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LC-MS/MS &8N F NP aBEREEADY)

RER

LCMSMS-871

ME: AXBITHERASEESRRECE=ENRTRIEKANEFFDIaERTAMEBENSE, 10
MREREEHYE 0.1 pg/L~3.0 ug/L (LA AW ) RETERLMERY, BXRHMrE 0993 UL, ES. $.
R=NRET, LSRR E I EFIEEIREI RSD% 25 7E 0.03%~0.09% 1 1.41%~8.38% Z (8, NFEZE R,
IFRRETE 20~100 pg/kg BHEmm, EEIKRETE 74.8~103.3% 28, ZHERBES, SFEE, ERER, o
BT 4FENhPaiiEaiE s ERESERN.

KiiE: ZEMRTREBKABN ¥ SEEEAY

BRARER:
* HR(FFDPREFETEAMEABENONE RESIESKEDE) ERERLR, KD EONNRBEES.
<+ BEhERFREINEAINGE, BRBFIMN, EFRFEETD X,

[EBETRAY (AGs) BREBSEEBINEER
BUERECaMENK, FEERIREBAENERR
B, FHRMAEENBEELESN, NRER
BER, &R, BEXHIRE AG YAKEEEEN
ESH. SEHERIRENESREINE, mENRS
Bikw, EERT,

2019 F, RURNE. DERZMERTHEE
BB BEEA KM GB 31650-2019 ( AR EZ2ER
WEBRTPEARAZRERE) WINFHRABER.
THBEXR. MEZEB. AUBR. HERNVEHE

W LKEED

R BREME THXME.

HERTERNDEEEmPaEET EXEY
BRENIERNSRD . ATREANNERZZE,
HMNEEE (EmReERINE FFNPRaERT
KAWZEENNE RIBEIE - BEEIEER) EXE
Ris, B THFNPREREETXAOMZAENRNTS
. RHIABEEBAETWERN 10/ AGs, T
BEABFYAFNSRESER, ERERH. J%Fk,
EETHNN, ILANFFNPREEETLLMEER
ENBEBLN,

ALY KA E Nexera LC-40 X3 5 =FMRAFRIE(N LCMS-8050 BXB RS . BB EN:

Bl . SIL-40C X3
R & { : LCMS-8050
®ig T{Euh : LabSolutions Ver.5.114

At -1% BRRKBER (&82mM R ), B -8B

i &

HEEAR

0.3 mL/min
2 uL

IAENE:
RpEFIEE o SCL-40
B &R T : LC-40X3x2
£ & # : CTO-40C
FEEBSHN : DGU-405
1.2 oM
EES LS
B & M : BEHamide (100 mmx.2.1 mm1.D, 1.7 ym)
wom AR
= = o 40°C
A IERER 0 BEEA, 2L OB
il

BEZRR, #1IRREN B1H80%, BYEERFAE 1
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x1 BERBRER

Time Module Command Value
2.50 Pumps Pump B Conc. 80
3.50 Pumps Pump B Conc. 35
5.50 Pumps Pump B Conc. 10
6.70 Pumps Pump B Conc. 10
7.50 Pumps Pump B Conc. 80
12.00 Controller Stop
JRIE &4
= B ESI, EBFER DLE & E 150°C
B OB E: 1.0k AR E 500°C
£ & 5 : &X25L/min # 0O &R E . 300C
F B 5 : &510L/min H#E & X SREEN(MRM)
m # 5 : ZH3L/min MRM & # nE?2
W # 5 : @|&S (230kPa) FRE(HMUE : +3mm
&2 MRM 2%
BAEF FHIBEF Q1 PreBais(V) CE(V) Q3 Pre Bais(V)
157.2* -13.0 -21.0 -10.0
1 KRE= CI 25876-10-2 478.3
322.2 -13.0 -14.0 -22.0
322.2* -12.0 -13.0 -22.0
2 KRAEZE Cla  26098-04-4 450.3
160.2 -12.0 -22.0 -16.0
161.2* -30.0 -32.0 -16.0
3 MEEB 4146-30-9 615.3
293.1 -20.0 -24.0 -14.0
263.2* -22.0 -31.0 -18.0
4 WEHEEER 5490-27-7 584.3
246.2 -22.0 -39.0 -17.0
98.1* -10.0 -28.0 -17.0
5 AMEBR 21736-83-4 333.2
98.1* -17.0 -23.0 -27.0
263.2* -34.0 -32.0 -30.0
6 HER 3810-74-0 582.3
221.2 -38.0 -40.0 -25.0
pri= 160.2* -15.0 -22.0 -16.0
7 BABE  5916-51-2 4643
C2+C2a 322.2 -15.0 -15.0 -22.0
. 177.2* -32.0 -28.0 -18.0
8 WMEZB 31282-04-9 528.3
352.1 -30.0 -22.0 -25.0
163.2* -15.0 -24.0 -10.0
9 KBEEA 25389-94-0 485.2
324.2 -29.0 -18.0 -15.0
. 217.2 -34.0 -28.0 -22.0
10 REER 65710-07-8 540.2
378.2* -34.0 -18.0 -18.0

