PRk 28 AR EAEER AR m e (R O MR HEENT )
B P OWAEY R E OB K OV O FE M - 2RI B 2058
refiERsE R e GRRR TR

Sy HAFIE R

BhEHBERREORT : T L Y AEHELEEE LYY RRBREOKRD

SYRRRSEA B R (EFRPRFE  ILFREESR)

wAprgEE Rl v 2T (ESZEE R & an i BT TR & AR El)
*x T (AfRAENTEN  AARRSEARS)
K EHHE (QESAVACSE SUCR Tk IRE SO0 S e T e S
R sk (AARRMITE 2 — LN
IR K (ARt 22— FEWISERT)
ek (52 (AAmEE L RAERS MRt 2 —)
TEE B (AAmEE LR AERS MRt 2 —)
W Bl (AARmEEmRERS MRt 2 —)

LYY NIV Y RERBMNICEET H8RR T T 77 F N TRV EHMG
EEEAT D, FR 26 FEE LD LD Y FREBIEOMHSL 2R TN D, KGRI
BT KB A B R L7, B BRI LC-MS/MS 28 L7z, B L o U RERINMER G A A )
MHDAL ) —IVBIOEKAR ) — LD e, BIEE D T L OFHRIRRE & 0
T LD AL ) — VR — B SE DB EZITU, LC-MS/MS Tt Lz, L v
U RIRIRIEDEBEANT MinG, E&ICHE L7oA A v &2k L, RBRiEOM6E
R L7z, FETRIIRA 1L D) FoRit E EREIET D7 ik sh
PLORRRMENHER SN, REFESKBRICE L 7 U K& 5 ng/g O THIMN L7250k
A, 2oREZ 1B 207, 5 A L, SBRIEOMERZFHME L7z, Z ORI
b, B, RBEROERBREZHEE Lz, B 9%, JHMTHE 0. 8%~3. 7%, N
2. 0%~8. 6%, EREIRSAN (ENREOIFEERZAIZ 10 2R C2b D) 0.9 ng/g~4.0 ng/g
DOPERENHEE ST, BLEDD | SREE A KR A KR & Lict Ly U REBRIE 2 ST
TXhEEZD,
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WF5E H #Y

?V&Xlﬁ¢ﬂ T2 o0MNRH 5

Yo TRIZRT HO L MRS FERIC AR
STWAHIO 2 FEFE T, HAETIHIEY:%
FIER E T D RPFEOLRDTEAET D LB
SNTWD RO LY A E &I
R EAT DI T F K, BHED
W& LS DR R EIC > TN D, AT
FRiFELVDY REMEHRINLD, ELDY
NiZtE Lo AERE SN THEET 2 BRI
EEND . 8 11153. 00 OBIRT 732
TFRTHDH, BEL DU NITIZFROIHEWE
T, 100CORRBLT A— 7 L—7
REZIBWTHRELRW, EL DU NiX
bk L7zLoic, BREBENTHIELEEL Y
AENER, WS D, FEEJRE &8
BHENE I S ZEICIE, BRNOELY
U REBHTLO20ERD L, ot L
U AR BT EAEELZ M 255 b Ak
Thod, BEDO I WREENLEIZR D,
Lo U ROREEIZITERED 5, FHik
RN I b Y 2R DL, OUEM-FEME 2 R
ML LTHD, lHITe FOERET
IRDICBES NI, 7y hOv U R
EL K& LTV D EREWITIEMN 2R S 72

W BIIMEI A 7 AT 54 Suncus mirinum,

X AR AXIDRENRDHDH, AT A
Lo Noxt L, AR OS2 7R,
e 2 LICA L7 T EREBMEEND
EAT 21 F EHDPENCITE M LTE LT,
ARBIEICER IR EUNREBICH 5, B
EBROBZAIC LI LIZBIRINS, 1E5o

