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RE. AXEASEESMREEE - = BURMFUL A ACEL 7EYHET 331 MR 2 K& 25 ¥ E B
EBTT7E. RIEERKR, 0.002~0.2 mg/LRESEEN, fEMLBEXRBIIART 0.99, HLTRERER
ETE 82.8%~115.9% Z (&, 0.01. 0.1 %1 0.5 mg/kg =N FREIREMIFEIUERTE 62.4%~118.7% = (8], FIT=
1 mBIAENI AR ERZE (RSD%) 7E 1.5%~12.3% Z 8l %7 /A5T2 e EfR GB 23200.121-2021 (E¥RER
m 331 MR REREIABENNE REEIE - RIEKAZE) , #HEXARESE,

KiIE . BEWREGE - ZSMRFRIERAN EYR 331 MRAREREY)

BEYPREALERFRENEERE, HRER
25 ANELNEmRREEEEX, ALnREYH+TE
SETYRNONEXER, fLF, EXRMHEAS
T NREYRRERETNZMERINE, B, 2021
F38, BRBERREZAR. KUIRNIB. BEXR
mi7mEEELBE =80 K& & 7 GB 2763-2021
(BEmZR2ERINE BEmPRARAKERE) . GB
23200.121-2021 (HEYIRME ST 331 R AR EA

B XIS
1.11Y28
A% iEHlgs . CBM-20A
B R LC-30AD X2
R%E: CTO-30A
FRigtmes: LCMS-8050
1.2 st
RIEEIE M.
Bt TRE

YRR ENNE RIEGIE - RIEKAZE) FRAR
2EZRFE, GB23200.121-2021 EHENERMEE @
BEBRAE. KR IR BEL AR HERHEY. R
REMEFRL BYHEE 10 KER~R, 2EERED
BENENRETELE mIPRZH LC-MS/MS EfF.

AR B = ENRATRRERN ZFER
o, BITEYERT 331 MRAGRANHYIREE
DM 7E, HAEXRIARZSE,

BASHL: DGU-20As
Bohi#EFEes: SIL-30AC
3% T {Euh: LabSolutions Ver. 5.98

MEnAE T AR 2 mmol/L BRERIR -0.01% RERKAR;

B #H9 2 mmol/L BFER%% -0.01% FRRFER

IR 0.3 mL/min
R 40°C
HEE: 2 uL

PRI BRI, BABRIMEIRE N 3%, HEERFILE L

—
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x®1 WBEERNEER
Time(min) Module Command Value
1.00 £ B.Conc 3
1.50 £ B.Conc 15
2.50 £ B.Conc 50
18.00 £ B.Conc 70
23.00 = B.Conc 98
27.00 £l B.Conc 98
27.10 £ B.Conc 3
30.00 =28 Stop
B &
BTFR: ESI (%) DLEE: 150°C
ZSME: 3.0L/min MARBURE © 400°C
FREMER: 10.0 L/min ZOBE: 300°C
FIRSMIR: 10.0 L/min PRI ZRAET (MRM)
1.3 tnEmRMEREIE

PREMEERAR 20mg/L) @ WFHE (EB) KRBMBERAE (P/N:380-03635) , 4379 ABCD B4,
B -18 CRUUTFHHRE, BXE 12 M A,

BETEAR (5 mg/L) : BUABRMATRA ABCD AR EMERESYS, B35 mg/LBEREARR,
B -18 CR AT &MRE, BXR 1 1A

BERILEAE TEfLk: EREYHT A RIZRBEMRAZHITIILARE, SETSHERAR. BHKER—
EENEGERAR, ZRATHERBZRHRMFREZRES 0.002. 0.005. 0.01. 0.02. 0.05. 0.1F10.2
mg/L WERLEMRETERSR, ®REBE - FREBKANNE. URATEATETFNRECEEIEERA
YR, BXTNAERLRERETESRASRENELIR, SHIERTERETERL,

BEREIE: ME2 gifi BBME001g) T 50 mLEBEBELED, MAS5mLK, JIN10mL 2K 1
PR R T, BIZURS 1 min, MOXN4 g BKBRERE. 1 g 8M4M. 1 giFERBRM_KEY. 0.5 g ITHRER
MEREHKEY), BIZURS 1 min /5 4200 r/min B0 5 mine EE2WEN_EBEREN S FRKFIF S LRI
KELNES (B2FHEBURER 150 mg TR EE. 50 mg C18 A1 50 mg PSA) , AIEEAS 1 min. 4200 r/
min B0 5 min, B EERIMFLIERE, BFMNE,

