R

EHPRGSZEICWNEHEZENSZE (Copure® GCB/NH,)

FERERTHRHPANBEE. BNRE. HRRFEEXNSBERFREXRASZBNNE

—. FEmiREY

FREXRORELT A9 TH 2.00 g( #8H521 0.01 g), HON 50 mL BLER,
o010 mL ZKREEEAS, B0 10 mL 285, 7gNaCl, BIZURS
1min, 8% 30min, 4000 r/min B0 5min, EERE#K.

—. SPE {41t (Copure®GCB/NH,, 500mg/500mg/6mL)
& GCB/NH, E#EZEEUFHIIANL 2 cm ET/KIRERH,
ERFIER 10 mL 283 - Eﬁ% (3:1, v/v) 3&E1K.
LRGSR HARREE HD&WF?EEET, IZEMEIN
EREFANBR 4 mL, B MREBBURE R, FHMA 25
mL Z & - B & (3:1, v/v) FF/ i, INE ERFIERER
FXEOHEF
EWAR. RERT 40°CHBFREEE I mMLASR, MOA
2mLZEBEBZE 10 mLIXES, F40°CFRART, il
AN1mLZEARIRE, 022 um HILEERETIE, 23014
GC-ECD # LC-MS/MS E#Mixo
=, NBEH
GC-ECD %1%
SHENES: Agilent 7890A
@i Agilent J&W HP-5(30 mX0.32 mm, 0.25 um)
EREE

HEORBE: 220°C
AR E: 300°C
FRIERF: 180°C (R#F 2 min)

L4 10°C /min /&% 230°C ( fR#F 2 min)

L 2°C /min 738 % 260°C ( {5 2 min)

BL 25°C /min FHEZI 270°C (R 1.6 min)
5 as
“;’T*Eii' 1.6 mL/min

HEAN: oW, 27 10:1
LC-MS/MS %14+
BRI API 4000
&g Venusil ASB C18 (2.1 mm X150 mm, 5 um)
FEhAE: Ar 10 mmol/L ZE8%E (& 0.1% FER)
B: HEE

= 1 mohEREE SR
BiaE] /min A(%) B(%)
95.0 5.0
1.5 95.0 5.0
6.0 5.0 95.0
11.0 5.0 95.0
11.1 95.0 5.0
15.0 95.0 5.0
IR 0.35mL/min
HOR: 40°C
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BREAFR: 5L

BEFIR: BIERE (ESI)
AEEx: EBFERER
wMAEH: ZREEN (MRM)

® 2 BB NBF RS
Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIDEPFRELERGKADBH. RENERGEFH
FEFRNET
WEEM  REESE (min) | ®WEFY  DP EP | CE CXP
208.1/89.1 30 | 10 | 22 12
R 7.06
208.1/116.0 30 10 10 12
222.3/123.1 48 | 10 | 16 12
TEE 7.13
222.3/165.2 48 | 10 | 31 12
223.1/86.2 69 10 21 12
K BN 6.25
223.1/148.1 69 | 10 | 13 12
207.1/132.2 60 | 10 | 13 12
3 R 6.10
207.1/89.1 60 | 10 | 22 12
223.4/126.1 70 | 10 | 29 12
WERAK 6.83
223.4/90.0 70 | 10 | 46 12
W, SRR
&4 0.25 mg/kg BEHR BN RN IMRRFELRRAZHE
eyl ciflver
& . E"&f (%) ,  TEIE (%) RSD(%)
ZIREZF 84.5 76.0 80.0 80.2 53
[EEF| 110.5 | 102.0 = 105.0 105.8 4.1
BE 112.0 | 107.5 | 119.0 112.8 5.1
B EE 94.5 87.5 90.5 90.8 3.9
FE e 109.5 | 100.0 @ 106.5 105.3 4.6
EMEAE S 84.0 79.5 82.5 82.0 2.8
mAmMAER 86.5 86.8 94.1 89.1 4.8
mARHEE 120.5 | 114.0 | 120.0 118.2 3.1
BUR%EE 95.5 85.0 92.9 91.1 6.0
AL RS 70.4 72.8 81.0 4.7 7.4

#50.05 mg/kg HERRERKREXRRAGSAERME

lyess
& s (%) THERE (%) RSD(%)
1 2 3

SRR 95.6 87.2 90.0 90.9 4.7

TEE 84.4 78.0 82.2 81.5 4.0

R BN 7.4 83.0 81.4 80.6 3.6

PRIz 70.0 4.4 75.0 73.1 3.7

e R BK 82.4 94.0 88.4 88.3 6.6




R

|
§|
91607 J7A0 807 904 9751005 1121 12121233 13231403

1 BRI
2 BRI
3 BEdEk

4 BRAE

5 EE

5

He 6065
1 2R 6 7 BmAmARPEE
2 BB 8910 11 MAMME
900 3 REK 12 13 ERLHE 6.505
4 BORHEE 14 15 BUXBEE
800 5 BEBE 16 17 migW%BEE
5065
7004
4565
600
500 4,065
400
3565
3004
3065
2004
100d 2505
5 10 15 2 min
2085
1K 0.25 mg/kg EHEHRBHSAMNFRBEERA SR BN EIER o
1,085
5.0e4
62, 1.29.1.85, 2164286 346 _4.47 5435
10 30

60

7.0

Time, min

80 90 100 110 120 130 140

2 KT 0.05 mg/kg BERERERRIERERAZIXBRNEIER

iTHRiES

®"e i 2k
CONHGC655 Copure® GCB/NH, EIf8ZEER#E, 500 mg/500 mg/6 mL 0% /&
SF130-22-NL B /13 mm/0.22 um/ BHFR 1001 /&
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200 5/ &
MFO47-45-PTFE PTFE/®47 mm/0.45 um/ BHl% 2005 /&
V2-AL 2 mLiIRBIREL ORI, BPh5 100N/ &
SC2-5 2 mL EEREES, WAO, 9425 1004 /&

SPEMF12G 12 (IEEERAEEE, BB 117N/ 2
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R

T DS FHhRZGTEEH UPLC-MS/MS IIE (Copure® FMHERH)

{GB 23200.13-2016 %M 448 TR KRABX L F mi%EEHINED

—. tFmiEE FRIEE M

EMFE 10.0 g EMENFEHTF 50 mLBLEH, MA BEFiR: HESI

30 mL Zf&, 2500 rpm JA%E 10 min, 5000 r/min &\ 5 FEMEE & 3500V
min, EERERZE 100 mL SRS, 727E 30 mL Z B, BSES: 30arb
2500 rpm S®HE 10 min, 5000 r/min B 5 min, E&ER& WMSIEAHN: 2arb

BEFHNGOES, EEBMN 20 mL 2RBEESIRIN—WK, BFERE: 380°C
BHEBERTEOMT, 45°CRAERREEET, %% HSIRE: 350°C
FELSmLELCES, AIHEESE S mL 2. £2AHEH. RENEARBTEF—KE C HEEET)
Fs £ REEtE /min | BEF FEF
=. HS% (Copure® ZHERMHE, 12 mL) 1 BB B 0.98 142.1 94.083*, 125.0
E BHEMALY 2 cm B KERERY, A5 mL 2B - 2 RIS 5.30 2241 | 1929297, 109.071
BERE (311) Tk, BERLR 3| ERELRRERE 535 2280  167.917*, 109.083
RSB FOMETFESOM, ISR 1 mL g, ‘ f:&fj g = 130'91:’ o
WSS PABHIN 25 mL 208 - RESE (3:1) #T L = s e e
Hlt, BERRER. 7 IKBRH B 8.8 312.0 | 269.887*, 235.958
SRR EERT 45°CRWRET, B 1 mL 60% ZE5K 8 [Eyrem——n 979 3310 | 99.083°, 127.071
%/&Eiﬁ, i 0.22 um Fbi@?[ﬁﬂ%'f#t*ﬂfﬂ“ﬁto 9 SRR 10.7 314.0 162.0%, 271.917
10 RS 10.16 2431 | 214.988%, 172.917
=. iRehERs 11 R 10.29 3041  216.917%, 233.929
A A RIHES 10.0 g IR EA—. —$BETERR 12 PEBHRE 10.53 3322 230.917*, 121.071
FF, (e E R R, 13 FoCEL 10.63 3230 294.917*, 170.929
NNBTRN-ERNRARERINNSERRERE e 00 A, 30680
15 (RS 10.72 3681 | 181.917%, 321.946
. A 60% JERABRESE 1 mL, EHIRIE S RER 16 TSR 10.73 279.0 | 246.917*, 168.958
EREAHAETIFRR 17 MR 10.75 2470 109.083*, 137.0
18 ER RS 10.83 261.0  75.238%, 170.845
M, (WSS 19 SHER 456 1921 | 160.054*%, 132.012
@i 20 F2 6.22 2300  198.988*, 125.125
{¢28: UPLC-MS/MS (Thermo Fisher TQS Endura) 2 ARR 395 A4l | 1829177, 1250
@34 CommaSil® ODS (2.1 mmX 100 mm, 3.0 pm) 2 | ERM 629 232 | 126 50179
sxznigs A ok (0.1% FER) 23 O, R 5.82 2561 209.0%, 175.083
24 BRI 8.46 3551  88.196%, 107.875
B: EFEZ (0.1% EFER) 25 | EKETM 3.90 2071 | 89.167%, 132.054
R BRI, W& 1 26 EEA 7.89 2223 165.012*, 123.083
xR 1 BEXRER 27 | THEER 11.53 3812 | 118.1%, 160.146
B78 /min A% B/% 28 HEE 8.69 216.0 173.946%, 132.083
0 98 2 29 VAR 8.02 4040  372.083%, 344.143
1.0 95 5 0 | BERE 9.86 2261 | 210.083%, 108.298
4.0 70 30 31 AR 10.89 409.3 186.0*, 145.0
8.0 30 70 32 FR R AR 10.38 311.0  158.071*, 141.071
9.0 30 70 33 barl i 8.67 200.0 | 183.054%, 182.03
10.0 2 98 34 TER 11.09 3120 | 238.083%, 162.137
135 2 98 35 | ETHE 11.09 289.1 | 103.125%, 57.363
14.0 % 2 36 S5 1122 3500 | 197.905%, 321.905
15.0 98 2
S 0.4 mL/min
8 35°C

HEFEE: 5uL
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B, FELE
& 3 RM P SFRGILBMAFLIUELER (0.5 mg/kg)

3

_ Bl (%) TigE  RSD
B, s mE )
[22]: et 64.64 61.45 60.95 60.08 61.8 3.2
fRE 92.34 95.68 91.82 88.65 92.1 3.1

SENEIEN | 83.06 77.39 88.17 93.94 85.6 83
ZER 4.60 4.11 391 3.75 4.1 9.0
A 104.24 101.33 103.60 92.34 100.4 55

FAEMIAE | 114.59 120.33 106.47 108.7 112.5 55
Nt S ik 96.17 99.19 95.28 88.15 94.7 4.9

RE 91.38 101.42 96.32 82.55 92.9 8.7
e 92.43 99.05 103.08 93.22 96.9 52
PR B 106.32 105.04 95.35 94.87 100.4 6.1
RIREE 99.28 101.99 97.57 90.12 97.2 52
iR 90.67 91.93 92.60 88.52 90.9 2.0
TERE 95.48 93.49 94.07 90.47 93.4 2.3
FRAE, 80.68 85.72 88.29 81.94 84.2 4.1
RERR 83.13 82.98 79.54 89.60 83.8 5.0
HEE 93.89 96.50 95.33 96.71 95.6 14
IKBRERRR 97.71 103.63 95.60 102.67 99.9 39
)i 85.46 90.72 82.46 82.60 85.3 4.5
DhuknE 93.09 94.80 90.78 89.13 92.0 2.7
IBRIFIR 71.23 85.23 76.39 84.91 79.4 8.6
ST 88.66 88.91 82.63 84.20 86.1 3.7
KL 82.39 81.64 74.67 78.57 79.3 4.4
KL 87.55 93.09 94.74 97.65 93.3 4.6
Bk o AR 86.77 84.96 85.71 93.10 87.6 4.2

AEZWBE | 95.06 96.51 94.03 90.77 94.1 2.6
SRR 82.30 75.26 70.30 70.48 74.6 7.6
1B 91.66 100.19 94.62 95.31 95.4 3.7

R 91.55 101.10 91.56 89.48 93.4 5.6
1Zhm 79.70 80.13 76.20 84.94 80.2 45
AR 77.52 77.14 75.38 76.00 76.5 1.3
FR RS 59.74 68.72 61.06 66.05 63.9 6.6
SR 93.54 96.91 97.05 99.17 96.7 2.4
TERR 86.28 90.65 88.81 89.78 88.9 2.1
TR 76.13 79.01 76.64 66.55 74.6 7.4
E37dd 86.74 83.17 81.77 78.66 82.6 4.1
THieaE = 73.86 78.21 83.12 90.42 81.4 8.7
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N GREITE
ZSEFR A UPLC-MS/MS #ITRM R SRR AKX ZIVNE, IMREEE, BINEHERITHHTESR, SNEFEERMN,
TN ERES,; RHERBRHFABOBRIRRE, BFRURE, "RAEELERTREWBTR2 TN TFI.

THER
=5 30 a5
COTPT12 HKM-EBE, 12mL 0% /82
SDC-3000-D biocomma® ZERHEESIN 16/%
SF130-22-NL B /13 mm/0.22 um/ BHLFR 1001/ &
SC2-5 2mL BBRAFKE, A0, 9-425 1001/ &
V2-AL 2mL BSUR eI, HHER 11.6*32mm, 9-425 1004/ =
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ERPRGSTRBILVWAEIRZER (Copure® Florisil)

{NY/T 761-2008 GEEAKRPENB. AR, HRRFENIERREXRASZZNNE $55)

—. PR

FREXZ MR 10.00 g EX (FBHE0.01g) F50mLE
DER, TN 20 mL ZBE, 8 2 min, 10N 5-7 g &L,
EEEFRIZIES 5 min, EERTEE 10 min, 5000 r/
min Bl 4 min, EZEKEDE, RZEBERFEK.

Z. SPE #£%{¢ (Copure®Florisil, 1000 mg/6 mL)

SE: @ Florisil HIN 5 mL BER - ES K (1:9, v/v) Ti
Wk, TE

LRGSR HAFREIAFRM B REN, IZEMEIA
ERFHEUBRA4 ML, BLI5mLBLBERKRER, B
A 10 mL AR - IES ke (1:9, v/v) DB Florisil 7,
TIRITHITE 1 mL/mln A, WERERHEHRER.

BEMBAMHE: S0CERERAREZMHTRELTT, AECK
EBE1mL, & 0.45 um HFLIEE, ESEEE, FllE.
=, UBREH
SHEBREMN: Agilent 7890A
B HP-5# (30 mX0.32 mm, 0.25um) 4 E
HEORRE: 220°C
MEFRE: 300°C
FEIEF: 100°C (1R#F 1 min)

L 20°C /min F8%! 160°C ( fR£#F 3min)

I 25°C /min F3EE) 200°C ( 4£#F 4 min)

LL 8°C /min FBZ! 240°C (1R 4 min)

L 25°C /min FHE% 280°C ( 1##F 3 min)

S a8
FE: 1 mL/min

tfﬁﬁj]’_:\, IR 60 mL/min
$¥ﬁ_t ﬁ/}lbl_$¥

7L 10:1

M. RIELER

R

& 10.5 mg/kg EXRBEFRREGZIXE RINLIULER

Bi71 ARINKTE (mg/kg) EI45EE (%)
SHFEHE 0.5 93.4
EBF 0.5 89.4
BXZ B 0.5 101.2
PR 0.5 90.4
EUEARKE 0.5 98.7
AATKEE 0.5 92.4
AERE 0.5 105.5
ARHE 0.5 103.5

e

ECDIA. (131107-1CL 20131111

08-34-02\CL2.0)

B 1 FNKFS 0.5 mg/kg IEFERARZACN EIEE

iTEiER
HS i o
COFL61000 Copure® Florisil E#EZEX#E, 1000 mg/6 mL 0% /&
SF130-45-NL B /®13 mm/0.45 um/ BHR 100 1N/ =
V2-AL 2 mLiRBRBY O RR, HHE54 1004/ =2
SC2-5 2mL EBREKES, WFO, 9-425 1001/ =2
SPEMF12G 12 (U EHEEE G EEE, KIBIE 1™N/&
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R

RSP SHHRGIZBIWIIEIRZERSZE (Copure® Florisil)

{NY/T 761-2008 BRRAKRPENB. AR, MRRFENRERRERRGSZZNNE $55)

—. HmiEE

BUR B MEEE, MRS, #RENAEM 10.00 g( #5HA% 0.01
g), BN 20 mL ZFE, 3 2 min, IN5-7 g SILHA,

EEFEFRIZIES 5 min, EERTEE 30 min, 5000
r/min B0 4 min, EZRBEHKESE, RZBEF S,

—. SPE#%t (Copure®Florisil, 1000 mg/6 mL)
& Florisil EABEEVFERBIRXER 5 mL AEF - IE
2k (1:9, v/v) M1 5 mL EES k&Ko

LM SARRAIAFRMEREN, ZAEIAN
FRFRUAR2 ML, B L5 mLBOBERKRER, B

10 mL AR - IES 4T (1:9, v/v) SFRME I, RIRIEH
£ 1mL/min A, WERERER, aHRHRK.

BEAR. RHERT 40°CEMRMT, B1mLECKRES,
0.45 pm RFLISIEL IS, % GC-ECD EHLNE

=, NBREH
1%28: Agilent 7890A
@iEHE: HP-54F (30 m X 0.32 mm, 0.25 um) St Y&
HEORE: 220°C
KiMESEE: 300°C
FHERF: 100°C (125 1 min)
BL 20°C /min 8% 160°C ( {#£%F 3 min)
L 25°C /min 582 200°C ( 1R4%F 4 min)
L1 8°C /min FRE] 240°C ( f£3¥F 4 min)
BL 25°C /min 8% 280°C ( {##F 3 min)

5. &%, "mEH 1 mL/min
WA omEE, 97 10:1

M. LR
7 1 0.5 mg/kg MG E D RE AR INEIL LS

[E]ULEE (%) T 5
-1 ;mFug RSD(%)
1 2 3 (%)
HEREER 89.8 91.4 92.6 91.3 1.5
ZIEEZF 89.2 92.6 93.2 91.7 2.4
[EEF| 86.6 92.0 92.0 90.2 3.5
FRE RS 100.0 100.2 102.6 100.9 1.4
BRRGEE 87.0 86.8 93.0 88.9 4.0
AR R 88.0 84.0 92.0 88.0 4.6
A MAEE 96.2 104.0 97.0 99.1 4.3
#] 1 AR
oo ] 2 ZIEERR
3 BER
1 4 BERE
8000 5 BOREES
6 BYEABMBDE1
5000 7 BYAAREE-2
8 mABMAIEE1
4000 9 MAHBE-2
5 10 AABBE-3
30001 1 FABBEE-4
(
2000 ‘
1000 | ] 3 45 10
1 s \ 2"
ol B . S T S AEUVUN—— | 1 477—7—4\#}14 —
5 10 15 20

1 IR 0.5 mg/kg HSEHE D RAZLB RN EEE

IT|ER
) b ax
COFL61000 Copure® Florisil E#E8ZEX#E, 1000 mg/6 mL 0%/2
SF130-45-NL B /®13 mm/0.45 um/ BHF 1001 /=
V2-AL 2mLiRBRBL O#SE, TR 1001 /=2
SC2-5 2mL BEGBREES, A0, 9-425 1004/ =
SPEMF12G 12 (IERZERAEES, WIBIE 1™N/&
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R

e 13 HPFREREEEENREGSIRE UPLC-MS/MS TIZE (Copure®NH,)

{NY/T 761-2008 GREAKRPENB. AR, HRRFENIEPREXRASZZNNE $=55)

—. FamigiY SEA: 20 arb WSEA: 2arb
BEWTREY 10.0 g £ BERIERT 50 mLBLES, MIA BrEmE: 320°C WSURE: 350°C
20 mL ZB&, #RFHIRE 20 min, HON 7 g &1k, &% 10 £2ADEH. RENEARISTEE—4UE CHEEET)

min, 8000 r/min B 5 min, EEZEERF#. e B {RZBtE /min| BEF FEF

o ® 1 EREIM 2.66 207.0 89.125%, 132.0
T¥""#ﬂ$ (Copure® NH;, 500 mg/6 mL) . 2 ERE 291 2230 | 86.154, 148.075*
7%1‘t: Iﬁj NH2 *EEPZ][])\ 4 ml_ Eﬁﬁg - :g\:Eﬁi% (1+99) 7%1%: 3 %gﬁﬁﬁ 3.05 242.1 72'25*, 121.042
FERER; 4 REH, 4.07 163.0 87.0, 107.0*
Z. R miEdmA 10 mL ZBIREUR, ESME 5 | 3-RERER 4.08 2380 | 163083, 181.083

. 6 B 455 208.1 89.15, 116.196"

ﬁH'FE??Sith;HﬂI%thrﬁz, Bin5 mL 2R FWE, ; Py 186 2100 | 111083, 168002
BHPRAL R 8 EEE 4.90 2223 | 123.054, 165.083*
EWNEMR: WEMRERTF45°CRRELT, AImLE 9 R 5.07 2020 | 117.125, 145075
B2-0.1% FENGER (10:90) 38, 3 0.22 um BARIEHE 0 | KA 529 1940 | 95.155", 137089
4 AT 11 TR 571 208.1 95.125%, 151.0
AN, 12 PR 5.94 2260 | 121.083, 169.071*
=. trehERs 13 TR 6.04 2080 | 109.012*, 151.113
FREXPAMEAESE M M 10.0 g BB ER— ZHBHITERWK f. LERER
BT, FATEHERRERR; % 3 A 13 MR ERREERRAINREIURLE
DABEEN —TEEESMERMNAITBERRIUR Bt IERE B (%) FIYE | RSD
ReR, FAFER-0.1% FEKGER (10:90) EEE1mL, melkg | 1 | 2 | 3 | 4 %06 (%)

3 K ELILHR 0.02 81.83 | 84.81 | 89.00  89.02  86.17 4.1
3R LR 0.02 91.18 | 92.26 | 93.43 | 95.86 = 93.18 2.2

FolpliE HIRE N EFUR B E LIFE Ko

M. XEIHEHF RER 001 118.83/11520|114.26 10739 113.92 @ 4.2
BB H RZH, 0.01 10523 113.44|101.73/107.47 10697 | 4.6
{%88: UPLC-MS/MS (Thermo Fisher TQS Endura) 3-BZESEE N 001 | 9941 | 9374 | 94.09 | 92.85 95.02 | 3.1
@it C 5il° ODS (2.1 %100 3.0 um) BRE 002 | 9654 91.08 8229 83.30 | 8830 7.6
Ait. Lommas -+ mm mm, 5.0 Hm FRREL 0.01 105.72| 90.49 | 95.85  86.05 9453 | 9.0
ﬁjﬂ*ﬁ A 7j< (0_10/0 Eﬁ@é) B: Eﬁ@ (0.10/0 Eﬁ@?ﬁ) SEE 0.01 103.75 97.19 | 93.50 91.77 96.55 55
G AT BEMER, k1 Rz 001 |96.02 89.06 9321 8331 | 9040 | 6.1
* 1 BELIIEE SHEE 0.01 9650 | 84.68 | 88.18 | 77.44 8670 | 9.1
Bia] min A% B/% TR 001  89.94 77.11|8253 7028 79.96 @ 104
0 o s A 001 7615 66.53 | 70.65  64.96 6957 | 7.2
ERE 0.0l | 86.86 7674 80.96 7120 7894 | 84
2.0 70 30
4.0 30 70 e B
55 30 70 E
6.0 5 95 a
8.0 5 95 .
8.5 95 5 iw
10.0 95 5
FIE: 0.4 mL/min R 35°C M= 5Sul .
FRigEG .
BFIR: HESI EBIEZEBE: 3500V ; » o 4
TR 1 13 BRI 20 gL A BEEEXR IR TIC
%S s 2E=
CONH6500 Copure® EIfBZENHE NH,, 500 mg/6 mL 0% /8
€S2110030DS CommaSil® ODS &i%4E, 2.1 mmX100 mm, 3 pum 1R/ &
SF130-22-NL B /$13 mm/0.22 um/ BHF 1004/ &
MFO47-22-MCE MCE/®47 mm/0.45 um/ 7K % W05 /&
MF047-22-NL BHREE, B2 47 mm, FEF0.22um, K& W05 /&
SC25 2mL EEBEFES, FFO, 9425 1004/ &
V2-AL 2 ML BLUR AR, HHEL 11,632 mm, 9-425 1004 /&
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AP SHENIARGTZZICWREEZEE (Copure® Florisil)

FEEERTHNPENIL. MRBBEXRASHENNE

—. PR

FREX S 95 4% &2 10.00 g( #&# % 0.01 g) 1IN 10 mL B EF -
ETk (1:9, v/v) SRIBES 1 min, BHXRIMAN 10 mL &R -
ECk (1:9, v/v), 5-7T g &1LTA, 2 mL 200 g/L ZERERA
R, SBREEIRSH 5 min, 4000 r/min B 5 min, BXEER
10 mL, #F4%1k.

=. SPE #&4{t (Copure®Florisil, 1000 mg/6 mL)
JE1L: Florisil EMEZEERAEEARTA 5 mL AR - [E2 8k (1:9,
v/v) &

EHMER: ZARREEEERMERER, AN
EREFREAR 10 mL, A 15 mL BOBEEBCRE &, 11

®R1BADEH,. REFNERFTEIEF %

ey REEE (min)  EEEF (m/z)  EHBEF (m/z)
0-666 9.473 217 183,254
B-666 10.071 217 183,254
Y-666 10.693 217 183,254
5-666 11.573 217 187,254

p,p'-DDE 14.296 235 165,318
p,p'-DDD 15.095 235 165
p,p'-DDT 15.144 235 165
0,p'-DDT 15.378 235 165

M. XKEER

7 20.5 mg/kg HFIHRED REARMEUKREER

A5 mL & - E2k (L9, vv) ABERERE, mER am O im0 RsDOM
HI7E 1 mL/min A, SHEERL K. w666 86,0 48,0 900 88.0 53
BAM®: ABRT 40°CRMNT, B lmlL ECkESR, B-666 90 | 900 92.0 90.7 13
0.45 um FLIERETIE, # GC-MS EANIE, v-666 840 | 880 92.0 88.0 46
5-666 9.0 | 96.0 98.0 94.7 44
pp-DDE 940 | 880 94.0 92.0 38
=. NBEH pp-DDD 900 | 980 94.0 94.0 43
{%2%: Agilent 7890A p,p-DDT | 920 90.0 94.0 92.0 22
B Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um) 0,p-DDT =~ 980 | 100.0 | 94.0 97.3 31
FAHE =
HRECIRE: 260°C E
FHE12F: 100°C (1845 2 min) = e 67
BL 10°C /min FHEE] 240°C (1R$¥ 2 min) S i
HR: a8 = 7 p, p: -DDT >
8 o,p -DDT
. 0.8 mL/min E 3
HEREAR: 1L = J |
RS AR = el L L I,
1 RIS 0.5 mg/kg “HIBFEIN RE SN EEE
ITlES
] i34 ax
COFL61000 Copure® Florisil E#EZEEYAE, 1000 mg/6 mL 0% /&
SF130-45-NL B /613 mm/0.45 um/ BHLE 1001/ &
V2-AL 2 ml R EERAT ORSE, BB 1004/ &
SC2-1 2 mL BERRAE, O, 9-425 1001/ &
SPEMF12G 12 (U EHEERE G EEE, KB 1N/ =
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R

F =R REREAHSNEHZENGZE (Copure® NH,)

(SN/T 2441-2010 #HOARBHFHERE. BREM. BREILMZEEQNSG ZRIEEIE - Bk / FEE)

—. PFmiEE
FREXEZ M FERY 5.00 g £ =¥ (FFHZE 0.01 g) F 50 mL
BOER, MMA20mL 2B, 8982 min, IR%IEE 20
min, EERITEKMEBAKES D BRI, ZEBM
AN20 mLZRE, EE ERBE—R, &H 2 78K, A
20mL AZBEMMNED L, &% 10 min, #ESE,
FEECKE, ZBET A0 CTREZRLREET, A2
mL BEE - ZS Bk (1:99,v/v) AR, FE.
Z. SPE 4%t (Copure®NH,, 500 mg/3mL)
JE OS5 mLBRER - ZSE BT (L:99,v/V) &, FERER.
L IINFRAER, RIRIEHEIE 1 mL/min N, WERHR.
FERE: B 5 mL 2%k, BUoRLR, HEE—R, &H
$' (2). (3) MER-
REBESR: A0°CHREBANAFZGTUEEFT (LH05mL) 5
#F, B 1.0mL 2 -0.1% BERACGER (10:90,v/v) EBRE
1mL, i@ 0.45 um HFLIERE, £ LC-MS/MS ME,
=, UBREH
BRE{Y: API 4000
B Venusil ASB C18 (2.1 mm X150 mm,5 um)
TEhtE: AT 2B

B: 0.05% ERER/KAR
HRR A MERR, R 1
xR 1 RohEE LR ER

BYi& /min A(%) B(%)
- 10.0 90.0
1.5 10.0 90.0
4.0 100.0 0.0
8.0 100.0 0.0
8.1 10.0 90.0
13.0 10.0 90.0

SR 0.3 mL/min

& 30°C

WS 5uL

BTFR: BERE (ESI)
RN EBF

MA: ZREEN (MRM)

® 2 BB UBFREH

Source/Gas

Collision Gas(CAD) 6

Curtain Gas(CUR) 30

lon Source Gas 1(GS 1) 50

lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 600
Interface Heater(ihe) On

R IFBKEL IBRENR R KBNS E FFE TSR

MBBM | REEGE (min) | RWEF | DP EP CE CXP
208.1/89.1 30 10 | 22 12
R, 7.47 /
208.1/116.0 | 30 10 10 | 12
223.1/86.2 | 69 | 10 21 | 12
KB 2.86 /
223.1/148.1 | 69 10 13| 12
207.1/1322 | 60 10 13| 12
33 R B 5.40 /
207.1/89.1 | 60 | 10 |22 | 12

M. IELER
®410.0 pg/kg E=FIBRKEL 5 KB K5 K EL I AR AY
AN E LS

EIUE (%
E=4id 1 2( ) 3 FIYEURE (%) | RSD(%)
B 89.2 96.7 92.9 92.9 4.0
RN 94.6 87.0 92.4 91.3 43
%5 KB AR 94.6 93.3 90.0 92.6 2.6
= 133K EIVRR
2 2 BREM
. | 3#E

FPEBEFEEREREEG

[ RARRARRAR

feiiieE:

12
M

B2 %K (Aldicarb)(208.1/89.1) FE

PREEERREEE &

[ ERARARAR

FEFEFRIPRGGREEREGERECRM &

T

3 BKEN (Aldicarb S)(223.1/86.2) FRikE 4 BREILER (Aldicarb Sulfone)(207.1/132.2) FRikkE

iTaiES
5s b3 (2E=

CONH3500 Copure® NH, E#EZE#F, 500 mg/3 mL 50% /&
SF130-45-NL B /®13 mm/0.45 um/ BN EH 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200K /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ Bl & 200K /&
V2-AL 2 mLiRBIRL OERE, TH5L 1001/ &
SC2-1 2mL BBERAKE, A, 9-425 1001/ &

SPEMF12G 12 (I EHEEFERAEES, WEBEIE 1™/8
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RI& TR

e E RS BRI

(Copure® Florisil)

GB 31657.1-2021 (BmETR2ERITE EEMETRH
RN EENNE SEREE)

—. PFamAnihig

1.1 #mIgE

FREN#EZESg FS0mLBLOER, MK 10mL, RiERE
Imin EA#, MIECK- REAARK (1: 1) 20 mL, ®iE
3min, 9500r/min B0 5min, EX_EETF 150mL 380 A
ECkk - REBAR (10 1) 20mL EERE—R, 87 LER,
A°CACARERERIET, MECKR 3mL F48, &M,

1.2 #&4% (Copure® Florisil EAEZEENHE)

#T BT ERZERERORAECK - REAR (950 5) .
ECkE5mLiEN. BNERZRIHE, BRIEDK 3mL %%
SR, R, FEAKBLRE K. BIECK - KR
B (95: 5) 10mL R, UWERFEMR &R, itk 40°CKk
ARRAMEERT, BECK 1.0mLER, fSMBEEIE,
=, (NEERH

BRI SHEBIEBY (Agilent 7890B)

BiLHE: Agilent Technologies DB-35MS Ul (30m % 0.250mm
0.25 Micron)

BR: &% (4iE> 99.999%)
KMEFERE: 300 °C

R %A MR 80°C, fR¥F 1lmin, LL40°C /min ARE
220°C, 1#4F Imin, BLL 10°C /min #8Z 300°C, 1£4F 1.5min
HSME: 1.2mL/min HHEE: 1uL

AN ROt

=, EHER

& 1 BIZKFER 10pg/kg BEA R SRR NREULSTI0LE

HECRE: 280°C

B (%)
emme > ,  FUEKE (6 RSD(%)
mEREsEE 843 | 793 | 781 80.6 408 |

ECD3B, Jiiil{5 5 (D:\Pesticide\data\202301\20230129-test 2023-01-29 09-2

3
8
L]

18.884 -

T T T T
16 18 20 22 min

1 AT 10ug/kg WE PR RHEL NN SIAEIEE
THES
55 R {2E-
COFL61000 Copure® Florisil E#8Z£Ex4#F, 1000 mg/6 mL 30% /&
SF130-45-NL st 3idi88s /13 mm/0.45 um/ BHFE 1001/ &
V2-AL 2mLiRBRBL OF &R, FH5% 1001/ &2
SC2-1 2mL EBRAEKS, WAA, 9-425 1001/ &=
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QuEChERS 7B FFEP T
RERRENIEN (Copure® T
i Bt E B QUEChERS)

FHERERTHRRP T ARTXENNE

—. FEmEE

FERRFRERISFEITAYEE T 10.0 g F 50 mL QUEChERS IREXEH,
AN 10 mL ZR&, SRiE 1 min, BN QUEChERS 6 (Cat.
No.COQ050022), &HE 10 min, 4000 rpm B:0 5 mine, £
BZREEFE.

