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g 0 0 0 0 0 0 3 1 2 3 0 0 9
B ELSOEFE K 0 0 0 0 0 0 1 2 0 2 0 0 5
&t 0 0 0 0 0 0 4 3 2 5 0 0 14
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3) R AEE L

Rk 28 FEICEN L FEE MR AL, BRYLE R
WCESERBEICI XA FEED LMD -/ E
i TN CFRk 28 4 10 A L v %) TH v,
FTITHRAE ORI &2 R,

x T IREMRAE RS

BALTHIY, BMYSEES 16 F£H 3 HICES &
WIEE DR Z BT FEICR L Clis F R R & & %
M2 TR REEERIRET — A T v AFEH
W10 A X vBIthE . YATICIRE S BE
16 BRIZ D> W TR B s F AT 2 20 L 72

(3) Dt
T DA A O NER &2 KR T .

£ KERAEONR

S o7 ARE E~IH A
JEYLE VR B D < Bh & R (R 568 568
T BB AR T BT 16 16
Z Dl 101 127

it 685 711

(NRELEEERICE IS HERE

JRYE RIS M MR A, BT T A, T T
7 A, 3 b7, G i R R Y E R AR SR D
BiE i 568 fhCTh o7, T T F 7 RIT,
BRITICEBWTIL 8FESYORELR-T. TH
DEBEMBRIAEE £ 8, sEMZz T EhH TR
7.

(2) BB E TR
K% D FE LB A & 5y FIE AR R Bl DR - 4y
Hr U, S5 H G 55 61~ O IS & 46 8D A T il A% 5 3RS

X 4y AR BRAEEE ()
TR B B A 14 — M (14)
KEE (14)
[ LeGHL i (12)
RLU7 12 ML (12)
i m A
Y E Y — XA 3 ARV 11
A VU ERE (2)
HH% (1)
1 & H i PR K R
B R R A 72 (64)
R (6)
NSTF72AE (2)
i 101 (127)

K8 EYUEIEIZ IS PR A R A %

X 4 7 LY L E2 ok FA B R ]
AU B PEAR I 30 13 0 5 0 2 10 0
G~ A 0 0 0 0 0 0 0 0
RTFT A 52 0 11 0 35 6 0 0
aLg 0 0 0 0 0 0 0 0
EHEC 486 27 75 47 15 16 85 221

Gl 568 40 86 52 50 24 95 221
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4 IBEEFE (REHZFER)

PREERFIR (ALY, RS PTHY) 23 FRL 28
FREICHEM LI dEEWIEG O 5 6, FIEFITME D e
(fRftgatt o & —) 225 OBYLARIEM A, 1T B
6 OZEOMOIME P KR A, WEMZZ2E O Mm$
PCB OREIZDNTIE, 1 OLEBYVFEBLZ. Fiz,
JEA ST & o ILFAFSE, SRS SRS AR R T &
O ILFERFFE R MR E A B & LR e Bl % 5
i L7z

* 1 IEEHRERAEDONR

X % MRS JE~TEE %K
EFETAE D SRETT ) b OB K IE R 17 28
TTED & OZ OO B LFRIERE 29 3,929
MERDZZ 24 O M FPCBHRE 47 47
it 93 4,004
1 IEEHRIKBERE

() FEFICHES RIEFDH S DIKERE

FEIEENTAE O RIEFT ) O OB BRI, BRT
I, FREREEEK Be X104, 17 Bk, 28 EHEIZS
WTER LR (%2).

2) FTBN 5D ZDMOIKERE

RETRLIREEYOEER OBIRICET 5720, B
K PE R DARBEINT K 0 R[] T CAEPE ST kiz 2Tk
BB MATRIRAE % 15 il, 3,855HHEFEmM L. £
7o, BREBALRBOKEICL Y, Wb ZEFERHICON
TEZRMR Y OBERMOBRAEZ 10 ik, 70 THHE Ei
L7z, oMy AR e & &b T 29 BiE, 3,929
HHOKREREZIT- 7= (£3) .

2)MEREZZEDMF PCB DIRE

TR E—FRPZ ISl L, M2Z2HE OIMK 43
IR R O RR IR 4 BIRIZOWCER L7, tPRMmEIx
R, AETUN T R OHE R TTIC BT, ZNEN 1040
MEEHFWR LG LD THY, TR EHNTPCB Y
— 7RG = OHERHEE RO 1. W RRILIE D PCB £
1% 0.35~0.41ppb THHJfEIZ 0.38ppb TH - 7=.

FTo, 12%MEH KO 512%fE5 2 O 21.89 KO

7.54 T, HIEMRE A OEMERAET T LR 7.22 KT 1.73
Lo,

%1 : No.2 (2,4,5,2',4'5-hexachlorobiphenyl fH )2 %} 9%
No.1 (2,4,5,3"4'-pentachlorobiphenyl i 2)DIREE . (%)
%2 : No.2 1Z%f9 % No.5(2,3,4,5,3',4"-hexachlorobiphenyl
DR (%)

NEEFBERARE

TROBEDORRZ LT D8R DR BEE
FEHED [RATPICEET 5 RESOBRERE) I°&8
B L7z, [LC/MS IZ K% EIESED—FHBRIE (RED) )
J Y TGC/MS 1T & % o —FRBrik (REY) | 2
AR R EEEIZONT, TNTHEBALZERE 1 ~X
VORIZHBE LA LTz,

HENMEESBESBEAEMEDOERMAE

SRR 28 AR A S BB SRR R (B O R AR R
WHHE) [ BLE2N LA 4% U SR B E B RR
DR & & O FEFBICHET 298] O—#E LT
LC-MS/MS IZ £ % At FEOIERERISHTEDO RS - kR
ZRREt L7z,

S)RERHMEEZBEME LI-BEEE
AT EERHES N T e v 7 Tk, A
B AR IRp (45 7 i AR A 2R T 28 S L Tl a7 st i 3
Hikn 2 E ROMERBEON 2R D120, BEGHERE
HEHNE LEMTALTOBRMBAOKEERE (F
P BESHT) ZFEm LT

R 28 AR OREHIRY A T ESHRE A LT
VERE )= EMZTELOTHoTE. RELE L bz
&N EEOTERNER SNV AL, AT
U EORRKE TS B NENSITT A EORRNH T
2, BEICEERHENEENEEL TV LDFIEN D,
ANF T TR AE ) =L HOWT b oM & i L
7o. A)VF X HPLC-PDA TEET S L &L HiT, REFHF
M ORI AT A~ 7 R VB AERER, & 95 2 &
TR LIz, A ¥ ) —/LiX GC-FID CEBSHTZIT-7-.
FERIZOWTIE, EEBENS ALVFURNAV T U A
DOREEWEDOIRK TIEARL, A%/ —AREKRNTHEZ
EEELLHEZE L.
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2 EEEICHE D REFTO D OERERANR
No. &g H X4 TR T RATIEH iR HE%K
1 4AH48 ALy biE 1 1
2 SAH9H i BT AL 7= (3, §7) 2 4
3 6H6H 1®Z% BIZEY SEM, EDS 2 4
4 6H30H #% i SEM, EDS, FT-IR 1 3
5 7TH5H 1#% TUorYE L RZ I 1 1
6 7H7H Hik EUENAZ A SEM, EDS 2 4
7 7HA19H e SEM, EDS 2 4
8 11A7H $m 2k FT-IR 1 1
9 11298 & AT —F Y —R BEHEM A 4 4
10 3A29H R.RE MO DKE W#E, FT-IR 1 2
3 17 28
F£3 ATE O D F DM OKIERAENR

No. {&K#HH {fE T FRIA TR RAIEH A HER
1 8HI19H £%) A dnfEAmMmAERT BIE T T ) 1 K 4 4
2 9H26R j&) JEEEIRBGE ZK =38 3 771
3 10A128 &) EEIRWE Yok =23 6 1,542
4 10H218 &) HulkpEEgaR fREEE & % 3K 5 AR 57 10 70
5  10H26H &) EEIRWGE S =33 6 1,542
& 29 3,929
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2ODEL BB TFTO NoV B Sz, YYERE
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PRV Y XA L DRV Y X AFEBENFEE L2, R
U X ASENE, RV U X AEENELET DR Y U X A|HEIC
X o THIRRRMLEIR 2 23 2R B TH 0, BIHZEICIT A
P, R, B, MABEES, ToMmo s EREICHES
NTWo. 20 BERABEESERY U X AEX, RAS
1 WA EO/NEMRFLIE R Y U X RE &6 CHE R CRIET
LAY Y XAETH Y, PR ELCAER Y U X 2
rmﬁMﬁﬁ< %mﬂ’%fmﬁéwiﬁ%ﬁiﬁ%é

, PIEEEZHEAH LTV D ICHIET D L Vb T

5. SEIOERETH D 5B IIE, FIE 3 22 A id GHUE
& F DK OFUEIE - FTE B I L0 L EBEE D
BELSINIRRET, RY U X AEIEREEE L, AARTH]
DTORABEEERY VX AEE L TaTbnT-.
ARIO LS 2FEHTIE, 1A LETHD 0, AR
VU XARETH D WREHITIE DT, RAEFEILHEAAD
Z &, BIROFEMERE - TRFRICH W BRI & ORFIR
HROMERY L, MERELOHELNIZED LWWEMLE
OREZRHIZIT O 2 ERRNY U X AT YEL T
CRREATH D Z L b RAKE TOREIZHIKID &
571?75 E&[im%rﬁ %&U@i[%uuﬁuuﬁTiﬁ%Fﬁ
e EOBMRKERE L OEE L EE TH S L bz,
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2 FH2FE FRFOBEER

%
WM 4 (f?ﬁz‘iﬁoﬁ) ¥os 4 = H = % 23
No.
BB S HmERE | OFtE &EsE 9% 63 [AIfE M R ARE | 1128.5.19 mEREEAR | 1
(0157 %) OIFHIMHEOHR | AH CETF A Frés (f@ )
Campylobacter JBEH OHGEMRELE | O EA R 28 AEEERSLEAE | H28.7.8 TGS 2)
DRFHZHONT e BE IR R (f& )
s BT
Fazk  HLA
PANITECE =
T U RFEICFAT DR | OFul 1S % 42 [EIJLNETABRSE | 1128.10.13 YN 3)
W Unicapsula seriolae D BEMEE EfE EA Hlihasas ~14 (F& il T17)
I 7k DRt W BE
Fazk HLA
HARE BT
et ]
R PEHA
LiE  BA
e B
IXTNUF—F—HTOHE | OFE Wik 42 [EJUNAEAEBREE | 1128.8.10.13 | #RAERER 4)
H—F ML O 24 MRS IR T B s ~14 (k@ B 1)
PM, ;OB ~@EETECTIZE | OFE R+ Pk 28 AEEE IR NORME | H28.11.4 & B T T A AE | 5)
BB RZE L TVDD 2~ BREIFSURE R & R R 77 (R
RS
HzTl'hrvaensz—fagd | OB EA PRk 28 AEEEIRNORMEE | H28.11.4 A& ] 7 T AR AE | 6)
B O ~ROOORTEEG &L HE BE REIFSURE R & R R 7Y (R
VRS IR~ i BT FRE
gk HLA
Sl
BT R T 2 EE HmERE | OFtE &EssE %20 EGE HImMER | H28.11.10 FIRRILEEYE | 7)
(0157 %) OFEAIMIEDOHR | KM CEF 15 B RS Y 2025 ~11 v — (Fiu)
TN ARSI S T WRE 55 43 [RIBRBEAR A - A | H28.11.17 LI T L4 8)
=T = ) = ERE R Ol dise B LB IERE R 2 ~18 (LT )
Ml A1
LC-MS/MS 12 Lk 2 THiER#H | O #F % 53 mleEfE A | H28.11.17 ATV 9)
(& ZEERE) Db O EH B B fa ~18 (HAR™)
Wi JET
HARE T
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T CRE I 2N | OFE &k % 53 [eEfA | H28.11.17 ANAVI = X 10)
FO b RPREIZDOUNT B Bt Fa ~18 (HAR™)
A WE—
FlE P
AR JEZ
BH KE
el ¥
R HaE
BRTORER R HCBT | OFH B % 38 [EEEI TR | H29.1.18~20 | I 8l e EEE | 11)
o TR RPN LA A FhER 9 - HHIFEERS Rk v s —
BT AT (B T17)
B A
W T CcoREEEREOHRYE | OFE AT PM, 5 D FHIELR - it | H29.1.27 JUM K (k& | 12)
&R BT IR T )
DillHs (RERBRES
STUNSEREE 17 EIHF
FHLRL)

FRFOBRERERME

) |EWmICE TSRELMEXREE (0157 %)

D EFITHEDHEFE

PRERIFIR BE REE-AH COET
% 63 [BIfE [ R AR A T

B M PE KBS (EHEC) JEUWENE, HEEF TR
kIR WS ML R BRAESE B E (HUS) & FIE LAEETICE
LA LH 5. BETHTIE, F4E 50 4R o EHEC (2
K DI EFINRAEL TOD, Z OIEFNmHEIR D%
RIFDB TN, SR, R 1T D DR 26 FEE
F T Y AT~ K OV T TR S 72 EHEC B tEFG
932 #Rizx%f L, 14 FisH 0K H| (ABPC, CET, CTM, CAZ,
CTX, CEPM, NFLX, TC, SM, KM, CP, FOM, IPM,
MEPM) % H W EEAIR MR G & FR A L7z,

EHEC &k & L CTiE 36.8% M EAIM 2 #45 L TRy,
FEIZ O111 13 95.7% & MRS RN E <, KIZ 026 A
45.8% & 7¢ o T =, FEHFIBITIEX, ABPC, TC, SMIZH
WTENEI15.8%, 27.4%, 30.7% & M35 H -
7.

ESBL FEAHE 2% 0157 (TEM,CTX-M-15), 026 (CTX-M-15),
0153 (CTX-M2G) T 1#T oMt &4, FOM MHER 2
091 T 1 ¥R &7z,

FOM ffitt:, ESBL #EA BB 7127 T A I K RICHFETEL
FCRKBEIZLLAADZ L, BPHER DR 2 EE
MTHIEESNDAREENRS Y, BB EORKE
L0 D DATREMER B 2 B, A% OIHEE O HUR I
WCHEERLETHD.

2) Campylobacter BE DL EREEZDRETIZD

AN

RIEREH EiE BEA - 5

L e

FREGEEE 2 —fER EE BT
Rk 28 AR R Sh AR SRR R

ARy Z—BEIC XD EhER ALK
LTE<, @RmNTRAET IMEERFEO R EE
DTNDZ D, AREPEIZEW TIEfM DR HR
HERRD SN TS, FERIT, BAHEEH TG ERS
BERESE 24T\, 22 X 3 3 F L PCR(LLF ¢PCR) & A1k
EHERRBR CEMRZ RIE LT 2AY, cPCR 1A TIEIRAE
T OMRIBFFHAZ I B AR EFRATE CICHHAE L TLE
T TR, BRKEEITo THMEMEZIT S B,
SN RPTRHRECH o 72 0 R RN R34 U 51
ERBRESNG. 22T, RETHAEOFG I B
Ny Z—BEBRETEL LT, EE~rF T Ly 2
TNHEALPCRIECAT Y 7 X A LAPCRYDBZEEIT-
7.

AR AVNZ U 7L # A 2 PCR TUE, B REMES
RonT+ofFRaERrbstBZExohbZ &b, B
FBETHEE L v a s F —JF R OB 72 8 51 [F
WCARTHDEEZLNT. BUEZ DU 7% A 5 PCR
EEPERERODTEa AT X —BEOREICHAL
TH D, cPCRIZH~ 4 IFRHILL ERFMZEECTE 5 L9
272 o7z,

B - ARk A
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) WoNFHFIZHFLET HHEBFHR Unicapsula
seriolae DIEMBRER EDRES

PREERFFRR il WESE - BB BN - B BE

Ak A - HARE ET
R AR R R R AT A PR - DR R
e G
55 42 [N AR BR BT HN W e

b T ADBRENRRNZH D 5T Kudoa
septempunctata \Z & 2 BH7E & FEROIER Z R T RER
HOBHFHEFERFANRD LN TEY, 2014 FEnD 2015 4F
11 A E CICEHmNTRAE L5 o PEE ORI
DNT, EBHMOH U ARTFEROBEE L YT CHRE L
LA, KEIT R TH D Unicapsula seriolae HAR T
BEFABE SN, L, BERERETICENT, 7
F7admsE (BUT DEEiE]) TR S L OEHIA AT
ol FI T, WHET Useriolae BARZ MR L=
BRFEIE S D T T E R L LC, BAMBERE FIEICD
WTHRGET L7z,

REBR T IETO@EEE@Percoll 1 2) @i@MNIED PBS %
0.1%Tween80 ¥/ PBS {2, 3.0 1500rpm10 4y &
3500rpml5 43\ CZE T L2 5FIE(BA T [Tween80 HINEE] )
D 3oL L, FlIIX Burker-Turk B4+ HMAR A H L, =
NEN 3 EIRF L CTEOMRAE I L., F/2 ERdiM
L 7= [FIERAL & qPCRIEZIZ L D o B —# &2 H|E LT-

BERiA % 3 o0 LT 3 FIRG LR, THix
427C Tween80 WIMEDRHEN —FZ < 12~32 8 (6.0
X 10*~1.6 X10° ff/g) &@MEIZH T 1.8 1%, Percoll
BT 120oBRETH-o7-. a8 =53 1.1X107, 7.9X%
10%, 1.6 X10%copy/g T, = & —¥ & a5 OHHEILRD
Lot

FARIRRE LIEREFIEE UL, KERE K O
077 % 584k L 72 Tween80 IRIIVEDH Y & R S 7=,

4) RSNV A—F—EHPORRE—FHHE
DZEEHMEHERR

REERER P k- m BT

5% 42 BN AR BRI E N e

R 26 4 12 A 22 B, IEWECEIK O o B O BELD
Hhe, [REPOREWESFICET L O0MEDZ M
WERTA RTA ] RSNtz IXTNT+—F—F
DRI D 5 5, ICP-MS 2 L 5 [FIMHHIE 23 ATRE 22 7T
F 10 HE O —FRBE 4 MAEICHE U7k v, F
A RTANCEES < Y MEMRZ i L5 R, B4R
FRMAFONZ. TNZRET IR T LT+ — ¥ —H
22 BRARIZ DWW T, YR SN ARRBEZE vz
FREFAEZAT o TR, DTN ORE S s HEICE S
TAHEHLDODTH-T-.

