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Analysis of food inspection result from fiscal 2018 to 2022

YN i R BEWG BB A FET (WA Az
Ikuko FUKUHARA, Keisuke KIKUCHI, Yuichirou RYUZAKI, Yoko KIMURA,
Norihiko YAMAKI

RE 30 FEN LR 4 FEE TO 5 FROBFIRROEMNEREML R L EF L, BAHARICES S BUKEESIC
BOWT, Bl HEESNTZb 00 HRIGEEE, E.coli (RKIBFAED S B, 44.5CT 24 B HE Lo & &2, AHEE D
fELT, BEORHTAZETHLOE NI, LTRIL, ) KOBEET RUEKEIZOWT, 58O BHEGSER OB %
TAE L7z, TOMBRBERICB VT, AR 612 9 90 :(14.7%). 74 A7 U — L4 - KIE 118 #F 14 fF
(11.9%). FAH T 442 {43 1£(9.7%). E.coli IZHB W\ T, {EY (FEIE) 205 - 7 4(8.4%), 7% - £ 5 Z\ 916
TR 1 4(0.1%) DBEMEA R S AV 72, Ak 25 D B IFERR 29 FE D FRIFROFA L k32 &, RKIBEFEICE LTI,
Bk & HE S A d O B ROBBERICKE 2B biIZA LN o7, E.coli ICBL TiE, &Y (&R OB

NEMLT-, £, EHET FUREICEL T, BERNEAOER 2R LT,

FoU— N RBINERE ; KIER . coli ;

Colifom bacteria ; fecal coliforms ;

Key words : Food inspection ;

1 [XL&HIC

EOLRIT. AR AEICES S AN RS
B AZRE L, MaROBERBESCREMOMREICEY HATH
%, Uy F =T FORED—E & LT DAL
FREZERTHZ LT, MBBRAMOREMREO—B &
LB EH S TVWD,

WAEIE, AR 1,200 4 0> A 5 I 8 1A 00 B AR A
ZEML TS, BRAERREICOWTIE., kI ERT 21T
STV | TRk 25 FEEN O 29 4B D MARE R &5
RIS L U, Al Rk 30 FENSA 4 FHE
FETOMREBRIZOWTHI L, Lo THRET 5,

2 ®MEBLIUVBREFE

2.1 = &

ERk 304 4 AN A s 4 3 AE T, BN 5 RIEFT 4
KFRSIEL, Y ¥ —ICREREO H o 2R dh 5,558
MiEExg e L,

2.2 WMEFEHREARZE

R B R O A IS ED O H B H T, AEE 29,
JEAE G R 99K SE | FIRREEEEIZIEDDOH
DIEH T AMEERERE O F 2 IIMAED R LIS -
HREBRA NICESEMERELER L2, B, FERKG
DEILSNZAM3FE 6 1 HUEIZ, Zh6DEA IR
FREAMEODIHE L L O EHIMELEM L, O/

RIZBWT, FEAOEEZMISR2VbOZHMEL LT,

RIS B S - KIGEREN OV E. coli tZ ID 7 & b -
EB-20 (BEZ AT 7 ) 25 4 7 2 &) CHEEZR

1 B HUEROR (R HIk 55 5 T K ST
*2 HL A A iR A T

HET N U ERE

Staphylococcus aureus

E LT,
HE 7 RuEkE L, SET-RPLA (5> W4AEW) #iHL
Txy 7 b v o MBIE EE L7

3 # B

3.1 ESAIBMEIKR

KRR 5,568 MAKICI T DG MEMEEUIX. [A—fik T8
BURBE OBMEEED 203 4 THY . 11 & B OB THME
DRD LT,
BEBIGERZ X 1R T, BUESRIIEARE T 612 1
95 {:(15.5%). 7 A A7 U —X4H - KHE 118 {4 17
(14.4%), Fn/EEE T 442 7he 49 74 (11.1%), AN T 5
(RLHL) 80 1 214 (6.7%) . HIE 283 {4+ 17 14 (6.0%).
B (FIE) 205 49 71 (8.4%)DIEIZFE 2> 1=,
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M1 B&ilEEER
3.2 REEBRBMER
A H ISR G0 SV mRAEH B, MEE, K

JEE . E. coli, E. coli i VBT RVERE TH Y |
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BHRBEEHOBERIIR1DEBY Thot-, RN
b EN T DITRKIBEEET. 2,642 M 166 D 6.3%
ThHoT-,

&1 REEBGERE
BEER BEHEH BHEHEHR 5 14 28 (%)
MEH 4,466 25 0.6
KIEH 2,642 166 6.3
E. coli 1,543 8 0.5
E. coli RHEH 493 2 0.4
#EJ FOEKE 2,621 2 0.1

3.3 BHEEROFEM

MEHETIZ, £20L8Y SHEORMTHENRED S
iz, BHEREOBWIBIL, fArEM T GZi5) 30 fH
215(6.7%) . T A A2 U — LFEHOKEE 117 - 3 1£(2.6%).
TJE 283 1 5 1:(1.8%) . FAE B 1 442 {1 5 4:(1.1%).
T OVEAERE T 612 40 4 1 (0.7%) TH o 7=,

KRIGERETIZ, £30LEBD 7THEORMTHENRED
bivle, BHEROEmWE O, HEAET 612 - 90 4

(14.7%) . 7 A A7 VU — H3HOKH 118 144 14 74:(11.9%) .
AT 442 1E 43 11(9.7%), K ONTJE 283 {1 12
(4.2%)TH - 72,

E.coli TIZ. #4000 LB 2B OB THENRD L
iz, BESRT, Y (FIE) 205 4 7 8:(3.4%), Y -
9 916 1 #:(0.1%) TH > 7=,

FET RURETIZ, £650LHB0 25 HOAEMS THYE
DR BNz, BT, fAEET 442 49 1 1:0.2%).
PEAERE T 612 M 1 14:(0.2%) TH - 7=,

x2 EBE@IBHEER (MEH

BEREXS BEHH  BHEEH F5 14 32 (%)
BNMEMT R ERR) 30 2 6.7
TARY ) —L%F-kE 117 3 2.6
=2E 283 5 1.8
MEEF 442 5 1.1
FEET 612 4 0.7
SBAMNE 493 2 0.4
HFLHES I 1006 3 0.3
ARRHES 399 1 0.3

®3 EBmiEEE (KIBEEE)

BRER BREGH  BHESHR F55 1 38 (%)
FHEETF 612 90 14.7
TARY ) —L%E-KE 118 14 11.9
MEEF 442 43 9.7
28 283 12 4.2
BEANG (BE&ME) 49 1 2.0
AAEER 399 5 1.3
L s 99 1 1.0

*4 BRAINEGHEE (E. col i)

BEREH BREGH  BHESHR F55 1 38 (%)
B GRA) 205 7 3.4
FHEZESTWL 916 1 0.1
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®5 BAEIIBHEE (BERJFIKE)

BEREXS BEGH  BHEGH 5 14 2 (%)
MEEF 442 1 0.2
FEEF 612 1 0.2

3.4 HERTEHER

BEBICB W T RKBERESMED 166 Bk b oS iz
RORER R A 21277, F—RE»OEEOBETEN
ftshizmabaw, 168 £k 8 BICHEE S, WL,
Enterobacter J&75 30.4%. Klebsiella J&7 29.8% & Z D
2 JBTH 60%% 57, RWWTC, Kluyvera J&. Serratia
J&. Citrobacter |3 /3B S iVI=3 | Escherichia J& |3 H
ENhotz, BIEROBEDSTZHEAE T, TA A7) —
D - OKEE, RAERFOREMRZM 3, 4, 51587, W
THNHLERMICB T I RBEMRTHER L R,
Enterobacter J& & Klebsiella J& 3% < % 5 ®H T iz,

ABH 25.6%

Enterobacter sp.

0,
TDfth 6.5% 20.4%
Citrobacter sp.
1.2%
Serratia sp. 2.4% Klebsiella sp.
0,
Kluyverasp. 4.2% 29.8% n=168

M2 XBEEHREKR (£28B&)

~B  20.0%
T ° Enterobacter sp.

36.7%
Leclercia sp.
4.4%
Klebsiella sp.
38.9%
n=90

M3 XEEHREKRR CFE£EETF)

B
T8 Enterobacter sp.
6.3% 25.09
Rahnella sp. -
12.5%
Leclercisx sp. Klebsiella sp.
12.5% 12.5%
Citrobacter sp.
0,
6.3% Serratia sp: Kiuyvera sp.
12.5% 12:5%  n=16

K4 KXEBEHRETERR (FTA4RX7)—L%E- - KE)
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Enterobacter sp.
~BA 34.9%
i C 25.6%
Rahnella sp. / Klebsie.’{)a sp.
23% 25.6%
Kluyvera sp.
11.6% n=43

M5 XEEHREKRR FMEEF)

E. coli TlX. ol S viz 8 ¥k 7 ¥kIX. Escherichia coli
T, EY (B o oBfShis 18k Klebsiella J& &
-7,

T RUKEIL, MAERTROFEARE RO oS
W FOKT, =7 a hx v ABnfmahiz,

3.5 HMTERELDOHE
KIGE#E, E. coli XU A7 N UERE ORGMERIZ OV T,
SFotERE (CLTFRIEIEFET, ) L LR 4K 6.
7. 81T,

mAIE (H2SEFRE-H29E )

