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BEHER A Ann. Rep. Shiga Pref. Inst. Pub. HIth., 55, 23~29, 2020

REMRHRS

LC-MS/MS ZR WYV ILE#H

REBF HAdEy

BAGEH"

4

Y VS HTIEDIRE

FAEM® ATEXHER

Analytical Method of Cucurbitacins by LC-MS/MS

Junko ToM0zAWA™!, Hiroko TANAKA™!, Yusuke SUGIKI'2,

Norikazu UEDA™ and Daishiro MAEDA™!

LC-MS/MS #HW-27 271t %2 > B, D, EBLO I OOWEEHELTHZEE2AME LT, A%/ —L
THitH U721, Captiva ND Lipids Z MW THRIT 2 FEERF Lo, BRET L7 51E2 O CHRINEIGRER %
Tolel 2 A, BERCHZIZL > TEIREN T0%RMmE 27, ZORKE LT, REOWEANEZEL T
HEEZONZENS, EINEROIETAIET 5729, 3BHT 0.1 mol/L ¥R AN 2 7=, HhH - K45
EERA L. B2 &0z 5 FEHOFEZ AWV -CQRMBIGRBR 21T - 72558, 4 B &b R RIENS
LNTr. RIBIIEEAHRE RS AERICRB T A RE D OIEMR 7 7 VX VU HEMEE LTHEHATHS.

U R Z7AEY VU, v YR, LC-MS/MS, fHEf i

#E

I NEEZ T EIETT Y BHEWICE 5 E K
AT 0, BET 5 LM N RSO R &
FlERzToenmbnTWn5D., BHAERBLTWDS
EHOT )RS, BFE, 77 A0EX VU
FEAEEENNZD, FENBET D AR
T EENTWS., LLaRs, T4, BEMe
a v P LsChL, RO A
Ry F—=t) | ~NF =) S L PREFNLEK
FRAELTWD.

B ARIITREH R R ERISR RO N D Z
Einn, 77 NE XY EORERT O AE B
L LT, LC-MS/MS #HWimmhrikz Mgt Lo
THETD.

HiE
1. &
FwIHIh, RyvF—=, Aoy, auhtBL
ONEHLDORELE V.
2. A%

2.1 BRSNS

Mk aettflorsr 7 res v B, ERB XL
O I, L7V AR Ro 7 7 e
v D BEREGEL, AKX — )L TR L THE
R 2 RS L7z,
2.2 3K

FWRT7TrE=U AFRE, TEM=RMI LB X
WA X J—)iX LCMS HEHH W=, 0.01~0.1
mol/L #E&1Z, BESHTHD 1 mol/L ¥l % &R L

1 RERMERTE X —

T520-0834 R R AR H T I 13-45

Shiga Prefectural Institute of Public Health, 13-45, Gotenhama, Otsu, Shiga, 520-0834, Japan

*2 (B WERAEREREOR e

T 520-0834 4 R E TR T 13-45

Shiga Prefectural Environmental Health Division, Food Safety Promotion Office, 13-45, Gotenhama, Otsu, Shiga,

520-0834, Japan
*3  (B) W IRE R EG T

T 5258525 WA R EETEE =T H 14-75

Shiga Prefectural Southern Shiga Office of Environmental Affairs, 3-14-75, Kusatsu, Kusatsu, Shiga, 525-8525,

Japan



TR L7, = F Lo o7 IV UEBREH 7 ©—
R (LLF, EDTA WKL Wo) 1%, %7
NIV A7V, JarT NI A 27 U KRBT b
THA 7V RBRIES ICHEILL TR L. 72,
BRI — ) o7 b s 77 v U—K%K
248 Captiva ND Lipids (3 mL) , 0.2 pm 7
ANE—IF AR =AM HFASH O 707 1 X
7 13CR &\ 7=,
3. EF L OIE S
3.1 k7 un~r777 (LC)
45iE . Waters fH8 ACQUITY UPLC
BT A=Y A = AR SR
InertSustainSwift C18 (£ 2.1 mm,
£ & 100 mm, ki 7-£& 3 um)
BEH : AR 10 mM 87 v E = AR
B#& 7Ehr=HrU
77V MM 0 3 (B K 30%) —10 43
(B #& 60%) —12~15 4 (B
% 90%)
T 0.2 mL/4%y
BT KR 40C
HEAR 5L
3.2 X uTAMEESHE (MS/MS)
HEE . SCIEX 1% API4000
A A 1kiE  ESI (+)
HZE+E— F : MRM
AF AT L —5EJE : 5,500V

[25LE4 0B
12000000 .
. 10000000 [l\}+NH4]
T 8000000 4 IVl
4 6000000 ,
% 4000000 IM+HT v
2000000
0
300 350 400 450 500 550 600
25000000

20000000 ﬂ?O\.\

N

15000000 \‘\
E 10000000
e e

H—Re—%—RE : 300C

WESM &1
4. REBREEHR O T

A5 g2 0.1 mol/LEfE 5 mLEB LA LX /) —
U 25 mL 22 CHRESFHA XL, HT AHEA
MEHWTWE A LT, AR EDKREWMICA X )
—L 20 mL #x CTHRESF A XL, FHEWRSA
WLz, AREADLETAX J—)LTIEMIZ 100
mL & L72fiiHiEEBs L OKk%E 4: 1 OFAETRAL
THRI— MY v DIZAR L, =008 (3,000X
g, 377) LTHELNZEBKERBPIRKE L=,
5. R

AHE )= EBIOK (4:1) R CTHEL =
YRR 72 LC-MS/MS THIE L CTE— 7 HfEE R,
ek iR BRI K 0 M ER AR L. BRI %
LC-MS/MS THIiE L, MEMNOIREZRDT.