5 PM, ;OHiE ~BETTIEEALREEZ

LTWBD?~

REAYEHR PE #RT
SRR 28 A7 FE IR N AR BR BRI ST R A R B R R 2

PM, S 1FFEE /N E DO RIELS T TAD LT E W
IR D D72, M AR ERR, THERARR DR
ERLRENTWD. LinL, PM, DR EICES
DZAFIIM SN TEY, REDLDLLRNI ERZ VDR
BRTHD.

& T AR AR BR BERF SR C U, PR 23 4R 2 SR TN
D PM, ;DT DEEIT->CTEY, FMZE L TRl
Ay, BEOCTHBRFEOEGNRKRE L, LFILMEEA
TR ZDBIANCH D Z ERbhotz. £EHRA~D
PM, s IEFEIZB T 2 F it il P OBRFICH Iz o TOH
BHO—D&E LT, P25 FEED DR 27 FFEIT T T
TN O/NFAEZJIRIT PM, R & 2T 53
HEIT-7Z. RO PM, s DIREX, VK 26 FE DK
ElT 49.9 u g/m®, K 27 EE DR EIE 32.4 1 g/m® Th o
7.

PM, JREN LR LEHAEOT L b OEROE(L & K
SHAOICIRAT L7265, PM, SIRIE O EH LER & ORI
MR OND S DT> T-. Ll [=227%LT
Wl EWHITEHB L OBHENRH Y, PM, IREN R
L~ AT ELTCOWEEENARICHENT D Z E08bh»

o7z

6) ZZT'hoEOQNY E—BHE
~REDEFEEH EHLOVEEE~
TREERLRR EAE EA - B BE - ok LA

L e

RRERXREEAE 2 — AR EE BT

AL 28 AR IR AR BRBE A ST B A IR AR R R 3
IR CRERMEO B OERRREFIELE LTI T LA A
PCRIEZBAFE L, MEEEZUBR L. ZOHEEZEED
BPHFREICHHAT S Z & T, AN THRERITE
KIS FTREI 72 o 7o RFIS, SRR 28 4F BE LA T o o [X
THA L2 KRB R T HFRICB W CRERE LD A FMED
RENTZ.

1) fREmIZE T BEELHMMEXREE (0157 F)

D ZE=HI it 14 D HEFE

PREERHEEE A mEsE - AH BT
55 20 [E5AE H i KR B IR Y e &

EHEC EYEITIRFIZB T, F/ v R A, F A
R VUNEBPGEL LTHBEIRLTREY, Zhb
DIEFNC EHEC DTt % 7R3 & 51272 5 LIRS R HEIC
ROFREMENE R LS. A, K 18 4D B TR
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27 HEE F IS Y T~ e OV BT G S 472 EHEC B
PERREE 931 BRIZXE L, 14 FHH D #H] (ABPC, CET, CTM,
CAZ, CTX, CEPM, NFLX, TC, SM, KM, CP, FOM,
IPM, MEPM) 7% I SEFIM AR 2 A A L 7z

EHEC 21& DA M RIL 36% & 72 0, MmIER BT
O111 23 95.7% L b iE <, WWT 026 23 46.9%, 0157
23 25.1%K% X 0103 28 9.4% TH 7. 026 IZBH L TITTF
B 24 AR DL R O KR MR T 50%LL E o @k THE
BLTWk. $£7, ESBL EAREMN 4L LN, ZON
FR1X 0157 2 £k (TEM-+CTX-M-15, 1 ¥k ; CTX-M-15,
1 #K), 026 1 #k (CTX-M-15), 0153 1 ¥ (TEM+
CTX-M-2G) Tholz. EHIZ, FAFYA ¥ UMHEE
73 091 T 1 Hhir i S 47z,

A E D4 T EHEC IR ORI L o B % ) o
FRIEANCTEZ R TR R b e o e AR AR~ A
VRS SN2 E D, EHEC ICBWT b E %
ML L CTETWD 2 EDRIB S, 4% 0 SEANMHE R
BRICERESLE L Bbn .

8) EETHRALRAKEIZE TS/ ZILox/ —
JVAIEFHERIZDOWNT
REREE LT PRE - B fHs - HiL BT
%43 Bl BREIfRE - AER IR ES
FICHREEEAIOREE LTHWLR TS ) =1
= /=T ONTIE,  TEREEAR/LE B &R SPEED’
98] IZBWTHZWMN S EEHEZ R T2 LD DT
WEIZZET BN TR, Ak 24 & 8 AIZIIKRELEMOLR
BIR D KERE M -IBN Sz, BTN o
TR OSBRI 5KEROVEED ) =V T = ) —
JZOWTHEEIT-o 2. TORER, KEIZHOWTIT,
FTCIERE S A S H -7, KEiRETHLAEY
B AR OESUT CRRETHY, ST E
b7 e R SR o e JREIZHOWT
IR OMEEE L HIic ) =T = ) — AR ST
BY, BEEREOSWHE T/, =V 7 = ) — LV RERE
BHENTEZZ 0D, =T x ) —VTHEEW D%\
EEICERBLLT VLD EEZOND.

9) LC-MS/NS [ & 5 THIERE (4 H T EE) O

ik D&E
PREEFHARR I EE - B W ET -

HERE BT
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DO EAT o T2 FE 8, ETORES AB M &N,
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L, EEEkm LR, R B3E AEbE2<,
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HIEE TR 75.9 HCH 0, FERICIEEEI G & g U7 f
A, T GHERR) R mb%<, 20K 3 EE LD
7.

ERHIRREI L& S O BIRRRIE % I EFT I N D £ TOH
MaEPFHE LR, EF:03 M1~7 B &RV
THREIEEINTZHO, K- L£FF DEELU R ERWHIM
i L CRESNLZLONRE T,

HORHIRE & 2 e aBEilicsETs L, 30
U TOVER) SR 2 EREILAINTT,  TFEEREH 2
1 7 ABl & v o 7= WIERESE A B 2 @an R o
7o ERHIIREIAL & S O£ o Bk I ECE A A R A
LR, TET(183%)) [Ak#¥(14.0%)) [T —Fh -
3 —27 )V N8.3%)] DIEIZZ o7,

12) ERT TOREEZEREDORS

REFIER TR OERT

PM. 5 OSSN - DT & GEHER AR A B Y 2 il
(RRBBEE RN 17 B FR L R)

PM, 5 I HE OZE(L & /NR O FFIERIC OV T, 2 0Bl
AT D IR, [ENLBREERTJERT & 2l T

EEIToT.

K 25 AEEE DN O SRR 27 FEEEIC T TN /NEA %
KR PM, 5 B EE LR BT D& ZTo72. /b
RICHEE 2 A L, RANICERERICET S AP
@%E%%%ALT%%w A B TR L.
PR NEORFCIREBIZBI T 2 & L AR IOV
TREE I CEMEARHE L TL O, FAEZEL L bHicH
L7z,

E7z, RAEHMT D PM, IRETERATNO —#R KK
{E'JKEFJ SROFHEERT — 2 OV EFERA L. &5

WCHEFTR T PM, s 27U 7 Uy b 217 -
7.

PM, IR JE L/NRDSEIR & DBIRIC W TIE, — (b
EFBRREEALCKEeR AT v 7ERE2H T
W, FEEITHT L.

AR P O PM, s DRSOV TR 26 4R D 1
1% 28.4 p g/m?, FEEFPHIL 9.9 1 g/m*~49.9 p g/m’® TH
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Survey of Chemicals under Chemical Substances Control Law, in Fukuoka City

Noriaki TAKAMURA , Sayaka YAMASHITA and Tomoko TANABE
Environmental Science Section, Fukuoka City Institute of Health and Environment
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S THH SN TN D, (LFFIECIREE S fEE, EEEED
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LR DEFEFFFETME, BERAARbOE
ERLFHEICHRE L T, BT E T8
BErp o~ fikth %[BT 2 72 IR Al EE R & e o T
50, BERULFEMEICITFERICOWTORIRIZEN. —
T, HEAULEMENE AL MBI E S LD
5B, HONUDERER TOERRELTEL,
BRESCAERR~ORELIT 52 Z LITEETHD.
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FH (LLF, THBCDJ &\9. 723, HBCD (374
BRI IZ ML E CThH - 7oy, A — s
ELEWEICRRE SN, ) WOICERLEWE I E

I TW5B 24-P-tert-7 F)L-6- (5-7 @1 -2H-1,2,3-
VR TY =24 0) 72— (LT, [UV327)
LW9. ) ITIER L7z, PFOS T EIC A TP ER
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3 ERERRUEER

# 1 PFCs DA GWE

WE W7 MRM ISTD
Perfluorobutanesulfonate ~ (C4)  PFBS  299>80 3.1 KEHHEHT vRILLE %
Perfluorohexanculfonate ~ (C6)  PFHxS ~ 399>80  'Cy-PFHxS 12 R O DERBEIAE U1 5 Al AL =
Perfluoroheptanesulfonate  (C7) PFHpS  449>80 PR A 212, )l @*ﬁﬁjj HRIZB T D ﬁjﬁﬁﬂﬁ
Perfluorooctanesulfonate (C8) PFOS 499>80 ]3Cg—PFOS o ape @QEFEE u?ig/;;%r;: &[4 3 L:%jﬁ' %ﬁﬁﬁﬁ 2B
Perfluoropentanoic acid (C5) PFPeA 263>219 13Cs-PFPeA TT@%(% £ 0 BIIR %{%}E ThoI L, T@%(%‘& ONH]
Perfluorohexanoic acid (Co) PFHXA  313>269  "*Cs-PFHxA NIOBFEFEFEIZOW T, B LAERERTH 2.
Perfluoroheptanoic acid ~ (C7)  PFHpA 363319  C,-PFHpA —J5, AR T QBB REAESIZOWT, HNOE
Perflucrooctanoic acid (C8)  PFOA 413369 Ucyproa bk ¥ BAUHT PFCs DIREAEVEAICH D = L &R
Perfluorononanoic acid (C9)  PENA  463>419  C,-PFNA HLR, ARIOFEETE, HHOWIITHERI G

HBCD DO FHA I G4 1%, HBCD DN AKRMALED 5 b,
o-HBCD, B-HBCD }; T} y-HBCD & L7-.

UV327 SDORERGME L, 2- (tert-T7FI)L) 4-AF
V-6- (5-7 mr-2H-123-XY N U T —)L2-A V) 7
=/ —/ (LT, [TUV326) &\5H. ), UV327 KD 2-
(3,5-V-tert-7 2 )L-2-t Fafxv 7 z=)) XV Y
7Y=L (LT, TUv328) &wvwH. ) &Lz

2.3 SoWAE
PFCs D43 HT FIEIXRTHR Y (ICHE-~ 7.

HBCD O #T i3 S AFZERT TRl 2 8RB L 7=1%, —&BR(

WERZATYY, TRULERFSE O IL R FEE T d 5 1@ ROk
FEERBEMTZEAT I E 2 L7z,

UV327 SO AT I S W FERT TRk &2 SR L 721,
HFEFEOLFEMNIEE THDH (AM) HAERBRE AR

JIgit]

LHE) TR EREIC > T, 7, WO
BEHELHE R L MBI MR A LR 3 B &, MBI LR TREIREELC
MR b, ) GERE) MAET 24
LTI, AWRTER RS (RAHE, &%) <
PFCs OREOIN /NS < FERINOBITIFZE A LR
DTS, FHAN CRIE) AW 5081
TlX, AMEOREEESR ((EHB) CHWMATORER
Y (B L0 bBEREL o T, £, A
HfE (&)1 ROFHER (i)l o FRIChEST 5
FEFHE TITRTHRY LV & PFCs DIREREL 22> TR,
WS OB LR Z T -0 Tl Ezohnb.
HB ML O H T PFCs M RIRE Th - 7= MG, KINE,
A WG K OSHER TIX PFCs O T PFOS DOEIAE MK
%<, #HEGTIX PENA OBIEN R b E o7, SO
FAETIE, TN OOMBIHA T PFCs DEREEHENER LV
B ERE ISR SN B RIZH LIS TE 2o

A BB W - . .
SURRBREER R FEPTIZIITE & o L 7 s, HEHIEICEE T AR e LRSS T D L&
mPFOS mPFHpS NPFHxS mMPFBS EPFNA EPFOA BPFHpA ®BPFHXA O PFPeA
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[@PFOS W PFHpS NPFHXS MPFBS [©PFNA ®PFOA [IPFHpA @ PFHXA [OPFPeA
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26D, B, REANEN LI LB R FERER
& (LLF T=afi#) &9, ) TiX, PFCs ® H H PFOS
JONPFOA % SEf§ 21~26 4EI12/H3F T, END 48~49 M
ROKEREBTHAEL TWD. ZORESE, PFOS 1XH%R
E73 0.36~0.58 ng/L, I XfEDS 7.5~230 ng/L TH Y,
PFOA |3 A2 1.1~2.4 ng/L, B ARAEAS 23~50 ng/L T
otz . F, BEEANARL QO HLEME OBBE
UZ73EmY O X E, PFOS O Il R AR B 1
23,000 ng/L, PFOA i 310,000 ng/L TH 5. AEOFHA
12317 5 PFOS, PFOA O HHFIFHIE# N F1<0.2~41.4
ng/L, 02~13.6ng/L TH Y, WTFHOWE b H &R
T aEO TR L VITEND, R RMEITEZ T e h
Sz, £z, ABIOFRETH LR ME % T k2
PREE L 95 &, PFOS, PFOA (2 NZENH) 550 43D
1, 1220004530 1 THY, +73IBVMETH D LEZX 6
iz, PENA (2O TUX, fHl B4R C i s B L e
INTWVDED, WEHOBMEEIZET AHHRATEL TWY
L1728, SHOMBEOERNPEEND.

3.2 KEhAXHIOELYORTAHY

)1 DBREEIEYE S 4 HUSIZI T DA HE Z & 0t R
BFR 2T, BEAOSET EORREE 3RS, WJIIT
13T BIG KO BH6 T y-HBCD 2 =2y, Zoofh
D 2 HiH TIEWT 0 HBCD b S pdo 7z, iy
OWET VY 12k E, EEOALFKBROKEHBHI B
\7% HBCD DR DRKIEIL a-HBCD 728 0.8 ng/L,
B-HBCD 75 0.08 ng/L, y-HBCD 73 4.6 ng/L TH v, 4 Al
DEMTOWNNZ I T HFERIL, RKRMEE T L4 56

RIXAE
&N

mrE | xen
ZRII

RR=HE
REFII

— D
RN

£HiE
&RBN

FHERS
LI

TN OB HLR IS % PFCs DA [ EE 5

@ y-HBCD BNEEDHEKMEDOKI 8 0D 1 THY, B E
T Do To. BRIy TSI L ORK, 15
ARALBR R DALk 7 & & A Lo, AKERE
1% SS 23<1~35mg/L, COD % 5.4~24 mg/L, TOC %% 4.0
~18 mg/L &, FEHT X > TREYE A G O
WCEN DT, WTFROREN S S HBCD (3R s
Rinols. BB LO®E D I LuE, EEOYEKEE
IZ351F 5 HBCD DR D i K IE o-HBCD 28 23 ng/L,
B-HBCD 7% 0.95 ng/L, y-HBCD %% 154 ng/L TH Y, 4lnl
OFREFIZ NG & L THITERWMETH B,

2 WIOREREHZ B 5 HBCD

oKt = @ -HBCD B-HBCD ¥ -HBCD
£ B N.D. N.D. 0.55
FEE N.D. N.D. 0.29
E0)-wN ] N.D. N.D. N.D.
IBS ) N.D. N.D. N.D.
1 H TERIE 0.11 0.24 0.20
B :ng/L, ND.IIHRHE TRIEREZETT
K3 wAELGGOKERENT ST 2 HBCD R
Rk a-HBCD B-HBCD ¥ -HBCD

BHAD N.D. N.D. N.D.

REREIE RHK@ N.D. N.D. N.D.

ALK N.D. N.D. N.D.

BHAKD N.D. N.D. N.D.

FEREILE  jRHK@ N.D. N.D. N.D.

R K N.D. N.D. N.D.

