@ 3- \ SSL-CA09-391
SHIMADZU

Excellence in Science

8 5 R TH B 1 & BX B i R I R B R 2
RERmE 11 FhIEFERM

LCMSMS-027

2. ACCHBEERARRRTPIERRMAY 11 MZAYEL T RABEE LC-30A REC=E MR LCMS-8030 A&
WFik. HRERNGE, BBEZURIEEIE LC-30A REDE, =EMURITRIEY LCMS-8030 #ITEENM . 11 ﬂl
YRR ZR AR R ECH 0.994 I E; X LOQ. LQC. MQC. HQC M/MRERERIFRARH#TEINE., BHE

5, IS Ao pEEE, BEREREERS A 0.25%~7.31% 1 78%~110.7% Z 8], KT FEZERT. H&%m
BBRA 0.963~26.2 ng/g Zjal; G HFRTE 0.0400 ng/g~9.89 ng/g Zjal. FERMMEN T SrEABRRER 3 6, TRERE
TRATFT R R FFEEEE )

KEE: RERIEENN FEE BERREEIEN ZENRATREMY

RERNEHERERR, FRIFRNGY, B2 LCMS-8030 = E PUARAF SR, LabSolutions Ver. 5.41
—ﬁb/\Jk%TﬁéﬁFu%E’JIjJ’*“ EEAERERSPHRM B TR,
B RERDIBERINAESFEEN D, HEE 1.2 4345

ET%DI PR TR, BPEALAETE SR & AR
S, MTREES. FHREBNOREKE, AP, 1C30A
FRMZmEE R 2011 5 B 25 B T X T 05 ®iE4E: Shimadzu Shim-pack XR-ODSII
T RRERIRRIEERITHRBL. B EHR (2.0 mm x 100 mm, 22 pm)
REER. WY, FRENRES. AESNEN o A = 0.1% Z8 +10 M EER K
RERS, B g

A, . RY. RO, B o 0.4 mL/omin
BE. BESRHBRLE, MEAAXSR%sT ——
W, REERNHIERIGYR. B RASAIE e
(S5t ) oRORGAD TR 2 R DR A T ——
PaHARAE R AR AR R AERARINA Y . AXF A EB ARSI,

SRR LC-30A F1=FE MIRAFRIE LCMS-

£ o =1 BEERNEERF
8030 B, BT HREAFNE 11 PRI LRI RS

7%, HEXARSE, Time(min) Module Command Value

2.00 Pumps Pump B Conc. 45

B RIS 6.00 Pumps Pump B Conc. 45

7.00 Pumps Pump B Conc. 55

1.1 {8 8.00 Pumlljs Pumg B Conc 90
FXRFERAREESIRABEN LC-30A 5=& ' '

10.00 Pumps Pump B Conc. 90
POARAT R LCMS-8030 BX AR S5, BIARLE A LC-

10.10 Pumps Pump B Conc. 5
30AD x 2 # # 2%, DGU-20A, 7 £k B S 41, SIL-30AC

14.00 Controller Stop

BzN#HERS, CTO-30AC #HR4, CBM-20A RZi= s,
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SHT{UEE. LCMS-8030
BB ESI(+-)

B EREOBE: 45kV/-3.5kV

FEHR.: B 3.0 L/min
TS, |5 15 L/min
WES. E5%

BiAFIEERE: 250°C
ISR . 400°C
HiEER . ZREEN ( MRM )

IXBEAT/E] . 20 ms
FEIRATE]. 2 ms
MRM $48. J3k 2

LCMSMS-027

ZENRE T RAAREESEIREMNR 2.
®2 ZEMNRFBFNEAXEESHRER

Precursor ion Product ion Q1 Pre Bias CE Q3 Pre Bias
No. Name

(m/z) (m/z) V) V) V)
60.20%* -14.0 -15.0 -22.0

1 XA 130.10
71.15 -14.0 -20.0 -14.0
60.20%* 23.0 -20.0 -23.0

2 KA 206.10
105.20 -23.0 -25.0 -20.0
_ 190.00%* 29.0 15.0 13.0

3 KE AR 274.80
126.20 29.0 30.0 24.0
103.15%* 22.0 -45.0 -20.0

4 185t 446.00
167.00 -22.0 -30.0 -17.0
74.20% -19.0 -15.0 -14.0

5 FRZRASE T R 271.10
91.15 -19.0 -30.0 -17.0
115.15%* -16.0 -20.0 -24.0

6 AR R 312.00
91.10 -16.0 -35.0 -17.0
127.15% -16.0 -20.0 -13.0

7 &4 324.10
110.15 -16.0 -20.0 -23.0
69.15% -16.0 -30.0 -13.0

8 AEFN 2= 318.20
120.15 -16.0 -20.0 -12.0
169.00%* -25.0 -35.0 -18.0

9 & 2 ik 494.00
304.05 -25.0 25.0 22,0
126.10% -25.0 -30.0 -13.0

10 EUIES 491.10
181.10 -25.0 -30.0 -12.0
230.20%* 22,0 -30.0 -16.0

11 BRT= 453.10
86.20 -23.0 -30.0 -17.0

*EEB TN
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1.3 FEm I

PR RECH]