LML DAY,

F—=hr7 =T L7k REFHSE
BlorBEE Lo AEREE I, EbihE
TEENFFROICE SN D Y, ZEhbiFExK
JSTFFRATIEH 50N, FxMEEZ X T
Wb, BEL DU LB IZHEE S 47 HEp-
2 MR h o ZER 2 R 2Tk, Bl
fii & RRBRS LT 72 D, RV L 72 HEp—2 #
iz BE A AR IS WAL, £ 2T 2 fF B AIR
LictL vl FafiEsr —ER®NR 1%,
24 IFRIRRERE R L, 2 0%, HasH OHl
Z 100 5 DL BEIEE U, 22 ha B oo A 28 A4 fife
BRI 5, TOMGIE, EgEAICAIR Lz
LU REMATWHAIZHE b BT,
EDE LD U NREHPE O TRk 8l
BIxnb, ZOBRO[FILEL IR T
B AR & ZE R LB SR BR o
RENRELDY RREZRELTLE I,
AREFFEDE TIE— ORI T Fhi T
ELONBURTH D,

BEOWEEZ ALY Y RE5T
TLHERDD, A ALz LT U R
ERIMTHHETHY WEREDOTIEE

TIX IER MBI 2 ITVEC 2D, LD L,
HWEsnEmMich D Lo, AR Z R
D B 5 TR (TITRERR AT DREER DS D 720
EHrRdHy, EOMMBIZEKRH D, 6
(2, EETEEE T, Mt e e
BT, ZNETHRIEESNTEIHIET
X, BLv DU RICEBILEEE RO A 4
) ITXT THLNY ) ~ATUBPHNLN
T&Eo, HOENTEEDES, ELD Y

b\fcﬁb\
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RAKRTHDLZ LIZE I ETHR,
Lol RiE, 77VBEBLOT I B
4 FEEEN 3 MM RS, o, BAH LT
RIRMEEZ & 5T D, 2 OREENRE T,
Lol FERABREFEERPA SN TS
o To, 2013 T REMEEN ST
IRENDEHZ7otz, ZORWMDL, K
SRV T, R, 2 ok

UV ROEEEME & L CHEISFTRED E D D,

LS/MS/MS Z FAIVNTHRRE L. & DA HIVE % fife
WLT,

Ny I T A AR R M & L THE
L7c, BL DU FRBIEOMZEL 1127
¥, LC/MS/MS FB431TRIFE T %, ARIET, IR
INEMEER 21T > 72, EORER, 40% 5570
5 85%FEE DEIE T, &2k L LT -
7o BNRBE D 27% & K272 o7 (FAk 26
FEREE) .

LC-MS/MS 23 mfli e TH D720, £ D
PLHAMER GRS D, £ D72, LC/MS %
AWT, L7 U RORBRIEDBIE & »
Tz, RBRG0 LY U RilHE, st
BT BEIE LC/MS/MS & W TOHBRE L [F
HThole, MFTOME, EELHYRT D
WE OWE NI TR T, BVORE &
WELT 52 ERHLMNTR o7 (R 27
FEREE) .

AT, RBRIC AV SR & LC-MS/MS
L. BLU U RoRHE, BiLED Z 2
~OWMGEIE, LCICB T D777 4=
v RERFIZOWTHE L, BT U FRER
A HENL LTz,

B. #fgtHik
B-1. EL WU R, Ko7 T4

Lo U RiE FoEMEE TRt
HDEEA LT, /Ny 7 T4 A1, KRB 2=
IR AE O Tl L A V2,

B-2. Ny T4 ZA~DEL T N L
il

Ny 7 TA A% 25 gFEL, REVTA
P—=B I LT, A% —NLVIEfREL
7 U K125 ng/mlL)% 1 mL, /Sy 7 A4 A(Z
Bhph Fey 7 Uiz, BEFTT 60 43 L
oo ZOWIMZEY 5ng LD Y R/g X
VI TA ARSI ILD,

B-3. EL U RORAK J— iz X HHiH
Ti B RRE
LEIH DA X )= X A, 2 [ 3
LB 2, AR : A% 7 — IV KOUKIR
W (7:3) £/, B : A ¥ =LKW
KRR (95:5) THNE L= %A Tl L=,
LUFICFIEZ 7,
O Bk (v TAR) 2B5g BERELE
(ARKE OB & N=2, 3 4 K),
@ kLU FEREERK (500 ng/mL) 2.5
mL Z ZNENOREHIEIN L7z, 3k
D5 PETLL EOEAICHE T L (N> 7 F
A A& LT50 ng/gtA¥), 6043fH, 7
ZaEBGTREETRT 7 FNICHE L
77
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® K25mlL Mz, "ESFAVP—%
AWT 1 Mg LT,