160

PSEX = B 5E (H30EE-RIEE)
11.9
12.0 10. 7
10.0
8.0
6.3
6.0 58
a0 42
2. 2
2.0 2 0 o7k 13 I o
0.0 mill
. /ﬂ‘» %° 5 \33&
v < ’%.’?:
\\/ \\%Q\
A &
<N A
N
e EBRAIEEER (KBEH)
40 %
3.4 mETE (H25EE-H29EE)
30 u5E (H30FEE-RAERE)
2.0
0.9
1.0 0.7 I . 05
0 o 01 :
EY (%R EHA RFLZS5 TN 2E8
K7 B&RAIEGHEE (E. col i)
0.8 (%)
0 0.7 mHIE (H254FE-H294EE)
0'6 m 50 (H30EE-RAFRE)
05
0.4
0.3 0.3 03
0.3 0.2
0.2 0.2
.| 1 B
’ 0
. n

MEET
M8 B&EMGHEE (BRJFIKH)

FEZI TN FEET 2R

Al & A& T 2 & RIGERE CHME RN IHE 124

{LL7DIE, TARARZ U —L08 - KIET 8.3%0°5 11.9%
~DOHM, KE T 4.2%05 0% ~DED TH - 7=,

E.coli [\ TiE, &Y (K& Qe —&IET &R
L7ze ) TERMERMN 0.7%0>5 3.4%~#ML 7=,
HEOT FUEKE TIE BHERNTXToOME THED LT,

4 E B

BREAEREREICLD & BAREITEIT 5 RBHEEE
DEZFIL., 77 LRVEOMFERIFEE T 48 FRHILINIZHL
W % 53 MLT&&ﬁX%FéTéﬁm@itiL@ﬁﬂ
PEO—BEOME] L3N TWVD, ZTOTEHRICEELZME
X, B OIBENTZ T TR, TERKR EOBRFITIA
SOMTHBEMELEEN., BHORETERICBT 5
AEHOBIEL SN TND,

%@@%Efﬁk%ﬁﬁ%@@@WWQ\th%@%®

EICHFET DMENE, BRATITER LT W
Escherichia coli WHH ENTWRaWZ &b, KABERE
ORI, EICEREMBEICHRT A RER R I,

F7-. EW (EIE) O E.coli lIZBW T, RN L
7oA & LT, E. coli Z i L 72 i B 3635 12138 A
FEEFLL L, WERROMEFHN TRV ERE
Z bz,

HET RUKEOBERT, miEFHAE XV EENICSH
ST, FHEWSLFEEME., FETORRE HORE I HE
Wiz,

A3 FEICKIER MR AEENEMETT S, HACCP I
o T-RAEFENBHEMN T DN, DI EREE B
TOHETIIERMA2ETLLELBND, RiX, HACCP
WE OB, HACCP # A - SEHi S HI S O f

WHEANTWS, 5% b ZOfA %k L. HACCP
BADOHREERL THETZU,
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BEHEOELARKRERRZICONT

Rubella hemagglutination inhibition(HI) antibody positives in Miyagi Prefecture

Yl WA
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Wakana OKITA,

JEYLETRAT PRIFHA IC WV THEME U728 L AR M T, Rk 26 4R 5 ERE 30 4F, AN 6 (E DO FIA KI5 M ()
RIRAERAE LT-, 5 6 EDOFHERTSRE L 40 ol LD 5D DEE D 66.7% L DOFHA FEH4E L W Z0vo 7203,

Akie SAKAGAMI,
Tomoharu FUJIYAMA,

mA BT

(A Az
Yuko SUZUKI,

Norihiko YAMAKI

erx A FEIT

Mie SASAKI

AR B OPUARE RITHEFHMAE Z L 12 91.9%., 91.4%. 88.8%. 93.5%. 93.1%. 92.5% & K& /E W FH LN
o To, FEETERITIE 0~1 MRt 25~29 WAL, 40 MU EREICB W T, 90% % FIRAENEL . Biehlix, Bt
D FFNHUERA RPMMEME N - 7=, ST 6 D BPED 40 el EEEOFUERA R, Rk 26 05 KR 30 £ L 1

RXTEP> T,

F—U— P ERYERAT THEEAE B LA HI SUiqt

Key words : National Epidemiological Surveillance of Vaccine-Preventable Diseases ; rubella ;

hemagglutination inhibition(HI) antibody titer
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B LA, MLATVANVAIZE > TEBI 328405
PERRYYE T, IR O LR R L AU A L ARG
e, HAERSERERLAEEREEZRETLIZ 0L
D, TOXMNERNBEETH D, JBLADWATOM KOS
RYER L ASEERED FREICIXY 7 F > OB EHTH
Do
THEREFEEODRENZERASEZHNE LT, BT
YPREVAT FRFRE AT > TV 5, HIRETIX., AFED
—2r LT, BLAKRZERAEZERL T2, 4
TEAEURE., ABMNERECRa o F#MORBTHEL T
Too AT 6EIT, 6 ESYITE L AR IEHE A FEE L
oD TR 26 Bk 30 &A1 6 FITHE LT
FER AL R OHBBRH L, BFo5h A CiEicon
THET D,

2 MHERUAZE

2.1 # #

Rk 26 DR 30 LSRN 6 FICH N A SR
1254 & x5 L Uiz, Wk 26 05k 30 FIXEHE
BBEEICB VW TR SN EE ., S 6 F1% 20 BA
i OEEXFICRB O TR 1 EFRER TR & 7z ik,
20 % LA b DR X 012 3 W CI R I K o R A A 4y
xRV,

2.2 A &

2.2.1 HERZREOEHBEINENE

FEEIXIE 0~1 7%, 2~3 . 4~9 %, 10~14 %,

*1 B RARERART

15~19 mk. 20~24 i%. 25~29 5%, 30~39 ik, 40 %
UED9FMmXg e LTHEF L ERMEZ LITHBE LT,
2.2.2 {KREE

[ G iE BRRAT 7 100 5 A g 2 B A 0 20 oo 4R B O R T
Wy AR 55 848 4 5 R A A7 R G i R [ S2 AR LI T 48
FTEYYE AT TR A F (LT B S) ITEV., FRMmERESE
##l (hemagglutination inhibition : HI) ¥l & v 1
EH R U AR M EREEMHFFUAM (HI Fod) 4 Ml
ELT, xR LADOKEETH L LTk 32/ Y Uk
OPFRMAMEL INTWEN, a3a=7 4 & LTHA
LADOEFEGRZ M2 iATe iz (EHTIX 90% L Lo T
BREEZAREL TS Y SEE, RETRMETH D
PLARAm 8 5L L& FUAR M L L THRHBFOHKRAEEE
B, BB, BRI TEESE T LICig Lz,

3 # B

3.1 EEBENIE

FAEDAOLL LR OB AT, ER264E M b R 304E
1$11.9~15.2% CTH D DIk L, TM641366.7% TH
-7 (K1)

3.2 mHBRAKR

PURRARICONT, HOREEFETIHIO % ZE HLIZE
HLTWEVED KREICBNTH90% 2 AL LT,
FBAED RO PR IREA K1L88.8% 1 593.5% &, £ET
0%HIZE TH -7 (K2) .

BRI OPUARA RIZ, HREDOL OF - Flnit
ZhRE, O~1mEE. 25~29HE K 4O LL EEEIC R W
T90% % FRIDENZ -T2 (K3) |
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DIV TZDY | 25~29m i L 05k L ERETIZE 2
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K4 BrioRAKRER
(LB : B, TEB: &)

4 E =

KA O FMMTERIEI G I1XS T 6 42T 40 Ll EFEOE
BN 66.7T% % 5O, ZiE—FE» o BHMICH
MK Z R L7200 EFEORVICLD b D
LEZOND, 5%, FEBENOG AT VALK
FEEDDLTREIMLELEZD,

EEFEER] B OV i D BB R O FRHAER Tl
O~ 15EHE, 25~295k i 40 L. EREIZEB VL TI0%
EFRELDENRENoTe, BIEOR LAY 7 F 2 E S
FEAIE Cix, SR LK OVNERANFRIVFER OGN R~0
BERENFAIE STV 5, 0~1mEE DKM 2V TIE,
T F R SERICEL TRV SRE (0mE)
BEENDZENFEREBZS b, 0O~1EHELEOS
PED 405 LA LRE CHURRA MRV Z & id, 2E2R
L FEETH oY, BHEO40mU EREOEMEIZ S
WTIEL, ZOEEFEO— (3744 H2H ~Hf154
FAAIBAE) BV TEMEREEZ T 2N 0o
Tl ENEELTVWDLIEEZ 2N, 20RO B
WX 2 BINAIRER & L CL RS AR B s B 45 F64F FiE
T T HBERER Y 7 F o BN EE SN2,
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BR6F OB M D 4055 LA EBED FUA LR AT S 1T BN %
RFEREHT T d 5 FR30HELUIAT & T <, BNyt
KODRENEEL THDAREMEITH D 23, BINATK 5
BRI F6E L 0HEZE/L T LT, Z08E
DIRFEIIZ S DR DHENVLETH D,

AE, ARTIZ6ESDICE LARZIERAE % i
L7z, 2FOPREARICKE REILR Do 7288,
40 U EHORAEERA RN LN, 5l &k
&, AFEELE U ZBNOPURRA RO EE K OB

33
MBI R ONRORFERLE LB 2 D,

5 SEM

1) JEA 7 878 G R - A TS i A R IR Y iE kb R K L i s
KRR, ENLRYYE AT RS X — a4
R (2022 ) JRYLETRAT TR A
133-174(2024)

2) [ENLIRYLIEFIERT ., SR AR A e B R R R R e
R R A W iR S ) (TASR) L 40(8), 4-5 (2019)



34

BEmPeaBEREOSTERERVEVLITHE

Development of analytical methods for highly polar pesticides in food and survey of
their residue status

