@ 3.
SH IMADZU

Excellence in Science

SSL-CA26-056

EXREEIE - SBEKE

kil

L

AN EZE LB S =

e T EIXIISE

LCMSMS-1099

TZE . ANS%15018465: 2017 tER A, B T —MiERSEERMRA IS =ENRITRIEHRKARAN

ER/LEAFNHPEFFEFERIEEERS

=1:0)ap7:

EEFREFERKESREMCENEERRIERET,
KAEBFRIVATER, BIZRMEN (MRM) R BIrHEY#ITNE.
EHFRTRIRMESEE 0 ~ 10 ng/mLIRESTERIER

£RRP: FHARREEE,

REERERELAMXRARY, FIGREMELMERXR

#2199 0.9999, BRUERERETE 90.0% ~ 100.5% Zi8), 1 HFREE 0.01 ng/mL, EfFZEMERERLHERRY .

K HEE
AR S

—EMRATRIE FO% BEEFREAEIRIESE

< BUALIE(ER QUEChERS 757%, #HLUIES SPE TiARIFESR, BBEES.
< RYPES, T2 TRAIX 0.05ng/mL, F 1SO 18465 : 2017 #REHE 0.1 ng/mL.

HEE, EEMEMEVERSESEFETEIRILS
% (Cereulide) HI5%, ZRIMEMETELIKCEE
NWIETZHRB)LEAFAMTRBE, SHERKE
PEHH. EEFETERISXRE —HEESE
MHEFENBRMESE, SRARRLBUEZR. TR
2k, ARATL. BREXLAERA, B "RIESE" .
Cereulide A+ZHBK, fiffh. WELEAGE, B
BARGARBIERIG, aFueRNeEflsIZa
M=, B)LHTRERARRETSE, BALE
SZ5E, Z8FEL. RKit. BEES—RIIER,
B O] 5 etk BB AR R EL .

B XS

Bil, BEEANERPEEFETERITS
ZEERERHEREER. KNERLLBEXE
B AR EEFETESENSESENNERERN
0.014 pg/kg hE, EFZRHESENE, £6%)L
BHIMERE. AEHEENDMPSRREES
0.43 pg/kg. AXEF B EBESVRIEEIL - =FN
RATBRIEBRFR A, B 7 NELR)LE S F N P iE
H%@HIMM&% BNEE, ZHEERRTGE

giRER, BERES, UBRTR/ILEFEDMIIE
HFRAEIRMEFRNGEE,

IRENE
5iE LCMS-8045 =ZEMRITREIZEBKBE RS . ,EJMBEjJ
R 2 . CBM-20A
B W& & : LC-20ADXRx2
H B f : CTO-20AC

& T {£iuf : LabSolutions Ver.5.135

Bal#t & : SIL-20AC
oW s LCMS-8045
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1.2 D FEME
R
& & # : Shim-pack Scepter Claris C18-300 (100 mmx2.1 mm 1.D., 3 pm)
(572 (b8) LWR[MABERAE, P/N: 227-31209-05)

moos 48 AE-0.1% PR -10mM BRRZRKAK; BIE-0.1% BRI

i E : 0.35mL/min
#BOE KR 10uL
i = 40°C

OB A RN - BBEE, BREKRIREN80%, HEEFLKT
x1 BERBRES

Time Module Command Value
4.00 Pumps Pump B Conc. 100
6.00 Pumps Pump B Conc. 100
7.00 Pumps Pump B Conc. 80
8.00 Controller Stop
iS4
B F R ESI+ # 0O &E E : 400C
% 0 B & 4 kv DLE & E : 250C
woE s A5 (230kPa) MRESREE © 400°C
£ & 5 : &S3L/min H#EE X SREEN(MRM)
F B = &5 10 L/min MRM & #{ : %2
m B 5 Z=5 10 L/min i B B B : 100ms

%£2 MRM£¥

EAFR TN AR CAS No. BNEFS  Qlpre (V) @@= Q3 Pre (V)
B 1170.7>314.4* 22 -78 -32
EESETRIXIES R Cereulide 157232-64-9
1170.7>499.4 22 -63 -32
- G RATEIIND 1176.7>172.2* 22 -104 -28
13C6- EREFBIFBIBM 0 oreulide  1487375-69-8
5% 1176.7>315.4 22 77 -20

E rRTIEEB T

1.3 B R AR RAVED Bl
EEE 13C6- EEFHTEIRMEZEEESRT 10 ML BEMRT, BZBESR, Bl 13C6- BRFHRITE
IXIMEFZHIREH 1000 ng/mlL BRI Z AR

1.4 fRAER R BV BC I

R ERERERFETEIRESZIVETERESZ, BIA 13C6- EFEFRMTEIRIIZSZRAMEZANITR,
FRCERRE, RAREEFEARIKMESZERRES 0. 0.05ng/mL. 0.1ng/mL. 0.5ng/mL. 1ng/mL. 5ng/mL
#0110 ng/mL, 13C6- BEHFEITRIRITZRIREN 5ng/mL.
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1.5 HRETAb G &

