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F Agilent 7890A-5975C GC/MS #01200SL-6410 =E 5
NRFRERBEARSE, SHEVRREEXREPH=REE
FIFRER. GC/MS HERATERN=FERIRITEMNLE,
BZHERFIHE. LUEHA 10 pg/g. LC/MS/MS FiER
FERW, AGHE 5 mM BESBNKAZEARSE, EE
HERE (Rx-Sil) E#TRIRNSHERE. 2EHMEEY
XA 5 o8, =REMEEZEMTEEM 50 pg/mL F 50 ng/mL,
EUFREEM 1 ng/mL E1 100 ng/mL. F LC/MS/MS FiESH
TEARRERPHERLEY.
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% [E FDA K& A T —FhH GC/MS TR ix At &4y
Fi[1]e XFT5H: GC/MS Th A fESERERT H = A ik
e (TMS) EATRTAE, HASMIPRA 10 ng/g. HBARX
& —Fpii A gy vk, (AR LAFI FH Agilent 5975 (1)
SIM/ A Hf BhRE AT FIE & . 5 GC/MS k4l
bb, ASCHRSAY LC/MS/MS A TEAT ML, @&
LTRSS ACE BT, LEFEfE R — e k. Bk,
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RIS AR . IR AR 10 4080, F
5000 rpm FE# T ELL 10 08, SRJEH 0.45 ym 2
JENEEIE . B 200 L SR EUHE 3 E shidb ke 2 AR L
b T A, FEGRE AT T 70 °C FHAFRNIET .

] EAETFIA RIS B A 200 uL EREF 200 uL
N,O- (=W HEREREHE) =M CHENE(BSTFA) . {EAY
WE A, FAE 70 °C Timif 45 778, LC/MS/MS

FEamA g, BU5 g MRS B VL IR TE TR A
BL0.5 g FEdh, SIMA 20 mL ZJiE/7k (50: 50),
e A . BHATGE LR 30 4%, 285 0.20 pm
PTFE {4t 984 (AR5 5185-5843) it
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GC/MS Fi%

E-2 7890A GC/5975C MSD

B MSD #Z T {3 E.01.00, # NIST 05a MS i 2.0d

GC &f¥

=hyed DB-5MS 30 m x 0.25 mm x 0.25 pm (845 122-5532)

HHEOBE: 290 °C

HEAR: AR (1:20)

BEREEER: 1L

BERE: He (f§%) 1.3 mL/min

HiBEF: 75 °C (B4 1 28) L 30 °C /9 $HMEEFZ 300 °C (R4 2 249)

B AR A 10.5 24

ERELRE: 280 °C

MS & (SIM/ A=)

P BIEE

REEK: El; SIM/ 2133

AFIEIR: 3.5 45h

MS iBE: 230 °C (BFIR); 150 °C (H4RH)

EEE o

HEEE: 40-450 amu

RERE: 2 (PRHEEA 24 3.6 KiH/7)

B{E: 100

SIM 24
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Plot 1 BF: 345.10

HANBT/HE: g 324 & 324 & 324
188.00 25 33010 25 34510 25
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HEIRATE: 6.76

Plot 1 BF: 327.20

ANBF/EE: RE 324 RE 324 RE 324 RE 324
197.00 25 28510 25 32720 25 34220 25
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ZEEM-3TMS (SIM)

1 TIC: 070725005.D\datasim.ms
5500000§ SRB-3TMS (SIM)
5000000 -
4500000
4000000
3500000

3000000 é

Abundance

2500000 é
2000000 é
1500000 é

1000000 é

500000 é

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

=BEM%-3TMS (SIM)

