E)SHIMADZU
QuECHhERS A e NS 30 NMRAZRE W

SGL-LC/MS-042
WE: ARWFE T NS 30 MERRZREMINGE T7E. I CREZI0) 2020 FERUE T 2341 5 1.
% 4.2 POdE AL (QUECKERS 72 #RAEP IR, SR &) SHIMSEN QuEChERS /™ i NS4 i it
17#+k, SHIMSEN Ankylo C18-NC a4t 773 55, i sh BT LCMS-8050 il 73 #r . XJ 25 A S
PRIE CENIMAREE DU Tt 0.05 mg/kg), %M IR ATALIRAVEALEL G EAL, ~FAT 3 40 Af k5 52 U R Al
RSD, ZiHE/R, MFREEA 36.21%-110.89%, RSD A 0.73%-12.68%, IR E, EIMEL . % 7EN
NS 30 MEERIAR 2R YN g IR 2%

4Ei7: SHIMSEN QUEChERS ZEf#% A% LCMSMS

1. SEIERSY
1.1 SEEAES B FEH
{X2SMCE : Shimadzu LC-30A 5 LCMS-8050 Bk &%
{63 4. SHIMSEN Ankylo C18-NC, 100X2.1 mm, 2.6 pum (P/N: 380-01204-94);
SHIMSEN QuEChERS #EE i H: TE/KMIREE S LK LRENE S8 K (4: 1) 759 (P/N: 380-00151) ;
SHIMSEN QuEChERS {#{b % : & JC/KiiEZ8: 900 mg, PSA 300 mg, C18 300 mg, fEfi 300 mg, GCB
90 mg (P/N: 380-00134)
SHIMSEN Arc Disc HPTFE 4+:0idE#% (P/N: 380-00341-05) ;
LC/MS AEFE i LabTotal Vial (P/N: 227-34001-01) ;
SHIMSEN Pipet #i#: SHIMSEN Pipet PMII-10 (P/N: 380-00751-02) ;
SHIMSEN Pipet PMII-100 (P/N: 380-00751-04) ;

SHIMSEN Pipet PM11-1000 (P/N: 380-00751-06) -
1.2 oy #rokt
UHPLC %%
64 SHIMSEN Ankylo C18-NC, 100X2.1 mm, 2.6 um (P/N: 380-01204-94)
W 3#: 0.3mL/min
HEFEE: 1l
¥ OE: 40 C
WA A: 0.1 %HRI/KIEW (% 5 mmol/L HI&H:)
B: ZHE5-0.1%FERAER (7 5 mmol/lL HERE:) (955, viv)
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B B FE P
FJ 1] (Min) 0 1 12 14 14.1 17
A (%) 70 70 0 70
B (%) 30 30 100 100 30
JR %A
B ESI, IEE A FRIE L 2 RN IET(MRM)
MiES: ER IR T2 10 L/min
FHA: B 3 L/min TS &S 10 L/min
BEOREE:  300°C DL J#&/E: 150 C
INAREEIRRE: 400 C K gs s 4.0 kV/L5 kV
BALEY) MRM ST %
No. 44 WIE 7% QlPre (V) CE  Q3Pre (V)
. 142.05>94.00 -15.0 -15.0 -18.0
1 FH R
142.05>125.05 -10.0 -17.0 -20.0
N . 207.10>89.00 -15.0 -16.0 -28.0
2 1o K JEIE AR
207.10>132.00 -15.0 9.0 -13.0
196.90>46.10 -10.0 221.0 -17.0
3 & UK 196.90>117.05 -15.0 -28.0 -23.0
196.90>152.00 -14.0 -19.0 -24.0
i . 240.10>86.00 -18.0 21.0 -15.0
4 o6 KB
240.10>223.00 -18.0 9.0 -10.0
o 224.10>193.10 -16.0 -10.0 -20.0
5 I
224.10>127.00 -17.0 -17.0 -22.0
238.10>163.10 -18.0 -16.0 -30.0
6 - ETHE,  238.10>181.10 -18.0 -12.0 -30.0
238.10>220.20 -19.0 -8.0 -10.0
256.00>140.10 -19.0 -23.0 -25.0
7 e N
256.00>168.10 -19.0 -16.0 -17.0
. 208.00>115.90 -10.0 9.0 -11.0
8 o6 K
208.00>88.90 -10.0 -16.0 -16.0
N 300.20>174.15 -16.0 -13.0 -30.0
9 Ttk iz
300.20>127.00 -16.0 -25.0 21.0
382.30>167.20 -11.0 -18.0 -16.0
10 FH fith [
382.20>199.00 -15.0 -22.0 -19.0
222.10>123.10 -16.0 221.0 -12.0
11 EAE]
222.10>165.10 -16.0 -13.0 -30.0
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320.10>233.00
320.10>291.95
320.10>171.3
336.30>265.90
336.30>188.10
358.00>141.20
358.00>167.10
411.30>196.00
411.30>168.10
277.00>97.00
277.00>199.05
277.00>170.90
277.00>142.90
293.00>247.00
293.00>114.90
293.00>171.05
291.00>121.10
291.00>231.00
312.10>235.80
312.10>270.60
259.00>88.95
259.00>61.15
305.00>186.90
305.00>96.95
321.10>96.90
321.30>170.95
314.00>162.10
314.00>120.00
243.20>97.00
243.20>130.90
304.10>217.00
304.10>202.05
304.10>234.10
323.00>115.05
323.00>171.15
323.00>96.95
332.05>272.90
332.05>231.00
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-12.0
-22.0
-13.0
-17.0
-10.0
-27.0
-13.0
-12.0
-16.0
-20.0
-11.0
-10.0
-21.0
-13.0
-11.0
-10.0
-22.0
-22.0
-17.0
-12.0
-20.0
-10.0
-22.0
-22.0
-12.0
-11.0
-24.0
-22.0

