Efl R oY SSL-CA24-473
l /==
SHIMADZU

Excellence in Science

L[C-MS/MS ENE R . R Fh &
B 18 MAEEARINKE

[ -

LCMSMS-977

HE: AXERSE=EMNRITRERKBIGEL THRENERH . ZEHEBXFRIZABNE 18 e
ML, 18 U EMNREMEZHNEXART r 9KTF 0999, EHENIFHTCEANLHEEXERY, SKRE
REERETE 90.9%~111.8% 28, REMERG, 18 MU EMNRBN AMIERRNVBNIRERE D BT
0.020%~0.086% Z [@F0 0.29%~2.71% 28, {F/BEEBEE R . FmINREIZETE 82.88%~109.87% &, X
2B HPRTE 0.18~3.25 ng/mL Z 8,

KHEiE: SEMRTRERAN JFSARRXES RERS R0

BARFR:
% 18 f b & HPRTE 0.18~3.25 ng/mL (BD 0.02~0.41 mg/kg) Z /8, MFIrELER 0.5~2.5 mg/kg EER .
< Peak intelligence BHEER D INEE, IS LIAFRDITHE,

FEAENRGB I AR A SEE TEMEMK MILAEI SRR, IBEFINZEBMOE R
HENGERIE(CNRITIBRER, NMIAZIMER . HE. EXAFTESEERONG, FIMARRERE, E

MK, MM, RENRMXTBINESHER. IFE EYfRELD. AUEIREREMPIFEEERX
HFEARXRGR X ZHBEY, HEPRECANE HERENSEZEEEENRE N,
SEE. BDER. A5, KIEER. FENR AXZ% BJS 201714 {IR¥ . FHRBXH @

F, XEAYRSHRUEN, SERAHFIKE DT ZHEEMEF 18 MUEMNNE)  XBBE=E
BEEERSTETESEFER, WalEBrER POiRAT IR BREX B S E IR FH RAEXH @
. BSEMNZIIMRARINES DR, BIRER, hZREMNF 18 MUEMNNEL LA, REX
NEBWRERERmEBEX G mPIRERMZES MU ARSEER,

W LR ES

IREE
RASESVREEIE LC-30 AD 5= MRITFRIEN LCMS-8045 B A% . EFEER:
RFRENE . CBM-20A Bah# IR . SIL-30AC
w ® ® : LC-30AD B’ L : LCMS-8045
B 8 f : CTO-30AC & i T {Euf : LabSolutions Ver.5.118
1.2 D&M
RIREIE G

& & M : Shim-pack GIST, 2.1x100 mm, 2um C18,
P/N: 227-30001-04, 5% (L) LRB[BHMERLT
1 . A-50.05% PERH 2 mmol/L ZBREBR, B- 2B
i =® : 0.3mL/min = m o 35°C
#HOoE KR 2uL wB B X - BEWE, BAIE 5%, WE
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x1 BERBRRER
Time(min) Module Command Value (B%)
0.00 Pumps Pump B Conc. 5
1.00 Pumps Pump B Conc. 5
11.00 Pumps Pump B Conc. 95
13.00 Pumps Pump B Conc. 95
14.00 Pumps Pump B Conc. 5
16.00 Pumps Pump B Conc. 5
ESI+/- DL & E : 250C
3.0 L/min IREREE 400°C
10.0 L/min 20O &R E 300°C
10.0 L/min H# & K
4 kv

%£2 MRM&#

Z RN (MRM)

LCMSMS-977

1 —&mEm
2 BEE
3 EFIRER
4 2 &R
5 BERIR
6 DAR?=Tis
7 IEEE
8 e
9 BAXIES
10 BDER

CAS 5

22494-42-4

71125-38-7

38194-50-2

36322-90-4

89796-99-6

5003-48-5

202409-33-4

22204-53-1

36330-85-5

21256-18-8

BB T

249.00

352.05

357.10

332.05

354.00

314.10

359.00

228.95

255.10

294.10

BT
205.10*
157.10
115.10*
141.00
233.20*
340.00
121.10*
164.10
214.05*
250.15
121.00*
272.10
280.00*
252.10
169.30*
170.30
237.10*
181.20
103.00*
276.10

Q1 Pre Bais(V)

12.0
17.0
-10.0
-24.0
-13.0
-18.0
-23.0
-12.0
-10.0
-10.0
-16.0
-16.0
-10.0
-18.0
11.0
25.0
-30.0
-19.0
-15.0
-15.0

CE(V)
21.0
32.0
-21.0
-21.0
-49.0
-21.0
-24.0
-17.0
-44.0
-16.0
-16.0
-9.0
-31.0
-51.0
30.0
16.0
-12.0
-25.0
-32.0
-17.0

Q3 Pre Bais(V)