R DA RESD ORIEFRMG
s Qi Q3 DP CE OCXP

(m/z) (m/z) (V) (V) (V)
99IERTUB 5765 4994 61 17 22
S99IEART D 5345 4994 46 19 14
J9OIERVUE 5745 4974 61 19 12
JOIEST T 5325 4974 M 19 14

Q1 : FYh—H—A4>, Q3: FA% S (4>, DP:Declustering Potential,
CE:Collision Energy, CXP:Collision Exit Potential
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1. LC-MS/MS H7E &4 o fFt

DB ET A7 A EX U, BRSO
AFENARECHoT=7 7 Xy B, D, E Bk
RIDAFESELTE. 2D 4 RS DAK ) —)L
WikEk Ay 7 a—ary izl nh, 77U h—H—
A F & LTIM+H]*, [M+NH4*% L O [M+Nal+73
e En, Z7Av2yr TICET 5 [M+Nal+% &
X, BiFRBmELRTTax s M Ao RnBELnT-.

WIZ, BEIMEIZEXBT VU AR RB LT
T hr=FIULEHWEZ ODS T LI2LB 770
VN AT ERE LR, YA — X —iEE
300~600°C D#iH CTEAL S THEEMERIR 2 | E L
KTV —Y—AFrnbERESND T X s Mo
o DMEELE L. TOMEEX 1 TR T.
Tua Ry b F L OAKEEX, [M+H]*E X O,
[M+NH4l+*% 7Y Bh—H—A A & LTEHEE Y —
A —F = ENMENE O 2, [M+Nal+*O% 5 1%
WIEIDNERFTHoT. o, IM+NHL+Z T U B
—H— A AL LA 4 oy & b AN
ERRKER-T, Dbz ns, —FRe—4%—ii
FE% 300°CIC&E L, [M+NH4+% 7V B —H—A
F v &4 5 MRM &% 8H Lz,

2. RBRIEIE O FHEE O Wt

H b oL P 2B, KL 70E
2B T AEELE LTAX ) — LR L
7=, F£77, TEFEHNCIVTIHEGE R A B T
BLIHGAEEBEL, KEMERETS7-00H
2 EIC O T H st L.
2.1 REIEORKE

AL, IBEREBID 0.22 pm 7 4 V¥
— L LTOWEZHET ORI —F) v V2L
oo TORBRA—R N UL, arsaova=v
RV - WHEBMERARE TH Y, Af Lizihbik s
WEOAHEL CHBSES DL THRENATRETH - -

&2 FBEO—F) VT HLDREIRE (%)

LLnG, By — M) v PICAWNT 2EED
Mp & LC, M CcH D A X 2 — L TIIEE D
BRESIEMENEEZEZ DN Z 0D, MiHKITK
RS L TCAMT 2 HiEERa L.

AR —=NLEBIOKE 1:1, 2:1 BLWUWN3:1
DOFENEG TRE LI IOl U7 BRI A L,
B — ) v UMD OEINEE R LI RE2E
2 ITRT. AX ) —NLBXOKOEREAKE, Ficy
IRy BEEIORNE ORINKRICKE S HEL
720, 4 S E B AR ) —ILDOEEREL 2 HIEE
BN ER™ SN, BELN 3:1 0L %,
4 B4y E BEINERED 90% L EE otz Z &b,
ZOREHEAMKOMEE LTERA L.

mE, AFHCAWERE ORI T &M H
KOECHPBO NN, BHRI—FY v UVOfEH
RV BEZENRBRESH, BEAOBBEERNS LN,
Z 2 CARMRB T, FAELUAOREHZ OV T
EEZ A L7z,

2.2 RAEOBEIZ LD RE

X, XuF—=BIUOPELLORED
ZHWCTIHRMNEGRBR 21T o2& 3 1T 7.
RET U720 MBI K A ECER T, Fe il O 528D iy
HLBAEINTEPEDBLLORELIZBWTIE 4 R’y
ELRIFTHSTZN, TwHINVBLRAyF—=1T
WIS IZ Ko T T0% R0 & 72 - 7=,

JINER O HEE LTAY ) — L E
HHEEICHWEREORSEY TlX, Xy F—
WCBWTREREIEIS DN TV, £, HH
— Uy CEMEHET, A 0.2 pm 7 1L
Z—TAHlLIZGAEORINEEZHAELI-EZA, 1
WhH—F ) o PEHEHLEEA L IFEREOMET
Hol-. TNHDOZENDG, TWwIHINEBIOXyF
—=ZBWT B2 EIEENG S 70 o TR RNIE,
M - BRUAOTRIZCHDI EEZOND. £ZT
Wiz, ZORKRFAEDT- O, SHRMRAEO 7 o< k
7T LEmR L.

