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LC-MS/MS M 7E 7K 7= &a &P+ — i 7K B i
HRSE 25 5% B8

LCMSMS-1028

HE . AXERA=ENRTERKBN, BE2F RXBFR, B TKTRmP+_fEPEREAYEZEZEN
ENHE. FEHEE2H RXIRE & Corespray 2K, 5 ng/mL #1100 ng/mL iRKEX R @AR, ELHFE 6 X, +Z
Fh R P EIRE 2SO R B B FIEEm RS R ERZ (RSD%) 258I7E 0.30% #14.88% LA, BHE=HtXEEiH
¥, RBIAREERIENTERE (RSD%) H8I7E 0.26% F18.10% LA . 5 pg/kg 1 50 pg/kg BN REIREE
DFREIULERTE 87.6%-107.0% 28, FIT=HH@M RSD% 1£ 1.51%-9.78% 28, A5 EEE, faE, Hif, o
HEXARSE,

FKiRIE . SEMRIFREBBMN RXR K& FPBRE

BARFR:

S FEHAEWRXIE, ¥ ATEASRELENTE, #—PRARVURSE;

* RTERBERS, E2MRN 0.05-0.31 ug/kg, MFERELBIRERSE 10 BLLE.

< RXRBCE 23T Corespray K, AiRREM, BE=ZMEE#HE, RSD /INF 8.10%.

FERBAREZGYRE 20 M2 70 FRAF LA —7p
RRF, EEIMERBRRK/LT ROSHLINSF
BPYRK, FPBRERAGERVETDREES
ZFR, BERGIEAIETHSRBRASEILN
. BREFARNHANKKIES, BEEEEENK
SEMEMBUEEE, EKTHREP, KBPHIRE
AYERTHAEFRORERE. SNREERY)
SEEAANG, RIEMRE | KERIREE —ERER,
SMARRRTERE.

HTEAPRERERANVBEREESREIZA
SEMENL, RUBRIEENRN G EZEREEIE

| ISEnEips)

% RIEEIERIEEKAE. SE&MELHN LCMS-
8060RX RAEIMZITHIMMA ESI BFIRE. BFEE
89 lonFocus B FRERARIAK CoreSpray IRER K,
NFERFEAERTYLIH—DRADITHEENER
NREM, ANESE (ERTLERNE KFa®
FEREIREAMEBENN EREEE - BEKRIE
EY IERERFS, XA LCMS-8060RX ¥ T K~
mP+ZRHABBRERGVNENGE, ZHEE
B, BRE, REES, nEMAMELRE, HEXKE
WARSE,

IRENE
Azl - CBM-20A B A #Hl : DGU-20Ac
W ® & : LC-30ADx2 Bahi#EFEs © SIL-30AC
H R % : CTO-20AC B T{EUh : LabSolutions Ver.5.120
JRE 16 N 25 LCMS-8060RX
1.2 &4
RIEEIE R
B & M : Shim-pack GISTC18 (100 mm x 2.1 mm |.D., 3 um), P/N:227-30008-05,

5% (£i8) XRHMERAT
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A

wo© A A18-0.1% BBER/KAHKR; BE - FES
i B ;0.4 mL/min o KRR 0 5L
H m o 40°C HEREE 15°C
B I 0 BEWRE, BEWBIRERN 0%, NEEFLE 1.
x®1 BERRNEER
Time(min) Module Command Value
6.00 Pumps Pump B Conc. 95
8.00 Pumps Pump B Conc. 95
8.10 Pumps Pump B Conc. 60
10.00 Controller Stop
RIS S
B f D ESI (=) DL & E 150°C
EHS KRR 50L/min MAKESEE © 400°C
m#HE KRR 15.0 L/min B O & E : 300C
FRSEAZE : 3.0L/min A#HE R SREEN(MRM)
%2 MRM 2%
= - - e o Q1 Pre
Fs BR CAS = AR T BT ) CE(V)
Bias(V)
154.2* 21 11
1 K AR 196791-54-5 307.0
126.2 21 22
471.0% 24 12
2 SRR 116714-46-6 491.0
305.1 24 15
438.9* 16 12
3 AR 86479-06-3 459.0
175.1 16 36
339.0* 28 12
4 AR 83121-18-0 379.0
359.0 26 7
" 326.0* 36 17
5 = 17 AR 103055-07-8 509.0
339.0 36 11
323.1* 18 10
6 FANAR 35367-31-8 343.1
156.2 10 12
154.2* 19 11
7 REHR 64628-44-0 357.1
85.1 19 42
305.1* 26 13
8 ST SR AR 86811-58-7 504.0
483.9 28 12
518.2* 28 15
9 SRR 71422-67-8 538.0
354.9 28 18