D REEFRE = BN FEZ N ARFIZENR . 35485153 2 mg [F57AF) 0.01 mg, Hh, EhFE — RATERFRE 2.56
mg (ABYETFZRWAN2 mg) ; EHMEZRAVEFHFRE 2.36 mg (HEYTFEZIAM 2 mg) ], B 50 mL B H, HNE
PR EREZE, 5, AIBRER 40 ng/mL B =FAN. K ZWAN . 4&FIZENR . FiETI ETRAEREE AR

D REEIBUETILE . FEEEIR. 185345, 1854 2 mg, B 10 mL BiS, MPEEIEFEREZE,
ES, RIEBRER 200 ng/mL AAESINLEE,. FEERENR. BT, I RRNIRERESA R,

DHEENEHERR. AR TR, 8515 2 mg (F5H%) 001 mg) , B2 mL EMH, INREREEEIFE
BEZE, #E5, ERER 1000 pg/mL HEHERIK. BRETIR. M85 SMTRERER SR

RS ER 11 FFEREL M F A REE R 0.5 mL, B 10 mL FEMT, 1A 80% RE S RHRELE, £Y,
RIISEAER — AN, EERAZ BN, 185IEMR. Fi8FIE 2 ng/mL, 18FIMLER. F#EESK. 1850545, 81Kk
10 pg/mL, SFEANK. BFRBETIR. FBIETIZ 50 ng/mL FRE TR EIREE R, RAETRBIAIREEZ R 80% B
EEaRiZ—ELLIHRE, BRIIKENNBR ISR, &RERM: (1) ZBX. KZBAL. 185K, FHig5)
Z50.8. 1.6, 3.2, 8. 16, 20, 32, 40. 64, 80. 200. 400. 800 ng/mL, 1.6. 2 ng/mL FIRFIFRAERK, (2) 185
Mte. BRREEEIR. BYI54%. BIARRRE A 4. 8. 16, 40, 80, 100, 160, 200, 320, 400 ng/mL, 1. 2. 4. 8.
10 ug/mL NARFIFRERK. (3) SRR BRFETIR. PIETISIREA 20, 40, 80, 200. 400, 500. 800 ng/
mL, 1. 1.6, 2. 5. 10, 20. 40. 50 pg/mL BIRFIFRER K

FERBTAMETT .

Bt S KL, S AEE S &%, MEARY, BY. BUERL90.2 ¢ (FFHAZE 1 mg) F 10 mL BRIEOEF, 1IN
smL BEfG, FRE, SBHE60s /5, #85F 15min, AE, BRE, ARBNERENESE. 4500 rpm B/l 10 mine
BURETA 20 uL, 70 80% FRESFEMEZE 1 mL, JRHE 30 s /&, 13000 rpm Bl 10 min, BR_EWEREENBAR/NES, #
# 5 uL, #47 HPLC-MS/MS 43, #BHE&MSEEMNEREREHTT HPLC-MS/MS 4347,

W SRTie
2.1 F/ERE R MRM B1EE]
TEZ 10 ng/mL #8 11 FANRIREIER, BRES. TBEERF.

Intensity 3 FEETIR Iig3I5
275000
o0 J=mmm EZRL L
HeBIFS
SUBETNR M5
75000 Bk
f\ /L j\w%ﬂ@
03 .
0.0 10 20 30 40 50 60 70 80 90 min

Bl 10 ng/mLAF @ 1A BIRE KR
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2.2 MR R RIGHRR

FIRENDITEMGT, ERRA 11 MEEERBEEN D ELIEERER, HIEEREMERY, HAFRE 57T 0.9%,
EMESRE (LOQ ) ZHXAN. EZWAN. SRR, 1870, FRBE TR, FEEER. B855754%. FBIIE.
HHAIR. HFIER. FHEFIZEDH4 0.963. 0.998. 24.7. 5.00. 262, 5.00. 5.02. 249, 5.02. 1.04. 1.00 pg/g,
HELFFHERNERE. MREN 3 FHE, ZFRAN. KX, S8Rk, BFItE. FRsETIR. PeEE =ik,
HHNFHE. AARTIE . BFIARNK. 185IEMR . FiEFIERIEHIRE (LOD ) 254 0.0770, 0.0798. 9.89. 2.00. 2.10.
1.00. 1.00. 4.98. 1.01. 0.414. 0.0400 pg/g.

