et L, MAo8beWmz o LE Lz, dinL
ToNETNT v TVOBE- 4 W RLET, T b
= MYV EKDOEBEE (50:50) 25, SFEFSFhR MY S
AL DRATGTIVEYTINVBEOMBIZRD AN TT,
F o7 V%E 10 uL EATHHE, i E 72 =Y
VT 5% T OKRGEICHERT 2LER DY 5. €9
Lawek, E=IPEARATET, HDHWIF, FARE
1uL IC S5 EMICEAZ LR TIENTEET,

45 B Melamine - 7 Levels, 7 Levels Used, 7 Points, 7 Points Used, 0 QCs
4 y=28536.5132 " x
N R"2=10.99984155
3.5
2 %]
X 95 Melamine
2 i
: o
2 il
5]
e 154
‘I -
0.5
0 -

Linear R2=0.9998

T T T T T T T T T T T T T T T T T T T T T T T T T
-4 -2 0 2 4 6 8 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50 52 54
Concentration (ng/mL)




+TICMRM (**=**) M&C 50ppt Water+Water+ACN0.4m|0018.d
x 101 Noise (PeakToPeak) =5.00; SNR (4.930min) = 12.7

71
6.5
6,
5.5
5,
4.5
44
3.5+
3,
2.5+
2,
1.5
‘I -
0.5

1

1.474

4.930

Melamine 50 ppt S/N =12.7 (pk-pk)
50 ppt x 10 uyL = 0.5 pg on column

Noise

1

T T T T T T T T T T T T T T T
02 04 06 08 1.2 14 16 18 2

T T T T T T T T T T T T T T
22 24 26 28 3 32 34
Counts vs. acquisition time (min)

4

T L B B B B
36 3.8 42 44 46 48

+TICMRM (**>**) M&C 1ppb Water+Water+ACN0.4ml0016.d

x 102 %\Ioise (PeakToPeak) =6.00; SNR (4.931min) =121.8

74
6.5+
64
554
5
4.5+
44
3.5+
3,
2.5+
24
1.5
14
0.5+

Noise

4.931

12

Cyanuric acid 1ppb S/N = 12.8 (pk-pk)
1 pptx 10 uL =10 pg on column

T T T T T T T T T T T T T T T T T T T T
02 04 06 038 1.2 14 16 18 2

T T T T T T T T T T T T T T T T
22 24 26 28 3 32 34 36 38
Counts vs. acquisition time (min)

4

T T T T T T T
42 44 46 48 5

L
52 54

3. XSEVEVYTRIVEDRLTIR

x 104
2.2
2|

1.8 4

1.6

1.4

1.2+

14

0.8

0.6 -

0.4+

0.2

1
+TIC MRM (** = **) M&C 50ppb Spike Gluten.d

Cyanuric acid R.T. = 1.45 min

1.45

Melamine R.T. = 4.92 min

1

e e T T T T T T T
0.2 04 06 038 1.2 14 16 18 2

T T T T T T T T T T T
22 24 26 28 3 32 34 3
Counts vs. acquisition time (min)

6 38 4

T T T
42 44 46 438

5

I
52 b

4

4. ZANALOULIINET T IO I ITVOEIFIaVEZIVYIo/O0YMIS A




¥asm

o7 TV r—var ) —rTiE. GC/MS T
LC/MS/MS AV v FIZL bRy 77— FE&ZDFEHH
DAFIVEITINVBOGHHIEZRLE L7, GC/MS
TSIM €= FEHWZRY F7—=FHDOASIVEYT
INVBDORAT ) —= v T &N LE L7, FEFITK
BB TFRAZER SR, SIM/AF ¥ Y E—FTH
FRPHRIIZOAYy FEFHTEET, 512,
LC/MS/MS * V> FTld. ¥ ¥ 7 ViY ¥ 7V
ERBMM GOV TRLE Lz 2DRX Y Y FIZK
JELGBIMEDTE S, Ry b7 = FEBEER RO X T 3
YEVTANVEBOMRL EROWMGIZIIH VS I ENTE
9, M TFRIZAS I 2T 50 pg/mL., ¥ 7 X VEET
1 ng/mL T, BRI OMELEWITDOWT
LI TEE T,

SE N

1. GC-MS Screen for the Presence of Melamine,
Ammeline, Ammelide and Cyanuric Acid,
Version 2, May 7, 2007.

http://www.fda.gov/cvim/MelaminePresence.htm

2. K. I. Petrus Hemstrom, “Hydrophilic interaction
chromatography.” Journal of Separation
Science 2006, 29, (12), 1784-1821.
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