B T IRIE 0.62 0.48 0.74
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3.3 EEHADY M) TV —ILREIMERINE
T2V 2 AU R ONJI 1 BB A A Z & o
FERAFR 4IRS DWTROHLEIZIBWTE UV327 %0
WA Sz, 72, UV327 X UV328 i)l
LU HHEZEORE CRENSWVHRNH 5T,
UV326 (XTIt S =2y, ML clidkib s nsz

Motz UV32T IZOWTIE, Sk 18 FEICEREA NE
L7 adi& ' IckBnT, BRI 0.18~41

ng/g-dry OHIPFATHRII SN TIE Y, FRHEATHOF <
HED> 51T 18~41 ng/g-dry OFPH TR SN TN 5. 4F
DFAE T UV32T DK% 7~ LT E-2 @ 0.82 ng/g-dry %
T aPREOH TR TORE L k3 2 &, #520~40 43D
1 THY, +HICERWETHBE EEZ LN, —F,
UV326 X UV328 IZ oW T EEDEREE IR B 177E
BEOERNPHERTE TN TE Lo/, L, H
H 5 O SIC LU, B U A O UV326 X° UV328
OWEFLILFHMETHIRT D & UV32T ORFED 3~4 552
ETHY, KB D UV32T E0ERH CACHKT 5725
X, ARl UV326 X° UV328 OFERIL UV32T D) 1.3~
18 THY, YRR THLEEZ LN,

#4 LB ROV ORERE
CEIT B UV32T i

Rieith & uv326 uv327 uv328
E-2 N.D. 0.82 11
C-4 N.D. 0.40 0.58

FEE 0.49 0.28 0.51
& TRIE 0.14 0.13 0.07

BA{iI:ng/g-dry, ND.IXBRHE TREXREEZRT

4 FEH

RS~ 2T FEI DT TR TN O e, HE
HiZK 72 & ORE K OEEIZE £41LHPFCs, HBCDK
UVRTHEDOEREEERE LT o 72, AEOFE, PFCsi
T OB CERETEAE R L 0 b BRI 2 A B A
WO LI, TOTIRIZH DEREEEME S TIIEELZIT T
BENEL R TWDHEBZ LN A LH 72, #ibh
R CPRCs 3 B IZ 72 D R RN H 2N TE ) o
72738, PFOSCPFOAIZ DU T I3 T I 48 0y 1 % /312
TEI->TEY, BRESOZEITITEHRNEEZD
#L72. HBCDIZ DWW TE—HB D)1 Ty-HBCD 23 0§ 73T
M & N7=2%, M S 7-HBCDORE X 2 E A &
B LTEWMETIE oz, £7-, HBCDAFEEM D
T3 2 FIREME 2 A T 5 72 IR AL 5335 D K E 3R
BN LIER, W oRE S S HBCDIZMHE & /s
Mot UVRRTEIZOWTE, & L= CoERERE
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Evaluation of River Environment by Bottom Fauna in Fukuoka City
(Hii River, in 2016)
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Environmental Science Section, Fukuoka City Institute of Health and Environment
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U 7= ABFE) I L (597m) Z /KR & L, 3k X, B EIX,
X AR CREZEICES, IR 12.9km O Z#)IIT
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O KE f&&@“é%@f&)é IO KERERR TR U
LR TIGAICIE, BTFODRNE OKERERE D
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2016 FEFEIX AR EAE, T APSTEND Lo T=n A =2
T ORNE VBB SN e holnZ LIt L Db L HE
B3I,
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1 HHINCE T 2 EALAHYHBRE (2016 4F)
B4, . R .
METT R NS HEE AR
=Ry Siphlonuridae 2 : :
o2 hray Heptageniidae 2 1
akrmy Baetidae 33 131 21 7
NeA B ary  Leptophlebiidae 1
~ X T hray Ephemerellidae 24 27
WA A= NV Gomphidae 1 P2
YRR Perlidae 7
~E R UR Coryolalidae 7
7R RNEST Psychomyiidae 1
AU NESTT Polycentropodidae 1
v M T Phyacophilidae 5 5 1
FTHVNESTT Rhyacophilidae 2 13 11 7
7 AA N T Brachycentridae 1 1
b/ I N a4 Limnephilidae 10 3
AATT Crambidae 1
A==y Dytiscidea 2
|2 S N VN Psephenidae 2 1
A RN ALy Elmidae 7 4 51
N Lampyridae 1
TR Tipulidae 4 2
7 Simuliidae 3 15 1
22U 71 (JEf#7e L) Chironomidae 24 108 26 31
X T Ceratopogonidae 2
HYU=F Pleuroceridae 2
VUIAA Cordiculidae 4
%] Hirudinea 1 3
Joaxt Gammaridea 146
S ALY Asellidae 1 14 6 13
B0 I = Potamidae 2
R A5 288 ; 234 121 61
M 23 i 17 8 7
2 MHINCBTLZELSFE (2016 F)
n AT H A TR B AR 2
it MR 7T H Jaxp aBr ey
! A G 22U g (JEfR7ZR L) = =N
F H B i EARR LY 22U (JEfE L)
i L 22 B (JEfa7R L) IRA Y
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#£3 RHJICBIT S ASPTE (2016 4)
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HZE G 49 8 6.1
KR = 45 7 6.4
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0 A A 1996 4 2001 4 2006 4F 2011 4F 2016 4F
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F 6 MIFICE T 2 KEDHHER (2016 4)

pH DO BOD SS T-N T-p EC
A P (mg/L)  (mg/L)  (mg/L) (mg/L) (mg/L)  (ms/m)
ME7TH 7.6 9.9 0.6 5 0.56 0.033 10
R 7.6 9.0 1.0 2 0.63 0.027 13
M & 1% 7.6 9.4 1.0 1 0.77 0.026 15
IR = 4G 8.2 10.2 1.1 1 0.70 0.018 18
K116 HUK G OBODD TS )& HE COT-NOHR
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25 x\ 1.2
: s |
- 0:6 _ {
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0
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Survey of Occurrence of Hypoxic Water Mass and
Nutrients Concentration In Hakata Bay

Chiho NITTA , Katsuhiko TANIGUCHI and Kazuyuki UEO

Environmental Science Section, Fukuoka City Institute of Health and Environment

Z£8
SRR 26 DN B LR 28 AR FE IS T TS B 1) 2 BlEFR /KB AE L e IR S O LA %
Tolc. MEDOKR, 7ANL 9 HITHT CHREMA CEHBRREBLHER L. Z7urT7 /ba
X COD LT 2 AT EFERBE CEVEL R L, M7 77 b OBBERFE L TWD
LHEER SN2, BOD & COD OFEREA R L5 T BOD 78 Omg/L < Tdh-> T, COD & 1.5mg/L
UEEZRLIEZBONH T2 25, COD ITEMIT L > THRENIT WHEBHAEEN TN D
BHbHDEB2 LN, RBEEICOWTCL, BFEEORBEEN/ESZ LV LAZOHREVVEIC

o TCWNAD I ENHER SN,

Key Words : 52 i nutrients, ZFR 3 /KIL hypoxic water mass (hypoxia) , #'E & B
biogeochemical cycle, JEJEAEFEEFE & DO in bottom layer
1 [XC®HIC DR T T D b Tp EOMRIREFERDIRT &, ko

NI, NHESE O BRSHIEHER I B WV CiE, A OHRTE
oo EHE - U UV EORBEBEOMAIZL VEY 7
VR ROMSENEIE T S T LT, FOKENE(L
T2V VDbLERBCOBEENHALND. LD
DOUFHR TIETRNCE BLFR KB O FEANT K 0 e FH 413
U & T A5 RE EOMERRAET 21E,, L7 U
— g URRBLEOXE L o TN D,

DX O REASMEERIC BT B E B DO IE AR S
7o, BRBEEA (C4RR, BREIT) TIX, ERK 5 FICHERO
EFRRKOY R DREEER YK EEORTE A TT-
=0

BfE, KEPLEINTZAKEBROND T, &F
HINZIHEIR & U COKBREE DS EN +0IIEATE D
T, WERIC X o CIIBIERABLEN A L, Adgf A
KAEADSEOEE - ARICKBEL 2o TEY, £AEROD
LAEBEIT L TND E WA D 52 .

BT, MWHEA~ORBEIHOWAZHIRT 2 2 LTk
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BEOREAYETH H{LFMMEEERE (COD) , &
EE (TN) L2V > (TP) T2\ T, {GEAfr =D
MHENC KV HEFREE B2 5N TV B IRIETH DN, £
WA BB & EAEIC RIS DHE L TSV EE. KR
S8 O A BBRBE & BRBTILMED B DUV TR Y
WL 72> TWBEY . 295 Limth, REE IIEBIATRE
Fm (K8 DO) OBREEMEZZREL TRY, KibHEE
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B FEEKERE LSO HREER AT O LM
DRFFEL 7o TN B Y .
INHOBRAREE 2, FREEREBOWEE, ABFEK
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MBIz WX, fIE, EFcamBEARA
(DO:3.6mg/L LA T % T&EMEFINEE) &35, ) BFEAL,
EOLER - ABICHEERIFL TS, £72, TN, TP
ISR EUEZITITER LTV D B DD, COD DERELFLYE
BB TR L THARW., &5I12, EFEORBMIC
X5 RBEFHAG R OMINC, AMRICIDERPL O
SRR 72 E R AENE S NS —F T, Xk
OB D 72 72 D AT BUCKIT DY VR
ENEES TGS .

INHOMEEERL, TAEZXLOREENEOESL
B (k) 2EBTL20, @RI THEER
RS B | 2REL, dhmaiEiE LT
AV

Z ZCARIIZETIE, WEBICBT 2 BMFBAERELED
FREA TR T 5720, ZHAKEHSEZHOTEBFEK
WHRAIZOWTOREEIT-7=. £72, DO ZHETD
K T b D A DMK AT T 5 728, COD WA
- BB AR S (DOC - POC) , Zuu 7 ¢ /ba (Chl
a) ZHEL, ZFE, M TOEWLOEH B ORI
WTCHER L, EREOMHAEZRA. E70, ARRFE KL
EOWBHENEEHEET 2R L L TEMLFNBFRERE
(BOD) IZ2WCTHIE L. X5I, EHBEHEOREZ
BT H7-%, TN, TP, WEgMEZER (NO3-N) , difH
fetkZE# (NO2-N) , 7o E=THM%EHE (NH4-N) , U
VEEREY v (PO4-P) ZMIE L, ZHiE & OHLEH D%
WIZDWTHE L, EREDME] 23 7=

F7-, COD NEHER BT A ERDO—>2 L LTHYT 7
VI N OHENREEL TWAESRTWA. MEEIC
BIF DRI HOWTH LI T D729, R 19 FEN S
SRk 28 HREEIZ IS T AE SN UER 8 HiLD Chl a &
COD DOAREEMEIC DWW THER L 7=,

2 HREEZE

2.1 FEIEB
2.1.1 [R87—4

Mk B, BFEHRE, RRbEE 2XEHNEE,
R[RET BEREREZLEE) LD 1BZL0RSET—4
A LA L.
2.1.2 HEAE

DO, iy, /KiEK N Chla % [ESTEBEMIEHT S &5
SINT-%IEHKER (Hydrolab) %y B HHgEHICET
S, BT MK 20em EIFE CHA L.

2.1.3 KB

B A TR B L 7=kl pH, COD, &fFEME COD
(D-COD) , COD & D-COD D Z=Ed b %#E M COD
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(P-COD), DO, BOD, NO3-N, NO2-N, NH4-N, PO4-P,
TN , TP, #HIE L7=. 723, BOD 1IFE L EE (MEE
b 1.0m) 22HEML7ZHKIZOVWTER LTZO S, DO
ZWETHEL, &5I220°CTHANC 3 H M@ L721%
D DO ZHIFEL, 3 HETHEIN/7Z DO % BOD3 & L
TkRD7-.

F7, BEEER O 450°C T 4 BRI BERRALER L= A
T A7 4 V7 —GFC & W T Al L7z, 3k -
T VA —HEIXAER U CENCR BRI AR L, —E
DEHIATTNTZ . RS LB O COD D4y
Mriz, A D-COD & DOC, HfFEtD 2% (DTN) ,
WIEEO4Y > (DTP) , NO3-N, NO2-N, NH4-N,
PO4-P, 7 A Feth (VU 7 : Si02) DOHTICHNWEZ., A
#&IX POC, Chl a O4FHFIZAVVZ. P-COD % COD &
D-COD D ZM B3R DTz,

2.2 RAEHIRVHEAER

L EPNBREEFEE N O C-10 (TERHEER) , HBIHS D
E-X1 (BESEE) K OEEESFE KIS HEAE L 72wkl Bkl A
ELTC1 (HEsEE) ot 3 #is (K1) CTHREEZIT-
7o ENLERBEFICAT ~OFEEAHIE C-10, E-X1 o 2 H
By E T 7.

B 1L, BB AKEARELLT VT AND 9 A
ZHONT, AFOHRETE 25 BIAEEIT-72. 55 9
[ V3K VG ER 13RI 3D < A FEFKIR O /KE H R AR
(CRHEREAR) L RIS EME L7z, 72, BEFERIOR
ENN T AICHLREEIT- 7.

[E STERBERF ST~ DO BUEREAT - JE (XA 23 D5
M L TR Y, BEROLZFICK | B, Ak 23~28 FF/E
SETIEEZF TR, £F 6RO 13E{To72.

Rk 264 9 A 8 H, 9 A 30 H, 1271908

Rk 274 1 A20R, 4417 8%, 6H 1A
TH14H, 7H29H*, 8H21H
8H28H, 9HI5H

TTk284E 1 H6H*, 6A7H, 7H 12 H*,
7H19H, 7H2H, 8H5H,
8HOH* 8HI16H, 9H 6 H*,
9H9H, 9H 12 H, 9H27H
10348

SEAK294E 1A 12 B
ko HERFESR & AR 326
TR ENEREERFICAT Rk
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RE 26 AR D 28 FE DO THEAFR KL R AL T
Wiz 7T A B 9 A ORRAEXSREORKE, HIFEHK
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7 ARG 8 AT T C-10 & E-X1 DJEfE TEFE
FIREDHERINDZ b oT-.

DO %, C-10 R C-1{ZBWT, 7 HIIKENELS 25
WD TR 7272 B TR T LTV 528, 8 H UK 2
~4m TRBIIK N LRERBE TR T 5 Z &idheh
72, —5 T E-X1 TI3/KE 2m AR ESE £ TRIRICIKT
THHMB RSN,

HKIIZDWTIE, 7 A 29 HOFRETIEZEN 4 ELLEE
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L ponboo, EBOKBNEL 2D LT, Jl&
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HOIZDWTUE, SREF MO =R K E < 7 B 6
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[Frk 28 4F %]
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NBRIINET D BE-XI OFBRKREN-7Z. 2L, 8
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3.3 KESH
3.3.1BOD - COD &I H

BOD - COD B3 B JIE R (FAK 26 4-~28 H-£457)
AR IS, AHRBEWESR LA 23~28 FE5)
ER IR L. HEE 7~9 B, £F% 1~2 O
BEL, B¥MEERE, TETRMERMEZTOE L. B
BRMFBRIE D C, R LRI M L7z A,
BOD #Br¥x, ®WEREEHAOT —& &2z,

1) ZEIFOLLLER

DO #&<IHEB L, BREFENAFITLTEWMER
BRON, FICEBIIEETH-

COD (ZxF4 % P-COD(COD — D-COD) ® E| & K O
DOC+POC (254 % POC OEIA (w0t o 0EIE)
IZoW\WTh, BEERETHEVHEmICH-T-. DO IXESE
JEFE AMEWME AN B o 7.

& TR BRI, 42, 2017

HZICRE L E-X1EE T DO 2B FHEBRNEVLO
%, Chla @&\ &h b, i~ 7 7 b OhE (N
MAFE) ORBNREWEHEINT. £2, BEMED
LODOEENENDY, YT T 7 b OEED R
NDREWVWEEZ BN, E-X1 IZOWTITIKIENE VT
W, BB THHMT 77 b BBHEL Qi
EEZLNIE.