= HFat

B8 H EEZBEE 6 mLF 15 mL QUEChERS & &
(900 mg MgS0,. 150 mg PSA #1 15 mg GCB) A, BIA 1
mL B3, J&HE 1 min, 4000 rpm B30 5 min, i3 0.22 pm A,
B LN,

=, UEEH

%% Waters Alliance 2695

@igtE: InertSustain-C18 (4.6 mm X250 mm, 5 um)
MBS : Waters 2487 5N IS

KM 211 nm

mohiE: A 2B B: 7k

FBRAT FEMER, A B=90: 10

FE: 1.0 mL/min

BT 20 uL

M, SCIREER

& 10.2 mg/kg BNAR T BENRINEKRER

B s (%) FHEURE (%) | RSD(%)
1 2 3
THEEE | 1082 | 1015 | 922 100.6 79
" ! 1 THEER
0.014
0.00]
0. 0084
= 0. 0064
0. 0044
0.0
0. 0004
1. 50 5. 00 5.50 6.00 6.50 7.00 o 7.50 8.00 8.50 9.00 9.50 10.00
1 0.2 mg/kg BN THE AR MEMCER RIS &S E
iTBER
5s iR (2ZE=
COQ050022H  THEEMEMEME, 50mLBLE 50% /8
900 mg FKHEE. 150 mg PSA. 15
C0QO15020H g{:’z ch’ffi o g,.fg 50% /&
SF130-22-PTFE  PTFE/®13 mm/0.22 um/ BHLE 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ K% 2004 /&
MF047-45-PTFE  PTFE/®47 mm/0.45 um/ BHL 5 200K /&
V2-AL 2mLiRBREL OFRE, v PB54 1004/ &
SC2-5 ImLEGERES, WO, 9425 1004/ &
SDC-3000-D biocomma® Z & RIEREAIX 1&8/%




EERIRAKRRERIE A EE
ZHN)5:% (Copure® HLB)

K ERERTRPREMRETNE

—. HmEE

EYE R 1L, BBERIAT pH=3.0, 8/ 20 min, &
377 ; BY 50 mL KBRSk,

—. SPE %t (Copure®HLB, 60 mg/3 mL)

E: N6 mLBEE, 6 mLKEREF, EERAER,
WRRFERL: IONTRRRKEE, RIERPIUARES, A 6mL
pH=3. 0 BEER7KISE, AR, T/ IvE 103 X2 mL FREZSR,
WEETRER A NIRRFIEANR 1 mL/min) o

EIAMR: T50°CREMREILT, MPBESE 1 mL, i
RIES, ££0.22 um REDE, HESUREEENE,

=, (UEEH

&% Waters Alliance 2695

@i%tE: Ultimate XB-C8 (4.6 mm X250 mm, 5 um)
MBS : Waters 2487 KIMEIZS

MR 224 nm

TREDAE: UK

AN FEHRL, A B=55: 45

SR 1.0 mL/min

BEERFR: 20 pL

fO, CIRLER

£ 14.0 ug/L BRKPREMBRIMEIRLE

B (%)
‘ AR FHIEMEE (%) | RSD(%) ‘
| 1 2 3 |
| REH | 915 | 940 | 840 89.8 58 |
0.
1
0. 0064 1
0. 0044
0. 0024
0. 0004
1.00 1.50 5.00 5.50 6.00 6.50 7.00 7.50
sy
1 ARINKTER 4.0 pg/L BRKPRERCNBRABEIZE
iTaiES
%ne R L=k
COHLB360 Copure® HLB EI#EZEME, 60mg/3mL  50% /=
SF130-22-NL B /®13 mm/0.22 um/ B & 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200K /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ B & 200K /&
V2-AL 2mLIRBREEL OFEE, P54 1001/
SC2-1 2mL BEREKE, WAO, 9-425 1001/ &
SPEMF12G 12 (UEEERAERES, BBIA 1™/ 2

R

QUEChERS 55 iEBF KR4
ERAHIEM

FERERTRRPALERZAZONE

—. FFmiEE
M FRENH B AT BB F 10.0 g F 50 mL BOVEA, BN 10
mL ZB5, ‘REEFES 10 min, S0 QUEChERS ZEXEEE (Cat.
No.COQ050050H), SAAE 5 min, 4000 r/min &y 5 min, L
BZREERA.
Z. #mAt (Copure® 4 EHEE R QUEChERS)
BEFSEUHN EEZBEE 1 mLF 2 mL QUEChERS &L E (Cat.
No.COQ002028H) &, & HE 5 min, 12000 r/min & 1\ 5
min. BY E5E8T 0.22 um JERE, & LML,
=, NBREH
%% Waters Alliance 2695
@iit: XB-C18 (4.6 mmXx250mm,5 um)
1M2s: Waters 2996 DAD #3028
KM 268 nm
TEAE: A 2B
B: ik
HBAR: FERR, Al B=30: 70
FE: 1.0 mL/min
BEERF: 20 uL
M, LIRER
% 110.0 mg/kg KR AP R R RGN RINLIUE R

& E"&f % ,  EWERE()  RsD(%)
‘ (S ES 83.6 82.8 81.5 82.6 13
0
0005 1PIHER
0.004 !
_ 0o0s]
: 0.0024
0001]
0000}
'"'15::""z'nu'"'aéu"'h'u&"'suo""s/a‘fi'"750""s'uu'"'aco"'iu'oé"«'\'aé"izuu
1ARMAKTFER 10.0 mg/kg 7}<5é¢ﬂﬂé’§%§f%ﬂ’\]i&*ﬁéi’é
ITHES
#"s Eipuy a%
COQ050050H THIENE, 50mLBLE 50% /&
C0Q002028H FIEREEZREVE, 2mLBLE 100 /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ Bl & 1001 /&
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200K /=
MF047-45-PTFE PTFE/®47 mm/0.45 um/ Bl % 200K /=
V2-AL 2 mLAREBRRBL ORI, HBEL 1001/ &
SC2-1 2mLEBRREKES, WFO, 9-425 1001/ =
SDC-3000-D biocomma® Z & RhEREX 16/%

www.biocomma.cn | 55



R

QuEChERS R :ZAFBERRBIEAIEM

FHRERTEERRBBENNE

—. Hmizi

mohiE: A 2R

JETRFRENR 35 S S8 & 2.0 g F 50 mL QUEChERS #2EX B: 7K

&, 1IN 2 mLJK, B 1 min, BN 4 mL1% ZEZ

§&, B0 QUEChERS #% (Cat.No.COQO50050H), SBHE 2= 1 R AEISMH

R MERE, WK1

1 min, #7& 10 min, 5000 r/min B 5 mine EEZERE BdiEl /min A(%) B(%)
Fako 45.0 55.0

3.0 20.0 80.0
_ o 5.0 20.0 80.0
=. #ast 8.0 450 55.0
S ERZEE 1 mLF 2 mL QUECHhERS &b E 100 45.0 55.0
(Cat.N0.COQO002602H) &1, 3®H4E 1 min, 12000 r/min & Fo%: 1.0 mL/min

5 min, & 0.22 um

TSR, B AN, BEREMAFL: 20 uL

= (yses=
g Waters Alliance 2695 £ 220.0 pg/kg BE P RBIEHFIEMEL
@it Phenomenex kinetex®-C18 (4.6 mm X 250 mm, 5 um) ‘ B (%)

; . ] 7 E (%) RSD(%
MI38: Waters 2996 DAD #1138 | & 1 2 | 3 TEEES )
SIE: 268 nm | m®E | 1004 1020 1003 1009 0.9

0.0Cu.
] =
- 1@mRf
] 1
0.004-.
0.0033
E
0.002—:
0.001‘5
0.000—:
-IIII]IlIl|llll]lIII|lIlI|IlI'|1IlI|llll|llll|llll|lllllllll
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00
il
1 FRATKTH 20.0 g kg TSR AR E
TWER
=5 Fi::pu ar
C0Q050051H SHRETHRENE, 50 ML BLE 0% /&
C0Q002602H BRETENE, 2mL BOE 100 /%
SF130-22-NL B /®13 mm/0.22 um/ BHF 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ k% 2005 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHLR 2005 /&
V2-AL 2 mL RGBT O R, HHREL 1001/ =
sC2-1 QML BEBEAS, O, 9-425 1004/ &
SDC-3000-D biocomma® Z & RHERESY 16/%
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R

QUuEChERS EN 5iZBFEMPREG S TR EAVEM

X EERA—RERNKRMBERFRASHENNE

—. HmITE

BEINE -18°CTAR, RN, HERMEEMNEITH
/N 10.0 g F50 mL BOLEAR, AN 10 mL 2B, RiE
10 min; BI0N QUEChERS #E 6 (4 g TKFRERE.
1g &b, 1 g iTIRBRIAAN 0.5 g ITIRERE — %) , RBES
min, 4000 r/min B\ 5 min, EEZBERF 1.

i = .73 314

B8 EEZBEE 6 mL E 15 mL QUEChERS &L &
(900 mg MgSO, #1 150 mg PSA) H, J&HE 5 min, 4000 r/
min B0 5 mine BXEE®R 1 mL, 3 0.22 um JEfE, FL
M,

=, UEEH

GC-ECD %f¥:
128 Agilent 7890A
&g Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um)
RNERSE

HEORE: 220°C
KMEEE: 300°C
FE12RE: 180°C (R4 2 min)

LA 10°C /min A& %I 230°C ( fR%F 2 min)

BL 2°C /min 738 % 260°C (1##F 2 min)

BL 25°C /min F5E%F] 270°C ( f£%F 1.6 min)
5 88
SR 1.6 mL/min
WA oMEE, 97t 10:1
LC-MS/MS 4%
FRig{¥: API 4000
Bt Venusil ASB C18 (2.1 mm X150 mm, 5 um)
TEhAE: A 10 mmol/L 2B (& 0.1% FER)

B: HE=

FERR AT BmERR, WK1
&1 BERBREY

M ZRNEN (MRM)
R 2 R NBFRSHK

Source/Gas

Collision Gas(CAD) 6

Curtain Gas(CUR) 12

lon Source Gas 1(GS 1) 50

lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) Oon

x3 SERREXARARADEN. RENEREEFMN
FEFENEFXY

B4i&] /min A(%) B(%)
95.0 5.0
15 95.0 5.0
6.0 5.0 95.0
11.0 5.0 95.0
111 95.0 5.0
15.0 95.0 5.0
IR: 0.35 mL/min
& 40°C

HRERFR: 5L
BFR: BIRE (ESI)
AEEX EEFER

MBREM  REEE (min) | WMEFX  DP EP CE | CXP

208.1/89.1 30 110 22 12
R 7.06

208.1/116.0 30 1010 12

222.3/123.1 48 | 10 16 | 12
REE 7.13

222.3/165.2 48 |10 | 31 | 12

163.2>88.1 | 36 10 15 12
KZH, 6.51

163.2>106.1 36 10 12 12

223.1/86.2 69 |10 21 12
335 R R 6.25

223.1/148.1 69 10 13 12

207.1/132.2 60 |10 13| 12
BRI 6.10

207.1/89.1 60 10 22 12

2234/126.1 | 70 10 29 12
TE BBk 6.83

223.4/90.0 70 10 | 46 @ 12

202.1/1452 | 58 10 12 | 12
FERE 7.18

202.1/127.1 58 10 | 40 12

192.1/160.1 | 68 10 34 12
ZHER 6.82

192.1/132.2 68 10 42 12

m, RIesR
40,05 mg/kg BT EEPBEXRGZEEHFNE
N3

EULE (%)
et FYEULEE (%) | RSD(%)
1 2 3

HRE 92.0 | 1000 1012 97.7 5.1
TEE 94.0 95.6 91.4 93.7 2.3
REH, 100.0 944 | 89.0 94.5 58
RN 94.0 94.2 91.4 93.2 1.7
BREEM | 99.4 | 950 | 89.5 9.6 52
TERAK 103.6 | 102.6 92.8 99.7 6.0
AR 952 | 938 | 925 93.8 14
ZER 97.6 96.4 95.6 96.5 15
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&502mg/kg BINRENRAMMFRFERRGSHE

< X R
MBS R - 2 oo
. I (%) FIYEKE  RSD . e
. =
1 2 3 (%) (%) 205 3 5 DEdREK
pooe 6 WX
a-666 975 | 91.0 89.5 92.7 46 z 7 RER
' 8 B
B-666 101.5 | 94.0 91.5 95.7 5.4 x 1
v-666 100.5 | 94.5 91.0 95.3 5.0 peoee
p.00e5
5-666 985 | 96.5 95.4 9.8 16 oo 2
j.00e5
p,p'-DDE 90.0 | 86.0 83.0 86.3 4.1 . =
p,p'-DDD 1005 | 91.2 91.0 94.2 5.8 frees "
p.00es 57
p,p'-DDT 101.0 | 100.0 | 920 97.7 5.0 2059 ‘
0065 I 8
o,p'-DDT 100.0 | 985 89.0 95.8 6.2 poces ) L
4.84.5.09 I\ -
ASEE 1040 | 1025 97.0 101.2 3.6
ZIEEIF 85.2 825 86.5 84.7 24 1 AIIKER 0.05 mg/kg BN EEFRREERRA LB RONEILE
EEF 1150 | 112.0 | 1100 12.3 22
BXOR%ES 96.5 94.5 89.5 93.5 3.9 . | 1 a-666 1 0,0-DDT
s000] 2 p;és(sp B 12 BEHAE
&R 1050 1035 96.0 1015 4.8 ! vl el
= —_ = - 2 %iﬁﬁff(ﬂ 20 21 22 23 AEDEE
BREA SN 9.2 | 943 89.8 93.4 3.5 S 20212228 5
4000 R 8 pp-DDE 26 27 HUkDAs
mamsiE 91.1 102.2 89.5 94.3 7.3 ?0 D.D:*BEITD gg gf §§§§EE
3000 p.p'"- E B8
i 915 | 921 85.9 89.8 3.8 ol
AL 100.8 | 92.1 | 1025 98.5 5.7 .
SULSES 106.1 | 1165 | 1120 111.5 47 o
FEREREE 1165 | 107.0 | 114.0 1125 44
N 2 AT 0.2 mg/kg EMABHEANE RPELERG S H AR EILE
RERE 102.5 | 934 | 1048 100.2 6.0
iTHES
®"E Eipu 2k
COQ050010H 4g TKIRERSE, 1g 8L, 1giTEERM. 0.5g iTIREA T, 50 mL BLE 50% /&
€0Q015022H 900 mg FKEREAEE. 150 mg PSA, 15 mL BiLE 50% /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ BHLFR 1001/ &
MFO047-45-MCE MCE/®4T mm/0.45 um/ 7k % 2004 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHLF 2004 /&
V2-AL 2 mLiRBERL ORI, TB54 1001/ =
SC2-5 2mL BEEREREE, WO, 9425 1001/ &
SDC-3000-D biocomma® Z & RIEEAIN 18/%
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R

QUEChERS AOAC 2B F B MAPREGSIZZRIEM

5 EERT—RERNKRMGERPRG ST ERNE

—. FmITEY

BHEINTE -18°CTRR, HIRME, ERTEMEITFHEN
15.0g F50 mL BOER, 1IN 15 mL 1% ZBRZEAR,
HIN QUEChERS 2 EE# TG (6 g TKIMEEEM 1.5g
KEEESEM) , SRHE 10 min, 4000 r/min B0 5 mine L2
BRI,

. HEmEk

VRS EEZB5E 8 mL F 15 mL QUEChERS L% (1.2
g MgSO, #1 400 mg PSA) #, & fiE 1 min, 4000 r/min B /0x 5
min. BXEE®R 1mL, 3 0.22 um &R, & MUK,

=, EFH

BRI API 4000

it Venusil ASB C18 (2.1 mm X150 mm, 5 um)
TEhAE: A 10 mmol/L 2B (& 0.1% FER)

*3 [EFRERRAZADBN. RENELSEFHM

FBFNE T
WEEH | (REHE (min)  RWEFH | DP | EP CE| CXP
N 208.1/89.1 30 | 10 | 22 12
SRR 7.06
208.1/116.0 30 10 | 10 12
222.3/123.1 48 | 10 | 16 12
HER 713 /
222.3/165.2 48 | 10 | 31 12
163.2/88.1 36 | 10 | 15 12
&5 6.51 /
163.2/106.1 36 | 10 | 12 12
. 223.1/86.2 69 | 10 21 12
SR BN 6.25
223.1/148.1 69 | 10 | 13 12
207.1/132.2 60 | 10 | 13 12
SERATR 6.10 /
207.1/89.1 60 | 10 | 22 12
" 202.1/145.2 58 | 10 | 12 12
22E=3531 7.18
202.1/127.1 58 | 10 | 40 12
Y 192.1/160.1 68 | 10 34 12
ZER 6.82
192.1/132.2 68 | 10 | 42 12

B: HEE
. . . £ 4 0.05 mg/kg &N RE LT EBIARINEIUREE
HBHR: BEDER, 01 ikl ;
e —. s e (]
= 1 mchiBmsE A B 1 5 3 FHEURE (%) RSD(%)
BfiE] /min A(%) B(%) B 1016 942 | 1042 100.0 52
- 95.0 5.0 STEE 1106 | 117.0 | 1172 114.9 3.3
15 95.0 5.0 KEZH 111.8 104.4 108.4 108.2 3.4
6.0 5.0 95.0 ZHER 98.0 92.0 94.6 94.9 3.2
11.0 50 95.0 BKEM | 1180 1130 | 1100 1137 36
111 95.0 5.0 R E TN 100.8 95.2 98.6 98.2 2.9
15.0 95.0 50 EAZER 110.2 99.4 96.2 101.9 7.2
IR 0.35 mL/min e 1 BREER
. ano o 2 K
E/JIII. 40°C 1.266 3 KEZE
H R . 1266 | 4 ZER
BERERRR: 5L L
—_ 3 . =) 1.1e6 6 Hﬁjﬁz
BTR: Eﬁﬂm% (ESI) o ; T R,
AiEER EBFER
wMAEH: ZREEN (MRM) e |
7065 1
R2BRENBFRESH o5
Source/Gas 550 [ R
5.0e5
Collision Gas(CAD) 6 4565 5
Curtain Gas(CUR) 12 3565 M7
3.0e5 5
lon Source Gas 1(GS 1) 50 2505 |
lon Source Gas 2(GS 2) 50 st
lon Spray Voltage(IS) 5500 ;Z:: wualoss |
Tempel’atul’e(TEM) 550 10 20 30 40 5.0 6.0 71%“;"“?‘0 2.0 100 1.0 120 130 140
Interface Heater(ihe) On 1 AIKFER 0.05 mg/kg EMARE BN EILE
ITHER
5SS Ei:pu a%
C0OQ050020H 6 g TTKIREREE. 1.5 g BEEASH, 50 mL BOLE 50% /&
COQ015031H 1200 mg /KFREREE. 400 mg PSA, 15 mL BOLE 0% /&
SF130-22-NL BrEsHaiEes, H2 13mm, 712 0.2um, BIR 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200FH /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHH 200F /=
V2-AL 2 mL iRBIREL ORI, TH5L 1001/ =
SC2-1 2mL BEBREKEE, O, 9-425 10040/ &
SDC-3000-D biocomma® Z & REEAIY 16/%
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R

QUEChERS EN 5T EMPB ARG SITRERIIEM

FHRERA—REBERIKRNERPRAZSHENONE

—. PmEE
BENE -18°CTARR, HIRME, ERIEEMETTN
BN 10.0 g F 50 mL BOEAR, AN 10 mL 25, RE
10 min; BN QUEChERS #EXE 8 (4 g TKFERE,
1g Sksh, 1giTIRERMA 0.5 g ITRERE ) , RIES
min, 4000 r/min By 5 min, EEZBEEFF.
. Emak
B8k EE 2882 6 mL E 15 mL QUEChERS &b &
(900 mg MgS0, #1 150 mg PSA) &1, 5RHE 5 min, 4000 r/
min B0 5 mine EXEE®R 1 mL, 3 0.45 um JEiE, &L
M,
=. {Y8B%MH (GC-FPD)
SHEYES: Agilent 7890B
@it DB-1701 (30 mXx0.32 mm, 0.25 um) &L H
MEOBE: 220°C
MEHREE: 300°C
FHRIERF: 100°C (R#F 2 min)
LA 16°C /min F5&%! 190°C ( fR%F 2 min)
BL5°C /min 738 % 280°C (1R 1 min)

5. a8
MR 8§58
MR =5

FE: 1.6 mL/min
HERN: FAOR

N

M. XKEER
=& 1 BNPENEEREGSIHE 0.1 mg/kg AR INEIREER

EIE (%)
B FYEULE (%) | RSD(%)
1 2 3
WEER 98.7 96.6 99.7 98.3 1.6
FRRERR 102.1 103.9 109.6 105.2 3.7
TR 100.9 103.0 107.3 103.7 3.1
=277 105.9 106.8 115.8 109.5 5.0
FRESIREA 101.3 103.2 109.8 104.8 4.3
RISFRES 99.4 103.4 112.9 105.2 6.6
=R 112.8 112.5 125.2 116.8 6.2
Ri2it-giige 1159 114.7 1134 1147 11
05 1 HEE
2 2 i
o0 3
4 e
0] 5 I
5 6 ReHB
0] 7 Snei
8 WHHB
] , .
5
] 6 ;
\ | |
® L N A A A /k__

1 AR R 0.1 mg/kg EMPBHBEERA LI B N GIEE

ITHER
5"s Fi3us 2E
COQ050010H 4g FOKEREASE. 1g SULEA. 1g ITEEASh. 0.5 IFEEA T, 50 mLBLOE 50% /&
COQ015022H 900 mg T/KFREREE. 150 mg PSA, 15 mL BOE 50%/&
SF130-45-PTFE PTFE/®13 mm/0.45 um/ BHl%& 100N/ &
V2-AL 2 mLARBRRBY OF R, THEL 100N/ &
SC2-1 2mLEBRREES, A, 9-425 001N/ &
SDC-3000-D biocomma® % &RIEESN 18 /%
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R

QUEChERS EN 5EBFRSHNRE S 5% E RN

FEFEERTEBERSHKRMFERFRGSTXENNE

—. FmIEE

BRIE -18°CTARKR, HIRMIE, ERMEEM BTN
K5 10.0g F50mLBEBOESR, AN 10 mL 2R, RIE
10 min; BN QUEChERS ZENEH B (4 g BKFREREE.

1g LA, 1 g iTIRFREARN 0.5 g ITIRERE Z 1) , RAES
min, 4000 r/min B0 5 min, EEZEBE®F %K.

. EmEk

B %t7E 15 mL QUEChERS &4 (900 mg MgSO,. 150 mg
PSA #0145 mg GCB) RiIA 2 mL ¥, B4, REBEE
FEB EEZBERE 6 mL E 15 mL QUEChERS &b &S, B
H€ 5 min, 4000 r/min B0 5 min. BYEE®R 1 mL, 33 0.22
um JERE, R B,

=, UEHEH

GC-ECD %1%
128 Agilent 7890A
ikt Agilent J&W HP-5 (30 m X 0.32 mm, 0.25 um)
HEEEE

HERE: 220°C
KMEEE: 300°C
FRER: 180°C (1##F 2 min)

L 10°C /min FHE% 230°C (135 2 min)

BL 2°C /min 738 % 260°C (1##F 2 min)

LA 25°C /min #3583 270°C ( 1£3F 1.6 min)
S as
IR: 1.6 mL/min
HER: DR,
LC-MS/MS %
BRI : API 4000
Bt Venusil ASB C18 (2.1 mm X150 mm, 5 um)
AEIAE: A 10 mmol/L ZEE (& 0.1% BER)

Akl 10:1

HERN . EBFEN
M ZRNEN (MRM)

®2 BB NBFRSHR

Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIGEFBREERAZHD BT, RENERSEFH
FEFINEFY
YIBRM | REEE (min) | NEFR DP EP CE CXP
N 208.1/89.1 30 10 | 22 12
HREL 7.06
208.1/116.0 30 10 | 10 12
N 222.3/123.1 48 10 | 16 12
REE 7.13
222.3/165.2 48 10 | 31 12
163.2/88.1 36 10 15 12
DEZ: 6.51
163.2/106.1 36 10 | 12 12
N 223.1/86.2 69 10 | 21 12
RN 6.25
223.1/148.1 69 10 | 13 12
N 207.1/132.2 60 10 | 13 12
KB 6.10
207.1/89.1 60 10 @ 22 12
223.4/126.1 70 10 | 29 12
e Bk 6.83
223.4/90.0 70 10 | 46 12
202.1/145.2 58 10 | 12 12
RER 7.18
202.1/127.1 58 10 | 40 12

B: FEE
FERR AT BmERR, R 1
R 1IBERREZY
BiEl /min A(%) B(%)
95.0 5.0
1.5 95.0 5.0
6.0 5.0 95.0
11.0 5.0 95.0
11.1 95.0 5.0
15.0 95.0 5.0

JRIR: 0.35 mL/min
& 40°C
BEERFR: 5L
BEFR: HBIERE (ESI)

£ 40.26 mg/kg FHRHBENRE. MRRFEELKRL LK
EokanElhes

B el FYEILE (%)  RSD(%)
1 2 3

a-666 925 955 | 935 93.8 16
B-666 930 981 | 955 95.5 27
V-666 960 955 | 93.0 94.8 17
5-666 980 955 | 95.0 96.2 1.7
p,p'-DDE 870 895 | 875 88.0 15
p,p'-DDD 915 982 | 965 95.4 36
p,p'-DDT 102.5 | 1050 98.0 101.8 35
0,p"-DDT 995 975 | 975 98.2 12
AR 840 875 | 836 85.0 25
ZIEF 852 825 | 885 85.4 35
BEH 1025 | 99.8  99.0 100.4 18
BB 915 905 | 875 89.8 23
BT 103.0 | 1000 96.0 99.7 35
BXEAS R 96.2 | 935 | 95.6 95.1 15
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7 50.06 mg/kg F S RERERFELE R ZIARBTMILUREER

B (%)
E-4 0 EIYEURE (%) RSD(%)
1 2 3
B 91.2 85.7 90.6 89.2 3.4
SEE 99.6 91.6 90.4 93.9 5.3
KZE, 94.4 90.4 88.4 91.1 3.4
R EN 96.4 91.0 90.8 92.7 3.4
% KR IR 94.0 88.0 91.0 91.0 33
e SRR 102.0 94.0 92.8 96.3 5.2
RER 82.0 74.0 80.0 78.7 53
" s 1 a-666 8 p,p-DDE oo 1 W REIH
2 p-666 9 p,p'-DDD 2 BREM
6000 3 ASHERX  10p,p'-DDT 95065 . ()zggg
1 4 y-666 11 o,p'-DDT o0 ‘ 4 Tk
5 ZIFERF 12 BREEs o 5 WA
5000 6 5-666 13 FREE s 6 SER
7 BEHR 14 15 BYMAMBE e -
7.0065 7 B
4000 8 6.50e5- 3
23 6 6.00e5
3000 55065
5.00e5-
4.50e5
2000 o 9 10065
1 3.50e5- 1 o
1000 ] o o0 | . 45
w 1 1213 25005
Z 14 2.00e5-
6
U—J : : : 1.50e5- “2 |7
] 10 15 min 1.0065- | ‘\
5.00e4 ) ﬂ LL a
5.18 |
L KT 0.26 mg/kg RSPENSMMBRRERRE S ABI EHE B L T - A T DN
2 FRINKTER 0.06 mg/kg S P EERREERRALHEIONGEILE
ITHER
%S Ei:323 (2E]
COQO50010H 4g FKERBAEE. 1g SMLIA. 1g IFIEERIA. 0.5g TR, 50 mL BOE 50% /&
C0Q015024H 900 mg Tk FiEAEE. 150 mg PSA. 45mg GCB, 15mlL BElLE 0% /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ B £ 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7k & 200F /2
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHH 200K /=
V2-AL 2 mLiRBIGIRA R, TREL 1001 /&
SC2-5 2mL EBREHKE, A0, 9-425 1001/ &
SDC-3000-D biocomma® Z &RIEESN 1&/%
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R

QUEChERS AOAC i ZAF R CHRIGSIEHRIE

FEFEERTEBERSHKRMFERFRGSTXENNE

—. HFmiEE

BERTE -18°CTAKR, HIRMEE, ERTRES BT RIS
15.0g F 50 mL BOEH, MA15mL 1% ZEBRIBEEAR,
JABE 10 min, B0 QUEChERS EENEE (6 g T/KFRER
B0 1.5 g TTKEEERIA) , SREE 5 min, 4000 r/min B 5
mine FERZEEF K.

. BRak
B 5C1E 15 mL QUEChERS &Mt & (1.2 g MgSO,. 400 mg
PSA #1400 mg GCB) AN 3 mL BE, EFHKH L
BZBEES8mLTF 15mL QUEChERS &1L EH, RAHES
min, 4000 r/min B x5 min, X EF® 1 mL, £ 0.22
um JERE, #RF MM,
=, (UBEH
GC-ECD %1%
1438 Agilent 7890A
& Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um)
FEEEE
BEECURE: 220°C
MERE: 300°C
FHEERF: 180°C (1R#F 2 min)
1L 10°C /min FHEE 230°C ({24 2 min)
LA 2°C /min #&E 260°C ( 73F 2 min)
B4 25°C /min 73R 270°C ( 4£3#F 1.6 min)
"S5 ax
FE: 1.6 mL/min
HERI: OERE, 9% 10:1
LC-MS/MS %1%
BRI API 4000
@i%tE: Venusil ASB C18 (2.1 mm X150 mm, 5 um)
SREhAE: A: 10 mmol/L ZE8%% (& 0.1% FER)

B: HEZ
A WEER, R 1
R 1IBERREZMY
BYiE /min A(%) B(%)
95.0 5.0
1.5 95.0 5.0
6.0 5.0 95.0
11.0 5.0 95.0
11.1 95.0 5.0
15.0 95.0 5.0

FE: 0.35 mL/min

8 40°C

HEEAFR 5L

BTR: BIRE (ESI)
RiERN: EEFER
WMAER: ZREEN (MRM)

K2 BB NEFRSHK

Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIGEPFRELERAZAS SN, RENERIEFM
FEFRNEF
MREIR {REEAYIE) (min) MEFXS | DP | EP | CE | CXP
208.1/89.1 30 10 | 22 | 12
BRI 7.06
208.1/116.0 | 30 | 10 | 10 | 12
222.3/123.1 | 48 10 16 12
TEE 7.13
222.3/1652 48 | 10 | 31 | 12
163.2/88.1 36|10 | 15 | 12
KEZRH, 6.51
163.2/106.1 3610 | 12 | 12
R 223.1/86.2 69 | 10 21 12
5 KN 6.25
223.1/148.1 69 | 10 | 13 | 12
N 207.1/132.2 60 | 10 13 | 12
B R ILAN 6.10
207.1/89.1 60 | 10 | 22 12
n 202.1/145.2 58 | 10 | 12 12
AR 7.18
202.1/127.1 58 | 10 | 40 | 12

M. RIEER
®40.1mg/kg REPENRE. MURRFELERAS%
BRVAINEIM SR

B (%)
ExLud FHYEULE (%) | RSD(%)
1 2 3
ZIREEF 1011 89.1 | 909 93.7 6.9
= DA 113.0 | 1145 106.2 1112 4.0
BEF 876 | 847 824 84.9 3.1
SRR 119.8 | 1151 | 1229 119.3 33
BX KB 1149  108.6 & 1083 110.6 3.4
RERE 914 | 894 855 88.8 34
BRESEFMEE | 1052 | 1141 | 1109 110.1 4.1
AR 108.1 1042 | 1015 104.6 32
AEHE 773 | 788 | 702 75.4 6.1
AT 933 | 822 848 86.8 6.7
FUKHBR 107.8 = 100.8 | 104.7 104.4 34
AR RO 821 | 80.1 @ 874 83.2 45
REHER 1133 | 108.2 | 105.3 108.9 3.7
& 50.05 mg/kg FEEHEEFREREE R LRI AMNEIREER

Exgi 1 @H&f (%) 3 THEREE (%) | RSD(%)
BRI 1022 | 1106 | 1112 108.0 47
RER 1104 | 1164 | 1198 1155 4.1
REZE 1046 | 1084 | 110.0 107.7 2.6
5 KRN 106.2 107.4 | 1116 108.4 2.6
KB IL AR 88.6 81.6 87.0 85.7 43
AR 1014 | 102.4 | 100.6 1015 0.9
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e 1 ZAERER 7 8 BRI v
2 =mE 910 11 12 SAMITE: . 1 BRI AR,
3 [BBH 13 14 15 16 SmPEE 3265 @
w50 T2 1BRE 1718 EARDE . 2 BB
5 BEDE 19 20 MAEE b 3 RE®
6 BEMAE 21 22 EREBE 1266 4 KR
50 23 24 R 1166 5 mEE
154 6 B
207 955
2 9.0e5 3
2007 3 121416 8y 4\22 o :ﬁ
M e"’mfmm #&Lﬁ o K
| ot 6.565 H
6.0e5-
5 10 20 25 min
4.505- 2
1 FIKTR 0.1 mg/kg TSR AHEAIN REEEARE 274 B0 EE g :
by l '
= e
1.0e5- ‘AL I
soet 491514 U
B 1.0 20 30 X 6.0 7i9me. m:!r;ﬂ 2.0 100 1.0 120 130 14.0
2 KR 0.05 mg/kg En PR ERRERRAZHRBONEILE
ITHES
5s 1323 a%
COQ050020H 6 g TKFREREE. 1.5 g BEEATA, S50 ML BLE 50% /&
COQ015036H 1200 mg FE7kFiEAEE. 400 mg PSA. 400 mg GCB, 15 mL BLE 50% /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ BHEH 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200K /=&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHEH 200K /&
V2-AL 2 mLiRBRRBRYT OF R, T B54 1001/ &=
SC2-1 2mLEGBRRKS, MAO, 9-425 00N/ =
SDC-3000-D biocomma® Z&RITESN 16/%
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R

QUEChERS AOAC 2B FiiFHRREGSIZZRIEM

FEEERTRENMERRSNERKRPRAZSHENNE

—. FmITE

BAFIE -18°C AR, MIRMER. EHMRIRE LTI
15.0 g F 50 mL B OVE R, 0N 15 mL 1% ZEAZBEAR, SRS,
0N QUEChERS ZEYEhE (6 g ToKBREREER] 1.5 g KBS
E25h) , SRAE 10 min, 4000 r/min B0y 5 min, FEZERE
5.

=, EFRet

B 5t 7£ 15 mL QUEChERS # £ & (1.2 g MgSO,. 400 mg
PSA. 400 mg GCB #1400 mg C18) AN 3 mL B3, B4
B8 LR ZAEE 8 mL F 15 mL QUEChERS &b &,
RHE 1 min, 4000 r/min B0y 5 mine BY EE® 1 mL, i3 0.22
um 8RR, R EHLM.

=, IESEEH
GC-ECD %1%
1X23: Agilent 7890A
@it Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um)
HEEEE
HERE: 220°C
KMEEE: 300°C
FHEIERF: 180°C (R 2 min)
B 10°C /min FHEE) 230°C ({24 2 min)
LA 2°C /min FRE 260°C ( &% 2 min)
LA 25°C /min #3582 270°C ( 1£#F 1.6 min)
5 a8
FE: 1.6 mL/min
HER 2mEHEE, 2k 10:1
LC-MS/MS &4
FRig{X: API 4000
Bt Venusil ASB C18 (2.1 mm X150 mm, 5 um)
EAE: A 0.1% HCOOH+10 mM Z B8 %% ( BX 1 mL
HCOOH #1 0.77 g ZBATRZE 1 L IKBRF )

B: EEZ
BRI BEMER, K1
® 1 BERBREY
Bdia /min A(%) B(%)
95.0 5.0
15 95.0 5.0
6.0 5.0 95.0
11.0 5.0 95.0
111 95.0 5.0
15.0 95.0 5.0

FRER: 0.35 mL/min

R 40°C

HEATR: 5L

BFR: BIRE (ESI)
HigER FEFER
WA 2R (MRM)
R 2 FBNEFESH

Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIGEPFBRELRRAZAS SN, RENERIEFM
FEFRNEF
MBS | REEE (min) | WEFX  DP | EP | CE| CXP
208.1/89.1 30 10 22 12
B 7.06
208.1/116.0 = 30 | 10 10 12
222.3/123.1 | 48 | 10 | 16 12
TEE 7.13
222.3/165.2 | 48 | 10 |31 12
163.2/88.1 36 10 | 15| 12
RZHE, 6.51
163.2/106.1 | 36 | 10 12| 12
N 223.1/86.2 69 10 |21 12
5 KRN 6.25
223.1/148.1 69 | 10 | 13 12
N 207.1/132.2 1 60 | 10 13 12
DN RIZ) 6.10
207.1/89.1 60 10 |22 12
202.1/1452 | 58 | 10 | 12 12
FREEL 7.18
202.1/127.1 © 58 | 10 40 12

W, RRER
%401 mg/kg T REHMAL. HRRDEERA SR
A= ElEs

A e (%) FEULEE (%) | RSD(%)
1 2 3

ASBER 79.8 732 | 704 74.5 6.5
BEBE 80.3 773 | 154 777 3.2
ZIREEF 103.1 | 942 | 939 97.1 5.4
= 1219 | 1113 | 1113 114.8 53
BER 113.6 | 102.4 | 100.2 105.4 6.8
SRR 130.6 | 1263 | 128.0 128.3 1.7
BX KB 120.9 | 107.5 | 109.6 112.7 6.4
RERE 103.9 | 944 | 96.2 98.2 5.1
BRESEFEE | 1007 | 916 | 939 95.4 5.0
AARMBOR 96.1 87.5 | 85.6 89.7 6.2
AEHE 80.6 758 | 733 76.6 4.9
ML HEE 1024 | 1047 | 1124 106.5 4.9
FUKFBR 97.2 87.1 | 85.0 89.8 73
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S

& 5005 mg/kg T FREEREFERRIGZTA B AVMNLEUEER

B (%)
& B (%) RSD(%)
1 2 3
BRE 87.2 84.4 93.8 88.5 55
REA 776 73.6 72.4 74.5 3.6
REH, 75.8 85.6 84.2 819 6.5
HRE 92.2 101.0 104.0 99.1 6.2
HRELR 92.0 92.2 88.8 91.0 2.1
REH 77.0 72.1 734 74.2 34
1o IRV P AR
- 2 I
e 1 EEHER 8 TP - 3 RER
] 2EEA 910 BURAMDE - 1 R
, 3 ZImIEA 1112 13 14 BARDEH - 5 S
450 4 = 1516 17 18 SMBEE 6 HIZEE
5 WEBF 10 20 RAKE - ls "
0 4 6 BER 2122 AELRE e
7 BRBEE e
350 1.0e6:
9.0e5- 1
300 8065 2
250 ::
ul 501119 a2z 5005 L
200 14} 4.065
1504 LMLA‘ 0 0% 6
= - el
T 5 g A purs W @ W 4 s 6 7080 90 w0 W0 @0 @0 @0
L IR 0.1 mg/kg ST PSS DR B R S SR B 2 FRIVACE 005 me/kg i FE M FIBAR RO N EHE
TlER
#S faR a%
COQO50020H 6g TKMRESEE. 1.5 g REEATA, 50 mL B 50% /&
COQO15040H 1200 mg KB, 400 mg PSA. 400 mg C18. 400 mg GCB, 15mL BiE 50% /&
SF130-22-PTFE PTFE/®13 mm/0.22 pm/ BHLE 1001 /&
MF047-45-MCE MCE/®47 mm/0.45 pm/ k5 200 5 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHE 2004 /&
V2-AL 2 mL iR@EBL O ME, FH5% 1001/ &
sc25 2mLESRRES, TFO, 9-425 001 /&
SDC-3000-D biocomma® % &3REBEAN 18/4
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QUEChERS AOAC FiZBFARPREGSIZZRIEW

K EERATFEERMERMARSHIKR. BRRNBMEPREGSILZENNE

—. FEmEE

BAKIE -18°CTAK, HIRIMEE, EWRFREFEITRIAK 5
g F 50 mLBEOER, Mk 10 mL3EA, SABEMAN 15mL 1%
ZERZBEATR, SRHE 10 min I\ QUEChERS ZEXEE (6 ¢g
FTKEREREEM 1.5 g T/KBRERTA) , SRAE 5 min, 4000 r/min
B 5mine EERZIEER S,

. HE&Ek
BN EUHN EBZEBE 8 mLF 15 mL QUEChERS 41k
& (1.2 g MgSO,. 400 mg PSA #1400 mg C18) A, & JiE
5 min, 4000 r/min B0 5 min. BXEE® 1 mL, & 0.22
pm JERE, fF B,
=, NBREH
GC-ECD %1%
133 Agilent 7890A
B Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um)
HEMELEE
WERE: 220°C
MERE: 300°C
FRIERF: 180°C (1R#F 2 min)
14 10°C /min 3R] 230°C ( ££%F 2 min)
L4 2°C /min F&E 260°C ( ##F 2 min)
BL 25°C /min FH38%) 270°C ( 1&£#F 1.6 min)
5 a8
S 1.6 mL/min
HEAI: OWERE, 2R 10:1
LC-MS/MS %44
BRIE{Y: API 4000
g Venusil ASB C18 (2.1 mm X 150 mm, 5 um)

HERN EEFER
wME: ZRNEN (MRM)
® 2 FURNBFREH

Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIDEPFREXERAGZAS BT, RENERIBEFHN
FEFRNEFXE
YEREM | REEYE (min) EWEFH DP  EP CE CXP
208.1/89.1 30 10 | 22 12
R 7.06
208.1/116.0 = 30 10 | 10 12
222.3/123.1 @ 48 10 | 16 12
TEE 7.13
222.3/165.2 | 48 10 | 31 12
163.2/88.1 36 10 | 15 12
KEZR 6.51
163.2/106.1 | 36 10 | 12 12
N 223.1/86.2 69 10 | 21 12
KRN 6.25
223.1/148.1 69 10 | 13 12
N 207.1/132.2 60 10 | 13 12
7% RN 6.10
207.1/89.1 60 10 | 22 12
202.1/145.2 = 58 10 | 12 12
AZERE 7.18
202.1/127.1 = 58 10 | 40 12
. 192.1/160.1 68 10 | 34 12
ZER 6.82
192.1/132.2 | 68 10 | 42 12

M, SEREGR
®402mg/kg RKRFENRE. MFERBELERAZ%
BRI EI LS

FEnAE: A 10 mmol/L 2B (& 0.1% PER) B (%)

B: HfE B 1 , | 5 PHENE (%) RSD(%)
GRS BEERE, ER 1 AEREE 920 | 1015 1033 98.9 6.1
e Zii%@%u 93.5 | 1004 | 1022 98.7 46

prr— AT 51%) = D 1145 | 1225 1265 1212 5.0

— 95.0 5o EEH 815 | 845 861 84.0 2.8

15 95.0 50 BER 113.0 | 109.0 | 1135 1118 22

6.0 50 95.0 BEAREIEE 1205 | 1200  122.0 120.8 0.9

11.0 5.0 95.0 FRE5As 1005 | 99.3 | 1015 100.4 11

111 95.0 5.0 Sumas®E 1015 | 1006 | 102.5 1015 0.9

15.0 95.0 5.0 maE R 1017 | 967 | 963 98.2 3.1

F5E: 0.35mL/min SERE 787 | 702 | 709 733 6.4
S 40°C ;;ﬂzﬁ@é 1260 | 1300 1195 125.2 42
LR 11001 | 99.5 | 1114 107.0 6.1

AR 5 ul AR SR 100.5 | 100.2 | 97.4 99.4 17
BYiR: BBE (ESI) RERE 1225 | 1116 | 120.0 118.0 48
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& 50.05 mg/kg RARKFRERRELREGSIAXBRRME S

EIHEE (%)
B IR (%) RSD(%)
1 2 3
R 111.2 118.6 117.6 115.8 35
TEE 92.6 85.2 93.4 90.4 5.0
REZE 90.0 101.4 98.2 96.5 6.1
ZER 70.6 79.4 70.2 73.4 7.1
KR 107.2 114.0 111.6 110.9 3.1
K EILER 114.0 119.8 117.8 117.2 2.5
BER 924 98.4 92.0 94.3 3.8
2206 1 PRI
210 2 PRI
1 BSIE 8 0 BRRAASE i 1R
e SR ENASAAT 158 i
I e - ;s wa
o] 4 maF 18 19 AULTE e 6 W
5 RER 20 21 BUXTE 1.666
oBEBE 2023 mawEH 15 T W
7 BEEE 24 25 AR 3
800 1.4e6
1.3e6
600 1.2¢6
116 1
400 1.0e6
9.0e5 2
8,085
200-~ 05 ‘ 676
. . 6.0e5 4
T 5 15 B 5 m e
B 1 AT 0.2 me/kg AKPENIRINR R EERS S HE RN GEE - ‘6
o -
o |l
4.955.18 I
: 1.0 20 30 40 50 6.0 80 2.0 100 1.0 120 13.0 14.0

2 OIS 0.05 m/kg RRPEERRIEXRAZZBIONEIEE

ITHER
Bs 3% (2E=
COQO50020H 6 g FOKRREAE. 1.5g BEMA, 50 mL BOE 0% /&
COQ015033H 1200 mg F/KEFREREE. 400 mg PSA. 400 mg C18, 15 mL BLE 50%/&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ BH%& 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K % 2004 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHE 200 /&=
V2-AL 2 mL iRBRIEL ORI, TBER 1001/ =
SC2-5 2mL EERAKE, MO, 9-425 1001/ &
SDC-3000-D biocomma® Z &R BRI 18/%/
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R

QUEChERS EN AEBTFARPREG SR FAVEM

FHHRERTEREXMERYMBER SRR, BRRNAYFPREGSHENE

—. FmiEE

BARKTE -18°CTAR, RN, MEREMEENAK 5.0
g F 50 mL BOErh, 07k 10 mL3EA, HE 30 min, 2
B0 10 mL Z 85, ®iE 10 min; B0 QUEChERS %
ENEhE (4 g TKMEREE. 1 g MIbEA. 1 g TR 0.5
g ITEEREL ) , JRHE S5 min, 4000 r/min B 5 min,
TRZERRRL.