CERRBET
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W £ a0 18 5 A bR S R Bl

2.1 HRETE

FREGEA 5 g (FBHAZE £0.05g) FS50mLBOET, M5% =FIBIB®R 20 mL, JBEE 1 min, RZIREX
15 min, 4°CF 10000 r/min B4 5 min, WELE®R, BEKAT pHE 7.5, &,

HLB E#EZEEV/NE (200 mg, 6 mL) FBAEEES mL. 7K 5 mL3EH, BNERBRIHE, RIRAK. 5% BEE
WA 3 mLME, T . B%RER (PR BRE: 2mM 2% =2:1:17, BRRIAE pH=0.8) 2.0 mL #1735k,
WEERR, T, RiE, BRHFLEEISRE, HREEIE - BEERIE NI,

2.2 WA RED I

BANERER: ERBINHEERB. TEBR. #EBR. KABX A, KRKBEZ Cla. RABX (2+C2a
FIAREMEER (1 mg/mL) Z 0.1 mLF10mLBEBAEM, BKBREZE, BRHIK A BREIRETER (&
HEMREI N 10 ug/mL). BHFLERKES BAE (AMBXR. WEHKER. FIBHEA. MTEXB) BE
WERER, SHEYIREDN 40 ug/mL,

BEMETLER: ERBECESRETERESE, BERBAREE, BHli A HRKRESS0.1.0.2. 0.5, 1.0,
2.0%03.0 ug/mL, BAERESHI7 0.4, 0.8, 2.0, 4.0, 8.0 12.0 yg/mL BWRFEAIRETER.

F%%ﬁ%

1B S HERRA

ERES B, IRFEAXSYHIENEER., RESIEZEHFEANNER, TRSREBTIBN, EAM
RRTALIES B h, SPEM%ERAK (FRR: BREE: 2 mM SBRIR =2:1:17, BRIAZE pH=0.8) ZIWEEETA
LGMMMS%% u%%&ﬁ%mﬁ%@ 2T, N THBERMNERRET, RtHIENEEINRREER

 KUBEBRSFIERN. RENE, ALRPHIIRERTEBINGEAER (B1) , BSLHAKEACE
@ﬂ,Tﬁﬁ%ﬁ&émﬁf,W%%Mﬁmﬁ%ﬂﬁ&k%aﬁFiMﬁ%@ LENERE (B 2) .

LTI
SR
BiENGEH 20 uL
= RN &
BAOEAGH 50.0 uL
B HEmES e AR () -
BN 1 53 20 ~ _
U
FENBSEL HaE ‘
1 BFEAERRRE
Q 333.20>98.10 (+) 3.88e5
100.00 - N
S1-EBFEN
JS1_EEEHEE
% -
0.00 -————F—F——F——F—————TF
4.5 5.0 55 6.0

2 AMBEEREABRNRERNEXN LEIEE
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3.2 ERir it E

SEBEAMNERIAEE EETARNFEEN MRM €1IEEWMNE 3 Fix, ESH1-10 WEEMHEIAX
MBER. RRBECl. NEWBHR. KARBE (2+C2a. HBEB. #BBR. KKEBZE Cla. FHBBEHEA. &
EBX. 5% B, BEESBRY, BELTH.

(x100,000)
2.754 N

2,50 -
2,25

2.00-

1.50; j

] \_
1 .00—z E

0.75- JJ /\g\:u

0.50% ‘«4\?
0.251: “
0.00 — ’E\

T T T T T I T
5.75 6.00 6.25 6.50 6.75 min

T T T T T
4.25 4.50 4.75 5.00 5.