B g

F&3 AMELEAERICE 15 F I EYRE (%) (SR AT

s A/—ILELVKDEEL s -y Lok = 75\131?:\:_,0)
1:1 2:1 3:1 Ro5b
271V ERL VB 39 77 92 27 IWERL VB 63 54 84
99IERT D 84 94 100 99IERS D 82 107 88
JUINERDUE 38 77 99 JUINERTUE 65 24 96
SO IVEEI LI 68 88 926 SO IVEEI LI 68 72 80
* n=1TRIE * n=3TERME. HIRE : 1 ug/e
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3 ORI L EMEYEIR D 7/ v~ N7 T L%
B 2 12T, FIERBI TholeNEHo DX
SO TIHEERR S IZERBRO 7 v~ b7 T L0315
HDNTEDOIERL, T HINVBLRRyF—=T|F”
e I HEEBEW E ORI, EE
nzsnrexyrDBELOB O MRM S THRH
Sharve—72 (LLF, RHE—=Z7L0n)) BNFEDH
nNiz. TNODOARPAY—2137 70 7 R BT
HENehol=Z b, MLz 70XV
KRB EIRFN LS R, MO0 BRA L TH
HEnzeEzonsd. LLERL, RELTE
W BEALECE 2 D THSINEIGRER 217 - 72356
WX, RHE—7 OMENHL KT L, BEIXER
DIRTHALNRN- T,

T 2T, REOHENEINRIZE X DI
OWTEHEMARHEZIToT-. XX —=% %451
THE T BIORBITEL, £F, AB1E27—F
Ty XA —THEL, TOEHKE IO 120 45k
B L7222 N E AR BV IR 2 s 0 L C R E IR
BEiTol-. TOMEEZE 4 18T, WHEHLER
IR EZ M LG/ 7 7 reX v B B
S OE ORIERZNZI 48%FB LN 11% &K
ST, 120 SRE LS EIEEA T 91% 8
L 82%IckFE L. 7ok, WHEALKE O HE R
% 15, 30, 60 B LN 180 /oL LA Ic >\ T
L CHEEZIT 72 2 A, MERFERELS S
FEEN RN SE L, 120 oML ETHIR 4 By
ELRIFTHhoT. —J, BBIIE, BET @ 240
DRICEEAL, WINENGREBREZIT 7. ZORER
R 4O CORT. BB TIEmEkic X A
INEA~DEENBO LN o TWRIZE b
59, HiiCBELERBTI Iz 720X Vv
E OEIERN 49% Lo 7-. £/, RETICE
WTHHEREE 120 5 FGE L 7= % i asnE
WRBREZITo72 8 2 A, 4 1 ORIIEN 83~111
%D E LY, BiFThoT

bz s, 77Xy ORI RIZ
FREIOHEO TEIEEG L TEY, [MH0R
By M EVEACIS Ko TheH S 4, BIERIZEE L
TWAHRREM N B 2 5N b, £, ZoOREHRS I
B S =%, REEOREE & HIZERT L7120,
FRp e U 7= BB ek 2 O 7285 5 12 B R~
DEBNRDBLLNIRP-T2EEZLBND.

¥, BT OB EMERICIEERKERML,
120 sy fiE L7 % ICRBRISIK ORI 21T > 1256
DOENRL, 727102 B, D, EBLXOI D
Bz 7%, 97%, 0%B IV 25% Th-7-. ¥EI

BRI LT 7 Ve &2 U A~D BN KRR
BELERBICLIBO NI NG, 77X
VEPNEBEAREI RIS Z LIk AL AL
EARAHETHD EEZEZLND. 77 VEX U8
EEBICERT I IREMICEBWTHLHELT D LI
Lo CHREROBEENEZ Y, EfLRERMENIEDLN
ROVATREMER R Tz 6D, BEARIC X D EIEA~DR
BEAMH T2 FEEmET 52 &L,

] (— AR 4 BRI
- 3
= 1 2
- A A i
I
- 1 2
EN =53y
z ‘
EIREY
= n VA 3
- . A .
JCANN |
, RyF—=
e “\‘*
: : 1 2 M
- BRI\ 3 4
* il
: 1R A «
g - 4 DIEBLOD
5B
E - .
F A__A
- a
1 2

X2 BEBRBSIUHMAHOMRMIOTRNT S L
(1:99IERIUD, 2:99ILERL UL 3: 99 )LERS Y
B, 4: 79 IEALUE, x: FBAE—Y)

x4 HAMOYERICKDEUNE (%) ~NDEE

s R AH I
0% 1205 0% 1205
99 ILESL B 48 91 76 93
99ILERVUD 116 101 116 108
JUNERDUE 11 82 49 83
9HIERI I 86 101 117 111

* BRI, RHENBEL% EEBRRERNT 2ETORBHFMZERT.
n=1TEME. RIRE : 1 ug/e



2.3 ABREEOFTEEDOL B
2.3.1 [AIX RO L ER

5 9

PIEARIZ X D AR~ DR EZ Wil 3 5 Hik L
LT, #&EZME, HorviExr— MEIE-I3EE
Mz it, A% =& RNCTHIHT % 7iE% e
Lz, 728, MBAOHAEIL, #EHZ 90°COEY; 5
mL 2z 721, &512 90°CT 10 4y MmE L 7-.
¥ L — MAIX EDTA 5k %, B1% 0.01 mol/L %
ZHEHAL, ThFhn 5 mL 2REHINA 7=,

XwIH D ERONTHRMEIGERBRZIT- iR %
3. wHEE LTHEEHZK 5 mL #1272
BLHELT, MALZEAIT 4 k& bR
NELLSIEFLZ. EDTA B % Nz 723541
INERLETDEHAPAONTZEOD, 77 )LEH
vy E OEIERN 69% &0 Eholz. — 7,
0.01 mol/L &% N x 7= %54 X EIE2Y 101~107
Y%DHEIFH L2, 4 Kyt bRIFTHoZ. LLED
ZEnn, BEUEOLERE LT, WELREHIE
eanz 5 hiEaRMA L.

ek, WHEACRBHIEWEREZTRNML, 0|
PR IR 2 0 2 7o 56 13 BAF 72 BR85S S 72 23,
B AME LBz =887 /70422 B
BEOE OEIENRZNZEI 25%F KT 40% &
KFL, HEREANSES 2IZFEELLE. 20
LG, WEREIN A D EAEX, REEHEL LA
BIATORERDH D EEZEZDOND.