@ A% /—/L 100 mL Mz CTHETF
A X, w5 EE, GF AiBEITV, Ak
AKX J—) 5 mLX2 [ATHE LTk
R AL HbE, A%/ —/T 200
mL A CER Lz, » - - filiHK 1

®  FEREWIC AWRE 21T B K 50 mL &N
ZCHREVTA X, ELEE GF Aild
ATV, AAE AKETILB K 5 mLX
2 BT L Tk e bk, 74
M7 T AT LT, « - flHR 2

©® ©&LFEAE- - - i 3

@ ©&LFEEE- - - Hhiik 4

® MR 1 IZZFO—#E ) VT 4L
Z—TAHlL, RBREKE L,

@i LB O LB BIEE . T T ABHEAS
HErHNTAE LT, AT EFEEEY
7 A 2| 2R, K TIEMEIZ 250 mL &
L., <EALTHRBRIKE LTz,

BRI 10 mL % HAefHERBRE 12 EME I &
DELY . K% 5 mL & IEFEICN A TRE
L. =tV v THh T a~OEHARE
L7,

B-4. HLB % 7 A2 X % RifALER

O HOENLHAK /)= 3mL, AH /) —
NV ROKIERR (1:1) 3ml ONRIZ A 7 L
2B L TH T LB LT,

@ AnHREeE (15mL) 207 LA
faf L7,

@ A& —NKROKIRK (1:1) B

Ao TV 2 3 mL THPEWL,
Velti e 70 7 LIRS LTe, WK Z T
726

@ 2K —)VROUKIEHR (7:3) 3mL T
T NEEE LT, KA T,

® AZ = ROKIERK (95:5) 3mL T
Lol REREHISE, WHIRES.

® HHRFJMWEFTOT VI Tay7ER
i (50C), HHWNEue—F U —x /R
L— & —% T ¥ IR 2 R A L [ <
T,

@ Y GUEH1g#tEY) ([2A X ) —
ZIEMEIZ 1 mL I THEML, U oy
TAnF—TAHlL, RBRAEKE LT,

B-5. LC-MS/MSIZLBEL DY RO E
'
O FRER IR O
TN EREL, BV DU FEEAER
(50 pg/mL) 400 plL %, 40 mL &7 7
A2 ZIEFEICEDERD . A% ) — L&
Z. IEfEIZ40 mL & L7z (BL DU REE
ey (500 ng/ml)), AVAIKIZ. W H D
BRI, —20°CLLF CHEMRGTT 5,
R A A X 7 —/VTHRLT 0.5, 1,
2.5, 5, 7.5 KT 10 ng/mL DFEE D
R PR VA IR 2 L L 7,
@ REMROMER
AR RS YE PRI &2 LC-MS/MS (ZTEA L,
B — 7 A CRERR A BT 2, At
RERE T 5,

mr
il

®
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FRBRVRIE & LC-MS/MS IZVEA L Ml )
Lkttt Lo U FREAZKRD D,
@ HI7E G-

IR a~ 77 7 : UltiMate3000
[Thermo Scientific ]
AN Br#& (& : QTRAP 4500
[SCIEX #4]
BT F T AT YRS L
(NE£2.1 mm, £ 50 mm, K 7FE3.5 pu

g =N
i

(Zorbax Eclipse XDB-C18)
A7 LR 40°C
e 0.2 mL/min
BEIAH A 0.1 vol% X2 TN 10 mmol/L
XL T L E =7 AKIRIR

B; 0.1 vol% FgM 10 mmol/L X7
VEZDULEHE AL ) —IVIEIR
77 vxy MM 0 T2 min (A:B=20:80)
— 16 min (A:B=5:95)

m)

— 16.01 ~ 20 min (A:B=20:80)

FEAE :1~10 uL

A FAbE— R : EST (+)

A A PRI - 700°C

A A AbERE 5.0 kV

TV =Y —AF w2z 1171 (T F
= AHIME)