2P TH E£7 JISG T
Yoshiko CHIBA, Yoshiko KAWABATA

FafEs  SEFn i 11
Miwa ABE, Reina HIGUCHI,

B R O S TIE 2 RGBSR U, HHIR TR AEE RO L\ 5 BREMIC OV TR Sz £ L7, 7
UVRY—h ez TRy —EOREMIONTIIREFANZYMEFMAT A FT A ORAREEEmEL. ZDhiEE M
WTCEIRIRNEREMIC BT 27 RERA 21TV 560 fFh LIFDREM NS 7 ) A¥— b &l L7,

F—U— R @R LC-MS/MS

Key words : highly polar pesticides ; LC-MS/MS

T [FCHIC

YRS — R R YR — e & O @R R IR IE
FACHED & < . TLAMED & —FF ik TR RE 2 8
Lt anTwsd, milttEEo@EmIc L5 BRETS
SPEBIRBRIET, ZrBpRLASY7nu A Uil
DEBER N, FETRMEETH D Z LR V2,
—HFEMN#ESY 77 L AT AR 7 F U — (European
Union Reference Laboratory, LN EURL) (%, kg
H T8 8 7 m AR PE SR SR O — F ATk & LT M R RO
M (Quick Polar Pesticides Method., UL F QuPPe
) R LTWd, AN GELE 20 EEL B
DREITENRBI S TH Y BIIE Verl2.3 £ TRH &
nTns 3, 20 QuPPe 2 5E L L CHBMERIE—
BONEERFI L, L L HFEEZHWTEREANTE
PE S VISR PEM O w2 HE LD Th
bETHET D,

2 SWEDOEE

2.1 HWREFE

TRy, TV FRY—Fr, TI AF LD AR
(AMPA) . ZJAMKRYF— R T UE=U L, 3- AT LK
27 4a7abFd i (MPPA) | N-7&®F -7k
VH— M REFATAI=TL RAKCEE (Y &
i) o 8 fEE (R#WETe)

2.2 EERFRUHE

2.2.1 1Z#EG

TRy, VR =, TIJAFLYD AR
(AMPA) |\ VKR F— b T VE=ZT L, 3-AF LK
A7 4 aruavt i (MPPA) 138 £ 7 40 2 F 0066
W N-TEFL-I AR F—h, FEFATALI=
T A, RAKREE (Y B) X DrEnrenstorfer %
M L.100~1000ppm DEHEFKEZ 10% 7 =KV
N RAWTHEB L,

2.2.2 RERMEK

77Uy R % — [ 13Cg!5N
Chemicals 8, N-7&®F -7 LHKLF— KDyl xoF

/¥ Toronto Research

AR > Daid C/D/N Isotopesinc ., "t F AT LI =
2 D15 1% Dr.Ehrenstorfer 82 L. f=UE 5 & EAE
WZIRR & R LT,

2.2.3 HESFH

T = bUNLERAEZ ) — TR LC/MS A,
ERITE L7 o LV AFEMIER LC/MS H., 7& b,
AF TR R R IR - PCB &2 L7,
112 0.20um A>T T T 4 N E—(T KRV T v 7)),
Oasis EfRfE Y 7 & Oasis PRIME HLB 6cc200mg

(Waters, L FHLB A5 24) | B A@EET I
b hZ-4 10k (Merck) #fEHA L7,

B, MR L OV E RS T 5 g . TEAESLE
WCOWTIXATREZRBR D A T A, & @& % i &9, PP
e LR RV,

2.2.4 BIEHS

HPLC (¥ AB Sciex ExionLC AE System #%
LC-MS/MS iZ AB SCIEX QTRAP5500+ System % fiff
A L7, HPLC O XML ZIZR U, 760pg/mL A F L
VIURAR IR 50% A X ) — VI TARERE{L A 4T - T
fERH L7,

2.2.5 SimEBmEERN

WS, BB, A S o BEE W AOERE
FEELE, WbZ, Ew o, ZEDR, b 1ED
Az #BEA LR AREE L,

2.3 MEAZRVBIEAREOHRE

Bt RBEZ RS54 7 A4 252 H W= G RR s cl—
fb#%. 10g ZF &L, 1%X@A ¥/ — L TCOMEZER
ELTHRMENC X0 iR AGEORTFE1T o7,
QuPPe ECITMHKEITN 20mL TH D2, hEL—
JEHEORBLEINERELZE L, iHBEL 2 BTV
2 50mL & L7z, QuPPe ¥ ClddhHik ot
TN N%EHBAZ /) —L:K=1:1Tholld, Z
DEGIZRD LS 1 EHBEMEIT 1%E®}AF ) —1 0 K
=3: 1., 2 FBEHHEIT 1%EBAZ ) —L k=1 :
1 &M, BRI S>WTIiE Quppe & CTidfiHiE o
0.20um 7 4 VX —ABOHTH DM, HLB 77 &, [RB



R R X — W 435 2025
SEAHBIEIZ DN T B RET Lo, Wb EICERE K O F
E— I OWTKEREZHA Lo bOD, i
HWHOORBREICHEND 7272 HLB H 7 & & £
L7z, AMPA [ZENERIEFITRS . 77U AY— MK
BIZEXAEIN WD BRHFER LV Lz, £z,
BERMEREF LT LI =0 LADs2MELIZEZ S
HMY L BEOY—7 28O, FEF IOV TIEN
Rk TR R EREE AN 2 L LE
Y&z 72,

IHA T DTS RERER L 7 228 L7,
HLB 77 A K2 HRBIELIMA TN EY — 7 Ok
EIFTHELL, MEA A I EFEC—7ITREI I W

A F U EBRLIZTEZD 1AL T OORE 2o Tz,

R

2.4 EBRUAEEH
Bt oOMESRMEEZRL . 2:?#
&1 BAEEFHRUE
HPLC
®E AB Sciex ExionLC AE System
S#H>5L  Luna Polar Pesticides 3.0pm, 100mmx2. Tmm
A& 0. 5% FEEKAR
B , '
Bi& : 0.5%FB 7L =FYIL
min 0 2 6 9 9.1 12
g5k A% 90 90 10 10 90 90
B % 10 10 90 90 10 10
hILEE  40°C
mE 0.3mL/min
EAE 5uL
MS/MS
®iE AB SCIEX QTRAP5500+ System
A A kiE ESI()
IS -4500 (V)
TEM 650 (°C)
x2 MRM&H
MRMZ 4
Preclursor Prolduct DP (V) CEV)
on on
ITHRY 143 107 -35 -13
JYRY—k 168 63 -25 -30
TR R— b 180 63 -75 -63
MPPA 151 63 -25 -48
_Ffl_j_?_fl_’_’?}lxﬁ‘)lzﬁ’/*— ~ 222 63 -35 —78
wEFIL 109 81 -25 -18
KRR B 81 79 -25 -23
ITTHRUD, 147 111 -60 -12
gy kRy— k1, 2-"C"N 17 63 -75 -30
N-ZEFILIT LR R— kD, 225 63 -25 =72
2 uppa
N-PRF TR T~
Syt TURS— IFkY
wEFIL
E P
K1 ZEEZKI/OILITS L
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2.5 HEBRAROAR
OB 10g TR BN 10g L7225 K HKEMMZ N
AL L CORERNMAKEGKEZ 500uL, 1% @A ¥
/wka: 3:1%20mL #/Mx T 15 53R E 5.
=Sy EE (12,000rpm, 20 23 [) L7z, @0EIN R
DA TR ERIR 2 RINZIRf L 30 /H#HEL T2 b
M ZBB L7, EEIZ50mL A A7 T 2 =324 L.,
ELDOBERIEIC 1% EHBAY ) —L:KkK=1:1% 20mL
%sz5\ﬁ%ko WLDHED LEE AR T TR
SE LTz, 1%EMAX ) — k=1 :1T50mL
rﬁ%* Ltz e Lic, WRINEEREBROSA 1T
EM%%M%mﬁb3o\ﬁﬁ%%mM@ﬁ%%
% 72o R 2mL % HLB 7 7 A AR L, BiliK %
LC-MS/MS #liE#k & L7z, (M2)

0 g
K (RGEALOMLICHE S & 5 10)
RN R EFEEmix (F4ppm)500 L
1% EBEA R/ —JL 1 7k=3:120mL

157EIRE 5 r SofEiRE 5
+ I

1%EBAR S —IL 17k
=2 12000rpm205 EEOGTE =1:120mL

l >

50mLART 5 R EEESFI
v 1%EEEAL S —L k=111
50mLICER
v 2mLadE
Qasis PRIME HLB (6cc200mg)

v
10EFR (R TFILoH)
¥ EEEED
LC-MS/MS

M2 HMHFARIO—K

3 B HFE
3.1 UMM AE

PEREAM 1Z, 2. 2. 503l 2 AW P IREN Z N
%hO.lppm&U0.0lppm 2705 & O BEHER BRI 2 N
LCiT>7, 1H2MF5AMEII0 2 EMmE LI, 72720
REFVIZONWTIEHBRFR T 7 v 7 Bto @YY
FRIRFEN0. 1ppm bl EDBFEM N & o7 lod | &K BEEY
DIEMEMEOL/I2EE (HDWITL/2/RE) 1275 k) EYE
TR 2 VRN U THT o T2, A8 B F VI iR ik o 7
TRy, ZUKRY—FFE 7‘»?“/** Mz oW Tk
SRR AR & BB HE L T 0 Y PRI & 2 L 7,
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3.2 HEMEMBER D, b~ T, NEEEECE=T Ay, Z VKRS —F

UM OB JHMTRE, ENEEIEE3. 412 Thol, ZUA YR — MIWVWT IO FIETH EUERN
R, MERRERECTEYMIFMm A TP 0B K UM S o Tz,
BEMEZLEZOEFZT A EREFLONLT, &9 )