Z. BRak
NS LB ZAEE 6 mLF 15 mL QUEChERS &1L &
(900 mg MgS0,. 150 mg PSA #1 150 mg C18) &, & #E 5
min, 4000 r/min By 5 mine BYX &R 1 mL, i 0.22 pm
TERE, M,
=, UEEH
GC-ECD %+
12§ Agilent 7890A
@I Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um)
HEBEE
HEOUREE: 220°C
MESRE: 300°C
FRIZER: 180°C (1R%F 2 min)
BL 10°C /min F:8%] 230°C ( fR%F 2 min)
B4 2°C /min FHEE 260°C (1545 2 min)
14 25°C /min 7R 270°C ( £#F 1.6 min)
¥R
SR 1.6 mL/min

A DRER, 2R 10:1

My
A

LC-MS/MS %14
BRig{: API 4000
@i Venusil ASB C18 (2.1 mm X150 mm, 5 um)

HFAIR 5l

BFR: BIEE (ESI)
HiEER: EBFER
NS ZRMEN (MRM)
K2 R NBFREH

Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIGEFRELERAGZAS BT, RENERESBEFH
FEFRMEF3
MBREM | REEE (min)  EWEF | DP EP CE CXP
. _ 208.1/89.1 30 10 22 12
BRI 7.06
208.1/116.0 30 11010 12
222.3/123.1 48 10 16 12
TEE 7.13
222.3/165.2 48 10 | 31 12
163.2/88.1 36 |10 | 15 12
RER, 6.51
163.2/106.1 36 10 12 12
. 223.1/862 | 69 |10 21| 12
5 RN 6.25
223.1/148.1 69 | 10 | 13 12
N 207.1/132.2 60 | 10 13 12
R ILAN 6.10
207.1/89.1 60 | 10 | 22 | 12
n 202.1/145.2 58 10 12 12
FAZRY 7.18
202.1/127.1 58 |10 | 40 12
- 192.1/160.1 68 | 10 34 | 12
ZHER 6.82
192.1/132.2 68 | 10 42 | 12

M. XKEER
&402mg/kg KRAPENRE, MRRPEXRESK
BRYAIEI LS

FEhtE: A: 10 mmol/L 285%% (& 0.1% BER) & . E"&f (%) s FEHYEUE (%) RSD(%)
B: FEE FRMER 820 @ 810 830 82.0 12
FBAE: BRI, R 1 HEE 840 | 86.0 | 915 8722 45
X1 BEKBEHE ZIEEZF 84.0 | 86.0 | 84.0 83.2 1.7
Bial /min A%) B(%) = 1035  99.0 | 102.5 101.7 23
— 95.0 50 BEF 984 | 945 975 96.8 2.1
SER 1035 | 98.0  100.0 100.5 28
15 95.0 50 BERE 1075 | 1015 1075 105.5 33
6.0 5.0 95.0 BEHE 865 | 815 | 85.0 84.3 3.0
11.0 5.0 95.0 BHmASEE 920 875 | 884 89.3 27
111 95.0 50 mAEHE 876 854 | 858 86.3 13
15.0 95.0 5.0 [EHh 715 | 768 | 712 732 43
AEREE 1312 1232 | 1245 126.3 34
IR 0.35 mL/min SU%8s 102.5 | 985 | 88.0 9.3 78
B 40°C mARE RS 929 | 904 | 90.7 91.3 15
REHE 1175 | 111.5 | 109.0 112.7 3.9
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& 50.05 mg/kg RARPRERRELRRAGSZEHNRME SR

[EIUT=E (%)
B FLYEURE (%) RSD(%)
1 2 3
R, 94.6 93.6 99.2 95.8 3.1
TEE 89.6 91.6 91.2 90.8 1.2
KZE 107.6 114.4 111.2 1111 3.1
ZER 75.8 82.0 82.6 80.1 4.7
5 RN 97.2 104.4 101.2 100.9 3.6
3 RN 93.0 100.0 101.6 98.2 4.7
Z2E=35 86.6 85.8 92.6 88.3 4.2
9008 1 BRI
" : 1 ERBEE 010 MM oo 2 BBREAR
2 BEE 112 13 14 EEEDE 8065 3 RER
10007 3 ZE@EEFl 15 16 17 18 SmMEL 758 4 238
4 = 19 20 FMABE BT
5 BB 21 22 MR 7o o ’%ij’z
800 6 SER 23 24 MEMDES 0565 6 =HEE
2 7 BORBE 25 26 REE soes 7 BEE
34 8 EBEME 3
600 5.5e5-
5.0e5
400+ 4.5¢5
4.065
200 Foeb | 6170
3065 'I‘
04 2.5€5- 4
I > % ps 2 7
A | - il
1 KR 0.2 mg/kg AAKPEHNEMBRRE AR R L HBIONGILE 1o L |
5.0e4 Il
5.15 ‘\ “‘“7‘“ k
10 20 30 40 50 60 71'01m. m\snn 9.0 100 10 120 130 140
2 FRIZKTER 0.05 mg/kg AKPEERREERRALZ BN GIEE
THER
5SS Ei::pu aE
COQO050010H 4 g TKEREREE. 1 g &N, 1 g iTIRERTA. 0.5 g ITIRER %0, 50 mL BLE 50% /&
COQ015032H 900 mg TKFREREE. 150 mg PSA. 150 mg C18, 15 mL BLE 50% /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ B F& 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 2004 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ B & 200K /&
V2-AL 2 mLARBRBY OF R, T BEL 100 1N/ &
SC2-5 2mLEBREKS, WAO, 9-425 100N/ &
SDC-3000-D biocomma® ZE RHEREX 18/%
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R

QUEChERS ZEX R Eh SR AR BRI 2 HIE

2020 hik (HPEIZ5EE - OER 2341 RZGTZEENEE)

—. Hamizix
W 3.0 g @M EHNHEH AT SO MLBEOESR, M

N 1% K ZBRAR 15 mL, iRiE30s A M T 92,
B E30min, $BZEMAN15mLZ 5, 2500 rpm iR FE

5min, MAN6gHKMERE, L5glMRmEa (Cat.
No.COQ050020H) 1z BP 4T &, 2500 rpm & B 3 min,
5000 r/min B0 5 min, EEZBEZSK.

Z. HE@Ek
EX 9 mL &4 LRIINE 15 mL QUEChERS &1k E (Cat.
No.COQO015050H) , & HE 5 min, 5000 r/min & 1 5
min, ERRE S5 mL EERFS—F & 15 mLELER,
40°C/KABRBWMEERET, B1mLZBEHRAMR, 130.22
um [ 1S AR BN iR
=. trefECH!
BN ATAEMR30gRBER— ZPBER
YOETF, AESHEE=EE 0, 10, 20, 40, 80, 100
ng BREVERIMANE ERERT, BZBEINERE L
mL, BHIRRE N0, 10, 20, 40, 80, 100 ng/mL B9
BEREAELIES Ko
M, MK
BIERH
{Y28: UPLC-MS/MS (Thermo Fisher TQS Endura)
&gt CommasSil® ODS (2.1 mm X100 mm, 3.0 um)
JRohAE: A 7K (0.1% HER)

B: HEE (0.1% FER)
HRR A BEER, WK1

xR 1 BEARER
Bdial /min A/% B/%

0 98 2
1.0 95 5
40 70 30
8.0 30 70
9.0 30 70
10.0 2 98
135 2 98
14.0 98 2
15.0 98 2

SER: 0.4 mL/min

& 35°C

HESE: 5uL

RRE

BEFIR: HESI

FRIREBE: 3500V

#SIES: 30arb

WSRESH: 2arb

BFERE: 380°C

HEBE: 350°C

R2EHBN. RENERFTIEF SR C HEEBF)

Fs B {REZETE] /min | BEF FBETF
1 it 0.98 142.1 94.083*, 125.0
2 | ZEEERRREE 2.95 184.0 143.0*, 125.0
3 FERIRE 5.35 228.0 167.917*, 109.083
4 HIRRE 7.11 256.0 139.917%, 227.917
5 BRZ 7.46 300.0 174.0%, 127.0
6 IKERER B 8.8 312.0 269.887*, 235.958
7 ShIRRE 9.79 3310 99.083*, 127.071
8 i 10.7 314.0 162.0%, 271.917
9 KRR 10.16 243.1 214.988*, 172.917
10 R 10.29 304.1 216.917*, 233.929
11 | RESHE 10.53 332.2 230.917%, 121.071
12 petioti] 10.63 323.0 294.917*, 170.929
13 1B 10.68 363.0 226.917*, 306.917
14 RAREREE 10.72 368.1 181.917*, 321.946
15 RS 10.73 279.0 246.917*, 168.958
16 | hoRERRE 10.75 247.0 109.083*, 137.0
17 RR 6.22 230.0 198.988*, 125.125
18 ARR 3.55 214.1 182.917%, 125.0
19 izl 3 6.29 2232 126*, 90.179
20 id=y 5.82 256.1 209.0*, 175.083
21 B 8.46 355.1 88.196*, 107.875
22 BEREIM 3.90 207.1 89.167%, 132.054
23 RER 7.89 2223 165.012*, 123.083
24 R 8.02 382.0 167.0*, 198.929
25 SERE 8.29 358.0 167.0%, 141.042
26 BEAREERE 8.42 411.1 196.0*, 168.0
27 HFEE 8.69 216.0 173.946*, 132.083
28 i 8.02 404.0 372.083%, 344.143
29 | DEEIRER 9.86 226.1 210.083*, 108.298
30 el 10.89 409.3 186.0*, 145.0
31 PR AR 10.38 311.0 158.071%, 141.071
32 BB 8.67 200.0 183.054*, 182.03
33 TER 11.09 312.0 238.083*, 162.137
34 2740 11.22 350.0 197.905*, 321.905

1 34 MERRAIMERBRBBFMRE 20 ng/mL)
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B, ERER
®IWAM. HENBGIRAM D 34 MRASAERINIROIKRER

REMH HE Ll
Bi5t 0.025 mg/kg 0.05 mg/kg 0.02 mg/kg 0.05 mg/kg 0.025 mg/kg
Bl % RSD%(n=4) [E¥E % RSD%(n=4) | EIUZE % RSD%(n=4) [EUZFE % RSD%(n=4) [EIKZE % RSD%(n=4)
FRRZR% 86.6 43 87.5 52 85.9 73 75.6 7.0 87.3 55
Z B B B 96.4 3.2 95.2 8.8 81.2 5.7 79.1 5.7 84.1 6.9
aER 110.1 9.5 91.9 10.7 80.8 6.5 76.2 5.2 85.7 3.9
EPAERIZ) 79.6 4.9 87.8 4.3 72.9 7.2 67.1 2.3 95.2 8.0
FRELRRIRRA 90.6 5.9 93.3 0.8 85.6 1.7 81.9 3.8 85.8 1.4
Nt ik 83.4 2.8 91.3 4.8 83.8 33 74.2 6.2 76.8 3.4
KR 91.2 4.7 97.5 55 98.2 3.4 97.3 1.4 82.2 4.8
WE B 95.7 4.9 84.0 0.3 84.3 2.6 86.9 5.9 83.0 8.2
BRIR B 89.0 2.8 91.2 0.8 82.1 6.9 81.2 7.8 83.5 5.6
BERR 92.0 1.4 91.7 4.4 94.9 7.1 93.6 6.0 89.5 6.6
SEE 88.1 55 88.5 3.4 96.5 6.7 90.7 4.1 92.9 3.5
FARERE 81.8 2.4 81.2 43 71.9 9.4 74.9 4.6 73.9 3.3
SEE 80.2 7.8 17.4 4.5 62.8 6.4 64.4 5.8 67.5 3.9
FRARTERE 89.7 3.2 86.2 2.8 78.1 7.9 84.2 1.5 68.9 5.0
BRI, 86.4 7.7 89.8 6.1 91.7 9.0 79.9 5.2 76.9 6.7
LaFediie 78.3 5.0 71.5 5.2 91.5 1.7 84.3 7.5 76.1 6.2
FEE 86.8 4.0 84.8 0.5 89.6 8.6 85.3 4.6 86.7 6.8
b 69.5 9.4 69.0 2.7 85.9 7.8 85.4 7.0 93.4 5.5
e[S 93.8 2.0 93.1 2.1 79.2 7.4 67.9 3.0 80.9 8.2
SRR 95.4 73 92.9 1.5 84.3 7.1 86.2 7.2 89.5 6.9
EAESBNi S 53.0 1.2 55.5 7.2 81.9 59 71.9 6.8 61.6 55
Sk 95.0 7.1 88.7 3.5 89.7 1.0 87.9 6.5 83.3 5.9
R 91.3 2.8 91.1 6.4 84.2 4.4 82.8 2.4 79.7 52
LB 70.7 3.4 71.0 4.0 85.4 8.0 78.1 2.1 2.7 6.2
B R AR 87.7 4.4 101.1 5.3 72.1 6.4 109.4 1.7 89.3 7.8
RESHR 87.7 6.2 89.5 6.8 84.0 5.1 74.4 6.1 84.3 6.1
SRR 78.6 8.6 78.4 8.2 94.3 4.0 86.1 8.7 84.3 8.1
[ 85.3 4.8 80.0 3.1 98.0 7.0 86.7 8.8 7.3 7.1
REAIRBE 99.2 5.3 83.7 8.0 78.5 6.3 87.3 6.4 87.4 3.4
et it 80.5 7.9 81.3 9.3 76.6 7.2 79.3 9.2 80.7 8.2
HERERRE 75.0 6.1 87.7 8.4 97.3 4.9 5.7 7.7 79.0 4.6
el 87.3 4.7 88.9 6.0 7.8 7.8 85.9 2.2 86.0 6.2
TR 117.5 3.7 101.0 9.1 75.1 79 75.5 48 726 79
H5E 84.2 6.9 85.4 8.3 85.4 5.2 86.1 56 69.8 5.4
ITHER
IREEF RLIEE (QUECHhERS %)

#ES Ei::puy aK
COQO50020H 6 g FREREE. 1.5 g TOKBREATN, 50 ML BBE, HELELR 50% /&
COQ015050H 900 mg FiEA%E. 300 mg PSA. 300 mg C18. 90 mg GCB. 300 mg FEAZ, 15mL BOE, HELE2e 50% /&

SDC-3000-D biocomma® Z & RIERSN 148/

SF130-22-NL B /®13 mm/0.22 um/ BHFE 1004/ &
SC2-5 2mL BBRFKE, A0, 9-425 1001/ &
V2-AL 2 mLBSUREHERIE, FPHER 11.6*32 mm, 9-425 1001/ &
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Rz5#4 30 FHEBRTZAY UPLC-MS/MS IIE

2020 hR (FPEARHMELZ R (M3) ) 2341 F£HE LC-MS/MS-QUEChERS 7%

R

—. #HmiEl R2ANBT. RENERFIEF—HXK " AEEBTF)
ERMEREMENESR3I0gTFS0mMLBOE R, I 2= g {RE2ELE /min | BEF FBEF
N 1% 7 BE B K58 R 15 mL, SR BER & 15 mine $EE 1 | waw 1608 | 3041 | 2169, 2339
MAZEE 15 mL, BEGRS, BEKLEZUES (500 j jzﬁ 157-7059 jji‘l) 7521;’9 1‘}2‘121;08
X /min) 5min, f1 X QUEChERS % EY £t & (Cat. . e L087 . D31, 1652
No.COQO050020H) , iz Bl #& &%, Rl Z!#x & (500 %k / 5 o 6.68 1972 46.4%, 178.9
min) 3 min, 74 10 min, L4000 r/min B0 5 min, 6 S 15.54 314.0 162.3%, 271.9
= %k 7 LT 10.77 336.1 266.2%, 308.2
MERABEBROMLE FEE S & (Cat. z ;;’;ﬁﬁm 12;‘61 229-1 8691-2{*’ 8392-1
No.COQO15050H) &, ik #% 5 min £ 2 55 7338 %), Ll 10 %;%EE; ::46 32;:1 171.3*; 2;31.2, .192.1
4000 r/min B 5 min, fEERE_EER S mL BERAWRIK 1 - 0.75 1421 94.1%, 1251
ETF 40°CHBRBELN 03 ML, BZHEESE1mL, B8 12 HREM 10.91 2232 76.2*, 166.0
Bk 2 min, RITES, B, BUEBERILIE, WELIER. 13 ERE 9.15 2131 | 89.1%, 116.1, 98.0
— - s 14 KERRES 13.25 3120 235.9%, 269.9
_;Eﬁh&{ﬁ'ﬁ;&ﬂgﬂ? o 15 | S THBTM 12.96 305.1 187.2%, 2489
NEAEFRHER3g —6, AHAEARNHE 16 pu— 1125 3580 1673, 1413
HAEREE 5 mLERMNET 40°CAEREEL 0.3 17 SEEES 16.72 323.0 294.9*, 170.9
mL” , DA MNEEWR&EEAR (100 pg/L) 50, 100 18 | BTHEM 145 211 171.2%, 2749
uL, E& X B &A% (2000 pg/L) 25. 50. 100. 200 19 FRekms 17.14 2711 131.1%, 159.2
uL, AZBERZE 1mL, RIEES, SHILIERE (0.22 20 FRERE 10.82 382.0 167.3%, 198.9
um) , EEER, S, 21 LB 12.99 293.1 251.9%, 272.3
2 Bl 10.66 300.0 127.1%, 174.1
M, {X&E%H (Thermo Fisher TQS Endura) 23 | PREHE 16.43 3322 121.1%, 230.9
BILEMY 24 BT 16.65 363.0 226.9%, 306.9
{¢28: UPLC-MS/MS (Thermo Fisher TQS Endura) 25 IR 8.48 256.0 139.9*, 227.9
@i CommaSil® ODS (2.1 mm X100 mm, 3.0 um) 2 REHE 14.13 243.1 172.9%, 215.0
sEpig: A: sk (0.1% BE) B: BE 27 3-%53;2@2 731 2382 | 163.2%, 181.1, 220.2
. . . 28 e 11.69 4111 168.3%, 196.3
BT BB, 1 29 R BB 16.59 247.0 109.1%, 137.1
® 1 BERBER 30 | PHBTM 10.08 277.1 | 125.1%, 199.0, 259.0
DI i 0 0,
H'.fﬂ(fmm A9/8/° B/2/o F. TR

8.0 70 30 Bl enveZs

16.5 30 70 _ EUgE (%) RSD (%)

17.5 30 70 B BHE B8 M EF #EEK &¥s A EF

19 2 % EEB 808 750 | 68.6 825 | 22 | 21 | 39 45

21 2 98 BAKEITM 789 889 746 | 963 3.0 42 29 28

215 98 2 BAEM 735 1105 959 965 0.1 | 4.6 6.2 | 6.2

22 98 2 FERBR 52.1 550 | 503 623 06 21 51 54
R 0.4 mL/min A 81.0 | 912 92.8 906 45 13 49 0.7
M5B 35°C 3-BESHEE 766 1093 803 762 48 81 7.5 63
HREB 5L BKE 972 1092 851 950 | 34 | 04 17 | 23

. BIFBS 811 910 89.8 1159 6.0 33 | 40 17

Elg%ﬁ B 86.8 928 877 1105 21 | 09 | 2.6 | 44
BFR: HESI =EE 848 1009 885 1151 35| 04 17 | 17
BBIZEEE: 3500V EERHTWM | 9.8 1084 1148 1110 3.5 19 54 54
#SES: 30arb FEME | 514 504 516 638 | 31 10 05 | 24
WMSEH: 2arb SRS 857 939 868 1085 3.1 12 21 38
EZEGS: 380°C SERE 50.7 | 544 50.5 505 12 | 03 | 3.0 0.6
BEERE: 350°C BPRETM | 87.3 1114 1150 1141 0.7 41 03 47
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R

; EME (%) RSD (%) TR g, TESRMESRES TR e
B sz mrs mv =7 mx mrs av =7 - e -
BAMME | 720 660 584 916 28 62 45 36 % % Eromm
BB | 812 1098 923 | 1133 64 1.0 | 48 20 o o s
KBS 1072 1049 856 1088 37 13 | 10 26 g ok s W
i 80.5  91.0 750 110.1 41| 15 02 26 Tt ey e, PSS e v o e
BTHESTER 864 | 1102 | 929 1103| 55 44 | 47 59 S E .
BTHRER | 912 | 109.9 1020 11655 3.7 14 09 4.0 § § ” s
SRS 88.1 | 1040 | 922 1143 18 11 14 14 e ‘; soco
KR 83.3 | 959 880 1104 15 12 03 16 g - S, . Sp— E Baarranssnanesnasssn
E4H 795 879 792 1081 18 35 19 09 Bt P s
BESWH | 722 987 891 1050 41 19 | 0.7 2.0 : REe o
RIREE 84.1 1029  93.7 | 109.7 3.7 09 |07 36 § § s Fp
#wFE 831 97.1 | 840 1048 32 | 00 | 51 29 i ' -
®EB 776 588 553 934 46 21 43| 08 po ) : o i
BB 875 922 79.2 1018 57 | 45 | 2.4 52 . - - .
BB 905 | 1039 | 882 1127| 04 01 | 04 28
HEYE_SC_1
Data File: HEYE_SC_1
Sample Type: Unknown

Current Data Path:
Injection Volume(ul):
Instrument Method:

Current Processing Method:
Instrument Name:
RT: 0.00-22.00 SM: 156G

D:\TraceFinderData\4.0\Projects\duonongean\202 10203

5.00

D:\TraceFinderData\d.0\Projects\duonongecan\202 10120\30duonc
gean120

N/A

TSQ Endura

ML:
50 562E5
TC M
45+ HEYE_SC_
1
A0

1 2 3 4 5 6 7 8 8 w0 11 12 13 14 15 16 17 1@ 18 20 2 22
Time (min)
1IN 0.1 mg/kg B9 30 FEARIEF RN BB FRRBHRENE FRIEER
ITHESR
5SS i3 ax
COQ050020H 6 g FREATE. 1.5 g TKEEERTA, 50 mL BOE, HELEZR 50% /&
COQ015050H 900 mg Hi#EAE. 300 mg PSA. 300 mg C18. 90 mg GCB. 300 mg iR, 15 mL BLE, HELESE 50% /&
SDC-3000-D biocomma® Z & RITEAIY 16/%
SF130-22-NL B /®13 mm/0.22 um/ BilH 1001/ =
SC2-5 2mL EBRRER, O, 9-425 1001/ &
V2-AL 2 mL BSUREESE, HHEL 11.6*32 mm, 9-425 1001/ &
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PRRZR 33 #hEEANRIZAIIEMAESE (Copure® HLB)

HEEEEREYRNTIRRARE, SFENELME.
BER. HEESWEMEYR, BERENESER, 1§
R, BiIER, HMESMEN, EUNEEHEER
EHMEMSEHREX—KTL, BREFRIN, BFEEA
LUAKIE, AILLEMS. %7, ERmIEE .

ANASZE (2020 PEZAH) EEFER A, KA HLB
SHFRREZ AR 33 R ERAMITT HAF L, @idZ HLB /Y
EAE, IARBEREETHNEER. EXHERERS,
FEHBENLRER,

—. FmITE

EHRFRE B S I BR R & 5.00 g, IN& 1.0 g,
I BNEEN, MMANZBE 50 mL, 2500 r/min SRJE 10 min,
6000 r/min B 5 min, 2B EER, REESRIN—
BHFREER, 40°CRERBEL S5 mL, BHILHER
ZREEBRE 10 mL, %1k,

—. #&%t (Copure®HLB,200mg/6mL)

S ERFESMUR 3 mL, I, FAREAE, WERRT
R, MﬂPﬁHX 1mL O 0.3 mL 0.1 pg/mL BEER =B (A
i) , BAE, & PTFE- HLH;J: GC/MS-MS; S4B 1 mL
AN 0.3mL 7K, SBSE, i PTFE-HL fE_E LC/MS-MS,

=. ERfngi%ERat&E

TRERFR, EHAERGEHELERKRT B
BEBAR, DABEEENTAERAR 1.OmL (613) ,
BAMN L, 40 °CKBREE 0.5 mL AT, MAEE
AR, HMZEHBREE | mL, RIERS, GIBKEDF
79 10 pug/L. 20 pg/L. 50 pg/L. 100 pug/L. 150pg/L .
200 pg/L W%k, HAP, BT GC-MS/MS S revtRe,
AERE ImLE, 23RS NRESMA 0.3 mL 0.1 pg/
mL B =XEENIRE®K; AT LC-MS/MS DAt , 7
ERH ImLfE, 25BE8MMKRESMA 0.3 mLK, HER
BAE, i3 PTFE BR E#.

M, {2IEH

1) SEEH

1X88: Agilent 8890-7000D S FREXFY

&3 HP-5MS Ul (30 m X250 um X 0.25 pum)
HEEDR: BRER, 1 mL/min, oM
BEORE: 250°C

HS: =4 He

FHERER: IR1

B2 1ul

AFIFEIR: 6 min

MEAN: BFEHE (E)

HEREE: T0eV

BFEEE: 250°C

EIBE: 250°C

BNAER: ZREEN (MRM)
BENEFIHEE: 5% (2020 REZHE)

R

® 1 SR EER
EZE (°C /min) & (°C) RIFEGIE] (min)
aE / 60 0
BE1 30 120 0.5
HAEE 2 15 200 2
HEE 3 5 270 8

2) BEES
{Y25: UPLC-MS/MS (Thermo Fisher TSQ Endura)
&3 Commasil® & KRZE A (2.1 mmx100

mm, 3 um)

TRENAR: Al 0.1% FRERIK B: HBE2

FIE: 0.3 mL/min & 30°C
HESE: 5uL AR a2
BFIR: HESI BEZEBE: 3500V
#SES: 30arb WRES: 2arb

BFEmE: 380°C WSRE: 350°C
BNEFWER: &F (2020 RFEZH)
®2BRBUABIER
BJi&l /min A% B/%
0.00 98 2
0.25 98 2
2.00 95 5
8.00 70 30
16.50 30 70
17.50 30 70
19.00 2 98
21.00 2 98
21.50 98 2
22.00 98 2
B, FEEHER
xR 3 33 MEARAMIREWSEILLS
20.0 pg/kg 40.0 pg/kg 80.0 ug/kg
Ef5¥  [EU§=E RSD (%) EIHE RSD (%) EHRE RSD (%)
(%) | n=3 (%) n=3 (%) n=3
FRRREE 101 742 90.3 7.16 85.9 4.41
FREXIHR A 7.3 4.66 96.8 3.66 105 3.52
NI B 72.3 5.67 91.7 3.73 92.5 3.36
A 72.8 7.30 7.4 5.85 90.4 2.50
i 84.8 3.71 84.5 2.42 86.9 1.88
a- 737578 91.6 1.75 90.9 0.75 94.5 1.94
B- 757378 101 2.02 100 1.37 96.3 2.62
Y- 757378 92.3 3.27 91.4 2.35 96.5 2.06
[ SVAVAVAN 92.7 3.01 94.6 3.34 100 1.95
4.4 - EEH 5.7 3.92 783 3.23 69.6 3.95
2,4 -TEEH 79.6 5.66 72.4 4.58 4.7 4.04
4.4 - EEF 89.5 4.46 70.6 4.34 71.5 291
4.4 - EEE 83.8 3.85 81.3 3.63 82.8 3.16
B2 3 93.4 3.22 91.2 431 97.8 2.56
FRESER 71.2 7.64 73.4 4.69 81.0 3.89
LG 89.2 4.39 84.8 2.85 82.9 3.02
IKECF 99.8 3.86 90.1 3.32 93.2 2.17
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R

LR 80.6 4.97 92.6 3.48 96.7 2.66 SeEEL 91.1 2.46 94.3 3.30 94.9 4.79
KL 86.6 2.16 95.1 1.98 98.0 1.03 3-FERAR - - 75.2 4.82 90.5 6.08
KB 87.5 8.61 90.2 7.10 92.6 5.65 KB - - - - 90.3 5.47
R 94.7 3.66 88.1 5.29 80.6 1.69 RN 96.7 6.01 90.6 8.41 89.8 1.24
fiiEs7 90.2 4.02 85.4 191 84.3 2.77 KB ILAR - - 86.4 2.66 78.6 3.32
1B EHE 871.7 4.84 101 4.46 110 2.35 R 91.6 3.37 96.8 2.03 101 1.69
SRR 92.7 3.42 97.2 2.32 102 2.19 ST 99.1 6.46 89.6 1.46 90.7 1.43
T B 86.8 3.44 913 3.16 97.1 2.72 IR BB 73.8 6.82 914 2.56 100 3.65
BT HRBEN 97.2 6.23 85.6 7.85 89.7 1.62 a- B/t 97.8 3.34 87.2 2.38 81.8 2.57
TSI | 93.4 4.34 92.6 2.44 86.1 3.37 B- Fift 92.6 3.26 95.4 1.39 96.5 2.13
S - - 80.8 4.89 95.4 2.82 RAREL RS 93.6 2.06 102 1.66 107 331
BT PE - - 82.8 3.76 87.5 6.08 R 102 2.55 106 171 108 1.98
FARERE - - 88.3 3.49 99.1 331 AR 90.4 2.92 101 2.06 104 3.10
FRPERE 89.5 522 88.9 3.44 95.8 2.67 FRFEM 83.7 3.86 102 3.03 101 3.28
FREEREEN 97.0 3.11 89.5 1.85 90.3 2.94 MRBEILAR 90.0 4.66 94.5 3.84 99.8 2.02
R IN 98.7 3.18 91.8 1.99 92.5 2.73 O, - ZSRHHEE 91.2 7.20 79.8 4.25 78.6 3.38
FRERES 89.7 3.98 101 197 103 2.26 PP - ZSRHEZ 79.6 6.36 75.6 3.39 715 3.75
RRHE; -0 95.3 3.88 96.7 3.82 97.7 4.25 TN 81.4 2.46 91.9 3.86 93.1 4.00
IR -S 89.6 4.61 92.7 231 100 2.59 FRERIF B 82.7 6.34 91.7 4.38 103 3.52

+ TIC MRM (k* —> sk) 20-1.D (20-1)

£ x10™
=2
S 27
1. 81
1. 67
1. 47
1. 27
1
0. 87
0. 67
0. 47
0. 27 M
I A | 1
0 ] T I I I T T I T T T T T I T T I I T T [ T 1 T I
7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30 31
KA (min)
1 7RINKTFER 40.0 pg/kg SHEEBEFHE
RT. 0.00-22.01 @
100+ NL
E 4.91E6
90 mc Ms
E 401
3
ZUE
103
: ‘“\‘“'\““\""\‘“‘I"“\“"I"‘A‘_‘\“"\A\‘“‘\
1 2 3 4 5 i 7 H H 10 1 12 12 14 16 16 17 18 19 20 21 22
Time (min)
2 FRIIAT R 40.0 pg/kg AR R BT HE
THiES
Bs 3% (2E=
COHLB6200-M Copure®HLB E#HZEENE, 200mg/6mL 50% /&
SDC-3000-D biocomma® & RHERSN 16/%
BN24 BEekARMmIN 1&6/%
SF130-22-PTFE-HL PTFE #=0i2iE2s, HR 13mm, FLIE 0.22 um, BHR 1001/ &
SC2-1 2mLEBRAKS, AR PTFE/ 4GRS, 9-425 1001/ &
V2-AL 2 mLIBSUR eI, FPER 11.6*32 mm, 9-425 100N/ =
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R

RIBE 24 FL#UIRENWN B RPSHREGTZER UPLC-MS-MS JlE

QUEChERS AR —EIRE. EE. £5F. 5. WANZ
SHNERTLES X, HEB ZNATEVYEEERPR
HRIMEMRNFR, BFLReldiEPEERBIERE
A WNMBERZ. LRZIEPBRIZESHOQNEE
TRESFRM, NEERBEXLERD, BIRSHITQ
MEMBIBE R B E X R,

AT RN X, EREMRBRNAER 24 FLKESF
iR, SKIMT RAMERRE. S@EERN; HBE 24 FLIE
EEREMHEMARER, #UElE, THREAHIR
BERTIE, #EFEMITERE, BIREMRN, ARIT
24 FLA AN B S 23 R A BRI LC-MS/MS 75
Eo &A% (1ng/g M5 ng/g) MNKTERINAREIKRERY
£ 60-120 % i8], [EU=R CV E/NF 10 %; MAISELfE,
H5%4 QUEChERS ERIEIM R A UMRBE, &%
BEBEIREE, 5154 QUEChERS JAHELLAB IR NINES
MBEERBEETFHME, EBENARPSHREGE
BHNEE G,

A FEE A GB 23200.121-2021 (HEYIRMER & 331 F
RAERARGWABE0NE RERIE - FUEEAE) -

—. Hmarhi2

1.1 B amIRE

1) BHERU%E, BEAMBEIMESS, FREX100g
HmTF 50 mL BO0EH, 010 mL ZEERIEES 5 min;
BN QUEChERS ZEREE & (Cat: COQO050010H) , A&l
FUHRIE 1 min, REE 5 min, 5000 r/min B0 5 mine
TRZBEHEK,

1.2 HaA

1) 524 7R BMULIR (Cat: NC24002) HEBEHEELZ R
HARIER (Cat: NC24DZ) £, BEAKIRFLFMAN2
mL SRR,

2) B22UARBSCIRMHBEMITEARER 24 FLEER
EREE (Cat: BCY2402) T, AESEX, H2URTL
MBRFLRIFIIN, TR,

3) BESEREES, FERIRIRTEEHERF,

4) TEBREIE, #ERTEEE, BIA LS.

A HES QUEChERS JA2% (GB 23200.121-2021)
FRXS N B AR AL IR TS T

. IEEH
{%28: UPLC-MS/MS (Thermo Scientific TSQ Endura)
®I3EME: Commasil®BEH T-C18 (100*2.1mm, 3um)
TREDAE: Ak (0.1% FRER)

B: HEZ

I 0.4 mL/min

W= 5ul
MR 30°C
GERR AT BEER, E1l
®1BELKRER
BFiE] /min A/% B/%
0.00 98 2
1.00 95 5
4.00 70 30
8.00 30 70
9.00 30 70
10.00 2 98
13.50 2 98
14.00 98 2
15.00 98 2
RIS
B ¥R HESI
EBIEEBE: 3500V
$SIES: 40 Arb
WRES: 1ArD
BFEEE: 380°C
ZRE: 350°C
=. TegR
% 2 ZFHERRIEINAREUSLI0LE R
BES
EE
wamg KT 4R 64 QUEChERS 3%
(ng/g) (n=8) (n=8)
FHEIKE FEHEIKE
R | CVI% R/% CV/%
1 67.8 9.78 69.2 14.8
1E 7
5 106 8.41 102 4.52
1 98.9 9.40 99.8 16.5
Ok PAA TR R B
5 93.4 2.28 84.7 6.89
1 75.1 9.76 59.8 15.5
FhBE
5 85.1 5.91 68.4 9.46
1 94.5 9.43 74.3 15.8
WEchBk
5 100 8.46 94.9 10.5
1 65.4 8.22 56.6 14.1
ZER
5 86.4 5.63 85.8 4.36
1 78.5 8.15 76.3 7.65
SR
5 101 7.56 89.6 7.81
1 75.8 7.61 82.6 10.6
SRR
5 108 242 105 4.92
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R

1 106 9.16 105 155 W LRI B fRQUECKERSTL
BB
5 112 6.49 113 3.65
100
1 9.6 9.41 119 5.09
IR B
5 108 8.11 108 4.16 .
W
1 94.1 9.76 55.0 12.9 g
Wb R A
5 87.8 1.87 77.1 15.7 w
1 93.8 9.77 96.7 12.3 »
HRE
5 94.4 6.05 106 6.13 ,
moE F A R % E E ] a EOS Om o om oo
: ms 18 ss | 113 PEEREECEREEGRCRELERNLGE
SRR BN B A % E g ﬁ
5 107 7.28 93.7 10.6 [
=g
1 90.1 9.80 102 126 =
ARAEHR s e o, 105 036 E 1 AEFSRIATE 24 LRI S WARDE S5 QUEChERS SARIEINES R (5ng/g)
RT: 0.00 - 15.01
ﬁﬂ}ﬁ%ﬁﬁﬂﬁ 1 99.6 9.69 103 12.3 100? 0.71 ,1\%:65
7 5 104 9.64 9822 7.47 %0 rems
80
1 98.2 9.11 108 18.1 E
S g 4
5 105 2.40 103 429 5 e0
§ 50; 0.73
1 114 9.51 101 11.2 P
Eakesli g 40
5 106 9.85 95.9 6.35 E 307 002 993 994
E| “000[%9°
1 96.7 6.18 97.5 6.67 e 060|297
TEE 10 lo7e 203 013 9.88)%%
5 106 327 102 2.53 ol Ao " ass 450 aso 730 9% | 1111 1 1480
T S T
3 BEHIE 1 106 7.17 101 7.78 Time (min)
5 89.9 432 90.0 469 RT: 0.00-15.01
0.70 NL:
1°°j 1.97€7
1 96.1 9.13 75.0 7.41 o 0.71 TiC MS
Ntk SRk
5 78.2 8.49 92.7 4.22 80
1 823 9.18 53.1 181 g "
JRdES § e
5 786 439 54.1 165 2s
.g 0.73
1 78.5 9.91 64.1 6.05 g “%
T4 5 B 30
5 101 428 94.5 167 j 003
207 9.92 9 9.94
A 9.89]9.97
DREER: - e L 98.6 9.85 86.1 15.1 RERN ETYRN 011 915 Jose
- o] 458 460 739 0 1111 11,86 1361
ek 5 101 6.86 104 4.86 S S S A
Time (min)
| 96.4 9.65 102 153
PREER E’i * 2 RER R 2RI TIC ©3E (5ng/g)
PREREEEE 5 102 419 98,5 9.87 (D64 QUECHERS 3 - BHIVE @ 24 FLATRBIARE - SHAE )
iTHER
=) b P g
NC24001 Copure® 24 LR 2R (EAFRBENTER. KENERR) 18/&
NC24002 Copure® 24 FLRIL2WIR (ERABENES. KENEAR) 1R/ &
NC24003 Copure® 24 FLRFE AR CERAY. THEFIRE) 1/ =
NC24004 Copure® 24 FLR7E AR (ERFMHFEER) 1R/ &2
COQ050010H 4 g TKIREREE. 1g R, 1 g ITIRERM. 0.5 g ITIRERE M. S0mL BLE, ARBLESR 50% /8
COQO050020H 6 g TABESE. 1.5g ZEM. S50mL BOE, NABLEE 503 /&
SDC-3000-D biocomma® Z & REEESNY 1&6/%
NC24DZ 24 PR 18/%
BCY2402 24 FLEMEIRNEE 14/58
BCN2403 24 FLBEERMAY, FERIR 18/%
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BEE 24 FLCIREXW ESh 28 HREGTRER UPLC-MS-MS STITE

QUEChERS ‘A B —EKIRRER. BHE. £ BN MANZ
SHMHERTELERZ, HEM ZNATEYEEERPR
BB MKRNR, BFLmeIZEPEERBIERE
K WNMBARZ. LRZEPBRIZES RN IR
TREFMH, NAEMBAXLERR, BRSFHITN
WEMEBIBERRE N XE,

AT XX —kE, EREMRARALN 24 FLRTE S
iR, U7 REMBNIRER. SE2RN,; B 24 FLE
FEEMHERRREM, B2HERE, THREATNE
B[EILE, HERTERS, B LENRN, AXRBIT
24 A RFBEUIRERNESHAEZERP 28 HRAZEHN
LC-MS/MS 3%, %734 (5 ng/g# 10 ng/g) mNKF
BINAREIU R TE 60-110 % Z i8], [EURER CV E/NF 10 %;
MRITEE S, H5E4 QUEChERS SERIEIR R TS L% R
HY, RAFREEERE, 5154 QUEChERS JAMELLA
BERNMESNHBEERRELHTFHNRE, EBIEAES
MMZERRLZHRAZENNBE S,

75 7AIE R GB 23200.121-2021 (HE#RMEE AP 331
RARHRGYAEENE RERIE - BUEEKAZE) -

—. Hmari2

1.1 B RIZEL

1) BHERUEGE, BERMBTMESYS, FEN100g
HmF 50 mL BO0EH, 010 mL ZFERIEES 5 min;
BN QUEChERS ZER# € (Cat: COQ050010H) , &l
ZURIE 1 min, SAKES min, 5000 r/min B0 5 min,
LTRZERRFAK.