TaR g s AFy w2z 172 CGEER).
m/z 357, m/z 314 (FEZRHH)

C. WFoehs R
C-1 NI RAZEMLIZL oY R
NDAH )= XA RO RGE

(

FRER 1 LO 2R L, WBRED
FRERITIFIE-FHLTRBY, 1 BHDORAX
—b GREHZY (LD 7= DI eI K Z 8
XL TWAHA) T 90%HIH DEILAE B
72 72, 2 H B LUKEICOWTIE, HhiHkIC
XDEFRNEBX O, KERNPD,
BEMEZ BB L CAREERA L, MHEK
E3mETHZELELIEGET, 2),

C-2. BRBRVE O YEREREAM

LU RERIMLR WY 7 T4 A%
AT (1B 2 B4 % 1 BEM) L, BiE
V— 7 OF AR L, SRS 1%
1L U ROE—73HRH S, SRE
WZEIT W EE 2 bz,

SHTE L AW E—OWINERE (BL oY
K% 5 ng/g ODRETHMLIZ Ny 7 T4
) Z. M FNAICHES T, rHERIIC
W, 1 H 2EISHTA 5 HIEEY KT, 15
ST HE RS B2 T, RBREmIC— I
B RHTIC K 0 fghT L. B, OFHMTH
ERBIXOENBELER L, BnEIGL
BRoofE B, BT 94. 3% K% TN 94. 5%% R L
7o F7-. K4 HORRAT, TiHfliL7=& =
AL WTHRE 2 FTChote, £z, EE
BRFL (SENREEE OIEERZEIC 10 2/ Lz
®) 0.9 ng/g~4.0 ng/g DPERENHEE S
7z (£3),

D. &%
LC/MS/MS Z#HWTht LU Rikbrik



DFESL A Fk I T2, FERR 26 SR TR 2 LT
HLOD, TRO/Ny 7 T4 ZA~DEL T
RN AR 2 S0 U 7=/ SR %. NS
FEAREL | EICRIT 40 %ZE FEDZ &G
otz (CERR 2T FEMEE), T DEROH
AL LT, OAF /=i LD, @
K D IRAELE. QIR D A FZ ) — /LR
FE &SP LTZRIAER D T LD A X ) — )b
IREDA—E, @WLC Ey DT 77 1
Y EMMEBZBILTUV,

BAEFEII RN T T A AMDBDAH ) —)L
P A EZ 2 FERRGE L. TN EhORE R
R LT, fRICESW e HitE A
B L7z, Bt L7z 2 FREEIZ, 100% 2 &
— VO, AWK (K T0% A & 7 —)L)
BHHWIEBIR (95% A % 7 —)V) THEN
3 [EHhH L7z, #R. LD U FhH=RIX
AR TIE 99. 6%~102%, B TIX 97. 5%~
100. 1% & | ZDRRD LR ST, ZOHE
BioiksE, AR, BHRWS VAR
DEKTOW% A S ) — & Lz, ZORFEHT
LV, BL U ROKREHNOOHIH TS
BIL., fERICESW L L e o7z,

RTALER 7 Z B E 50% A &/ — L C -l
b9 %, @EIT LR EZREL., BT
DTN D3, ZOREL, EREEREIAT
O HIRIZKRZINZT50% A %/ —)v
WEE L. ENEZRILEE D 7 AZHIN LT,
ZOATREIZ, RBR T O IR & T A A
L. D, A ) —)VIBEEA 715 b LRk
T—HIE, By FOREIEORE(L
ICEBALTWD LB Z BT,

SRR 26 AEEEICE LT U RERBRIEA LC-
MS/NS Tt L72BR. A RICHIEIZ 22 2o
7oy, LC IS 2 At D 7 27 4 —
¥ NS RO b DTl olz, R
HELUY ROMHE -8, 797 4=
VMR TRICRESN TV 2d, SFE
. I 742 MRFEAEREL, B—7
NI 7T 4y FRICHBTE D KO ICH
LT, ARBREI IR TR P A3 4
LAl RetEA E < L [RIFRPY O B PR R E AN
EHZIWEIC oo EHEET B,

