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MEAMRMIEEINMERREIDBERFA
LCMSMS EZ &% o P EiETER
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HE. sREENER (MRM) RZENRTRILES BIMCAMETEESTHNEIESE, £% MRM 5k
HW—FERNTUR 2-3 MR BEFX, EEEFREREFRMENIEM, ZAEZEMRREMNE, THEMLE,
FRTZRMNBENEER (MRM Spectrum Mode) 897374, 51&4%t MRM 77A 8LL , Z A AR AR IO RBUE .
SHMEMENEM L, BN EEEREN, £4AXH, XA LCMS-8050 23 7 214 MBFNNZ 2% S
#89 MRM Spectrum Mode /74, ZHaRBES. EfR. ZERIF,

%4#37 . MRM Spectrum Mode EH6Z 25 B 20

BARFR:

& HBERFESR MRM 3%, £ MRM Spectrum Mode FEEMEBREZ MR B FX, £
ETHEMNRIEES

% {8 MRM Spectrum Mode S EIMRIZEE 5 2B RIZE
B R ERPAMERNRN, RS BTSN,

BHEMNERIE, BIYE

MR, HEHEHEBMEITD, EEBYCEMENL,

ZEMRIFRENS REEN (MRM) E#
REBTREMAMHIREE, ANEHREREED
1, EEMEEAKEONS, —PEHEXRAE 2~-3 X
MRM BFX, BTAGmPEXRNEENEE. 8
TR RERNERNE, WNERTEHIVRMENE,
BERMTZEEMNUSEKRT, ERIERBENR,
tERSCAMEENTENE, BRMMElt, Frd

W LR ES

=,

AXXBF(ES MRM Fik, EFEENZMES
5% BB 9 MRM Spectrum Mode MUEF ., BiI S BiR
HEMENZ ™ MRM BFY, HHIGREERLE
MEABERFTNERFBFY, 5SRRIEES R
R, ITEEHE TS, #ITEMNER %0 A ER.
RYES, EATNEERTHEHRNEHINEE,

Rz dlaE . CBM-20A
B E Y : LCMS-8050
B T{EUh : LabSolutions Insight Explore

1.1 R E
BEBSVREEIES =ZENRITRIENEKARA LCMS-8050, EAEREN
W & & : LC-30ADx2
Bah# R © SIL-30AC
H R f : CTO-20AC
1.2 o
&*E@lgfn#
B & B : Shim-pack Velox (100 mmx 2.1 mmI1.D., 1.8 ypm) ,

532 (b8) XKRIMEMRAE, P/N:227-32001-03

i
=

i

E : 0.3mL/min
7FEE E . 40°C
WA

et
=

5 8 . AME-0.1% BF# 5mM ZBRR/KAR,; BIE - Bz

w2 0 2uL

BEWE, BEMWKREN20%, HEEFLE 1.
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&1 BEXRBRNERERR

Time(min) Module Command Value
0.30 Pumps Pump B Conc. 20
6.00 Pumps Pump B Conc. 80
7.00 Pumps Pump B Conc. 80
7.20 Pumps Pump B Conc. 20
9.00 Controller Stop
Fig A
B’ & M LCMS-8050 fRiaFIERE @ 150°C
B F R ESI+(Tkv) IAESIRE © 400°C
E £ 5 &5 3 L/min ¥ O &R E : 300C
F B = &5 10 L/min A# &KL : MRM
m #H 5 =510 L/min 71 #% B 8 : 2msec

1.3 HFmBI Atz

B 2.0 g AREETF 50 mL BOED, MA 0.2 mol/L ZEEAR (pH=5.2) 8 mL, BAIA 40 uLp-
REEEREEHE - SERRLEE, RIEES, T37 CRFEXKAZETIRS 16 h. =K, #EEER,
8000 r/min B/ 5 min, ¥ EBREAS—S50mLBLOED, MASmLO.1 mol/L BREKBR, RIEES
B, BERSSERIE pHEZ 1.0£0.5, 8000 r/min B 5minf5, B LEBREAAS—50mL BOES, BIEM
NaOH B IAT pH Z£ 9.520.5, IIA 10 mL 2B SES, RIEGEBSE, #&% 10 min, 8000 r/min B4 5min /&,
BENMEAAS—S50mMLBOER, BREKEFPMAZCERIES mLiZEN—X, &FENME, &aWETF, 20%
1 0.1% PREEZKER, SekiBE, .
1.4 ERAERREIE