2) HhmREDLEE

DO #K<HHZ, EFCiIMhsEE L E-XL,
C-10, C-1 DIATED -2, AFITIIRKE RENTH
LIRS T

HEIB N L 0BREICE N T T 77 Fon
I L CW=Tmh & &2 b,

7% 1-1 BOD - COD BitE B HIER R (CFAR 26 475 ~28 4FFL -2 fiH)
(HAZ X Chla X ug/l, ZOMII mg/L 7o Z NITIERE(R =)

=E
P-COD
Hh 5 S BOD coD D-COD (COD—D-COD) DO pH Chla
- 2.5 4.1 2.3 1.7 8.8 8.4 17.6
=10 (1.2) (1.0) (0.5) (0.9) (1.4) 0.2) (16.2)
. 0.7 1.5 1.3 0.3 9.2 8.1 5.7
== (0.3) 0.7) (0.5) (0.2) (0.8) (0.0) (3.9)
. 2.3 45 2.4 2.1 10.0 8.4 17.3
EX] (1.1) (1.0) (0.4) 0.7) (2.0) 0.2) (16.6)
x 0.7 1.7 1.3 0.4 9.4 8.1 3.7
*F (0.6) 0.7) (0.5) (0.3) (1.3) (0.1) 0.7)
. 1.8 3.6 2.2 1.4 9.5 8.4 9.4
o1 (0.9) (1.1) (0.6) (0.8) (1.6) 0.2) (8.0)
2 0.3 1.0 0.8 0.2 8.8 8.1 4.8
F (0.4) (0.2) (0.1) (0.3) (0.0) (1.6)
KE
P-COD
Hh S S BOD CcoD D-COD (COD— D-COD) DO pH Chl a
- 0.9 2.4 1.5 1.0 4.6 8.0 47
610 - 0.7) (1.0) (0.3) (0.8) (1.2) (0.1) (7.1)
= 0.7 1.8 1.1 0.7 8.9 8.1 5.8
% (0.4) 0.7) (0.5) (0.2) (1.0) (0.0) (3.0)
- 1.2 3.0 1.8 1.2 5.8 8.1 7.9
Ex 0.7) 0.7) (0.4) (0.5) (2.4) (0.3) (5.1)
= 0.8 1.7 1.2 0.5 9.3 8.1 5.1
*F (0.5) (0.6) (0.4) (0.4) (1.5) (0.1) (4.3)
- 0.8 1.8 1.3 0.5 5.6 8.1 2.0
o (0.5) (0.4) (0.2) (0.3) (0.5) (0.1) (1.9)
. 0.6 0.9 0.4 0.5 8.4 8.1 4.8
== (0.5) (0.6) (0.1) (0.2) (0.0) (1.4)
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# 12 ARRBENTREE CERk 23~28 4£fE  [ENIERBEMIZEET AT FME  (REMEIEER<) )
(AL Chla iZ p g/L, ZOMIT mg/L 7> Z NITHEHE(R )
=E
Mo B BOD COD  D-COD PCOD hocspoc  DOC POC Chl a
T (COD—D-COD)

167 712 2.66 46 .64 764 T17 725

e ©061)  (0.93)  (0.52) (0.88) 0.75)  (0.29)  (0.55)  (13.3)

¢-10 e 0.60 211 T67 043 166 116 0.50 438
= 0.28)  (0.33)  (0.10) (0.37) 0.07)  (0.19)  (0.18)  (2.65)

243 2.66 3.25 139 3.00 170 T2 268
e (1.82)  (1.05)  (0.36) (0.89) (0.45)  (0.17)  (0.38)  (11.20)

E-X1 . 0.30 2.06 174 032 146 T12 032 2.0
S ©0.14)  (0.27)  (0.18) (0.23) ©021)  (0.15)  (0.13)  (0.70)

EIE]
F-COD

Hh B BOD COD  DCOD (o opy DOGHPOC  DOC POC Chi a

T80 2.:60 2.15 0.42 195 T41 054 712

e (0.95)  (0.47)  (0.39) (0.43) 0.32)  (0.20)  (0.11)  (4.65)

¢-10 e 0.50 211 1768 052 160 103 057 331
= 0.14)  (0.52)  (0.09) (0.56) 0.26)  (0.16)  (0.31)  (1.97)

167 3.30 2.40 0.92 2.56 148 704 5.0

Lk 0.75)  (0.34)  (0.43) (0.39) (0.44)  (0.26)  (0.42)  (8.52)

E-XI1 e 0.55 2.0 177 027 166 T16 0.50 3.59
S 035  (0.27)  (0.23) (0.19) 0.22)  (0.06)  (0.25)  (3.14)

3) IEBRMDE R

4 \ZHHA B OBfR%R9. Chla & P-COD KU}
POC DEIf%TIL, C-10 XN E-X1 OFJE CTIIMEE %R
L7-.

C-10 XL TVE-X1 #£EIZH\WT COD & DOC+POC T
IEERVARBI S A BT

BOD & COD 2o\ TiE C-10, E-X1 Wbt
BHIEVEBE N o 72, HFIZ, BOD & COD OFHEEA
VY E-X1 #£JBIZH\ T, BOD 28 Omg/L i< T% COD
N 15mg/L L EEZRLTES DR H -T2, E D728, COD
ITEMIZ L > THMENIZS WEBMN S EN TN DS
LR INT.

BOD & Chla lZ2WTCiE C-10 DJEE, E-X1 DERE
TRV 2 7R LTz,

FKJBD Chl a & P-COD N POC THERNR H o722
M6, P-COD, POC [IH#~7 7 v 7 kv OHFEN
FHLTWD EEZ BT,

COD & DOC+POC TIXFHRWABEN A L. Lo
L, C-10 ®EE THBENEN o722, REIZD2 572
Mot

BOD &2\ TlE, DO DIHE RN B SIRIZL Db
DD, W T T 27 h 2 DR T =T O
{EBBEZLND. 5%, ABLTT 77 brZBER0
TR L A L2 WRIRIZ L D5 BOD OFEWNIZDWT

>
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Survey on reducing effect in volume and weight
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0.839

76.1 822 87.5 789

72.1

L (EHE%)

242 45.4 62.7 46.0

50.3

HE

0.696 0.769 0.877 0.762

0.719

BT AR (Vm?)

3.2.2.3 [EIREK

HOLEK UMY (T2 - ARy - R

W) OEBELEM 25 12, FELLOEIEED BALE

FEEOHER 2 26 |

W% e A

-
[

[ ER

Al TEIER)

AT

X 27 JER
gk LT

kt

9

WET TR, BHEZ DM AW B 2R TR O

>

)

27 DEED &

>

X

{

[EI &k D

[=]

)

I E, BEAILLT

=
DEERIX 27|

-
-

Y

-
(-

ill

[ 1 At 0D TN TR CRANTBE S 7 218407

Thb.
DI

A

i

X 25 OE

AL,

£, 74

v
A

SNTHREBROND. K’

PN
A=

FTHAUT, AN OIRANT NS, 26 O
T, A& L TR ORAR L Aons.

=
E==N

THOEE TN 508, €

T

-
[

BRITFE T 28 |

TR EREHRT
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7T AT 7 BOLFER

-
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100% T o = =T =
TR T TR AErER
BHO — T HARE o0k AL | 181 I =8
T o | |
a h}' ?%?:\jﬁ 70%
R p e g L) . i
0 !i'f_,g-"":‘?? &
= f_g.;-,f-J 4 74 s0% || || {1 - H
_r_:-‘;"';:'!q\ L4 o ® | 40% 1 | 1 .
\ oo | F A
W i
AYIAYY -
FIEAER - Fiih # 20%
o7z
10% H 1 H
X128 figerk P 1808|5111 5 | S 151 | S SIS DI BRI SIS R B IS
16 18 20 22 24 26 28 |16 18 20 22 24 26 28 (g
Yk(:, 2% 8121 ﬂ;}ﬁ)gwﬂﬁ@%gwﬁﬁ@{ﬁﬁ}g@yi@ﬁg% HER Lt 42— ARER L 5—
B LT b o &R, R, PEEEC, K0T, MUK 129 LT S MPEOMRE (L)
(ER%), #E (%), HIARMERTKE Z2EE A — N 1000
HImmH HI BUBXER
Roengnoi-. 90% — B B “m sk
B A LT 5 &, HiE (EE%) TIEEER 80% - 0.800
BRIV, HME (FE%) T, EHOFMED. 2 0% | -
ML, [ 26 HBbBA, EEIZHEE O AR O - - wo
ABEL, £2 XY EHIZHE L VA B 07 5 % son - S
F o VEOMBHBENZ L b—HE 2o TNB I L b aon - w0
Eiobhb. 30% — =7
# 8 [EINERME O L 0% . om0
oM my v Am 10% .’H' .7.:.W".:.m' -
@) 16~19  20~22  23~25  26~28 16~28 0% 0.000 gg
R AR AR R R 16 18 20 22 24 26 28 [16 18 20 22 24 26 2§
G I o N v . W D) mmEEEs— ERE Rt s—
HlLEE (T4 %) 97.8 99.0 98.9 98.5 98.5 - .
§ HIEE (75 t%) 94.9 95.7 96.9 98.2 96.3 30 [EMRT L S ML OHER (B Rit)
AR AL (Vm?) 0.247 0.236 0.234 0.255 0.243
HlEE (T4 %) 97.7 98.4 98.3 96.8 97.8
g HlLEE (25 5:%) 90.6 91.7 90.2 94.8 91.7
AR AL (Vm?) 0.262 0.223 0.259 0.267 0.253

3.2.2.4 [EURT7ILE

EULT VS s 50 570 I ROVRMY (8% - "TR
W Rk OEEEAEK 29 12, FEELOER TV
SOHMAEEEOHBEEZX 30 \ORT. £z, 5
ELT, ERT L ERFERERTOTE A X 31 1277
BT V0L, SRR OB LRO 9 b,
AW - RIRERAEEE ORZ OB D (kb RKE N
R) FiEL, 0%, K 32 1TRT 7L RGEEE T
B SNWABRTH L. T RUEER T, BRE
FIALERIL, ZO®BT IV IFREBICTHERL TV,
X 31 OBEED X I, 1 FEAERTIVIET, HTO
ARV AONHDRETH D, HHE AT 5 &,
X129 OV 30 kv, VEEED IS AR & AR O EIE

D3RO,

-
—>

31 EBAFHAAT

&

Ma 7 v 2 )

Wiz, £ 9IZ T i BV O R OMEE O FEED

20 87w AN

HH e it % L MR OV ORI THE (8
B%) PHETERLS 2->TEY, K29 L0, FRYOIRE

AR T2l L b s.

bDLEZLND.

- 03 -

BHZYHR
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AT - TEEERIEE L

X132 T3

RER L VO A i35 &, ME (FE%) 12T, 2
TVEERD T KL, 29 LVHEEIIL & B E RO
BANSENZ L) 5.

9 [EIL T L 2 HIEE O L

O e
(%) 16~¥9 20~22 23~25 26~28 16~28
R EE EE R
T T P T T

HlEE (%) 97.0 97.0 99.2 98.3 97.8
/%Tj HlLEE (25 5:%) 98.6 97.8 99.2 99.6 98.8
B AR R (Vm®) 0.100 0.090 0.083 0.083 0.090
HlEE (%) 97.2 96.9 93.7 92.8 95.3
# HLEE (511 %) 96.8 96.6 95.1 96.7 96.3
B AR R (Vm®) 0.110 0.102 0.109 0.108 0.107

3.3 BB - HEVNROHR

BAREED TEIFY > & — OB - B2 SRR fs 5
WEE] L0 HEE - EEHER b ¥ — ORI LB
12K DA - MENREROHR &K 33 IR

A - WEZEIE, X34 0T R (TEERKHE &
FOY TR ) A Z A& (22T, TER
by & —) MBET—Z%2#HH) THRLTHEHELT
AV

100

(%)
90 . ole

80

o - AENSE

60 -O-REHR

50

& TR BRI, 42, 2017

BT 88~92%, TEDNET 37~49% THER L, WEZNE
DI NEBERRE otz MM D & TR OB -
PRV EAERK 23 AR TIXEK T LTV 22, 24 FRE
NHEF LTV 2L, A ZHFOEBEI D
MBI U2 2 L2077 /L S B R A0 72 0 D%
ERIZLEDHDOEEZXLND. B RIZ OV T

TV X OEULEFEIMI L, R aTR P 2388 (R~
RNTRY) AN, RS, X 34 LBy,

BRI ITEAULEE S D 72 DA - WEDEE L X

TITAOEBERIETHLOLEEDND.

EE
nES s

WHERY > AR 1857

WY 1S

Fri>gE
ol e

[E14R £k SEAl (FiR1E)

EUR7ILE | SEH1(ERIE)

34 bt X —B T o —

Wiz, #1012 T SIVHOA MM ORAE - BEsE
DOFEHIE D bl 7T,

AW T2 & B, P I R E S R MK
<TpoTWiz, ZiiE, #3 LVIMIEIMA ZAF DL
BEPRA L, K400 EULEE, [EULT /LI QLR E
B LI EREEL WL EEXLND.

S XY, FHELHEFICEBNTERLE Y X —A
SHIE, WA SN DA BE OB EORELLR R S,
B o 2 —DOWENRICE %D EE 52 TS 2
ENFERR SN, FT, WEEIIC TRV T, S50
T OB BAT WD R O B b iEgRE S 7z

10 P - WEZNR O K

N
(%) 16~19 20~22 23~25 26~28 16~28
EEEEE EE R RE

40 hecces

30

20

16 18 20 22 24 26 28 (16 18 20 22 24 26 28
RBAREE S~ BREREtES—

33 A - EERROHER

33 Kb, HHES, WEERLESZ—I2T, BAED

s RN R(%) 445 443 414 43.1 432

;'z"g . .

" AN FR(%) 90.5 90.6 90.9 89.1 90.3

g W F (%) 46.8 42.0 40.0 47.7 443

il

" TS T (%) 89.1 88.2 87.7 88.6 88.5
4 FEH

DR Z 72 Z A B SR D Zh SR
K 1IZRTO~OOMKRIL, BTOLEY THho
7.
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OFFER ZHH WA ZHFHE OUE
FERTH (HOHA) ) X, FRk 23 FELE
ML TN Z b, RFEHNNTH-T-5
Zbivd.
QFRE Z A RHL
MR HE ZF) 1%, PR 17 AREED S 18 AREEIT
DT TRELBOLTEY, 23 EEFTIIREAR
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FEINTWDLEEZLND.
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SYBR Green real-time PCR {E% 7~
BMPOVNVERTBEAZ UV —= 0 TIEOKE

HEIERE - BREA

FRIK B « LG =

i ] T PR A BR BT FE T PR AR 7R

Screening of Genus Salmonella in food by SYBR Green real-time PCR

Maika KOGA, Naoto TAKAHASHI, Norihisa MATSUNAGA
and Hiroyuki MARUYAMA

Health Science Section, Fukuoka City Institute for Health and the Environment

T, ERERVALERTRBEDO RS Y —= 2 JIEOMNL % B, VTR T RE
BRRFE L TV ABRET OV EDTHDRAERT-EEE T ivvd 24 —45 v b & LT, Ak
FEM1)> 5 SYBR Green real-time PCR % SEfititk, Bk ~OBITOES ZIRET DMREILEORT %
Tole. £9, PLEXTRERHEET 5 W CRAMRERAREZIT o /2R, TALEXTRE 3
BERDORGYEHIE S, o, BEHEMRIT C v — 27 23 83 CIHEIcoAER S, wi, M
HAPR R BRI 2 1T 75 R, BeMEAIRE I T 10°CFU/ML Th o7z, £72, BRICEEPERINE
R AU L CRIRGERIC qPCR 1T o 125 R, WIMEHUCRERZR S, CtEIzE—E & 729, i
BB D qPCR i & A RIT TN T—& Lz, &5IC, MEMICBIT D qPCR #EE & Bk
BEHLIT_RTC—FH L. ULk tnd, KEEFIAIZ V) —=0 kL LTAETHDI EEZ DT,

Key Words : /L EXTJRE  Genus Salmonella, 12 AR T-BEIE(Z T invasion gene inv4,
SYBR Green Ef PCR SYBR Green real-time PCR, A7 U —=12 7% Screening test,

AE%#E  preculture

1 [FL®HIC

BT OV ILE R T BEOMEITEAEE @I
ey, LIZRT B0, AiFE%ICERINERET 5 2 B
FEHERIE R 21TV, ISR EE, AP raiateRse
PURRNRERBUIC CRIEZIT> TV (BLF, ERike
W) . FDTD, B FEICIES HLL ERE L,
BELEMETH S, E5i, Sl ETYLER TR
B OEREYE &l LB 2 BT 2 B OIEER,
VYot AbKEIEELESEOIEER Y LE X T B
DEFELMONTEY, BEETIIRHAREE L 72545
b .

—7, B oRE R REE 026, 0103, 0111,
0121, O145 K O157 DA OWTIE, JEAETEE
WA 2 IZHEVY, real-time PCR I TR0 EHE &G KO
PURBR RIS L D HEEE A0 7 ) —=0 T %
1TV, FORERTHEBE~DBITOERLZREL TS
(LT, PCR &R EE VD) .

[BL0 b OMAEYIEERBIEMETE RS 1%, &
b ELE & 7 D ER e I R BR T IR TSR IE ThH Y, B
AL S TARNEE b, RO E L E O RERIE & T
BT L, FENEE & R EORBECEE TH D L iR
FTHIELT, FNHETLIHELEZXLZLENTE, H
B L2 BRIEN IS FIHTE D) LWVWH EDEX %
RLTND? .

AR TIXRIE D OEE, EfERY TR T JRE DR
7V —= Vv SO/ E BINC, VBT B R
AN L TV BEE T OO L D TH DR AR 7B
WfnF invAd® &% —74" > k& LC, SYBR Green real-time
PCR (BAF, gPCR &£ \V9) TRZ U —=7%4T 5 PCR
BRARIE O R 1T o 7.
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(gﬁg) PCR#IEHEE
®1 #®&EIA—
2 REBRAE
2.1 PCR RIFEEDIRET
2.1.1 &8 B, HAERVERAKS
B PRk 27 ARSI TR L TV A
[k Salmonella Enteritidis (LA, SE &9)
S.Senftenberg, S.Shwarzengrund,
Escherichia coli 0124 (invE, ipaH),
Proteus vulgaris
# 3K . Platinum SYBR Green qPCR SuperMix-UDG
(invitrogen f1:4)
f5 FHH% 2% : Mx3005P qPCR System (Agilent Technologies
)

2.1.2 oPCR &#
7T A ~— DB, BONRIK DAL, BORFKRMIEE 1-3
DEBYTHD.

%1 I54<—nsms) °
EEAHI(5-3) HEIEEY Tm(°C)
(F) GATTCTGGTACTAATGGTGATGATC

288 826
(R) GCCAGGCTATCGCCAATAAC
£2 RIGEBROMERK
HE B=E(uD

Platinum SYBR Green 25

T54<— F/RE&RI0uM) 1

ROX 0.1

EK 18.9
ToIL—hk 5

&t 50

=3 RIGEH
RAT—T
E3Ls MEEE PCR&® Iitx REAZERAR AT
(1A o)L) 409 14)L) (154 o)L)

BE

©c) 50 95 95 60 95 55 95
B

) 120 12 15 30 60 30 30
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2.1.3 HEMEDOHER

1 SRR 5 MR D 8% % TE100pL (258 L, Bl % (95

5 4 INEMLEE.  12,0000pm, 5 43EE.0».) T DNA il

Hj L, gPCR #{T~o7z.
2.1.4 oPCR D& R FRHEER

KR~k vk (BLF, BPW & 9) (T SE &4,
37°C, 24 F§EIEEFE L7=. 12,000rpm, 10 4yiE D4EH TR,
PR K T, EOERE L2 b O & PE/K 10mL CROE
L, BIEIRE Uiz, & OREIREIR 2 B K TR M AR
L, BSAINERE Lz, BEMANERE Y FFr—
AV A FERFEHIT R, RERGHEEHEFHIIL, & BRS
TREOEREA—F —%HH L.