B 4R
2.1 BiEE

(x100,000)

2.5+

2.0+

00] )u;\' Inl_t..,h.u ‘"’ ’\ j il \‘x.h\l"kk ll‘lu‘ i‘“

2.5 5.0 7.5 10.0 12.5 15.0 17.5 0.0 22.5 min

1 EYPRERT 331 MREGLENGY) MRM BIEE (DDT/RZQF; 0.002 mg/L)
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Q 203.10>129.10 (+ 2.12e4 Q240.10>148.00 (+ 381e4 Q224.10>127.05 (+ 5.19e4
/RT 3.685 /RT 3.770 , RT=4.020
100.00 -, 100.00 - 100.00 -,
% - % - % -
0.00 - .00 : 0.00 : -
3.
RT (mm) RT (mln) RT (min)
BXRpE 755 KBV A
Q238.10>163.10 (+) 1.16e4 Q 256.00>140.00 (+) 942e4 Q 314.90>98.95 (+) 4.06e4
RT=5.115 RT=6.397
100.00 - RT=4.460 100.00 - 4 00.00 - 1
%— J \ %— %—
0.00 — — — 0.00 = —
.4 48 50 54 ,4
RT (mm) RT (min) RT (min)
3RERBE BRIfEE Dh Sk
Q 311.00>158.00 (+ 9.68e4 Q 528.80>148.00 (+ 2.02e4 Q304.10>217.10 (+) 7.72e4
,RT 15.057 ,RT 15.298 ,RT=15.649

100.00 - 00.00 - 100.00 - x
%_ /\ %_ %_ /\
0.00 —t— 00 ~ S—
150 150 15.5 15.5
RT (min) RT (min) RT (min)
5$$H)?k ﬂ%‘ﬁiﬁﬁ ELRH
Q 306.10>201.10 (+ 1.79e4 Q322.10>96.05 (+ 7.24e4 Q282.20>212.05 (+) 3.53e4
RT=21 744\ RT=21 925\ RT=22.166
100.00 -, 100.00 -, 100.00 -,
% - % - % -
0.00
220 2 5 220
RT (min) RT (min) RT (min)
EEST Nt Bk ZHRR
B2 HrorHeiEkE (0.002 mg/L)
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PURE NIEAAT, IR ERANLAT, L6 IMT TRt LS. BT RIERR,

ORI AEMALERNEK 2 RE 3, 331 MRE R EAHYERERZOREERERNLMERAX R HIIRT 0.99,
BB RE sUEHETE 82.8%~115.9% Z (8,

&2 BOROFEHLLER

No. B FR T2 XA HEHRE (%)
1 TS Y =105646.3X - 98579.79 0.9968 91.1~106.2
2 FRERK Y =25084.07X +2157.708 0.9995 94.5~104.7
3 Ak Y =71782.38X - 2034.750 0.9994 90.8~107.5
4 17 R A R Y =19776.16X +2124.949 0.9998 95.9~108.3
5 R Y =34440.05X + 4325.827 0.9997 92.0~107.4
6 FRIEERE Y =2805.942X + 629.3510 0.9993 93.4~106.1
7 FHE & Y =149488.7X + 10870.26 0.9997 91.5~103.0
8 T DEBE Y =109642.2X +6736.371 0.9996 95.5~107.9
9 AR Y =11981.90X - 2618.960 0.9978 91.2~106.1
10 TERE Y =134893.1X +36508.07 0.9996 92.7~109.2

Area Area
le=r 5.0e6 | smpx

2.0e7 -{y =105646.3x - 98579.79
|R2=0.9937012 R=0.9968456

1.0e7 -

50e6 -

*| Curve Fit: Default (Linear)
15e7 | Weighting: Default (1/CA2)
: _| Zero: Default (Not Forced)

3.0e6 -
2.0e6

1.0e6 -

0.0e0

Area
1.4e7 | Eans

8.0e6 3
6.0€6 -
4.0e6 -

2066 -

0.0€0 -

—
100 0

{y=71782.38x-2034.750
1.2e7 J|R?=0.9988227 R=0.9994112

-| Curve Fit: Default (Linear)
1.0e7 - Weighting: Default (1/C*2)
: -| Zero: Default (Not Forced)

-|y=25084.07x+2157.708
7|R2=0.9990211

4.0e6 | curve Fit: Default (Linear)
-| Weighting: Default (1/C*2)
°| Zero: Default (Not Forced)