£33 ZAMFAMEER (EARER)

nws o EpoY ZFEDOH r< b ES5hATS
T HE | BORE SRBE| BE GORE SARE| BE GORE SARE| BE  GORE ZARE| BEE HARE ZARE
0. 0Tppm ) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) %) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) ) (RSD%) | (RSD%)
HA4 KS«4 U BE@E | 70~120 25> 30> 70~120 25> 30> 70~120 25> 30> 70~120 25> 30> 70~120 25> 30>
ITHRY 87 2.5 3.9 88 4.7 5.4 88 3.5 4.5 85 4.3 4.7 85 4.1 6.1
AN bl 52 8.8 10.8 68 1.6 4.9 40 4.1 11.6 53 4.4 4.6 45 2.7 8.5
TRy R— bk 1 7.2 25.5 15 4.0 39.3 10 8.5 29.0 15 5.6 14.8 13 6.5 14.0
MPPA 29 7.5 7.6 70 6.2 6.4 50 7.1 7.9 29 5.6 1.4 55 4.1 6.3
N—=7tFIL
Bk e b 49 1.7 3.7 N 2.3 5.0 59 1.7 6.5 48 6.8 7.4 64 3.9 1.6
- HE (GARE SRBE| BE HAOREISARE| EE HARE EARE| EE GOREIEABRE| EE O GORE ENBE
0. Tppm (%) (RSD%) (RSD%) (%) (RSD%) (RSD%) (%) (RSD%) (RSD%) (%) (RSD%) (RSD%) (%) (RSD%) (RSD%)
HA4 RS54 BEfE | 70~120 15> 20> 70~120 15> 20> 70~120 15> 20> 70~120 15> 20> 70~120 15> 20>
IFHRY 86 1.2 1.8 86 2.2 2.4 88 1.1 2.7 86 5.3 5.9 83 2.3 4.1
JUYRYy—r 51 2.5 3.7 61 1.8 3.9 38 1.7 9.3 49 1.7 6.6 45 2.2 6.9
A% 2 Sl 8 6.8 31.1 1 1.3 51.3 7 3.4 34.9 8 1.6 11.1 7 1.4 8.3
MPPA 34 0.9 2.9 67 2.7 3.0 50 1.1 2.7 26 0.8 5.7 56 2.0 4.8
N—7tFIL
’7!1471'\*‘/*—% 48 2.2 3.0 69 1.5 3.4 56 3.0 4.7 40 1.5 2.8 60 1.2 4.6
Rl HE GAORE SRBE| BE GARE SARE| BE (HARE EARE| BE GFORE EARE| EE GORE EABE
(REEOEFEE) () | (RsD® | RSD®) | (%) | RSD®) | RSDW) | (%) | (RSDW) | RSDW) | (%) | (RSDE) i (RSD®) | (W) | (RSD®) i (RSD¥)
HA RS54 B#EE | 70~120 15> 20> 70~120 15> 20> 70~120 15> 20> 70~120 15> 20> 70~120 15> 20>
REFIL 96 1.5 1.7 94 2.0 3.8 54 1.5 4.6 99 2.2 3.0 54 1.4 2.9
RRKRUEE () D) 102 2.2 2.7 100 1.3 2.6 99 1.6 3.1 100 2.5 3.1 101 0.7 3.9
=4 ZEMFTFMBER (NEEEER)
nws Ep5Y ZEDOH F<k F5SNAZS
R HE HARE ENEE| BEE HARE SRBE| BE GORE SABE| AE  GORE ZARE| BEE | GOREE| EARE
0. 01ppm (%) (RSD%) (RSD%) (%) (RSD%) (RSD%) (%) (RSD%) (RSD%) (%) (RSD%) (RSD%) (%) (RSD%) (RSD%)
A4 FES4 2 B4ZE | 70~120 25> 30> 70~120 25> 30> 70~120 25> 30> 70~120 25> 30> 70~120 25> 30>
ITHhRY 102 4.3 6.9 101 3.9 4.7 108 6.0 6.6 100 6.7 7.8 103 3.2 4.4
g)Ry—+F 84 11.6 13.2 93 3.8 4.7 80 5.6 8.1 91 3.7 3.8 92 3.0 3.6
TLERYR— 12 10.7 44.8 13 8.0 64.3 9 12.7 38.9 20 1.7 11.8 14 1.9 10.0
MPPA 53 9.4 11.5 81 10.2 11.3 17 9.4 1.1 49 6.1 8.8 80 3.0 4.7
N—7tFIL
Bk he b 84 8.2 8.7 82 4.1 7.2 91 6.4 7.3 85 6.5 6.7 89 4.0 7.0
T —— HE (BIBE SRBE| BE GORE SRBE| BE  GORE ESRRE| BE | HORE SRRE| BE | HORE SARE
0. 1ppm % (RSD%) (RSD%) ) (RSD%) (RSD%) %) (RSD%) (RSD%) %) (RSD%) (RSD%) % (RSD%) (RSD%)
4 RES4 > B4ZE | 70~120 15> 20> 70~120 15> 20> 70~120 15> 20> 70~120 15> 20> 70~120 15> 20>
ITHRY 100 3.3 3.6 98 4.5 6.9 108 3.6 1.5 105 2.4 3.3 103 4.1 4.4
g)Ry—F 84 2.0 3.7 88 3.2 3.8 83 1.5 2.4 92 2.7 3.6 91 3.0 3.5
TR R—k 14 7.0 35.6 14 1.5 58.3 1 3.2 35.6 16 13.5 16.3 10 2.2 9.6
MPPA 64 9.7 10.7 87 8.5 11.2 85 3.8 7.0 57 13.3 15.7 82 2.1 5.1
N—7+FIL
Bk Fe k 89 11.0 13.0 89 1.7 9.3 96 4.0 5.9 89 13.8 15.7 87 2.3 3.3
4 BEWLEITHAZE
4.1 HEXRZR =6 HEMTHETA
B EFHEER, BEIRANTEE SN EEY Z A y -
: 3 = i HETS  HE WES 4%
4= % - e e e st s s s s s esesosssssnsasnsasssees
LTCAiTo7-, MRBEEWMEEERIZONVWTIIRS, £6 2 10 bt 2
SO 2 10 AFAE 1
®5 BUVLLITHAEDNREEY =B 8 KI5 1
AN
BED % B A B AT 4 s 8 BE 1
WwsZ 10 R6.3~R7.3 6 T 8 TH 1
=pS5Y 10 R6.8~R7.3 6 (THETH & REA1) -
4.2 HEHKER
SRR e : SR 88 2 TR IR MR I LT BB T o T, &
3 = I = MO T,
kTR 10 R6. 8~R7. 3 6 2T SREER ®
ES5hAZS 10 R6.3~R7. 3 5 IOV T T U AV — 0.0lppmZE MR L7,
H ek 50 R6.3~R7.3 10




EIRRREREE 7 — W 43 5 2025

x7 BULLEFRATHSR
IFhky ) Ry—tr REFI
HAEE HAEE HAE(E
"R (ppm) "R (ppm) R (ppm)
Wws = N.D. 2 N.D. 0.2 N.D. 75
=p5Y  N.D. 2 °$$W 0.5 N.D. 100
[NES N.D. 2 N.D. 0.2 N.D. 100
Z%->7% ND 005 ND 0.2
F5hAZ5 ND 005 ND 0.2
N.D.: & H
5 F&H

AR SRS AT VRIS S WD TS BEEM IS DV T2~ 3
WOZLYERE LN, BB XL 2@BIETIIEET
BREZL 7RV LA EOEREREERT L0, A X
=R E S mEOSHERICEME S 7 AT OB
DHTHETEL HFEIFRALEEx N, 2L, 7
JVIR TR — MO W TR VRESE O &8 RN AR 0
U TE R oo, NEERILIC X 5 EILED
WIEN 2 TR, EREER S D, . PhELY—7
DFEELMHFORMNRE -T2 S %OMBEL 2o 72,

B EFREICO TR, AMEAEE LRI
2 AEEW EFREDII L TINL OREICD
WTHEHETICEEILTWD EE 2 bz,

RO S B 7Y AV — NI EAE L, LA
PEDEWIREA] T, BN TIZ20224E 70 5 FREAM 23T b
TW5, 2023 ICKINES TIX TV A — FOKBEE
B L., JETIX20254F AR EH AN OB A& AF LT
O, A THLES AN TRY, mBEEEICITS %
LEEPLETH D,
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6 S&EXW

1) Z U A% — FRBRE (RMICERET 2R, MR
T HERE G D ThH 2 WE OREE (F
PR 171 A 24 BT RZIES 0124001 75 J5E A4 55 18
B EERSREME R R M)

2) ARy x— MRBE (BREW) TREMLICEETS
B FEHR N ATV IEE S O TH D
WEORBIEIZHSONT] O—HEEICHONT (5 il
6 43 F 26 AffI6E 4 %8 0326 % 6 &)

3) Home of the QuPPe Method
(https://www.quppe.eu/index.asp)

A 648 A b5 HEkR

4) EAGHEEEELHELZREME®ES [/MHHhI
BB ORESICET 2R BEO Y WM AT A R Z
A DO —EHEICLHONT] (CFRR224 12 7 24 H &
LR 1224 %5 1 5)

5) COMMISSION IMPLEMENTING
REGULATION (EU) 2023/2660 of 28 November
2023 (https://eur-lex.europa.eu/legal-content/EN
[TXT/PDF/?uri=0dJ 1, 202302660&qid=17018326
02670) &f1 648 H 5 H e

6) Glyphosate: GB renewal assessment and

approval period extension
(https://content.govdelivery.com/accounts/UKH
SE/bulletins/3d8ff8d) F1 64 8 H 5 H kiR
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Investigation of an Analytical Method for Sweeteners
(Saccharin Sodium and Acesulfame Potassium) in Pickles Using Ultrafiltration

