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LC-MS/MS Hll#52 o S B E 2517
B

LCMSMS-938

ME: ANBIUTEASEBRRRECE=ENRITREFANEEEFaEBTAMERBENSE. 1

MERENEE YT S pg/L~500 pg/L RETERLERY, BXRAKrE 0998 UL, ES. P R=EDRET,

HEMBR B EIEEIRN RSD% 9 37E 0.09%~0.47% 1 1.13%~11.75% 2@, NEBEEZERF, MITR

EFE 25 70 50 pg/kg B9t m, EEIULETE 68.5~93.4% 2id. ZHEARBES, 2ififEE, SREHR, IBT

BrombaBERaanixESrEREERN,

KHiE: ZEMRTRERAN B2 SEEERY

BRARER:

 ERTRAMIAFE/NAD, TFERDEPERBF AN RENEZR, DUEERRERTES
MEVRE BEH I EBY ADH FRIEES .

X F3 Peakintelligence RDL N, TEIINSEHIRE, HIELERFEHE,

SSL-CA24-331

[EBEEXAY) (AGs) 2BRIREREMAEL
BELUERESMAK, TEFRAREBARNES
FRER, EAEMBENESELREZNL, AL
ENEFER. BFR, EXEREAG WARKEHR
EENESH. ESHESREANEREZNE, ™
ENZSHAE, EERLT,

2019 &, RIRIIER. DREREMERHTHEE
EELSBHKAAMAGB 31650-2019 ( BEm&Z 2 E
RINEREMPEARAKERE) WARBERPHY
RRBZE. FHBBZE. IBEEB. AUBE. #EE
MNEEBRNZBEREME THEIME.

W LR ES

HENTERNSDDERERRPREREEXS
MIRBRNVIRERYRD . ATREANNERR
Z, ZMNEERE(ERZ2ERRE Eratba
ERERAMAEENNE RESIE - HERIEE)
ERERLR, RERSBENENEIHNERSER
PAEFESESSIAE 7R #% SPE /NMERL, #3L
TEREDPRERTRAMEENRNG A, ZHE
BEEZEBAECTUERNAG, THEAERDEPE
BEFMAAMNSRENRIER, SRERH. U5,
EEFMAN, IXUANETRPREBEEE XL
BENERRN,

IRAENE:
ALK K 5E Nexera LC-40 X3 5 =EMWRAFRIEMN LCMS-8050 BXR R K, EAREN:
A@{EHIgE 0 SCL-40 B ¢ SIL-40CX3
WOR | LC40X3x2 BRi& L : LCMS-8050
¥ R f : CTO-40C @i T{EUh : LabSolutionsVer.5.114
ELBRSN : DGU-405
1.2 DM
GEESLS
B & M : Shim-pack Scepter C8-120 (100 mmx.2.1 mm1.D, 1.9 um)
5# (L8) XKFEMBRAT, P/N: 227-31033-05
wos1 M AE-01% FERKAKR (2 05mMCRZ ), BE-ZKE
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= 35°C

i : 0.3 mL/min
#ORE KRR . 5L
B A X 0 BERE, MBRENBHES%, NEaERLER

&1 BERBRER

[

Time Module Command Value
2.00 Pumps Pump B Conc. 5
6.00 Pumps Pump B Conc. 40
6.50 Pumps Pump B Conc. 90
7.50 Pumps Pump B Conc. 90
7.51 Pumps Pump B Conc. 5
12.00 Controller Stop
FRiE S
B F R ESI, EEFER DLE& &2 E : 150°C
F £ 5 &5 2.5L/min MBRESRIEE :© 400°C
F & = &S 10 L/min # O B E @ 300C
m # 5 =5 3 L/min A #E & A SREEN(MRM)
woE S |5 (230 kPa) MRM & # : %2
%k 2 MRM 2%
CAS No. HAETF m¥BEF QI PreBais(V) CE (V) Q3 Pre Bais(V)
322.4* -17.0 -14.0 -16.0
1 KKREZX Cla 26098-04-4 450.3
160.2 -17.0 -23.0 -30.0
160.0 -11.0 -21.0 -10.0
2 KABZE C2+C2a  287916-51-2 464.4
322.2* -17.0 -14.0 -23.0
322.1*% -14.0 -15.0 -22.0
3 KAEZE C1 25876-10-2 478.4
160.1 -11.0 -21.0 -30.0
161.2* -22.0 -29.0 -16.0
4 WEEB 1405-10-3 615.3
293.1 -20.0 -22.0 -20.0
262.9* -22.0 -31.0 -12.0
5 WEHEER 5490-27-7 584.3
246.2 -22.0 -38.0 -16.0
333.2* -14.0 -20.0 -23.0
6 AMEE 22189-32-8 351.2
207.1 -13.0 -24.0 -14.0
263.1* -22.0 -33.0 -17.0
7 PEER 3810-74-0 582.3
246.1 -20.0 -39.0 -11.0
_ 324.2* -17.0 -17.0 -22.0
8 ZhE=R 32986-56-4 468.3
163.2 -17.0 -23.0 -17.0
177.2* -20.0 -27.0 -12.0
9 HEERB 31282-04-9 528.3