[5o0E%5 0B] [55LE%52D]
120 120
100
HIEI ————— 80 ‘I‘I@X
£ - £
% —— 40 %
-
o yiE
0.01 0.1 1 0.01 0.1 1
[5o0E8  E| [55LE8S U
120
5] =]
IR IR
% _— :
% — %
1

001
1RFE&R E (mol/L)

B4 Zp5YICHITHIEREREOREL
* n=1TCEE. FIMEE : 1 g/t

0.01 0.1 0.1 1
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2.3.2  MEBERIRE O fEAb

WIT, BEHIIN 2 2 MR o FaEb 2 17 - 7-.
HEEE TR FE 2 0.01~1 mol/L O#iH T &, ¥ w
I EHWTEHRMEINGRBR 21T T2/ R A2 X 4 |
Y. HEERIEE N E K A2 DIE FRINERBE T L2,
0.01 mol/L 3 X0 0.1 mol/L THiiE 4 fisr e b
80%LL EThHoT-. 2T, kbBEGLRERENE
Hi72 0.01 mol/L HfZHEMHL, Xy¥x—=%H
WTCIRINENNERER 21T - 722, [EIERY 11~75%
Ao T, ARBHC & o TR IE AR N R 5
AREMNRE Z BN EnG, HEREE A2 0~0.1

-
—

O KGHEE) W #(90°C) EDTA [J 001 mol/LiEEE
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IR
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mol/L OFiPH TEL &8, Xy F—=%F\CHEM
FUNGRER 21T o 72 A R A X 5 1”7, EERIRE M
< RDIFEEREGEN EA L, 0.1 mol/L Z#fEH L
Az Aapm e 80% LI EL7r o7z,

DEoZ &nt, BRMOFEENEL > THHE
BT X B EOME A FIRE T, 2ot B A4f 72 [E1IY
BNGEONDERRIEE L LT 0.1 mol/L ZH:H L7=.
2.3.3 MWL — MU v PAMIKD HiEL

AREHCHE R 20 2 5 J7ik %2 v T 3 T ORI
FREBR 21T o7& 2 A, Eo &N K&, BAIF
RENENGE LN WIGER b -T2, £ 2T, K
A=~V PERMLEHET, #iHEE 0.2 pm 7 1 b
H—TABLTCHINEZERLILEZA, HBRIEIE
HThy, Foo2xbHhbnhotle. T M
O, WEEMXT-ZEBNFERERY, BRI —KY
Yy UNLOBEIICEENRE LTV ZEEZLND.

FIT, HRAEMX LA T OB — b
Uy VARMBOMKE RELT 5720, v 500
IR B LB L OKDOEEHE 3
:1, 10:3 BXW 4:1 &b THEL—
Dy PIicaf L, FINEZHER L. TORE, R’
A 30 1 OBEAILEIMLED 70% A & 72 5 A5y
Doy, 10: 3 BEWY 4: 1 OEEIXREILEN
FIFRET, 4 et db 90%LLETHH-T-. F£7z,
o — N o DIC LD 06EORESRIT, WTh
DREEEZHWESAICBWTHLR BN, BLE
D Lnn, WA — MY v UICANT DR
FOKDEALE 4 1ITEF L
3. WInEl R ER

HELEZ &Y 5 MEORE %L L, kB
U 7= R BRIA TR O FH 8L 2 O TN R G ER 2 17 -
TRERER b ITRT. B, 2y AHITBVWTIT,
JIonEZTY BBIOD BENEN 0.05 pglg
BELW 0.3 pglg ishi=7=o, 77 7 E% 2%
LW TREINEEZRD -, FIXRIL 74~101% D
HHTHY, TRTORBTREFETHH- -

4. EE FRE

0.001~0.01 pg/mL IZFAH U 72 EERIK 2 HE L,
SIN 2% 10 L EZm7-TmENSEH L -ER
IRiElE, 727 Are%23r BEEIOE T0.02 uglg,
JINEEZDEBLRITO.1uglg Thoto.

FEDH

v U B DERK Y TH Y, FEROKRKEE R
L7 UNEE T A B OaTiEE LT, BUBHC
WleZmz CAZ 7 —LTHHL, BRI —FD v
TS 2%, LC-MS/MS THT 5 Kk
Bt U7z, AREZ O CIRINEIGER 217 - 72 55 3
X, FHEGLEEDE b MEORE TR TH- 7.
Fo, KEIFEELRLEO%, 1 BiEHEY 20
DTHOMARETH D Z D, (EFEGHKREFESRR
EREORENOIEMERSITIEE LTAHTH 5.