NEPSE S B K# B5Y ek B
Yurie ONODERA, Ryoko OTSUKI,

THE £+ M I
Yumi SATO, Yoshiko CHIBA, Yoshiko KAWABATA

BYTFOY >V F MY TLAROTERALT 7 58V U AOHRHETH D, BHEIC DS FiEE Lo RS
HWET 4 NV F—F AT RERGITEERF Lie, ZUMERREZFEM LI L A, RASBIETEEROREEDOWTR
b BRI OITED YR TA R4 O BBEELZNZ L, BMEEREORBRIGEONT, o, BEHI—
MY v PEANWTERBEIEICOWTHRE Lz, oY MY U ATIE, BREN 20~90 pg DAMICBWTREEL
TR ERNE SN, —FH, TEALVTZ 7 20V U ACEBWTCIIREN 1~50 ug TAMLZEZ A 10ug 2B 2728
&, BENCEOIERTRRD bz, HRICLY 8ug LLTFICHAR LGE1%, BF LIZEIERE LNz, 7TE'A L
Ty ARV LEGHETLHREBOBHIZENTIL, AWELZELEU 2GRN/ EE CHL Z ENRBENT.,

F—TU—R:HBE o BV TRV AH Y A BIE B A

Key words : Sweetener ; Saccharin ; Acesulfame potassium ; Dialysis method ; Ultrafiltration

1 [FCHIC 2.3 BERK

Py BV F YT A (LLF, Sac) K7 AL T 7
LAY A (BLF, AceK) 1%, ALHBEEBO—FET,
PEORE M E LT, MLESBOHFEIEIAKIZIA A =
nTWn5g,

Sac LT AceK OB X, EEFBEEMVIZL Y FE
BHENRENTO DD, BHIRT = — 7~ R
TEDMEMET, BITIC24~ 48K 2 B+ 5720, MAE D
i, B LA FRE & 2o TNz,

AR TIE, RBREODEMLEZ BN E LT, =LK
[RAL A7 4 V2 —IZ XA RESHTIEERE L, 2240
AR LI-OTHET D, £, YhEFEE—7 BHKROXt
WELT, EHEI—F) vy PIC X aBEBEICO VL THR
FLizDT, bt THET D,

2 RWAE

2.1 # #

HilihZ A L, Sac, AceK # &£\ Z L &R L
2EY (< bAE) 27— oy —TH—kL
TT T 7B Uiz, 72 B0TE & OREFHTIL,
Sac, AceK OfEHZE RO H 2 TR % HW =,

2.2 EER

Sac ITE L7 ¢ LV ATOCHZE (BR) 8 GRIEReKL) W
vV T MU AT, AceK 1FE 7 4 v A0
JeRiE (B (B ) 2R L

1ot RIERE L X —

Sacl,000mg % [EfEICFEE L, /K THEMEL C50mL &
L7z % D% Sac BEHERIK (20,000pg/mL) & L7, £7=,
AceK1,000mg # IEfEICFRE L, /K CHMEL T20mL &
L72b Db IEfIZ4mL &V K TIEMEIZ20mL IZER
L72b D% AceK BE%EFHE (10,000pg/mL) & L7z, Sac
FEAEJR R 2.6mL Z EREIZ & V| 0.01mol/L e THME L
T100mL & L72 % D% Sac #EHERR (500ug/mL) & L7,
AceK HEHEJFE2.56mL Z EMEIZ & V. 0.01mol/L & T
R L CH0mL & L=t D% Ace K AZHEN (500pg/mL)
& L7, Sac KN AceK DIE#ER (500pug/mL) 44mL
ZIEMEIZE D, 0.0lmol/L HFET100mL & L72b 0%
IRATELEYRIL (20pug/mL) & L7z, 20pg/mL iRAHE YEVR
%% 0.01mol/L ¥ CTAMNL T, 10pug/mL. 5ug/mL,
2ug/mL, lpg/mL. 0.5pg/mL o># & S A K 4 3
#q 72,

2.4 REZH

0.01mol/L ¥ 21X 1mol/L e (8t~ 1 /v A Fnjtih
HORESHTH) 2/KT100FICHR L THEHE L,

UVBRITE L7 o v AF0eMEE (KR RERikz, A
& — BRI y (B) &sdikiEks e~ N7 7%
Wiz, 0.1mol/L 7'V ¥ -t E K (pH2.2) 115
7 v SFDEHEEE (BR) OIRBERFTEN & Iz,

F7o, ORI AET L F —1T Merck tHH D A-
micon Ultra-0.5 |3 Amicon Ultra-4,10kDa % F\>,
BEFEH— b U v Ui Waters #1820 Oasis PRiIME HLB

{
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(6cc/200mg) AMEHMH L7,

2.5 EBERUAEEHG

IyHTFESRIE Agilent 1260 Infinity O LC &4 L
SN SRAF IR EA T B @ kN VICHE U7z,

WE S R 1ICTRT,

®1 AEEH

EEBAKIOT RIS T Agilent HPLC Infinity 12601

Inert Sustain NH2 5pm 4.6 x 250mm

hI L (GL Sciences (#) %)

BHHE w/ve) U B/ A5 —ILEHK (6:4)
pi$: 1.2mL/ %

AR 10pL

hSLF—TVRE 40°C

BIERR 230nm

2.6 HMERUHER

Ak 20g 12 0.01mol/L #EfE 40mL Z/Mx T, v 7
NUKRE T AP —T 2 o MFEf U REk & Lz,
10 4y R A 7% . 0.01mol/L & T 200mL IZER
L., filg & Lz, S 10mL % 15mLPP ¥ = —
WA EL, DAy EE (18,000X g, 104y) #%. LbiE%E
LRSS 7 4 v # — (10kDa) (Z47E L., 0%
B (Amicon Ultra-4 O#4 7,600 X g, 204y, Amicon
Ultra-0.5 @34 15,000 X g, 20 43) %D Ak & RBHAE
e Lz, MiEOFIEEZK 11287,

HE 20g (1000L4 5 RELE)
|~ o.0tmol/LiEs 40nL
BMRER 250

BERMAE 10568
200mLEZ (0.01mol/LiEE)

e 10nL (15nL PPF 2 — )
|—#mbsu (15, 13,000xg 10530
EEEEORBASBT L E— (10kDa) 25

E=DSEE (Amicon Uitra-4mi5& 7,500x g, 15°C. 204>FE)
(Amicon Uitra-0.5M5F& 15,000xg 15°C. 204 )

HHER (BB
1 HHEEID—

2.7 ZEMEHER

ZUPERERRE TR R O/ SR 53 Bk oo %224 P fife
WA RTA212 (LT, A4 RKTA42) IZE-72, &
Bl 20g 1272 HABEOFHIEMETH D Sac2.0g/kg K
AceK1.0g/kg & 722 X D EMERIERERINE., 30 Rk
BLEbLOZERMEEE L, BAABIEIC L D2 4P
RAEFEEFE 240 10 207, 3 AMOSHTIC LY FEiE
L. BN, B IMTREROCSENEEICONT, F
A RTA4 v OBEEM@ICEAET D 0HE LT,

2.8 BEHEA—FYYDIZLDER

EE— 7 MHEFEOMEE LT, BAEI—F) v 2
LKA R Lz, A— U v DI EEEEE L
TarvF 4 va=r7RNRE.R Oasis PRIME HLB (6
cc/200mg: Waters) #fEf L7z, WRBEO FIEE X 2
27,

K03, BCEHATE & O 0.1mol/L 7' Y o - YE Fefa ik
(pH2.2) #Z#hFh 1.5mL FHOIRAE L-EHH 2mL
EH—FY v PICAR L, K 3mL THEFLE-E. 710%
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AL )= THEHLT 2mLICER LT,

EEA— Uy DICHMER 2 0l (RS 5BHROEER 5 0l + HI-T UL
BEEI.5 ) EFEARTCAN
|—skanL
P
|—70%54 5 7 —n
pres]
LIZER : HHER
M2 #ERETO—

3 # R

3.1 mutEmEsE

U MR O R AR 210573 F, Sac TIZEE 95%.
PHTHEE 2.2% ., EWNKEE 2.7%. AceK TIZHEJE 96%.
BHTHSEE 2.5% . BNKEEE 3.0% TH v BB OHMTHE,
ENWEEOWTNL A T A >0 BEEEMZ LT
77,

2 ZLUMHEZROER

HiE BHTHE ERHEE

(%) (RSD%) (RSD% )
A4 RS54 0DEEE 70~120 <10 <15
Sac 95 2.2 2.7
AceK 96 2.5 3.0

3.2 BHTELDLLE

Sac, AceKOEHRTROH HHIRMIZOWNT, [RIA
WEEIZOWTEINETH L BITE LR LA, &
3D LRV, EREICEITRDONRN-T,

£33 BINEERNLBEDEEEDOLR

Sac HERGIRE AceK EER&IRE

(g/kg) (g/kg)
HpEE ENE BasdE FRE R 283
saclt =< HAED 0.23 0.23 - -
acl A =< BAED 0. 48 0.47 - -
B :
=< HAED 0.51 0.51 - -
AceKfsE A =< HAED - - 0.14 0.13
®TH Le5wiE - - 0.09 0.09