3 REBEERLY) MRM &IEE (A4 10pg/L, B4H 40 pg/L)

3.3 RER AN H R

EERE HREFmIZR 2.1 Fmpl GBS BRBE T AERSR, EBRBEESIRELFRE 100 uL, A=HE
FRARHEZE 1 mL, S AEKREN10. 20, 50, 100, 200 1 300 pg/L, B HIREN 40. 80. 200. 400.
800. 1200 ug/L BIRFIERICEARERR , HRERIE - BRREENE . LEEBFYRECIEIEARNPLIR.
A N AR ER BRI, SRltRERZ, SKEIFARMEXRE. REKER/IFERIE, L3 EER
Bt EREEE XA MNFIQER, EERWNE 3 ix.

Area Area Area
rABRC | rxE=ECIa | HE=B
Jy=1253466x+24030.48 706 -y = 22653.26x - 6580.418 7y =838.2989x - 26403.13 [ J
3.5e6 |R*= 09997374 R=0.9998687 {Re=0.9996416 R=0.9998208 1.0e6 -|R2 =0.9873901 R=0.9936751
1 Curve Fit: Default (Linear) 6.0e6 - curve Fit: Default (Linear) I curve Fit: Default (Linear)
3.0e6 -| Weighting: Default (1/C) - Weighting: Default (1/C) | Weighting: Default (1/0)
< Zero: Default (Not Forced) 3| Zero: Default (Not Forced) | Zero: Default (Not Forced)
1 5066 | 8.0e5 |
256 1 1
] 4.0e6 -|
2.0e6 - ]
15¢6 4 3026
1.0e6 206
5065 4 1.0e6 4
0.0e0 | T T T 00e0 —————F——— 7 00e0 +—7
0 100 200 300 0 100 200 300 0 250 500 750 1000
Conc. (ug/L) Conc. (ug/L) Conc. (ug/L)
Area Area Area

| massE - | wemn
9.0e6 7|y =7687.126x + 78546.07 45¢6 3 ykjws'iis.sosuswnzo 3.56 |y = 12026 45x + 33747.95
JR2=09962429 R=09981197 IR = 009963481 R=00981724 R2=0.9963194 R=0.9981580
8.0e6 7 ) ) 40e6 ] 1 ) .
| Curve Fit: Default (Linear) *| curve Fit: Default (Linear) 3.0e6 -| Curve Fit:Default (Linear)
*| Weighting: Default (1/C) J Weighting: Default (1/C) U85 3 weighting: Default (1/0)
7.0€6 + Zero: Default (Not Forced) 3.5€6 < 770 Default (Not Forced) | Zero: Default (ot Forced)
6.0e6 3006 - 25¢6 5
506 4 2506 - 2066
4.0e6 20e6 1.5e6
3.0e6 1.5€6 -] 1
4 1 1.0e6
2.0e6 1.0e6 1
1.0e6 4 5065 3 5.0e5°
0.0e0 4 T T T T r 00e0 0080
0 250 500 750 1000 0 250 500 750 1000 0 100 200 300

Conc. (ug/L) Conc. (ug/L) Conc. (ug/L)
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Area Area Area
| rxBRC2+C2a 3.0e5 | BB mEEA
Jy=8988.278x+19912.78 y=979.0006x + 1263.687 ® y = 4328.936x - 31972.90
2.56 -|R?=0.9990517 R =0.9995257 {R=0.9979167 R=0.9989578 5.0e6 -|R2=0.9998145 R = 0.9999072
3 curve Fit: Default (Linear) 2.5e5 - Curve Fit: Default (Linear) Curve Fit: Default (Linear)
| Weighting: Default (1/C) | Weighting: Default (1/C) Weighting: Default (1/C)
2.0e6 -] Zero: Default (Not Forced) - Zero: Default (Not Forced) 4.0e6 -| Zero: Default (Not Forced)
R 2.0e5
] ] 3.0e6 |
1.5e6 ] 1565
1.0e6 1065 ] 2.0e6 -
5.0e5 - 5.0e4 1.0e6 -]
0.0e0 : : . 0.0e0 T T T 0.0e0 4 ————————T T T T
0 100 200 300 0 100 200 300 0 250 500 750 1000
Conc. (ug/L) Conc. (ug/L) Conc. (ug/L)
Area

=&
]y =2870.805x - 14881.80
90e5 JR?=0.9969254 R=0.9984615

8.0e5 — Curve Fit: Default (Linear)

3 Weighting: Default (1/C)

7.0e5 2| Zero: Default (Not Forced)
6.0e5
5065 3
40e5 ]
3.0e5 ]
2065 4
1.0e5 4

0.0e0 4
0 100 200 300
Conc. (ug/L)