-13.0
-10.0

-22.0
-22.0
-11.0
-24.0
-24.0
-12.0
-24.0
-26.0

-26.0
-17.0
-40.0
-21.0
-28.0
-20.0
-19.0
-18.0
-30.0
-34.0
-10.0
-14.0
-21.0
-7.0
-23.0
-11.0
-32.0
-15.0
-17.0
-9.0
-12.0
-36.0
-12.0
-43.0
-41.0
-12.0
-18.0
-26.0

-35.0
-20.0

-24.0
-36.0
-18.0
-28.0
-15.0
-40.0
-8.0
-14.0

-15.0
-29.0
-30.0
-17.0
-18.0
-28.0
-16.0
-20.0
-16.0
-17.0
-13.0
-16.0
-27.0
-23.0
-10.0
-15.0
-21.0
-15.0
-16.0
-27.0
-16.0
-21.0
-19.0
-17.0
-17.0
-30.0
-30.0
-22.0

-16.0
-25.0

-21.0
-21.0
-15.0
-23.0
-29.0
-19.0
-12.0
-23.0
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363.20>306.80 -15.0 -19.0 -20.0
27 i 7 Tl
363.00>226.90 -14.0 -26.0 22.0
247.20>108.80 -19.0 21.0 -18.0
28 i A T
247.20>137.10 -10.0 -12.0 23.0
261.25>75.10 -11.0 -12.0 28.0
29 e fi
T 261.25>47.10 -12.0 -37.0 -14.0
271.10>159.00 -10.0 -14.0 -15.0
30 Tt 2k 1o 271.10>97.00 -20.0 -37.0 -17.0
271.10>131.00 -10.0 -24.0 -13.0

R T U B AR YA,

1.3 AR &
AR SRR G =508 39, MM, BH50mL BROMEESOEF, M 1%IKEERA
W 15 mL, JRFEMEZA 78R, TRE 30 A, REEIA LM 15mL, RIERA, BEIRG A LRIZ
W (500 K158) 5 %k, IIANT/KBREREE S TOK CRMINIRE M AR (4: 1 759, EIEE, HE
W% LRIZIRY (500 Wki4r) 3 43%h, FUkKisAH 10 o8k, 5.0 (BEor%h 4000 #5) 5 /3%l HX
EiER 9OmL, B LR B R 2 BUE AR ZE B R (JE /KB EREE 900 mg, PSA 300 mg, C18
300mg, ftfiz 300mg, GCBOOmMg) i, JRIEMI A /MRA], B0 (&:4rEh 4000 £ 5 405h, HEEILIL
EiER 5 mL, BEWA LT 40C/KIIRGEEL 0.4 mL, TN KERBEE 1.0 mL, KA 0.30 mL