3.3 EMEA—FUYDICKDIER

3.3.1 HmEEFHO®E

1o7o =2k 777 o, AL
ABHAIRIZ, Sac, AceK DIFYEWIK % T2 5pg/mL
WD EHICHRML TRHEEEORE 21T 72, R
RIRIFAEHR K & HRK & % 1.6mL {RA L72iK % ff
L, #09% 2mL ZEMEIV— MY v VICAR LT
(Afrk s Sac, AceK % bug) . TOBEOHNIK%E
0.01mol/L ¥, 0.05mol/L ¥if%. 0.1 mol/L ¥, 0.1
mol/LL 7'V > V-G RIEE IR O 4 FE T L7z, iz,
K2 OEHED A2 ) —NREE 30%., 50%. T0% &
L CE LM ZMAA DY, n=3 THEHF 21TV, K
TR AR LT, MBI RN RIFCTh - 12580
MAGLEEER 4ITTT,

ABUT 0.1mol/L e 26 M (5-fk 2. &Mk 3) L7
A, Sac XN AceK OEEZEITENEN 11% LT
8.4%. 8.5% KN 2.4% TH-=DIZH LT, HIKIC 0.1
mol/L 7'V ¥ Mgtk @ik 2 M (50 4, &1F5) L
72546, Sac KON AceK OEEREIIZENZE A, 0.59%
BU2.0%. 1.7% KN 2.1% ERNTYFIT/NEL 2o,
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x4 RBHEHOLER (n=3)
Sac AceK
= EE) = EE)
& RRE mam EOF mm BRF gy
(%) (%)
] 50% % 5
1 BRed 0% o1 1.3 74 1
509 % &
2 0mol/EE Y 46 1 69 8.4
3 0.mol/LigE 0% *% 80 8.5 88 2.4
J =
0.1mol /L5 1) &> 50% A 5
TR 0% % 80 0.59 88 2.0
s 0ImI/LT Y T0%45 5 s o )

-IEREER J =

F72. 0.1mol/L 7'V v - HREERRENRIC L W AR L C
AL, 50% A ¥/ — )V EBEHIKRE LTHWZSES (&
4 4) . Sac TN AceK D[RNY =% 80%.,88% Th - 7=,
—F., FERIZAW L, 7T0% A%/ —NLaEEHkE LTH
WA (GEB) T, 89%. 93% & BV EILEN
bz, PLEORERERNS | BRISEMH & L THIRKIZIE 0.
1 mol/L 7'V v ViR EEFEE R % . TEHIKIZIX 7T0% A ¥
= NERHWAHZ L L LT,

3.3.2 EHA—FYyIICLERE

Sac 1T AceK OFEHAEROH 5 DIEN, FD
MR f 2 Sac DFEHERDH HHH1E AceK DFEAEIRIK
ZIRML. AceK OEHE RN H 554613 Sac OREEAERR
WEBRMTHZ LT, MWEEZERTLHLIICHARLE
LOEFHIITHEE L, TRENZRANAEETHE L
T, ABHAIE L L-, RBlofEE,. Sac X AceK Dff
HRTOH K CIRINOA EIZHONTER S IZRT,

x5 HAHOEE

. ] ERART i
HHER

AceK Sac AceK

1%
I
o

= HAD
=< HAD
K HAD
=K HAQ
L&dmiE
L&S5hmiE
NoBEELHA
MNOELHA

X

@ ©o© M m O O W >
x x x x OO0 O O
O O O O x x x
O x O x X X X x
x x x x O x O

F 5 R TRE BRI U 72 BRI 2 VT [EAR
A=ty VI kDR EIT o 72, Sac # & 22~94pg,

AceK #& 8.2~48pg & 7 - - [R4F Al 1% O EHATR & |

BRI Lo fE R A2 & 6 LR TITRT,

E£6DELEBY, Sac FHMNIT AceK LIAFEL TN D
LA DT HOFRMBICB T HEIER 95% L0 E & BiF
Th-oT,

x6 HBFRKEIFREKREYNE (Sac)

AMES BRHEE (ug) EURE (%)
A 22 100
B 23 100
C 45 100
D 46 100
F 58 95
H 94 100

—J, AceKIZOWTIEHRTOLEEY, AMKEN 8.
3pug TIXENLEN 98% , AR 8.2ug TIXEILERAH
89% L 7p o7 Z LTkt LT, AfREN 15pg TrXEIL
BN T3% L7720 EEI— Y v O ~OARTENEINT
DICLEN-T, BINKERMEF T DR ER-7, Th
1T AceK MEAA— Y » VICHREFLE T, BAN &
ol Z ENRA EHE ST,

R7 BEHKELARERENRE (AceK)

HEES BHHRE (ug) EURE (%)
E 8.3 98
F 8.2 89
6 15 73
H 15 73
B 25 44
D 48 25

3.3.3 AceKDEREIZKIFELER

AceK & Sac BILTFEL7284E. Sac 12X D AceK DI
ENEEINTHDAREMEZEE L, AceK HM TAfMS
BAEPLSE T, RTHZ L L L, AceK DA
W2 lpg, 5Spg. 10pg, 25ug, 50pg £ 725X 5177
VIREIEFRL, BMEI— RN v VICAR LT, O
R A IR 8T T, bug F TIREIRD 90% & #8 %2 TV
HOIZx LT, 10pg LA EIZZ: 5 L RIUERD 80% % Fla
o, ZOMREROETORRENS, Sac HFOHFEIZ
M5 T, AceK DATHRED Sug 2 5 & [RIILE
METFT 2 Z &R ESNT,

&8 AceK BIh & D EURE LI

AFKRE B4R &
(ug) (%)
1 91
5 92
10 75
25 56
50 46

PLEZEBE 2, AceK GAHREHZ DWW THEFERBR T2
BICIBAMIZZR S0 EBbh b am s sug bl FIT/
ZEOFRLCOL, BHI— MY v Ik DR ET
STEHAEORERER 9 1T T, ARKBEN dug LT
WL ENNER W L,

x99 HRED AceK DEIIRE R

FHIRE&
LEEn) RRAT
. AtneE BFKE =~ PERE
HHEE (ug) (ug) o (%)
ERE
E)
F 8.2 1.6 100 89
(5)
H 15 15 100 73
(10)
B 25 12 68 44
(2)
D 48 8.7 93 25

(5)

WIZ, AceK DIEH AL = 2 ERIT L0, A
TR Vel S O IR D45 5y i & 53T LTe, £ OfE R
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NG, BUCRDMEAE 72 - 723 EHZ DWW T, AceK XA ff
BOVHEIRITIRIE L TWD Z L R TE -,

7. FEXODIZoWTIL, REHET D AceK EDE
FERARKBED 70~80% & 72> TV, ZDORAIC
DWNTIE, AceK DBEH /Y — G OFFEIT T e
ST, AceK [ZOWTik, MfEDEMAI—FY v &2 H
WIS EEORE R L REEORELIZMIT S b
HEMNMLETHY , SHOBEE Lz,

R10 RER-EZHFE - BHBEPO AceK EDLLE

HEEPKRE ()

HuEE s ) 2mL
gt %f;_.& 70% A% 100% * %

& i J—N =N

F 8.2 0 2.4 4.1 0

H 15 0 9.4 5.3 0

D 48 0 23 12 0
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4 F&o

B O Sac K AceK D4k s LT, = LR
AT 4 )V H—I L BRI IIHTE Z G LTz, £ ORER,
BENE & RFEORERPELI, A FI7A4 OHEMED
L TRy, RBERERMERICEDTH- T,
EY— 7 2RET D0, BRI SEEICHEAE D —
MU DI K DR AT OB, Sac ITAMEIZERR <
FINRIZIBFTH DN, AceK DA AMEIZEE L.
R EORIENHETH D T EBNRIBINT,

5 SEXE

1) EAGEBEER - AEfEERANEERERE - /&
SR AR RAERKR 0529 1 5 - ARE
0529 55 1 5, [REFORBEBMYIIHIE] DK
EIZ2SWT (GEH) . Sfb545H 29H

2) JRAEGINE R - ATERARERAERERE - &
R AR AR 0308 F 1 5 - AR
30308 %5 15, [&INTFOEMEINGOIED Y
HHERTA RTA 2 OFEREY T8 2 &P o
BRI HTE] OEEIZSWT G@E) . 5F1 6
#£3 A 8H
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Analysis of Cucurbitacins in Food Poisoning Caused by bottle gourd

Bl T BN AR /NEFSE LR
Reina HIGUCHI,

BT SN
Yurie ONODERA, Miwa ABE, Yumi SATO, Yoshiko CHIBA,

fefg mk  T#E O ET JilEm RT

Yoshiko KAWABATA

A HAIrva ) e RS LT 2 EPENTM 6 FICEET THEEL,
EFn 51 FEOFEHBALLLK, YD TOFEFTH o7z, LC-(QTOF/MS |2

NT U THIZLDEFEHEIER I NIZDITL,

IHLARBIZIBWT 2R E Lz, R

LB/ 08—=0y NAZ )V —=0 T RE LIZRER, MEFICBWNT, 7270 e2 vy BAKRHI, 96 1HX7 72

nesg o B EHEIND E— 7 bR I N, EKOr—Z 3Rl Shienot, £,

EX Ty BOREENTED LN,

ABHSALIZ L Y 7 7

X¥—U—R:auhAd,; 7 I7VEX T U B RS v~ 7T T UEMGRITRFILE &8RN
IRy N AT ) —=v T B E
Key words : Bottle gourd ; CucurbitacinB ; LC-(Q TOF/MS ; Non-target Screening ; Food Poisoning

1 FL®IC

HHEWICEIABRTEHEDOI L, 2 A (I Eay)
DIREER & SNZEHIL, S 5 FFEToOWRE 10 4
MEET3IHLIrRESNTWRN-T22, 51 6 1
FEETTHREL, >YBbERBICEWT 2 4FRAE LT,
BNTa2 Uy TAICL2BPHEN R IN O B 51
EDORHEFBIMBLK, MDD TOHEFTHD, SH%OETHE
TR R ORAERIZB T 2RBERREORE LT 5720,
Hpz oW THET B,