LCMSMS-1028

Q3 Pre
Bias(V)

29
25
22
30
29
29
24
18
21
22
22
16
16
30

22
24
17
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129.0% -28 -35 -25

10 i 68157-60-8 248.0
93.1 -27 -15 -18
158.0% -11 -15 -30

1 B R AR 35367-38-5 311.0
141.2 -11 -24 -11
158.1* -11 -20 -12

12 B RAR 101463-69-8 489.0
141.2 -11 -39 =17

FCRAEEBF
1.3 i m RAEm Sl &
PR R SUEZARARFO K A0 BRARAE SRR (100 pg/mL) , B X EF/RERERBRA S, SR RRIK PRBRAK .
gAMR. Bk, ARk, |k, AWK, FEEK. BRIEEKESRERAR (10pg/mL) , WERIEAT,
SMERIRERAR (10 ug/mL) : EHBEEESHEKITERBZR (100 ug/mL) FRERT, BB
BRAECSEZE, BEHIBIREN 10 pg/mL BRERIER, -18°CRIKRE .
KAAFITERBR (10 pg/mL) : ERBEUEERMIRITERBR (100 ug/mL) FTEERF, BCBEHR
HAEBREZE, BHIBOREN 10 pg/mL BRERIBR, -18°CRIERE
BENEDRE TR (1pg/mL) : EREEUEE 10 ug/mL 89 10 FIRIRR . SIEER . RARIFERIBR
TERERT, ACHERBRATCEZEZE, BREMREN 1 ug/mLEEESIRNELER. 4°CLATRE, BXHE 2 A,
HomieE:

MRERK ™ mif ) (2£0.05) g, EF 15mL BERZIERLOES

\ 4
MAZHEE 6 mL

SRIEES 30s, BFERE 2 min

\ 4
MATKTRERSE 1.5 g FISLHh 0.2 g

SBEEES 30s, 8000 r/min B0 5 min
\ 4
LERBEZE 1S mL AT, ZBEINSHE 6 mL EERE—IX

B EBERT 15 mL BEMH
\ 4
BZFERREZE, BY&R
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LCMSMS-1028

ERERNERZRAR75mL F10mL BOES

l

IIATKEREREE 0.5 g FI N- BREZ ZRRIRHIFI 100 mg

l SBEEIRSS 1 min, 8000 r/min B/ 5 min

EBERBES—T10mMLBLOEP

50°CRSREIRT
A4

I 70% OBEE®R 1 mL BRI B Y

\ 4

FERES 30s, 8000 r/min B/ 5 min

R EEHIE 0.22 pm HMFLIEEE, £ LCMSMS 123

HRLERERENGIR: BEEEANELER, B 70% NOBEBREERRES 2ng/mL. 5ng/mL.
100 ng/mL #1 200 ng/mL B RIBEIREBRER . 28IE 1 mL 1A 6 BEREFNFHY

10 ng/mL. 50 ng/mL.