WERIITERNG&: AR EEPMA—CEENRENERRKR, £ 1.3 FmaitiE, SEIRERN 0.5, 1.
2. 5. 10, 20 ng/mL KOMRETERZ, FLEMDHT,

B ER5HiE
2.1 BEIRIE

HERFEAN MRME Q2 MBFX) , ANZAEXRAZRMENIEER (MRM Spectrum Mode) , B
BPUEMERZ T MRMBFNNER, LIBIEERAA, B3R, AR BINEEEFRE/LF I,
Bi83d MRM Spectrum Mode 5L EMTTUEM BB F3, EERSHIEENE, JUBTERR, BT ElE,

Ho 0 EMBIR: EER
\)\/O\Q\)\\NHZ BFR: CHoN,0s
NH CAS: 29122-68-7
HaC\< {REBEYE : 0.964 min
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Bg5755%: 235 MRM (ESI+)
Q267.15>145.10
R1267.15>72.15

2:MRM (+) {REZRTIE): [0.917-0.923]-[0.853-1.153] $34#i: [#551-#5 .. 106e5
145.10
100.00

% -

7215

0.00

S L B
50 100 150 200

MRM Spectrum Mode: 14 X MRM (ESI+)
Q267.15>145.10CE: 27V
R1267.15>72.15CE: -23V
R2267.15>190.10CE: -17V
R3267.15>225.10CE: -14V
R4 267.15>116.00 CE: -21V
R5267.15>208.10 CE: -21V
R6267.15>56.05CE: -29V
R7267.15>74.05CE: -24V
R8267.15>178.20CE: -19V
R9267.15>133.10CE: -31V
R10267.15>115.00 CE: 45V
R11267.15>91.10CE: -52V
R12267.15>107.10CE: -44V
1.60 R13267.15>98.20CE: -20V

2:MRM(+) {REBRTIA: [0.961-0.969]-[0.881-1.057] 13#: [#506-#5... 1.21e5

145.10
100.00 -
190.10
7405
%_
5605 116.00
208.10
98.20 ‘
000 -4——F—"F+—+—""1+——7— ‘ -------
50 100 150 200

B1 ¥APAEER (2.5pg/kg) B9 MRM BIEE (£: M MRM; f: MRMiE&E)

22 BT EEEM

RTFERNERM, ELMEFERHELXRBONEETD S HIMERAM, ATREMRN, BMNFRTS—HL
EYMERZ D™ MRM BF 33897 5%, Bl MRM Spectrum Mode, TEiZ57E FREMERE) 10 NEABRRETX, 3
FERERRINGE, SHREZNSREEEBRTETHEEBNE, B8R TRV 4, MEEMHRERAH,
MISAFERERPEENERETEMD T, RERAFINENND 0.5 ug/kg BY, ERHEEFPIZILEYY

REERRENE, EMBMENN 99% AL,
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13: LEEZRIB/R MSMS(+) {RERRTIA): 4.166 1.00e7

116.15
100.00 -,

- jou
% -}

J/O
[e)
7405 1
HsC CHs
56.05 107.05
| | 89.05 N 162.15
7 OAOOI"'I“"I“l"I"'II‘"'I‘"'II""I""I""II
425 60 80 100 120 140 160 180 200

2 WEBRMRM EEEMSBREE (0.5 ug/kg)

14MRM (+) (REBETIE): [4.280-4.300]-[4.178-4.501] 134 [#32... 1445 14MRM(+) {REBRTIE: [4.223-4.241]-[4.142-4.368] $34t: [#32... 1.55e5

116.15
100.00 - 100.00 - 116.15
| A ] A
% - % |
74,05 ] 74.05
98.00 1 5605 98.00
162.15 l !
0.00 |, I i‘ — i . = 000 | s 162.15
16215 rronrrrry :
56.05 ‘ 98.00 56.05 | 98.00 162.15
74.05 74.05
% | % |
B | B
i 116.15 -
100,00 - 10000 o>
50 100 150 200 m/z 20 100 150 200 m/z