K BB 100ul & ZAfh YR T DNA L,
qPCR #1772,
2.1.5 gPCR #ER L IEEEFBRDLLE

BEPEAT RIS ImL 25 4g [N, BPW45g %
MzT, 1 7MA b=y X708 L, 37°C, 24 Rf#AT
B L7z,

HI K738 % 4T - 7= BPWIOOUL % 7 /L% U B i ik

(10,000 X g, 10 Zyizls, HIEBRZE. PLIEIZ 50mM NaOH
85uL Z¥RAN.  100°C, 10 Z3MEVLEE. 1M Tris-HCI
(pH7.0) 15uL A% CHFI. 10,000Xg, 10 syl )

TDNA ML, qPCR Z{To7z.

£7-, HiEEEEIT-7Z BPW %, T b I F 4 F— b
HO(BLF, TT i) 12 ImL, 775K — b
V75 4 Ak (LU, RV Bl 9H) 12 100l BfE
L, 37°C, 24 FEEIEEEES R Lz, KB E %2 DHL %8
KiEs & ES e ZRREMI (BT, ESII#EXE;
Ml H) ISl 37C, 24 FRERIEER L, REEEIT-
7.

s Ny

2.2 RBAICK BB
2.2.1 &8

FREE: AR 28 ARICTIN CHRIE L TV 2 & ih 4 28 i (B8
IERA S, #2329, 111 (LT, f@mevo)
2.2.2RBHRD PCR FER LIEFEFERDOLLE

KL 25g 12 BPW225g 212 T, 1 oA b= %
YR, 37°C, 24 RfRIRTEE L. RiESEZ{T o2
BPW100puL % 77 /L7 U #l AT DNA i L, qPCR %
1To7-.

T2, AIEFEEITo7- BPW %, TT HHIZ ImL, RV
B 100uL BERE L, 37°C, 24 BRREsag L7-. @i
1% DHL ZERE; 1L ESTZEREHICEBER, 37C, 24
Rpfiis e L7z,



3 EER#HR

3.1 PCR ZIEE A DT
3.1 1 R DR

PR S R CHET AT o T2/ R, FTAEXRTBE 3
% (SE, S.Senftenberg, S.Shwarzengrund) D753 qPCR
BtEToH Y, HREAMICBE ST R RE T2 I0RA L
7= Escherichia coli 0124 (invE, ipaH), E:315THILE
X7 BHE LU LT EE AT S P. vulgaris X gPCR
Btk chor. £z, K20 b0, ARl IZR
WT, BE=Z 3 8BCEDHRTHY, 7T7A~—id¥ /L
X T BE ORI IR L. LRI N

5000

Fluorescence {-R’(T)}

60 70 80 83 90

Temperature(°C)

R2 RRARED SRR

3.1.2 gPCR D& H IR FRHEER
BEREA IR O qPCR fE R 2 £ 4 1IR3, MR
10*CFU/mML TH > 7=.
F4 BB DR

Nl BB IREHPCR

(CFUmL) “(PCREEE_FHCHE BERE
10' - S
10° - — -
10° - — -
10° + 38.93 0.1294
10° + 3499 01072
10° + 31.09 0.1479
10 + 2675 02366
16} + 268 0.0996
10 + 19.13 0.0260
NC - e —

3.1.3 gPCRFER LEEERBR L DHLE

A% D qPCR SR L, FERIEDREBREREZ K 512
AT RIS BT QPCR 24T 9 &, HWINE I BIfR 7R <,
Ct HIXTFE—E L 720, EEAREKD Ct i & ik
% & 10° CFUML FHY OBEBFENHE LI TV D & HEE
SNt £, PCRAER EHF/ERIT I AT L.
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=S PCRIGRLEEHER

el AT 2 i GPCR -
(CFU)  gPCR#ER FHICHE 1Z#RE

10" + 15.63 1.760 +
10° + 15.37 1.502 +
10° + 16.01 1.261 +
10° + 15.50 1.226 +
10° + 17.19 1.048 +
10° + 18.43 0.4504 +
107 + 19.71 0.7178 +
10° + 18.92 1.033 +
10° + 17.94 1.257 +
NC - - ——— —

n=4

3.2 RBMAD gPCR #ER L IBEE AR DLLER
Uit L D qPCR #ER & EERIER R AR 6 IT-T. B
8 MR 4 Mif&7S, qPCR R, BEaRER & bITHiMET,
FEDILT T qPCRFER, 5B ER L bICRETH T2,
DF Y, qPCRFER & BRI/ RITT AT B LT,
RORBMODPCRIEZ BB LR OLE

NEREL
ik perig LR

1 +

2 + +

3 + +

gn  EA . + +

6 — p—

7 — —_

8 p— p—

1 — p—

AEMIR 2 - —

3 p— p—

my FREMIS ; B B

1 — p—

T N N

4 — —

1 — —_

2 — p—

3 pa— p—

4 - -

L - -

o 6 - -

7 p— p—

8 a— p—

1 p— p—

BW 2 - -

3 — —

4 EE

AHFOVILERTBEO PCR HIEEEORMNELT
Sf. TORER, TIA ~—1TPILEF T BEORRA
RHICHERE L TH Y, qPCR DR HIBRAIE 10*CFU/mML ©
bolo. Fiz, BBEANERZ RN LIZEBRERRET
BE, WINEENVETH-> THHEE L CHoiEisTt
BEBHILNTER. &5, BMAFRERZFML
T FS A & R % 1T o 7o qPCR Fb 5 & B bR, X,
TR AL A B FREAT o 72 qPCR FE L & e IEAE 5L, &
NRC—FH LA kXY, PCREEFBERIVLVEXTR



HORZ ) —=7HhiEsE LTHUTHIEEZDN

7.

BRI VTR T BEIHRIRIEBIC L -~ T, kD420
LAEBEESNS.

OBRIBICAEEIDVPETHHFEEL TWDLEA @ AikiET
qPCR i H RS LA RIZHEEE S 41, qPCR Btk & fE S 4
L. BRECBITL, mHHEE CTRENHERTEDZ
EDD, BEOREHEL D,

OBIBIZEEE O H L E (K 10° CFU/g BA L) IZ/FEL
TWAHEGE R IX LW, milfsEEsid iz qPCR
BHRARLL EFEL TS Z & L 72D, gPCR Bt &
HIESND. BRIECBATT 20, SHEES CITER
DHEGRTE T, BIEORRHEERD.

OMRIZFEE DA 105 CFU/g L FHFEL TW A%
G BEET, qPCR BRHIRFLLT LG v
¥, qPCR [EME L HE SN D, BHRIECBITET, &
PEDFERHIE & 72 5.

ORIBICER - BEOWTHOIFELRWGES ¥ —F
FEETEE L7220, qPCRAME L HE SRS,
BERIEICATE T, BRIEORKRHEE L 25,

Kitx WD &, qPCR RBHEITI® L @D X 5 IZAEN
FIELRNWZ L2 E® L, RERBOERICEMEOR S
HIENFRETH Y, MERA7 Y —= 7EE LTHED)
ThdEHxBND. —J, qPCR BEIIO L@ X 5
OB G DIFEDO A L, BERIEICBITT 2 HERND
0, EERILICATT 2MIED qPCR B IRICIRE &
5Lz, ERIIRHATH> THHILERT BEDOFE

& TR BRI, 42, 2017

DVHIB L72RIE TRE 2D TV 7o ®), RERkORERTE
&R LT ERME - EREE O E3HIRFCE .

Ath bRt akelt, AEHBICE H7ESE, LR
HOME, EfRILVERTIBEORS )V —=v Tk
TS L7zuo.

SRR

1) EAFGBE BRI 0729 5 4 S/ ININHED
B EMEIZED DX T RE KOEEAT FUEK
EoORBRIEOWEIZSONT, FERL2747H 29 H

2) JEAGEAR B RS 1120 55 1 5« BBE MK
5B 026, 0103, O111, 0121, O145 XT* 0157 @
s, PRk 26411 A 20 A

3) &ih b OMAEYIEERRIERTE S (BEVEERR
ZER) 1ZoWT, &b OMAEWIEERRIER —
L~_— (http://www.nihs.go.jp/fhm/mmef/about.html)

4) BT F5, b IHEIBIEIZR T D LAMP OIS,
EBLUAT AT, 504 125, 293~299, 2004)

5)Fey, A. etal. : Establishment of a Real-Time PCR-Based
Approach for Accurate Quantification of Bacterial RNA
Targets in Water, Using Salmonella as a Model
Organism , Appl. Environ. Microbiol. , 70, 3618

~3623, 2004
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BN S DT > 77 A )L A RNA fillHIE OBt

s IEER - AR - AR

1 ] T PR AR BRBEAT ZE I PR AR 723
IR X PR AL 2 — AR

e

Study on Dengue Virus RNA Extraction Methods from Mosquitoes

Shuichi ZAITSU , Hideomi FURUKAWA ,
Takahisa MATSUFUIJI and Mamoru MIYASHIRO

Health Science Section, Fukuoka City Institute of Health and Environment

*Hygene Section,Jonan Health and Welfare Center

Z£8

SERE 26 4 8 HICHUNEIHME TH 5T v Z7EOEMNBENB L Z 10 ESY ICREShE-. VT
NVBEALRT-PCR ZHWI2T VT A NVARREEITIIZD, B NAV U IEHANTT 7oA )L
A D RNA fHIHE A MG L7z, SO, RNA K O RNA B RGEORF 21T o 7ok 5, X
b — XA C B — X1 2.8mm & L4mm ORA E—XZ AV, RNA Otz 7 =/ — -7 1
ARV AETERML, BRIZAE AT AETHER LG E SRS RERBEN G ONE. £,
ZEOBREE FRIFFICRET 256101, IHRB A2 BEREERAE B T AEORTIT O kb
FREEZ LN

Key Words : WA REYYE Mosquito-Borne Diseases, Y 7 /L4 A . RT-PCR  Real-time RT-PCR,
t N A=W Adedes albopictus, T 77 A /LA dengue virus, RNA F5%  purification of RNA

1 [FL®IC

RE 26 4 8 HIZT v VEVD ENEYL Y I L2 70 47
S0 S s vz, R NOBEIOIERIIZ W,
ENTORERHE Y R ONRVEIIEIZOWT, i
ADBRLIAENDIFFAEIMLTBY Y, TVTD
ZEAR & LT b OB R B LEOR T 5 ARTHIC
BO TR BERAEREOMERE &2 72 TH 2
R D, 5%, T T BOTTNBYENEAE LTGA,
FAMBIZ BT DM OBERELEwRT 52 L LD
2, P TID VA NV AREHEOEm BT IND.
WRTLEYD, T 7oA N RAOREIZHOWTERRBREIC
LTIk, ESCEYYENETEAE DT v 7 T A )L A
YEZ Wi~ = = 7 /L (https://www.niid.go.jp/niid/images/
lab-manual/Dengue2014.pdf) Z&E L L, U T/ Z A A
RT-PCR {EIZ L VT TWNDEZATHDN, WAEK
RE LIZHE OREBICOWVTTERES RN v b,
PCR HREDRTAER Sk & U TR, RNA fili
KOS Iz >N TR 21T - 7-.

2 ZEBRAZX

2.1 WOWHEHOREE

B — XA N O F BT VA V=2 T
MNEIT- T, R BT - 72O A BT R R S iz
E AU O (LT, B RV TN, )
20 88 X1 50 HEHIZ PBS(-) 600pL ZHM L, & — XX
% (Thermo Savant #1:#! FastPrep FP120) %ZfffH L, &K
ZE— R (6.5m/s) T 45 PR 21T > 72, Mt
9% B — X1, Bertin Technologies #1:# Precellys Lysis kit
CK28 (B —X%££2.8mm, LLF CK28 B —X&E 1), ),
CKMix (b — 2% 2.8mm & 1.4mm DRA, LLTF CKMix
E—XtWnH. ) ,CKl4 (BE—X% 1.4mm, LT CKl14
E—XblWnH. ) O3FEEHWL. £, B MATVY
~ 7 20 B X IZ 50 HiZ PBS(-) 200uL Z RN L, FEhzR
EVFTAY— (TRATAPEATERED A P —
v AJUR-1.5) ZRVEERE L7z, iR L 72 Do T
R DEEFE % 20 H/600 1 L & 725 X 5 PBS(-) & W T
TR, EORBEMBE CHf OIREEBIER LTz
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2.2 J7ILEALRT-PCR &

U7 V%A I RT-PCR 2£E 1L, Stratagene Mx3005P
(Agilent Tecnologies)ZffiH L, #X3&I% QuantiTect Probe
RT-PCRKit (QIAGEN) %M\, FF 1 ~v—, Fa—7
IZENLEYSER TEIRE G OT v 70 A Vv A EYEZ W~
=aTNEBELL, F1DTTA~—, Tu—T%H
We. E i, RUREROMBRIEER 2, ROSEMEIEER 3 O
LB ThHb.

K1 TIA—KOTr—7
£ Fil511(5'-3")
DIMEBEn469s forward ~GAACATGGRACAAYTGCAACYAT
DIMEBEnNS36r reverse CCGTAGTCDGTCAGCTGTATTTCA
DIMEBEn493p probe FAM-ACACCTCAAGCTCC-MGB

2 USSR O

H,0 16.5uL
QuantiTect Probe RT-PCR 16.5uL
Master Mix

DIMEBEN469s (25uM) 1.0uL
DIMEBEnS36r (25uM) 1.0uL
DIMEBEn493p (10uM) 1.0uL
FHRIRNA 5.0uL
Total 50.0puL

%3 U7 LZA L RT-PCR G SA

A W A7

50°C  30min

95°C  15min

94°C  15sec
] 40cycle
60°C  1min

2.3 RNA i ED#&ET
PBS(-)ImL {2t kA~ 20 58 M ONE LY ERF
BRIV G EGEENTZT T IOANA T Y T E A A
PCRHAZ »Z— R& 10f5HM L2 O 10pL 2%,
b — XA TR, 3,000g, 3 3Rl D L7z, BiE
ZRNL7IZb0ERIAE L, OF7 =/ —/iE (sogenll
(=R o—0) /), @7/ — - ZaakrL
L3k (TRIzol LS (Invitrogen) fEH) , @A E LU T Ak
(QIAmp Viral RNA Minikit (QIAGEN) /) , @OmX
v — X35 (Maxwell 16LEV simply RNA Tissue kit
(Promega) ffifH) 4 >DFH1ETRNA fliH 21T -7-.
T 2 RIRETE NS 140ul & L=, BIEIXE
RIEOBWMLEIH -T2, 2B, OLV@D I EIE RNA
HH#ZICE N ENIRM SCEICE#H O % ) — VIR IET

& TR BRI, 42, 2017

RNA R Z4T - 72,

2.4 RNA FBEUED#&ET
241 FTUTI4ILRBEDIER

T T A NA 1T PCR GO MLE % VeroE6 Allfaic
B, 37C, COy A v Fa—%— (CO,5%) Th#E
L7z, Bk AESEIZFEM L, Z 0ok % 0.2%FBS Al
E-MEM T 105N LT 7 U A VA& L.
2.4.2 HWHEICHIIEFRDOTHDEFIDME
157

PBS(-)1,000uL {27 > 7' U A VAWK 10uL 0z, =2
Ik hAYV U~ B & 20T S0HEEMA b D% E—
AR CRERE U LA & VERR L7z,
2.4.3 RNA O¥E&L

2.4.2 TERK L 72 35LA14% 400mL ZRTER DO 7 = /) —)b
sunaivhiEE AV RNATIHEZITo7-. B5hi-
RNA W54 250uL 2 & 0, O=x=% 7 —/Likiik,
@AY T L (QlAmp Viral RNA Minikit (QIAGEN)
/) , OfA e —Xik (Maxwell 16LEV simply RNA
Tissue kit (Promega) /) @ 3@V OIFETHERZIT-
7.

2.5 RNAHIH - FFEEDBERET
2.5.1 HHICHTIE FRDITHDEFIDIERK

PBS(-)800uL, t h AV~ B 208H, T TA LA
W 10uL ZIRALIZHD 8 By b, b— XRXAlEIC
LVBREL, AbETH—elA s L.

2.5.2 RNA#i - A&

HAE2OQ7 =/ =/« ZuadRL AETHELAE Y
BT ATHR, @AY DT sk (QlAmp Viral RNA
Minikit (QIAGEN) fEH) , @A b — X (Maxwell
16LEV simply RNA Tissue kit (Promega) ffiff]) ™ 3@V
DFETHUHE L=,

S D AN O RITEF v N OB SCEOTARIC
G, OiT400uL, @i 140uL, @ik 200uL & L7,

£, MBEHOFHICE2IE5 > Nk E &
Bon 0120 T, 9 FRBRZITY, @KU 3
[FTER L 7=,

3 #R

3.1 WOWHEHOREE

RRRICE TN TV DR Z RO T 2121, &
EKETEALETE TN T 2008 LN EEXD
N5, FERTMEE B LR RIE 1~ 8 1R &
BV, W20EKO50 HOWTHIZEBWN TS B— X2k

- 101 -



W< CKMix BE— X &AW =H48 10k b — Tl <
et Zing- (X3, 4) . BUF, RERTE— XA
REATA5E, CKMix E— X% #FHT52 L& L7,

3.2 RNA i ED#&ET

D7 =/ =ik, @7=/—)L ZzaakLiik B
AU T LE, QR E—XED 4 O LTl L
T2 W TEREN Y 7V Z A 5 RT-PCR % Elifi
Liz& 25, CtEITZON 3521, @0 34.85, @ 35.69,
@N37.05 TH Y, QD FEEZAWZHAIC CHEN KD
INEIoTE (FF4) .

