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7 ENESEKTFRUBHETLIER. OKFER. %ag
EMZAREZZREEMNE S E— (GB 31656.11-2021

KEmPEER, OFR. EERNSARRAETEHNN
EY , BARAEERT (GB/T 22961-2008 jHIfK&. 8&H
IBR HRER £BF. BASEZREENNE REE
& - RIMENTE) B A —RIB®IE - BEKBIEEN
SEFENRNGE, EREMSREAERITHE, H
MUETHREH, BUT—HEERFOKRELIBENM,
BB B EARE KRB SPE-HPLC-MS/MS 7%, AIE&E,

—. HmiEE
ERMEM YOG, FEK™=XER2g FBHE 0.02
g) FFEBLES, MA 6 mLNa2EDTA-Mcllvaine &K
(pH=4%0.05) #12 mL EEERERAMR, RIEES 1 min,
A 10 min, 4°CTF L8000 B0 r/min By 5 min, B
EERFE—F2ELE, FRBEHEMAN 6 mL Na2EDTA-
Mcllvaine 7&& (pH=4710.05) & ERAREE RN X,
SHESIIREUK, A 10 mLIEC K, &€ 1 min, 8000
r/min B0 5 min, FIECKE, TEREE 10 mL &F21.

Na2EDTA-Mcllvaine 43K (0.1mol/L) : MEUTIRER
12.9g. BiERE 0 10.9g. ZRRINZER "% 37.2g, &8

MkEE[REARE, RS, AKBREE 1000mL, A 0.1 mol/
L HCI 5 0.1 mol/L NaOH &5 pH £ 4.0%0.05,
BRERSAAR (20.0g/L) : EXESERTR 20.0g, M/KAMBHBRE
Z£ 1000mLo

—. #¥&% (Copure®HLB, 60mg/3mL)

7&K & Copure®HLB BB ZE BN RA 5 mL BEZ, 5
mL K&K

L EERZEEREFIMN EREE R,

W fRRE 5 mL K, 5mL 5% FBEE - ACHRHEEEZE
B, #F.

BRI 5 mL BREAREEEERE, ESIIERR,
45°CTFRMEZE 100 pL £, MA 0.1% FRARERE 1
mL, IEXIERE, £l

=. ERiREdhEannHnE
BTEARERREEFR—FIRE, WEEBRE, TRMR
BHRDFMNEERR, BSEMERERE—RAW,
TR, BRALVARNKRED SRS ug/L. 10 pg/L.
50 pg/L. 100 pg/L. 200 pg/Lo

M, NEKH

Big&G

{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
igfE: Hypersil GOLD C18 (2.1 mm X100 mm, 1.9 um)
EntE: A K (0.1% FER)  B: HEEZ (0.1 % FER)
AT BERE, WERL  AWE: 0.3mb/min
38 30°C HES: 5uL
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SEERYTE (Copure® HLB)

BERMEY
® 1 BERRRER
Bia] /min A/% B/%
0.00 95 5
2.00 70 30
4.00 70 30
4.20 30 70
6.00 30 70
7.00 95 5
8.00 95 5
B &M

FEIEZEEE: 3500V

#SIES: 40arb WRES: 2arb

BFEHE: 380°C WSEE: 350°C

R2AD B FENERGTIEF 0K CAEEET)

BHTFIR: HESI

Fs B {REESE /min | BEF FBF
1 SFIFR 5.77 4452 321.0. 428.0%
2 IR s 4.00 4452 | 410.0%. 427.0
3 18% 4.10 4612 | 426.0%. 443.0
4 SBH 5.63 479.1 444.0*. 462.0

B, ERER
*® 3 BAMAROKR RIS

K& 13
g 10.0 pg/ | 50.0 pg/ 100.0 pg/ 10.0 pg/ 50.0 ug/ 100.0 pg/
= kg kg kg kg kg kg
y EMK RSD Bl RSD G RSD ¢ RSD B RSD B RSD
E (%) £ (0 £ () £ (%) £ (%) £ (%)
(%) n=3 (%) n=3| (%) n=3 (%) n=3 (%) n=3 (%) n=3

v}

e 73.7/3.91| 83.7 3.70| 88.9 1.65 76.1 3.97 885 3.21| 91.6 |1.42

}2
) 782 11.53 85.4 4.53 89.3 3.16 79.6 5.04 84.2 1.98 91.4 2.59

at
86.412.29| 94.5 2.47| 101 1.39 889 6.38 92.4 5.92| 103 |1.96

=8 753 3.15 84.3 4.49 90.1 2.94 79.3 2.04 89.8 1.92| 92.1 1.27

RE.000-500 -

‘‘‘‘‘‘‘‘

e A
2 TR 100.0 e /kg B SHITAZE 0SB T
iTHiES
®"e ik a%
COHLB360 Copure®HLB #{ttE, 60mg/3mL 50%/&
SDC-3000-D biocomma® Z & RIEESY 18 /%
BN24 BREACHRMIN 158/%
SF130-22-NL Esttodigss, B2 13mm, F42022um, AHE 100 4/ &
SC2-1  2mLBEERARS, BE PTFE/ AEERE, 9-425 100 /&
V2-AL 2 mLiBLUREESHE, HHE4 11.6"32 mm, 9-425 100 1/ &




rEE R REZNE (Copure® C18)