1.2 @At

1) 324 LR RUWIR (Cat: NC24002) HMEBEHEEZ R
HARIER (Cat: NC24DZ) £, BEAMLRILPMAN2
mL # AR,

2) B4 A RS URIMHIEMITERER 24 FLEER
EY#E (Cat: BCY2402) T, ABSEFX, F2URTL
MESFLFRFIN, TERT.

3) AESEREES, FERIRBRIIEEHERF,

4) TEBRTIE, #FRITEEE, BIR L9,

¥: 2N X P 1% 48 QUEChERS 3% 2 #E (GB 23200.121-
2021) HRSRIAVEE SRL IR TS K.

. INEBEH

{¢2%8: UPLC-MS/MS (Thermo Scientific TSQ Endura)
@i Commasil®BEH T-C18 (100*2.1mm, 3um)
TRENAE: A:JK (0.1% ERER) B: HEE

FE: 0.3 mL/min

HFEE: 5L

38: 30°C
BRI BERE, R 1
xR 1 BEXRER
BFiE /min A/% B/%
0.00 98 2
2.00 95 5
8.00 70 30
16.50 30 70
17.50 30 70
19.00 2 98
21.00 2 98
21.50 98 2
22.00 98 2
B
BFIR: HESI
HIREBE: 3500V
#SES: 40 Arb
WSEAN: 1AD
BEFEEE: 380°C
ZRE: 350°C
=. LIRER
® 2 ZFEZERRERMIR O USR0S
B8
- 24 I RE$IR | 545 QUEChERS %
ity e
&M I51 =. =
s E (ng/g) (n=8) (n=8)
FHYERE o | FHIEIKE .
R V% R CV/%
5 91.3 5.74 95.1 8.68
FR R
10 92.5 5.93 91.3 8.96
. 5 95.5 6.35 97.7 9.63
S
10 95.1 6.21 99.1 9.51
5 94.4 5.15 95.5 9.48
BRR
10 95.2 5.59 99.5 9.46
. 5 96.2 9.16 95.2 9.27
LT
10 92.5 9.05 91.5 9.22
. 5 95.3 8.94 92.5 11.6
HLERET
10 99.1 8.83 93.1 10.5
5 94.2 8.72 95.1 12.5
FLABETR
10 95.2 8.61 95.0 12.5
5 94.3 8.74 96.3 11.8
H RS
10 90.3 8.93 90.3 9.96
5 95.7 9.12 94.7 10.8
kRt
10 90.1 9.31 91.1 11.7
) 5 95.6 9.50 92.1 12.8
B
10 95.0 9.69 91.5 114
o 5 93.1 9.88 94.1 9.58
SRRk
10 95.1 9.27 95.1 9.43
5 96.2 9.16 96.2 9.67
BT
10 97.5 9.05 92.5 9.25

www.biocomma.cn | 79



R

BT RREETN > 93 894 943 106 B 24P RS AE B {E5QUECKERS A
10 97.1 8.83 93.1 11.1
5 64.3 8.74 61.3 9.68
SEE 100
10 60.3 8.93 62.3 8.96
5 64.7 9.12 64.5 9.63 °
z2br 123 3
10 60.1 9.31 65.1 9.51 £
B}
5 95.6 9.50 9.5 12.5
ERPERR ©
10 94.5 9.69 99.5 11.9
5 93.1 9.88 94.1 11.5 ®
ERRERRTN
10 91.1 9.27 95.1 12.3 .
EAERiEsriERTEEEREEREL 22 B
5 96.2 6.16 95.1 10.7 IS LS S RS RS TS S AL NEEEEEE R
R RERSTE IR e "R "3 EI "
10 925 6.05 925 11.2
5 95.3 4.94 91.3 9.66 E 2 EEPLREME 24 FLRFANIRES TS QUEChERS JAMVEIRERERITLL (5 ng/g)
FAELSHIR%
10 99.1 4.83 93.1 9.81 T 0.00. 2200
5 94.0 5.72 92.0 115 1993 Plare Voues
Wu&@\; 901 13.08 TIC MS
10 91.5 5.61 95.0 12.0 E 1313
80*: 13.06
5 92.3 774 91.3 12.8 70 13.05
TEE 8 7
10 91.3 7.93 223 11.6 § o0 13.04 1315 18.81
\ 5 92.7 6.12 91.7 9.23 g 50
3-REREE £ .0
10 94.1 731 95.1 9.31 I
30
. 5 926 6.50 96.1 12.8 2]
R E
10 95.5 7.69 99.5 11.6 10
5 73.1 8.08 69.2 12.5 0
R 10 70.1 9.27 68.1 103 | L T
5 94.2 7.16 96.2 9.27 RT: 0.00 - 22.00
5K 100 13.10 NL:
10 92.5 7.05 90.5 9.52 3 a0s Z1Es
= ) 13.12
5 99.3 894 943 9.26 3 i
TR 501 1 :
10 99.1 8.83 935 9.51 g P
70 e
o 5 94.0 872 | 954 9.65 f o 1304
SR e 1302 1345 1801 1881
10 91.2 8.61 91.0 9.50 2 5 : :
. 5 93.5 7.05 92.5 9.72 2 407 oo
IKBRERRR e -
10 943 6.94 943 9.76 30
5 99.1 6.83 93.1 11.1 207 (094
IR 0]
10 94.1 6.72 94.0 12.5 085 516 491
0ol d ' ' -4
2 12 14 16 18 20 22
Time (min)
IFESUFHENEEEHANSREFE TIC @BE (5ng/g)
(Df£% QUECHERS % - B UAME @ 24 ILRIS IS - B2 IE
iTHER
%Be R g
NC24001 Copure® 24 LR 2R (ERRABENES. KEMEHAR) 18/2
NC24002 Copure® 24 LR 2R (ERZBERNER. KEMNETHE) 18/=2
NC24003 Copure®24 FLRIL 2R (ERAY. SHAMERER) 1R/ &
NC24004 Copure® 24 AL R AR CERFEMAEFERD 1R/=
COQ050010H 4 g TTKRBEREE. 1g Sk, 1 giTiRERIN. 0.5 g ITEERE . 50mL BOE, RISBLELE 50%/=
C0Q050020H 6 g TKFREASE. 1.5g ZEM. 50mL BLE, AaBELEEE 50% /&
SDC-3000-D biocomma® £ &ERHTESN 1&6/%
NC24DZ 24 FLEEEHRIER 18/%
BCY2402 24 FLIEMEIRAVEE 14/
BCN2403 R, FIRIR 1&6/%
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EIBE 24 FL#UIRENFH RS HREGTEER UPLC-MS-MS JIE

QUEChERS A2 —H &, EE. £5F. a%. WMANR
SMERTLES X, HEB ZNATEVYEEERPR
HRIMEMRNFR, BFLReldiEdEERBIERE
A WUMBARZ. RRBEPBRIZEESHQNEE
TREFRM, NEERBRXLERD, BRRSHITQ
MEMBIBE R B E N XE,

AT R — s, EREYIRARTHLZN 24 AL RZ S
iR, SEMT REMEWIRER. SE2RN; B 24 FLE
FEEMHERERER, BUERE, TREAHRIE
S|EIOEE, #EEITERS, A ENRN, AXEBIT
24 FLRFR B MR AR M F H A 25 MR TR B HY LC-MS/
MS Bik. %A% (1 ng/gHl5ng/g) FENKFERINARE
W TE 50-120 % 28, EURE CV E/NTF 10 %; Wik
IS, BS54 QUEChERS SERI BN R A L RIE Y,
R EIREREREE, 5%4% QUEChERS AL ABN
BESMBBLERREMTNRD, EBEARHFSZH
RAFZREHNNBEH o

A7 EIER GB 23200.121-2021 (HEMIRM R M 331 #
RAERARGYABE0NE RESIE - FUEEAE) -

—. tFmanihi2

1.1 HRIRE

1) BEFRMESYS, E2.0 gHERT 50 mL BOEHR,
PO 10 mLIKRBEEA, 58 30 min; B0 15 mLZiE (1%
Z ) JRIERS] 5 min; BIN QUEChERS ZEN#E (Cat:
COQO050020H) , EIZUIRIE 1 min, ®HE S min, 5000 r/
min B0 5 min,

TRZERRFARK.

1.2 Hast

1) 24 IR EMIR (Cat: NC24004) WEBEEEL R
HHRFER (Cat: NC24DZ) Lk, BAEUWRILFMA2
mL # RIEIR.

2) B22UARBAMRIMHBERIEEREE 24 FLEER
EYEE (Cat: BCY2402) T, ABRSMEARX, FEREIRTL
MAMSILFIFEN, TR,

3) AERSEREES, FERRRSEEHERT,

4) TEBREIR, #FRiTLEEE, BIE L9,

F: 7 32 £ 45 QUEChERS 3% 2 35 (GB 23200.121-
2021) HRTRAIE SRS,

. IUEEH
{Y28: UPLC-MS/MS (Thermo Scientific TSQ Endura)
@it Commasil®BEH T-C18 (100*2.1mm, 3um)
mEpAE: Ar K (0.1% FRER)

B: FEE
S 0.4 mL/min

WMEE: 5ul

R

IR 30°C
AT SRR, k1
®1BERBER
i8] /min A/% B/%
0.00 98 2
1.00 95 5
4.00 70 30
8.00 30 70
9.00 30 70
10.00 2 98
13.50 2 98
14.00 98 2
15.00 98 2
B
BT HESI
EBIEEBE: 3500V
BSIE: 40 Arb
WSES: 1Arb
HFEmE: 380°C
ZURE: 350°C
=, FEER
R 2 SMBRRIAIMNAREWSEIRGE R
RWHEE
wot
MARAT R
BHRE (g 20TBE () | QUECHERSE
FHIERE FHERE
R/% CV/% R/% CV/%
1
IERAZ
5 60.1 6.27 49.2 241
1 82.8 8.47 93.7 11.5
DHPLRR B
5 73.1 9.88 84.4 5.22
1 110 9.15 111 14.1
o
5 109 8.25 93.0 135
1 93.3 1.44 88.4 12.4
=5t
5 83.6 5.58 85.9 2.72
1 81.3 6.75 82.4 14.6
ek
5 98.1 9.64 85.8 12.3
1 86.3 9.22 86.8 10.4
s
5 104 4.36 101 4.97
1 74.6 8.35 76.1 7.16
587
5 85.1 9.75 79.4 8.84
1 89.2 7.48 86.1 4.45
FmpEn
5 104 3.89 103 1.51
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p—_—- 1 B 2l W E5QUECKERSH
5 61.0 9.95 50.2 2.02
1 826 477 855 13.1 i
Bk EERR
5 76.1 561 76.9 418 ®
kS
1 65.3 8.75 65.2 8.34 £
FAEMEAR &
5 76.5 9.49 77.1 541 w
1 985 9.11 87.2 11.9 .
el
5 88.4 8.61 87.1 8.13
Dﬂ!&ﬂi*ﬂzﬁggjﬁﬁ$ml&Riﬁﬁﬁﬁg]{!ﬂé&&lﬁiﬂ*
1 80.1 9.72 86.4 6.65 Eeedrlfaldiiiararaisidans
DR H ! E 8 £k
5 85.1 7.41 785 7.13 § §
ES
1 95.9 9.91 96.1 112 ~ ‘ o ) . #
SR 1 HH RS RIS 24 IR S LARE 5545 QUEChERS SABIBINELRITLL (5ng/g)
5 102 7.56 953 3.57
RT: 0.00 - 15.00
1 107 8.83 923 123 1005 070 NL:
FRIEM e 3 N
5 113 9.24 112 2.49 w03 086
80
SLhEERL 1 117 7.34 122 11.8 ]
70—
7 g -
# 5 101 535 107 8.28 g o 1ot
1 96.9 9.85 103 10.7 350 |om 736 737 783 1087
EC L
5 93.2 8.75 973 371 5
30
1 114 9.17 116 6.00 E
aBAE 204
5 9.1 8.86 933 321 e
1 64.5 8.75 57.5 12.8 0
TEE Time (min)
5 89.2 8.22 84.3 3.63
3 EEE 1 64.8 6.00 52.1 13.7 RT: 0.00-15.01 1085 AL
100 161E5
7 5 61.1 9.59 51.1 115 TIC MS
1 90.4 7.65 85.6 7.65
Itk SR Ik
5 113 8.96 9.7 111 s
1 72.9 9.37 513 108 g
JRIFF %
5 80.1 6.67 56.1 136 H
P BF R
5 51.8 9.69 51.9 3.64
o 1 9.6 9.52 105 7.89
SRR 5 92.1 377 91.9 7.27 8
Time (min)
P
f'ﬂ“ H’if ! 821 8.92 6.1 114 B 2 REE LS AMERINS RIARE TIC BEE (5ng/o)
PRI FRERE (Df54; QUECKERS 3 - BHAME ) 24 AURESMATE - BRI )
= 5 91.2 6.94 96.7 5.01
ITEES
5=E ik g
NC24001 Copure® 24 FLRFH AR (ERARBRNER. KENEAE) 1R/=
NC24002 Copure® 24 FLRF 2R (ERZFEBENTR. KEMNEHAR) 1R/ &
NC24003 Copure® 24 FLRF AR (GERAY. SHEFIRE) 18/&
NC24004 Copure® 24 AR5 2R GERARMHIEFER) 1R/ &2
COQ050010H 4 g TKMEREE. 1g S, 1 giTiRER. 0.5 g iTRERE . S0mL BOE, REELESR 0% /=
COQ050020H 6 g TAKIREREE. 1.5 g ZERH. 50mL ELE, RAELELR 50% /&
SDC-3000-D biocomma® ZERIEBEANY 18/%
NC24DZ 24 FUHFHIRFER 148/58
BCY2402 24 FLEEREE S 18/5%
BCN2403 24 FLERERMY, FIERR 18/%
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BB E 24 FL$MEIRE HES T 28 FhRE5EZEY UPLC-MS-MS IIE

QUEChERS AR —HRE. FE. &5F. 2. MAN%
EFmAAESE, HEMZEBTFEYERERRPR
ERMBWENFR, AFRFRNTEFEEREIFERE
R NBMBEARZ. RRBEPBARESHHRNEKE
AREFRD, NAERBRAXLERED, BiRsHNTCN
MERMBIBERIZEMEBIXRE,

AT R —kE, EREYRBRNALN 24 FLRFE %
iR, TIMTRIZRMENIRR, SEB=RN; B 24 FLIE
FEEMHERERER, B2UERE, TEERAHXIE
S|EAOEE, #EEITES, BT ENRN, AXEIT
24 A RFBEUIE RN ES N AEZER D 28 MRAKEN
LC-MS/MS 7%, &A% (5ng/g 10 ng/g) FEKF
BIINAREIUL Y TE 60-110 % Zial, EIURER CV{E/ VT 10 %;
Migsttb/E, H51E4 QUEChERS SERIEIULR IS LR
HH, AAXREEERE, 5154 QUEChERS JAHEELA
BRNEESMBIBELERRESETNRD, EBERES
MMERPLHRAZENNESE S .

A7 EEA GB 23200.121-2021 (tE¥RME &R 331 #
RERERGYABERNE RESIE - BUBEBAE) -

—. Hmpihi2

1.1 #amIREL

1) BERUEE, BERMENMEYS, ME10.0g
H&ET 50 mL BOER, 010 mL ZEERITGES 5 min;
BN QUECHhERS ZEREi & (Cat: COQ050010H) , &l
ZUHRIE 1 min, S®HEE S5 min, 5000 r/min /0 5 mine
TRZERER .

1.2 #ad

1) B 24 7L RZE AR (Cat: NC24001) MERE T B#
FMRIER (Cat: NC24DZ) L, BmEFEARFLPIMA 2
mL ¥ iz BN

2) B4 A RZASFUIRMEFMIERMET 24 FLIEEER
B3 E (Cat: BCY2402) &, ARSEFR, EHURAL
M SFLREYR, LR R,

3) WESMAFHHES, EFRRBRTEREHFRF.

4) THRBERIIE, #EMir LSRG, IR BN,

. A& XX £ 4 QUECHhERS 3% 2 #5 (GB 23200.121-
2021) ST AR SRR,

. INEEH

{Y88: UPLC-MS/MS (Thermo Scientific TSQ Endura)
@it Commasil®BEH T-C18 (100*2.1mm, 3um)
FEAE: Argk (0.1% BRER) B: BEE

FIR: 0.3 mL/min
HEE: 5uL

HR: 30°C
wBA I BERE, &1
® 1 BERRRER
BFigl /min A/% B/%
0.00 98 2
2.00 95 5
8.00 70 30
16.50 30 70
17.50 30 70
19.00 2 98
21.00 2 98
21.50 98 2
22.00 98 2
B
BFIR: HESI
BIREBE: 3500V
BSES: 40Arb
WSES: 1A
BrERE: 380°C
ZWRE: 350°C
=. ERER
R 2 SMBARAIMNREIRIER
Lol e
HER
wnme  TWKE 24 ARSI 5% QUECHERS i
(ng/g) (n=8) (n=8)
FiyE|gE FramEL
R Y mre, Y%
5 94.5 5.74 96.3 10.8
R
10 95.3 593 91.3 9.86
5 95.7 5.12 94.7 10.3
AR
10 96.1 531 93.1 10.1
5 94.6 6.50 95.1 9.48
BHRR
10 95.5 6.69 96.5 9.46
5 97.2 8.16 96.2 9.27
37
10 98.5 9.05 93.5 9.22
5 94.3 6.94 92.3 9.16
B2
10 99.5 6.83 93.1 9.11
SRR 5 94.0 7.72 94.5 115
Bl 10 91.8 7.61 89.0 12.0
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5 98.3 8.50 89.6 8.94 3-BE 5 95.2 8.06 93.7 115
ERFREE HER
10 91.5 8.39 90.7 8.89 EL 10 98.5 6.95 94.3 12.4
5 96.1 6.28 92.8 9.83 5 94.7 6.84 91.5 7.19
s K
10 93.3 6.17 95.9 10.5 10 92.5 6.73 91.2 8.56
5 90.2 7.06 97.7 7.61 5 75.4 6.62 72.6 9.45
RS RN
10 98.5 7.95 94.3 8.67 10 69.3 7.51 74.3 9.15
5 94.7 6.84 92.5 10.9 S#R R 5 89.8 7.40 97.5 8.75
Fp— BRI
10 92,5 6.73 90.2 11.6 R 10 96.3 7.51 90.3 8.62
5 94.0 7.12 92.6 12.4 5 92.8 8.40 92.5 8.59
BT EREE REHS
10 93.3 741 94.3 119 10 94.7 8.54 91.5 8.31
TR 5 92.8 7.40 97.5 11.9 —_— 5 89.5 573 90.2 9.42
Bl 10 96.3 7.51 90.3 10.5 10 88.4 5.62 91.6 9.69
5 65.6 7.39 60.7 8.89 5 87.3 6.51 94.3 10.2
S I
10 60.1 7.28 61.8 8.83 10 92.8 7.40 97.5 9.39
5 60.3 7.17 62.9 12.5 5 91.3 751 94.3 7.45
AR E WRIREE
10 62.2 7.06 62.7 10.1 10 94.8 5.40 95.5 10.9
5 98.5 6.95 89.3 10.7
FREEES
10 94.7 6.84 90.5 9.89 ‘
W 24FLRFEB AR E B EHQUEChERSSE
5 92.5 773 91.2 12.4 20
ERBEBAIN
10 94.2 7.62 92.6 135 .
LR 5 89.3 7.51 94.3 9.45
i 10 89.8 7.40 97.5 9.39 =
¥ o
BEEH 5 90.3 8.51 91.3 10.5 =
i 10 90.8 8.40 92.5 11.9 :
5 91.4 8.50 97.6 10.4 *
PR B
10 925 839 957 989 uﬁﬁkﬂ*%ﬁwzwﬂ*ﬁﬁﬁiﬁE?&@Wﬁ%’#a%lﬁmw
RN SR E R R R F USRS SRR NENEEEEE N
5 92.1 8.28 91.8 8.83 R =% TR § "R ®
FEEL
10 94.3 8.17 94.9 9.75
LHAERRZREME 24 FLRIAUIRE S 1S4 QUEChERS SEMIEIRERE R (5ng/g)
THiES
5Bs Eiz:pud &
NC24001 Copure® 24 FLRILAMIR (EARBENEXR. KRMERAH) 1R/=
NC24002 Copure® 24 FLRF% AR (ERXBENER. XKRNEHAE) 1R/ &
NC24003 Copure® 24 FL R AR (ERAY. HRIFIRE) 1%/8
NC24004 Copure® 24 AL RF% 2R (ERAFRMAEER) 1R/=
COQO50010H 4g TATEE. 1g Siksh. 1g iPEEM. 0.5g IS M. 50mLEOE, NAELER 50% /&
COQ050020H 6 g TIKEREASE. 1.5 g ZEAM. 50mL BLE, ASBLESR 50% /=
SDC-3000-D biocomma® Z & RHTESN 16/%
NC24DZ 24 FLHPHRITA 18/%
BCY2402 24 FLIEEIREVEEE 16/%
BCN2403 24 FLERERRY, FRIR 18/%
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BB E 24 FLAEIRE ER NP S FHREGTRER) UPLC-MS-MS IIE

QUEChERS AR —EIRE. EE. £5F. 5. WANZ
SHNERTLES X, HEB ZNATEVYEEERPR
HRIMEMRNFR, BFLReldiEPEERBIERE
A WNMBERZ. LRZIEPBRIZESHOQNEE
TRESFRM, NEERBEXLERD, BIRSHITQ
MEMBIBE R B E X R,

AT RN X, EREMRBRNAER 24 FLKESF
iR, SKIMT RAMERRE. S@EERN; HBE 24 FLIE
EEREMHEMARER, #UElE, THREAHIR
BRI, H#EFMITERE, B ENEN, KAXEILT
24 FLRFZAAWHOER N E R T 26 FHREGFLER LC-MS/
MS ik, &A% (1 ng/gf5ng/g) ANKERMIRE
WERIITE 60-120 % Z 18], [EIWER CV E/NT 10 %; i
stbE, HS5%E4 QUEChERS SEMEIMERM E LA RE L,
K7 EBREREERE, 549 QUEChERS JAELEEBHN
MESHHEERBERFOMNS, EBEAEKHPS
MREFLEBNNEE %,

A FEE A GB 23200.121-2021 (HEYIRMER & 331 F
RAERARGWABE0NE RERIE - FUEEAE) -

—. Hmaihi2

1.1 #migE

1) BHERMEYS, MBRLS0gHERFSOMLELE
i, M15mLZE (1% Z8) SREEES 5 min; BIA
QUEChERS ZEY £ £ (Cat: COQ050020H) , HEIZUIRIE
1 min, S®&HE 5 min, 5000 r/min B 5 mino
TRZBERFEK.

1.2 #aA

1) B 24 FLRE AR (Cat: NC24003) MEE T A#
BEMRFER (Cat: NC24DZ) L, BRSEURFLAMA 2
mL ¥ miE BN

2) 24 AL RZAFUIRFMFFMITRMET 24 FLIEER
EEE (Cat: BCY2402) &, ARAEFXR, EAKRTL
M SFLREYR, AR R

3) WESMHHES, EFRERRTEEHERF.

4) BEBRIIE, #EMRITEERE, BRI LN,

. & XX & £ 48 QUEChERS 3% 2 #5 (GB 23200.121-
2021) HSTRAIEE SRS,

. IEEH

{88: UPLC-MS/MS (Thermo Scientific TSQ Endura)
@i%fE: Commasil®BEH T-C18 (100*2.1mm, 3um)
FEAE: Ark (0.1% FRER) B: BEE

I 0.4 mL/min

W= 5ul
R 30°C
MERA: BEEE, WK1
® 1 BELRER
BFiE /min A/% B/%
0.00 98 2
1.00 95 5
4.00 70 30
8.00 30 70
9.00 30 70
10.00 2 98
13.50 2 98
14.00 98 2
15.00 98 2
B4
BEFiE: HESI
BIREBE: 3500V
BSES: 40Arb
HMSES: LA
BFEEE: 380°C
ZERE: 350°C
=. FIEEER
R 2 ZRMBRARKMIFEURSERESR
RS
X
ity 545 QUEChERS %
I5 =
Lo Y| (ng/g) 24 L% (n=8) (n=8)
FHYEIKE FHYEKE
R/% CV/% R/% CV/%
1 94.3 1.10 101 2.84
MR
5 98.9 1.62 98.2 3.32
1 98.7 1.60 86.0 4.28
O DT
5 93.2 3.89 82.6 3.87
1 85.2 7.51 84.7 8.65
IR
5 106 8.87 97.1 6.67
1 103 2.36 4.7 3.68
SRR
5 92.4 3.60 78.5 15.1
1 75.7 6.48 87.5 577
BRRBK
5 105 4.76 101 4.12
1 95.4 6.69 54.7 7.02
BB
5 98.4 3.58 78.5 4.46
1 78.2 9.85 70.5 115
2ER
5 93.9 5.36 98.2 12.4
1 98.2 5.84 88.2 10.7
SREMY
5 95.0 2.68 97.1 411
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— 1 88.6 4.62 90.1 7.11 B 247 REPWARE B f55%QUECKERSHE
| 130
5 103 3.53 103 1.47
‘ 1 99.6 5.0 66.0 163
BRELAZ 00
5 83.9 5.90 81.6 5.80
_ 1 112 3.04 124 493 g
BERER 7w
5 117 1.45 128 227
- 1 99.6 497 100 6.15 “
e 0
5 95.1 6.26 9.8 7.29
1 68.5 8.76 70.4 11.2 “Twomom s Bz R oW W PR B B EE R G R KD M B WK
0 R IS EE N LR SRR RN EE NS EERREE
E] v TR MWy W o
5 92.5 1.66 77.1 16.5 £ H i E [
? " g5
1 67.1 8.69 79.8 13.4 & om
R i
5 100 6.70 102 8.84 *
L 103 13 995 679 1 MRS RS 24 TR S WATE 5545 QUEChERS SAMEIRELRILEL (5 ng/g)
KA : ' :
5 115 3.02 105 5.35
RT: 0.00 - 15.01
- 1 98.1 461 103 16.1 100, ) 3:39 NMooes
= ] :
5 99.8 2.10 97.9 6.49 90| rems
3 7.40
SRR 1 725 6.41 63.2 16.3 e 7.37 111
70
iz 5 98.5 3.85 84.7 7.50 8 - 1o 1110
3 60? .
1 87.9 3.28 121 7.13 -
PR PRaE
5 99.9 1.75 97.1 6.34 § 40- 1112
I
1 99.1 3.02 80.6 10.5 30 2s
ﬁ‘ﬂaﬂé 20; 11'24
5 106 175 98.4 11.1 E 694 :
1 80.4 9.92 75.7 7.98 107 Jors 320 330 35 573 0%
SEER : : ' : o
5 102 3.25 96.8 2.57 2 ¢ * rmemm 2 "
3- HEKE 1 93.1 .44 82.5 16.9 RT: 0.0 - 15.01
5 97.8 4.93 103 2.65 100 e Vioes
] TIC MS
1 87.7 9.91 56.5 15.1 90 7.40
Otk SR Ik e 7.36 141
5 80.1 7.73 88.8 14.8 E 1042
70
1 85.3 9.72 50.5 14.7 R 735
IR HES v
5 88.4 5.02 61.5 15.6 g ] : 1112
2 504 7.34
1 68.9 6.05 51.6 17.1 g jomw
L] g 40- 1123
5 87.6 3.61 772 475 * 0]
1 731 11.24
BREERE - fa 1 114 3.12 98.7 4.45 20-]
" 3 0.73 7.30
Hrko 5 98.2 9.85 84.3 9.01 107 |g7s 330331 573 577 75 11.5?
0-} -
peins - pink 1 105 3.30 107 2.10 2 ) 5 - 10 12 14
ime (min
WRBSE 5 92.6 336 98.4 1.49
2 FESET EBENS R TIC Bi%E (5ng/g)
(Df£%: QUECHERS % - B HANE @ 24 FUREB IR - F1LAE )
iTaES
=) R bl -4
NC24001 Copure® 24 AR5 2R (ERRBERNGTX. KEMNETHE) 18/&2
NC24002 Copure® 24 LR 2 MR (ERABENTS. KEMNEAE) 1R/ &
NC24003 Copure® 24 FLRFZ 2R (ERAAY. THRFIERR) 18/&2
NC24004 Copure® 24 FLRE AR CERFEMHFEER) 1R/ &
C0OQ050010H 4 g TKIREREE. 1g L. 1 g iTIRERT. 0.5 g ITIRERE M. S0mL BLE, AEBLESR 50%/=
COQ050020H 6 g BKBREAE. 1.5g 2B, 50mL BOE, ASBELER 50% /&
SDC-3000-D biocomma® Z & REEESNY 16/%
NC24DZ 24 FLHEHRIER 18/%
BCY2402 24 ALEFREER 1&8/%#
BCN2403 24 FLBEERMAY, FERIR 18/%
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R

BEPHHERFENEHRGSTZER UPLC-MS/MS JIlIEE (Copure®

QUEChERS)

—. HmIgE: FREN 5.0 g &AEMEST 50 mL BOES,
03 mL7K, IN—EpE&EY/RF, 2500 rpm j®fHE 1 min, A0
A 10 mL ZBE, 2500 rpm S&HE 5 min, HIXN QUEChERS #h
B (4 g BKREREE, 1 g R/, 1 giTRERWM 0.5 giT
BRERE ) BDFEhiTEL, FAFS 2500 rpm JRHE 5 min,
5000 r/min B 5 min, EBRZBEEZ S,

=, BEREK: B8 mLEFSELZEEE QUEChERS &

16 IR 10.68 363.0 226.917%, 306.917
17 RAFRBS 10.72 368.1 181.917*, 321.946
18 T 10.73 279.0 246.917%, 168.958
19 R 10.75 247.0 109.083*, 137.0
20 LR 10.83 261.0 75.238*, 170.845
21 T s 11.09 289.1 103.125*, 57.363

B, ERER

%3855 21 MENBREGMFEKESR (0.1 mg/ke)

L& (COQO15601H) R, 2500 rpm 3% A& 5 min, 5000 e f"w;“ T f;g'f/'o v
r/min B4 S min, L& 0.22 pm BRIERE LN, ERERE 6871 66.98  68.62 7113 67.55 6945 687 2.1
=. trehEoHl: FREUES AN R 5.0 giREB ER— ZELEBRES 8031 78.96 8422 8109 | 7791 7207 | 791 | 5.1
CHBREESARFREINGE, RESIBEEmME0, 23%E | 86.29 | 85.63  85.03| 89.06 | 8538 86.19 863 1.7
10, 20, 40, 80, 100 ng HRA 17 /8 R A= M B FIEN Eﬁﬁ%:i;;@é 88.28 | 88.22 | 89.04 9527 8512 89.00 892 @ 3.7
. N 5 88.33 | 93.38 | 90.28  88.79 | 89.98 9021 = 902 @ 2.0
REHE 1 mL, BHERENRO, 10, 20, 40, 80, 100 MUERE  92.80 | 87.27 | 87.42 82.80 8439 8125 860 4.8
ng/mL BYRBEEIETEER. BEBR 8778 86.68 89.47 8757 9139 87.60 884 19
M., NBEH HEE 104.05 102.92 94.82 107.44 105.41 107.80 103.7 4.6
@i KERERRE  87.50 | 81.20 | 85.78 | 88.56 | 94.65 87.42 875 | 5.0
{V58: UPLC-MS/MS (Thermo Fisher TQS Endura) DHEERE  90.09 | 90.12 | 92.35 | 9143 | 9136 9296 914 | 13
. ) SWES | 88.72  87.00 93.64| 86.83 | 9240 8827 895 3.2
Bif4E: Commasil® 0DS (2.1 mm X100 mm, 3.0 um) TR | 8722 90.18 92.07| 8845 | 91.21 87.81 895 22
amEnt: Ar ok (0.19% FER) - B: FE (0.1% FER) KR 8552 87.81 9116 87.41 | 9148  87.60 885 2.6
s R, TR 1 BESME | 8596 87.92 80.70 | 86.23 | 87.09 86.78 873 16
x| BEERRR SRS | 8542 89.79 | 90.98| 86.12 | 91.08 85.15 881 3.2
Bi8] /min Al% B/% B35 | 82.60  86.10 91.25| 84.23 | 90.70 8691 87.0 4.0
0 98 2 REHBS | 86.69 8633 89.65 8586 8952 8869 87.8 19
L0 95 5 S | 83.44 87.14 80.16| 83.35 | 90.00 91.09 874 3.8
g'g ;8 ig MREERE  85.10 | 86.19 | 88.16 | 8521 | 87.50 88.04 867 | 16
90 30 70 BB 8928 9317 80.63 8233 7936 9131 | 860 6.9
10.0 2 98 BTHR  86.82 | 80.42 | 8591 8643 | 8393 8239 843 3.0
135 2 98 - .
14.0 98 2 e
15.0 98 2
R 0.4 mlL/min; #E: 35°C; HHFE: 5SuL
PRI &
BFR: HESI; EBZBE: 3500V; 8§SES: 30arb
WREN: 2arb; BEFERWE: 380°C;, HSEE: 350°C
R2AH BT RENERFUEBTF—RER CAEESRT)
Fs B REEFE /min| BEF FEF S SN e | U3 | TR
1 B 0.98 1421 | 94.083%, 125.0 o e+
2| ZEEER 505 1840 143.0°, 1950 B 1 FRIRE 20 g/l B0 21 ENBRGRNSETRE
3 R 530 2241 | 192929, 109.071 iTaER
4| PERFR 535 2280 | 167.917*, 109.083 T ik i
DoEm I I g, st s
o * ® s
g e g e,
9 KBRHRHS 8.8 3120 | 269.887*, 235.958 SDC-3000-D biocomma® % & RHIERAN 18/%
10 Smw 9.79 3310 | 99.083%, 127.071 SF130-22-NL B /013 mm/0.22 um/ BHLR 1004 /&
11 SR 107 3140 | 16207, 271917 MFO47-22-MCE MCE/®47 mm/0.45 um/ 7% WH /&
12 KRR 10.16 243.1 | 214.988*, 172.917 MF047-22-NL  BiERE, HIR47mm, FLi20.22um, K& 2005 /&
13 KL 10.29 3041 | 216.917%, 233.929 SC2-1 2mL BBRERGE, 9-425 1001/ &
1 | mE=mm 1053 3322 | 230017, 121071 VIAL 2 mLSBSUREHSI, # B 1L6'32 mm, 9425 1004/
15 AtERs 10.63 323.0 | 294.917*, 170.929
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GB 31658.17-2021 Z 274125 X (Copure® HLB)

2022 ERHFRE BT SO TEANER 75 FHF. F.
. CHNMA. R BALTIHOMEF RS BEEREM
R AR N 555 —— (GB 31658.17-2021 Bh¥ME B &
AR AL, BREANBEREAAYESSNNE REE
- BEBERIZE) , EREMSBZIREH#THI, HR
UTHRBH, BT —MWEEBRIFOKRENREEE, 8
W RENREXRA SPE-HPLC-MS/MS 753%, A&,

—. HmiEE

ERMENH I ONREER 1g FBEHWE0.01g) FF
EBEOE®, A 8 mL Mcllvaine-Na2EDTA 3 &K, &
RS EBAEIRE 20 min, -5°CT 120000 r/min B 5
min, BH EERFS—FHELE, HEREMA 8 mL
BMERIHRE R, BLREE, SHBEIERR, -5°CF
120000 r/min By 5 min, EBE®REF S,
Mcllvaine-Na2EDTA &Hi&: BRITIRER - —7k 12.9g. FAER
S2H-+K10.9g. ZZRRNZER - =K 39.2g, 1l
7K 900mL, A 1mol/L WE| KA RIET pH £5.0£0.2,
F7KFHEREZE 1000mL,

WEEsEhE iR BY 0.05 mol/L BB — SR 190 mL, B
0.05 mol/L RS — A REREZE 1000mL,

. #&%f (Copure®HLB, 200mg/6mL)

SEW: BERZEEUEROR A 5 mL BERZF] 5 mL KEK.

i BN EREFRMRIMNEHET 8 HLB B ZER M,
W ORA 5 mL K, 5mL 5% FBREE - KBR, #HTF.
Gt B8 mLEBER: ZFRZES: &K =50:50:2 AREHIT
SRR

U EE £ ERERRR, 45°CTFRME 100 uL £%5, 1A 0.1%
FEARESZE 1 mL, i PTFE F£KIER, £V,

=. BERiREhEARnNHE

B 6 NTEHEREREEEFGR—HRE, WERABRRE,
FERBBRFDINMANEENER, BEEMERERR—F
AW, TR, FRELLNARNKRES A 2 pg/L. 10
pg/L. 50 pg/L. 100 pg/L. 200 pg/L. 500 pg/Lo

M, NBREHE
BigEMG
{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@it Hypersil GOLD C18 (2.1 mm X100 mm, 1.9 um)
TREpAE: Ar 7k (0.1 % HER)

B: HEZ: ZA5=2:8 (0.1% PE)
FERAI: BEME, k1
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FE: 0.3 mL/min

& 35°C

HEE: 10 uL

® 1 BEABER

BY{8 /min A/% B/%

0.00 95 5
3.00 85 15
6.00 65 35
8.50 5 95
9.00 95 5
10.00 95 5

B

BFIR: HESI

FEIEEBE: 3500V

BSES: 40arb

WREH: 2arb

BFEmE: 380°C

HWSRE: 350°C

R2ENEBH. RENEARFEBF—RER C HEERT)

Fs E=g {REZEF{E] /min BEF FETF
1 Z BRRERR 3.06 215.0 108.0. 155.9*
2 RO 4.10 250.1 155.8*. 183.9
3 TERRIENE 3.52 251.1 92.1. 155.9*
4 TERg B T 6.46 254.0 108.1. 155.9*
5 T g 4.04 256.0 155.9% 92.1
6 TR R BT 436 265.1 155.8* 171.8
7| HERZRSEM 6.79 268.0 113.0. 155.8*
8 TARRERIE — 532 271.0 92.1. 155.9*
9 | HERZFREE 3.50 279.1 124.0*. 185.8
10 TE#RR — FRIZIE 5.07 279.1 155.8. 185.8*
11 TERL R AN 5.29 281.0 155.8*. 126.0
12 | HEBEISEREMENE 5.38 281.0 155.9%, 214.9
13 | EERRiE R 5.96 281.0 155.9*, 214.9
14 el 6.04 285.0 92.1, 155.9*
15 | ARSI 6.41 3111 155.8*. 244.9
16 | FERzia) — A& IELE 747 3111 155.8%. 244.8
17 HRVE 5.23 3342 290.1*, 316.1
18 KEDE 5.48 358.2 314.1. 340.0*
19 DENE 493 363.1 320.0*. 342.0
20 ZHENE 6.19 400.2 299.0. 356.1*
21 BOBR 7.20 4452 321.0. 428.0*
22 USZ S 5.52 4452 410.0*. 427.0
23 +ER 5.18 461.2 426.0*. 443.0
24 Ea 6.00 479.1 444.0*. 462.0