7 4 RNA fhHE O g
RNA#H H % FE LR CtfiE

Q7 =/—vik T =V iLEE 35.21
Q7= —N-rmai)VbiE T2 —EE 34.85
@A I Tk - 35.69
@RS E— Rk - 37.05

3.3 RNA BERUED#&RET
24312”9715 T RNA K%, U 7L % A A RT-

PCR #%Efifa L, CtiEZ I L7z, HRIIRS D LB T
BB, WTNORRGEERCESED Cifix 20 554
Wt L7256 & 50 A M L7554 Cid 20 BHZ #f L
TEAEDIFEO N CHEN NS o7, BRGEE LTO
AT DEERWIZSGE, SOBEEIZ» D 5T, 3
ORI LEDO R THR S CLENNS otz

#5 RNA FFRGEOHE: (BUE Ct )

R 1k 152085 Ly elUE
Q=% J — Nk 30.58 36.58
QAT T LiE 30.43 33.66
OrIR E— Rk 36.75 No Ct

3.4 PRNAHiH - BEEOB®KRET
RNA it K& O RNA K EORGHRE A=, Bife
B 2 BB FIER OB ERERE ST 2 IR OV THRGEE

& TR BRI, 42, 2017

{ToT-. %5 ETHH L= RNA 2V 7 /L %A L RT-PCR (i
LIZfERITER 6 DEBVTHD. 7 /—/L-ruai/LAET
TR AL L AT BETHET 2 5 EIIRER O FHICK
DIEHDENKENEB X LN 3 AT 3 MRS oHfE
EELIZD, CtfElX 29.61 25 30.39 L7eh, FHICIDK
eEIT RN o7, Ct EDOFEEITDA 30.06, @73
30.57, @A 39.06 THY, ODJ k& AVWZHAIT Ct Eh
H/INEoTz.

#* 6 RNA flith - WREEOE BfEL Ct i)
RNAf - 1

Gk G ORI ¥ NI 2

DO7=/ = 7aafV MECHIL 9 3006 3039 29.61
AEL AT L TR

QAU AT L 33057 3070 3037
O — Xk 3 39.06 3939 3859
4 ER

PRl U 7= ik O FRCiE, CKMix B — X & iz B —
AR C O b BRIFCh otz £z, M
BIDFIEIZOWTIE, 7=/ —/b-ZaadL LETHI, 2
EU AT LTS 2 HEN RS BRiF ek Th o7z, L
ML, A H T LOHLTHPREREIT 7286 & O Ct
BOFTFHIT 0.5 FRE LRI VWL DO TIEARL, BIED
ESIEECTHDL Z LD, ZROBIKEFRHZLE
THLGEITE, A BT AEOR TGRS 5 )ik
NEbMEL TV EEZ LN,

HiET
AHERT A EHT DIChHT 0 THHETEE £ LA
i T AR AR A AR T B AR AR O BRI TR L £

Xk
1) EAF BB ERE 260 5 : WU RYYE B3 2 R e
JEYE T hTeEE, Rk 27 &4 A 28 BIEAE. JrE S
IR 260 &
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1 8050 BHO & — ZAHEAREIC 2 Rt R 2 W20 HHO B — XA K D g R

(CK28 b — X% fdi ) (CK28 bt — X% ffi )

3 W50 HHO b — X AR T X B A R 4 W20 HHO B — AR X B R R
(CKMix B — X% ) (CKMix b — X% f# )

5 I 50 BED B — X ABLAEIC K DA 5 6 W20 FED B — XAHERAE T L D Al R
(CK14 ©— X% fH M) (CK14 ©— X% fEH)

7 WSO FEX KT A P—ITLD 8 W20 HHDOFHXEET T AP —I2kD
Al R e S
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BB IC B END T VL AMERDREEEKT I VD
SRBRIE LT 5 M

A « HILT
A8 ] T R AEBR BT FE T PR B L 2R

Study on testing method of primary aromatic amines (PAAs) derived from azo
compounds contained in textile products

Michihiko MIYAMOTO and Etsuko MIYAZAKI

Health Science Section, Fukuoka City Institute of Health and Environment

B

2844 H 1 B THEVEZEAT 2 FEM M OMHNZ B 21685 2 550 2 HOME 2 E
LB BYE, RATSH, AEWEE L THTIIC 4 OGERT I 25T 57 VLaw

DIEESND & &b, BELHBRIENED G,

TR, BRERTH 2 BT 5720,

GC-MS (T & % JE &/ HTIE K O HPLC-PDA (2 X 2 M OHTEIC T D oM S o Rt 2 5 L7z,
GC-MS ZHTIC & R H T IRIZFERBHAR T 0.004~0.03ug/g, T8 FRIZFEREHERE T 0.02~
0.06pg/g Tdo7-. HPLC-PDA #r Tldt Gt L7 RiF/e s v~ M 77 AR50
7. WINEIGRERIZ IV T, JIS L 1940-1:2014 OEARZRIEHE A2 L7 b DI FEIREICE £ -
T2, A%, ALEEOR TRICKIT 2B EZMIET AL ENDH 5.

Key Words: 7/ {b&4
aromatic amines (PAAs), i

azo compound, 7 >~ Ykt
household products, k5L 5,

azo colorant, FFE S EHWT I > FH primary

textile products, H A7 1~

7T 7 EESHTEE GC-MS, 7% A A — 7 LA BHgGaftEadiikiksr o~ 777

HPLC-PDA

1 [XLC&®IC

T ERIT LB TIRYROBEE S LT, &b
B OSB TIZEABE LTHWON S, FEECED
TESAVLNTWAEERETHL. LoL, —HoTY
BFEL, AR OIREROFEME, ERNEERICLD
BRI, BRAMEETHARESEERT I (L
T H®E PAAs] L\WH. ) AT LIRSS Z L
DHEENTND.

D) EURTFEEZIZLD & LZiEsE TIEREICH
flEhc&z=nt 2, FBEICEWTH R 21 4EICH
AWEHERE S B S, Wk 24 R H R B FE R E A RN
FEHELRE LEA L TERS Y.

SRR 27 4F 4 A 8 BfFITEASIE EEA )RR @
(HEDEEEAT D2FEMASOBRENCE T 2EM4E 2
FE2HOWMEZED HEADS O —H & BIET 5 B Ol
ENWZDOWT) Ik, AFEWE L LTIk FZt
WCE VR 24 FOFEET I v EERT 5T VbsE

MBteESND & &I, TR 27T B 9 RS TEAY
BEEEENRHEN (HEWELEET R ERLOH
HNZ BT 2 I TRl O —H 2 W ET 285 OHl &l
DWVWTY 2L, T LA MITHR D FEE R ORBRIENE
DO, BOEBS K OFEITHINE, Rk 28 424 A 1
ALVIEITTENTND 8,

ZOWIEESZT, MATHRANCED bRk s &
W2, AR u< 77 7EESHE (GC-MS) IZX D&
BONTER O E PAAs N EEEEZ B2 TR S5
BIHWD 7 LA A — RT LA S & Bl
7o~ k2777 (HPLC-PDA) 2 X2 EWLHIED I
SO ATV, OFE THEINERER & 920 L 7= D T,
TOR\RERET D.

2 =EEBRAE

2.1 AEXRRYME
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GC-MS I L2040 Ti, MEXNGWEZ THEME
EEHTHEERLOBRENCET 5ER] THEISNT
WA T LAWK DR E PAAs 24 B K N p-7 = =)V
TT =Y VOBIESMRIZEVERT LT =Y I NE
14-7x=L VT IV0 2608 & LT,

HPLC-PDA 2 X 59087 Clix, L@ns 7 =0 k0

14-7 =L U PT IV ERWER 24 E L=, JIE
SHEWEOFEMER 1ITRT.
x1 WENEME
No. Compound name CAS No.
1 4-Aminodiphenyl 92-67-1
2 o-Anisidine 90-04-0
3  o-Toluidine 95-53-4
4 4-Chloro-2-methylaniline 95-69-2
5  2,4-Diaminoanisole 615-05-4
6  4,4'-Diaminodiphenyl ether 101-80-4
7 4,4'-Diaminodiphenyl sulfide 139-65-1
8 4,4'-Diamino-3,3'-dimethyldiphenylmethane ~ 838-88-0
9  2,4-Diaminotoluene 95-80-7
10 3,3-Dichloro-4,4'-diaminodiphenylmethane ~ 101-14-4
11 3,3'-Dichlorobenzidine 91-94-1
12 2,4-Dimethylaniline 95-68-1
13 2,6-Dimethylaniline 87-62-7
14 3,3-Dimethylbenzidine 119-93-7
15 3,3-Dimethoxybenzidine 119-90-4
16 2,4,5-Trimethylaniline 137-17-7
17 2-Naphthylamine 91-59-8
18 p-Chloroaniline 106-47-8
19 p-(Phenylazo)aniline 60-09-3
20 Benzidine 92-87-5
21 2-Methyl-4-[(2-tolyl)azo]aniline 97-56-3
22 2-Methyl-5-nitroaniline 99-55-8
23 4,4'-Methylenedianiline 101-77-9
24 2-Methoxy-5-methylaniline 120-71-8
25  Aniline 62-53-3
26 1,4-phenylenediamine 106-50-3
1.S.1 Naphthalene-dg 1146-65-2
1.S.2 2,4,5-Trichloroaniline 636-30-6
1.S.3 Anthracene-d;, 1719-06-8

2.2 HEF
2.2.1 BER

FeE R BT I RIRAGEERIK « R b Fr R
EFFRET I BRIRAEER 1) GRESWTH, %
100mg/L 7t b= bk U L¥EIR)

4-7 3 ) U7 = = )VIEHEYRR © AccuStandard #EHL 4-7 3
J BT = = )UIEERR (BREESHTH, 100mg/L 7k F =k
U VERIR)

& ] TR BRAE A, 42, 2017

ARV Y FERER « AccuStandard #ERL N U D fE
Y (BRESVTH 100mg/L 7% b=k U AIETR)

2-F 7 FT I HEUEFU  AccuStandard #E8Y 2-) 7
FNT I ARHERR (BB 100mg/L 72 b= RV L
WIR)

T2V N4-T7 2= VT I URAERERE - B
LS 7=V /1,4-7 ==L V7 I URAEYE (K
BRESH A, % 100mg/L 7+F = kU LiEHK)

2.2.2 WNEZEYME

T T E VA RS B R LA T F LA iR
i (BRSO

245- NV 7 mur =Y SRS A LR 2,45

Ny vma7 =Y U AERER BREEHTA)

TR TR B BRI R T R TR
-dyo AEHESL (BRELHT )

2.2.3 TOMORESE

A F J-tert-7 F /L —F )L (MTBE) : B H b4k 7%
B EFEAER - PCB BB (5,000 fi5 I 2 E )

AL =) B R R HEEER - PCB R
(5,000 £ I e 4 E

10%KEE L7 U o LOKEWKE « KEg(kF FU oA (Fn
JEHSE T8 Refk) 2g Z Bk 98mL (ZIAME S W7
b DE M-,

7 T ERRRRENR - 7 = R (ROBHISE T34
B KRR 12.526g R OUKERET b U 7 A 6.320g % #B#ik
IR L, 1,000mL & L7z (pH6.0) Z V-,

BOTFA WS N U LKEHK :: FF A8 b
U o s (B FAR Frfk) 20g Z BRI L,
100mL & L7z D% AV,

A ERT A=Y A T ZAFEHL InertSep
K-Solute 20mL

HPLC BEIFH A : U= kEH Y v A (Fiepisk T
A RRfk) 0.68g ZBMKICYAEME L C 1,000mL & L7z
HDIZ, AL 7 —)b (FOGMEE LA &HiRk s v~

N7 4 —H) 150mL Mz 7=b 0% AW,

HPLC B8 B: A ¥ / —/)b (FEHIEE T 38

Witk v~ 757 4—H)

2.3 HRE

GC-MS : EERERTHEH GCMS-QP2020

HPLC-PDA : BHERERT#EE Nexera XR U — & (R
> 7D : LC-20ADXR, "> 7@ : LC-20ADXR, T H v
#— : DGU-20A5R, #— h¥ > 7 F— : SIL-20ACXR,
BT AFA—T 2 : CTO-20AC, PDA H#HHi#s : SPD-M30A

(85mm EHKEE L) )

BRI KELEEE « 414 5 PURERAB flex-UV &
W ORAEIER & LA H 7 #%8 PURELITE
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PRB-002A % H\ 7=,

0—XJ—TNRL—F—: Bav bl R210,
B-491, V-700, V-850 }O* R-100, B-100, V-100, 1-100
AW, MHAPEREE & L CHEB{LFHE CoolMan
PAL C-331 % F\ 7=,

2.4 GC-MSIZk B0
2.4.1 BEEBRBROFH

FTHE L dg BEYESL, 245-FU s nnT =) pESE
mMEOT v T d BELREZENENA S ) —LIZ
WfEL, 1,000ug/mL & L7z, ZhbaSEREBERALED
DIZ MTBE 12 CHAIL, 4 100ug/mL & L7z, &5
IZ 23 % MTBE TR L, 4 10ug/mL & L7z & O & N
YRR & LT,

REFFRT I VHIRGEERRK, 4-7I/ V7=
IVASHERUR, N YV AR, 2-F 7 FT I AR
WRIER T =Y U /14-7 ==L P72 RAERER
WEERFBERALEZLDIC MTBE 22 THRL,
10pg/mL IR SR HENR (26 F) & L7-. 2@ 10pug/mL IEH
WL (26 FE) % MTBE THEMMRL, @ ImL % 1E
TEWCER Y, PNEBHEUEVATR SOl %2 BRI X =6 0 &1
MR & LT=.

2.4.2 GC-MS BIEEH

GC-MS & &1, AT HAN R & 2 R RBRIEICHE D

X, UTo®R2DERBY & LT,

# 2 GC-MS HlE S

7T A Rtx-35MS
N££0.32mm, & &30m, ME/E0.25um
(VAT v 7 #Hi)
v UTHA He
BinBE 1.0mL/min
HE A 55%C(5min)-15°C/min-230°C(Omin)-
5C/min-290°C(0min)-20°C/min-
HEADEE  280C
EAE 2uL
HEATF A7V M10:1)

A/8-72=21RFE 280°C
A A PRIEE 230°C
A F A4k EL

2.4.3 BREROEMRMEDOREE

0.01, 0.02, 0.05, 0.1, 0.2, 0.5, 1.0, 2.0, 3.0pg/mL
IR U7 ER IR A E, B OoNTRERRME &N
BRI O v — 7 Wk S REREER L, Tk
ERE (r2) TR L7z,
2.4.4 BETREUEE TROKEE

0.0075, 0.01, 0.02, 0.05, 0.075pg/mL HZHEVEIR % 1| &
L, BocllEXSWE & WEEEYE O v — 7 il

& ] TR BRAE A, 42, 2017

S EMREER L7z, 0.0lng/mL EEXEHE 2 10 [Al# Y
B LURAGE L7 @R EOREERZE (6) 15, LTI RTR
WL DB L7 TFIRAE (ng/mL) % 323080 TRRE (ng/g)
WCHE L7z,
T RR (ug/mL)
R TR (ug/mL)

: LOD = 3.0
1 LOQ = 100

2.4.5 FHnEYREER

50mL HHTZAMALOCAERIERSEE L, UL
oA OB 1.0g 2 AN SR IR ER FIE
TR UHIRBAEWERIE, 472 V7 o o VEERER, X
VYUV ERERG RO 2-F 7 FAT S AERE R R
PAAs % 3pg/mL & 725 K D2 A, ATHANCREN S
B EIZHE VW RTALEE 24Ty, MTBE C 10mL IZER L7
b O &R E Uiz, RBREK ImL Z EfEICERY, N
IS EVAR 50 u L 2 IEREICNZ 726 O % GC-MS i
L7, BET7 o —%K 1 1TRT.

A B OWMEIGRER CiX, RIAEEOER T TRICKY 2-
AFNS5-=ha 7= 03247 MLz, 2-
AFN-42-N YT T =V 0% o- hvA T UIL, p-
Tz VT T2 3 7= KN 1 4-T =Y
TIVHfESNDT0, 2D TWEERWE 19 WE %
*HE LT,

2.5 HPLC-PDA IZ &k %447
2.5.1 BERABRODAN

WEFREBRET I VRIERGEERK, 47/ V7 2=
MARHERIR, N UV UREERIRKR O 2-F 7 F AT I v
EERRESRRREBOLELDICALY ) —LEMA
10pg/mL JRAHEHER (24 F8) L L7, ZhiaxA¥ /—)L
THIRL, 3pg/mL & L=t O ERERK L Lz,
2.5.2 HPLC-PDA BIEEHE

HPLC-PDA & §F1%, MATHANI AR & 53R BRIEIC
Hox, UTFTOR3IDERBY & L.