51 AR

HER, HHEN BEMeavy U ickd
g ORIKYE & HEE SN DR 7 7 v E
Z v B OGN, T ST AR AR TS B AR SE
P RERF AT e o 2 — R JE S, 8, 26~29
(2017)

P Eed, SR TR, HEASE, RAEE b
3 VXK DREFHEFHNZONWT, KIRAFAL
O R AR AWEE R OF JE W, 52, 41~ 43
(2014)

EHBEAXKR—L_X—  5Ff1 2 FEEFFIR
B AR,
https://www.pref.nagano.lg.jp/shokusei/
kenko/shokuhin/shokuchudoku/jirei/r2.html
(51JH 2020 4F 9 H 15 H)

wMER, BART Ay F—=IC XD FER
THFON T DR KW E ORI — &Rk sy 7 7

3)

4)

RS AMENLEAERICH T DT EYIRE (%) (HRER)

R Ep3Y  Ryk—= Aoy aosir  PEERD
99IERL VB 91 94 78 84 92
99IWEZRL D 101 101 94 96 95
YUNERDUE 96 84 74 79 100
2IWEE I 98 98 92 97 101

* n=3TERME. HIRE : 1 ug/e
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e ST DT HTIE ORGSR OVE B 53 AT AR TR, 34, 40~42 (2016)
—, TR IR ST G R AR TR B R SEET RE R R A SR 6) EAGBEEEE MRS LENE - &2k

Y2 =W, 9, 11~17 (2018) B9 53, fEHS Y U BN I 3K 5 O Rk
5) WHHERT, MAIEAN, EEMZ, dTlH 1, DTHHWEORBRIEICHONT, FRL 17 £ 1
S SERE, LR 1 EEEICRB T A NT v A 24 BT RZHE 0124001 =

HDT I7NVEHR T DREIZOWT, BIF KA
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Investigation of Tyramine Concentration in Cheese Related to Consumer Complaint

Junko ToM0ZAWA*!, Sayuri HANAFUSA*2 and Hiroyuki HARADA™3

HORHIRA N2 F— X2 Lo 2 LIS L 5 EERN A Lz, &
ThHY, BEENOHN L TEREEZRETEDOT 7 I V2B LR ERH 7.
LIICBWTRFTIZT 7 2 ORI ZBMABO Gz Z Lab, &

DFTIVEREIL 2,300 pglg
7o, EHEROF—
WCBWCHERAIRZ B2 TR

HBMRFELTWAMIC, FI7I VBN LAEFRERENEEZ bl TIRTF—2 10 HBIZO W THAE L
LA, Valy FF—X 2 ®WETF I I OEMBRD B2, EOHMRIEE—®EDIE D BEnoT.
£, FIIVBRIHEM LT =280 TE, REBEICL 2T 7 IVaaAB~OZEPRBO LN

F—U— R F—X, FTIGAR, RELL, EH

wa

2016 F 2 A, BAOREEFTIC, F— X% INEGH
LCHEA L7aBaln 68 UWVEER, Emiim, Ao
LUONEEZRIEL, ERSEAMENTWD & DM
Ko7, HIEEIL, BOEMACEALZT—X
7FEBoTHRAELTWEDR, ERBIRBAZME L &
ZA 1L ERTIZEI TV

F— X OBEBRRICB W TIE, MAEMNRELET S
MRICE>TH U RIEFOF v RS IREES 1,
FERET I THLTF I IVRNERESND. 7
VI REMREEE-I NS, ZEICERLE
BAEIITmE B, BREEZSISRI T ENMDL
T35,

KEFOEEHITF = ThH Y, EHEEOIERN
LF T IVREGLTWAAEERS -T2, £ 2T,
PRAEFT ORI IS X, EIFHHPOTFT Z I O
EITolOTHRET S, ZHICEE LT, FT7Iv
EHEBEOEAETE L RIZOVTHHIETS.

A&

1. @k

EHELTHDEI 7T a T FaTNTF—XEH
Wiz, F£72, BERJETEALZEEROR 25
Bk, EEF—X 2 #i 2 REBLIOEAT—X 8
9 BT F 7 I VEARROHFEIL, EVHF—
A 1R & BN EIGGRER (V.

2. PIR%E
2.1 FEYES,

L7 A AFOCMER A SO F T I R
HAEWESL, b AKX S TR RE L3S L OV AN
Uy THRREARES 2 W, FREILKICERRE L
THEHERE L L%, 0.01% bV 7 oo FFERIATE ©
AR L CREERR IR 2 s L7z,

2.2 I

FNU 7 v ufiiRl L OXBRT T = U ATEE,
T LTt h=KrY LT LC/MS HE MW=,
F72, 0.2 pm 7 4 AHF—F, BARF—AERSHR

1 RERMERTE X —

T520-0834 R R AR H T I 13-45

Shiga Prefectural Institute of Public Health, 13-45, Gotenhama, Otsu, Shiga, 520-0834, Japan