B, FERER
& 3 BEIAREURSEIES

Ei 5] BA
B4 10.0 pug/kg 50.0 pg/kg 100.0 pg/kg 10.0 pg/kg 50.0 pg/kg 100.0 ug/kg
El= RSD (%) [EUgZE RSD (%) [E44=E RSD (%) [EIUZE RSD (%) | [EE=E RSD (%) [EUFE RSD (%)
(%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3
ZBiHERR 109 1.88 106 3.48 104 2.05 92.1 1.55 82.1 6.56 80.8 6.28
TRRRILIE 94.5 3.54 98.7 10.0 98.3 4.32 84.2 3.79 96.2 8.97 99.4 3.71
TR IENE 7.4 3.48 98.1 6.25 99.0 3.42 82.5 551 91.3 597 87.8 0.37
TR R ER 0 101 6.88 100 9.07 104 1.33 105 4.21 97.1 4.95 96.7 3.35
TERRIEM 95.2 3.65 89.8 7.24 85.6 3.89 83.1 5.76 85.2 7.93 94.7 6.25
AR R ELIEIE 92.5 3.14 93.8 6.68 92.8 4.88 89.9 L7 98.5 6.67 93.2 2.63
TR — AT 90.7 11.9 93.2 12.7 95.1 9.88 101 4.83 98.2 0.77 99.2 6.11
TR ERIE DY 106 3.71 89.6 8.41 85.9 0.57 88.0 4.34 89.2 6.96 94.6 7.85
THAR — B R 0E0E 82.5 1.63 103 4.15 107 0.99 7.6 0.24 88.6 7.07 93.8 0.35
T#RZ — R IE0E 80.6 1.16 104 4.15 102 0.77 99.3 1.34 88.4 3.01 93.1 113
TR R A A 87.1 3.74 99.6 5.95 97.5 0.22 90.2 531 85.9 7.29 93.6 431
TR R 82.8 0.22 101 4.38 97.3 2.62 90.4 4.22 89.1 5.45 94.4 4.94
TE % 8] R & EE 94.1 6.02 103 7.43 108 1.41 101 4.51 92.8 1.54 100 4.58
TR SUADR 87.9 1.96 95.3 6.54 101 3.15 101 6.56 86.2 0.96 92.5 3.75
AR D — FREIEIE 79.1 3.59 99.8 7.87 98.9 0.99 91.8 0.96 94.7 2.05 94.3 221
TEf%IE) — R 67.4 7.02 5.7 5.69 78.6 578 102 3.97 107 7.81 106 4.86
BRUVE 8.7 3.48 90.9 0.51 95.7 4.99 87.1 3.77 79.8 592 85.9 4.08
KEUVE 97.5 4.26 78.8 2.96 82.6 4.85 76.3 5.99 72.9 1.78 82.4 4.78
SRV E 83.9 2.12 95.2 173 97.5 8.28 80.8 3.61 93.4 4.17 89.3 3.85
ZRVE 64.4 3.42 92.8 0.99 95.8 5.45 87.7 0.81 85.9 0.23 87.6 281
BHBER 103 2.18 74.9 0.36 78.6 0.55 85.2 3.97 82.3 1.53 84.2 5.54
Paif & 67.7 2.55 69.3 1.08 7.1 4.27 76.6 1.42 75.8 4.96 90.4 5.30
TBR 8.7 4.57 70.3 0.26 85.3 4.71 74.3 2.39 80.6 7.95 86.2 0.69
£B%R 68.3 3.61 75.4 1.84 82.7 3.95 83.5 7.13 84.3 6.12 98.8 3.71
i: gm
1ARNNKTER 100.0 pg/kg BIERPEEN BB FRE 2 7Ok A 100.0 ug}l(gmnjﬂiigﬁqﬂ%?fﬁﬂ,a%?/ £
fiifk Tips:

1 R EPREEOIREE -5° CRILEF NG AP REREARREN DB, B THRORENES.
2. EBARNEEHFANRRRZG, BHT—ABEL, BEFNERERNEm, EF EFdHE,

3. FEMIEE IR EER 5 mL 5% BER - AERMER, AILURDTERTEERE D BIRYBIBR.

4 AREFRRWE 100 L £4, FERFA LB ERKEZGH 9 Birttamnimk.

5. 82780, MA0.1% REARESE 1 mL, JUBMNNES D BMEEaYNEE, RRESEHDEEYRIERE,

6. A TENE LEFENRRIEM, A Copure® HLB( %8S : COHLB6200-M) :REIERY HLB EHEZEENAE AT LIRS B 4F AU IR,

ITHER
5s bi:3u a%

COHLB6200-M Copure®HLB E#EZEENE, 200 mg/6mL 50% /&

SDC-3000-D biocomma® Z&RIEESIN 18/%

BN24 BREACAAWIN, STANAE 18/%
SF250-22-PTFE-HL #H3idiEe8, PTFE, HE 25mm, FL#&F 0.22um, K 1001/ &
SC2-1 2mL EBRREES, B PTFE/ AEERE, 9425 1001/ &
V2-AL 2 mL 2SR EERR, HHEEA 11.6*32 mm, 9-425 1001/ &
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shiEtE Rk 14 FRISEIRSELMIRRAE - REGIE - Bl | KRl

(Copure® HLB)

(GB/T 21312-2007 zp¥pRIE R @ 14 FIEEIAYMFZR BN E REEE - BRiE / RigE)

AL GBT21312-2007 A&E, BT LA HLB EHEZE
VST S AR R BT i T 14 FIE I ER LAY R EUR LS
5, TR S =K FERMNR, MERBHENLRER,
14 FERYEIREMIBZ EYE R B EE R,

—. HmiEE

HEHRIREURE 5.0 g (FBHZE0.01) F50mLBELER,
PO 10 mL EDTA-Mellvaine 4%, SREE 1 min, BEE
BY 10 min, 10000 r/min B:.0 5 min CREREF 5 °C) ,
IREN=R, &H &K, B EDTA-Mellvaine BHRERE
30 mL &R

—. HLB #%1k (Copure® HLB ,200 mg/6 mL)

SEC: B 6 mL BEE. 6 mL KEML HLB EFEEEENAE;
L B 6 mLAERMRERT, FERBR;

Wik B emL 10% BREEIGH BRI F;

A 0.3 mL/min

HR: 35°C

FhRAT BMERR, K1

=1 BERRER

HEEE: 10 uL

BYi&) /min A/% B/%
0 90 10
6 70 30
9 50 60
9.5 0 100
10.5 0 100
11 90 10
15 90 10

4.2 Bk S

EBEEE: 3500V
#SIES: 40arb WRES: 2arb
EFERmE: 380°C WSBE: 350°C
R2AD BT, FENBRFTEEF—HE CAEEETF)

BTFIR: HESI

GERR: 6 mL BERMER A UREE LUK, VAT, A% Fs B {REEYIE /min BEF FEF
MEEERE 1 mL, IEE _EVING, ! MO 261 3041 |217.0° 189.0
_ _. " 2 W E 3.30 3211 303.0% 232.0
=. ERtnEmLERNEE 3 amNE 3.50 362.0  318.0%. 260.9
iilﬁ_l 35?&2? E *¥Iél:ll:l ) ?ﬁiﬁﬁﬁﬂ‘ﬂfifﬁi&ﬁﬁ%fﬁ ) ”&%ﬁ 4 ERVE 3.52 320.0 276.0*. 233.0
HRER, MAZEENTRESER—RAERES, Kt 5 BENE 3.60 3340 |290.0%. 233.0
B EVURES S 2 ug/Ly 10 pg/L. 50 pg/L. 100 pg/L. 6 HRDE 3.69 3320  1288.3% 230.9
200 pg/L. 500 pg/L BIFREEIL, 7 BENE 3.89 3520  265.0*. 308.0
) 8 gD E 4.05 3582 340.0*. 254.9
m. 2R 9 BENE 4.14 360.1  316.0%. 342.0
4.1 BIEFMG 10 SRR 4.65 3861  342.0%. 2989
1¥28: UPLC-MS/MS (Thermo Fisher TSQ Endura) 11 LD E 6.84 263.1  |245.0*, 189.0
@igiE: CommaSil®AQ-C18 (2.1 mm X100 mm, 3 um) 12 REFIER 773 2621 244.0% 216.0
TRENAE: Ar 7K (0.1 % BRER) B: 0.1 % BENERE-Z 13 k) 915 2331 215'01‘ 187.0
AT (A - 785 =2:8) 14 AR 9.57 2621 244.0*. 201.9
B, LR
}® 3 14 MR AR R YRR E R
b R
wam 10.0 ug/kg 50.0 pg/kg 100 pg/kg 10.0 pug/kg 50.0 pg/kg 100 ug/kg
EE (o) RSP (%) [Elg=E RSD (%) [E=E RSD (%) EIKEE (%) RSD (%) [EM8%E RSD (%) [EUeE RSD (%)
n=3 (%) n=3 (%) n=3 n=3 (%) n=3 (%) n=3
MHEDRER 88.6 6.83 90.2 5.23 92.6 4.58 82.5 7.89 85.7 8.34 90.7 5.58
KIBDE 78.6 3.39 74.5 4.59 80.4 2.29 72.8 6.96 73.2 3.89 78.7 4.42
aEvE 81.3 4.5 734 2.28 74.2 2.98 78.4 6.81 88.2 5.27 86.6 433
EENE 723 4.85 78.9 4.52 74.2 2.83 68.7 5.89 66.3 6.36 68.2 4.78
EEE 774 6.23 82.4 4.16 76.8 3.86 78.8 3.83 83.6 4.15 82.7 6.19
HHEDE 76.6 5.62 80.4 3.95 79.3 4.07 69.7 6.92 774 7.14 745 437
BEDE 75.1 5.54 79.7 5.81 76.4 3.16 78.3 5.44 75.5 6.54 73.2 5.32
FHEWE 80.4 6.83 85.9 7.56 88.7 7.26 79.5 3.45 82.3 4.89 88.7 5.63
BiEHE 75.5 5.83 77.8 436 78.7 3.82 89.5 6.67 92.6 7.72 88.4 6.85
SHIbE 743 7.59 77.4 5.82 75.3 5.69 84.3 5.77 85.5 4.06 89.7 5.75
A E 82.3 6.53 91.4 5.2 93.6 3.86 84.4 7.74 92.7 3.21 95.3 7.59
BEFIR 9.5 7.45 92.3 1.9 95.6 2.78 91.5 6.89 93.3 7.89 9.3 6.34
B 88.8 3.71 92.8 4.4 94.3 3.49 91.1 6.53 94.8 4.56 96.1 4.58
AR 82.2 7.52 80.3 6.1 76.1 6.22 88.7 6.67 92.1 5.89 945 6.72
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RT: 0.00 - 15.01

100 NL: 5.61E5
] m/z= 289.80-290.80 F: + c ESI
9 SRM ms2 334.050
50 [232.999-233.001,
] 290.011-290.013] MS ICIS
1 100PPB_012
1085 NL: 3.39E5
] m/z= 264.50-265.50 F: + ¢ ESI
B SRM ms2 352.050
501 [264.999-265.001,
] 308.011-308.013] MS ICIS
1 100PPB_012
8 1085 NL: 2.05E5
5 7 m/z= 339.55-340.55 F: + ¢ ESI
g 4 SRM ms2 358.200
2 5] [254.957-254.959,
s A4 340.053-340.055] MS ICIS
. 100PPB_012
I .
© 1085 NL: 6.70E5
] m/z= 315.58-316.58 F: + c ESI
9 SRM ms2 360.125
501 [316.082-316.084,
] 342.011-342.013] MS ICIS
100PPB_012
1085 NL: 7.00E5
] m/z=317.51-318.51 F: + c ESI
B SRM ms2 362.062
50 [260.957-260.959,
] 318.011-318.013] MS ICIS
1 100PPB_012
1085 NL: 2.43E5
] m/z= 341.58-342.58 F: + ¢ ESI
9 SRM ms2 386.112
501 [298.981-298.983,
] 342.082-342.084] MS ICIS
1 100PPB_012
O e A A A e e
[ 1 2 3 4 5 6 9 10 11 12 13 14 15
Time (min)
RT: 0.00 - 15.01
10 NL: 2.71E5
m/z= 287.50-288.50 F: + c ESISRM
5 ms2 332.025 [230.928-230.930,
288.011-288.013] MS ICIS
100PPB_012
10 NL: 8.05E5
m/z= 214.50-215.50 F: + c ESISRM
5 ms2 233.100 [186.999-187.001,
214.999-215.001] MS ICIS
100PPB_012
10 NL: 2.01E5
m/z= 201.50-202.50 F: + c ESISRM
5 ms2 262.100 [201.928-201.930,
243.999-244.001] MS 100PPB_012
8
§ 10 NL: 5.74E4
k= m/z= 215.50-216.50 F: + c ESISRM
3 ms2 262.100 [215.999-216.001,
3 243.999-244.001] MS 100PPB_012
2
B e
2 10 NL: 5.36E4
m/z= 188.50-189.50 F: + c ESI SRM
5 ms2 263.100 [188.999-189.001,
244.999-245.001] MS 100PPB_012
10 NL: 5.38E5
m/z= 216.50-217.50 F: + c ESISRM
s ms2304.100 [189.011-189.013,
217.011-217.013] MS ICIS
100PPB_012
10 NL: 2.53E5
m/z= 275.51-276.51 F: + c ESISRM
o ms2 320.050 [232.999-233.001,
276.011-276.013] MS ICIS
100PPB_012
10 NL: 1.59E5
m/z= 302.50-303.50 F: + ¢ ESISRM
5 ms2 321.150 [231.999-232.001
303.082-303.084] MS 100PPB_012
o T T T T > AL AL T T T T T LALLM T T T T T
[} 1 2 3 4 5 6 9 10 11 12 13 14 15
Time (min)

MEETRRAERDE. BEDE. FEDE.
FEEDE. WIKER. ERDE. KIEDE,

iTliER

114 FETEERZEZIO N &%

RENE. |ERVE. DI

. MADE. FIRER. mPE, BREAE

>

)
.

HS Fiiipud a%
COHLB6200 Copure® HLB E#HZEEN4E, 200 mg/6mL %/=
SDC-3000-D biocomma® ZERIEESN 18/%

SF130-22-PTFE PTFE $+=0id 7888 H#2 13mm, FLE 0.22um, BHER 1001/ &

SC2-1 2mL BEGBREFKE, HE PTFE/ 4GRS, 9-425 1004/ =

V2-AL 2mL BEUREERR, FHE4 11.6*32 mm, 9-425 1004/ &
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AT B — =&z

ZERWE (Copure® MCX)

GB 31658.22-2022 (R@mREERITE I RET B —REMhFIFLE ERNE RIEEIE - BEXBIEX)

—. Hmaiihi2

1.1 HREBRS5IRE

1) #EX 2g ##&TF 50 mL BEAEEOER, A 0.2mol/L
NZBRZE AR 6mL. B- AEVEREEES / 5 EMALFERE
40uL, JREERA, 37T°CRENIKAHRT 16h, KEEER, &M,
1.2 ZEE. FU5R%E

1) BR& AR, 0N 20ng/mL RAR TR 125uL, SREEES,
F 9500r/min B0 5min, BXEBERFS—50mL B
&, MO O0.1mol/L ERERAR S5mL, RIEGES, A5
SR pH EZE 1.0+0.2, F 9500r/min B 5min f&5,
BEBRFSZ—150mL BLEAH, B 10mol/L NaOH A
&I PH{EZ 10£0.5

2) F15mL ZBRZEE#REY, #&% Smin, 9500r/min Bl
5min, BXEEENAE; BN 10mL T EBBIRE, iR
% 5min, 9500r/min B 5min, B EEENHE, &aHE
A8, 40°CTFTEMREET, A 2% FEB &R SML AR, &
3) A 3mL B, 3mL 2% BRARKRENL MCXREE
P FRIEEMRERME (KRS COMCX360) , BREZp&E
BRI B 3mL2% RESAR. 3mL REME, T,
FA 5mL5% S FREA &R %GR, %R TF 40°CTRaREIR

F, AN 0.5mL BEE -0.1% BESAK (10+90, V/V) AfE,
& 0.22um RFLIERE, EHNE,
1.3 FRAER& &

1) BEEEREMETER. BEANIEREZ, A
HEZ -0.1% BERAK (10+90, V/V) HREAIRE N 0.500
ng/mL. 1.00ng/mL. 2.00 ng/mL. 5.00 ng/mL. 10.0
ng/mL. 20.0 ng/mL BWRFIFRAETIER, RHFH 5.00ng/
mL, EHNE.

. UEEH

NERE: REBEBEKEIEM (Triple Quad 5500+)
31t ZORBAX RRHD Eclipse Plus 95A C18, 2.1 x 100
mm, 1.8 um

TRENAE: A: 0.1% HE&K  B: ZBE

o AE B E: ¥ 18 98%A, 98%A (0 min~0.3min) ,
10%A (0.3 min~3.0 min) ,

10%A (3.0 min~4.0min) , 98%A (4.0min~4.2min) ,
98%A (4.2min~6.0min)

ER: 0.3 mL/min TR BB
BRig &

WNAER: ZREBFEN (MRM) ;
xR 1 BFRIEGIEY

AT 4.0 mL

BEAR ESI+
Curtain Gas(CUR) 40.0 psi

Collision Gas(CAD) 8 psi
lonSpray Voltage(IS) 5500.0V
Temperature(TEM) 500.0°C
lon Source Gas 1(GS1) 50.0 psi
lon Source Gas 1(GS2) 50.0 psi
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R2FHFNAMERBE T EEBFY. REME. &%
BEMMEEESEE

87 FEF | FEME 0P
& . E(V
EMEH m) | ) (min) ) W

203.0* 21

AT 277.0 2.20 40
168.1 38
=T -D9 286.0 204.0 2.18 40 23
164.1* 23

B3 day 302.2 2.09 40
107.1 51
¥ % ERR -D6 308.1 168.1 2.07 40 23
148.1* 24

T RREZ 240.2 1.75 40
222.1 15
T BREZ -D3 243.1 151.0 1.74 40 25
160.0* 22

[EELs 220.0 1.81 40
202.0 13
mOET -D7 227.2 161.1 1.80 40 23
185.0* 32

FHET 262.1 1.75 40
202.1 25
FaEZ -D7 269.1 185.0 1.74 40 32
154.1* 23

SRAM 214.0 2.10 40
118.0 34
SRABH -DT 221.0 155.0 2.09 40 23
152.0* 21

5 Mtk 226.2 1.76 40
107.1 36
5k -D9 235.2 153.1 1.75 40 20
160.1* 21

FigitsES 234.0 1.92 40
143.0 34
AmHRES -D9 243.2 161.1 1.90 40 21
237.2* 24

=yatsEs 311.1 2.30 40
202.1 40
SH5% -D9 320.1 238.0 2.28 40 24
294.1* 26

R 368.2 2.21 40
72.2 37
REET -D9 377.2 295.1 2.20 40 26
203.0* 24

kS 263.1 2.11 40
245.1 15
“=ERT -D7 270.0 204.0 2.10 40 25
154.0* 21

ZHET 228.0 2.17 40
118.0 35
ZHET -D9 237.0 155.0 2.16 40 21
203.0* 23

BREEHEORE | 2030 206 40
132.1 38
RBAETCHET -D6 299.0 203.0 2.05 40 25
293.0* 24

REET 367.0 2.25 40
349.2 17
) 203.0* 21

TEOES 291.0 2.28 40
132.1 38
203.0* 26

RECED 319.1 2.01 40
132.0 39
121.1* 29

FIEE 288.1 1.97 40
150.1 25
237.0* 24

OBiET 325.0 2.38 40
217.0 37




=. RBRER

&4 1.50ug/kg AT B- ZABIENT INAREIMLSLIREER

i3

3

3 1.50pug/kg A B- ZAEMEDFINAREIUL K I0LE R - EME (%) FIYEK %)
S o S ®WAE . , s m o RSO
RWAE 1 2 3 £ (%) RSD (%) BEeEE 97.8 98.0 98.0 97.9 0.125
HeHD 90.2 952 96.5 94.0 3.54 B ut 955 94.0 100 9.5 3.24
FEBERK 99.5 98.8 100 99.4 0.608 TR 98.8 98.8 91.2 9.3 456
DT RREE 92.7 97.2 100 96.6 3.81 FEOEE 104 106 106 105 1.17
EERZ 952 100 101 98.7 3.15 FE S 104 101 97.8 101 3.07
Fius 95.7 93.0 99.2 96.0 3.24 AR 104 103 103 103 0.687
SAHH 973 | 968 | 102 98.7 291 B 885 | 972 | 937 93.1 4.70
A 95.0 101 94.0 96.7 3.92 —— 88.8 100 102 96.9 734
RS 100 92.5 933 953 432 [y 983 895 902 927 o
oHEED 96.0 89.0 93.8 92.9 3.85 ——— 101 992 485 962 0
ST 96.3 975 97.3 97.0 0.664 e—— 1o 102 103 105 ls
HEHS 97.5 93.7 98.7 96.6 2.70 -
TS 96.0 102 106 101 5.00
i 892 o7 %35 5 45 ZREFCHE | 972 106 102 102 433
BREEHCEE | 930 98.7 101 97.6 422
RIET 68.8 73.0 65.7 69.2 5.29 AR 63.2 668 610 637 3.26
o o 635 623 37 229 R 635 625 62.8 62.9 0.818
e 198 815 185 70,9 188 ECRT 67.5 69.8 69.3 68.9 1.76
DS 113 118 114 115 230 =t 101 108 106 105 3.43
EOES 101 106 99.8 102 304 ROER 92.8 87.8 96.7 92.4 483
- REET
- 367.000/293.000 Da
455 3e4
- ﬁi 2e4
= F o
- £ e
= A A A(M\M ! 2Time3, min4 °
1B SEEEHIENEEFRE
K% B -D6 DT RzEE -D3 AT -DT FRET -DT

308.100/168.100 Da

1.0e5

Intensity, cps
(4]
o
2

Time, min

SR -DT
221.000/155.000 Da

1e5

Intensity, cps

0e0 ¥

1 2 3 4 5
Time, min

243.100/151.000 Da

1.0e5

Intensity, cps

5.0e4
0.0e0
1 2 3 4 5
Time, min
Btk -D9
235.200/153.100 Da
Bed
é 4e4
§ 2e4

0e0

1 2 3 4 5
Time, min

227.200/161.100 Da

269.100/185.000 Da

10000

Intensity, cps

9 4e4
o
=
G 2e4
g
£ 00
1 2 3 4
Time, min
AmES -D9

243.200/161.100 Da

1.0e5

5.0e4

Intensity, cps

0.0e0

Time, min

SHFE -D9
320.100/238.000 Da

2e5

1e5

Intensity, cps

0e0

1 2 3 4
Time, min

1 2 38 4 5
Time, min
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HR7E

5HE5% -D9
320.100/238.000 Da

8 2e5
=
a 1e5
o]
E

0e0

1 2 3 4 5
Time, min
o

A S ES

277.000/203.000 Da

a
g 4ed
=
2
] 2e4
£
0e0
1 2 3 4 5
Time, min
N o i
T RREE

240.200/148.100 Da

20000
o
&
Z 10000
8
£
0
1.2 3 4 5
Time, min
TR S

262.100/185.000 Da

10000

o

&

Z 5000 LL
@

5

£

0
1 2 3 4 5
Time, min

1R AR

226.200/152.000 Da

o
&
= 10000
@
]
=
- 0
1 2 3 4 5
Time, min
SHET

311.100/237.200 Da

4e4
2e4
0e0
1 2 3 4 5

Time, min

Intensity, cps
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REARZF -DT
270.000/204.000 Da
g et

; 4e4

g 2e4

2 B- R AR R R R ES FREGIEE (5.00ng/mL)

ZEeRE (M)
277.000/168.100 Da

20000

10000

Intensity, cps

0

1 2 3 4 5
Time, min

WTRREE (M)
240.200/222.100 Da

15000
»
& 10000
2
@
5 5000
E

0

1 2 3 4 5
Time, min

FREE (EM)
262.100/202.100 Da

6000
4000

2000

Intensity, cps
o
-
~
w
£
w

Time, min

Batsk (Bt
226.200/107.100 Da

20000

10000

Intensity, cps

o
-
N
w
ES
&

Time, min

SHERT (EMN)
311.100/202.100 Da

10000

5000

Intensity, cps
o
-
~
w
£
w

Time, min

ZHEFL -D9
237.000/155.000 Da

«
&  1.0e5
=
2 50e4
g
z

0.0¢0

1. 2 3 4
Time, min

KB
302.200/164.100 Da

5

" 4e4
g 3e4
i 2e4
£ 1e4
0e0
1 2 3 4 5
Time, min
[EEESES
220.000/160.000 Da
4ed
& 3e4
i 2e4
ﬁ 1e4
0e0 L2t
1 2 3 4 5
Time, min
KRB
214.000/154.100 Da
4ed
g 3e4
ES 2e4
é 1ed
B 0e0
1 2 3 4 5
Time, min
RERHF -DI
286.000/204.000 Da
6e5
% 4e5
g 2e5
= 0e0 A W
1 2 3 4 5
Time, min
RS
368.200/294.100 Da
” 3e4
E; 2e4
é 1ed
B 0e0

1 2 3 4
Time, min

ZHEFE -D9
237.000/155.000 Da

1.0e5

0.0e0

Intensity, cps
o
)
2
[N
w
&~
(4]

Time, min

RknZBi ()
302.200/107.100 Da
15000
10000

5000

Intensity, cps
o
-
N}
w
£
v

Time, min

ADEE (N
220.000/202.000 Da

5e4
4e4
3e4
2e4
1ed4
0e0

Intensity, cps

) Efiifz::_::::_
—

1

3 4
Time, min

SEEM (E1H)
214.000/118.000 Da
15000

10000

5000

Intensity, cps
o
-
~
w
£
w

Time, min

AHEE ()
234.000/143.000 Da

20000

10000

Intensity, cps
=3
-
o
w
£
w

Time, min

BART (EM)
368.200/72.200 Da

10000

5000

Intensity, cps
o
-
~
w
£
w

Time, min



RERF
263.100/203.000 Da

10000

5000

Intensity, cps
o

n

w

~

o
Intensity, cps
o - N w
& 2 R’ 2

N

[N

w

&~

(4]
Intensity, cps
[=] n S
g 2 2

-

[N

w

&~

w

Time, min
REET
367.000/293.000 Da

3e4
& 2
E? 1ed
£ 0e0

T2 3 4 5
Time, min

RECED

319.100/203.000 Da

5000

Intensity, cps
o
-
N}
w
£
o
Intensity, cps
o
-
N}
w
£
o
Intensity, cps
=3 o
2 2
-
N}
w
£
v

Time, min

REER
291.000/203.000 Da

mEeRT (M)
263.100/245.100 Da

Time, min

BT (EMH)
367.000/349.200 Da

10000

Intensity, cps
o
-
o
w
-~
(4]
Intensity, cps
=3
-
o
w
-~
w

Time, min

REeEF ()
319.100/132.000 Da

4000
3000
2000
1000

Time, min

ReER (B
291.000/132.100 Da

ZHES
228.000/154.000 Da

Time, min

A
288.100/121.100 Da

20000

10000

Time, min

SRS
325.000/237.000 Da

Time, min

RRERCRES
293.000/203.000 Da

20000

ZHET (B
228.000/118.000 Da

4e4
3 3e4
-’Z? 2e4
2 1e4
0e0
12 3 4 5
Time, min
FMEE ()
288.100/150.100 Da
15000

10000

5000

Intensity, cps

-
N}
w
ES
4

0

Time, min

oEEE (BN

325.000/217.000 Da
3ed
2e4

1e4

Intensity, cps

-
N}
w
ES
&

0e0

Time, min

ERERECRET (EY)
293.000/132.100 Da

10000
2 2e4 2 10000 s g
z 2e4 2 ow £ 10000 £ 5000
g 1e4 g g s
= 0e0 = o £ 0 E o
1 2 3 4 5 1 2 3 4 5 1 2 3 4 5 1 2 3 4 5
Time, min Time, min Time, min Time, min
3 B- RIRHEHFI YIS RIS S FREEIEE (0.500ng/mL)
THiES
5SS Ei::pu {2E-
COMCX360 Copure®MCX EFBZEENE, 60mg/3mL 50% /&
SDC-3000-D biocomma® Z & RhEENY 18/%
SF130-22-NL BRiHNEESS, BER 13mm, LR 0.22um, BHER 1001/ &
SC2-1 2mlL HEREEE, 86 PTFE/ LEREREE, 9425 1001/ =
V2-AL 2 mL BLUREERE, FHER 11.6"32 mm, 9-425 1001/ &=
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GB 31656.11-2021 ((ﬁnnfﬁlil%hh& 7J<F=Hﬂnpi§§\ MR, ﬁ%?ﬂl%ﬁﬁ?

2022 F R B mT 2O SSHEAN HH T HN T&

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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St R A SEREE/IE (Copure® MAX)

GB23200.92-2016 (BRmTE=ERNE R RETFEIBZXEENNE RERE - FiLE)

ARMERSRBELRRAFMREER ,, AEEAEMNE,
Wzt RERLEEF. BREFMAMBER, EhZF
HRBE, REREK, HUEE, EEREHKE%E.
RS ZEFEHR GB 23200.92-2016 X 4% B b B #1THR
e, Bii7T— 1 RE0E, QWEXs, BE&hRGE
BmPASEZREENER SPE-UPLC-MS/MS Fi%,.
—. FEmIREY
FREQIRAE 2.0 g (FEHAE0.01g) F50mLBEBLERH, M
AN5mL 8 % =ZRRHZHE - KBR (8:2, v/v) , BRITE
) 5 min, B&E$REY 5 min, £ 10000 r/min &0y 5 min,
BEBERFE—ZFARER, RWEEERN1IRX, &5
IR, 2. (Cf: BaHENLERERER, AIH
THTEID)
—. #m&f (Copure® MAX,60mg/3mL)
SE: RORE 5 mL BEE, 5mL 7kiEML Copure® MAX E1H
FERUNME;
L BARPR BRI B E TN ERZEUNE,
WS &R 5 mL5 % |ACER. 5mL FBEF 5 mL2 %
FRES BRI
Hhi: B4 mL 8 % RERFREEARMEH, WEERRK, T
40 CKATRAVGREZE 1 mL£A, BKEBRE2mL, ®
e, i PTFE EAGEER, EMMIR,
A B ED
HERBETHER, BERGIGES ZH#HITIRE, WKED
HERER, IMABEMNTRESHER—ET 40 'CTFKAR
VORABE 1 mLER, AKERE2mL, BHRESRNA0.5
ng/mL. 1 ng/mL. 2 ng/mL. 5ng/mL. 10 ng/mL B9&
FIIREA R
=. X28%MH% (Thermo Fisher TSQ Endura)
RIS S
@igttE: Commasil® Coreshell C18(2.1 mm X100 mm,1.7 um)
MmEpAE: Ar 5 mmol/L ZEFAR (& 0.1 % FER)

B: HEE
S 0.35 mL/min

IR BERER 1

B 35°C #EE: 5uL

®1
Bdial /min A% B/%
0.0 60 40
0.2 60 40
1.0 10 90
3.0 10 90
3.1 60 40
5.0 60 40
B &1
BFR: HESI EBEERBE: 3500V $#ESES: 40 arb

WRESN: 10arb BFERE: 380 CHSRE: 420°C
R2ADER. REFERFEBF—RE CAEEBF)
&H  EEEFN (m/2) EUEFH (m/2) |
HRE 262.7>262.7* 264.7>264.7. 266.7>266.7. 268.7>268.7‘
5.1 Wit #dE

%= 3 INFREIRERLE R
Y R SR
E*ﬁh“ ’zﬁ ”";JI::'): EKE RSD(%) [EMEE | RSD(%)
HE/ke (%)  (=3) | (%) @ (n=3)
— 1.00 88.6 3.33 89.2 4.58
ZAE 2.00 92.9 2.46 93.8 2.31

5.2 Wit e

2 ISR (2.00pg/kg) BEFAHE

ITHER
5s Fi3u 2E
COMAX360 Copure®MAX EI#BZEENE, 60mg/3mL 50% /&
SDC-3000-D biocomma® Z & RETEAN 18/%
BN24 BREKBRMK 18/%
SF130-22-PTFE-HL HLERs, ¥k PTFE, B 13mm, 1001/ &
7112 0.22um
SC2-1 2mLEGBREEES, 06 PTFE/ AGERE, 9-425 1001 /=2
V2-AL 2 mL 2R BRI, BRER 11.6*32 mm, 9-425 10010/ &
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i3
=
Eil

BRPIFERIREZERINE (Copure® MCX)

GB 31658.12-2021 (RmR£ERITE MMEREFHFRIRZZENNE SHREGIEZ)

—. HmAiiE

1.1 #mIREX

1) ®REX 5g SSP#ESTF 50 mL BOEH, AN 15mL 1%
ZRZBAR - 2K (15+85, V/V), SiEHYE Smin £13
a5 EX, 9500r/min B0 5min, MREY EEE&RT 100mL
DRRF;

2) BHERMAIOML 1% ZRZEB®K - 28 (15+85,
V), BEERE 1R, EHFRIUR, MECK30mL, ikE
2min, BEBFEESE, WETERT 100mL B0,
F A0°CIKARTEH R A EL ImL, BE 10mLBELED, B
2mL R ECEMFESS DR 12k, BA 2mL 0.1mol/L iR
MRS 1%, SHEEUKR, 9500r/min B 5min,
FERRERWL

—. #m% (Copure®MCX, 60mg/3mL)

1) A 3mL BEE. 3mL 0.1mol/L EhER AR MK REL MCX
REEMEBFRIRERENGE, MeBPEARIE, KR
B 3mL 0.1mol/L ZhERA®&. 3mL BE ML, F; M

1.3 tR AR R B

1) HHRBRARSENETERESE, BRIEHRE,
BREH 0.05 pg/mL. 0.1 pg/mL. 0.2 pg/mL. 0.4 pg/
mL. 0.8 pg/mL. 1.0ug/mL. 2.0ug/mL B9 RFITFAERRK,
EHME.

=, UEBEFH

NERGE . BB (1260 Infinityll, ECERIMENIER)
BigtE: InfinityLab Poroshell 120 HILIC, 2.1x 100 mm,
2.7 um

TEIAE: 25mmol/L ZEREARK - Z8E (40+960, V/V)
SFE: 0.300 mL/min

MR 214nm;

MR 30°C

HEEFR: 40.0 mL

m, ZRER
% 1 0.080mg/kg 18 PIHER S S AR Bl Sk 4 2

5mL 5% S REERR, #T, WEERER; ‘ - EE (%) S (0 6
N N N - &l I ZF (%) RSD (%
2) HWENERRT ACCTAREET, M imL sz,  Toae |, g oEaw °
RHE 305 EWHE, T 0.22 pum MR, LA AmEE | 5 s 80 83 386
70 ="
-
-:.- 0
5.2 YIEY 8 40 4z 4 Py P X N 54 N 5z R
| [min]
1 FASENEAREIEE (0.500 pg/mL)
iTHaER
He b3 a
COMCX360 Copure®MCX EI#HZEENE, 60mg/3mL 50% /&
SDC-3000-D biocomma® ZE RIEESIN 16/%
SF130-22-NL i, BER 13mm, FLIR0.22um, BHER 1001/ &
SC2-1 2L BEERAERE, BE PTFE/ LGRS, 9425 10041 /&
V2-AL 2 mL BE @S, $PEL 11.6°32mm, 9-425 0041/ &
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BERSHIFRZAFTENNE (Copure® HLB)

GB 31659.2-2022 (RMmELEXRNE BE. INMNMNPSEFRREENNE REBEIE — REHRIEX)

—. Hmaihi2

1.1 HRIRE

1) MB2gBEHLTOMLBEREELESR, MA
8mL Mcllvaine-Na2EDTA & 438K, &% 10min, 4°CF
14000r/min & 10min, WEX ERBERF S —1 50mL
BOEH;

2) F 8mL Mcllvaine-Na2EDTA & HmARES RN 2 /X,
EFHIREUR, 4°CTF 14000r/min B0 10min, B EERS
B ( AEATEER ).

—. &% (Copure®HLB, 60mg/3mL)

1) A 3mL BEE. 3mL KEORIEN HLB EIMEEEEME; BNe
HEABIAE, B 3mL K. 3mL5% RESARME, HWmT;
msmL BERR, BT, WERRR;

2) BUWERERET 40°C TR ELET GRIJLE) , m
20% ZBEAREBRE 1mL, JRlE 30s 7AfR5%E, 1T 0.22um
FFLIERE, £

=. AT E&aE&E

1) ERBRARIANET/ER T LRFILAEMRENTE R
iR, FA40°CTAMEETF, M20% ZBEARER
E 1mL, JRIE 30s BfR%E; 75IEHIRKREN 1.00ng/
mL. 2.00 ng/mL. 5.00 ng/mL. 10.0 ng/mL. 20.0 ng/
mL R VIERLER AL, 3 0.22um HFLISIE, £l
e NEVE T

NEREE: RIEEIE - BEXFUEEAMN (Triple Quad 5500)

@3 ACQUITY UPLC BEH C18 1.7mm 2.1 "50mm Column

TohiE: A: 0.1% FERK B: ZEE

TEhHEREE: #1%8 95%A, 60%A (0 min~2.50min) ,

10%A (2.50 min~3.00min) , 10%A (3.00min~4.00min) ,

R ER R

95%A (4.00 min~5.00min)

AIE: 0.300 mL/min  #3E: 35°C  HMEMEFR: 4.0mL

B
wNER: ZRNEBFEN (MRM) ;
= 1 BFRIEBIZMS

BEAN ESI+
Curtain Gas(CUR) 40.0 Psi
Collision Gas(CAD) 8Psi
lonSpray Voltage(IS) 5500.0V
Temperature(TEM) 450°C
lon Source Gas 1(GS1) 50 Psi
lon Source Gas 1(GS2) 50 Psi

R2EHENAHYEMBFN. EEBFX. RERE. £5%
BEMMEEESEE

N BEF | FBEF (m/ {REEE DP CE

ftLamER (m/z) z) (min) (v) (V)

\ 154.0% 40
ZPirE 445.2 1.84 130

\ 3210 40

T NERBT.
A, REgR
%3 5.00ug/kg WETS EREMIFEKRLL R

EKE (%)
‘mnu:ma . ) E ,  THEME()  RSD (%)
‘ ZRIAE 17.6 82.8 82.3 80.9 3.55
BOOO
5000 %EHQ%
445.200/154.200 Da

3000

Intensity. cps

2000
1000
il

05 10 15 20 25 30 35 40 45
Time, min

1500

1000 ZAERE (E%)

1 ZARELBFRE
2 WEERLEAEARS IS FREEIEE (2.00ng/mL)

08
osnm oms_om S awie tm 70 20 nJLm 20v270 320800 2300m 35830 semses a1 agan_sp pw
s

0 00 2 4@ e 7e e e me e 28 e e e e e e 4 4w 4w 4w

Intensity. cps

0 445.200/321.000 Da

ik

05 10 15 20 25 30 35 40 45

TWER
ES i3 ar
COHLB360 Copure®HLB E#EZEENE, 60mg/3mL 50%/&
SDC-3000-D biocomma® ZERIEESIX 16/%
SF130-22-NL EBRiigiEss, BER 13mm, TR 0.22um, BHER 1001/ &
SC2-1 2mL EBREKS, HE PTFE/ AGERE, 9-425 1001/ &
V2-AL 2 mLBSUR BRI, FPER 11.6"32mm, 9-425 1001/ &
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i3

=¥

IFRPAEGFRNGEREZZEREEAIE - REEEREZNE (Copure®

ALN & LiatE)

(GB/T 19857-2005 k= @A FLEREZMER KA EENE)

— BRNE
LEASGNERERATARN=FRRELEY), HRE
FIlkzs, FENBREEEERENERHUNR, B
[HZNBTK=FRES, BERgNEREREHY
NEMSERSE, TEMEAKRPERSHAMFERRE,
EREMESEET RS, BT EMEER - sM&EE
B - RERKAZNEFATHNAEAENERRSEN
73, BmERNE, 2PN nEEREREAE,
KASHREEE - REXFUEMUNE. £, MAREK
FIBE 90-110%, RSD fE/IF 5%, HEER.