352.1 -20.0 -25.0 -25.0
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163.1% -12.0 -25.0 -16.0

10 HB= 25389-94-0 485.3
324.2 -17.0 -17.0 -15.0
. 217.2% -20.0 -27.0 -23.0

N TEER 37321-09-8 540.4
378.2 -20.0 -18.0 -18.0

CRAEEBT

B mar i 75 A F AR S TR EC

2.1 HEmBIALIE

REX: MREULAL5 g (FBHZE 0.059) F50mLBOED, M0 mLBERIBEZ TR (& 5% =K KRN
0.4mM R CER") , ®iEIR% 1 min, #85& 5 min, F 4°CTF 8000 r/min B/ 10 min, BXEBFRF S
—BERZIEBOED, TREMS mLREZPREERN—IX, F LER, BBRAZTIRESZE 20mL,
%M,

B X FBBREZ. K& 5 mL 2507EH MCX SPE # (200 mg/6 mL) . WCX SPE#F (150 mg/3 mL) »
ERRDHERED, — i MCXSPE, BRKXRBAXK. BEEE 7.5 mLMEHT, 5 mL S/KEEARTH,
BFAIHEER. FPEER. KEEBER. AMBER. HBENZAHEER. 5 —HASEKWAIRATH pHA TS,
i WCX SPE#, 7.5 mLAKMERT, B5mL CRBFESREE, BTFoiEER. RaRSEZMRXKREEX.
BB DB R D Bl F 40°CTFRRZEIETF, B 2mL 0.3% SBRK -HFBA A& (99: 1) &8, £ 0.22 ym RS
BERAERLEERD, # LC-MS/MSUE,

2.2 B RICEARE A R EC I

BEMELER: BEEN 11 MaEREXRLGYMEER (100 ug/mL) £ 0.5mL F 10mL ZHREERS,
FA 0.3% CERKBBRERZEZIE, RHIMREN 5 pg/mL RBERETIER.

BEENESIVETFREE, 2AMAZLREMANEZESQIXRRES, 40°CKBRTF, MA2mL
0.3% SBRIK -HFBA AR (99: 1) RIEAMEARY), BeHIAGRE S 5. 10, 50, 100, 200 %0 500 pg/L BIEE
Eﬁa%ﬁmtbmﬁ‘l&/ﬁﬁ, 2 0.22 Hm /)%Hi IiEfE LC- MS/MS MRE .

HZR5WiE
3.0 tERREIEE

HEMAZSBAFREERT, MABFHAHNES, RIBEXAREELNEDR - 2BEGKR, THEEH
hARMBFHAANESRENE P, Q8 LRERE, 8EESBRY, REES EBELTH(LTE).

(x10,000)
5.0+

40" J]\R
1
3.0 o

\Hi

2.0 \,l ‘L
%
Xk
0.0+
o 1j0 o 2.‘0 ‘ ‘ 3.‘0 o 4.‘0 o 5.‘0 o GﬁO S min

B 1 5pg/L SEEEELDY MRM &1EE
(1. KMEB=E; 2. 5%EB; 3. %¥5%; 4. NaHSE,; 5. JﬁﬁBﬁ%A 6. TEEX;
7. BHBE; 8. KABZECla; 9. KABE (2+C2a; 10, HIBEB; 11. KKBEEC)
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3.2 RO L NG H R

R 2.2 HARHIERCEEERIER, LMo, DUEUMBES FIEmR AN LR, BN RTE
ERBRENESIR, SRItERLZ, SKEIFSREMBEXRY . REKERIMERE, D3 EERIHTESR
EREEXAOMPINFICHIR, HEERWRK 3 Pim.