GB31658.2-2021 (RmZ£ERINE MMM REFIABRAZENNE RIEEE — REKREE)

2022 ERMRERTEHOTEANER TEHITFE. 3B
FLES. FFREFIE&. PRI B MALR P RBRIZZ 0NV
35— (GB 31658.2-2021 MM BRI RS ERYE
HME RIEBIE - BEBILE) , EREMSRizin g
TR, HRHUTEISEH, BuT—mAE RIFLOIUE
KREY, sEREERERA SPE-HPLC-MS/MS A3k, ]
HwsE,

—. PFmiEE

ERTEMENONALER S g FBHE0.02g) FF+4
BOES, IMAFRIER 100 ul, AN 10 mL ZEEF 10
mL 4% NaCl /KA #&, RAEEFREX 10 min, 8000 r/min &
010 min, BME EFERFH—F2ELE, AEOLEFRNM
AN10mLIEESkE, ‘AFEESH 1 mim, 8000 r/min B2
min, FLFR, FEOLEFMA 8 mL KEHNZ B ZEE
AR, RIEESH 2 min, 8000 r/min B2 min, BXH E
EBE&, T, B5mL5% 20 - KBARER, &4k,
—. #¥&M%1 (Copure®C18, 500mg/3mL)

SEM: EXEAEZERAERORAE 5 mL BEE, 5 mL K#ITIEK.
L 8 ERERMRINNE B,

Wi 2 BUBX 6 mL k5 B BB ZE B,

FERR: NN 8 mL FREZ#HITEML, WELEERK, AT,
1 mL50% BREEKBRER, TRIWIEE, £

=, FEHEERNHNE

xR 1 iREBRERHIE %

M4k CAP-D5 T{Ei&: 50 ng/mL, | EF &I E& 10 ng/
mL. 50 ng/mL,

b= | 0.5ng/mL 1.0 ng/mL 2.0 ng/mL|5.0 ng/mL|10.0 ng/mL
10ng/mLCAP | 50uL | 100 L
50 ng/mLCAP - - 40ulL | 100pl | 200l
50 ng/mLCAP-D5| 100puL | 100uL 100wl | 100pL = 100 pL

M., MEIEH

BILEM

{8%: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@iEE: Hypersil GOLD C18 (2.1 mm X100 mm, 1.9 um)

RIBERNZRF
Bia /min A/% B/%

0.00 95 5
1.00 90 10
4.00 50 50
5.00 50 50
7.00 10 90
8.00 10 10
9.00 95 5
10.00 95 5

BRI &

FEIZEE: 3500V
#SIES: 40arb HWSES: 10arb
BFERE: 380°C HWSRE: 350°C
RIAD BT FENBRFTEEF—HE CAEEETF)

BTFIR: HESI

F5 = {RZediE /mink BEF FBEF (CE/V)
1 [ABER 4.45 320.8  152.0(15).256.9*(10)
2 5% D5 4.43 326.0 157.0* (15)
A, KEER
K4 [LERMREKRERELER
0.1pg/kg 0.2 ug/kg 1.0 ug/kg

| [EkE RSD (%) [EMXE RSD (%) EE RSD (%)
(%) (n=3) (%) (n=3) (%) (n=3)

L] 4.4 7.93 80.9 2.26 78.9 4.35
PEI 90.8 4.62 94.1 5.75 86.6 7.69
HFR 88.2 4.49 82.8 3.59 79.4 2.81

H
©

s 8588 3w §2

mmmmmmm

LIRIATES 0.1 pg/kg BB ABEH BB FRE

Vs
""""

5 &

3]

2T 0.1 pg/kg BEARREBRNSE TR

TREDAE: A K B: HEZ e ;
AR MERE, IRl
SE: 0.3 mL/min
#£8: 30°C L
WS 20 pL ST 0.1 pg/hg FEFARBEN S BT RE
ITEES
%S 730 {2E
COC183500 Copure®C18 EB2ENHE, 500mg/3mL 503/ &
SDC-3000-D biocomma® Z & RIEESN 1&/%
BN24 BHREACARMIN 18/%
SF130-22-NL BRSTESE, BE13mm, 7LE0.22um, BHE 001 /&
sc21 ImLEEBRES, B PTFE/ LEERR, 9425 1001/ &
V2-AL 2 mL BaurEEeil, FH54 11.6*32 mm, 9-425 1001/ &
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