*2 (Bl) BRI

T 520-8577 B B IEET RHTIU T H 1-1

Shiga Prefectural Office of Pharmaceutical Affairs, 4-1-1, Kyomachi, Otsu, Shiga, 520-8577, Japan
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DX a5 ¢ 27 13CR -,
3. I L OVIESRM:
3.1 W7~ hrrZ7 (LC)
& - Waters 118 ACQUITY UPLC
I : Waters -84 Atlantis HILIC Silica (PN
2.1 mm, £ & 150 mm, K18 3 um)
BEME : AR 10 mM ST =7 ARK
Bk 0.1%F¥MaA7Er=FY L
TV R0 7 (B K 90%) —5 4> (B
% 40%) —10%y (B ik 40%)
WK ;0.2 mL/4y
T KR 40C
EARE 3 uL
3.2 X 7 AEVEESHTE (MS/MS)
4EE . SCIEX L8 API4000
A FAkiE  ESI (+)
HFE+E—F : MRM
A X AT V—EE : 5,000V
X —Re—%—gE : 600C
WESRM &1
4. BRI DR
k2.5 glo/k 20 mL Z12 CHREY T A AL
%, 10% ~ U 7 v o FEEEEEHK 10 mL 212 T3 61
REVT AR LT, ZOEEZKT S0 mLICERLE
#%, 185y 3,000 [BlEET 10 om0 EE L, oz

FiFEEZ02um 74 v Z =T AR L. Ail%x
KT 200 fFIZHm N L, REBREiREFRML7-.
=1 DHTFRES O BIEFEH
. Q1 Q3 DP CE CXP
BA%E () ) ) W W)
FI3Iv 138 121 36 15 10
ERAZY 112 95 4 21 16
hERY 103 86 31 15 14

Ql: FYh—H—A4>, Q3:FOX U A7, DP:Declustering Potential,
CE:Collision Energy, CXP:Collision Exit Potential

2 BEBEGRBIURBROFIIVERE

R

1. AriEORGET

A S oG 25E 10, REHZ MY 7 o o Fifg
WRAEZMZ THI L7, MU 27 oo FERRiRERN
0.01% & 725 X 9 WA L TR & i L 7-.
BB - BT DRI AR S5 N EFS T
SR, FIILUACERE I R ERY
ENMOENTWS., ERXAFX I T TF—Xo0MmH
BIRH BN, HERY AFIFEALEWESH TV
W2 RKRBETIE, FT I LSO RERET 2 v
DEFIZOWTHHERT D72, £ 1 IR T 3 1y
ZOHTRIG L L=, MIEICIE LC-MS/MS & L,
FRYED BN Z AV D DRy & R FF S H 5 728, HILIC
BT ELEHNTCHNTEITo72. F7 I TIIREF,
BENEON, TERMIT 2 uglg Tholz. B XX
SUBXOAERY UTE, BEBRR—ZAT 40X
E— 7 RPBFONRWGEER T2, Zhb
DX EEIT O E L, BHBREZZnE 50
nglg 3 LN 20 pglg IZFEE LT-.
2. WINENLGER

HIRDO B HF— RN F T I EED 4 pglg L 72
DO TEERIR AWML, IRINENEER (n=5)
iTo 7. SFHEINERIL 97.518.3% & BIiF TH - 7-.
3. EiHEmoOmA

HRE ALY, BIER 90 HAVERBIR E ShTunwp il
MTCTHD. REFFOMAEICE D &, EHEMITRBE
OFFEUWHIREZ 1 FU BB TRIFESALTWE
BZONDLD, SBR[ DEFIIRIC o7,
EIERB I OSHIRM E L TEESOR —E 2 B
BIZONWT, FTI VDO EIToRER 2 12
AT BB OTF T I UEAEIEL 310 pglg BEILW
28 uglg THoT=DITH L, EHREMIT 2,300 ugl/g T
Hodo. HEEITEFLOR B TIEIH DL LOD,
F—XDOFEE DO —ENEIe > Tz, ZO7=0,
HAMICHEET 5 Z L IE TR0, EFELROF T
VEAEIFIMBERLIVOELIEMETHS . b,

SHE (g/e) (=1

e EREARR [RER

’ SEER  sh AR - =

iR - A—ZF5Y7,

ENCET 2,300 20154E1 8 S

O (e F—XFS7,
xR & (BVRA) 310 1,400 201644 R = ol h A5 s
XS (A vB) 28 1,300 2016458 A-ARSUT,

TUI—Y, FSUF
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EAZIVBROAFRY 2O TE, &M

JORHM E BICARHTH o 72,
HIHMOERERNOMEREITN 70 g L EZEX LN

LD, EIEEITR 160 mg OF T I U AER L
EHERI SIS, Mt EAZSIEEZTTFI I 0E
T, 5% T 100~400 mg® & OWENH 5.
XoT, REFITCIEEFMTOFT I NFEREE 72
D, BREAZIIELIZAREERNEWEEXOND.
HHEMOWAEIZIE, TTF a2 F XAy
A= F—=ZANEEESNTNDEORRENH - T-
BIAT AL X —NTF—ADF T I E4 8T 33~
3,210 pglg £ OHED BNHV, F—XDOHFTHEFC
BV NS D, EELOFT I UEARITI O
N TH o722, MEEEDENEE CTHoT-Z &
Ne, JFEE LEF— XofEUSMNC L ERNH Y,
GHBNEME R L EZBND.