&3 @EATE. AXABEEMCEARREER (ERrEZ )

1R 1R

x5 EVEpE HER #r L MSEE

( ng/mL ) ( ng/g )

— AR Y=1932.007+20977.014X 1.000 0.963 -48.2 ng/g 0.0616 0.0770

KN Y=3055.323+13252.99X 0.998 0.998 -49.9 ng/g 0.0639 0.0798
SR Y=-606.422+259.047X 0.994 24.7-1236 uglg 7.92 9.89
&5 it Y=-166.785+772.715X 0.998 5.00-250 pg/g 1.60 2.00
BE#ET IR Y=-3176.184+857.126X 0.995 26.2-1312 pg/g 1.68 2.10
AR =K Y=510.439+2555.127X 1.000 5.00-250 pg/g 0.800 1.00
HIFHF Y=952.949+2093.000X 0.999 5.02-504 pg/g 0.803 1.00
ARIRF 5= =-301.193+541.488X 0.999 24.9-1243 ug/g 3.98 4.98
2 lIPN 7 Y=-125.412+1310.823X 0.997 5.02-251 pg/g 0.804 1.01
R lES Y=-28.644+1537.736X 0.999 1.04-51.8 pg/g 0.331 0.414
RG 2= Y=1927.581+20218.295X 1.000 1.00-50.0 pg/g 0.0320 0.0400

23 BEERE
¥t LOQ. LQC. MQC. HQC UMK EEFNtRA 7B ERL, B85 5 R RD BHEE, BE
EREUTZESHIE 0.25%~7.31% F1 78%~110.7% = |8, KA EEZRE ﬁﬁh
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4 BERERBEN LIS EINCE (n=5)
K5l KFRRE ( pg/g) HIRE (ug/e) RSD (%) EFE (%)
ZERXAL 0.963 0.818+0.013 1.59 84.9
1.93 1.80+0.03 1.52 93.4
9.63 9.10+0.16 1.73 94.5
38.5 34.7+0.3 0.77 90.1
FZ IR 0.998 0.663+0.025 3.78 85.4
2.00 1.71£0.03 1.87 105.7
9.98 9.45+0.17 1.84 94.6
39.9 34.1+0.2 0.66 85.5
FER AR 24.7 24.9+0.7 2.76 100.8
495 48.1+1.1 2.20 97.3
247 243+4 1.57 98.5
989 1055+16 1.52 106.6
SIS 5.00 3.94+0.18 4.64 78.7
10.0 8.33+0.36 432 83.3
50.0 443+0.6 1.28 88.6
200 188+2 1.19 93.9
R TR 26.2 27.7+0.8 2.99 105.6
525 51.9+1.2 2.30 98.9
262 256+2 0.80 97.5
1050 1162412 1.00 110.7
RER =M 5.00 4.05+0.14 3.42 81.1
10.0 8.71+0.12 1.42 87.1
50.0 46.1+1.2 2.59 92.2
200 179+2 1.11 89.6
I 5.02 3.92+0.15 3.73 78.0
10.0 8.75+0.15 1.69 87.5
50.2 46.4+0.1 0.25 92.4
201 182+1 0.53 90.7
AreFNZ= 24.9 21.4+0.6 261 86.0
49.8 443+0.6 1.38 89.0
249 224+3 1.34 89.9
995 928+15 1.61 93.2
& HI AR 5.02 4.45+0.25 5.66 88.6

10.0 9.02+0.23 2.51 90.2
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2.4 SRR ENE
ST ERIEANRMER#HTEENE, RAERIRENLZL, SR0%k S k.
=5 BERERERMSENEER

- AN WA 185 A fk 1851 R
* ( mg/g ) (mg/g ) (mg/g ) ( mg/g )

SEHE 6.0 75.9 0.00975 2.64 ND
BEE ND 9.75 227 0.00617

N AR E RN 0.0435 ND 591 ND

ND: not detect

B it

BT EARZEESTURIEE I LC-30A F1I=E MRAFRIZ(Y LCMS-8030 BXANEREREXRER M 11 F
EEANI . AELMSEET, 11 FADRAEMENEXRETE 0994 L, TRUBRLFHERFERTE. ARX
FA HPLC-MS/MS JEX AR R B R P R A INAIEBEE N TR ENE. RIBFRNEERTUEL, T
I HENEERBRSEEIMNEZELDURTITE, FESX/INEE N=ER, FEFE—TRERRE
AR LS 2R MR . Eit, MEERERRTEEIRNUEAYNALFTEIREENNE, B, R
EFE, BFAERN, RERERREZE.

() BiEEIRM AR AR L ZHRHL

LEHESAKEST0OS AITEH KiEHEIE: 021-22013542 http://www.shimadzu.com.cn
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