R=0.9995104

—  0.0e0 -

Conc. (ng/mL)

Area
Y | i

2.0e6 -

1.0e6 -

_ 0.0e0 -

— T
100 0

—
100

|y=19776.16x+2124.949
|R?=0.9995947 R=0.9997973

_| Curve Fit: Default (Linear)
3.0e6 | Weighting: Default (1/C*2)
_| Zero: Default (Not Forced)

Conc. (hg/mL)

Conc. (ng/mL)

—
100

Conc. (ng/mL)
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Area
7.0e6 -

6.0€6 -
5.0e6
4.0e6 -
3.0e6 -

2066 -

1 y=34440.05x+4325.827

7| Curve Fit: Default (Linear)

7| Zero: Default (Not Forced)

1.0e6 -

0.0€0 -

Area
3.0e7 -

2.5e7 -
2.0e7 -
15e7é
10e7é

5.0e6 -

1y=149488.7x+10870.26
1R2=0.9993779 R =0.9996889

| Weighting: Default (1/C12)

0.0e0 4

Area

2.0e6 -
1.5e6 -
1.0e6 -

5.0e5 -

Jy=11981.90x-2618.960
1 R?=0.9955580 R=0.9977765

| Weighting: Default (1/C*2)
-| Zero: Default (Not Forced)

0.0e0

R
R?=0.9993855 R=0.9996927

Weighting: Default (1/CA2)

N ] ' ]
100
Conc. (ng/mL)

[

Curve Fit: Default (Linear)

Zero: Default (Not Forced)

' ] ' 1
100
Conc. (ng/mL)

SR

Curve Fit: Default (Linear)

H [] ' 1
100
Conc. (ng/mL)

Area

5.0e5 -
4.0e5 -
30e5€
2.0e5-3
1.0e5—f

0.0e0 4

Area

2.0e7 -
1.5e7 -
1.0e7 -
5.0e6 —

0.0e0 -

Area

25e7é
2.0e7 -
1.5€7 4
10e7é
50e6%

0.0e0 -

| AR
4 y=2805.942x+629.3510

| Curve Fit: Default (Linear)

2

| Curve Fit: Default (Linear)
| Weighting: Default (1/C*2)

-|R2=0.9992243 R=0.9996121

-| Zero: Default (Not Forced)

R2=0.9986247 R=0.9993121

Weighting: Default (1/C2)
Zero: Default (Not Forced)

' 1 N ]
100
Conc. (ng/mL)

y =109642.2x + 6736.371
R2=0.9992361 R=0.9996180

Zero: Default (Not Forced)

g 1 N ]
100
Conc. (ng/mL)

TEER
y=134893.1x+36508.07

Curve Fit: Default (Linear)
Weighting: Default (1/C*2)

' 1 ' []
100
Conc. (hg/mL)

3 BRDREAIRERLL

23 MIFEERREEREER

BEYTRTBER, &R

1.3 ahET %, XEYEFRETR. .

LCMSMS-552

B = NIREKF AR ERERE R,

BPIREFTRIE=0Fm, #TEEUER, K. . S=MIFKES17 0.01. 0.1 0.5 mg/kg. =
HKE MR RREEMLERIE 3.
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&3 BORAGEKERLER (n=3)
0.01 mg/kg 0.1 mg/kg 0.5mg/kg
No. ZHR
Bl (%) RSD(%) Bl (%) RSD(%) BN (%) RSD(%)