35[]0[]0[)—: TIC: 070727003.D\datasim.ms
3000000 -
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2000000
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1 SERER-3TMS (SIM)
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1. &FsIMEXEUEFHERSPRNMUTHEN: o) RARSTEESTF (FREK: m/z273,147,171 ; =ZRB&RE:
m/z 327,330, 342, 345) #b)RAEETF (SREE: m/z188,330,345; =B&EM: m/z197, 285, 327, 342)
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@i (IP-RPLC). —Mkid, B Pk AR RiE
AU L (EST) R A H (8 FH A v 3 -9 B 2%
ohil, [AIRE, 1% %R A B AR AT AR 2
R, B ARREAS LC/MS HHEBH ., b,
— FRERFN—FPRSAE [F]— ko Hr v O 8 7 4 B L b A%
ST,

XFFE A T 4 B G A B K IEAH AT, B
FREEKA EAE @i (HILIC) [2]. XFhsr giiE
Sy, AR AT AERR R 55 AR M S sh AR R k24 [ A
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FRERP=RERNTREH TR

FABT[R] 9 BE AR P b AT U4, 40 A R FR IS FH A A=
SriT =R EURE FHEAE, SRR R IR 3 k552
Tk gt . = REURFEUR BRI E th 2 WA 2,
g E, =R &K 50 pg/mL F|
50 ng/mL, BUREZH 1 ng/mL %] 100 ng/mL, =%
FANEUR RIS MIBRZNE 3 BioR. 50 pg/mL =%
FUEIESLE (Lbldg) 5 12.7, 1 ng/mL FURELH)
fELE A 12.8,
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Melamine - 7 Levels, 7 Levels Used, 7 Points, 7 Points Used, 0 QCs
y=8536.5132 " x
R*2=10.99984155

Responses x 10°
ol - ol N o w (3] S
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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
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)

y=-2.6105"x"2 +837.6448 " x +1071.6042
R"2=10.99972635
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55 | Cyanuric Acid - 6 Levels, 6 Levels Used, 6 Points, 6 Points Used, 0 QCs

Quadratic RZ=0.9997

T T T
-5 0 5 10 15 20 25 30 35 40 45 50

Concentration (ng/mL)

T T T T T
60 65 70 75 80 85 90 95 100 105
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x 101
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6.5
6,
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5,
45+
4
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2.5
2,
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+TICMRM (** = **) M&C 50ppt Water+Water+ACN0.4ml0018.d

Noise (PeakToPeak) =5.00; SNR (4.930min) =12.7
1

1.474

1

4.930

=BE&E B 50 ppt S/N = 12.7 (pk-pk)
50 ppt x 10 L= 0.5 pg # L

1

T T T T T T T T T T T T T T
02 04 06 038 1.2 14 16 1.8

2

LI S B
22 24 26

T T T T T T T T T T T
28 3 32 34 36 38
Counts vs. acquisition time (min)
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T T T T T T T T T T T T T 1T
42 44 46 48 5 52 54
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+TIC MRM (** = **) M&C 1ppb Water+Water+ACN0.4ml0016.d

l1\loise (PeakToPeak) = 6.00; SNR (4.931min) = 121.8

12

4.931

FREER 1 ppt S/N = 12.8 (pk-pk)
1pptx 10 pL =10 pg HLE
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AR FHFE, GC/MS 8¢ LC/MS/MS J5ikL6EM8 H T4
Hr e £ 5 B HL T gl b 1) = RS FEURER . (£
RIS T SE IR, H GC/MS T3 SIM B T5 2 78
AR S = REIEMEURER, B2, WREAE
FARMRAIAE MK, H SIM/SCAN AL AT DABE &
wmXEM, B, RGERRT —F LC/MS/MS 7
%, RHBAMEESIEBCE S, S/KEMY B, %5
PR REEARERE, T e &5 AR R
B =R EMAEURBRI e e &, RN
MR 50 pg/mL, &RMRA 1 ng/mL, " L)
YRR P X SR R A .

SE 3

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 Hemstrém, “Hydrophilic interaction
chromatography.” Journal of Separation
Science 2006, 29, (12), 1784-1821.
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