LLZB/R (+) (REBRITE): 4.166 EEEABAUE99 EFR: KA 1.00e7  pyzsesR (+) {RERETIE: 4.166 EABLIEE100 &R IBH 1.00e7

3 M MRM Spectrum Mode %% A RIS A& R P B9 E 208 RV E M

(FRERBORINE N 0.5 ug/kg, A: RETIRESR, B: RETRIRERE)
23 EEDHT

B&TF UFMS MiBE& e, RIETHERAESIMNEABFURBFZENENSHHXEZBFE N MRM &

BXNEN, RoHRTREFNERNEED T, UETERAF, ERAERT, 6 N AERERIRERH
HHHITRICERIE, NE 4. F2. K3 AR, ZUEYIREE 0.5 ng/mLEY, & MRM BF3f S/NHXF
10, FE&MSBE 0.5~20 ng/mL WiZWEMEMEREF, BXARE r B 0.998, EMRET 88.2~109.0% ZiE, E
X FARRME (0.5, 1. 2.5ug/kg) BIMIARMIE, EURZETE 80.79~94.29% Z 8,
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o oH WEamEIR: EEER
\/Q/ ﬁ?ﬁ- C15H25NO3
NH
. ¢ CAS: 37350-58-6
/ RS .
HaC HiC {REEBYE : 3.350 min
MRM Spectrum Mode:
11 X+ MRM (ESIH) )
Q268.20>116.05CE: -16V 1de6 Jurmn
= S4B 2 G+ A
R1268.20>133.05CE: -22V N e
R2 268.20>56.00 CE: 25V W By
R3268.20>121.00CE: 25V 102 FHE P RS
R4268.20>74.05CE: -22V BDeE
R5268.20>191.10CE: -18V
. [alp
R6268.20>159.05CE: -19V -
R7268.20>72.15CE: -23V 4085 ]
R8268.20>98.10 CE: 22V s
RS 268.20>77.05CE: -49V
R10268.20>103.10CE: 40V : 00=0 45 - — T -
a E 10 15 20
REE (ng/ml)
325
4 ZEFEE/RE MRM BiEEFIRERMEZ (0.5 ng/mL)
iR iR A
1.0e6 -| mag/R R 5.0e6 -] [EBER
y = 47326.43x - 2499.383 1y =120328.5x + 28976.95 L] 4y =257350.7x + 27406.21 °
R2=0.9977013 R=0.9988500 JR2=0.9938912 R =0.9969409 ] 2 =0.9948203 R =0.9974068
8.0e5 -] EethEm: Bk (B4) 2086 | prpepegseny. ai (%) P s @)
DU K (1/) |k (170 4.0€6 | buig: wik (1/0
BRE B GRIE | =hie 2ok Grigm) ] e s i
6.0e5 - 1.5e6 306
40e5 -] ° 1066 20e6 -
20e5 ] 5.0e5 1.0e6 -
0 > ¢ 1 = 1= | L o ———
0 5 10 15 20 0 5 10 15 20 0 5 10 15 20
FREE (ng/mL) HREE (ng/mL) WREE (ng/ml)
[ R [
JrEm EET {pezsam
1.2e7 -|y=612875.5x+ 36718.06 4.0e6 -|y=214273.2x+ 8386.756 (] 1l =571192.7x + 72715.83 (]
:RZ:0.9990354 R=0.9995176 ;|R?2=0.9976453 R=0.9988220 1.087—- 2=0.9981264 R=0.9990628
1 0e7 | ot A Eg) 3506 | e BA () ] o NG
| hnA: BRIA (1/0) A hoA: BRA (1/C) | prAs: BRIA (1/C)
B A Gt 3006 | THE B GRZE 8,066 | [FEAE BOA GRS
8.0e6 ] ; ]
¢ ] 25e6 ]
] ] 6.0e6 |
6.0e6 2.0e6 -] 1
40e6 _ 1.5e6 — 4.0e6 —
] 1.0e6 3 ]
2.0e6 -] ] 2.0e6
] 5.0e5 ]
0.0e0 FA—r———F——————7———— 000 T : —— 000
0 5 10 15 20 0 5 10 15 20 0 5 10 15 20
REE (ng/mL) HRE (ng/mL) HREE (ng/mL)
5 EoharREr%
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F2 HWEMREREHEEXR (LMEE 0.5~20 ng/mL)