R R iR
xmEE e |
6.0e6 -{y = 11938.75x - 6242.930 7|y = 2599.085x - 2808.635 |y =436.2783x - 792.4758

R?=0.9979485 R=0.9989737 12664 R?=0.9978065 R =0.9989027 2.0e5 -|R2=0.9973893 R=0.9986938
5,006 -| POHLEERL BRA (B55) {openeien sl (Et%) 1 &ﬁmﬁﬁ zm (%)
080 1 i ik (1/0) | DA BR3A (1/0) | po: BRiA (1
TRIE B\ CRITFR) 1.0e6 -| T#E Bk GRiTR) | matsE moA (ﬁemﬁﬁ)

4.0e6 1.5e5 b

1 8.0e5{
3.0e6 ] 6.0e5 -| 1.0e5 4
20e6 4 40e5 ]
1 ] 5.0e4 -|
1.0e6 2.0e5 - ]
0 100 200 300 400 500 0 100 200 300 400 500 0 100 200 300 400 500
WREE (ng/mL) MREE (ng/mL) WREE (ng/mL)
iR [ g

3.5e6 | masm

FEPBRA ==

-y =6756.755x - 10278.30 6.0e6 y=12765.38x+3397.992 =7089.012x + 1225.371
3066 JR?=0.9978100 R =0.9989044 -Oef R2=0.9970383 R=0.9985180 2=0.9976431 R=0.9988209
U0 e soA ) RAEEREAL A (E45) | meenghm: A (845
1 nmi: ik (170 5.0e6 | DU BA (1/0) 3.0€6 7 iz gk (1/0)
2 506 2| THIE Bk GRIRS) T A CRIR) { s ok RigmRS)
2.5e6 |
2.0e6 - 1
1 2.0e6 -
1,596-: 1.5€6 -]
1066 1.0e6 -
5.0e5 - 5,095_5
0 100 200 300 400 500 0 100 200 300 400 500 0 100 200 300 400 500
MREE (ng/mL) WREE (ng/mL) WREE (ng/mL)
iR iR ‘R

40e6 -| #HBE
y =7661.687x-5991.287
R2=0.9989501 R=0.9994749

ROEHRELAY: BOA (B )
nAL: BRIA (1/0)
FHIE BOA GRER)

KABECla
|y =6271.038x-13474.42
3066 09980015 R = 0.9990005

&;&Eﬂkﬁ"i BRA (BL)
RA GRIZRR)

KABRCQ+Ca
y =8137.030x - 25856.86
R?=0.9964045 R=0.9982006

KO A (L)
3.5¢6 Jing moik (1/0
FHIE B GRS

4.0e6
3.5e6

;

3.0e6
3.0e6

2.5e6—: 2.0e6 -
1 25€6
2026 15€6 2.0e6 ]
1564
1 1.0e6 1.5€6 3
1.0e6 -] 1.0e6 -
1 5.0e5 -|
5.0e5 - © 50e5
00e0 #——7+7——7——————— 00— 000
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B B
MEE | ERBEC1
1y =2871.402x-8437.749 {y = 9089.730x - 31827.33
14e6 {R2= 09960661 R =0.9980311 {R2=09975211 R =0.9987598
| Rt BOA (B2%) 4.0e6 | ReAEaSRR: A (B2%)
| ht: B (1/0) { hmi: BRIA (1/0)
+| EE BOA GRISRR) | BHIEE A GRIR)
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#*3 [EREFXAVMRERZRQHR