10.0
17.0
-10.0
-26.0
-14.0
-22.0
-23.0
-15.0
-13.0
-10.0
-10.0
-17.0
-28.0
-26.0
10.0
30.0
-29.0
-16.0
-18.0
-30.0
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229.10* 30.0 17.0 27.0

11 IEESal| 51803-78-2 307.00
198.10 15.0 28.0 14.0
. 199.10* 29.0 10.0 10.0

12 fLEE 5104-49-4 243.00
179.10 10.0 13.0 16.0
252.00* 30.0 11.0 29.0

13 WL 15307-79-6 296.00
214.00 15.0 22.0 21.0
242.10* 14.0 16.0 17.0

14 RITERR 41340-25-4 286.15
212.20 10.0 25.0 10.0
312.10* 26.0 9.0 15.0

15 N3] RS 3 53-86-1 356.05
297.10 10.0 19.0 30.0
171.10* -16.0 -16.0 -15.0

16 Z=T =0 42924-53-8 229.10
128.10 -27.0 -38.0 -25.0
N 253.10* -23.0 -16.0 -26.0

17 JEERIS 30748-29-9 321.15
265.10 -12.0 -17.0 -11.0
362.10* -11.0 -29.0 -29.0

18 EXRER 169590-42-5 382.10
282.00 -14.0 -38.0 -17.0

*RRNEEBT
1.3 BEinERRECH

FRAEMEER (1.0mg/mL) : HARIREX10.0 mgiRERZE 10 mL BEMRT, MA10mL FESTRES, EY,
FIRRE S 1.0 mg/mL BIAREMER, -20°CR7E, BHE 3 MR,

BEMERY TIERR: RERERZSAREET 1I0mMLAERT, BRERE, ZEBEESKRESD
B 1. 2. 4. 10, 20, 40. 100. 200. 400 ng/mL ¥RET/EBRK.
1.4 FmBl GBS

FETRFREX 1.0 g =M F 25 mL BEHRTE, M0A 20 mL BEE - KBR (4+1) , S, BFE 30 min, RAEE
afe, BREE-KEARK (441) EREZE, BIEE 10 min, EHKE2mL EERZE10mLIEMRT, BPE -
KAK (4+1) ERZEZE, BY, £0.22 ym HILREDIR, IWBRIEASNAR, HF 4°CEHT 24 /NBHR
FTRCA

B ER5TE
2.1 TR R B E
RAMERRIEIEERME 1 FiR,

12664
] I\
1.0e6 /
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8.0e5 | T T r e
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0e5 e~ = —
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1 o ———

0.0e0 ]
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{RERRTIE) (min)
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Q 249.00>205.10 (-) 600e4  Q352.05>115.10 (+ 101e5 Q35710523320 (+) 193e5
6.0e4 - 1.0€5 -
5004 1 1
] 8.0e4 1.5e5 -
4.0e4 ] ;
1 6.0e4 7 1
3.0e4 7 1 1.0e5
] 4.0e4 - 1
2.0e4 ] 1 1
1 1 5.0e4
1.0e4 4 20e4- ]
0.0e0 ] 0,060 F— 000 f—
800 875 900 775 800 825 850 875 700 725 750 775 800
{REBHSE) (min) {REBETE) (min) {REBESE) (min)
— N N
_ﬁﬁm %éa% ﬁ%&
Q332.05>121.10 (+ 145e5  Q354.00>214.05 (+ 6.85e4  Q314.10>121.00 (+ 9.85¢4
1.3e5 ] 60e4 - ]
E 8.0e4
1065 ; ]
40e4 6.0e4
7.5e4 . 1 1
1 4.0e4 -]
5.0e4 - 1 ]
2.0e4 - 4
2.5e4 ] | 2.0e4
0,00 0.0e0 ] 0060 ]
T T T o T 1 T T
775 800 850 875 900 925 950 700 725 750 775 800
RERRYIE) (min) {REBATE] (min) RERRYIE) (min)
== -+ 2 o
ZEE [EERAYT JAgFi
Q 359.00>280.00 (+) 509e5  Q22895>169.30 (-) 881e3  Q255.10>237.10 (+) 631e4
5.0e5 - ] 6.0e4 g
1 8.0e3 -|
40e5 1 5.0e4 ]
] 6.0e3 -| E
3065 ] 4.0e4
1 ] 3.0e4 ]
2065 -] 4.0e3
] 1 2.0e4 ]
] 2.0e3 -}
1059 ] 1.0e4 E
0.0e0 -} . 0.0e0 -} 00e0 ]
625 650 675 700 725 750 775 800 825 850 775 800 825 850 875
{REBAYE] (min) {REBATE) (min) {REBAYE] (min)
Wﬁ%% e S
Q294.10>103.00 (+ 464e5  Q307.00>229.10 (-) 6.64e4  Q243.00>199.10 (- 2.02e4
] E 2.0e4 -
4065 ] 6A0e4—5 :
1 5.0e4 ] 15e4 -
30659 40e4 ] 3
205 4 30e4 ] 1.0e4
20e4 ] ]
1.0e5 1 540e3 -
] } 1.0e4 ] ]
0060 ] - °~°e°:,....,.........,....,....,.. 00e0 _ .
875 900 925 800 825 850 875 900 925 "925
{REBESIE (min) {REBESE) (min) f%%ﬂj‘lﬂ (min)
BhER JEEEFR #:ELE S
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Q 296.005252.00 (-) 67604 Q28615524210 () 65le4 Q35605531210 () 6.90e4
6.0e4 - 60e4 60e4 1
50e4 - 5.0e4 5
40e4 ] 40e4 4<0e4 -
30e4 - 30e4 4
2.0e4 - 20e4 4 20644
10e4 ] 1.0e4 -
0.0€0 - 0.0€0 - 0.0€0 -
— e AR : jAereassse
850 875 900 925 950 825 850 875 900 925 950 850 875 950 975
{REBRSIE) (min) {REBAFIE) (min) {REBATIE) (min)
WL KITER 3] 5 3= 3¢
Q229.10>171.10 (+) 380e4  Q321.15>253.10 (+) 1795 Q38210536210 (+) 363e4
30e4 ] 1.5€5 1 3084 1
20e4 - 1.0e5 - 24Oe4 ]
1.0e4 50e4 - 1064
0,00 - 000 | 0.0e0 -
_——— e ] R
850 875 900 925 950 900 925 950 975 1000 900 "975 1000
FREBRSIE) (min) {REBATIE] (min) {REBRLIE) (min)
. - Ay Sz £
ZTER JEERIR EXREH
1 18 F L& MRM &i%E (20 ng/mL)