4. RIFICLDTFIIVEREOEL

4.1 TS B L O R E

EELOF I IVERENEE THLo-FEKE L
T, HWREZ 1 FU B2 TIREFESRL Tz &
NEBELCVWDAREERD -T2, 2T, RFICK
LFTIVERBROEAEZHEST D70,
4°CTHPAMRFE LI, T7 IO &iT-o 72

FEHEAE 2 TR, A O E, ST aiER
LHELT, My A TIER 45 %, 7o b
B ClEf 46 fZICF T I N ML T\, ZoZ &

Mo, HEMICBWTHEERIC, REFIZFI IV
DS U= FTREME S B D EHERI S D

Rk, HiEMmE 4°CT 6 MHMIRGFELEZHBEOTF
JUEAEIT 2,300 pglg TH Y, OHTREEFFOE &

4.2 [F—H

%T$®% |z T6%7 VERBEOHEE
FETH-0, EHLoR—"ECR—m vy s 3 &
K (2y b C1~3) % 4°Cf°%'f3 3 MHABREEL, #
BEIZT T 2 v O T o T2/ R 2K 1() 1ZRT.
ok, vy b ClTHOWLNET—ADFERE,
T, Tow—IBLOT 4T RThHT-.
TAERRARFICBIT 22y F C1~3DF T I VER
1% 170~200 pglg ThHo7l-. FREREKORKE L &
HIZTF T I UNIFTEARAMTHEM L, B WRBRAT
Th 5 48 H#IZ1E 650~690 pglg L7e->7-. EHIC
R ERETTZE A, T7 I OWEIMEOESD

o=, MIKORENEEL TRELZET D X
Il o Tz,
S oz, HEMOFR - T, F—XDOFEREEN

oy hCeEAl—Tholmrey FDBIVESA 1R
HKiz>NC, Iﬁﬁiélﬁ)ﬁﬁbfzﬁ‘*ﬁﬁ%%h%“hﬂ 1(b)

BIO@IZrT. ey b D BEIOE ZBWTHT
T I UBMRAEHRICHNL, E%ﬁﬁﬁﬂﬁ TIxENRE
780 pglg B LN 800 pglg L7rot=. £, EHUE

HIRLLEICIT A ©ORAENHD BT,
LD Z g, BRIz TITEKRBIRIC
Bbod, ETABORESCERPEET HAITND
F T I UNREFICHENL CTWD 2 ENHL N E
St Fio, vy NETIEEARBIIER AL D
OO, YT B W CIEIE RRE O 8 IME i\ %2 R
TR I N,

B, vy b C1~3 LRRHIEALZRFE—2 v b
18k (2y b C4) I2o0WT, 2y k C-1~3 O
hALE 48 Hi%: (EWRWIIRAHL) (Cad&ExHE L TF

AR e hrole. F7 I OEWEIMITIIRERH V), TIVOGNEITTmEZA, TTIIVERREIX
EFMICBWTIET 7 I 0L REDEIZEL T 650 uglg ThHolz. vy k C1~3 OO RND
WEHREMENE Z B D. 2y FNTIEENRWZ ERHERINTND. ZM"
1,000
o0 | (@) AVRCI~3__ | (b) OwkD (c) BVhE -
B a0 (&2 FH91H) (n=1) (n=1) ﬁ./
2 0 / S
||]|||I|| 600 /
ﬁsm S e /
,',\, 400 /
N A( /
th 300
200
100
° (I)II 1I3 I 2I7 48 8I4 9I7 0 I 1I4 3:5 Al 8I4 (I) 3I6 49 9I9
REBHA)

Bl R—®HEICEFSFI3V0EREORRKEL (x RBRERAVMIBTLIERHIBRETT)



SO RICEET LI ERIIREOFEOHRLTH D &
EZzHNBEN, ny b C4 OFTIVERAREITD Y
b C1~3 LRBRETH-T-. 2D Lnd, Ykl
FCB W TIE, BRENC X DM BREE N D OB

B, FIILOMNMMBNELTWSLEEZLNS.

43 TiRF—X

EER ORI — LA DOF =BT LT T I~
EHEROBMOFEEZFEST S0, THTRF—X 9
BRIKIZOWNWTTF 7 I VORI EITo /iR E & 3 1
T, FI I AR BT RIS, FERGR 2 TR
I AN TF— X TEL, BN ENTF—X
TEWEARH S 4. No.8 3L No.9 daldk
WZiE, BEREIREIAENEN 1 U ERB LN 2 L E
THhHEDRHENH-T-. ThbiEE), Nob~9
ITEAREIE A IR WF — X Th D E 2 b
2, MEMRH SN No.9 Z2FE, 77 I VA
Thote. —J, No.3 1%, Bk ENIT—XF
—RLFHREDE Y 7 LT TF—ADORGHLTH

ST, FAELE 9 MEDOHPTIETF I IVEFEN
KLEETH-7-. FFEEOT—XTHLR D AN

HWHEOMMME - 2 ZRT 2 Lp@iEsh Ty,
BB R LIS & IR AL, BRI B 59~ 2 W,
TOERMFE O RBERNT 7 IV OERIZEL
TWsEEZLND.

®K3 MHRF—ADFIZVERE

IHNHDOHHRT— X% 4 CTHRIEL, 4 BLO8#
MRIZTF 7 IO iTo ka3 3 I2ffEC
R, FTZIUOEMIE No.3 DATED LN,
No.9 Tix&EARICE/N o7, £7-, No.3 B
LU No.9 LIS D THIKICB W T, RELTHLTF T
U E RN T

FI I OEMARD 5T No.3 IZHOW\WT, F7
SUERAREERFPIICRE L RER 2 1277
F 7 I OEIMIRFAEORE L & HIZRO B AL,
EURHRA T TOE A RIT 400 pglg BETH 7= &
HERIEN 5.