. IUEEH

2.1 BIEEH

{¢28: UPLC-MS/MS (Thermo Fisher TSQ Endura)

& i #+: Commasil® Coreshell C18 (2.1 mm X100 mm,
1.7 um)

TRENAE: A-7K (0.1% BER) B- ZBE (0.1% HER)
B BERE, k1

xR 1 REhAERSE R &1

Y& (min) R (mL/min) %B Curve

0.0 0.3 5 5
1.5 0.3 60 5
3.0 0.3 100 5
10.0 0.3 100 5
10.5 0.3 5 5
15 0.3 5 5

S 0.3 mL/ min

H&E: 30°C

HEE: 10 uL

2.2 FRig &M
BTFIR: HESI FRIRERE: 3500V
#SES: 15arb WRES: larb
BEFERE: 360°C HSEE: 380°C
R2IAELGENLERLBFNEY F AEERT)

Compound Precursor  Product | Collision RFLens RT/min
P (m/2) (m/z) Energy (V) (V)
208 33
LEREZ 329 168 4.27
313 34
239* 28
feEFLERR 331 151 4.27
316 31
fLErE-d5 334 318* 37 157 4.25
SFLE 240 29.8
REAEE 337 139 4.25
4 -d6 322.2¢ 19.9
251 41
EIES 372 134 421
356* 43
238 36
[Elk=F N 374 157 4.22
358" 35

=, AEPE

3.1 BEACIEEY

FREX 5.00 g EBBEMIFATF 50 mL BOEH, M0A 400
UL EERIRAR (FLERL -d5 MRREFLERLE -d6) .
MO 11 mL ZBE, BFEFEZRRE 2.0 min, 2500 rpm /&
HEESHIZEN 5.0 min, 8000 r/min B:{x 5.0 min, &R
BEF—=50mLBLE. EERR—K, aHLER,
BZBEEARE 25 mL, EYF %K.

3.2 BEAAE

BY Copure® &R (555 : COALN31000) , fOAN
5.0 mL Zi&EEN. MN EIREERF2MR& 5.00 mL GEM
N 4.0 mL ZRE#HITHSR, aHBELENTIERR, 45°CKA
REILTF, NN 1.0 ML ZAE, 8FEE% 5.0 min, 0N 1.0
mL 5 mmol/L 2B, BFEKEE% 1.0 min, & 0.22 um
TR _EANIE,

33ERTARE
MEN= B, B ERDEHITRE,

M. SEIELER
TAERPERR. BREERER. LEAERHERR. B
MAEREMERTHNEEBF RN EIEE N TR,

LAFRIINAR (8.0 pg/kg) ReMLERE 2 SFPIAIAT (8.0 ug/kg) AEERE
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RT:000-1501

R4z N 30sEs arazs N aseEs
P W Sizee =238 5023050 oo AnSizzs imiz= 230 502395
L CES SRt maz P S Srutma2
531 000 531500
o5 238999239001 E 230999230001
S . s 0 K162
= =
o
g &
g e
e
o
H g
H L
H 2 s
© “
e E
E
257 2
2
" =
" K
erass arass
\ iz o
T T 7 T T T 7 T T T T LA T 7 T T 7 7 7 7 L L S T
Time i) i i)
3HFPMAT (8.00 ug/kg) FIRFALERE 4 FPIINAT (8.00 ug/kg) ILERLR
RT.000- 1501 . 000- 1501
w28 frazs NLazsEs
) s iz 3175035165 100 Antiozsts = 2050240508+
s teha CEsiSmme2 557000
524500 239.500.240001
Bt mat8007) o Sezisnaza o us
S G ki s K
502 o
=
o
E 25 [
o)
n e
= e
8 ”
H £ o
H 25
H £
3 g
&, p
E
E
2
2
= ke
. K
E ) L) RT 115
R 31 Vet st
T T 1 T T T T T T T T TS T T H + s © s o s

5 HFPINNAT (8.00 ug/kg) FFLERLE -d5

TFAFLERE. B
EWERMRBE BRI ER,

7 ]
Time (rie)

6 4FPIAIAR (8.00 ug/kg) HRBFZFLERLR -d6

L ERR ERE RMEEREMFEREERLERIFIR 3, BIREK90-110% Z (8], REED/NTF 5%,

RIMAPAERE. REAERE. ERK. REESEMTOKRERER

2R = | IARRE (ng/kg) TIEULE (%) (n=3) RSD(%) (n=3)
LERG 8.00 98.4 4.74
feflERE 8.00 94.5 3.06
HFEY
SRR 8.00 93.1 2.97
Skt 8.00 106 3.29
ITaER
=S iU ak
COALN31000 Copure® RISV IBEMZERE, 1g/3mL 0% /&
SDC-3000-D biocomma® ZERIEESN 1&/%
BN24 24 FLE RN la/%
SF130-22-NL st0EEes, B, B 13mm, LR 0.22um, BHFR 1001/ &
SC2-1 2mL BEBRAKE, B PTFE/ 4GRS, 9425 1001/ &=
V2-AL 2 mL Bir@trmifl, HHE4 11.6"32 mm, 9-425 1001/ &
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SERhIE Z EE4Xi51489 UPLC-MS/MS IIZE (Copure® MAX EIfEZEENE)

(GB/T 20746-2006 4. HEAFREMAINFFEA. EIERAHYAZZENNE RIBGIE - BEFILE)

EZER—MAEBRERIFBNAYIERNG, BAERS,
NEUEERENREBER, WABEBENESE, BMK
ZIERIEERRIF. EZEASHARE, EEREER
SREARY, HEEAEY) 3- REMEEM -2- RER (MQCA)
teisE, REMRMEHERZINERNIRAEY.

EAEYEN T AT MQCA FIRIE@IE - SREXRIZ D
Bk, HRARAMIEIRE, & MAX EIfEEEEL, AW
BAE, LHEBIE - BERENE, AREEE, Mt
RESIEER,

—. FEmiZE

ERIREM R EMER 5.00 g (FBHZE 0.01g) , EF 50
mLEOES, MIAN10mL0.6 % BEEAR, BYG, B
F 47°CIRHKAIRIE 1 ho FEhON 3 mL 1.0 mol/L Tris /&
&, SBA, BA0.3mL0.01 g/mL BEAEKEKR, 7S
BAE, BT 4T°CIRZHKATESMR 16-18 h, RHAEER,
BN 20 mL 0.3 mol/L 2hf&AK, #&% 5 min, 7£ 10°C
T 10000 r/min F&.L0 5 min, & EER, F%1k.

=. #m%ft (Copure® MAX EIEZERNE, 60 mg/3mL)
230 3.0 mL BEE. 3.0 mL KSEL MAX ZEUE, AR
FPRFACRMANEBFEERES, FERSEALE, B
30 mL 50 mmol/L ZE&% - BEEAR (19+1) BHEBELE
EEEEERNME, EF. ABMKKA 30 mL 0.05 mol/L
B - REEAR (19+1) . 3X3.0 mL BBER. 3.0 mL ik,
3X3.0mL 0.1 mol/L EHERARK. 2X3.0 mL BER - KBR&R
(1+4) . 2.0 mL ZBAZE# %, #F/viEo MO 3.0 mL 2%
RS 2B B AROERE MQCA EIIEAME D, F45°CTF
REMEET. A 1.0 mL0.1% B - BEZ (19+1) B,
TREEE TR, 0.22 um JEEEITIE, #REEIE - BB RIEN
ME

=, UEEH

3.1 Bit& MG

{Y88: UPLC-MS/MS (Thermo Fisher TSQ Endura)
i1+ Commasil® Coreshell AQ-C18 (2.1 mm X100 mm,
3um)

MEDAE: Al 0.1 % BERK
FE: 0.3 mL/min
WEE: 10 uL

B: HEZ
8 30°C
RS BEER, WX Lo

=1 BERRER

B /min Al% B/%

0 80 20
1.0 80 20
11 60 40
3.0 40 60
31 20 80
4.0 20 80
5.5 80 20
7.0 80 20

3.2 &Y
BFIE: HESI AL 3500V

$SES: 40arb WSEA: 2arb

BFERE: 380°C HWSBE: 350°C

R2AD BT RENERFLEBTF—REK C AEEET)

B {REEE /min | BEF FBEF
BTN -2- $AER -d4 3.83 1791 133.1% 161.0
3- FRE - DD -2- AR 421 189.1 | 145.1% 1710

M. IELR
7 33- BE - [EEM -2- RERINAROURSLI0LE

Exg RILRE /ug/kg BIKER /% | FIEIUE /%  RSD/%

3- B - RO -2 il
w45 2.0 78.9 775 3.78

79.4
RT.1%gt3 -7.01 '1\‘;425

TIC MS
90 D-BY-
E| 10PPB_003

Relative Abundance
@
S

20
10
SE— A“._.* ,,,,,, O S —

oF T B it [T T i
1 2 3 a 5 6 7
Time (min)

1 MARAKTS 2.0 ug/kg BIFEAAR 3- FRE - FEIRIN -2- KRS B FRE

RT: 0.00 - 7.01

100 NL: 1.53E4
m/z= 132.58-133.58 F: + ¢
ESI SRM ms2 179.100
[133.082-133.084,
161.011-161.013] MS ICIS
BD-BY-10PPB_003

T

o PN
100 NL: 1.67E4
7 m/z= 144.50-145.50 F: + ¢
80 ESI SRM ms2 189.100

[145.082-145.084,
170.999-171.001] MS ICIS
BD-BY-10PPB_003

2 INATKTSD 2.0 pg/kg BYFERIR 3- FREL - 0B -2- RERIRI B F B IEE

TliER
] iU af
COMAX360 Copure® MAX BEItEZEERHE, 60 mg/3 mL 50% /&
SDC-3000-D biocomma® ZERIEESIX 16/%
MF013-22-NL BREINTIERE BE 13mm, FL&E 0.22 um 1001/ =
SC2-1 2mL EBREKS, A6 PTFE/ A&ERE, 9-425 1001/ =
V2-AL 2 mL BEurEERR, HHEL 11.6*32 mm, 9-425 1001/ &
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shiiRtE & e R GeRE I = 0 Z i%

(Copure® MCX)

{SN/T 4253-2015 HOzh44E4R

—. HmiEE

FREX 2.0 g B RF 50 mL BOEAR, MNKRER 1 ug/mL
ERehE -D6 FFETFER 20 b, AN 5 mL 2% =2 E
KBR, A 10 min, 5000 r/min B0 5 min, L3RS
HEBEISmMLBLES, BAESZFMAS5 ML 2% =
K[CBKARE LRSBEEIRN—NK, SHERIREUR,
BZBERZE 10 mL %1k,

—. SPE %{t (Copure® MCX, 60 mg/3 mL)

SEM: B MCX AR 3 mLBEE, 3 mLKF3 mL 2%
R ACA R TIE K,

EREARRRE EREEVRE SR 5 mLE A, XA 5 mL 2%

2=/ UPLC-MS/MS 234R

RS RGYEBENNE RIBEIE - FiERIEE)

B
ETFR: HESI EBIEEE: 3500V
BSES: 40arb WREH: 2arb
BFERE: 380°C HERE: 420°C
R2ANEH. RENBRFTEBF—HEK CAEERTF)
B 1REZETIE] /min BEF FEF
SRR 228 152.038 93.09,135.08*
2RIEH: -D6 228 158.0 141.1*
SMZ A 310 180.1 163.075,107.154*

A, ERER
® 3 SR B RPN AR A = N Z B IR A U SRR 4E R

TEAKTE, % FEZWIN, FELWALE, T oew an WX EWE OO geme w
0. (1]
¥, B4 mL 5% SUKBEARIER, WERRRK, 45°CR
L - 10 87.63 9148 8859 892 | 22
REFo SRl 20 89.42 | 8757 9748 915 58
BRI L mL EAR (285 - BB - 7K =70:20:10) i 10 8122 | 89.05 | 87.27 | 85.1 48
SRIEAHR, 3T 022 um R RS EAN D, oE 20 9136 9397 9381 927 16
=. AR T T e
b TETEE, PR EE— 2N NIERESR Bz . : : : .
R ?Q*T’i_’zfg ﬁ”J_ neEE mzﬁﬁ%_q¥mﬁﬁ$ﬂﬁﬂj BE 10 8431 | 83.86 8773 841 | 25
ZREREEMAERMANITAR, AENIRRERR (28 -
B - /K =70:20:10) ©EBZE 1 mL, BE&IRE Y REWR
EIER R,
NV 30 i
BIERMG
{88: UPLC-MS/MS (Thermo Fisher TQS Endura) :
@igiE: CS215018P (PFP, 2.1 mmX50 mm, 1.8 um)
SmEhE: A: 7k (0.1% HER)
B: HEE (0.1% FE) § L A g
5%%75?& *%FE%’EEH, mi.% 1 1 5ug/L ENIkeheAT A SRM BILE
® 1 BEARER . i
BY{8 /min A% B/% : S
0 95 5 .
10 70 30
3.0 10 90
4.0 10 90 .
4.1 95
5.0 95
S 0.4 mL/min B 35°C S 5uL TR T TR
2 5 g/l SNIZREATES SRM B3
iTHER
5SS i a
COMCX360 Copure® MCX EI#EZEENE, 60 mg/3 mL 50% /&
SDC-3000-D biocomma® Z & REEESY 1&/%
SF130-22-NL B /O13mm/0.22 um)/ BHlF 1004/ &
MF047-22-MCE MCE/®47 mm/0.45 um/ 7K % WK/ &
MF047-22-NL NL 3B, B2 47 mm, 7L 022 um, BNER 00K /&
SC2-1 2mL BEEEES, 9-425 1004/ &
V2-AL 2ml BEREERH, HH5L 11.6°32 mm, 9-425 1004/ &
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REPEEENNEEEFZNAE (Copure® HLB)

BJS 202103 #EHEBRMMIAEBRINE RERE - REXRILX

ESENMNIAESEETRERETLNER, WE=KMRA
MEEFMEEN, 7] AT Z e, ErgiTid,
EBRNNEEBREBEROAT EENEER, EfH
TFEENERNARE, BEME~mP I RNAE,
A LIS E E AR BJS 202103, I R mi M IEFET RS,
BIT—TMREANE, BKXS, BEE0REBES
EERNMNEAESRAZENER SPE-UPLC-MS/MS 75
%o

—. PFmiEE

ERRTREYS gl F 50 mLEOES, 1IN 10 mL IREUR (&
2% ZRZBIBBREEFER) , RIERS 1 min, B
A1RE 10 min, BN 10 mLIZEAEHERE 25 mL,
SRIEEA 1 min [FEBERENS5 min, 7£ 10000 r/min Bl
5min, %t

—. &% (Copure®HLB,60 mg/3mL)

E RORE3ImLEE, 3mLKkiE Copure® HLB &
MEEEEVIME;

E#: BS mL 8 RECE M EREZEERUNME,;
W A 2mL AGHEBMREEUNMERIR, T/,

FR: B 1 mL B - 288 - 7k (2:10:88, viviv) A&,
WEERRR, B2 % RUZE 1 mLESE 2 mL, &,
TR, EAER.

=. 1rehEcH!

EERBEA#ER, KXMNEERETEREAR, &
B RIBRAR LS BHTIRE, BRRLVNRESD
% 5 2.5 ng/mL. 5 ng/mL. 10 ng/mL. 20 ng/mL. 50
ng/mL. 100 ng/mL BIFR/ERZ,

M. {X88%¥ (Thermo Fisher TSQ Endura)

TRAEERS

@iEHE: Hilic (2.1 mm X100 mm,2.7 um)

EhiE: Ar 5 mmol/L ZBEER (& 0.3 % BER)
B: 2B (& 0.3 % BR)

SR 0.3 mL/min

& 35°C

HEE: 10 uL

FBRIRR . BEERRR 1

® 1 BERANRER
Edial /min A% B/%

0.0 10 90
0.5 10 9
2.5 9 10
4.0 90 10
41 10 9
5.0 10 9

BRig &

BFIR: HESI

FEERERBE: 3500V

BSIES: 40arb HSESA: 10arb

B EmWE: 350°C

WSBE: 375°C

R2EADBTF. RENERFFIBT—RE CAEEET)

B BEF FBEF
BHER 582.2 246.2, 263.2*
WEEER 584.2 246.0, 263.0*
B, ERER
5.1 Wit #dE
R 3 INAREIRERER
5.00 pg/kg 10.0 pg/kg 20.0 pg/kg
way 9 9 0
P % '::53/)0 glii '::53/)0 g lii '::53/)0
HER 81.6 6.12 86.1 525 93.8 4.41
WEEER 83.5 5.94 90.8 511 101 3.89

P,
E——ib:
H <

i :

3 g

[

,,,,,,,,,,,,

1 BEIMAAERBBFRE (200 ug/kg)

ITHER
5SS Eiz:pud {2E
COHLB360 Copure® HLB E#8ZEEX#E, 60 mg/3mL 50% /&
SDC-3000-D biocomma® & /RIEREAN 18/%
SF130-22-NL ERsidiEsR, B2 13mm, AR 0.22um, GIE 1004/ &
BN24 BrEATARMIN 18/%
SC2-1 2mLEBREKS, A6 PTFE/ AGBERE, 9425 1000/ &
V2-AL 2 mL 2gurEERR, HHEA 11.6*32 mm, 9-425 10010/ &
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Ba 4- REEMAEEZEIE (Copure® MCX)

(288 GB 5009.282-2020 BRLLERFE BMmE 1- FEBM, 2- FEBRME 4- BEDKILAIE )

4- RERM (4-M) B—HEBENRHNSRY, FFA
EFERERNEIFYHIERMT. ~HESRE GB
5009.282-2020, XA Copure®MCX #, UBERT &
BENERMNMR, BT AEERT 4- REKMREERE -
BEBURNEE, . P S KEHNMTHMERFHR
#R

—. HMmiRE

ERIBISONESR 2.0 g (BEHE0.001g) F50mLE
DEF, AN 2 % BERAARE 20 mL, B4, 10000 r/
min B0 5 min, LERFSRN.

H&E (Copure®MCX, 200mg/6mL)

SE: RORA 5 mL BEE, 5mL ACGELEEERUIME,
£ BERMOHES 10 mL g, FisSRH AR,
WESSEANERR . 2 BUIIN 2 mL 2 % FRERJK. 5 mL K. 5mL
FEMEEMRZER/ME, FEREHRE; MA8mL5 %
UK PR EMEZERME, WK,

ERAM: 45 CTRAMEIET, MAZEE -5 mmol/L ZE&
£ (9+1) A& 1 mLEA, ®bE 30s, i3 0.22um BHLRIEAR,
LEHMIo

IRERE R RIEE

EGEERRK, B -5 mmol/L 2B (9+1) BARHR
BRE 9507 10 ug/L. 20 pg/L. 50 pg/L. 100 pg/L.
200 pg/L. 400 pg/L BIARE EHIE R,

= UEEH

BIgE MY

{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@i%fE: GOWON HILIC (2.1 mm X100 mm, 2.7 um)
FEhAE: A: 5mmol/L ZE%R B: 2B

AT BEMER, K1

SR 0.6 mL/min

B 35°C

HEE: 5uL

®R1BERNER
Bdial /min A/% B/%

0.00 5 95
3.00 5 95
3.50 40 60
4.50 40 60
5.00 5 95
6.00 5 95

BRI

EBIHEEE: 3500V
B|SEAN: 35arb WSESA: Sarb
BETFERE: 380°C HSIRE: 350°C
R2BADBTF. RENERFUEBF—RR CAEEBF)
- {REZEiE) /min BET FEF

‘ 4- EAEDKM 2.24 83.1 42.1, 56.2*

=, FERER
& 3 4- REKMINAREIURSLIRES
10.0 pug/kg 50.0 pg/kg 100.0 pg/kg

-3 ElUE RSD (%) EUKE RSD (%) EURE RSD (%)
(%) n=3 (%) n=3 (%) n=3

BERT 91.6 6.95 102 4.02 93.4 421
BE 104 4.41 92.2 4.23 88.9 2.25

BEFE: HESI

224

Relative Abundance
I
3

292 331 371 407 455 496 5.63

1 BERTHRARIMAKFR 100.0 pg/kg BY 4- REBKMAYE F R E

220

Relative Abundance
a
g
i

105_ 147 179 456

00 o's 10 1’5 20 2's 3o 35 40 45 50 5's 50

2 BRI 100.0 ug/kg B 4- FREBRAAYE 7R E

ITlER
®HS 30 ak
COMCX6200 Copure®MCX6200 #fbiE, 200mg/6mL 0% /&
SDC-3000-D biocomma® £ & RIEESN 18 /%
BN24 biocomma® & geKARIY 16/%
SF130-22-PTFE PTFE $#t=0idiEas, EHR 13 mm, FLIR 0.22 um, BHER 1001/ &=
SC2-1 2mL EBRREKE, BE PTFE/ AGBRERE, 9-425 1001/ &
V2-AL 2 mL BGUREERIE, HHEL 11.6°32 mm, 9-425 1001/ &
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B B R FI B EMTRE =R UPLC-MS/MS 91 (Copure® PBA)

{SN/T 4519-2016 th Ozh¥nRME R M P F B HMiXEEHNE REERE - FHERIEE)

—. FmITEY

FREX 5.0 g B @ F 50 mL BOER, MANKRER 1 ug/mL

B ERARFIEFHM -13C5 8% 10 uL, AN 12 mL 20 g/

L=SZBKARM2.5mLZHE, RIEES30s, BFE

10 min, F 8000 r/min By 5 min, LEREBEBE

50 mL BOES, BaFERFIMAN 10 mL 20 g/L =RZE

KBREERN—R, EHRRRIR, A=82Z8BKA

BERE 25 mL, BARBES mL, B&R/KET pH E 8.5
(£0.1) A (ALK KAPFMEREAMERINIRER,

B EEESRRS ) .

—. SPE %t (Copure® PBA, 100 mg/3 mL)

&1L M PBA FEHRRXRINAN 3 mL Z8E, 3 mL 0.25 mol/L

ZERIRE P (pH=8.5) #H{TE K,

EEERERR: B ERFFAMREE, FHIRERREE 158 /

#, ZAEH 3 mL 0.25 mol/L ZERZEHR (pH=8.5) itk

FhE, FESWRLE, #HF/ME, B2 mL 0.1 mol/L

BB RERL, T /ME, IWESIBERR.

EHL B R ARD 0.22 um PES K RIERE, (f EH 94,

=. tREfECH!

RARNMMEESZ, 23HEEE2EENFEFEMInERR

MEMUIERIRF B -13C5 TEK, B 0.1 mol/L BE

AR HIARIE SR ERATE TIEA R,

M, {EEEH

BIERMY

{Y28: UPLC-MS/MS (Thermo Fisher TQS Endura)
@it CS211003H (HILIC, 2.1 mmX100 mm, 3 pm)
REIFE: A: 5 mmol/L ZEREAR (& 0.1% BER)

FRE: 0.4 mL/min 38 30°C MEE: 2uL
Bt & M
EFIE: HESI EEEEEE: 3500V

$SES: 40arb
BFEEE: 300°C

HSEHN: larb
HWSEE: 400°C

R2ADBH. RBNERFIEBF—REE C NEEBF)
et {REBYE /min BEF FEF
Ik 191 245012 96.086, 13.083*
FIE 4 -13C5 1.90 250.05 | 96.083, 113.071*

A, ERER
& 3 AWMAKFER 2.0 ug/kg shiRM & mP A BFEMRINIR
B sRInsE R

Bist) ER
|
|

EE (%) TEHL  RSD
1 2 3 4 E (%) (%)
pETE| 106.3 103.2 | 107.2 | 107.6 106.1 2.0
8% | 80.6  88.6 | 98.0 @ 84.9 88.0 7.4

FBHH

B Fun BB B B8 §

3

Abuncanc

PN
mmmmmmm

1 1pg/L FIBFHMATER SRM BiEE

B: Zf%
GBS BERR, Wk 1 -
= 1 BERBIZS -
BjeD /min A% B/% i
0 5 95 i
2.0 5 95 i
3.0 20 80 I
35 30 70 h
45 5 95 3
>0 > % 2 1pg/L FIBHEH -13C5 FIFFAR SRM &iE
iTHER
5s 3% 2k
COPBA3100 Copure® PBA EfEZEEAE, 100 mg/3 mL 50% /&
SF130-22-PES PES $z038%, B2 13mm, FUZE022um, K& 1004~/ &
MF047-22-MCE MCE/®47 mm/0.45 um/ k& 005 /&
MF047-22-NL NL JERE, B 47 mm, FL&0.22 um, BHER 2004 /&
SC2-1 2mlL BEEEES, 9-425 1004/ &
V2-AL 2 ml BEUREERH, HHEL 11.6°32 mm, 9-425 1004~/ &
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BEPFBEMIZEE UPLC-MS/MS &l (Copure® FIBEHE

RRLE)

—. tFmiEE

MECEAIONERES 2 g FBEHWE 0.01g) T 50 mL
BOERF, A 100 pg/L FIEFHM 13C5 AR 50 pL
ERRIT. MIN 1 mL EBFK, SRIEES 1 min, BIMA
9mL ZHE, JRHEES 5 min, 5000 r/min B0 10 min,
AR RN

BEL 5 mL EERE Copure® FIBFSMERELER, R
FEEAI 5 min, 8000 r/min BE:0x 10 min, X EEREWT,
B 1mL ¥ RchBER, i 0.22 um B, EVINER.

—. tREnECH!

IR ERRIREA B EMAFE M 13C5 mipinE
m 0.010 g F 100 mL BEH, TR LEREFESAR, B
RREEREZE, BY, EHMRLKREN 100 ug/mL &Y
MR SRR, FEFM 13C5 i mRBIABL A 100 pg/
mL AR EE &Ko

fRERER: 25ERBIMREMRSEES 1 mLF 100 mL
AEM, AREETEEZE, BS, ERLREFEFHEM
A1 pg/mL WIRETEAR, FIEFH 13C5 AIFTIER
A1 ug/mLe

ELER: BRHR, fETERLEVURERN 0.5 10 2.
5. 10. 20 pg/L, HRFIEFM 13C5 WIRKENA 5 ug/Lo

=. INEBEH
BN
1Y88: UPLC-MS/MS (Thermo Scientific TSQ Endura)

BFigl /min A/% B/%

0 5 95
2.5 5 95
3.0 20 80
3.5 30 70
4.5 5 95
5.0 5 95

gty

BEFIR: HESI

#|RIEA: 40 Arb
BEFEEE: 300°C

R2ADBMERENEALFESF—X

FEIZEBE: 3500V
WRES: 1Arb
ZRE: 350°C

Ity

(FAEEETF)

&R BET FET 1RE2837a)
FIBH 245 96,113 2.00
FIE I 13C5 250 96,113 2.00

KIVEFRPME. B

= =K FINAREIL SIS R

Bt ntnakF EIUEE | (%) FiyEuk | RSD
(ng/kg) (n=3) £ (%) (%)
‘ 1 97.9 93.7 94.2 95.3 241
‘ FIBHH 5 916 | 924 93.5 92.5 1.03
‘ 10 96.2 | 97.0 97.5 96.9 0.677
RT:2.04 NL: 6.56E3
100 MA: 48723 TICF: + c ESI SRM
ms2 245.012
90- [96.082-96.084,
113.082-113.084]

Relative Abundance
a @ =
S 8 o

N oW oA
S & o

MS SampleB3+100b

A, . 5
fitE: GL Science HILIC (100*2.1mm, 3 um) 0o V% 085 A 438
RENHE: A: 0.1% FRER/KARK 100 0 e ST
. + 90 [96.082-96.084,
B: 25 8 MS Samplegar 1006
SRE: 0.3 mL/min o
2 =. 50-
HIFEE: 2L ®
#8: 30°C 30
20
3 . 5 m .
R AT BEER, MK 1 wz 015 060 osr 2% 246 330 355 427 445 4g0
= 1 BERRIERE VAARARES A a s s A R A AR
Time (min)
LIRER 10 ug/L AORSE (PARREE 5 pug/L)
iTaiES
Lt R o
COQO015350H Copure® FIBFEMEREHE 50% /&
SDC-3000-D biocomma® Z & RIEESNX 15/%
SF130-22-NL BRiRiLiEss, HR 13mm, FLE0.22um, BNER 1001/ &
SC2-1 2mL EBRAKE, B PTFE/ ABREKE, 9-425 0040 /=
V2-AL 2 mLIBSUREHE R, FHEL 11.6*32 mm, 9-425 10014/ &
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HAPH ZBMEEEEEZENAE (Copure® M)

75 EERA TR RPN ZBRRBEENE

—. HRiE

EMIREGYREHIEA 2.0 g, IOAN 10 mL ZERZE, EF.
JABE 2 min, 4000 r/min B0 5 min BXZRRZEER; Mm%
ARBIMANZERZEE 10 mL EERIN—K; 6aHZRZE
REUR, F50°CAMEET, 6 mLAGRAE, SmLX2 KRR
Bg, FEECK, KEEH.

—. SPE #:31k (Copure® WZHSEE T HE)

E WZBEEMETBAEERRA S mLBE. 5 mLXK
Eto

EEFER: BiRINERRIE, FERLR, MA5mL
5% FREARRMIE, FEMER, HF/NE; MA 8 mL
iR, WEERA (L. ARIERERE 1 mL/

=, NBEH
1%#& . Waters Alliance 2695
iR XB-C18 (4.6 mm X250 mm, 5 pm)
MES: Waters 2487 KIMETIES
Mg 250 nm
EEHEE: AL 28

B: 0.05 mol/L BEAS — /AR
AR FERR, Al B=5: 95
FE: 1.0 mL/min
HIEATR: 20 uL

M. RIELER
& 1 1.0 mg/kg FERIE B Z B S BB BA MNEIEE R

min) o U= (%)
).,., - . . ‘ B FEHEKRE (%)  RSD(%)
ERMR ABRE 4ACCTARERT, 1 mL FEES, | 1 2 3
0.22 um JEREE IR, B LR, | NZEEEB | 810 | 805 837 817 21
0.0124
: = =
0o10] 13X 2 B B )
0.0084 1
- 0.006
<
0.0044
0.0024
0.0004
5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00
il
1 AI0KFER 1.0 mg/kg 33 2 Bra BB M H &8 B E
TSR
=E b3 i
COAPAP360 Copure® W Z BAREME B, 60 mg/3 mL 50% /&
SF130-22-NL B /®13 mm/0.22 um/ BN FH 100470 /&
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200K /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BH & 200K /&
V2-AL 2mLiREEBL ORE, FP5L 10010/ &
SC2-1 2mL BEGRAKE, O, 9-425 100470 /&
SPEMF12G 12 (IEHEERAEEE, WA 1N/ =
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R PR ERMEE G EENAUE (Copure® MCX)

GB 31658.23-2022 (RmREERINE st R APHERMEAYIZEEHNE RIBEIE - BIEKERIEE)

—. HoaikE

1.1 #MmIRE

1) MER2g AR TFS0mMLERBLOE S, MA
0.100pg/mL B & AR T/ER& 100uL, ®jE 30s 'BS, &
& 10min. MIANZBEZES 15mL, &% 10min, 9500r/min
B 5min, REERFRFHZ—150mL BLER;

2) A15SmL ZBZEEERN1INR, aHRERE, F
40°CAB/RSIM T,

—. #5741 (Copure® MCX, 60mg/3mL)

1) ZEYE MmN 0.1mol/L 88 & 5mL, SRHE 1min
AR, MIES K 5mL, #RIE Imin, 9500r/min & it
5min, FIECKE, TEBMEDLESMLEERRE—RX,
FIECKEE, TBRKBEER.

2) A 3mL BEE. 3mL 0.1mol/L 2hER AR KR E L MCX
REHABEFRIERAEMREERNG, NEPERRIHE,
&% 3mL 0.1mol/L #HEER. 3mL BEME, T,
il 5mL 5% |CFRE R, T, WERRE;

3) BUERERET 40°CTEMEILET, 10 0.1% BERK
BRERE 0.5mL, jRKE 30s FAfRKRE, i 0.22 um 7L
TR, EMNE.

=, iEREMRE

BEEIRAELFR. BARMIIEREE, A 0.1%
B /KARBRBRMKEZ 0.500ug/L. 1.00ug/L. 2.00
pg/L. 5.00 pg/L. 10.0 ug/L. 25.0 ug/L MRFIFRETE
&, MARA 20.0pg/L, & 0.22um HILEE, EMNE,

M., {YEREHE

B E: REBE - BREMEFRIEMN (Triple Quad
5500)

@3 ACQUITY UPLC BEH C18 1.7mm 2.1 "50mm Column
TENAE: A: 0.1% BERK B: 2B

o) B ED 4 18 95%A, 95%A (0 min~1.00
min) , 10%A (1.00 min~3.00min) , 10%A (3.00
min~4.20min) , 95%A (4.20 min~4.50min) ,
95%A (4.50min~5.00min)

SR 0.300 mL/min

iR 40°C

AT 4.0mL

Rt
RUAR: SREBTFEN (MRM) ;
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®1BFRIZHIEGE

BESN ESI+
Curtain Gas(CUR) 45.0Psi
Collision Gas(CAD) 8Psi
lonSpray Voltage(IS) 5000.0V
Temperature(TEM) 500.0°C
lon Source Gas 1(GS1) 55Psi
lon Source Gas 1(GS2) 55Psi

R2FNAMERBE Y. EEBFN. RERE. &k
BEMMEEESEE

BEF FEF {REE}E DP CE
V.

amEn (mjz) | (m)  (min) V) (V)
128.2* 20

FRB P 172.1 2.51 30
82.1 34
ERFEM D3 175.0 131.0 2.49 30 20
123.2* 19

FERREMW 188.2 2.38 60
126.2 34
FREFREW -D2 190.0 125.2 2.37 60 13
96.0* 24

HhSE Rl PR 142.0 2.64 30
81.2 40
HSEREM -D3 145.0 99.0 2.62 60 15
140.3* 16

T 158.0 253 60
55.2 25
FREMhEREME -D3 161.0 143.0 2.52 60 22

A CAEERBEF

A, TRER
£ 3 2.50mg/kg AR R BRI AR EIK R b5

E % o i
AR . E"Mz( ) , ;”’(E,;'“ RSD (%)
FRAE M 98.4 94.8 100 97.7 2.73
FEPHEM 102 96.4 934 97.3 4.49
oSN 97.2 93.4 100 96.9 3.42
HEMSEREMW 112 98.6 103 105 6.53
- |
- |

1 MERMEAY 2B FRE



FEERHW
188.200/123.200 Da
3e4
g‘f 2e4
%‘
g Ted
0e0
1 2 3

Time, min

FREMEEW (E%)
158.000/55.200 Da

puE S
142.000/96.000 Da

B (EM)
142.000/81.200 Da

4 4 20000
o o
= 5ed =
7] 7]
K 8 10000
£ £
0e0 0
1 2 3 4 1 2 3
Time, min Time, min

FR B
172.100/128.200 Da

2 FHERM LAY BRI EDREER

FEE MM
158.000/140.300 Da

B (EM)
172.100/82.100 Da

Intensity, cps

5e4
ded
3e4
2e4
1ed
0e0

FREGBIEE (20.0mg/L)

1 2 3
Time, min

RERHER (EMH)
188.200/126.200 Da

15000 de4 3ed
& a 1.0e5 a 2
s 10000 : 4 z: 4 2e4
0 0.0e0 0e0 0e0
1 2 3 1 2 3 4 1 2 3 1 2 3 4
Time, min Time, min Time, min Time, min
HISEFHM -D3 FEMEMM -D3 FEREMK-D2 FABHM -D3
145.000/99.000 Da 161.000/143.000 Da 190.000/125.200 Da 175.000/131.000 Da
6ed5
1.0e5 5e5
é" 485 é" 2e5 g § 4e5
g 2e5 8 1e5 b ) g 25
£ = £ £ 1e5
0e0 0e0 0.0e0 0e0
1 2 3 4 1 2 3 4 1 2 3 1 2 3 4
Time, min Time, min Time, min Time, min
3 MERMEAYINEARFIEBE FRESIER (2.00mg/L)
iTaER
&S i b ax
COMCX360 Copure® MCX E#8ZEEXE, 60mg/3mL 50%/&
SDC-3000-D biocomma® ZERIEESN 18/%
SF130-22-NL BREigigeg, HE 13mm, FLE0.22um, BIR 1001 /=
SC2-1 2mL BEEREAKE, B PTFE/ GRS, 9-425 1004/ =
V2-AL 2 mL BLUR BRI, HHER 11.6*32mm, 9-425 1004 /=
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Sk

Copure® HLB Lim Z87% 2% R#LHE - $133 2022 S E AN
187%57% GB 31658.17 H 36 MERRMERRER ERIAGE

Copure® HLB Lim #, 2R B4k FIZEEmM I —=&
WMEEMRERS, 51%4% SPEF48tL, SHREMREEX
AR RTIER. BiE. BREZWHTHRY, BLER
WA, FARERAMEETFIERE, aXEK. T
T, FRERNEEEIEF, TERENEKAF, F
MR TS E I EES Ko

A5 A Copure® HLB Lim &k, RABEIE - REXFIL
oM, BIITNmYIES (B B RKkFe= (BF) F
TR ER2E. WERREANIEH AR 36 MAYZBENNE S
&, BEE. P SZKFEMRERIRIIE, 36 FERYH
ClU R BB R EE K,

—. HmiEE

ERIE AR 1 g TTAELES, MASmL
0.2 % BERZBE : /K =80:20 (V:V) AR, RICESGEBA
$2EX 20 min, 8000 r/min B:5 5 min, 4%k,

—. #¥&%1% (Copure®HLBLim, 200mg/3mL)

HY 2.5 mL £3R E5ERZE Copure® HLB Lim 1%, WE2%
TR, FHERARVOETEA 0.1 % BEK: BEE =914
BREBE 1 mL, TIEE LN,

=. ERinghEa RS

HEXBETEER, BRERGIBIBAEHITIRME, KED
HRER, MABENMRESHE—RARER, Bl
B EVURES S 2 ug/Ly 10 pg/L. 50 pg/L. 100 pg/L.
200 pg/L. 500 pg/L AIAT R LE.

