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b= MUV 200 uL ZR|FL, 74 VT —SHBEEITV
WAL L7z,

2. BIESREF
WINZ O %E L) MBI 24T B2, X%
CDEMEHLIILEDTELNNMGTEOMFANLETDH

it

5. Fl, WKGET—FOWMMELTH) T Ll bz0, H
IS U7 LBS L BEIC e B. F 2 CTARETIX, Iy
DOBEFMB L O LCMS MESRT 2 ME Lz, B3I vy
FZ R &G0, ALEWOSBESHTIIZHHR S 5
LB L OHILIC £E— FOWME— FTOME 21772, %
o, AT CIEOEEL 2T _RTOMBE—2 225591
BREL. FLT, MY L72FHEZMHWT, PCAICKY
FEEBNCFETC X 2 M %217 o 72, DV OZ205M4% R
¥

el

UPLC : Waters ACQUITYTM Ultra
Performance LC

TOF-MS : Waters LCT PremierTM XE

Ty 7 b : MarkerLynx XS, SIMCA

LC 4t

Column TSKgel ODS-100Z (2.0 x

150 mm, 3 um) (Y —#A&
1) AR T A
TSKgel Amide-80 (2.0 x
150 mm, 2 um) RV —#HAx
#1) HILIC E— F

Column Temperature
Flow Rate
Mobile Phase

Injection volume
Gradient

MS et

Ton mode
Analyzer
Capillary voltage

Desolvation temperature

Source temperature
Cone gas flow
Desolvation gas flow

1 40T

: 0.2 mL/min

c A 01% FERAKETE, B: 0.1%
FR7E = MY IVIFTR

:10 ul

TSKgel ODS-100Z: B=2-2-98-
98-2-2% (0-5-30-40-40.1-50 min)
TSKgel Amide-80: B=95-95-10-
10-95-95% (0-5-30-40-40.1-50
min)

: Electrospray positive
: W mode

10V

:350C

:120C

:50 L/hr

: 650 L/hr
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MS Range : m/z 100-1000

JEHT S 1

Mass tolerance :0.1 Da

Apex track peak parameters
: Peak width at 5% height
(seconds) = 10 / Peak-to-peak
baseline noise=50

Apply smoothing : Yes.

: Intensity threshold (counts)

= 100 / Mass window = 0.05 /

Retention time window = 0.3

Collection Parameters

Noise elimination level : 10

Deisotope data : Yes.

Maximum elemental composition
: C=500, H=1000, N=200,
0=200, S=10, P=10, and CI=10
(mass tolerance: 50 mDa)
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HIZ 0.1% FEEKBHB L 0°0.1% FHET7 X ~ = MY VAR
v, RBICEZL 7 b aRA T L —A F LRI T4 T
(ESI- RV 74 7)E—FEFM L. ESL RV 74 7E—

1009 (Al
G T T T I_._ T T T T
10.00 20.00 30.00 40.00
B
100 [ ]
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K1 LCMSzZu~w k7 3Jabmimibhe—2 oka

[A] Column: Acquity UPLC BEH C18 column (1.7 um, 21 x 100
mm) ; Gradient mode: Type A; Flow rate: 0.2 mL/min; Detected
numbers: about 800

[B] Column: TSKgel Amide-80 column (3 um, 21 x 150 mm) ;
Gradient mode: Type B; Flow rate: 0.2 mL/min; Detected numbers:
about 1,200

[C] Column: Trial TSKgel Amide-80 column (3 um, 2.1 X 150
mm) ; Gradient mode: Type C; Flow rate: 0.4 mL/min; Detected
numbers: about 1,200

F (m/z 100-1000) TE %17\, PRFEREFE & LT 0545
H 5 40 s TR LA E Az F 1SRG E
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1 LCMSIZko TSNz — 27 Bl

HILIC (amide 80) ODS (ODS-1002) &Et
N |#&Hi% T SD |[HH# Fiy SD |[BRHHK
1] 1333 1140
2 | 1399 1139
Sample 1 1333.8  90.5 11445 6.5 |24783
3| 1397 1146
4 | 1206 1153
1| 1398 598
2 | 1496 584
Sample 2 1371.0 123.8 5815  12.6 |1952.5
3| 1390 569
4 | 1200 575
1| 1153 1104
2 | 1247 1112
Sample 3 11428 884 1116.8 11.5 |2259.6
3 | 1140 1131
4 | 1031 1120
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L 1:TOF MSES+ 80

100
100 ppm melamine 49163 E
40

600 7.00 8.00 9.007me I

100 .
10 ppm melamine s
. 766 491e3 3
L -0

Sample 1
+Melamine

Sample 2

+ Melamine

t[2]
o

vy 7.00 8.00 5.00"me E
1:TOFMSES+
491e3 88

Sample 2

T T T T
-300 -100 0 100 200
6.00 7.00 800 9.007Ime 1]

R2X[1]=0 689 R2X[2]=0.076 1
Ellipse:Hotelling's T2(95%) (n=3)

H2 LCMSIZEABINVZHDxT I iEREROF b
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Ellipse: Hotelling's T2 (95%) (N=3)
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Ellipse: Hotelling's T2 (95%)(n=3)

4 LC-MSIZ& 583 V7 b o885 0 il

BRBITH IV 7 CHILIRENIGH TE 2 2 MG L Ta
7z, EURIIBRN & BRI oI &, BRAFIREEIC X B AR
WEB % BN~ARTEPIHTE 50 4T>72. LCMS 12
T, OB I v 73R CERIIBRIN & BRI % HILIC E—
FBLOWHARSY T AOWGHEE— FTHiT L7z 72,
IR TOZLE LT, HHEFE L SRAREDEN
(-80, 10, 38C) TAi-72 (B5). wiihd, HHHH
BETHY, RTFEOGRAEZRT I EAERTE .

®
3
T—

@
3

Blank

IS
5
)
o
S
g2
a8
s
a
a
&

g
E - -
g . N ® \%011.10.06 :% o
= [ g o
40 4 2014.04.7} 8 20 e 1 @-80°C
o® fel \we
80 St 60
= 80

T T T T
-250 -150 -50 50 150
1.0256141]
R2X[1]=0.281R2X[2]=0.0401
Ellipse:Hotelling's T2(95%) (n=3)
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REX[1]= 0.229 R2X[2] = 0.0993

Ellipse: Hotelling's T2 (95%) (n=3)
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