fREMARE D 2 BTNV T, %
Lty FERBREZFIT L, LCEB X
O~ AANXT MO ZRT (X1 ~6),

ARBRIE DO MERERTAN 21T > 7o INENNGK
B s T BT 94, 3% K TN 94. 5% & 1 —F
v I ARBROFHE~=2T /v (FHi &
~==7 V) O#iP (10 ng/g: 60-115 %)
WNTH Y, [ENOD RS D 2 VERTA 7 A
RZ A OB (70-120%) b= LT
7o F7-. K4 HORRAT, TiHfliL7=& =
AL WTNH2UTTHY, Fid~v==a
TIDFANTH Y . ENOREEDRY
PERHIE T A B Z A > O#iPH (RSDr: <25 %,
RSD,, : <30 %) ®iii/= LTz, Z D4
RN D ARRBRIEOVEREN G <, +
CACEREETH D T E R E T,

BRHEBRFUZ DWW TIE, B FHFEF O/
FoEL YY) RRENRZEODZLRIIHIZTED,
e ik~ 7=k o, ZhETHESNT
LUV RREIZEMTIEROVD, FHK
EOBLRIITAHEEZEZ D, BEDLICLD
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VR LY 2R RORKRED O B,
KERTITH 10 ng/g L EDEL T Y REki
HLTW5 Y, ZORBRIEDERRIT 0.9
ng/g~4.0 ng/g o~ L7z, &GN L
U NRENGZEZ, #BATLELVD U R
ABEIT T IR R E 2R LTV D
LEZLH, M7V FREBRIEOTHN
T, ANBRIEITZE OMEREDS TN S 41,
INKERFBRETH D Z RS iz, 5%,
KENE AL, BhaEERaLhot L
v U NIREOEMRBUIENRE S v, &
LT ZENLEEND, TORE, i
BBV YY) FORPREAEFMED
FEMASFIREIC 70D LB 2 D,

E. Z2&3CHk

1) BREARBAETFHBEHEHHES W
[ERENREESTT ] B U RH,
pp. 157-159. SCKE AR, B, 2014.

2) I IER, R, RIS Al
AR SR, THEAEAR, H,
2012.

3) Agata N, Ohta M, Mori M, Isobe M, A

novel dodecadepsipeptide, cereulide,

is an emetic toxin

of Bacillus

cereus. FEMS Microbiol. Lett. 129,

17-20, 1995.
4) Agata N, Mori M, Ohta M, Suwan S,
novel

Ohtani I, Isobe M. A

dodecadepsipeptide, cereulide,
isolated from Bacillus cereus causes

vacuole formation in HEp—2 cells.

FEMS Microbiol Lett. 121:31-34,
1994.
5) Agata M, Ohta M, VYokoyama K.

Production of Bacillus cereus emetic
toxin (cereulide) in various food.
Inter. J. Food Microbiol. 73, 23-27,

2002.

F. BFIER R
7L,

G. FNHIPTA D BRI
1. FrirEts
2L,

2. FEHH RIS
7L,

3. FDfh,
2L,
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#1 ARBRBMEBERLEEL YY) ROAY /=T L%
filith

Lol FEEE (%)

AT v 7 b i R A& B &
1 2 1 2
1 A% ) —)L 100 mL  89.4 93 87.3  92.4
2 JRUE 50 mL 8.2 7.4 7.8 5.8
3 JE% 50 mL 1.7 1.6 2 1.6
4 JE% 50 mL 0.4 0.4 0.4 0.4
G 99.6 102.4 97.5 100.1

# 2 BRBEMAEWLZELYY FOXFZ ) —MIZX
% HH

Lol FEEE (%)

AT > 7 b HH i R A& B &
1 2 1 2
1 AH ) —)L 100 mL  93.1 92.7 90.8 91.1
2 1R 50 mL 7.3 5.3 4.9 4.8
3 1R 50 mL 1.3 1 1.4 1.7
4 1R 50 mL 0.3 0.3 0.5 0.4
&  F 102 99.3 97.5 98
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#3 HhiLletL v FRBRIEDOEE K OFE

win =Nics HTHE  =ENEE LOQ"
mbRE RE (Gl (RSD,) (RSD,,) (hg/e) HORRAT,”
(ng/g) ) (%) (%) (%)
A 5 94.5 0.8 2.0 0.9 0.2
B 5 94.3 3.7 8.6 4.0 0.8