2.2 ZMESEHE

IETE, 8 1.3 hERHINRESR,

B I{Fh%,

#ARTF 0.999,

&R

1.2 FEHTE, PURE SR,

IEERANLIR, IMRIEN

BoUEMRIERETLE 2, EREREMRFNERE. BXRN r. NHREHR (RELMR
RRERITE, ASTM A, S/IN=3) BE 3, HFRER, ENUEMERNEETCTEALEXRARYT, BXRE

6.0e6 | =5

SR
{y=29165.74x + 16292.00

R:=09999993 R=09999996
BEEEERST: B (L)

5086 7 iy gtik (75

406
3.0e6 -|
20e6 -|

1.0e6 -|

| B B CRITURD

0.0e0 4

ER
3.0e7 4

25e7 |
20e7
1 597_f
1.097—5

5.0e6 -

’ 260
HRIE (ppb)

T
150

& e

mpEE

o|y=143682.6x+ 1156132

R2=09998947 R = 09999473
m/ﬁmi,& !N\(éil

- oo
| s !m Shsmm

EHRETE 90.9%~111.8% Zia, {{;&HRE 0.18~3.25 ng/mL Z 8],

AR MINENK,

iR R
{uEm Jurss
1267 y 61131.90x+ 33593.2 40e7 -y ~199072.2x - 16185.23
=0.9999918 R=0. 9999959 JR*=09999882 R=0.9999941
e sin ) 3507 pommn L)
1.0e7 D0 86K () i 30k
zas sl s 15RE N e
3.0e7
5096’. 25e7
6.0e6 ] 20e7
] 157
4.0e6 | 1
1 1.0e7 4
2066 506
00e0 #— . - . - . 0,060 4 . - . ——
50 100 150 200 50 100 150 200
HREE (ppb) FREE (ppb)
ZEEE KITEE
S] S]
'R [
9066 | P 1.8e7 3 B
1y = 2242031x + 21986.71 y = 4513158x - 3281760
{R:=09999994 R =09999997 1607 JR?=09992057 R = 09996028
80e6 ]
BB BOA (BL5) AL BRI (BiS )
7.0e6 5 INAL: BRIA (F5 ) 147  JS: BRI G5 )
| THUEE BOA GRERS) BEIE A RITR)
60e61 1274
50e6 1067 4
40e6 8.0e6
30e6 6.0e6 4
20e6 40e6
1.0e6 2066 4
o0 W ooe0 1O
100 200 300 400 100 200 300 400
WREE (ppb) REE (ppb)
feEEFF RIBER
ISZ.
oS MR L
2 B3 MCEMRERL
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=3 1I8MUESMRERLER