B4 SEMREERAMRERL
F3 FERTEAMRERZRICHR

PRAER £ BXABR  ERE% KRR (ng/mL) EER (ng/mL)

1 KRREBZ C1 Y = (12534.7)X + (24030.5) 0.9999 95.5~103.2 0.05 0.14
2 RAREB% Cla Y = (22653.3)X + (-6580.42) 0.9998 93.7~107.3 0.07 0.21

3 WMEEB Y = (838.299)X + (-26403.1) 0.9937 82.8~126.0 4.49 13.62
4 MEHEBHR Y = (7687.13)X + (78546.1) 0.9981 86.1~112.7 0.14 0.43

5 ANER Y = (3725.31)X + (59771.2) 0.9982 95.0~110.8 0.93 2.82
6 WHEXR Y = (12026.5)X + (33748.0) 0.9982 86.0~111.6 0.06 0.19
7 RAREZE C2+C2a Y =(8988.28)X + (19912.8) 0.9995 94.5~107.4 0.05 0.14
8 HEEB Y =(979.001)X + (1263.69) 0.9990 85.4~106.8 0.68 2.05
9 REBE A Y = (4328.94)X + (-31972.9) 0.9999 94.2~107.6 1.93 5.85
10 REBER Y = (2870.80)X + (-14881.8) 0.9985 87.7~120.1 0.82 2.48

3.4 EEMTLI

REA 10, 50 #1200 pg/L (PLA A B REM) WERIMNETERESLZNE 6 X, BENBHNETE,
REREH @D N YR B 8 IE R E ST RERZE D 57E 0.03%~0.09% #1 1.41%~8.38% Z /8], X 25¥5
BERI,

x4 [EHELAYRBENEBNERRESEHER (n=6)
RSD% (10 pg/L) RSD% (50 pg/L) RSD% (200 pg/L)

RT Area RT Area RT Area
1 KAREX C1 0.05 2.73 0.06 2.96 0.08 2.48
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2 KAEBZE Cla 0.04 6.27 0.06 432 0.08 2.47
3 MEEB 0.03 4.24 0.06 1.59 0.08 1.41
4 WEPES R 0.04 3.48 0.06 2.39 0.09 2.77
5 AUNEBR 0.05 3.92 0.06 2.45 0.08 1.87
6 HEER 0.04 2.97 0.06 4.21 0.08 1.88
7 A= C2+C2a 0.03 6.72 0.06 4.09 0.08 1.87
8 HWEEB 0.03 8.38 0.08 5.45 0.09 438
9 *HBBEA 0.04 5.51 0.06 2.10 0.08 3.42
10 REER 0.04 8.23 0.07 4.05 0.08 4.02

3.5 MNARERZE

BARERERESWNOFIN S 9, MABKRIMER, ERED 579 20 #1100 pg/kg (BLAAM) , HFm
ZERBRFUE, ZR1.2PHSWEAENE 10 M ERELMHMREEZER, FTNE 3R, HEKRERE
74.8~103.3% ziE, BEFRERIE S,

x5 FEREFELYOIRELER (n=3)

INARREE 20 pg/kg INARREE 100 pg/kg
ERE % RSD% B % RSD%
1 RREBZE= C1 91.3 1.93 89.8 4.59
2 RREZE Cla 74.8 4.12 75.8 7.09
3 MEEB 81.7 1.23 83.4 1.48
4 WEEBER 103.3 3.07 86.3 4.47
5 AREBR 83.4 8.41 89.5 7.14
6 HEEx 79.6 8.84 79.4 1.27
7 RREBE C2+C2a 80.2 3.35 88.2 8.07
8 HMEBEB 78.0 9.64 79.4 10.09
9 REBEBEA 79.9 11.30 82.1 8.06
10 TEER 83.4 9.56 88.0 8.60

W 4ie

KEEmRZEERNE (FENPRERETRAMZBEONE RESIE - SEEEE) ERXELBEL
TERBBR=ZENRTRERKBUNEF NP REREXGMILENTT A, 10 MEYTE 0.1 pg/L~3.0 pg/L iR
ESEERLMEREF, XA r7£0.993 LLE, IARKED 20~100 pg/kg B94Fam, EURZETE 74.8~103.3% 26,
ZHELTHERABFNANIMSKRES SR, 2MNEE, REES. EREH, IBRTFENTEERES

VIR B R AR, N

i

52eWER (PE) FRAE -2 PO

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

Email: dr_jin@shimadzu.com.cn Tel: 86(21)34193983 http://www.shimadzu.com.cn