2 B=E

HE L SR 64 7 A 23 At 5 REE, A (REFTE
NOEFHRENSTEROH 2 A4 #BAE L N8R,
THSOERZELZEE 1422 HELE, | 5. AR
EFTICEMA o7z, RREFRLAMFELLEZA, T H
20 HIZIRFEBIE b A &AL, 7H 22 HIZHBE
LCHRICEELZ3AD DD 3LMIER. i, HEIE,
EHOERAZ L, 96 1 A FERERHLZZ L Tz
T EEB LT,

Hipl2: SfM649 A5 HF%S5IFEH, AaFEMS T
AFRAOEREE»ORED CREFIZ, HHOH D
IUHFEREL, EE, FTHEOEREZZELZEAR 1
Z(EWETEE) ZBE L LEERH -, | B, 5
BIACHEEA S o 72, BB O BIREFTAHRELZ L 25,
FIROWRFEN 2 A AL, 9H 5 HICHEL
THIRIZEMAEL7Z 2405 6 240 MEM, THI%OMER
EEL, 1IABPABRLTWEZ ERNHBHALL,

MEG e b, %2 ABELERERITBOELERT
BRINHIUTFTOWOWETREL, FOMDIEIEL LD

BTRERRLIOERSOEZENPMEIYFAETHL IR
ST, ERSBIERHE NS, =2 v AL dR8THEE L
TEMPDLOR/MEN RSN, BFTCik, REFT ORI
BT, 2N ORBAELEOSTEERL, 7 7L
vH R LT,

3 K&

3.1 #H#

A1 REBRFIZE S 20em, EHEED 7em BE T,
D5M (D), FRF(@) . B0 oM (@) Iz 8 mE LTl
AL,

EHH 2 RBALITE SN 20em BRE T, 5% KE
L REIC 33811 U DTEIC K DS LTHR(@) Lz,

mER &b RREMT2 T IO OmIZo7zn, R
B IIFRERT RS Ch oo B OREE K 1 IR,
WINbLEEHE, rE2BRELT S mm AT a vy
RICHEI LTt LzbozlE s L,

RMENGRBRADO 7T v 7R E LT&w 50 24
U7, WINmEIEEE, F60 1133k 10g e LTr 2
VB R T BEERERTE 100pg/mL & 1mL #hN, 4 2
ERE g I LT 7 e XY B MEMERE
100pg/mL % 500uL WAL, Wih & ek i iR E A
10pg/lg & 725 L 51T L TEML T,

B, BEERISThHoT2Z EnD, RS L L TIE
AW CTAFTCEEHA LR TEW B 7 v e
UBOHREHWAZ L E LT,
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WEIZHRE YT AP —DO A E WG Liz/K 25mL 2%,
10 MR E 5%, RRICELDEEL., 2B LEZAHE L
DAL EDE AKTI00mL ICER L7z, i Z 50%
AR —=NVTI0HEARLIZL D% 0.2um 7 4 V¥ —T
AL, EFNEIBITH0%A X/ —/LT 10 %~20 5l
AR L CHRBE® & Lz,

HH 2 FF 1O 12 Ar— L TEL, A@iXiThd
P LEEAEESR LT 50mL IZER L, MBHEZR
10mL 4yHe L. 0% B (3,000rpm X 5 0 f) %, L7
ZARL, FARRICLTB50% A%/ — A THKRL, 0.2um
TANE—TAHBL, TNEIDHIZH0% AKX J — /L TH
WL CTRBREIKRE L,

FH LI L 2B GIETIE, CIRIZER O v Al
fEZBM UL 2 A WMNENLEERIZ I T 2 EIER D
T4% EIRMEIC e oo Z e, HH 2 T EB Y ©
BECHEM L, £O/RR, BIEIT 94% 21 L L7,

BAE7 o0 —12HoWTH 2 IZRT,

M1 HERSOKERUERSE
(E:F=H1, T 2462)

3.2 HRABOAR

OOk V2UCHEL TTo 12,

FH 1R 10gic A% ) —/L 50mL 1% T 155
FETFA AL, im0y EE(2,500rpm X 10 23 [) #. L
HEABLTAHEESTZ, AHIE No.bA ZMHA LT,

€T €T
S 10. 0g (100mLEDL &) H20) (4] D1/2R 47— LT B 5BIETHTEMR
A%/ —)L 500l
RESFA X014 Fa) 15 [#F]
& #i0nl
> EiD5 B (2, 500rpm x 104>F5) 1
:50mL PPF a—TJIz ANt =053 B (3, 000rpm x 553-F)
238 (5A B 4) K25ML T % 7 LR B
| LEST
ESESER E F———5004 % 7 —LTl0fE %R
(100mL* 2 75 2 3) F— sk 25l Cx1ad) 0.2m7 4 LB —T BB
®E 51058 F———50%% % / —LT10~20f& A5
' LC- (Q) TOF/MS (AER& i)

100nLI= % (k) :
[(F]R]
i
F———50%x 5/ —pciom#ER
0.2um7 4 LA —TAiE
F———5006 % / —1LT10~20f %R
LC- (Q) TOF/MS GRE&IFR)

K2 ZHf1-208BARAE 70—
(E:EF1., &H:FH2)
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3.3 KERUVBIESH
S IE LC-(Q) TOF/MS 12 L V4T » 7=, il & OV 5k
R LICRT,
&1 ZEBRUSHEH
LC Conditions
LC system AB Sciex Exion LG AD
LC column Inertsil ODS-3 3um 2.1 x 150mm (UP
GL Sciences
Column temperature 40°C
Flow rate 0. 2mL/min
Mobile phase A:10mM Ammonium Formate

B:Acetonitrile
A:B=50:50 (isocratic elution)
Injection volume 5uL
Q) TOF/MS Conditions

(Q) TOF/MS system AB Sciex X500R

Method Duration 14.5 min

Ion source gas 1 60 psi

Ion source gas 2 60 psi

Curtain gas 30 psi

CAD gas 7

Desolvation o

temperature 350 "¢

Experiment Information Dependent Acquisition(IDA

5,500 V (Positive
100 Da
1,000 Da

Spray Voltage
TOF start mass
TOF stop mass

3.4 EHRUEEHRR

BRELNAFTEEII2VEX Y U BREREEZ AN E
LT, 2oz ey D E TR/ %=y b
ATV —= v T EER LI,

MBLIEEEEEDOSRML2£ 210587,

JINEE VY BIZOWTIE, Fa bR EY
TR U LMIIEOFNEERR 0T b, 7
VEZ U AMPIMATEREIT oI,

R2 WEHEEH

Cucurbitacin B
Cucurbitacin B

EEAF Y
HERAT Y

RYY—=vGA4F Y

. [M+NH,]1'576. 353
. [M+H]*559. 327
~ [M+NH,]*534. 343
" [M+H]1*517. 316
~ [M+NH,]*574. 337
" [M+H]*557. 311
~ [M+NH,]*180. 596
" [M+H1*719. 364
- [M+NH,]'532. 327
" [M+H]*515. 300

Cucurbitacin D

Cucurbitacin E

Cucurbitacin E-
2-0-glucoside

Cucurbitacin 1

4 HRERUER
O~@FT_XToRENPS 77 v EZ V> BRI EN
oo £, @OHR I 7V EX VR EHEESRDE—7
DR SN, Ao —2 3B EhRroT,
B, =6 1 AO130pg/g. @180pg/g. @310pg/g
LR OB MEFREIIT TCEBEEICEA LTV,
B 213@470pglg TH oo, AENIH FEH L b FRE
NERTEFIZOIT THRE L TWelzd, BETAL DR E

EARH Chot-, BEOEXEY 7D, E4L%EU 5
FEEORECHSZEEHALNTHE, £, R
OIRFEL LT, HH 1 & FHH 2 T, FHH 2 0HF3HET
NDREL, BHEBORE (D) %o, BHEA
TRANTHLIN, BERNZWVEERRNOZ 7L EH Vv
HOEHRBENERDLIENRBEN, 27 LvEH L
BOEARIFIENRTHELTLEF2OER/EL,
DO FEds 9 L RO R E o7,

2UHABNRKE SNTERBPENPARRTHRINEZD
b THZEThy, ZEEMNICTHORTENHEAEL

oo TR6EORMBEEARD L. BRHRBMERICE W Tk
ERIE30CLLEOREN 6 ANDB 8 HIZMHTT45 AL
BRlEhTBh, FHEETHN 25 B TWZ En
L ERKND1 2L LTEBEREDRSEFME LB X LN,
—J7, BREFTOREICL D &, F UM S IHE L 7 BiIE
ORI EER N 2o 72 2 &b, AR OIS
BWT, 77V ERZ L UHOGHEBEDXEIT, SES T
WCE2b0TIEHZRL, BAEEIZLDILDOEEXLND,
HAEZECL D2y A ORPHROLE, HUECRE 2 &
WEDHBEOTHIEH L 2208, BEEYITHD I 7
NeF T UEIIU Y BREREOERRS E AT A0

DERENTFBICERSBSELLOND DX, 77 0E
XUUCHGEHRENEWERATE D, Lo T, KR
FIIEEREOE, HEBEILZEXDIRICHEEREOR NG
DIFERBVEIICHEETILNERDHDL, 2O b,
HEFICXHT D [EHROENS DIXRE ] LW )HiE
B OBEN, BFHEOTPHICENRD EEXZOND T
O, IKJHMLTWS ZENEETH D,