PRVEWR (BERR —2KFR: 0.1 pg/mL), ¥RA), JEi, BIfS. Btalmhid il & misEb L T 1.

| BEHRBFRR R GEI=50) 3¢, WEHE, EsomEEZMAESLET |

| MA15 mL1% KRS BRI |
| mietezin o, MEI0AH
| & MAZ 15 mL |
|imems, mzmsss e
| ATk TR 5 Ek Z R A |
LR, BpREI A, UGS H0A4, B
| il mL, BHUCHA PR R IS (L |
| et orins, g
[ L i s m |
| mmwci - FaoCmika 0.4 mL
[NZBEHBEELOmL, FEFINA0.30 mLARRE, 185, i, B |

B 1 At 5 AR

2. R EHE
2.1 IBAFRHES AR AR
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0.5+

0.0

|

0.

ML

—
4.0

MA/M

30 MAE AR Z5IR A AR A IR TIC (i (DA IR T 50 ng/mL)

22 NS 30 AN BERIR R E YK LC-MS/MS Kl FRhnis] 4 51
B ANS AR T ARG GAINHRE LR 8T : 0.05 mg/kg), %08 IR ATALEE 54020 5 _EAL, F
17 3 B FEaL B IS RSD, 455K BoR, AR 36.21%-110.89%, RSD 79 0.73%-12.68%, |7l
WK m, HBLELT.

—
100

— T
11.0 12.0 13.0 min

F5 Hir4 SEEIERER (%) RSD(%) BINREE (mglkg)
1 FH 78.84 0.73 0.05
2 F B 7378 275 0.05
3 P B 85.76 485 0.05
4 i 5937 587 0.05
5 N 92.17 1.65 0.03
6 s K BN, 95.81 4.44 0.05
7 3-FEFE T 96.43 2.83 0.05
8 e e 64.91 568 0.05
9 L 96.05 1.23 0.03
10 LT LA 91.33 2.45 0.02
11 % 99.42 1.03 0.05
12 K 93.84 390 0.05
13 A UK 36.21 5.37 0.02
14 TRLTEN 110.89 511 0.02
15 UARR 97.39 2.14 0.05
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16 F - SV B,
17 Py IR T

18 SRR RIRO
19 HREBEIA

20 7K J i
21 R
22 KA
23 5T R RN
24 ElLR
25 T 2 1o
26 i B

27 FF 3 SO0t
28 b o A A
29 VA MR

30 FH P

100.08

94.48

100.27

88.96

101.45

92.25

90.01

103.03

94.44

89.25

58.69

96.23

83.18

86.06

107.08

2.96

3.17

1.27

2.60

1.10

1.82

3.17

1.94

2.33

3.37

8.97

2.82

4.37

4.52

12.68

0.02

0.02

0.02

0.02

0.05

0.02

0.02

0.02

0.01

0.02

0.05

0.02

0.02

0.02

0.02

3. &t

AW TN T NS 30 NMERRZFREVIIINE 7772 . S8 EZ50) 2020 4 R0EN 2341 55 H
% 4.2 PUEFE S ALPEE (QUECHhERS VE) ##1FBER, RHA] &K SHIMSEN QUEChERS 77 i b NS i
471546, SHIMSEN Ankylo C18-NC il f: 34770 &, Byt A BER 1 LCMS-8050 Kl 73 Ao X 7% A
aIObR e CANINIRBE DL BZBE T 0.05 mg/kg), 1%M8 HIRFTALEE 5y b 35 B, “PAT 3 A i 5 %2 ml
R A RSD, 450G, MAREICE N 36.21%-110.89%, RSD A 0.73%-12.68%, [HIUZwE, HEHMEL

ZIEANS T 30 NMERAR LR EYINE RS
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