WA Gl <AESI ERE:  EEE (%) R
(min) (ppb) (ng/mL)
1 —&em 8.422 1~200 0.9999 99.3~102.9 0.25
2 ERERE 8.264 4~400 0.9999 94.2~111.8 0.85
3 EFIRER 7.507 1~400 0.9998 90.9~102.3 0.21
4 =7 7.563 1~200 0.9999 93.9~101.1 0.25
5 ESSER 8.988 2~400 0.9998 96.2~102.9 0.52
6 NEES 7.58 1~200 0.9999 92.9~101.4 0.26
7 KITEE 6.773 1~200 0.9999 98.9~102.1 0.35
8 = 8.125 4~200 0.9999 98.8~106.1 0.93
9 BAVTPAY 8.272 4~200 0.9998 97.9~107.0 1.05
10 By 8.699 1~200 0.9999 93.3~110.3 0.18
11 EEEFH 8.66 4~400 0.9999 98.1~101.6 1.28
12 :EE 8.87 10~400 0.9998 91.7~105.0 3.25
13 WWRSER T 9.133 4~400 0.9999 98.2~107.9 1.54
14 RITEEER 8.871 4~400 0.9996 92.3~110.3 1.22
15 N5 ZEE 9.104 4~400 0.9999 97.4~101.9 0.85
16 =T R 9.115 10~400 0.9998 91.2~104.8 2.85
17 FEER = 9.45 4~400 0.9997 91.7~103.7 0.80
18 EREMR 9.406 4~400 0.9999 96.1~109.9 1.25

23 BEEXK

EHAERENREESRERRKEE, ENREFTUE6IX, ERUEBENREE. £RER, 181K
EMAEZRETHREREMIE@mROESIRERZESD BITE 0.020%~0.086% 1 0.29%~2.71% Z[8, X BEH
BRI, MELERME 3-4 Fik.

®10ng/mL ®20ng/mL @100 ng/mL

01

RSD %
e
0.08
0.06 e ) ® G
. ° ® 4 e ® ¢ ES e ® ®
® 4 ® ° °
0.04 3 ® e ® ° ° ®
®
® ® ® * ° @ @ 4 2 . 8 >
0.02 S — @ : » -
0
0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18

3 REBNEEEMER (n=6)
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RSD %

LCMSMS-977

® 10ng/mL ®20ng/mL @100 ng/mL

]
e ® >
L .
®
® L] - 2 ® @
& e [ ] ® ®
° o @ -]
®  { ® s H - ® o ® [ ] i °
$ ® ®
o
g 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17
4 MEEMER (n=6)

2.4 foREIEE MR

18

Bt (ARFRENXRICH —SEMNE 18 MAAY) MA—ERENES *T\/Elﬂhéiﬁ 14

hHEMEIEEE, BNREFTHE 3 DM, EPFERAE (REQH) MNtrEleEE s 5 L FE 53 6.

AREIRE MR E R B R :

7.0e4 ]
6.0e4 ]
5.0e4 ]

40e4 ]

3.0e4

20e4

1.0e4

0.0e0

T T T T T T T T T T T T T T T T T T
6.0 62 64 66 6.8 70 72 74 76 78 80 82 84 86 88 9.0 92 94 96

B 5 =Z=H##mMRM %A

9.8
{REBRAIE) (min)

9.0e5 4
8.0e5 4
7.0e5 4
6.0e5

5.0e5

4.0e5

3.0e5

2.0e5

1.0e5

0.0e0
— T T T T T T T T T T T T T T T T T T T
6.0 62 64 6.6 68 70 72 74 76 78 80 82 84 86 88 9.0 92 94 96 98
{REERIE) (min)

6 5pg/g HFERINTREER MRM &% E

® N#F2.5 ug/e @ INFR10 pglg @ HIHR20 pe/g
ARSI %

120
110 ' Y
100 ! s $ s % : * ] : g 2 L]

90 ; ] o ! ¥ ° H e §

80 ®

70

60

o] 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18

B 7 MixEREER (n=3)

18 ML &Y AIERINAREIIL ZETE 82.88%~109.87% i8], HEIRAENKEK,
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B 4t

AXERBRE=EMNRITREKBIGELRE . FHRBXH P —RENF 18 MLSMNNERE. &
BNMARESEER, SUEMINEXREIYE 099 L., EoMBEEEL, SHEWNRENEMIEERRAE
N RERZE 2 BT 0.020%~0.086% Z[EF1 0.29%~2.71% Z[8); IIREURZETE 82.88%~109.87% 28, X2
HFRTE 0.18~3.25 ng/mL 28, HEEMIRER, THATRH. KHRBAXGRPZABHE 18 MLEN
BUEMEEEHW

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