%3 HPLC-PDA I E S

717 A Zorbax Eclipse XDB-C18
NER4.6mm, K S150mm, FifE3.5um
(TYLvrbheTrmY—itki)
7 MR 32C

173y 2 10%B(0min)-(22.5min)-55%B(0min)-
(5min)-95%B(1min)-(0.5min)-

it 0.6mL/min(27.5min)-(1min)-
2mL/min(0min)-(2.5min)-

TENE Sull

HE & 240, 260, 280, 380nm (200~600nm)
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FOGH f

<3tk 1.0g
< BEEPAASHEYE
l<———MeOH 2mL

<— 7 = PR E R 15mL(70°C)

HNiE |70i2°C, 304y

(<« fi U F AU ENaK K 3mL

B H R

L <HEAR

70+2°C, 3043

20~25CET 2LW)
<—— 10% NaOH 0.2mL

B4R

R S

pal

ﬁi IIEEE

Hi

i )

= A A e
< (MTBE 10mL x2[a])

Vhi A A

l<——— M TEB 60mL

i [ BT ]S0CELT, AylmL
i MTBE<10mL

< PIEREE HETAE SOuL

GC-MSAHT |

B 1 EMEIGRER RN E 7 v —

3 HBRRUEBR

3.1 GC-MS T DfER

3.1.1 NS &HD%EES

MEATHLANC R S 2 BRIETIE, SHERSHE I
WT SIM E— RCTE=H —FT &AM F U BEHESR
MEIZOE 1 FEOBRENTWDEN, ) CTHEREIT-
<. BTA A A (BED B K0 KBEXT R Y'E % SCAN
E— F (m/z40~400) THIEL, 5472 MS A7 b

& ] TR BRAE A, 42, 2017

N EFRTHEITHANS R Sh AR ERE, W ELORET,
EALOWED 2BBIERA AV L OHERA A &k
E LT, 728, SIM T— R CTORHEER L2 BRL
L, REFFAZEIZSSOZ A 2B Ay MK,
XA NET A NOEERHEZ 020 L LTHIEL
7o BWE X BB K W EEEMEY) B O (R FFRFIE] B OY
MS GffE &3 4 13T, WNEREEEW BN 0.1pg/mL IR &
HEAEER (26 fE) & SIM T— FCHIE L7 h—& LA
Frrma< 77N (TIC) 2 21T7R7T.

3.1.2 BREROERM

243 12X BBREFRWEIZ OV TIER L 72 B Ef
OPELRE (2) 13 0.996~0.999 TH Y, BIF/REMRE
L.

3.1.3 BHEHTREUEETR

2441280, RHTREVER FRZRO AR, K
H TR IZEREHA T 0.004~0.03pg/g, EE FRIZER
BHER T 0.02~0.06pg/g TH 0, FEHEM D 30pg/g ITKF L,
TR F LT, BRERGE O T IREIZE 5
R
3.1.4 HRinEMUREER

2.4.50 £ 0 BNEIGEER & 20 L 72 #5 5%, JIS L 1940-1
(2 2 LR D AR TR IEUED) (FRARER LD R S
TWARWHEIZONTIET0%E L. ) &7z LilE
KL T, 1998 1 E TdH o 7=, JTIS L 1940-112 T
HENTWRVIREBTERDOREEZIT o 128561X, 27
DOBOT I VBERTHHREERH D] LOETENH
D, RS TR T 2R ESREDEIERICEE L T
W5 EEZ, BHUIORESME (45C, 100hPa) LV FES
D372kt (40°C, 350hPa) TR, [AIRROESINEIIL SR
BT, BIEOLEFIIRD ol (£T) .

24-CT ) PN UR24-UT )T =V —VED
X9 REBARLZERT 0%, DB - BREOBRETT

JEREB LIS ZERHEESNTEY, ZiaMElE
WL RosTFRERDOIDEHEIND. BRLIC L D ENE
DR TOKERE LT, HEPAAsD T 2/ HET vk
L, BlbazZ R WEERFLEE LTotri 2 5ik!
O 1D O [ENT A S T R EPAAsE NTIEHE T & L
THO D RN AR RE By AT (ID-MS) #:12) 23 X
NTW5. LaL, RIEOFIETHE, WEXSG L7255
FEPAASDETNT VAL TEDZ LD TIERWVE WV A,
BEOFETE, TRENTO D RNMAER S5 E
PAASSIRE SN TV A A0 5, B S TITFRENED b
DL TNA.

AERE L RBRIEORTLEIE K& <320 TRIZS
NITEY, BICHSFA BT NI AL T V&
FOBITRTRE, rA VYU LEhTL2IEDKOBER
O EPAASD /3B TR, = SR L — % — & F 72K
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JEPRAG TRENZET 5N 50, BIEBNRKOBERTH DY
A, FICEEZET L TR, BurTREgEOMETELE
BERAM LR TH D LHiZTE 5. EFILBTORERE
DOFLENPEINEIZE 2 2 ELFHEMICHMAEL, FiE
PAASOERIZ DN D TREZ/FE L LT, kEEZX S
ZEMMETHD.

3.2 HPLC-PDAIZ &L BHHTDHER

2,52 TR LIZJFEIC L Y, FHESI SRS D342 57 B
Shirma~ 77 an3Gonlz. 44-VT7I V7 x
ZNVANT 4 RE2ATVATFAT =DV, 44- T
BIYTAFAT T 2=V AR L 245-F U AF LT =
U AZHOWTIE, +aRknBERnmonieinoleny, Wik
RP OO IETER N T ADOEFIZL Y SEERTTRETH
LEBbND. Fin, MATHANI R &N 5 REBRE T,
MR & LT 240, 280, 305, 380nm % & flRENT
WAR, 44T I )T 2=V ANT 4 RIZOWTIE
UV WU AL NV OB IR R A 5 260nm T Ok H A3 1
PThsEEZONT. 3pg/mL BAERER (24 1) %
HIE U7z REFRE R O M R 2 32 6 1T, PDA 7 1< b

& ] TR BRAE A, 42, 2017

77 K%K 3ITRT.

4 FEH

T EWICH T DR E PAAS24 Fl, 7=V VRO
1,4-7 =L U7 I UOF 26 WEIZHOWT, GC-MS
I & B ERSHT LY HPLC-PDA 12 X A EMEaATICEB T
BT SAE DM ET 2 M L 72, SEREToRE S, GC-MS
SIHTICH T D ERORERE (12) 1% 0.996~0.999 T
Y, BFLEREEZR L. £, BETRITERE
A% T 0.004~0.03pg/g, 8 FERIFFERLHER T 0.02~
0.06ug/g TH YV, FEIED 30pg/g 1IZxt L, +53 70 EREE N
& 5 3L7=. HPLC-PDA 23 BT Traxr & sy o3k da sy ifi L 7=
Rl v~ N7 I ARBoNAT. IRINEIGGER T,
JIS L 1940-1:2014 2 & % B D FAR B R FEHE 2 i 7= L
TZHIERRWEE, 19 MET 11 WETH -7z, ATl
DA LRRIZBIT DENR~DRBERFEL, WEELXD
VERDD.

4 GC-MSHHT/NT A —H—

Segment  I.S. R.T. Monitor lon (m/z)
No. Compound name M. . - - -
Group Group (min) Quantifier Qualifier 1 Qualifier 2
25  Aniline 93 1 1 9.66 93 66 65
3 o-Toluidine 107 2 1 10.93 106 107 79
12 2,4-Dimethylaniline 121 3 1 11.94 121 106 120
13 2,6-Dimethylaniline 121 3 1 12.00 121 106 120
1.S.1 Naphthalene-dg 136 3 1 12.09 136 108 137
2 o-Anisidine 123 3 1 12.28 123 108 80
18 p-Chloroaniline 127 3 1 12.63 127 129 92
24 2-Methoxy-5-methylaniline 137 3 1 13.19 122 137 94
16 2,4,5-Trimethylaniline 135 3 1 13.23 120 135 134
26 1,4-phenylenediamine 108 3 2 13.59 108 80 107
4 4-Chloro-2-methylaniline 141 3 2 13.61 106 141 140
9  2,4-Diaminotoluene 122 4 2 14.80 122 121 94
5  2,4-Diaminoanisole 138 4 2 15.65 123 138 95
1.S.2 2,4,5-Trichloroaniline 196 4 2 15.86 195 197 124
17  2-Naphthylamine 143 4 2 16.27 143 115 116
22 2-Methyl-5-nitroaniline 152 4 2 16.73 152 106 77
1 4-Aminodiphenyl 169 5 3 17.91 169 168 141
1.S.3 Anthracene-d,, 188 5 3 18.03 188 94 80
19 p-(Phenylazo)aniline 197 6 3 21.61 92 197 120
6  4,4'-Diaminodiphenyl ether 200 6 3 22.53 200 108 171
20 Benzidine 184 6 3 22.65 184 185 156
23 4,4'-Methylenedianiline 198 6 3 22.68 198 106 197
21 2-Methyl-4-[(2-tolyl)azo]aniline 225 6 3 23.67 106 225 134
8  4,4'-Diamino-3,3'-dimethyldiphenylmethane 226 7 3 24.48 226 211 225
14 3,3'-Dimethylbenzidine 212 7 3 25.05 212 106 196
7  4,4'-Diaminodiphenyl sulfide 216 8 3 26.67 216 184 80
11 3,3'-Dichlorobenzidine 252 8 3 27.08 252 254 127
10 3,3'-Dichloro-4,4'-diaminodiphenylmethane 266 8 3 27.20 231 266 195
15 3,3'-Dimethoxybenzidine 244 8 3 27.36 244 201 229
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120000] I§.1 182 183
110000]
100000, 24,16
so000] 13 | 64 17
80000} 12 2 /
700007 3 9
60000] 1 20,23
500004 25 18 5
40000} 22 19 14 7
30000 6 21 g 11
20000 15
10000] L |—L L
T T T T T T T ! T sy y ] : ; : ]
20 100 110 120 130 140 150 180 170 180 180 200 210 220 230 240 250 280 270 280
2 GC-MS SIMh—%L A4 u~ b7 75 (NEERERETRMNO. lng/mLIR SR ERIL (265) )
%5 GC-MSHK:H TR K OVE & TR # 6 HPLC-PDA {REFRFH] & OV Hi R
No. Compound name LOD - LOQ RT. A
(ne/e)  (ug/e) No. Compound name (min) (nm)
1 4-Aminodiphenyl 0.004  0.02 5 2,4-Diaminoanisole 3.84 240
2 o-Anisidine 0.009  0.03 9 2,4-Diaminotoluene 4.66 240
3 o-Toluidine B 0.006 0.02 20 Benzidine 10.93 280
4 4-Ch1(.)ro-.2-mthylan11me 0.02  0.05 6 4,4'-Diaminodiphenyl ether 11.57 240
5 2,4-Diaminoanisole 0.02  0.04 2 o-Anisidine 12.86 240
6 4,4‘-D%am?nod%phenyl ether 0.02  0.05 3 o -Toluidine 14.10 240
7. 44-Diaminodiphenyl sulfide 0.02-0.06 23 4,4-Methylenedianiline 16.76 240
8 4,4‘-D1'am1T1o-3,3'-dlmethyldlphenylmethane 0.02  0.04 18 p-Chloroaniline 17.72 240
9 24-Diaminotoluene 0.009  0.03 22 2-Methyl-5-nitroaniline 18.04 240
10 3,3'-Dl?hloro-4,4'-d1.an.nnodlphenylmethane 0.02 0.04 15 3,3"-Dimethoxybenzidine 18.49 280
11 3,3'-D.1chlorober.1.21d1ne 0.0z 0.05 14 3,3'-Dimethylbenzidine 18.81 280
12 2,4-D%methylan111ne 0.01  0.04 24 2-Methoxy-5-methylaniline 19.14 240
13 2,6-D1.methylar1111n.e. 0.01  0.04 7  4,4-Diaminodiphenyl sulfide 19.74 260
14 3,3‘-D¥methylben21d.m.e 002 0.04 12 2,4-Dimethylaniline 19.83 240
15 3,3'-D1rr?ethoxyber.12‘1dme 0.02  0.05 13 2,6-Dimethylaniline 20.23 240
16 2,4,5-Tr1meth¥1an111ne 0.009 0.03 17 2-Naphthylamine 21.58 240
17 2-Naphthy1§IT11ne 0.005 0.0 4  4-Chloro-2-methylaniline 23.19 240
18 p-Chloroanlllne” 0.007  0.03 8  4,4-Diamino-3,3'-dimethyldiphenylmethane 24.30 240
19 p-(Phenylazo)aniline 002 0.04 16 2,4,5-Trimethylaniline 24.55 240
20 Benzidine 3 0.02  0.04 | 4-Aminodiphenyl 26.71 280
21 2-Methyl-4-[(_Z-tol)fl).azo]amhne 0.02  0.06 11 3,3-Dichlorobenzidine 27.45 280
22 2-Methyl-5-n1trc?an%l%ne 0.02  0.05 19 p-(Phenylazo)aniline 27.87 380
23 44-Methylenedianiline 0.03 0.07 10 3.3Dichloro-44-diaminodiphenylmethane ~ 27.98 240
24 2-Methoxy-5-methylaniline 0.0070.03 21 2-Methyl-4-[(2-tolyl)azo]aniline 28.67 380
25 Aniline 0.02  0.04
26 1,4-phenylenediamine 0.02  0.06
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K7 GC-MSEMMBEIUGABRIZ I 1T D EUL R, KR (CV%) K TNEIILER O iR ER AL TE
45°C, 100hPa 40°C, 350hPa Minimum
No. Compound name (n=6) (n=6) requirement
Recovery(%) CV% Recovery(%) CV% for recovery(%)

12 2,4-Dimethylaniline 86.0 54 79.6 4.5 -

13 2,6-Dimethylaniline 100.0 2.2 91.0 34 -

2 o-Anisidine 98.5 1.9 89.1 3.4 70

18 p-Chloroaniline 86.7 7.7 73.3 7.4 70

22 2-Methoxy-5-methylaniline 98.1 2.6 88.0 33 70

16 2,4,5-Trimethylamine 83.8 6.7 75.6 6.1 70

4 4-Chloro-2-methylaniline 85.1 3.9 80.9 4.0 70

5  2,4-Diaminoanisole 0.0 0.0 1.7 156.2 20

17 2-Naphthylamine 66.2 10.4 67.2 6.9 70

1 4-Aminodiphenyl 75.5 6.5 67.3 9.1 70

6 4,4-Diaminodiphenyl ether 7.2 67.5 9.9 67.5 70

20 Benzidine 11.5 48.7 20.2 44.0 70

23 4,4'-Methylenedianiline 344 183.2 17.5 50.3 70

8 4,4'-Diamino-3,3'-dimethyldiphenylmethane 37.7 35.6 44.2 16.9 70

14 3,3'-Dimethylbenzidine 32.1 37.8 44.6 15.8 70

7 4,4-Diaminodiphenyl sulfide 54.2 11.0 51.0 10.5 70

11 3,3'-Dichlorobenzidine 93.6 4.6 81.7 4.0 70

10 3,3'-Dichloro-4,4'-diaminodiphenylmethane 91.9 4.9 80.4 4.4 70

15 3,3-Dimethoxybenzidine 49.7 27.1 61.0 6.7 70
a5y

17
400 19
350 1
|| 10
3004 1 21
250 ’
200} A
20 23 (- 8

190, ;1 18,24 1”5 U 4
) s ?7 [\ f\ J\ J I 2
50] 11 | | q
&-\r—/u . _/\J L j* ]\ —jf ‘L_J JU v« / \_I__J" —

25

1) European Commission, COMMISSION REGULATION
(EC) No 552/20090f 22 June 2009, amending Regulation
(EC) No 1907/2006 of the European Parliament and of the

Council on the Registration, Evaluation, Authorisation and

5.0

225

X3 HPLC-PDA 7uv%7§b(mym@ﬁ%$%W(M@))

3k

Restriction of Chemicals (REACH) as regards Annex

XVII, Official Journal of the European Union, L 164/23,

26.6.2009

2) thiE \ R4 EEZE EEEmRBRERE TEEFR
HRLEHER S,
GB18401-2010 [HFH& e i AL 2H T EE, FE

GEIN:E T Eae HE

FRYE AL,
3) H A PE S

2011

4)HI&A,H¢&EF¥
WE ORI T 2 A F %, %5224$3ﬂ23a
5) EAGEE EEA L FEBEN HEAI04085H
WEEER T D FEER SO

, FHE S S |

RHEEEWEOREM
B9 % B &R, ERk214F12H22H

AR, REMMRIAE

Ble A&
ZEAT IR 25

DIEOYE EED BB DO—E AR IET HEA DEIE

6)
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HIH
7) Kawakami,T.,Isama,K.,Nishimura,T. : Survey of primary
aromatic amines originating from azo dyes in commercial
textile products in direct contact with skin and in
commercial leather products in Japan., Journal of
Environmental Chemistry, 22, 197-204, 2012
8) WHRA N, VM, \fEET, BIFnE, Wk
WA BHERRICEEND T YV ARERRORER EIR
T IO kU OJRKETE OWRE, MRS,
137(1), 95-109, 2017
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9) HART MK JISL 1940-1:2014 : fEHERE — 7 @
FHEROBESEERT I v OERFIE - B« Wik
O L ORI X 2R T R A oMb

10) KPGHEZ © T 285 o O BRM R # ek S B B ik,
FERAEE2009-TT, 57-66, 2009

11) HRREHEST 2 — 7 I VEHOSHTHIE,
¥PBA2010-236874, 2010

12) ‘BARET) SR RICE EN DG EWEOE RS
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HEPEEY) T O & 32 0T IR 58

PR « BT - AR - RS - AR - RS

& ) T R BR BEIT 20 P PR AR L 23R
" B T K B RV KBS AGE K E v H —
"] N7 A SR AR SR AT

Development of Analytical Method for Organic Arsenic in Seafood

Hironori TOWATARI, Etsuko MIYAZAKI, Keiko NAKAMUTA, Kouichi AKAKI,
Yohei KATAOKA and Takahiro WATANABE