EMRTREER S g (FBHZE0.019) , EF 50 mLBLOED, A 10 mL7KF 50 pL B ERIRAR, TOIRS
AOA 10 mL ZfEF1 QUEChERS iJB& 8 (TKMERE 49, |HAWN 19, FERW_KEW 19, FEREZW
KEM0.59) , BIZUHRSS 10 min, £ 4000 r/min BIEHETEL 6 min, BEX 1 mL 2BEHE (LEE) & 0.22um 8
&% (PTFE) MFLIEER, BEREAN 1.5 mL #HE/IES , EH LC-MS/MS 47,

B ARSI
2.1 tRER @AY MRM &21EE

Q 1170.70>314.40 (+) 3.35e2 ISTD 1176.70>172.20 (+) 7.87e3
SN=28.05
1R1 46.54 (40.61 - 60.91) ]
3.0e2- :
] Cereulide 6'0e3': 13C6-Cereulide
20e2 4.0e3]
1.0e2 2.0e3]
0.0e0 -] — 'R 0.0e0 -
0o 1 2 3 4 5 6 7 1 2 3 4 5 6 7
{REBASE) (min) {REBESE] (min)

1 SEHFRTEIRIEEE (0.05ng/mL) 1 13C6- SEHFMFRIRILFE (5ng/mL) B9 MRM Eli%

2.2 HMEEE SRR

BARRENEFFEFEIRESHZETER, 2R 1.2 DS FEHTNE, ERAREAEE. UK
B htELlR, IEEREAPLIR, LEIREME, DIBNER 3 BRENREFENQER, REREHRLL
MXRRYE, LSRR, BXRM. RERERBERQHRLE 2 i,

EFREL

10 | EHFRAERLE SR

-y =1.001169x + 0.0000000
1R2=09998915 R =0.9999457
8 | BofeiikR: BOA (B4 )
| A BRA (%)

1 TaE BN (FHIE)

HEEFR RS IEAT R IR 2R

RFERZ Y=1.001169X

LetESBREE (ng/mL) (O
R (%) 90.0~100.5
KPR (ng/mL) 0.01

O'IIISII'I1IO
R

B2 EHFHTEIRMSEMRERLS
23 BEEELR
MNARKENERSETERISEMETERESLNE 6 )X, EENEBNEZE, REBNEMIEGERG

BEEMERNMERIFAR,. ERER: FEREHERBRPIEESTRTERIRMEES AR B EFIE @RS RE
REDBTE 0.10% ~ 0.21% F1 2.39% ~ 6.75% zjd, BRNBREEZERT.,
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x£3 FENE (R.T.) MIEER (Aera) EEMER (n=6)

LCMSMS-1099

Conc.(ng/mL) RSD% (R.T.) RSD% (Area)
0.1 0.21 6.75
S ETEIRIES R 0.5 0.16 239
1 0.10 2.71

2.4 fiRE R LI

EMRVRERE R LEC S FInMmHEm, ZR 1.5 PRFmBIEESEREUSE, LMK, RGN HEEF
HEIRNSE (LE3). @dFRPMASEEFFRTEIRESHORERE SR 13C6- BHFEFRTEIK
MHEXREMNEAFR, EEEFFETREIRESHROMRRED B 0.1 ug/kg. 0.3 ug/kg M 1 ug/kg. MNAREE
mZ IR E, WEEFFREAFEIXKIESRIINRRIEE, RERERERLRE 4. BERTM, ZHEEE,

BEMRER,
1:1170.70>314.40(+) 4.02e2
100.00 - ,
. Cereulide
TEER
— IOARIESR
%_
] | - "
I 4 W, W K .
0.00 1 1 1 1 | 1 1 1 1 | 1 1 1 1 | 1 1 1 1 | 1 1 1 1 | 1 1 1 [ | 1 1 1 1 | 1 1 1 1 ‘
0 1 2 3 4 5 6 7

{REBRTE) (min)

3 ZEERMIFES (0.1 ug/kg) B9 MRM EEEE
x4 BEEFEFERHSZAOMREKRELER (n=3)

AIARKE (ug/kg ) FHEEE % BSRERZ RSD%

0.1 96.0 4.78

EHFETERLEEER 0.3 106.6 0.97

1 98.2 0.89
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B 4t

ANELT —MERSESHRERE - ZEWRTFRIEKBMN LCMS-8045 ME LR LE TS F N0 s+
BTERMSHESEE. DAFEREKR, AL EERIGEEFRE, BERERES. EEMY, I
TEI/ILELF=NHPEFFRFERISES E09RENE.

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