TEIAAERED, RIEAMEZERY), 8000 r/min B0 5 min, BXEFR,

SONE
HZRIWIe

2.1 12 MERPEIRELY EIEE

SRFLIRER, H=FNRITREKA

Q307.00>154.15 (-) 312e5  Q491.00>471.00 (-) 1.05e6 Q 459.00>438.90 (-) 1.39e6
RT=3.740 RT=4.747 RT=4.703
3.0e5 ] 1.0e6 ] 1
1 1 1.3e6]
2.5e51 8.0e5 1066
2.0e5 ] 3 1
] 6.0e5 755 ]
1.5€5 ] ] 1
E 4.0e5 ]
1.0e5 3 ] 5.0e5
5.0e4 ] 2.0e5 2.5e5
O‘Oeo:'I""I""I""I""I""I""I' 0'080-.,...,,.,,.l.,..l....,....l 0'Oeo----|----|----|---'|'
25 3.0 35 40 4.5 5:0 ) 35 4.0 45 5.0 55 40 45 5.0 55
{ReRAHE (min) {REBASE (min) {RezAHE] (min)
J— A
K 4 Ak SBLAK SRR
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Q379.00>339.00 () 9.65¢5 Q 509.00>339.00 (-) 565e5  Q 343.10>323.05 (-) 9.83e5
RT=5.141 RT=5.308 RT=3.807
] 5.0e5- E
8.0e5 - ] 8.0e5 |
4.0e5 ]
6.0e5 1 6.0e5 1
: 3.0e5 ] ]
4.0e5 ] ] ]
] 2.0e5- 40657
2.0e5] 1.0e5- 2.0e5 ]
0'060---|‘-'-|""I""l‘ OAon-'l""l""I""I""I'"'I""l"' O‘OEO--|----|----|---'|""
45 50 55 6.0 450 475 500 525 550 575 6.00 30 35 4.0 45
{REBAFIE) (min) {RERRYE) (min) {REBESIE) (min)
e .
AR = 1 AR EaRAale
Q357.10>154.15 (-) 6.34e5 Q 504.00>305.10 (-) 243e5 Q537.95>518.20 (-) 6.27€5
RT=4.133 RT=5.379 RT=5.873
6.0e5 -] ] 6.0e5 -
5.0e5 ] 2065 5.0e5 ]
4.0e5 4 1.5€5 ] 4.0e5 —
3.0e5 - ; ]
; 1.0e5 - 3.0e54
2085 ] 2.0e5-
1.0e5- >0e4 1.0€5 3
0‘Oeo""|-"‘|'-'-|-"‘|' 0'Oeo-"-|""|“"|-'-'|'-"|" 0-090-|n---|-lv-|vv-'|llv-|v-l'|"'I
35 40 45 5.0 45 5.0 55 6.0 6.5 45 5.0 55 60 65 7.0
{REBAFIE) (min) {REBAFIE) (min) {REBAYIA) (min)
> A [} L]
REBR &0 42 R 0 B
Q 248.00>129.00 (+) 2.56e6 Q 311.00>158.00 (+) 418¢6  Q489.00>158.10 (+) 2.60e6
RT=2.071 RT=3.507 RT=5.551
2.5e6 - 4.0e6 | 2.5e6 ]
2.0e6 ] 2.0e6 ]
] 3.0e6 ;
1.5€6 ] 1.5€6
] 2.0e6 1 :
1.0e6—: ] RT=3743 1,066
5.0e5- 1067 5.0e5 ]
0'0e0-..,...y...-v-|nv-- O'OEO7|----|----|----|--- O'Oeo-lll"|"-'|‘--'|""|"'-|“II
1 2 3 2 3 4 5 40 45 50 55 60 65
{REBRTIE) (min) {REBAIIE) (min) RERRYIE) (min)
e
SR AR B =R ik R

1 12 MR PERZEZSY MRM &1%E (50.0 ng/mL)

2.2 ZME5EH

REB 13N ECHI 0%, Bel 2. 5. 10, 50, 100, 200 ng/mLARERTI TIEIAR, FERAIMREINE TIFi%,
PROEMZILE 2, HXRBIKRT 0997, PL2 ng/mLRERER 3 EFERILLNITERLR, 12 fEPE
AREZMAE HRA 0.02-0.10 ng/mL.

i1 ER ER

1y =1311048x + 2218844
2.0e7 | R2=09978514 R =0.9989251
| oA BRA (B )
-| oA BRA (1/C

7y = 30902.55x - 8208.480
7 R2=09962011 R =0.9980988
| BothEeEL: BOA (B )
- hoi: BRIA (1/CA2)

~2)

LA e B S B R I | T T T T T L
0 50 100 150 200 0 50 100 150 200 0 50 100 150 200
RE (ppb) WRE (ppb) WRE (ppb)
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REES

1.5€7 |y = 84409.25x - 4546266
JR2=09954514 R =09977231

1.0€7 | rtinssens: BiA (B2 )
3 omi: oA e

0 50 100 150 200
WREE (ppb)

:y 62045.38x - 6243795
1.0€7 - R2= 09971794 R = 0.9985887

] o RRL: BN B2%)
| InA: BRIA (1/C12)
g 3R

0 50 100 150 200
WREE (ppb)

7y =290077.8x - 7510543
{R2=09954917 R =09977433
| AR BOA (B4
| o ERIA (1/C12)

0 50 100 150 200
WREE (ppb)

[

1.0e7 -| AR
|y = 48980.85x - 2774420
]R2=09963291 R =09981628

5 Qg | FOEHEAT: BOA @)
€6 HOAZ: BB (1/C~2)
oao

0 50 100 150 200
WRE (ppb)

| R
4.0e6 ]y = 22649.81x - 3508.444
{R2=09968540 R =09984257

{potmemsen mil @s)

| i B (1/CR2)
2086 1 i B i

L L L L R R L R B I L R LR R B
0 50 100 150 200
WREE (ppb)

et
|y =440023.2x - 183694.2

| R2=09941558 R =0.9970736
rommmesen: ol @)
5.067 iz ik (1/c2)

T —
0 50 100 150 200
WRE (ppb)

B2 FPBAREDHYRIERL
&3 FEHEERE

YRR ER LS

LCMSMS-1028

R

TR

1y = 9393693x - 2132438
{R2=09965444 R =0.9982707
oeanesaem: s @)
1.067 g g6k 1/cn2)
| =aE 9l goomes