1,000
900
800
700
600
500
400
300
200
100

f./

07

% 5 s
REAKA)
K2 No3IZHITEAFSIVEFENERKLEL
(n=1) (* RMIRITZEKAABERY)

112

. s BB E (ug/g) (=)

N A oA mamn | eEme s
1 D) —L EE N.D. N.D. N.D.
2 Ja+Ex EiE N.D. N.D. N.D.
3 YO WA 230 320 470
4 J—4 WA N.D. N.D. N.D.
5 HIoR—)L WA N.D. N.D. N.D.
6 LyRFzH— WA N.D. N.D. N.D.
7 IELVYE WA N.D. N.D. N.D.
8 B Fy— WA N.D. N.D. N.D.
9 NLUEDY—/LyTv—/ WA 3 4 3

* ND.[FEE FRIEREERY
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Uboz s, @iELOR—®ELSICHF T
S UNRBRENICENT 2T — XOFENH LN E 2
St —HT, FIIUVBBREERTHEML 22
F— ROV THMERINTZN, ARFCIXEK
Bhleholzlzd, WTFnd 1 RIEOATH -T2,
44 T2l vy RF—XITBIT DK

4.3 BT HIBFHCHWEHRT— X 9BED 5 b,
F7 I U OEMBRRD 57z No.d DAN T =Ly K
CRE2DNOHIRER) F—XTh b, EfFML S REEOIR
Tholz. 22T, FEMB IO No.3 OF—# 5%
Gl aly RF—X 3 BfkE 4ACTIRIFL, F
TIVEREOEERE LR EZR 3 1ITRT.
72%, No.10 XEHMmOF—®dg (2 b F)
No.11 % No.3 Ofa—#dh, No.12 |E v 7 AF—X
TIEH 528, No.3 LITHERLHEE DR TH 7=,
F£7-, No.11 BL No.12 OEWHIRIX, FhFh
g% 90 HB LN 89 HTH Y, No.10 L[FR%ETH
>77.

FREORER, AMFICEMLZ No.12 I2B8W\ T
BRIFICE DT 7 I OBEMRRD B, T OHEME
3 RIKEBLERUTHoZ. ZNHLORIKICBITS
FII L OWMEELEKELIZEZA, Noll BIW
No.12 TIXFERETH>7=DIZxt LT, No.10 Tix
FZLL@mrol. BMEFay MZL-o TR D
s H o0, FHEMIIREREBICBWNWTFT IV
EEBEOEBANPRKREN-EChH-TZEHER SN S.
*72, No.11l BEX O No.12 1%, Wiy I —FF—
ABLREY Y7 LT F—XDRAHETH - -2,
No.10 [T A v H — L F—XZFE L T 58 TH
ST, DO EMNDL, FI7IUOEMBICKESTD
FRDO—>L LT, FEF—XORENEET 5
BEMENEZLND.
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4.5 RIFEEIZ X DRE

RIFREICL D TF IIVEAR~DEELRES
L7128, 4.2 2B 5R—-BEOBRFEIMTLT, =
v b C-1 O—EZER (25°C) THRFEL, REIC
FIZI VDO EITOTMEEZX 4 1TRT. b,
B 4 BT 5%k (4C) OfERIE, M 1(a)lcwL
ey hC1ORERER—THD.

FAEORER, WEROLEILT T I VB Ra 2N
L, # 2 ABTEAEIT 1.8 BL o7~ ZHITH
L C=RROEANE, RF 1 HTFTZI U2 1.7 %1
WAL=, % 2 @ET 5.2 fFLAy, HEHTF
FIVERENEMEE 2o,

RIERIFICBT 2T 7 2 OBEERBINE, 4.3 O
BREHZ AW No.3 D v 7 AF—XIZEBNTHH
b, 2 B THEOSED 3 FLL LT L 7.
—J7, 4.4 OBFHIHWEZY 2 Ly RF—X 3 ki
SONTIE, —#EmEH (-200) TRELTF I IV
DT EAT- 724, 3 DAMOFE CTEAREIZE
X720 7=,

LDz Ens, F—RXOEGFREX, 530
DERBICHBEEEZ D ERHLNE R, F
—AHOF T I U0E, BEICEE T 2MAEYE KD
BRICL->TEREND 2D, WBEHOEBTER LY
RPN Lz, X0 @SIBRORGFESRMAICENT,
FI7IVOEMPBRFICRO N EZZONS.

5. EAZIVBLUOB AR EHFRORE

4. TBIDTFIIVEARBOREIZBNTL, &
ZHZIVEBIOHERY AZONWT b TN %
Tolz. BAZ I X, TIIRF—AD No.7 BILW
No.9 (28T, BMHRARM CIiLd 2 20VEHEO

— BRI NT-. — 0, BEANY ETRTARAK
HTHo7-.
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BE

ERHIENINT-F— X2 L -2 itk b
BHEAICEBWNT, HEMLICEENDI T T I O08
EiTolzbt 2 A, TOER&EFE—®L XD HF L
<FEfETHoTz. £, EHEFTORBEENLT T I
COBREBEAHR L E A, EREEL MIEFTE
WCEEL TW A REMEDN S <, BME ZFIET 5K
W7otz EZ BN,

Fo, F—H1EECBTA2REFERBROBRENS,
F—RXNZ L THREFERICTF I IUBDENT 52 &0
AN ERotz. ZhlE, " S n=% OmFIR
BICBWTHTr v ORREEKSHAE L TS T
HTHY, BERLTHIT—ADOME L, 2V
IBEATH-T-EEZEZLND.

ABRFTTF I I OEMBRDOENTZT—XITE
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