M, (YERFH

BILEMY

{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
B Commasil® 25 % A (2.1 mm X100 mm, 3 um)
mohiE: AT K (0.1 % FRER)

B: &0.1% REMEE - ZBEAK (FEE: 2k =2:8)
AT MEMER, WK1

IR 0.3 mL/min

MR 35°C

M2 10 uL

xR 1 BEXRER

BiaE] /min A/% B/%

0 98 2
3.0 90 10
8.0 65 35
10.0 20 80
11.0 5 95
12.0 98 2
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g1

BFIR: HESI

EEEZEEE: 3500V

BSES: 40arb

HWSRES: 2arb

BEFERE: 380°C

WSBE: 350°C

R2HAD BT RENERFUEBF—RER CAEEEF)

Fs B {REBESiE /min | BEF FBEF
1 ZERHERR 3.18 215.0 | 108.0. 155.9*
2 TEARZILIE 4.67 250.1 | 155.8*, 183.9
3 g 3.79 2511 92.1. 155.9*
4 AR R T 7.67 254.0 | 108.1. 155.9*
5 TR IEM 4.62 256.0 155.9%, 92.1
6 FERE 8.59 262.0 | 201.9. 244.1*
T TEIERL 10.07 262.0 | 215.9. 244.1
8 TR R B DENE 5.03 265.1 | 155.8*, 171.8
9 TERe — PR 8.12 268.0 | 113.0. 155.8*
10 TERZFRIE W 6.26 271.0 92.1. 155.9*
11 ES AT S 8.59 277.0 | 107.9. 155.9*
12 TR — R IERE 3.22 279.1 | 124.0%, 185.8
13 TEfE — FRDENE 591 279.1 | 155.8, 185.8*
14 Gt 6.21 281.0 | 155.8*. 126.0
15 TR B S R E 6.36 281.0 | 155.9*. 214.9
16 T8 A% 8] R A MENE 7.10 281.0 | 155.9*, 214.9
17 TERR SRR 7.19 285.0 92.1. 155.9*
18 TR 4R — FREIRIE 7.61 311.1 | 155.8% 244.9
19 T&RzIE) — RS MEIE 9.05 311.1 | 155.8%. 244.8
20 TERRRA O 9.10 315.0 | 157.9*, 159.9
21 ERDE 5.34 320.1 | 233.0. 276.0*
22 gD E 5.15 3211 | 234.0. 303.0
23 HWEDE 5.49 332.0 | 230.9. 288.0"
24 BRDE 5.40 334.2 | 290.1%, 316.1
25 BEDE 5.67 352.0 | 265.0%. 308.0
26 rEDE 5.76 3582 | 314.1. 340.0*
27 BEDHE 5.85 360.2 | 245.0. 316.0"
28 amveE 531 362.1 | 261.1. 318.1*
29 =yl 4.96 363.1 | 320.0%. 342.0
30 b2 6.28 386.2 | 299.1. 342.1*
31 —gNE 6.30 400.2 | 299.0. 356.1*
32 BB AR 8.11 404.0 148.9. 255.8
33 BHER 7.45 445.2 | 321.0. 428.0*
34 s Z S 5.55 4452 | 410.0*. 427.0
35 TEXR 5.33 461.2 | 426.0". 443.0
36 EEBR 6.92 479.1 | 444.0*. 462.0




B, REER

& 3 36 BRI YL SLIL R

RN HFRY JERF

10.0 ug/kg 50.0 pg/kg 100.0 pg/kg 10.0 ug/kg 50.0 pg/kg 100.0 ug/kg  10.0 pg/kg 50.0 pg/kg 100.0 pg/kg

Bt RSD RSD RSD RSD RSD RSD RSD RSD
Fabdieapv B (o) = o0 B o) = on B RSD ORI EE  (30) = o

(%) n=3 (%) n=3 n=3 | (%) n=3 n=3 (%) n=3 n=3 (%) n=3

ZHERR 102 2.62 | 80.6 | 3.46 845 | 119 873 202 849 567 | 838 415 101 382 | 102 | 435 | 106 4.92
TR E 822 448 748 776 | 792 442 90.6 406 898 326 897 402 842 535 | 813 | 629 | 834 437
BRRRIETE 869 4.83 784 | 689 80.8 | 508 87.1 3.87 | 869 | 528 | 80.7 431 103 683 104 | 689 | 101 556
BEFRBM 893 325 | 79.8 | 257 836 | 2.03 | 101 225  89.7 & 334 894 211 975 486 | 864 388 836 3.23
BRI 80.5 346 787 | 259 846 433 879 459 923 582 855 | 398 818 | 329 | 832 165 926 345
R 848 769 823 | 103 767 679 89.1 775 894 669 841 | 671 887 | 667 | 921 589 945 6.72
PRIEER 704 115 748 121 | 786 794 892 698 877 752 882 597 857 5.62 850 358 | 79.8 3.16
BERZEREIEE | g96 | 112 | 803 153 | 80.7 1.8l 864 325 930 226 851 190 941 | 403 | 798 | 202 836 287
BE_FRE® )0 667 828 338 805 38 105 265 930 351 931 131 817 3% 790 49 839 3.3
BRRZFRMETME | 853|332 | 79.7 441 | 804 465 825 601 @ 857 292 907 227 | 103 | 506 | 848 | 284 918 239
AR 939 7.85 79.8 886 822 569 852 886 835 691 789 | 496 849 | 889 | 885 898 105 6.96
R _RSMEE | 986 3.66 | 838 425 789 332 837 545 | 80.9 & 546 785 484 106 636 | 836 437 | 84.1| 349
BRZ”FIENE | 797 | 2.86 | 815 227 748 | 228 935 433 | 916 | 233 | 825 501 805 291 827 | 195 | 79.6 3.94
BREZRAMEE | 765 | 6.03 | 786 559 | 83.3 339 943 453 904 464 857 564 858 | 453 | 836 | 266 889 3.07
BRI FRAMDE 789 | 582 | 795 566 834 401 962 492 912 | 554 | 886 469 823 6.55 | 827 335 | 101 567
HERZIBRAMIE | 956 551 | 764 352 784 338 | 860 3.66 | 90.3 | 377 | 838 529 968 = 362 104 | 751 936 6.64
BERLSBAR 708 635 | 669 | 7.58 742 | 456 | 945 457 | 859 | 359 | 101 | 436 922 | 452 876 | 413 101 5091
PRSP FRAMIE | 779 | 489  80.1 392 | 846 482 865 560 934 335 862 235 813 | 438 | 864 272 943 481
FERZIBI " FREMEIE| 684 676 792 | 405 758 453 973 556 | 822 @ 484 7192 | 296 102 253 | 984 | 317 | 90.1 3.89
BERZEMM 668 822 | 69.8 | 697 715 | 475 | 771 771 | 767 | 6.82 | 764 615 101 725 g74 | 592 | 815 575
ERDE 744 485 809 | 452 785 283 911 192 896 0097 867 | 134 687 | 589 | 663 636 682 4.78
REDE 786 339 796 459 823 229 848 255 880 115 929 | 0.88 668 | 69 | 732 389 707 4.42
HRDE 754 562 8L7 | 395 813 407 941 316 907  3.02 917 | 206 69.7 | 692 | 774 714 745 437
BRNE 796 623 840 416 794 386 833 653 904 | 583 850 378 788 383 | 836 415 827 6.19
BRVE 765 554 816 | 581 | 789 316 916 452 932 224 891 | 258 783 | 54 | 755 654 732 532
rmHE 81.8 596 822 | 557 | 789 487 877 569 905 557 8.5 | 443 831 | 515 | 804 494 788 3.6
REVE 775 583 788 436 803 3.82 860 335 943 267 868 | 217 895 | 667 | 926 772 884 685
amE 833 425 765 228 786 298 9L1| 429 934 | 101 880 116 784 681 | 882 | 527 | 866 | 433
SRNE 783 453 754 | 385  80.9 373 903 414 917 504 868 | 230 968 | 69 | 912 734 104 672
v E 676 7.59 | 784 | 582 776 | 569 | 79.4 7.85 928 585 844 | 448 843 557 | 755 406 | 69.7 5.75
ZEDE 765 | 6.08 799 564 | 824 456 832 517 933 | 606 842 545 | 101 7.14 | 856 331 | 79.9 296
A PR - - 1887 496 836 338 778 108 696 7.58 722 654 791 | 119 | 898 | 859 852 458
BNBR 663 6.76 | 72.8 | 7.75 79.5 | 585 | 722 998 @ 881 636 863 | 566 802 = 687 | 825 387 | 757 436
7 ES 783 857 739 | 726 758 696 73.6 101 936 697 980 | 7.72 924 | 180 | 800 656 788 5.89
1B% 65.4 9.9 63.8 802 | 726 7.64 636 88 766 594 769 | 619 918 6.94 | 705 719 | 653 7.32
EBHR 67.5 9.06 722 687 | 739 | 7.05 848 578 955 485 97.8 | 451 879 7.68 | 796 365 | 68.7 558
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T2 0.00-12.00 o
100 NL:
4.73E5
90 TIC MS 21
80
- 70
;é 60
5 SUJ
é 40
= 30
20
10
n,‘n”““AH'“H‘,‘”H“'”“H‘!HH“H”HH‘ 50 55 6.0 65 70 75 8.0 85 90 95 10.0 05 1.0 15 120
Time (min
) 1 IR 10 g kg BIRRPORE Rk 36 B B T
RT: 0.00 - 12.00 9
100 NL:
6.35E5
90- TIC MS X-1
80-
° 70
5 60
5 5[]:‘
é 40-
= 30-
20
10
W ‘0.‘5‘ H ‘1.‘0‘ H ‘1!5‘ H ‘2.‘0' o ‘2.‘5‘ i ‘3.‘0‘ H I3.‘5‘ YR ‘4! o 5.0 55 6.0 6.5 7.0 75 8.0 8.5 9.0 9.5 10.0 10.5 11.0 1.5 12.0
Time (min)
2 AINAKTF R 10 ug/kg BIETFRIRE SRR 36 2B FRE
RT:0.00-12.00 @
NL:
5.85E5
90 TiC MS
G
80-
° 70-
é 60-
5 50—
o A
;E 403
= 30
20
10
‘HH“‘II1‘0H"!HH,‘I‘H‘HH‘HH‘ 4.0 45 50 55 6.0 65 7.0 75 8.0 85 9.0 95 10.0 10.5 11.0 15 120
Time (min)
3FRAIKTER) 10 ug/kg BTRERTRL Rk 36 FHBL M T A
ITEES
%Bs iR (2E=
COHLB Lim-3200 Copure®HLB Lim E#EZEER#F, 200mg/3mL 50% /&
SDC-3000-D biocomma® Z&RIEESN 18/%
BN24 BRekARMY 18/%
SF250-22-NL BRSRITIER, B2 25mm, LE 022 um, BHER 1004 /&
SC2-1 L BEREES, B PTFE/ AGERKE, 9-425 1004/ &
V2-AL 2 mL BSUR eI, HHER 11.6°32 mm, 9-425 100N/ =

114 | www.biocomma.cn



P, FERTOERIL. EMKRMPFEREAE (Copure® HLB Lim)

Copure® HLB Lim 1%, 23X 47k 0% M 57 ZEEm R8I — =
FEEARERAE, 5154 SPE iHABLL, BEEEMREEN
AR, Bis. EXEZRHTRY, BRLOER
W, EERAMENT RERE, 45E K. T
T8, #RARNEEEIN, HEKRENENAF,
AR TR E NN EE S W

AR Copure® HLB Lim, XTHBZERHA. (ZtbKiAF]
e S = R 25T T I0ARIRIE, B E=KFET, BA
FIE AT MBI EIURER7E 85%~110%, RSD < 10%, i# 2 H
ELIER,

—. HREN

HERMEM SN ER2g TTABL0EH, MA L0
mL 0.2% FRE ZB5 : 7k =80:20 (V:V) AR, RIECESE
HBAEREY 15 min, 8000 r/min B0 5 min, %1k,

—. #&m4% (Copure®HLBLim, 200mg/3mL)

BY 1.5 mL B3R EER S, WERMK, REFR1ImLA
VOETER 0.1% HERKERE 1 mL, SERIEE, £V
=. ERFEM&E ST RNEIF

HEERBTHARER, RERFRIEBEAEHITIRE, K

M, MK
BigEMG
{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
&g Commasil® 3T A (2.1 mm X100 mm, 3 pm)
mEntE: Al K (0.1 % FRER)

B: BfE: ZfE=2:8 (0.1% FEK)
G AT BEER, E 1 S 0.3 mL/min

& 35°C WS 10 uL
xR 1 BEXRER
B3i& /min A/% B/%
0 98 2
3.0 85 15
6.0 65 35
8.5 5 95
9.0 98 2
10.0 98 2
g4
EFIR: HESI FEMEERE: 3500V

HWSES: 10arb
HWSBEE: 350°C

#|SIEA: 40arb
B EEE: 380°C

R2AD BT REWERFIEBSTF—RR F AEEBT)
EFFRER, BEFR ImLFFEBLESR, MAEEN Ee B REE4E /min | BETF FEF
ImRESHER—RBRWRER, BHIRINKES SN 2 ug/ 1 (G 415 290.2 93.1. 124.1*
L. 10 pg/L. 20 pg/L. 50 pg/L. 100 pg/L. 200 pg/L BY 2 B S 8.18 3931 | 355.1% 373.1
ERL, 3 HFEKAA 8.15 3932 | 355.1. 373.1*
A, KELER
R 3 36 MBRMATEIUIRIRER
R AT
B 10.0 pg/kg 50.0 pug/kg 100.0 pg/kg 10.0 pg/kg 50.0 pg/kg 100.0 pg/kg
E%= | RSD (%) [EIME RSD (%) [Ek=E RSD (%) [EURE RSD (%) EUEE RSD (%) | EUEE RSD (%)
(%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3
S 108 4.29 98.2 2.26 92.2 133 94.0 4,55 85.6 2.61 85.5 2.13
1SR 104 6.68 96.4 3.76 913 2.42 87.0 5.27 86.1 2.04 90.0 1.82
BLES /N 105 7.20 9.5 3.45 91.4 2.08 94.3 6.26 87.2 3.18 89.7 2.35

2 AR 50 ug/kg BIRERTH REpZRRIL. BRI RS B FRE

)

1IN 50 ug/kg BYFEPIHF mAPIEERML, EHKIAT RSB FRE

iTHiES
Bs 32 (2E
COHLB3200-Lim Copure®HLB Lim E#EZEEX#F, 200mg/3mL 0% /&
SDC-3000-D biocomma® £ & RHEESY 18/%
SF250-22-NL Brstidigss, HR25mm, FLE 0.2 um, BIE 1001 /=
SC2-1 2mL BEBRARKE, B PTFE/ L BERE, 9-425 1001/ &
BN24 BREAARMRIY 18/%
V2-AL 2 mL BSUREE R, HHER 11.6"32 mm, 9-425 1001/ &
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AP R R FEMH5%ERNE (Copure® HLB Lim)

RIBBIE - BEXEIEEA

MR (Amoxicillin), BT EBHRXE B- RBRAER,
NFERNHERIEFERLNER. MEAMBAHH
SECRATENAEENIEERTNEE, BRERS
HAGRBMMKER, mARDEE, KRERSBRES.

AR 0.2 % PRI : 7K =80:20 (V:V) BRI,
Copure® HLB Lim %1, BRIE@IE - BESUE D, B
T ERAPEIREAMAYAEENNE A, BN
FRSEIIOIE, EIRERMERENRERRITEER,

N E“

ERTEMEYSNBARER 1.00 g FTHEE0EH, I
AN5mL0.2%BRIEE: 7k =80:20 (V:V) A&, RITE
A EBAEIREY 20 min, 8000 r/min B 5 min, 4.

—. #¥&%1 (Copure®HLBLim, 60 mg/3 mL)

SREE: 0.400 mL/ min #ER: 35°C MEES: 5L

42 S

BFIR: HESI

EEEZEEE: 3500V

BSES: 28arb

HWSES: Sarb

BFEHE: 380°C

WSBE: 420°C

R2ADEW. RENERBFIBF—RE CHAEEETF)
o {REZEYE) /min | BETF FEF

| mEEH 2.69 366.05 114.0%. 208.0

B, FEER
5.1 & M5EHE
xR 3 MEAMRELERR. BXERK

BY 2.5 mL EiR E7E®RZE Copure® HLB Lim #F, WELZ | e M EIT5E R?
MHR, BHRERVWETFE, BEA®K (475 mL 7K +25 \ FIEFEH y=711.46x-146.75 0.9981
mL ZBE +1.5 mLIkZE) T®RE 1 mL, T EFMN. _
5.2 AREIUL
=. EFEthENES x4 FIEFEMRIIAREURE
FRELT NIAME 100 g (TR 0.01 ) BEE SO mLELES, | gan 10pg/ke
. . % ¥ %) RSD (%
MR AR E TR, HAPOAEERES Bl (%) |FRERE (%) RSD (%)
i e | @EEM | 108 | 107 | 108 108 0.54
B9 1.0 2.0. 4.0. 10. 20. 30. 40 pg/kg. % _ERFTA 100+ NL: 1.8UEs
EAEHTIRIS, REERSTEE_ MM, %0 ﬁ E:%Z[‘sgﬁi%éﬁégﬁ
804 ‘ o abeio0n 001] MS
&§§£1¢ 70—: ICIS 1-001#2_001
m, % 60
4.1 BIERH e | |
{88: UPLC-MS/MS (Thermo Fisher TSQ Endura) % \ H
iR Commasil® Coreshell C18 (2.1 mm X100 mm, 1.7 um) fg: ‘[ ) 'H | .
R N ] A ""-mu,-ul- \"" A M A '\w"“-‘\. rsoterturocridr
REDIE: A1 0.1% BEK B: ZBS i B
FERRAI: BEER, Fk 1 12;: | i 207 50.208 50
E ESI SRM ms2 366.0¢
F 2 =} E | [114.011-114.013,
® 1B e J i Taota o0t
B¥ia /min A (0.1% FRERIK) /% B (ZH8) /% e :
0.00 95.0 5.0 50 M
1.00 95.0 5.0 a0
2,00 65.0 35.0 e | |‘
3.50 5.0 95.0 FER |
E| / i}-l)u .
4.00 5.0 95.0 ]
1 2 3 4 5 6
4.10 95.0 5.0 \  Time (min) N B
6.00 %50 o LRI 10 pg/kg BRSPS AR IE TE
ITEES
55 1323 (2E=
COHLB360-Lim Copure® HLB Lim &, 60 mg/3 mL 0% /=
SDC-3000-D biocomma® Z &iRHEEAMY 18/%
BN24 EREIKA RN 16/%
SF250-22-NL Britlidiess, HR25m, LR 0.22um, BHER 1001 /&=
sC2-1 2mL EGEAGZ, B PTFE/ AGERE, 9-425 1004/ &
V2-AL 2 mL BLUReERR, HHE4R 11.6"32 mm, 9-425 1001/ &
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7%

HLB Lim- FiF 38 #3 8457% ErR:&E St (Copure® HLB-Lim)

—. HmiEN
EWIRE IO NEARER 2.5 ¢ FTTFEBEOES, A
10 mL. 0.2% FERZ BE : 7k =80:20 (V:V) AR, RIEE

HSEHN: 2arb
BFERE: 380°C
HSBE: 350°C

A GHBAEREY 20 min, 8000 r/min B 5 min, &%k, R2AH BN RENERFLEBEF—REK CAEEEF)
—. #5581 (Copure®HLB-Lim, 200 mg/3mL) il \I\g*f‘ REBIE jmin | BWF fﬁ?

BY 2 mL bk BRI, WA, VAL 500 yl A A = e

10 mM REREZERZE 1 mL, Eiflo 3 HeEE 2.26 4073 | 126.1%. 359.2

=. ERinEE s mnsSE 4 FEESS 2.30 3041 | 107.1*, 135.1

BEXDSESAES, RERMGESRSGERE K 5 s 23 | 511 1081 1559

SRR, SRR 500 uL MANESRSEB AT ° | FevERR 2 BLL | 207, 2619

BAE, BLL10 MM BBEEEE 1 ml, SHAERE A T T

BB Fgh Lo 9 EENE 2.57 3201 | 233.0. 276.0%

M. {YSEEH 10 +3= 2.57 4612 | 426.0%. 443.0

BT 11 ERVE 2.60 334.2 290.1*, 316.1

{28 UPLC-MS/MS (Thermo Fisher TSQ Endura) 2 | FADE 202 3820 | 2309, 2880°

@igE: FEZ] Titank C18 (2.1 mm X 50 mm, 3 um) B e 20 2651 | 1559, 17207

14 BEDE 2.67 3582 | 314.1. 340.0*

AEpE: AL 7K (0.1% FER) 15 BT ul 2.67 3021 164.1% 284.0

B: Zk5 (0.1% HER) 16 BENE 2.68 3521 | 265.0%, 308.0

FBRA I HESE, R 1 17 sz 2.70 4452 | 410.0%. 427.0

JRE: 0.3 mL/min 18 BiEHE 273 360.1 | 316.1% 342.0

HeE: 30°C 19 | EER-EEER 2.83 2791 | 155.9. 186.0*

. 20 BHHE 2.85 2281 | 118.1% 154.0%

o 21 BEHE 2.90 2771 | 202.9%. 259.0

= 1 BERBIER 2 EEE 2.90 8436 | 142.1. 174.1*

#iE] /min Al% B/% 3 BEENEEERE 2.95 2810 | 156.0% 215.0

0.00 98 2 2 e 2.96 4002 | 299.0. 356.1%

0.25 9% 2 25 YT 3.03 3681 | 294.0, 312.0

2.00 70 30 2 BHER 3.07 4253 | 126.2%, 3772

4.00 70 30 27 $B% 3.09 4791 | 444.0%. 462.0

4.20 30 70 28 BHBE 3.22 4452 | 321.0. 4280

6.20 30 0 29 BREE 3.25 869.7 | 132.1. 174.1*

6-50 2 9% 30 kSR 3.61 6885 | 158.1 544.4"

7.80 2 98 31 KDk 3.67 5241 240.9%. 3239

8.00 9% 2 3 a5z 3.68 3208 | 152.0. 256.9*

10.00 9% 2 33 aBE 4.04 7345 | 158.1% 576.4

Big M 34 SHLETHI 4.06 3632 | 309.1. 327.1*

BFR: HESI 35 e 4.23 30L1 | 108.1. 156.0"

BISEEE: 3500V 36 ATAHA 4.23 3612 | 299.0. 343.1*

) 37 =thBE 5.06 7725 | 109.1% 215.1

WA 40arb 38 HBE 5.12 828.6 | 109.1. 174.1*

R‘rwttllnn?—mnn " <3

Time (min

1AIIKTFH 10.0 pg/L B 38 MEKN 2B FRE
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B

B, ERER

7 3 38 Fh BT MNARE YL SLI0LE R

0.5 pug/L 1.0 pg/L 2.0 ug/L 8.0 ug/L 10.0 pg/L

Bis E4%=E  RSD (%) El&=E  RSD (%) E4%=E RSD (%)  [EME RSD (%)  [EME | RSD (%)
(%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3
T RRER 108 5.81 109 3.82 93.1 3.41 94.5 7.33 94.9 5.40
Ak 99.8 6.42 98.3 7.72 101 4.89 90.4 9.33 103 5.73
MEIBER 101 8.18 103 5.04 94.9 8.01 112 5.61 105 4.56
ESr S 72.5 4.94 83.1 3.01 90.0 5.90 87.6 8.73 87.8 5.07
T RZ IR IE - - 81.5 8.34 82.9 4.39 90.9 4.03 90.5 2.44
R FRRIEE 94.3 3.40 107 3.52 94.7 1.86 107 3.04 95.8 1.83
TR I 0E 97.0 7.00 84.1 8.27 84.6 5.48 98.5 5.45 101 2.43
SRVE 92.1 8.88 95.5 5.10 88.9 5.12 95.3 5.40 99.8 4.00
ERIVE 87.3 3.66 97.0 6.71 83.9 4.99 99.9 1.05 93.8 5.04
TBR 87.7 7.41 94.2 2.89 97.7 3.64 99.9 7.79 95.6 5.37
HERDE 102 7.91 84.9 6.62 87.3 2.80 102 4.09 98.4 3.43
HADE 85.0 4.49 92.0 5.09 84.9 3.79 92.5 4.59 103 3.57
T i R B I 0 78.9 9.13 81.6 6.56 77.8 5.26 101 3.48 82.9 4.93
KRVE - - 93.7 6.47 91.5 2.71 94.8 4.35 95.0 4.36
RKRZER 95.8 4.53 90.5 9.25 90.2 4.44 104 5.49 101 5.73
BEDE 85.5 3.80 83.5 4.16 86.1 2.98 88.7 5.46 91.0 2.57
MmIf & 97.7 12.2 86.3 7.34 81.9 4.75 81.7 8.18 78.0 4.51
RiEnhE 85.9 6.51 90.2 4.17 81.4 3.14 86.0 6.66 81.1 4.51
T e — R IEE 81.3 6.32 78.3 9.41 77.0 4.73 85.4 4.89 82.0 8.30
ZHEE 88.1 5.25 82.6 8.09 88.9 5.79 95.9 9.20 90.7 5.55
ER s 91.6 3.95 87.6 5.25 84.7 3.34 94.7 6.20 89.4 2.51
BEER 98.9 5.67 87.1 5.39 88.8 4.11 92.6 8.51 83.9 6.21
TR AR BRI IE - - 103 10.2 97.2 7.08 94.4 8.43 83.9 5.99
ZmNE 98.1 4.20 91.6 4.30 93.9 2.28 98.1 4.96 93.6 5.70
BHEBE 90.5 9.51 91.9 1.05 97.6 2.78 94.2 3.26 99.6 0.52
RMER 95.1 9.34 91.6 5.72 92.8 3.61 92.7 6.60 92.4 3.45
B8R 87.9 7.57 89.8 4.65 73.1 4.11 73.8 3.76 72.0 8.01
BOBR 72.4 4.13 7.1 9.15 84.5 2.76 92.0 8.39 90.1 9.00
BAREE - - 78.4 11.9 85.1 4.40 93.0 5.26 105 3.62
HkER 87.2 4.57 79.6 7.63 81.8 6.20 93.3 3.06 99.5 1.12
Pl {US 73.1 8.54 84.8 2.99 79.2 3.07 86.5 1.46 84.0 6.95
ABER 88.9 8.34 103 12.3 88.7 2.00 111 2.71 103 5.86
AR+ - - 96.4 6.45 81.9 3.97 93.8 6.34 84.1 5.96
S RTAYHA - - 7.3 9.14 82.2 4.19 87.5 2.36 85.7 5.82
Tigh P e T Ot - - 112 7.55 81.8 4.86 90.2 4.21 82.2 7.34
AT HH - - - - 73.8 7.19 88.2 10.4 79.5 9.29
HHER 85.5 6.39 76.2 6.29 7.4 4.31 93.6 8.93 81.1 4.89
THER 70.5 9.12 89.6 8.02 95.4 3.06 102 2.63 104 2.93
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= 438 TEAERELES

i3
XB
Eil iy

iz #hgk R2
T RRRE Y=7225.39X-268.846 0.9992
FEfR Ak Y=7753.36X+207.396 0.9981

I GIEE S Y=9649.30X-784.921 0.9981
FEERT Y=2034.29X-437.765 0.9976
TRz Y=1913.06X-330.889 0.9974
REFRRWEIE Y=33054.4X+962.412 0.9997
AR I Y=7786.73X+292.747 0.9988
TEVE Y=17929.1X+298.919 0.9992
HEEDE Y=12789.4X-1422.45 0.9991
TER Y=36693.6X-815.004 0.9990
B E Y=25570.1X-2441.54 0.9986
KARDE Y=13730.0X+106.803 0.9982

T Az FR EL I 0 Y=5488.71X+108.070 0.9990
KEe Y=5527.75X+39.4248 0.9984
KrRSER Y=20015.8X+1193.82 0.9973
BEDE Y=13293.8X-202.798 0.9974
U7 Y=57019.5X-750.943 0.9977
BiENE Y=37576.1X+1707.81 0.9966

T RE — BB IR0 Y=17070.8X-24.0149 0.9991
ZhET Y=77267.6X+1590.35 0.9992
RIS Y=42067.5X+277.676 0.9989
BiES R Y=1652.28X-545.844 0.9993

T B Xt B D OE Y=705.799X+17.0994 0.9983
—EE Y=28591.1X-1592.5 0.9992
RS e Y=126478X-22901.5 0.9999
RMEBER Y=16344.8X-1345.61 0.9989
G Y=24652.0X-4098.18 0.9993
BOBHR Y=79065.3X-3686.96 0.9983
BAEERE Y=1562.36X-98.5902 0.9994
MhER Y=25947.3X-1049.68 0.9992
SLIBERR ¥=9182.19X-1113.68 0.9984
5% Y=6830.45X+1347.05 0.9985
AR Y=7466.86X-948.697 0.9980
SRR Y=23187.7X-434.246 0.9986
i e e 5 b Y=5013.23X-887.838 0.9978
ATHIAA Y=7446.98X-57.6348 0.9994
HthER Y=4014.68X-339.231 0.9996
RWBER Y=15585.8X-898.568 0.9998

ITlER
=S Fi::pus a
COHLB3200-Lim Copure® HLB-Lim EEZEME, 200 mg/3mL 0% /&
SDC-3000-D biocomma® ZERITESN 16/%
SF130-22-PTFE PTFE #0888, EHER 13 mm, LR 0.22 um, BHFR 100N/ &
SC2-1 2mLEBRRES, B PTFE/ A&ERE, 9-425 100 4N/ &
V2-AL 2 mLEgUREERIE, HRELR 11.6*32 mm, 9-425 1001/ &

www.biocomma.cn | 119



Sk

HLB Lim- K= R B &5 2 KIFAEE (Copure® HLB-Lim)

—. PFmiEE

ERMEMESONERAER 25 g TTERLER, A
10 mL 0.2% BRERZ A5 : 7k =80:20 (V:V) A&, AIERES
JEEBAHEE 20 min, 8000 r/min By 5 min, %1k,

—. #¥&%t (Copure®HLB-Lim, 200 mg/3mL)
BEE bR EEREHE, WEMRER, BUEH 400 pL A
10 mM BERSERE 1 mL, £#l.

=. ERipghZ&ERnnE

ERRETAEAESR, B ERIRIBAZETIRE, K
SRR, 2BEGRH R 300 L MNEE AT NE
EBRKR, B 10 mM BEREZEERE 1 mL, BRMLER
E%5%A 1 ng/mL. 2 ng/mL. 5ng/mL. 10 ng/mL. 20
ng/mL. 50 ng/mL. 100 ng/mL B9 ENA Ko

M, MK
BIgEMY
1Y88: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@i Hypersil GOLD C18 (2.1 mm X100 mm, 1.9 um)
EhtE: Ak (0.1% FRER)
B: 28 (0.1% RER)
FBA: R, k1
ER: 0.3 mL/min

HE: 30°C
HEE: 5uL
xR 1 BEXRER
A& /min Al% B/%
0 95 5
1.0 95 5
4.0 70 30
8.0 40 60
10.0 5 95
12,0 95 5
P& M

BFR: HESI
BEEZEBE: 3500V
$SES: 40arb
WSEA: Sarb
EFEmE: 380°C
HWSBE: 350°C
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R2ADB. RENERFEBF—RE C NEEBF)

Fs B fREZEYE /min | BETF FBEF
1 MeEIER 3.64 407.3 126.1*, 359.2
2 EIEER 512 843.6 142.1, 174.1*
3 RMER 5.44 425.2 126.2*, 377.2
4 BREE 5.74 869.7 132.1, 174.1*
5 THREER 5.99 688.5 158.1. 544.4*
6 AR = 6.23 734.6 158.1. 576.4*
7 REER 6.46 916.4 145.1, 174.2*
8 HthERE 6.81 T772.5 109.1*, 215.1
9 THER 7.43 828.6 109.1. 174.1*

B, FRER
& 3 R AR IR AU SR IR 4E

Copure® HLB-Lim
BixY
DIARAREE (ug/L) | F3YEIULE (%)  RSD (%, n=3)
6.00 82.03 3.11
MHeEBR 24.0 85.56 4.86
48.0 82.52 4.05
6.00 96.00 4.25
BB ER 24.0 81.90 1.84
48.0 85.76 2.98
6.00 70.38 9.26
RMEBR 24.0 85.17 6.99
48.0 94.83 3.07
6.00 93.94 9.14
BAREE 24.0 97.08 2.24
48.0 102.2 411
6.00 87.67 6.80
TEER 24.0 86.56 5.37
48.0 92.98 1.24
6.00 115.2 6.48
RSN 24.0 106.7 4.95
48.0 103.8 3.34
6.00 91.70 6.45
REREER 24.0 82.28 2.65
48.0 82.90 1.10
6.00 93.61 247
HEER 24.0 82.86 1.37
48.0 83.01 1.18
6.00 85.94 9.80
RVBER 24.0 80.72 4.49
48.0 85.79 1.30
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IS 32
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s
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+ 0 ESI SRM ms2
020.562
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Jirostiareisi
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Relative Aundance

Tirme (min)

L:
1.11E6
TIC MS
SOPPB

1AMATR 48 ng/mL BY 9 TR ABRRVIRENE F &%

ITMiES
"S

COHLB3200-Lim

Fi::pu
Copure® HLB-Lim E#EZEME, 200 mg/3mL
biocomma® Z&ERIERS N
PTFE #=idiEes, HR 13mm, FE0.22 um, BHEFE
2mL BEBRAGKE, B PTFE/ LGRS, 9-425

ax
50% /=
18/%
1004~/

SDC-3000-D

i

SF130-22-PTFE

m

SC2-1 1004/ &

V2-AL 2mL Bt R, FH54 11.6"32 mm, 9-425 1007 /=2
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HLB Lim- k= REBR5Z B- Z{F#zh5% (Copure® HLB-Lim)

—. FmITE
ERMEMESONERAER 25 g TTERO0EH, MA
10 mL 0.2% BRERZAE : 7k =80:20 (V:V) AR, RIGES
JEBAEZEX 20 min, 8000 r/min By 5 min, F51k.
—. #&%1 (Copure®HLB-Lim, 200 mg/3mL)
By 2 mL bR EER I, WERE®R, BXEAF 500 uL A
10 mM BFERBERE 1 mL, Ll
=. ERinghZ&ERnEE
ERRETOEAER, R ERFIQRIBSEHITIRE, K
EERER, PFBURER 500 uL IMANEE B- FEH
AR AR, BLL10 mM BEREBEESE 1 mL, B34
ERENE R,
[ N 8 -3
BIEFEY
{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@igfE: Hypersil GOLD C18 (2.1 mm X100 mm, 1.9 um)
TEnAR: Al K (0.1% FRER, 10mM ZER5R)

B: ZB5 (0.1% FER)
RS BEMER, k1 SRER: 0.25 mL/min

B &4

BEFIE: HESI
#SES: 40arb
BFERE: 380°C

BIERE: 3500V
HWREN: 2arb
WSRE: 350°C

R2AH BT RENERFIBTF—RHE FAEEBT)
Fs B {REZET{E] /min BEF FEF

1 T RREE 2.79 240.1 148.0*. 222.1

2 Rtk 2.80 226.1 152.1%, 107.1

3 EnZBR 3.60 302.1 284.0. 164.1*

4 PE S 3.90 228.1 154.0*, 118.1

5 "D 3.92 277.1 259.0. 203.0*

6 S 4.13 368.1 294.0*. 312.0

B, ERLER
& 3 B- RS INAR OISR R
0.5 ug/L 1.0 pg/L 5.0 ng/L 10.0 pg/L

Bi7 Bl RSD| [EY% RSD [E4% | RSD  [EUZ | RSD
£ (% £ (W) £ (%) % (%)
(%) n=3 (%) n=3 | (%) n=3 (%) n=3

JTheEZ | 105 428 885 | 3.10 | 951 | 7.61 | 82.7 | 1.38

MR 969 | 9.92 823 | 219 | 96.6 538 817 | 1.48

¥7nZEBRK | 115 210 772 | 6.06 | 789 | 572 729 | 0.68

N=1 o > =.
HR: 30°C HIFE: S uL PRkeEs 107 1 6.89 | 963 | 0.27 755  11.6 | 81.9 | 0.57
FEF < 2
® 1 BEABRER B ST 106 | 5.04 101 | 6.27  97.1 152 | 95.0 | 0.50
BYi& /min A/% B/%
0.00 98 2 RS 118 | 2.37 | 102 | 3.15 84.0 122 | 988 | 1l.67
0.25 98 2 b = s
xR 46MB- ZIEHEFIBERMBEER
2.00 70 30
4.00 70 30 Rz i R2
. DT RREE Y=6433.37X-500.280 0.9986
4.20 30 70
ik Y=6935.71X-473.076 0.9996
6.20 30 70
B gat Y=19323.6X+3264.19 0.9976
6.50 2 98
ZHREFT Y=79359.8X-10928.6 0.9999
7.80 2 98
Ea e sES Y=28878.1X-2466.66 0.9999
8.00 98 2
PR T Y=126111X-24210.5 0.9999
10.00 98 2
RT: 1%5?—1D o1 " ‘g
E 34E5
a0 TIC M3 20
Bné
zné
1D€
E’E T T T T T l T T T T T T T T T T T T 1
oo 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.5 6.0 6.5 70 75 8.0 8.9 5.0 9.5 10.0

Tirme (min)

1ARIIKTFH 10 ng/mL BY 6 7 B- S2AMENTIB DB FRE

ITHER
©HS Fi::pu a%
COHLB3200-Lim Copure® HLB-Lim Ef8ZEEX#F, 200 mg/3mL 50% /&
SDC-3000-D biocomma® Z&RHEESN 16/%
SF130-22-PTFE PTFE $=0idi888, HRE 13 mm, FLIE 022 um, BHER 1001t/ &
SC2-1 2mLEBRERKE, BE PTFE/ A&EKRE, 9-425 1001/ &=
V2-AL 2 mLIBGUREERIE, HHELR 11.6*32 mm, 9-425 1001/ &
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Sk

HLB Lim- k= mB A R 52k & FEiEE] (Copure® HLB-Lim)

—. PFmiEE

ERMEMESONERAER 25 g TTERLER, A
10 mL 0.2% BRERZ A5 : 7k =80:20 (V:V) A&, AIERES
JEEBAHEE 20 min, 8000 r/min By 5 min, %1k,

—. #¥&m%1 (Copure®HLB-Lim, 200 mg/3mL)

B 2 mL B BiE®REE, WERE R, BXEAF 500 ul A
10 mM FERBRERZE 1 mL, il

=. ERiFgEhZ&EmnnE

HRAXNTEHBAER, RERFRERAHITRE, |
SEdRER&, 23EURE& 500 uL IDNEEEEE & EiE
FRtmER R, B 10mM FEREZEERE 1 mL, FEf4%
RESSA 0.5 ng/mL. 1ng/mL. 2 ng/mL. 5ng/mL.
10 ng/mL. 20 ng/mL B9 EMAR,

< IEEEHS

BIgEMY

1Y88: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@3k Hypersil GOLD C18 (2.1 mmX 100 mm, 1.9 um)

B, ERER

& 3 15 MiERR & EEER AR OISR I0 45 R

FREDAET AT 7K (0.1% FRER) B: ZBE (0.1% HER)
AT BEMER, MRl SRIE: 0.3 mL/min
R 30°C HHEE: 5uL
xR 1 BERRER
BtiE /min A/% B/%
0.00 98.00 2.00
0.25 98.00 2.00
2.00 70.00 30.00
4.00 70.00 30.00
4.20 30.00 70.00
6.20 30.00 70.00
6.50 2.00 98.00
7.80 2.00 98.00
8.00 98.00 2.00
10.00 98.00 2.00
FRig&H

BFIJR: HESI BIEBE: 3500V
BSES: 40 arb HBSES: 2arb

BrERE: 380°C HAURE: 350°C

R2AHEHN. RENEARFEBF KR CHEEEF)

Fs B {REEE /min| BEF FBF
1 TARRIEIE 2.84 2511 | 1081, 155.9*
2 IR R 3.00 2501 | 155.9% 184.0
4 DEDE 3.00 3631 | 320.0% 345.0
3 BRI 3.02 2911 | 230.0%. 261.0
6 ERDE 3.04 3201 | 233.0. 276.0°
7 R E 3.08 3342 | 290.1%, 316.1
8 HRDE 3.09 3320 | 230.9. 288.0°
5 TR LR 311 2651 1559, 172.0°
13 BEDE 3.14 3582 | 314.1% 340.0
9 BEDE 3.16 3521 | 265.0%. 308.0
10 BEDE 322 3601 | 316.1% 3420
= 331 279.1 | 1559, 186.0°
14 | EERERAREE 3.43 2810 | 156.0% 215.0
12 “ADE 345 4002 299.0. 356.1%
15 TERRIE TR 4.75 3011 | 108.1. 156.0°
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0.5pg/L | 1.0pg/L | 5.0pug/L | 10.0 pug/L
- RSD [EM¢ RSD | Ell§ RSD B RSD
BH542
WOERE e E ) ) E ()
® n=3 | (%) n=3 | (%) n=3| (%) n=3
R 684 | 178 77.1 7.38 | 103 621 96.5| 7.26
BRI - - | 710 9.87 | 80.9 6.75 744 4.01
REEHER | 776 | 472 | 68.0 | 270 | 87.8 | 1.22 89.7) 2.56
SEHE 62.3 | 105 | 79.6 | 9.04 | 88.7 2.05 90.1| 2.76
WEEREERE | - - 826 995 853 473 93.0)6.33
EEDE 88.7 | 224 814 563 | 93.1 325 90.4 517
HEENE 106 | 499 955 | 521 943  1.03 949 435
FEDE 885 | 836 815 510 | 884 3.13 88.1 3.82
BEDE 105 | 442 867 875 887 558 89.3 1.18
BEDE 973 | 726 | 91.6 | 455 | 88.5 1.86 97.2 | 4.12
W REERE 444 | 859 | 56.6 | 5.10 | 662 115 67.2| 4.65
—ENE 106 | 433  89.6| 059  83.9 | 157 86.7 3.69
BEDE - - | 102 | 7.88 | 108 4.17 108|155

BEMEEEE | - -~ 840 929 | 734 636 72.8| 3.40

WEEEW | 104 | 482 | 78.8 | 652 | 78.0 9.50 72.2| 5.78

R 415 MiERL & ERIEGHAER

Bi5i0 ::E53 R2
RN ¥=2235.71X+266.652 0.9989
RN Y=4791.17X+1087.36 0.9998
BATRER Y=1706.15X+3260.26 0.9991
SEHE Y=7684.96X+1808 45 0.9998
BRI Y=5550.80X+1018.50 0.9979
EEDE Y=6001.81X-725.310 0.9994
EEDE Y=16805.1%-1680.60 0.9993
FREDE Y=7366.14%+52.8344 0.9996
EEDE Y=7109.64X-1589.14 0.9988
BEDE Y=22812.0%X+2026.54 0.9994
BECEREBE | Y=14015.4X+2148.34 0.9999
—ENE Y=14918.1X-1442.25 0.9995
BEDE Y=3188.25X+449.699 0.9984
BEE BN | Y=809.939X+113.666 0.9975
TRRREE Y=4387.10%-259.238 0.9992
= s b B
1T 10 ng/mL B9 15 MR & MRS T S
iTHER
5S b 3o ai
Copure® HLB-Li HETH,
COHLB3200-Lim opure im BRI 50% /&
200 mg/3mL
SDC-3000-D biocomma® Z & RHTEAN 16/%
PTFE $=0id 888, HE 13 mm,

SF130-22-PTFE 004 /8
72 0.22 um, BAFR ™/
2mL EBERAFKS,

SC2-1 1004/ &
9% PTFE/ @R, 9-425 ™/
2 ML B BRI,
oL mL AUk R o048

FHEL 11.6*32 mm, 9-425




7%

GB 31658.17-2021 Z55% QUEChERS %125% (QuE-UPLC-MS/MS)

MRz, BB, DHRREBNERBRENASTEANER,
R A RE. MECEMTFET 2R TH7E. &5 ALLGB
31658.17-2021 A&%, B QUEChERS AiXaL2%%, ik
BHEAN. BRI CAERMT ZKFEMARRIE, B
# 8 60%~110%, RSD < 10%, FAFEAER, AHtE
bz

—. #¥MITH (Copure® 274 % QUEChERS 12l E )

HERITE RSO NAEER 2 g FTFEBELEDR, A2
mL pH=4.0 B9 Mcllvaine-Na2EDTA &%, SRHE 1 min, 1l
AN10mL 1% ZERZBEAR, ®hiE 1 min, AN Copure®
2% % A QUEChERS 1REXE (5 S: COQ050051) i®iE
SRAEHBAIREY 10 min, 5000 r/min B0 2 min, &%k,

—. #&%Mk (Copure® 27%EH QUEChERS L&)
EemLEBERFAEMLE (F2S: COQ015605) , 2500
r/min & € 2 min, 8000 r/min By 5 min, BX E&E &S5
mL, RWGEFER 0.1% HEK: BFE=9:1 ARERE 1
mL, E#l.