5 Bt

KT HT ., THEVWLLEE LLELERNE
sh T AR AT JERT OO B W AR S AR S i IR N7 G R S AT SE T
O W E A A EE T LET,

6 S&EXW

1) EMER, EHHEE L S RN ATER AT e AT
R o X — RS 8 B, 26-29p
(2017)

2) WS, BT SRAT ST H IR ST R B AR TR RS I SR AT
EFER Y ¥ —FERES 9 5. 11-17p
(2018)

3) SEEtE. B)bH LA, Mg, BEERT &
Be LA EHRRBERSVRMERESE 17
55-59p (2021)
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SEVWLDRERE—FIMEDRE

—GC-MS/MS JAIEXRE

FE R U LC-(Q) TOF/MS BIE R R 2 FE—

Study of residual pesticide simultaneous analysis method for taro
- GC-MS/MS target pesticides and LC-(Q)TOF/MS target pesticides-

O L
Reina HIGUCHI,

T3

S LWL OB —FOIEICB W T,
B D BN AL O BRERSOREERN B - 72,

Ryl a3
JRIR & L CERE S ORI ICHIER B
R EWNET N, QUEChERS iE2 W E Lc Fiks et Lz, 208ER. GC (E'JTETI%?K 299 4y

£7 I BT

Yoshiko CHIBA, Yoshiko KAWABATA

%Téﬁ%%@%%ﬁﬂﬁﬁ%F?%VJ@
ZEREZLN, DM
264 KD

ERRSY-3 L3N

55, IRINEEEE 0.01mg/kg Tl 228 M3 WINIEEE 0.1mg/kg TIiE 233 B CTHAEE 2N 7= L, LC MIE 6 S 2% 162

W'HE 156 3D 5 b
BRI OW T HEMZW - L,

F—U— R RBEE L0

FRAIEEE 0.01mg/kg Tl 140 23R FINEE 0.1mg/kg Tl 147 23R T2 44

R O B L

MUV EMEI T A7 v~ N7 T 7 EE&SNE;

k7 v~ ~7Z 7 WEMRATR R RE 85415 ; QUEChERS 4

Key words :

Pesticide residue ;

Taro ; GC-MS/MS ;

LC-(Q TOF/MS ; QuEChERS method

1 [FC®IC

BB W TR 26 FEICERLE S 0nb) %
KGR LT R R — A AT iE O Z M PRI BV T
TUPEE TR T E RIS, GC JIE SRR 295 &
WOWMEE 0.0lmg/kg & 171 FEI RN
0.1mg/kg I3 118 K TH 7=, TDH%, HHT D 2K
RAEEROBES . BRI EGHHEELR U)K 05y
Hrigss O EHITE BT I E M U 72 5% 2 5
fli CiE. GC M & xt R &I 264 KO IRMERE
0.01mg/kg % 200 I, WIMNRE 0.1mg/kg 1% 195 =
Hrlpol, T&EWwWh | Tik, 0.1mg/kg O EIHEN
0.0lmg/kg O EHEI L REhEZNHH Z L X,
0.1mg/kg O EIEH A 0.01mg/kg DEIFEK L v D720
REMOEYMORERLEBRR2DZZENHHLE, ZoZ L
. T&E0nd ) KBRS HEEWED %‘%mﬁatﬂ
&M’%%%'@zﬂ\é&%z%nt/\imif

43 BT R 58 00 T HT T £V iaéblwmaﬁjzﬁﬁ(uﬁ
ST-L400) b SNz Z &b, BEICHEHR L THH
FEERFIL, D TRYUEFMERBEL-OT, 0
FERIZOVWTHIET S,

2 SWMAE

2.1 =#

BEMNEE L W ARNWI 2R LI VWL E2 W
XRNTA T A AFKEMHE OB L THREE LT,

2.2 FER

N ZNVWNEBHT A 7o~ N7 7 7 EESD
GC-MS/MS)HIETH : & L 7 A /b ATk il 3 (i) 2 3K

PHTEFCELR

ROERERRE-PL-1, 2-PL-2, &-PL-3, j-PL-4,

& .PL-5, E‘E-PL-G 2 .PL-9, ;E’%“-PL-lo 2-PL-11.
f-PL-12, J%-PL-13 R OZ O & BT 03 72 B3R FUR
(IX7://\1/V>— k. a-BHC. 8-BHC. y-BHC)
ML,

FRIZ T b &R E LT 1000pg/mL O 42 # UK
ZHE L, 20ug/mL AR L, B 7 A 0L FOEHEE
(BR) 2 ERIR AP #EE 20pug/mL & & 112, I1mL ©2o&Y
Wy&beE, 7 F>T20mL & LT lpg/mL 175
L., BRERAGEEKRE Lz,

Wik 7 a~ h 77 7 NEMRATRE R BLVE &0 05 (L
T, LC-(QTOF/MS) MIEHH : &+ 7 A v AFkiigE
() 2RI A PE e % - PL-7. J2-PL-8, &-PL-14, j&-
PL-15, /&-PL-16. /%-PL-17 ®% 20pg/mL % 1mL
FToOBVEYGbE, 7T F=FVU /LT 20mL & LT
lpg/mL IZFRB L, BIEEASIEREKLE L,

2.3 RER

GC-MS/MS HI/EEH : BREAGEERE T & v/~
FH @I THRL, Y MMM 0, 2. 4, 6. 8,
10ng/mL IZFAR L T, EEEEWIC K 5 Mo i s IR
HEREREK L Uiz,

LC-(QTOF/MS JIEIHEH : EIERASEERZ 50% 7T
T Rh= MU ATHRL, SO 0, 1. 2, 3. 4.
Sng/mL TR L T, MHEREIRIC X DM mEf RS
FEAREVSIR & LTz,

2.4 HREE

GC-MS/MS MIEHEH : 299 sy

LC-(QTOF/MS JHIEIHEH :

264 IR
162 W'E 156 /&3
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2.5 0e. ]

TEN=HM VA, b TEMAKEENFHT T
B AL 2 (BR) 7% B 2 3K BR - PCB 5k FH (300 1578 4) % .
WAL T b U U AT R (BR) R R R - PCB R
Az, XBITE L7 AL 2FEHEERLC/IMS 1 %,
Q-sep QUEChERS it ¥ 1X Restek(#)® EN &
15662 %, A% ) —/VIIBEHALE(BR)LC/IMS % A
L7,

GC-MS/MS HERDEL~ MY v 7 XL L THWE
Analyte Protectants (X, 7 h> &L LT, L
a7 -A7 7 b ATBEAAEF (B BERF#R . D-Y L E R — b
B FER)E L TR L, F7o, HRABEMY
TLAFK)YT A AT 4 A4 = XD Smart-SPE
C18-50mg & Y PSA-30mg &/ L 7=,
LC-(Q)TOF/MS JlIiE Akl D #EH#I TIX InertSep LSC
C18/GC/SAX/PSA(100/50/100/100mg ; ¥ — =T /L ¥ A
TUARRE) DI AZ DA A REMEEH LT,

2.6 Je*(lg 26

GC-MS/MS DHIESRMEEER 1 12,
DRESLEMEEFR 2ITRT,

LC-(Q)TOF/MS

2> GGMS/MS 26
250 LG (Q)TOF/MSh 26
3 3 1g(-0 %02
31 3 2§

WHF G LT % QUEChERS 1% Quick (iik).
Easy(féi #.). Cheap(7% fli). Effective (%h R #9).
Rugged(B 7B %), Safe(&42) i T, AHIEB O
HEHENDRCRBEELELE LW, KX b, &
R T2 2 ENAEEE SN TWD, REOAFY ¥
FAETITLEMEOL TERE RELE L, NEFEEY

BTHETHIZELLTWAN, YAT CITNEEEYE
AT, 2EMERICERET> TV D,

RERTOM T X, BB 10g 12, &k 2mL, BT 2 v
JRECFAYF LELORTE b=1FVU L 10mL =0z,
ANVT vy 7 AL BLE 1 51TV, Q-sep
QUEChERS it Z Mz T#M L < 1 ME L =%,
mOOBEEZITV, TR M=RNUABESRL, BEICT
T h=hUOmL 2.2 B E O AR L TIT
W, 7 ER= U AT20mMLICERE L2 L O &2 K L
LTWi,

HMHBEORFER X, REELCEMNTDKkOE L
L. B9 v/ REDHFAVFOKIZ2MEICEE L, =i
DEEICEINENEZTE b= MY VB (EBEAR)OR TR
L7, £, MMEEHOH D & TN EN S A
L=, B4 bW ERELBRE LI,
B Lo &2 3% 3 18R T,

CORER, RENEDLoTbOD Y B, @FE 109 -
A 3mL, @G E 5g - K 2mL) X2 X UO®#E 10g - Kk
AamL OEFEEZHWTHREFIEORFEZITS 2 21T LT,
£72, ORE 109 K 2mL EREEFZEDS RV E T
TE 5B 59K ImL) X2 L 4MICEML THRFT 2
ZEiizLi,

/2 >1 3 26

3.2 (-0 %2

T FIEICB VT, 3.1 THRE L&A T. K&k
WREE L LTsng/mL 1275 £ 512 GC-MS/MS %
T, BRGEELHKR L, BRI, ST-L400 = Mz,
PERORERGIEZRK LIRS, 4 VB Cimitii
R TR, ImL ICER L TV DA, HEFCidimH
& 20mL ICEALTWVWAZ EnD, GC-MS/MS 4347
FARBRBEROKREIREEEDE LD, EF Tk
500uL ICHEML TWD, £, £0 55 300uL IH
BEMAE L THERET DL O MEEMITEFEEETE
HTW5D,

LAY » Nif, GC-B1 & (BEMAI—HKY v
C18-50mg ™2 PSA-30mg) &, (MR 7A AT 49 A
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