ENRE O HERE (SD) DO 10f5E LTHRHLZ,
* FZHIE(RSD,,)/ 7t E(PRSD,,)

2B, EFEEIX Horwitz (BE1IERX A 2 TR L.
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3000

1.47

N
o
o
o

Intensity

1000

0.0 0.5 1.0 . 1.5
Time, min

1 v oV FO.5ng/mLd 7 u~ ~ 75 L] (mlz 1171—172)

3000

2000

Intensity

[y
[@]
o
(=]

0.0 0.5 1.0 15
Time, min

2 BRIy 7 T4 A7 a~< 7T LE (2 1171—-172)

1.48

2.0e4

Intensity

1.0e4

0.0
0.0 0.5 1.0 . 1.5
Time, min

3 BV UU FRNIENGRERD 7 v~ 7 F L] (miz 1171-172)
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1170.5 (+NH4)

3.0e7

2.0e7

11y1.4

Intensity

1.0e7

W72.4
73.4
|

0.0
1100 1120 1140 1160 1180
m/z

X4 EBLZY ROTARARY ML ZAX v V% m/z 500~1500
MIESME - EST () . A AV EAFLUNHEE : 41 V

1.06
> 8.0e5
‘m
T 6.0e5
=
4.085
1542 34z
1859
2085 ” ZDDD':3 3573
R

0o
100 300 500 700 900 1100
iz

X5 LU FRODTaXy NAXx AR "V PV D= —A A mz 1171
HIESAE ESI (+) . A AV EAFLUNEKELE 41V, 2V Pa o R®xx— 117 eV

1.6e6 357.2
1.2e6
=y 85.1
7
c
9 8.0e5
c
- 4995
314.2)
339/2
4.0e5 538.3 7414
713 56.1  gog.g
172.3 286, 48244%349 940.4
86.2 2960| | 467.q 5424 570.? 9223 1005 11074
{2 f L ﬂi A, 7437 sesg | Rt

0. ‘
100 300 500 700 900 1100
m/z

M6 ‘LmY ROFaXy FAXY L AT ML U —Y— (A2 mz 1171
HIESRM: ESI (+) . A AV EAFLNEEL 141V, 2V PV arzprxx— 75 eV
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Lol MRl 7e—Fyv— L

1 BEAK O

wk Xv 7 T4 R) 509 + /K50g

7— K7 ety —TEEL

A\ 4

| BB L3tk 50g |

A 4

A X ) —)L 100 mL

v
REVFA VP —TH#
10 B
(A7) (FEREW)
v
A K )=V OUKIERE (7 :3) 50 mL
\ 4
T T AHEHEAHE T Al
v
REVF AV —TH#E
v
1 0B
v (EERIR) (FRREW)
W T AHEHEARE T Al v
AH =V R OUKIERK (7:3) 50mL
RETUS AP —THE

A 4

A 4

A\ 4
i DGy e
(12 iR)
717 AGBiHE ST At

A

4

=N
I=ER

77 AR LK T 250 mL ER
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2= T o

ER LT 10 mL K 5 mL 2 Mz 57—~V v P07 h~OAmHEE e T2

|

HLB W 7 L X507 V=27 v 7

l

AKX =)L 3mL, FlFTAHX 7 — )V KOUKIERKR (1:1) 3mL DJAIZH Z AZ# LT,
VN T A B

=Y T H T A~OAMARE SR (16 mL) 207 AZAMT D

s AL =V RUUKIRIR (1:1) 3mL TH&MEW, WRE B 7 LMCAMT 5, iR
TS

c AL =)V R OUKIERE (7:3) 3mL CTH T LEWET 5, MHRITHETS

c AL )=V OUKIRRE (95 :5) 3mL CTEL v REEHEE, WHiRE RIS 5
CERRIMFTOTAI Ty 7 EEME (500), HH 0 IEr—F U —T R L —X—%
T, R 2 IR 3 5

C PR B A X ) —)v 1 mL IR 5

VIV T 4L, RBRIBRET D

l

LC-MS/MS

M7 kLol FRBIEO7a—F v — |
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