=. ERinghEa RIS

ERRBETEALER, R ERFIRIEBAEHITIRME, B
AUENEERMANGEENTRESHR—RANER,
Be & B _EMRE 2 309 2 ug/L. 10 ug/L. 50 pg/L. 100
pg/L. 200 pg/L. 500 pg/L BItREREZE,

M, KRG
BIgEMH
{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
BigHE: Commasil® 25% % Bt BEH T-C18 (2.1 mm X 100
mm, 3 um)
Mot Al 7K (0.1 % FER)
B: HEZ: Zh5=2:8 (0.1 % HER)
FRRA I BEMER, K1

FE: 0.3 mL/min

H&: 35°C
HEEE: 10 uL
® 1 BERBER
Bdia /min Al% B/%
0 98 2
3.0 90 10
8.0 65 35
100 20 80
11.0 5 95
120 98 2
14.0 98 2

i

EFIE: HESI
FRIRERE: 3500V
#HSES: 40arb
HWRES: 2arb
BEFERE: 380°C
WSBE: 350°C

R2ADBH. REBNERFIEBSF—RE C NEESF)
Fs =t REETE /min| BEF FBEF
1 Z R 3.43 215.0 108.0. 155.9*
2 i didind 5.01 250.1 155.8%, 183.9
3 TERRIENE 4.10 2511 92.1. 155.9*
4 TR R T 7 254.0 108.1. 155.9*
5 TR 4.92 256.0 155.9%, 92.1
6 T AR R ELDEIE 5.32 265.1 155.8*, 171.8
7 i = 8.20 268.0 113.0, 155.8*
8 TR AR R 6.41 271.0 92.1. 155.9*
9 PSR 8.70 277.0 107.9. 155.9*
10 fER% — FR R IRIE 3.56 279.1 124.0*, 185.8
11 T R — R DE0E 6.16 279.1 155.8. 185.8*
12 TR R A A 6.51 281.0 155.8*, 126.0
13 TEREN R R IE 6.36 281.0 155.9*, 214.9
14 FE R 8] FR LD O 7.22 281.0 155.9*, 214.9
15 TERZ SUARR 7.30 285.0 92.1. 155.9*
16 TERR B — R IEE 771 3111 155.8*. 2449
17 g = 9.11 3111 155.8%, 244.8
18 TR0 9.17 315.0 157.9* 159.9
19 BRI 8.16 404.0 148.9. 255.8*
20 mERIE 10.09 262.0 201.9. 244.1*
21 REEERR 8.64 262.0 215.9. 244.1*
22 ERDE 5.15 320.1 233.0. 276.0*
23 KEDE 4.95 3211 234.0. 303.0*
24 HRDE 5.30 332.0 230.9. 288.0*
25 HERVE 521 334.2 290.1*, 316.1
26 BENVE 5.49 352.0 265.0*. 308.0
27 KENE 5.57 358.2 314.1. 340.0*
28 RENE 5.67 360.2 245.0. 316.0*
29 amveE 5.12 362.1 261.1, 318.1*
30 SRVE 4.75 363.1 320.0* 342.0
31 IRV E 6.08 386.2 299.1. 342.1*
32 == 6.11 400.2 299.0. 356.1*
33 ZERR 7.33 445.2 321.0. 428.0*
34 3R ER 5.55 445.2 410.0%. 427.0
35 TEX 5.38 461.2 426.0%. 443.0
36 +BR 6.88 479.1 444.0*, 462.0
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B

B, EEER

& 3 BEIMREUSEILER

#R AT 13

10.0 pg/kg 50.0 pg/kg | 100.0 pg/kg 10.0 pg/kg | 50.0 pg/kg 100.0 pg/kg 10.0 pg/kg 50.0 pg/kg 100.0 pg/kg
B Bl RSD EM& RSD . RSD EMZ RSD _. . RSD El RSD EM RSD EM RSD EM RSD
£ (0 £ (%) (%) (%) £ (%) %) (%) | F (%) | F (0  F | (N F | (%)
(%) n=3 | (%) n=3 n=3 (%) n=3 n=3 | (%) n=3 | (%) n=3 (%) n=3 (%) n=3
Vit 101 | 398 | 888  2.86 80.6 3.95 8L7 579 80.6 426 737 485 982 3.09 936 | 282 825 271
AR IE 965 | 1.64 859 | 225 869 173 869|535 79.0 48 792 397 106 164 947 139 | 87.5 272
BRI 925 | 415 811|327 786 419 771|416 733 275 718 239 969 408 9Ll 223 | 843 237
B R FR 101 | 403 871 3.02 774 | 365 792 452 | 8.7 285 892 332 9L7 482 101 227 | 895 3.1
BRI 89.2 | 530 823 | 427 | 80.7 264 801 396 771 | 421 80.6 335 997 103 988 115 | 873 213
R R E N 979 | 277 915 | 1.81 | 85.6 2.06 | 822 3.66 727 | 334 684 472 949 435  99.7 | 3.58 | 90.4 243
Bk = T 104 | 161 | 885 132 87.8 | 164 871 374 817 287 963 176 858 193 912 212 879 194
BAREFRIE M 100 | 2.00 | 80.6 271 | 78.6 | 244 839 317 678 427 758 325 108 145 103 @ 165 939 1.92
ESEITE 106 | 1.85 | 961 211  93.1 | 124 963 198 840 252 107 | 319 977 730 924 424 969 215
BER_FWRME 754 285 821 | 231 786 226 827 | 657 794 345 815 259 106 3.89 926 246 831 277
B — R 97.9 | 191 932 | 2.04 838 245 845 | 271 824 224 814 225 105 641 103 437 | 89.9 3.39
B FR AR 100 243 840 272 874 215 831 3.86 | 741 448 763 247 | 108 496 102 | 3.29 1902 334
BRGNS AR 107 | 502 80.4 425 89.6 178 828 443 | 754 421 751 3.79 | 110 397 101 | 217 906 1.68
PARETFAMIE 949 522 872 | 286 889 241 956 | 493 818 245 846 282 952 566 102 3.68 983 259
B SBATER 102 | 1.96 | 87.5 236 852 | 2.07 864 581 749 365 833 284 101 237 952 235 909 2.14
BB FRAMDE 110  3.84 798 275 875 | 235 989 3.36 | 747 439 801 326 105 322 101 279 858 271
LB FRAMIE 108 4.4 945 278 876 | 232 829 344 | 854 249 109 387 838 843 107 | 7.58 | 98.  3.94
BRI 105 838 967 494 | 924 325 861 555 | 88.8 324 110 3.73 836 364 110 6.63 106 634
s 983 | 577 977 | 492 | 981 3.69 | 912 324 728 | 458 109 357 895 494  90.0 | 3.62 | 108 527
A 100 | 4.89 | 106 | 3.82 | 91.8 | 427 109 7.77 89.7 @415 884 | 224 855 414 958 282 837 2.16
VRIEER 108 | 2.94 | 100 225 874 | 332 969 188 87.8 283 858 239 87.6 4.82 104 @ 243 895 236
ERDE 793 | 819 | 69.6 5.89 783 | 4.67 847 605 824 438 767 374 69.8 732 825 438 |TL8 245
D2 789 474 786 322 755 | 2.87 722 429 | 773 338 783 329 802 573 944 242 | 945 3.49
HADE 101 | 6.55 | 812 | 4.84 | 77.8 | 2.59 | 855 | 322 746 358 T47 452 |T44| 612 | 847 287 | 769 251
B2 956 | 1.66 90.4 | 2.08 | 81.9 285 954 167 848 | 2.65 789 266 732 687 918 | 278 | 785 3.82
BERVE 96.6 | 5.63 853 | 3.89 | 77.5 482 | 99.8 669 794 | 436 768 337 775 665 969 | 4.83 | 829 287
TR 992 | 1.87 855 | 232 | 81.6 236 | 955 485 787 | 436 784 422 762 489 867 | 286 | 79.7 3.89
BENHE 108 | 2.66 962 3.94 827 3.83 105 3.83 87.1 | 278 842 229 774 822 | 100 | 472 785 593
AmHE 105 | 466 917 292 849 288 110 3.54 87.5 | 329 827 187 828 416 974 | 297 787 3.74
SRDE 86.8 | 2.81 849 | 1.87 784 3.63 905 | 199 787 249 786 255 769 521 @ 864 220 | 825 236
WY E 951 | 751 889 | 2.86 | 86.7 273 | 856 7.54 850 | 471 816 374 804 572 912 | 276 | 782 3.85
“EDE 982 | 476 934 | 248 849 235 87.6| 372 862 245 817 418 863 422 103 416 | 785 3.35
EQER IS 816 | 6.06 909 | 446 848 328 928 | 528 789 298 739 369 684 791 741l 492 | 789 3.95
Lz S 85.8 | 278 727 | 3.66 741 349 724 175 649 385 674 321 932 243 | 784 | 239 842 321
1BR 724 341 | 667 422 674 | 386 784 241 626 436 648 342 819 458 736 223 | 798 272
EBR 949 | 374 906 | 328 855 277 809|288 776 272 761 219 685 511 833 226 | 888 2.18
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RT 0.00 - 14.00 @
100+ N
E 43685
903 Tc MS
E 25007
a0 STD1N
5 sné
2 504
¢ 03
23
103
:“f“‘l"“\""\“ LA et I At A A At M A M et A MM ARM it et iastay |
i 2 3 4 5 [ 7 8 9 10 1 12 14
Time (min)
1 FMAFER 10 pg/kg BIMEAERARERL. 115, TIHRERBTRE
RT: 0.00 - 14.00 @
1005 NL:
E 127E5
EE TIc MS
3 2500-G-
a0 STD111
2 503
© 03
203
104
1 2 3 4 5 6 7 8 9 10 1 12 "
Time (min)
2 AINKTFS 10 pg/kg BUERTHE R APRERE. EEH. MIARXRBTRE
RT- 000 - 14.00 @
1004 N
E 37865
a0} TIc Ms
E 2500-%-
e STD111
5 73
£
2 503
© 309
EE
103
i e e L e e
1 2 3 4 5 6 7 8 9 10 1 12 1
Time (min)
B 2 FRINKTFR 10 ug/kg BIEM_ ¥ RehfRe, EEEE. MIFRLSBTRE
THES
Bs Ei:3u 2E]
COQ050051 Copure® 25%% fj QUEChERS 12EVE 50% /&
C0Q015605 Copure® B % f QUEChERS #LE (ERTFRAARE. EEIHL. MIFRXBHANL) 50% /&
SDC-3000-D biocomma® Z & RAEREIN 16/%
BN24 BREAARMRIN 18/%
SF130-22-NL Nylon $t=0id €88, B 13 mm, FL&F 0.22 um, BILER 1001/ &=
SC2-1 2mL EBRRKE, B PTFE/ ABERE, 9-425 1001/ &
V2-AL 2 mL BLUREERE, T BE5 11.6*32 mm, 9-425 1001/ &
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Copure® &I E M #{LE QUEChERS 7535338t 19 Fhigiadcei

5% 548 UPLC-MS-MS IE

BEREAYRNESN, ERTERNERDG, ANE
EERNEARRNFAAREEKSE>, EEIEEARS
BHEABATRE. ARER, BEREGYAHEKE
BER, RRBEEAYARENESEERNEERANRE
KB, HEAFIEREEE 20%~30%, HIESE1E 1%~3%,
ENXEBERFRETRUMNOTEN, EERNBES
FEREFLERE, RHeERERSSs; ANBESER
BESFEBSFING, SEBUESMHROEEKE, #il
TN BO T RBMEM S EANERNE, XARNNEE
Bt mETEARENNMREE T ESER,.

AT RSHX—HREE, E R EYIR AR R BB S RBRE
f2% B QUEChERS &b &, BEEBERLIHFRPHHRES
BRANAS R Mfo B3 T KA QUEChERS 75344 i 3& A R
19 MRS B AT BRI LC-MS/MS J53%. %% (5 ng/g
10 ng/g) FANKFRIMAREIURZRIYIE 60-120 % Z &,
RSD/NF 10 %, REEEREE, SERIMERBL, B
BERENEIRENREHNBESRIER2CHRE, %
ERNBARERREEAZRZONNEE k.

—. HRaikig

1.1 #MmIRE

1) B R4S, FREX 2.0 g AT 50 mL B LEH,
AN 4 mLoK, SREEEAS 2 min; B0 10 mL 1% ZE 2R
AIEES 10 min; Z/FHBIIAN QUEChERS £ (Cat. No.
COQO050050H) , ®HE 2 min, 7E 4°CF 5000 r/min B
5min, & 15 min, LEZEEF %,

1.2 HaAl

1) AU HNEEZBERE6mMLT 15 mL RS A
QUEChERS &£ & (Cat. No. COQ015427) @, ;®JE2
min, 5000 r/min B/ 5 min,

2) BEBERAmMLZBEEEBES—EF, 40°CTASR
WF, A& 0.1 % REMNFE - A& (k: BEZ=9:13RK)
FARE 1mL, 1T 0.22 pm JEE, ZFEHME,

—. {NEBFMH

1) B\iEEH

1Y88: UPLC-MS/MS (Thermo Fisher TSQ Endura)
BigtE: Commasil® 2% E A (2.1 mm X100 mm, 3
um)

mEntE: At k(0.1 % FRER)

B: &0.1% REMEE - ZBE3K (FEE: 28 =2:8)
FERAI: BEMERL, k1

SR 0.3 mL/min

& 35°C

HEEE: 10 uL
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xR 1 BERRER
Bia] /min A/% B/%

0 98 2
3.0 90 10
8.0 65 35
10.0 20 80
11.0 5 95
12.0 98 2
14.0 98 2

2) BEEY

BFR: HESI

EEEIZEEE: 3500V

BSES: 40arb

WSEA: 2arb

BEFEmWmE: 380°C

WSBE: 350°C

R2ADBF. RENERFUEBF—RER CATEEF)

Fs B {REBEYE] /min | BEF FEF
1 Z ERtERE 341 215.0 108.0. 155.9*
2 TARRIL IR 497 250.1 155.8*, 183.9
3 TERR AN 4.06 251.1 92.1. 155.9*
4 T pR B T 7.75 254.0 108.1. 155.9*
5 TR IR 4.88 256.0 155.9*. 92.1
6 Thg FREIEE 5.27 265.1 155.8*, 171.8
7 TG — R R 8.18 268.0 113.0. 155.8*
8 TARRERIE — 6.38 271.0 92.1. 155.9*
9 KRR 8.65 277.0 107.9. 155.9*
10 TERE — B R I3 3.56 279.1 124.0*, 185.8
11 TEB% — FRISIE 6.11 279.1 155.8. 185.8*
12 TERR R A AR 6.33 281.0 155.8*, 126.0
13 TERRS R A I 6.47 281.0 155.9%, 214.9
14 TRz a) A AR 7.19 281.0 155.9%, 214.9
15 TR S A 7.28 285.0 92.1. 155.9*
16 | HERRSB_FREMER 7.68 311.1 155.8*. 244.9
17 | HERRiE ZFREMER 9.08 3111 155.8%, 244.8
18 BRSO 9.14 315.0 157.9* 159.9
19 frgEgi 8.12 404.0 148.9. 255.8




=. REER

& 3 19 MR B MIREU SRR

ntRkE Biocomma E9h A k& E9h S kg Eh B AR
LR =]
(ng/g) B R/% RSD/% EE R/% RSD/% [EMIZER/% | RSD/% [E¥E R/% RSD/%
5.0 82.1 511 72.1 5.11 76.5 5.65 56.5 5.75
Z Bt
10.0 72.3 4.52 51.5 4.25 64.1 6.25 51.5 4.75
5.0 74.6 5.67 86.4 5.16 76.1 5.65 71.2 5.25
TERZOLIE
10.0 74.0 5.05 96.5 4.29 95.8 5.12 96.9 6.15
5.0 72.8 5.15 68.9 6.32 71.5 7.36 56.7 6.45
TR IR
10.0 T7.7 5.12 54.9 5.96 73.6 7.96 61.0 7.52
5.0 80.2 4.53 36.9 5.61 56.9 4.15 52.2 6.86
Tt iz PR
10.0 719 5.12 355 6.25 75.5 5.35 66.7 5.12
5.0 69.5 4.53 83.1 6.90 78.5 4,11 68.1 5.08
TERRIEM
10.0 76.9 5.68 73.9 6.54 88.6 6.02 81.8 5.19
5.0 76.1 5.13 64.1 7.39 66.5 511 56.9 4.75
T % BB B0
10.0 76.4 4.54 53.1 6.89 79.1 5.03 72.1 5.16
5.0 70.2 5.69 54.7 6.15 60.2 4.75 56.4 4.19
THR ARG
10.0 73.9 4.07 42.6 6.41 62.3 5.15 50.8 6.26
5.0 70.1 5.32 51.5 6.17 50.5 4.95 49.5 6.51
T AR FR IR —
10.0 71.6 5.03 50.8 5.92 70.4 5.02 65.8 6.29
5.0 60.5 7.55 - 6.70 40.5 5.17 239 5.85
RERERR
10.0 59.5 5.14 289 6.25 42.8 4.16 335 6.38
5.0 80.6 4.55 50.6 6.61 55.1 5.05 40.6 5.62
TR — R R IE0E
10.0 81.5 5.70 76.6 6.27 61.5 5.96 49.5 6.75
5.0 70.5 6.08 45.1 6.13 40.4 5.16 40.2 6.84
T Re — FR I
10.0 74.6 6.35 30.1 6.52 45.6 4.82 30.8 6.95
5.0 80.1 5.65 50.5 6.34 58.1 4.94 51.0 6.94
TR R A DAIR
10.0 80.9 4.56 50.0 6.61 73.1 5.01 80.6 5.15
5.0 76.5 5.15 54.5 7.58 58.9 431 51.5 6.28
TERZ X R S I
10.0 75.4 6.56 55.8 7.91 73.3 5.19 70.3 7.56
5.0 74.1 6.71 34.8 5.67 42.1 431 28.9 7.19
T RRIE] R @ MR 0E
10.0 60.9 6.09 23.8 5.13 41.1 5.45 27.5 6.65
5.0 76.9 6.92 41.5 5.95 48.8 5.94 41.4 6.69
TR AR
10.0 65.9 7.12 30.9 6.54 56.4 6.15 44.6 7.15
5.0 68.4 6.57 29.8 5.25 44.6 5.85 30.4 6.68
TEARSE — R E g
10.0 72.2 6.16 329 6.01 62.4 6.13 59.1 5.81
5.0 65.5 6.57 20.1 2.16 40.1 6.21 29.1 6.16
FERRIE — R E Mg
10.0 68.6 6.72 22.5 531 55.8 531 42.1 6.62
5.0 65.3 5.10 - 5.25 46.7 5.63 -—-- 5.75
Tt A I s
10.0 61.2 5.15 ---- 4.55 47.2 4.25 25.9 6.75
5.0 68.5 7.31 56.6 4.16 50.2 6.15 48.2 5.25
BRI R I
10.0 67.4 1.75 50.1 5.29 52.8 5.61 54.8 6.15
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NL: 146
100 5.26 s'r 1.26E5 100 143
E TIc MS E :
q 553 90
go: 4.99 | E
] - 150
q 80
805 5.56 E
E 489 h B 1.40
70~ 70| I
g - g
§ o0 485 |56¢ §eo 089
- 477 568 -
2 50 < 50
I 47 J 572 £
5 40 & 40
g | 87 o1 & o
305 4863 \ 5.91 ' a0
204 4.52 6.02 l 8.22 20 1.67
E 6.07 8.28 E
10 a2 / lﬁ 107
1 - 667 570 834 Joro0
E| 155 176 185 IJ’!’{ Y .80 10. ] h
PENRE. By &SN L 1)L ¥ S M ) 0 ot
0 1 2 3 4 5 6 1
Time (min)
548 NL: 100,
100 377E3 E
00 TIC MS 90—
80 807 1.50
70 s 70
e 433 e
So0 5.40 g s0
§ 2 5
2 50 491 || 602 s
e 2
F 40°] & 40
g g -
& o] 640 3
30 031 g 826 30
1.79 ]
o | 0% 379 | 815 051 2]
1.71 3
10 \ Ts l N l‘ 712 8.36 10
I (/N | 1 o
1 2 3 4 6 7 8 9 0 1 2
Time (min)
NL: 3 -
100, 566 e RT: 0.00 - 14.00
3 5.36 TIC Ms 100
90 E
E 632 637 90
80 B
E 1.48 80
70° 1
2 | 70—
é BO: 173 g E
5 i g 60
2 50 s 4
e 1 6.55 & 50
5 a0 FEE
] 2 0]
® 20 176 ] "
E 304
20— 2.04 6.70 831 E
. 207
10 I [ 227 I 1
1] |
0 — ‘J‘.‘.‘I‘ e E
0 2 7 8 0 1 0
Time (min) 0

1 TEMBA AR IIEAEREN TIC B, FEFEM m/=184
(DA - RALRIE OEI A B - 20AE GOES S B - B E
@ES B & - AR © Biocomma- R LR )

LS

Time (min)

2 IKTFR 5 ng/g BIFERIAT dRE 19 FHIRBZERIX TIC BikE

NL:
6.07E3
5.34 TIC MS
5.28 6.93
5.06 -
5.44
4.89 562
5.80
|
aso ll 7.74
4.38
| 7.76
| 8.17
’ 9.45
B R l——r—w—r—-n—w—r—m—]
5 6 8 9 10 1"
Time (min)
5.46 NL:
. 5.92E3
TIC MS
| 8.02
6.28
6.44
6.67
L 734 9.07 10.69
AllL II“ | 818 J-
- SRS R L
4 5 6 8
Time (min)
8.60 s
8.59 8 3.64E5
TIC MS
561 Bio-1B
858 10.07
862 10.09
858 1006] 4199
11.98
9.08 11.99
9.09
10.10
9.13 11.97 | 12.00
9.15 [ 10.11
916 10,12 12.01
917 110.12 12.02
11.95
N W PEEED
et LA A
10 12 14

~miElR Eiz:pud g

COQO050050H SRETHIRNE, 50mLBLE 50%/&
COQ015427 T#ERZE A QUEChERS L&, 15mL BOE 50% /&
SF130-22-PTFE PTFE/®13 mm/0.22 pm/ BHE 1005 /&
MFO47-45-MCE MCE/®47 mm/0.45 um/ K& 2004 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ Bil%H 200K /&
V2-AL 2 mLARBARIRG O R, HPEL 1001/ &
SC2-1 2mLEGREKS, MO, 9-425 1001/ =
SDC-3000-D biocomma® £ & RIEEAN 18/%
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KERP AR E5RIEMSZE — QUEChERS-UPLC-MS/MS %

ARABEXRERFASHPEEN—R, WE=ZKMAMK
B, BOE=RKAMENSZREBEREBNNEEME, ®

R EREMEEERNERRMN, TMZERATFER HR: 35°C

FoKF=5758, 47575 QUEChERS JoR L F B, EHEXTHT.

AEhtE: Al 7K (0.1 % HER) B:
SR AR: BMERRE, MK 1

FEz

S 0.3 mL/min

RS 10 UL

0 — o N o * 1 BEXKRER
BUME&=MER, W&, . TEAREK=RHT P — A% B/%
B B KEMREIE, BIWERFERE 70%~110%, RSD 0.00 98 5
<10%, FEFEAER, AIHEFIEE, 0.25 98 2
_ o 2.00 70 30
N #""*EE} , N 4.00 70 30
BRI ONKTRER 2 g FFABLOER, I 220 30 7
A 2mL 7K, i®HE 1 min, 0N 10 mL 1% ZERZBEAR, 6.20 30 70
JAHE L min, EIAE5RIZEE (COQ050050H) RiEES 6.50 2 98
JEEBAEIEEY 10 min, 5000 r/min B0 2 min, %1k, 7.80 2 98
8.00 98 2
Z. Bmat 10.00 98 2
BemLLEBERFALKE (KS: COQ015604) , 2500
r/min S®HE 2 min, 8000 r/min B 5 min, BX L& S Fg& it
mL, MYCEFEM0.1% PEk: B0l ARERE1L Bk HESI PRI R 3500V
mL, E#le SES: 40arb WKEAN: 2arb
T BFERE: 380°C HSEE: 350 °C
=. i B £ A R BT \ o . o
e e £2AHEH. REWARBEIBF—HE  NEBRET)
HMERBTHRAEER, FERFLESEHITIRME, I o= prpes REHE /min ey P
, H b3ETG SES LR O _ = esha s = ' =
/%'TKEE’]JZ(E /&DD)\L\EEE’J*/F/&E‘%#M BARaRwER, L | waEE 589 4073 126.1%. 3592
Be AL EMRE 25009 2 Hg/l_\ 10 ug/l_\ 50 ug/l_\ 100 2 BpER 5.44 869.7 132.1. 174.1*
ug/L. 200 pg/L. 500 ug/L IR AR, 3 EMEBZ 551 4252 126.2*, 377.2
4 PREBE 5.52 688.5 158.1, 544.4*
1 \/ 22
;tﬂl?;*ﬁ: 5 | HEMEE 555 7725 109.1%, 215.1
BEEMF 6 RFEZ 5.55 916.4 145.1, 174.2*
{¥8%: UPLC-MS/MS (Thermo Fisher TSQ Endura) 7 AR £ 5.56 7346 158.1. 576.4*
g Commasil® BEH T-C18 (2.1 mm X100 mm, 3 um) 8 | ENEBZR 5.57 843.6 1421, 174.1*
9 ZWEBE 5.59 828.6 109.1. 174.1%
RT. 0.00- 10.00 )
. HA-STDY
. 70
fe
K
; 50
E 30
0o “os 1o s 20 25 13? T s 4w 45 0 L “eo &5 70 18 80 85 g0 85 10.0
Time (min}
LRI 10 pg/kg BIRIAFEE SR O FATRAREE S B T
. e 1es
e BELSTDH
% Eﬂ;
% SUE
& 3[|_E
";c 05 10 s 2» 25 30 35 40 45 s'_u "ss 80 65 S 80 85 90 85 100
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Sk

RT: 0.00 - 10.00 @
100 NL:
3.28E6
90- TIC MS
J-8TD1
80
- 70
;E 60
% 50
:E 40
= 30
20
10;
U.‘U‘ 0.5 1!0 1!5 IZ.‘U ‘2!5 3.0 o 3.‘5 ‘4.‘0 45 T 5.‘0 i ‘5.5 ‘6.‘0 ' IS.‘S I7.U ' ' 7!5 ' S‘U o 8‘5 9‘0 i 9‘5 ‘WU‘.U
Time (min)
3FMAKFR 10 pg/kg NEEH R 9 MARNEEX DB FRE
B, ERER
xR 3 BEMIGEIKREIER
4T =1 E&
B4 10.0 pg/kg 50.0 pg/kg 10.0 pg/kg 50.0 pg/kg 10.0 pg/kg 50.0 pg/kg
El4=E RSD (%) [EURZE RSD (%) EUZE RSD (%) ElgE RSD(%) @ [E¥ZE RSD (%) [E4&E RSD (%)
(%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3
e BHR 91.3 221 81.5 2.49 79.3 3.32 74.6 3.85 81.2 2.95 79.8 2.85
BAEE 82.7 2.42 83.8 2.75 78.5 4.45 91.4 2.27 80.5 3.46 99.6 2.52
RMEBR 87.5 1.65 92.4 1.89 79.2 3.26 82.9 2.11 84.2 2.83 94.4 1.97
PIRER 98.7 1.37 92.6 2.02 86.2 2.18 88.8 2.19 84.5 1.94 102 2.06
HER 85.3 2.05 86.2 2.37 82.8 3.27 93.6 2.66 108 4.25 88.2 2.74
TRER 79.8 2.66 92.3 2.39 88.9 3.06 94.1 2.17 102 4.02 93.4 297
FAR=cE S 102 2.87 91.8 2.32 74.5 4.79 83.2 2.85 89.6 3.93 106 3.13
[ o S 108 3.83 92.2 2.75 80.4 481 97.2 1.69 79.7 4.04 91.4 2.62
RIVEBR 92.3 2.95 91.4 2.92 82.1 3.34 96.8 2.70 99.9 3.76 98.6 2.16
ITHER
HS ek (2E=
COQ050050H Copure® 7% % A QUEChERS 12EX & 50% /&
C0Q015604 Copure® 2% % f QUEChERS )L E , MK AR ESSE 50% /&
SDC-3000-D biocomma® ZERIEEAN 18/%
BN24 BReAARMIN 1&6/%
SF130-22-NL Nylon $#x0d 888, B 13 mm, FLEF 0.22um, BNER 1001/ &
SC2-1 2mL EBERREKE, BE PTFE/ AGBRERE, 9-425 10010/ &
V2-AL 2mL BLURreERR, F P54 11.6"32mm, 9-425 1001/ &
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HLB Lim 24 FL)3#¢1R -36 MEREEEIRNHBAE

i3
il

HLB Lim BRI BB R Bt bR R AsRA. B & FE: 0.3mL/min #3B: 35°C  #EBEE: 10 uL
ZESMTRY, AOERYLN; ANERAMEETE & 1BERRES
pERIE, 4FEN. TEHSE, #RSRNEESEIE, Biél /min A% B/%
BEABNERAH, FHLBEEEMNEESH. 0 % 2
3.0 90 10

AFREA HLB Lim 24 LS LR, 5231 36 MEHRHER 8.0 65 35
tE, SEERN. BITHHWER GER. BA) & 10.0 20 80
K= (F) FRIOIRE. MR AMEEERRH 36 MY 1L.0 > »
BEH LC-MS/MS MRS, %7555 (10 ng/g#120 ng/g) ig 2:
N K ER AR EI = IE 60-110 % 28, B CV @& :
MF10% (n=8) , BATYINEIRENBZEYERRIE g
HER, BFE: HESI EBIEEEE: 3500V

= . = .
755 GB 31658.17-2021 (BRGRLERITE 1 Egifﬁ%;;bc iz;?; i;rbc
MERRERRL, BEREANEEREAAYEZEHNNT
BAE e — BEEEE)
—. BRI o
RTINS 1 g FR2B0EH, A5 mL
0.2 % FEAZHE : 7k =80:20 (V:V) B, RICROBHA 7
$2HY 20 min, 8000 r/min Bax 5 min, &% 1ko B
=, HE 10
l) 1% HLB Lim 24 ?L)% 'ﬂﬁ *& (Cat: COHLBZ4200-lim) 0;0 2 4 6 8 "o 12 14
MEEWERIR (Cat: 24WP-S100) £, BER iR SRR S IOug/kgB;;:!’(;gﬁﬂl36%41%%%&‘!%?%
MO 3 mL # S3RERo
2) ¥ HLB Lim 24 78 WIRMIREIRMETE 24 LEFER " o0 Mo
EVEE (Cat: BCY2402) T, ARSEFX, LRI reme
M SRR, LA RT. 3
3) EESEEEES, #FSIRIRTEERERT, i
4) BEURERT 25 mL A LREBOER, 45°CEEEK
AAW (BCN2403) , AMGEFIE, A 0.1 % REK: F £
B =0:1 SMRERE 1mL, Ll IS
=. ERRASERIVEIE AT W ‘
MERRA T AR, REREIOIES EHTIRIE, KES ‘ ) e
ﬂ_/”&’ jJD )\]E%E/\] */]—; A“ﬁ)’a‘l_ﬁ *il%_ﬁﬁul)w\gig’ @af_ﬁ”ﬁj[t 2 AINKFER 10 ug/kg BIITARE R 36 FEZRIB FRE
MR E 5505 2 pg/L. 10 pg/L. 50 pg/L. 100 pg/L. . 000- 1400 "
200 pg/L. 500 pg/L BIFRAERRL. T s

M, XEHRMG :
BIgRMG 3o
{¢2§: UPLC-MS/MS (Thermo Fisher TSQ Endura) %

i f&FIF SinoPak BEH T-C18 (2.1 mm X 100 mm, 3um)

FEbAE: A 7k (0.1% FER)
B: &0.1% FERMNEPE - 23K (REE: 255 =2:8) °7

AR BERE, IR 1

2

4

6

Time (min)

8

10

12

3FIIAKTR 10 pg/kg FIISPRRE G 36 ERSE FRE
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B

h. REER

& 2 36 BRI SRINL R

ER HFEY SR
B4 10.0 pg/kg 20.0 pg/kg 10.0 pg/kg 20.0 pg/kg 10.0 pug/kg 20.0 pg/kg
E4%%E RSD (%)  [EIXZE RSD (%) [EIKE RSD(%) [EUEE RSD (%) EUFZE RSD (%) EI4FZE RSD (%)
(%) n=8 (%) n=8 (%) n=8 (%) n=8 | (%) n=8 (%) n=8
Z R 82.1 9.10 80.1 9.56 91.7 417 84.9 288 | 736 | 7.96 | 8L7 | 9.04
FEREI I 90.2 5.39 84.3 523 82.0 9.32 735 682 782 416 | 741 | 765
FEREIEIE 75.1 7.59 733 7.65 72.9 9.57 71.2 391 | 771 | 609 | 858 | 6.74
TR T 82.5 8.43 82.6 8.90 87.1 7.15 78.2 441 | 986 513 | 961 | 542
B BRI 89.4 6.75 776 8.45 79.3 9.57 89.8 934 985 759 | 853 | 856
AN 91.7 9.24 85.2 7.31 743 7.57 78.6 941 | 967 = 433 | 932 | 6.79
TR 87.1 8.24 85.2 8.61 89.9 5.41 81.4 7.05 102 580 | 918 | 6.27
R R ELIEIE 85.4 8.86 81.3 9.42 82.0 8.63 81.4 511 960 655 | 89.8 | 5.06
R RSN 84.0 2,51 81.7 7.97 81.0 6.09 75.6 399 | 968 | 453 101 4.96
FERR R IR g 88.9 5.27 82.5 9.50 81.7 9.87 79.2 814 | 995 = 423 | 932 | 548
B 94.9 7.19 82.1 9.16 93.7 4.87 91.5 475 | 8.7 961 | T42 | 861
R RRIENE 84.3 2.45 80.4 9.40 98.9 4.86 84.5 545 905 = 728 | 825 | 9.63
FERE — ERIEIE 83.3 5.41 81.2 481 76.2 7.29 72.8 389 825 857 | 832 | 2.65
R TR AN 81.9 8.40 83.8 9.45 85.1 7.38 84.7 726 911 = 289 | 860 | 745
TEREXT R I 774 6.71 81.7 9.65 84.7 8.82 80.1 844 | 743 | 179 | 181 | T.44
T A% I8 R AT 76.6 7.28 79.7 9.15 80.8 7.72 73.7 630 956 816 | 945 | 827
TERE AN 73.8 5.32 72.8 9.78 82.1 7.54 74.8 788 964 613 | 951 | 553
FERE 4D — B IEE 85.5 4.05 83.8 9.64 81.8 6.80 85.2 878 961 461 | 916 | 6.78
FERZIE) — B S 79.2 8.64 81.3 9.13 85.2 8.12 74.9 308 882 830 | 823 | 6.76
TR 0 99.8 6.98 77.8 5.87 743 2.53 71.6 846 983 = 696 | 97.6 | 9.61
ERVE 97.5 9.45 96.7 9.87 81.3 7.01 78.4 555 823 671 | 823 | 3.30
REDE 926 7.12 93.7 9.39 95.7 9.73 89.0 966 891 = 951 | 841 | 6.13
KR E 90.3 8.42 91.7 9.65 83.5 5.76 87.1 907 827 565 | 821 | 8.66
ERIVE 93.1 5.67 90.3 8.57 88.1 5.34 81.2 543 830 715 | 864 | 5.56
BEDE 9.3 8.65 87.1 8.46 84.9 4.59 90.7 536 876 649 | 881 | 159
KEIVE 87.7 8.75 87.9 8.64 9.6 8.54 98.4 531 921 520 | 93.6 | 9.40
BENE 926 8.47 91.1 9.52 83.4 8.35 82.1 411 | 914 507 | 9L7 | 9.42
amve 923 8.16 84.8 9.60 76.3 4.98 78.0 618 = 967 803 | 884 | 863
IRHE 89.1 6.58 80.1 6.47 88.7 7.81 82.9 911 | 812 | 741 | 863 | 854
SRV E 97.5 8.24 923 7.2 91.4 8.45 83.7 985 891 = 635 | 913 | 9.10
—HEE 84.4 9.91 86.1 9.56 101 497 95.2 472 | 977 58 | 934 | 981
BT RETEL 75.1 6.54 726 8.16 80.8 3.57 77.1 468 | 927 631 115 | 572
BOBR 97.1 7.81 81.7 9.76 85.6 426 78.0 9.09 101 827 | 991 | 7.2
MR 91.1 8.26 87.6 7.32 73.1 8.85 71.9 913 | 886 | 74T | 7148 | 834
t85% 91.4 8.46 84.9 9.73 86.1 433 80.4 726 815 = 846 | 8L7 | 950
5% 91.9 8.13 82.6 8.36 76.9 8.14 72.6 463 | 736 561 | T45 | 475
ITHER
-] ik %
COHLB24200-lim Copure® HLB Lim 24 FL)%01R 1%R/=
SDC-3000-D biocomma® ZE;REEEAIY 18/%
SF130-22-NL BRsidiEss, ER 13mm, iR 0.22um, BHE 1004/ &
SC2-1 2mLEBREES, A6 PTFE/ A®ERE, 9-425 1001/ &
V2-AL 2 mL BguREERE, HHE 11.6*32 mm, 9-425 1001/ &
BCY2402 24 FLIEEIRENEE 1a/%
24WP-5100 24 L5 FLIREER 1%/&
BCN2403 24 FLERERMAY, FIRAR 18/%
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