1 ARR 87.8 55 91.1 4.2 94.4 35
2 EEE 91.8 2.4 933 4.1 80.7 2.4
3 5 KGN 82.0 3.7 92.7 19 93.1 35
4 KZR 87.6 1.8 924 2.8 1034 43
5 ARG 83.9 4.8 85.3 53 95.0 2.7
6 ME R 93.8 2.7 108.4 2.2 103.5 5.7
7 AT RELAZ 94.0 39 93.0 3.8 90.8 2.3
8 AREPK 95.4 2.2 92.5 4.1 89.1 4.8
9 R ELIRIA T 75.0 55 81.2 3.6 83.5 53
10 0tk SR Btk 83.1 33 85.6 2.5 87.0 2.2
11 MU L 108.2 7.9 93.7 5.0 105.2 3.1
12 ERAZ 110.3 4.2 104.6 4.1 107.3 59
13 LT e R 82.0 5.7 85.6 6.2 89.5 2.8
14 SUEI 93.5 6.1 104.7 3.8 914 6.6
15 LD 96.9 15 92.3 2.9 88.6 24
16 3-REREE 88.4 34 91.5 3.8 93.0 35
17 IERBK 85.1 2.7 91.6 6.4 84.8 5.1
18 TR 77.6 1.8 82.5 4.9 74.3 6.3
19 D22 SR Ith 88.2 3.2 90.1 52 94.5 2.2
20 FEEE 93.7 6.4 95.0 6.0 90.1 31
21 WEEERL 76.0 3.0 88.8 29 81.7 6.5
22 AFRB 83.1 6.9 93.8 5.8 79.0 18
23 Rt FR B 95.8 4.4 90.6 3.6 85.1 4.4
24 EER 78.8 2.0 80.2 24 88.0 52
25 7N 94.4 3.8 82.7 35 105.2 3.8
26 AFRBHM 76.9 5.5 86.7 6.2 101.5 3.6
27 BRIRRS 91.6 49 89.0 4.7 95.9 5.7
28 KR 83.1 3.2 90.8 5.1 94.6 4.0
29 HER 84.3 15 83.1 2.9 85.1 2.6
30 FEMET 87.6 6.2 82.4 2.6 88.5 6.2
31 MR 90.6 31 93.3 5.2 91.0 3.6
32 BRRE 82.3 53 79.8 33 84.9 4.4
33 =) 92.1 3.0 95.7 19 93.5 2.8
34 S 520N 72.6 4.9 7.4 5.0 80.5 7.9
35 REER 93.5 5.8 95.7 6.7 103.6 3.6
36 FaidE 77.6 45 80.1 7.2 82.3 4.7
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37 IRIRER 90.1 3.0 93.7 2.8 97.5 2.5
38 Shiskt 79.4 2.6 88.7 4.1 84.2 2.0
39 G N 84.6 33 91.0 3.0 87.8 2.4
40 ELEI 78.4 5.2 82.5 6.8 85.3 49
41 KEE 103.6 6.3 106.8 5.0 97.5 22
42 G ENIZT) 89.0 49 101.4 72 94.7 4.1
43 RAGHE 88.2 6.4 85.3 49 89.8 5.7
44 HET 106.5 3.4 99.4 2.8 103.1 35
45 RIZEER 86.4 2.5 82.0 3.1 91.6 3.7
46 RIZE3io 83.7 4.1 94.6 5.7 90.3 2.6
47 SR K FRRRE 95.1 13 92.7 35 102.8 16
48 FIETERE 94.0 2.6 87.4 2.4 91.5 6.3
49 FpEM 88.9 35 103.7 35 923 2.9
50 KEH, 75.8 33 77.6 43 80.1 4.0
51 KL 84.8 5.0 87.9 75 88.3 3.8
52 e 96.2 46 105.7 8.2 1126 7.1
53 IREI AR 933 2.4 96.5 49 90.0 34
54 TEREAR 106.1 3.8 110.1 2.0 104.6 5.5
55 ERRRE 72.0 1.9 83.1 47 85.5 2.7
56 BAEIRZ 89.7 2.2 91.0 33 88.3 1.8
57 FRAE 82.6 5.6 85.3 2.6 90.1 22
58 FAEM 74.6 33 78.5 1.8 83.2 46
59 AER 95.8 3.8 94.3 5.9 926 53
60 HEE R 84.0 4.0 82.5 4.9 89.8 7.9
61 EaR Y 90.4 2.9 89.3 3.7 925 4.6
62 yliEte] 93.3 46 91.7 34 94.0 5.2
63 ZEREER 82.1 6.2 80.5 53 86.9 4.1
m %t

A AER BRBRIRETIE - SR RSB MNEIL TEYIRT 331 RAREAEDNER T %,
KIDERKER, 331 MRAGREAEERERLZIRESCENAMEEXRIIIRT 099, AR RE /EHETE
82.8%~115.9% zial; 0.01. 0.1 #1 0.5 mg/kg =N RERE MAREIUZTE 62.4%~118.7% i8], FIT=17Fm
BUREXI AT ERZE (RSD%) 1 1.5%~12.3% Zi8l, ZAARE, /&, RE, ERTEYET 331 MR KREAS

B9

BREEWER(HE)BRAT]

— R

Shimadzu (China) Co., LTD. — Analytical Applications Center

BENAT

Email: sshzyan@shimadzu.com.cn

Tel: 86(21)34193996

http://www.shimadzu.com.cn





