G SHIMADZU
X8 7 v 4, 2 A

SGLC-LC/MS-020

PE: A7 SRS T RGP G AU R AR CRURUREBR, G RS aR e SR R E 1. SR A
By InertSep HLB 7= & % 38 B AF S i2E 4719 4k, Shim-pack GIST C18 £ 3 Fidh 4743 B8, B B AS I 4347 -
X7 EAFE 5.0 pg/kg A 20.0 pg/kg WEEMFRE, %8 EIRATALIET 4035 EAL, SPAT 3 O FF 22 HUk
A RSD, AiREIR, 20.0 pg/kg PR FERIMAREIZEA 98.36%-106.42%, RSD ¥ 0.78%-3.41%; 5.0
ug/kg AR E AR ER A 100.41%-109.087%, RSD A 0.55%-3.51%. %7 iEHe e, B,
FINELF o 127708 TR RS YD UEPERE S P s AU . SRRSO SR RS AR L e RS ) RIS E
K41 : InertSep HLB M98 HAUif LC-MSMS

1. SEEERsY

1.1 SERAYER RFEMF
U ASBCE : Shimadzu LC-30A 5 LCMS-8050 BEF &4
i FE: Shim-pack GIST C18, 50X2.1 mm, 2 pum (P/N: 227-30001-02);
[ FHAHC/ M. InertSep HLB - 60 mg/3 mL (P/N: 5010-81973) ;
SHIMSEN Arc Disc HPTFE #txUid siE 4% (P/N: 380-00341-05) ;
LC/MS AIEFE i LabTotal Vial (P/N: 227-34001-01) ;
SHIMSEN Pipet ##ikt: SHIMSEN Pipet PMII-10 (P/N: 380-00751-02) ;

SHIMSEN Pipet PMI1-100 (P/N: 380-00751-04) ;

SHIMSEN Pipet PMII-1000 (P/N: 380-00751-06) -
12 SHrdkiE
UHPLC %1

o344 : Shim-pack GIST C18, 50X2.1 mm, 2pum (P/N: 227-30001-02)

W J#: 0.4 mL/min

HFEE: 0.2l
M iR: 40 C
WA A: 1 mM LR B: HIiE
1o FEE R B 2P U T
i) (1] 0 1.5 2.5 2.51 4
(Min)
A (%) 25 5 5 25 25
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G SHIMADZU

B (%) 75 95 95 75 75
Jo s S A
BB ESI, T AR 2 &I (MRM)
MbFE < I &< 10 L/min
AR B 3 L/min FHA: AR 10 L/min
BORE: 300C DL ##)%: 250 C

InFAFEHREE: 400 C

ZAL AW MRM S50 F 3%
B
5 B AR HERT | AT QlPreBias | CE | Q3PreBias
(m/z) (m/z)
386.9 351.0 19 16 17
1 U
I 386.9 282.0 19 3] 19
4348 329.9 21 17 16
2 S
S 4348 249.9 21 28 17
418.9 383.0 21 14 18
3 S B
LR T 418.9 261.8 21 28 17
450.9 282.0 22 27 13
4 T RS AN
R0 450.9 415.0 2 17 20

1.3 FER AT
1.3.1 % SR E

FREUEESD 2.09, 0 2mL 7K, WWiEiRS], N 5mL A0, imigiRs], n2g &4es, FahkHE 1 min, 8000
rpm 2.0 2 min, U AmL _E3ER, 0 10 mL KIBAIFRR L. RARRIL R E 1.

| 2.0 ghf 150 mL 5 Lo |

!

¢ RIETR S
NS mLZJiE
IMIETR S

A2 gt

JF I 1 min, 8000 rpmi£:2 min
| B amL i, 1o mUkiRST, HidL |
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A1 AR
1.3.2 BEmEL

InertSep HLB 60 mg/3 mL
3mL HEE, 3mL KiGE, FEEMHT MR bR, FR R 2mL K. 2 mL 5% H K GE,
FEFRH WA TME Smin: 2mL ZBEBRL, R KB ZRE A E 2mL, RiE
R, I 0.22 pm FALIERE, #t LC-MS/MS 73#r.  AREILE 2.

|

WAL AT 3 mLEEE, 3 mLK
lﬁfmmm
LA Rl R

l#xmmm
Wdk: 2mL7K. 2 mL5%FEK
l FEEPH,  WRE RTINS min
Pelbt: 2 mLZJfE
lwmmmﬁ
HRR: Ve 2 e %2 mL, iRigiRs), 130.22
uMBAFLIERR, HELC-MS/MS 43T
1 PR LR A

2. R EHE
2.1 FRAESE MRM i E

(X40,000)
:5FfB 386.90>351.00(-) CE: 16.0(0.50)
& HBE 434.80>329.90(-) CE: 17.0

S RESREE 418.90>383.00(-) CE: 1410
:SEHRAEAN 450.90>282.00(-) CE: 27.

;

1.00 +

BN

0.75

0.50

0.25

B B e e B B By B e T A
0.00 0.25 0.50 0.75 100 125 150 175 200 225 250 275 3.00 325 350 3.75 min

4 ANFRUE ST MRM 5358 (1pg/L)
2.2 WEPFRRERIEALEYE LC-MS/MS HFR i [H i 4 5
2 AR EEAT 20.0 pg/kg 5.0 pg/kg WREEINAR G, 4208 Db aT b v A # S EAL, SPAT 3 I kE

N

2
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G SHIMADZU

i 5 22 AR A RSD, HARZE J4n R : 20.0 pg/kg MIARAR BRI IIAR EICR Y 98.36%-106.42%, RSD 24 0.78%-
3.41%; 5.0 pg/kg MARIREE IR [EISEA 100.41%-109.087%, RSD A 0.55%-3.51%.

o EfcE (FIAKFE: 5 ug/kg) B FAKFE: 20 ug/ke)d
REE | BEE | RAERE | ARER | KPR | REE | REERE | REUER
100.41 | 102.82 105.89 94.80 102.29 | 102.77 100.73 100.12
IR (%) 102.86 | 103.00 101.69 104.03 104.13 | 103.24 99.81 106.42
101.28 | 101.95 109.08 102.78 97.45 | 101.68 98.36 98.72
Rl
(%) 101.52 | 102.59 105.55 100.54 | 101.29 | 102.56 99.63 101.75
RSD(%) 1.22 0.55 3.51 4.98 3.41 0.78 1.20 4.03
3. &%

AT RN TS PR AU KA CRURIBI. ORISR, SO RRHE . KRS
(1) InertSep HLB 77 il 8 FE i k47 154k,  Shim-pack GIST C18 (ol hlidbaT /0 B, 5 BRIEAS I 207
X ERE 5.0 pg/kg A 20.0 pg/kg WREEIIFRE, %I FRATALER R EE G EAL, AT 3 MR 5 mk
A RSD, SiREIR, 20.0 pgkg MFRKFERIIIFREILE A 98.36%-106.42%, RSD N 0.78%-3.41%; 5.0
ng/kg AR AR BICR A 100.41%-109.087%, RSD A 0.55%-3.51%. %5 i EefE 8, [,
HIELF . ZIONEE TGRS YIRS AU SRR TR RS R L R R G P R E
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