R 26 BXFEER  EWBE % AWNR (ng/mL) EER (ng/mL)
1 ANBRE Y = (11938.8)X + (-6242.93) 0.9990 89.0~111.3 0.35 1.06
2 HMEEB Y = (2599.09)X + (-2808.64) 0.9990 79.7~118.1 0.07 0.22
3 HEE Y = (436.278)X + (-792.476) 0.9987 75.9~114.7 0.90 2.74
4 WEHEE R Y = (6756.75)X + (-10278.3) 0.9989 86.8~119.1 0.14 0.44
5 REBEBEA Y = (12765.4)X + (3397.99) 0.9985 82.9~115.7 0.05 0.15
6 ZEER Y = (7089.01)X + (1225.37) 0.9988 87.5~114.0 0.04 0.12
7 ZHhER Y = (7661.69)X + (-5991.29) 0.9995 83.3~121.3 0.06 0.20
8 KRKEZ Cla Y = (6271.04)X + (-13474.4) 0.9990 83.1~107.4 0.20 0.61
9 RAREZE C2+C2a Y =(8137.03)X + (-25856.9) 0.9982 76.3~119.6 0.15 0.46
10 WEEB Y = (2871.40)X + (-8437.75) 0.9980 77.6~121.4 0.55 1.68
11 RREBE C1 Y = (9089.73)X + (-31827.3) 0.9988 81.6~115.6 0.09 0.28
33EEMXR

WREXA 5. 50 #1500 pg/L MEFARETERELNE 6 R, BRUBNOEEE., FRIREHRPHUIR
By EEmRAOE N IRAERZ S BI7E 0.09%~0.47% F11.13%~11.75% 28, UFEEBRERT

x4 [EREEAYRENEMEBDREEMER (n=6)

RSD% (5 pg/L) RSD% (50 pg/L) RSD% (500 pg/L)

RT Area RT Area RT Area
1 AMEB=R 0.37 2.38 0.11 6.24 0.11 2.19
2 HMEZB 0.37 5.45 0.11 8.63 0.11 3.07
3 HEER 0.35 9.73 0.13 7.95 0.11 3.10
4 WEHEER 0.40 6.10 0.13 1.66 0.12 2.65
5 RHEZE A 0.40 3.91 0.12 2.28 0.12 1.55
6 REER 0.39 5.82 0.11 2.21 0.12 1.42
7 EmER 0.39 4.64 0.12 4.36 0.12 3.32
8 KKXEBZ Cla 0.34 7.83 0.13 3.39 0.12 1.13
9 KKXEBH C2+C2a 0.46 5.20 0.09 3.22 0.13 1.99
10 WMEXEB 0.40 11.75 0.12 517 0.12 1.94
11 KAREZ= C1 0.47 5.43 0.12 6.64 0.12 1.30

3.4 IntRENHRER

BARICHEEREAMNER S g, MABKRIER, ®RESHA 25 F 50 ug/kg, HmERNKFHE
BREBRI12PHNORAENE 11 HPREEEEMOOINREILZE, FTUE 3R, HERZETE 68.5~93.4% 28,
BRRERIES,
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x5 FEREFELYOIRELER (n=3)

ARREE 25 ug/kg AIARRE 50 ug/kg
EURE % RSD% El & RSD%
1 AMBE 88.4 3.59 93.4 2.90
2 HEEXEB 83.7 4.91 86.8 3.74
3 HER 78.4 7.22 77.9 6.75
4 REEER 74.8 6.48 74.1 7.54
5 RABEA 77.8 3.92 83.0 3.54
6 TEER 74.4 7.34 79.4 4.12
7 RHhBER 79.6 7.38 85.7 8.23
8 RREZ Cla 69.3 5.66 68.9 3.22
9 JRREBE C2+C2a 76.2 7.59 80.1 8.13
10 MEZB 70.4 9.47 68.9 6.50
1 KRB C1 68.5 8.34 73.6 5.29

W it

KEERRLERNE (BRIt SERERAMEBENNE REEIE - BERIZER) (ERBERREL
THERADRE=ENRTRERKAMNCEETIERETLAMEBNSE. 11 MEYIE 5 ug/L~500 pg/L iRE
CEIRNAMHRYF, HXARE r £ 0.998 LA L, MIRREN 25 %1 50 pg/kg BHam, [EIURETE 68.5~93.4% 28,
ZHAEALHFEARDEPERBFNARMSRELR AR, oMNEE, REES. EREH, IRTE RP
R[EFEEAYIRE S0 ERRN .,

SENAET

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