0.0e0 ——
0 50 100 150 200
WRE (ppb)

iz

| FEnR
|y =55252.60x + 8590.244
- R2=0.9958499 R =0.9979228

Z BOFST BOA (B45)

0.0e0
0 50 100 150 200
WREE (ppb)

-y = 228319.8x - 79583.21
| R2=09946866 R =0.9973398

1 BoteEEERY: BOA (B15)
| A ERA (1/CA2)

0 50 100 150 200
REE (ppb)

ZMESEE (ng/mL) XA r HEHRE (%) HHFR (ng/mL)

1 SKE Ak 2-200 0.998 95.1-108.9 0.05

2 EliiIT 2-200 0.998 94.6-108.2 0.03

3 R % 2-200 0.999 94.9-105.4 0.05

4 AR 2-200 0.998 90.6-108.8 0.03

5 = 1 AR 2-200 0.998 93.8-108.6 0.02

6 ERAl)iTS 2-200 0.998 95.4-108.8 0.04

7 R 2-200 0.999 95.4-108.0 0.02

8 T IR 2-200 0.998 94.1-105.7 0.04

9 SRR 2-200 0.998 93.5-106.7 0.04

10 SULZRHR 2-200 0.998 91.8-106.8 0.10

11 F& R AR 2-200 0.997 90.1-109.4 0.02

12 & R AK 2-200 0.997 91.8-108.3 0.03

23EEMER

smmm 100 ng/mLIRENBRIAKR, ELHFERRBNENEMRNES Y, BREL 6 HRBIE

MIEER BB TRERZE (RSD%) \%U?’:EOB% M 4.68% AR, ,n%ﬁﬂ%%ﬁrﬁﬁj?o BE=#tXEE#HE, RE

EITIEH*[I EEROBNIRERZ (RSD%) 2 5I7E 0.26% F18.10% LA, 7 iEFE?

BERY.
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F4 XPERIREAOMIRERRES 6 HESMER

. IEEFR RSD (%) {REBRYIE RSD (%)
5ng/mL 100 ng/mL 5ng/mL 100 ng/mL
1 KA Ak 2.99 3.58 0.05 0.15
2 FELAR 1.84 4.51 0.13 0.16
3 EEkg 3.62 4.86 0.12 0.15
4 FAAK 4.68 4.87 0.10 0.25
5 Bl 3.02 4.84 0.13 0.30
6 ERAI T 2.40 3.67 0.07 0.16
7 REHK 2.95 2.75 0.10 0.10
8 FUIE B AR 3.38 4.84 0.13 0.28
9 ER 2.30 4.75 0.07 0.19
10 SRR 0.70 1.38 0.09 0.14
11 i S Ak 1.08 1.75 0.07 0.16
12 R AR 2.94 4.88 0.10 0.26
2.4 INtREIREE R

BREF=AER, &R 1.3FGESE, MERETR. S NREKFNREIREER, 8NREF(TH
BE=MEm, #TEEMER, BRREFRERTE 5-50 ug/kg HINRESEE, %4 5 pg/kg. 50 ug/kg MPKF
RORINE . WAKFIEEIREREEMHERIEK S,

F5 ERERLER (n=3)

HakE  FIRE (ug/kg) FHEEE (%)  ENIRERE (%)

. 5 103.0 2.47

1 K4 AR N.D.
50 95.2 4.55
5 104.1 1.79

2 Eli TS N.D
50 97.1 5.77
5 101.7 2.27

3 SRR N.D
50 101.6 7.22
5 107.0 3.14

4 SRR N.D
50 87.6 9.31
5 95.1 3.45

5 EA L N.D.
50 96.6 3.70
5 99.4 3.35

6 ERAIliITS N.D.
50 93.9 5.07
5 99.1 3.11

7 FERBR N.D
50 96.8 3.57
5 96.4 2.36

8 Ela il N.D

50 96.4 6.71
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5 103.6 473

9 S AR N.D.
50 97.9 5.03
. 5 100.2 2.15

10 SR AR N.D.
50 94.3 2.55
5 95.4 1.51

11 Bk R AR N.D.
50 90.9 3.07
5 102.7 2.19

12 &1 R K N.D.
50 95.6 9.78

E: N.D. RFERIEE
H e
ARIER SR &EH LB LCMS-8060RX ME K+ i KBEIRELY . FmBIBIRE, 2 PSA
F, ZENRTFRRKBIUOMREEE, LMBETE 2-200 ng/mL, XA RIHTKT 0.997, HEZRE

AEETE 90.1-109.4% Z (8, EEM. ERENERYHREREREARENR, IBTK"mPERERIK
EEY/L Y w8

SENAT

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