ZHIEHIE PS5 TR (%) e HR ng/mL EEPR ng/mL
1 EZIER Y = 42715.31X + 1448286 0.997 86.2-113.5 0.03 0.10
2 P EIE R Y = 47326.43X - 2499.383 0.998 89.5-108.4 0.07 0.21
3 EER Y = 69483.60X + 7229.860 0.998 88.2-109.0 0.01 0.03
4 REIER Y =359204.8X + 8388.250 0.999 90.6-104.8 0.01 0.02
5 P & /R Y =120328.5X + 28976.95 0.996 91.5-108.6 0.02 0.07
6 EIER Y =115310.3X + 2731.673 0.996 86.0-108.8 0.06 0.18
7 DEIZ;E /R Y = 257350.7X + 27406.21 0.997 88.7-107.8 0.02 0.06
8 BE TI&/R Y =186157.4X + 11130.34 0.998 87.4-109.5 0.03 0.10
9 mIEER Y = 612875.5X +36718.06 0.999 95.1-103.1 0.03 0.10
10 X E&R Y =95758.99X +13191.16 0.996 88.3-111.3 0.04 0.13
1 FERER Y =214273.2X + 8386.756 0.998 87.4-111.7 0.03 0.10
12 EZIE R Y =571192.7X + 72715.83 0.999 93.9-104.4 0.04 0.13
13 SIRIER Y = 287351.3X +38581.09 0.997 87.3-107.8 0.03 0.09
14 BAIE /R Y =125182.8X +51061.83 0.993 85.5-112.4 0.06 0.19
15 RER Y = 67761.90X + 20851.50 0.999 94.4-106.7 0.13 0.42
16 FRLE/R Y = 94629.44X +3572.315 0.996 89.0-116.1 0.06 0.20
17 IE{[1795=27 K Y =43251.72X-5111.466 0.999 87.4-106.2 0.15 0.48
18 MEZEIR Y =173001.3X - 23579.10 0.998 87.2-111.0 0.03 0.10
X3 Olk=xE
0.5 pg/kg 1 ug/kg 2.5 pg/kg
EE % RSD% Bl % RSD% EE % RSD%

1 EZER 91.92 10.32 79.93 0.50 101.93 5.97
2 P EE R 96.62 0.96 88.77 3.72 79.87 5.27
3 EIER 80.79 3.25 84.71 1.29 94.29 9.23
4 REIER 94.72 0.92 93.03 1.93 99.19 3.63
5 P& R 69.64 16.14 73.69 0.63 82.09 8.09
6 &R 87.62 7.49 93.53 5.27 9457 9.72
7 10338 /R 76.93 3.48 79.42 5.31 88.86 4.28
8 EE TI&/R 81.68 8.45 81.62 5.12 88.85 6.73
9 mIEER 88.01 2.35 84.63 4,02 90.63 4.97
10 X’ 74.58 6.50 76.80 6.71 77.79 3.77
1 FEFER 86.61 3.50 88.15 2.59 90.69 470

12 EEZRIE /R

79.68 2.33 77.94 2.64 85.19 2.72



~J =B
IJ.I%' ==
SHIMADZU

Excellence in Science

LCMSMS-823
13 8WEBR 80.48 7.62 81.31 5.04 88.95 2.15
14 IGZiNYIN 68.50 6.35 75.52 6.85 95.45 6.82
15 RABIE/R 64.41 6.49 75.43 7.28 88.14 1.92
16 RHALE/R 92.46 7.96 75.65 4.89 97.97 1.05
17 I3[R 7R 112.36 6.20 90.17 10.90 90.22 7.36
18 MZIRIR 98.92 2.57 92.89 4.24 95.85 9.66
W4t

AL B LCMS-8050 REBKB RS, LT BLEE S HTHI MRM Spectrum Mode 187575, XA
FEER, SERREEERUUHTRBERPUESEN . 125 EEE A B LR B N AIRNAREME,
REHENEREMIRENE, SHUESYNEEEESE.

BENALS

52eVERE (PE) FRAE -2H 0

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

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