Health Science Section, Fukuoka City Institute of Health and Environment
Water Quality Center, Water Purification Section, Fukuoka City Waterworks Bureau
National Institute of Health Sciences

Z8

b BB L DT 27 23T 5720 OFEMT — & OFIFICA T R 2 0HiEE LT,
LC-MS/MS Z# W= h ORI FILAM 6 TE (T AF LTIV U, PAFAT LY
FURFATALFIYAR, TRITAFATNLI =L, T REAL, Tk /)al)y)
DO—FNVEEBERE LT-. ZO0WHEOMREZFMT 5 72012, FGEsUEH L OWSIEE 2 /34T L7z,
F£72, ICP-MS Z AWV e B2 0HMT L TITV, FERA2 R U7z, RGO R & 1 5. &
FUTW=ZREEE & DN S, B LIEDITED T Lt ) R_E A kst l U-EEEIL 78%, b
FBOWTEOEIT 102% & HEE S, IR O SRS REN S, FINERET F T AF LT LY =0
LATI3%EED -T2 DD, TOf 5 FEOAH L FLAW TIL4T~116%, R FETIL 109% THh -
7o MEREREAN L7 oAmiEE AT, @M NI LT 7o 8 BBk & T L7 R, 3¢
ORI L T T ) A A ) 0.86~52mgkg DIEE (EFE L L) THRiish, okt Hig
EOSEREZEDDZENHLNIR- T,

Key Words : A1t #{L&% organic arsenic compounds, Y seafood, EHKIAZ 1n~ |
7778 T NERSHTEE  LC-MSMS, FHEKEE T T A~ HESHTE  ICP-MS

1 [XLC&®IZ

REHIHTE DB R RO G TV D, b RGNS HTA

bR, BRI X, T AF AT Y UEE(MMA),
VAFAT NV UEE (DMA) , NUAFAT AV 4 F
HFA K (TMAO) , T FZ AF LTIV =7 A (TeMA) ,
Tk RE A2 (AB) , Tk 2 (AC) &
DEBEOIEDE L TREPICASHFELTEY, &
HEMEEFOZENAMLN TS, £, Mo/
EOVEEE 72 S b e BILAWITE EN DD, BEIIR
OIS U TR TWD., & BICEE, eHLE
MORYEBRIZL @Y 27 NMEESh V5. BB
720 A7 FHM O 7o DI 1T REBI D 18 BUEAHE & 23 AR A KT
bV, TOWEDKBEL DT — 25557200 FEF

ELCiEEmERR s a~ N7 T THEMEE T T AEE
M ¥R (HPLC-ICP-MS) % W= FiERHE s Twn
DR, ZOFETHEEs v~ VST 74—tk beHE
(LB DB DBENMBETHY, A4 XTREIC K
DA DOIEY 72 EOMEN D 5.

F TR TIE, BRSOV ENRL, RO
PRI EDO S CIRS RSN TV 2 EEKIKR 7 2~
NTZ TR T NEESHTEE (LC-MS/MS) 12X D5F
M BIRENDIIEEZBRR Lz, £/, fAZEM 9
2 PRFEREFC RGO 3 BT 2 38 U CIHERE 2 5F 4l L 72
%, mEMHNEFEL CWZEBESDE S L. UEo
FER %, TR RO IE 2 MW 5 7o IO T L CE M
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(R
¥
Y
&

L7238k E 77 A~ EmotrikE (ICP-MS) |
LR ORERLEADETHET S.

2 EERAEX

2.1 =

SIRTEOPERERMICIE, AR & U R W E
NMIJ CRM 7402-a % 7 fa Ak R (f b SR 3RGEH 36.711.8
mg/kg, ABFRAEE (BEFE & L7T) 355*=1.8 mgkg) %k
L7,

WL TWEEN E LCanME s e (U g,
< T, TV, AN, wH A, USRI TAF, Y F,
ANAALT) OFRAEE, Wgr =) ZREHE 3548
WM oFERS [BE 5 &) 7 BEAFL, HEMLLT
REE L7z,

2.2 HERUHK

#E 7K : ADVANTEC ¥ (#F) 8 ULTRAPURE WATER
SYSTEM (Z & v #3E (bhiK$H1>18.2 MQ - cm, TOC<1 ppb)

i - BEEIbY (BR) B AHRE 1.42 GEmiEREE)

Bl BRI (BR) B Rk

0.15 mol/L F¥#% : fijl& 4.8 mL % /K CA B L T 500 mL
ELebo.

3%EFERTRIN 1% 88 - BEBR 30 mL M OViSER 10 mL % A
AR THIRL T1,000mL & L7zb D,

1%fi/: - 2 10 mL & K TAR L T 1,000 mL &
L7=boD.

YL - MMA, DMA, AB, AC [ZFDEHISE T3 (BF)
#%&, TMAO, TeMA I (]) b VU&7 I W Lg%,
b R (1,000 mg/L) , U 7 AEHERK (1,000 mg/L)
EEAE LT (KR BAfEH L.

2.3 BEEBRRDAR

RS v RIS HTE OB SR AR IR, A
ih & B RIK TR, AIRL, MMA % 0.01~0.5 ug/mL,
ZOfh 5 FOAHEE F LAY % 0.001~0.5 pg/mL D&
THHB L 7.

e BoriEOREREERKIL, © REERRZ
3%EEREAIN 1%AHERIC L D AR L,  0.05~5 ng/mL D
PHCHEL L 7=, PNETIERERIE, H U U MEHERE 1%6
fgCAR L 100 ng/mL & L7z,

2.4 BREREEINIWAGRRBROFR

B 2.0g (FeMESIE0.2g) ZEE L, 0.15 mol/L g2
Z 5mL iz, 100°C T 2 BEFEMENL, 30 v & ICHE L
7o, mOsrEE (2600xg, 10 43[E) 1%, KEZ/SELT-.

& ] TR BRAE A, 42, 2017

FRIEITBMK 5 mL 22 TIRE 5%, R OB
LKEAEGDOEDHELZ 2B VIRL, GbhEiKkEs
20 mL ICER%, 10f5AMR L. AL 020 um DA 7
FUTANE—TABLIELOERERKE L.

2.5 HBERITARRBIEOAR

AEF0.20 g ZEREU L CREEE S mL 2%, ~A 7 2
SfREEE (MW) 12 X2 0 fFt, @BHiK TS50 mLIZER
L7z, 2055 I mL Z4H L CHE 03 mL #N%x, &
MiZKTI0mML & L72b & JERKRE L.

2%, MW 2% PerkinElmer #tfl~ /L F v = — 7 %
AL, 500 W T 5450, 1,000 W T 3045, 500 W T 15
S E SRS E L.

2.6 AMEERVAESEH

Bt BRI D= LC-MS/MS Il E S L
LT, fEAMEEEOHPLC &hE2R 112, 4 4R T
A—HEFR212, {LEMT L OA X AMLSHEEE 3 IR
T £, REBSTOEDHO ICP-MS HIESM %2 4
R

® 1 A FRER AT O S & O HPLC A

HPLC Agilent Technology

1200 Series
MSMS ABSciex 4000QTrap
HPLCH 2 % 4= CR1:50 (2 mmx* 150 mm)
BhA 0.1 %=
BEHIB 0.1 %EEET LR =R /L
ViEIH 0.2 mL/min
AV B 99 % (0~1.5 min)

—B 1% (1.5~10min)

HEAR 1 pL

F2 A RENDHTA A R T A—H
4424 CUR CAD IS TEM GSI GS2
F—F (ps) () (V) (C) (psi) (psi)
ESI (+) 10 8 5500 700 40 70

®3 A FE ST OA A AL

AN Q1 Q3 DP CE
t&w (mlz) (miz) V) V)
MMA 141.1 90.9 46 31
DMA 139.1 90.8 46 27
TMAO 137.1 121.9 66 25
TeMA 135.1 119.8 61 25

AB 179.2 120.0 66 29
AC 165.2 120.8 66 25
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3 HERRUEBR

3.1 EETRIEDHTE

0.001 pg/mL X% 0.01 pg/mL OFEAEVEHL % 10 [B]f#E 0 K
LHBIE L, B — 7 R OEHERF 2D 10 5% %ﬁﬂ?&%ﬁﬁ&%
THZ LR VHEE LA e FIEEBHNSHEDE
FRAEIE, 0.04~1 mgkg TH-o7l=. F7z, éaﬁ%ﬁ%‘{ﬁz%
10 EfR IR LUIEL, /A R@EOEERED 10 {54
REHREHA T2 LICLVHEE LR EBSINEDE
w FIRAEIL 0.06 mg/kg Th o 7=, Hik e FIER DAL
TR HHEAEEE 0.01 pg/mL O u~< F 7T AEK |
W2, MO LHEOKBROHE LI-ER FIRMEEZER S
R

# 4 ¥ FEHHTO ICP-MS &4

A ICP-MS 7700e
(Agilent Technology £ )
RF {7 — 1,550 W
7T A< H A (Ar) 15 L/min
Xy UTHA (Ar) 1 L/min
IS H A (He) 4.3 mL/min
WEE—F Het— |

ek
ek CEEED

P YR
As(75), Ga(71)

& i TR BRI, 42, 2017

3.2 SHED MRS

FRRERE D —[El 3 HTHE & AB 1At 5 S T 7 RREEfE
LB LIS R G, AR BRENOITIED AB %%t
G L LEEEIT 8% TSN,

N TF20gIC 6 DAL FLEWELA 10 ng N7
D2 TR ZREL, TOORENLAHE
FERERI S HTIEDOEICREZRGE L2, ZO/EE, TMAO
DR RIT 13% & K> 725, MMA, DMA, TeMA,
AB, AC OFRINRIL, TNZH 61%, 47%, 116%, 110%,
85%, &72 0, BB EINETH D 100%IZ FLIATITY
mf‘&;ot 728, ICP-MS % AW\ i-# e Fodrikic
W, REEREIOSHIRE R D EEN 102%&%%;133
i, £72, "< T 020g T FEEE L Topg &7405
b SRARVEVAIR 2 N LA i Lf_/ﬁbuufwr@ THTRE RN 6
1Z, [EUERDY 109% & 72 o 7o, FRAERERAERE AT IC

$ DB R OGBS ATIC L D RIS 2 6 12T,

At BB SITIEICHE > T~ T LB Lz
EIRIZ 0.1 pg/mL L 722 X 5 Bt FEW OREHEEIR
EFRMLCHANEL, BoncllEEE HERELOE:
KO- FER, MMA TiX 103%, DMA TiX 114%, TMAO
TIX 37%, TeMA TiE 112%, AB TiX 110%, AC Ti
3% Tholo. ZIOLOFERNL, TMAO TOENLFEN
&< 725 EERIL, LC-MS/MS HIEIZI T 5 3BHE kD

XIC of +MRM (13 pairs): 141.147/30.900 Da ID: MMA_1 fom Sample 50 (0.01mg/L-10) of 20160728_As_CR1-50.wiff (Tutbo Spray)

730 5.13

500

T
026 110,138 185 220 249 342 427 495 v £.01

ﬁfZ :]»21 804 855 032 958 991 10441119 1160 12

Max. 730.0 cps)

MMA

A At

10 20 30 40 50 60

70 80 9.0 100 110 120 130 140
Time, min

B X|C of +MRM (13 pairs): 139.134/80.800 Da ID: DMA_2 from Sample 50 (0.01mg/L-10) of 20160728_As_CR1-50.wiff (Turbo Spray)

8880 522

5000

233

Max. 8880.0 cps.

10 20 30 40 50 60

70 80 8.0 100 10 120 130 140
Time, min

B XC of +MRM (13 pairs): 137.074/121.900 Da ID: TMAO_1 from Sample 50 (0.01mg/L-10) of 20160728_As_CR1-50.wiff (Tutbo Spray)

7130 605

5000
047

172 229 302363.381397 502

Max. 7130.0 cps.

TMAO

10 20 30 40 50 60

70 80 20 10.0 10 120 130 140
Time, min

B XIC of +MRM (13 pairs): 135.114/119.800 Da ID: TeMA_1 from Sample 50 (0.01mg/L-10) of 20160728 _As_CR1-50.wiff (Turbo Spray)

Max. 7730.0 cps.

7730 828
so00 TeMA
14,88,
10 20 30 40 50 60 70 80 9.0 100 110 120 130 140
Time, min
I XIC of +MRM (13 pairs): 179.172/120.000 Da ID: AsBe_1 Max. 9.5e4 ops.
AsBe_1 from Sample 50 (0.01mg/L-10) of 20160728_As_CR1-50.wiff (Tutbo Spray)
556
9.5&4.‘ AB
0
10 20 30 40 50 80 70 80 2.0 10.0 1.0 120 130 14.0
Time, min
B XiC of +MRM (13 pairs): 165.151/120.800 Da ID: AsC_1 from Sample 50 (0.01mg/L-10) of 20160728 _As_CR1-50.wiff (Turbo Spray) Max. 8260.0 cps.
8260 8.15
. 5000 J /\ AC
00
o X
10 20 30 40 50 60 70 80 20 100 1.0 120 130 14.0
Time, min
\\ P = /\ N - F S Y;‘;»J‘ A
1 At e IR OIS BT BRI 0.01 pg/mL D27 o< 27T L
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5 AR RIRERI D HTIE K O b BT iE o E & T IRIEHEE

MMA DMA TMAO  TeMA AB AC NS
FEVER RIS b e

0.01 0.001 0.001 0.001 0.001 0.001  Zo3tERVA;

s 1 H  0.008037 0.001767 0.000710 _ 0.000851 _ 0.000715  0.001712 _ 0.000022

201 H 0.010157  0.001407  0.000773  0.000783  0.000679  0.001781 0.000020

3= H 0.009081  0.001362  0.000692  0.000902  0.000663  0.001641 0.000018

EIERE! 0.009994  0.001182  0.000554  0.000860  0.000669  0.001711 0.000018

S5[EH 0.008510  0.001182  0.000637  0.000749  0.000645  0.001647 0.000017

(EE 0.008543  0.001003  0.000712  0.000843  0.000635  0.001657 0.000016

UGEE 0.007728  0.001003  0.000591  0.000792  0.000607  0.001714 0.000015

8 H 0.008624  0.001033  0.000682  0.000885  0.000519  0.001651 0.000016

G RE] 0.006945  0.001092  0.000536  0.000783  0.000578  0.001705 0.000015

1051 5 0.006700  0.001227  0.000706  0.000809  0.000658  0.001674 0.000016

10> 48 HEffR 22 0.011428  0.002363  0.000771  0.000499  0.000562  0.000437 0.000023
AUBHE FEHA ST L 7
Ef TR (mgke)

1 0.2 0.08 0.05 0.06 0.04 0.06

&6 ik OPERERHM

MMA DMA TMAO TeMA  AB AC  jae ¥k
FRALREHC L o HEEEE (%) “) “) ) ) 78 “) 102
BIIECEL D RIER (%) 61 47 13 116 110 85 109
(-) ; WBAEMEZ: L
AT R DA MU EL LB 2 bz, £72, MMA F#7 faNEREROREN L FERE(EELLT)
R U8 DMA OHIGE TlEA A ALILE R R D an-o 7 MMA DMA TeMA AB  AC @t
TEMD, ThD 2EAMOEILENEL 72 5 EERIT, R S
BE S OIS RIMED o T2 LB X B w7y o O o 18 o 28
AL -) -) 0.25 2.0 ) 3.4
3.3 BEMBHONH B S S S
2.V ITRTBEDIZONT, FIENEAD > 72 TMAO - ) © o 42 © 7.6
RS SHOABRE FEAEM AR E RO £21T - 72 ANAAT () O (O 52 O 83
(£7) . RITH S WEOTSTH D AB 2RI S, O R TIR ek

BEIZTEHREL LT 0.86 mgkg~52 mgkeg Th o 7-.

Uneyama H A FE & DAL HCHE I NZANEHD _ z = TeMA
AB BT EH# L LT 025~16 mgkg THY ", AEHO g ; AR
SR Z ORBENTH 7=, E1=, A/ULnD TeMA 7S g 5 m i % —
B S, WEFEHRE LTS mgkg ThoT. a3 ) - N
FSHEOBIER £ KWL RO e RE LR 21cR T, B o |
WFROME S AB B E RRO s HRES Eb T 8 L El | " ® B B
o AEORBRIIHES LI 1 REF oMM LIz b 0T F 9 3 5 3% Z % 0%
B0, FHLL € FREOBIRIC S KT 5 72512 3R R SO S
EH0 L TR 1T 5 LB B 5. %

—Ji, WETORELTHLIIBE I LIV TE, A 2 fEhoREY L FRE (bEL L)
e R bEWs i e FREZ 7T BVWITh b ER
FRAEARTE T - 72,

NZTC—MMRREHLTHD.

ARFGEE, — 8B % R 27 R AR 57 i B R A
& (B EN LA 4% VSR EYERIED Xk
Al & £ OFIERFICBE T 2078 XV ERLZ. ¥ 1) C.uneyama et al. : Arsenic in various foods: Cumulative
7, RBFENRILE 53 MA RS DS ES data, Food Additives and Contaminants, 24 (5), 447~
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534, 2007 FKIREIZHOWT, E3EeEAEEFHIT RS TES
2) FUEE I, fh @ ATIE CRES R AN EY O FIEAE, 76~77, 2016
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WO D fEFRE £ i D i R
BLIRF S - ARG - BT

1 ) AR A BB TR TR 227
Disintegration Test of “Health Foods”

Shiho HAMASAKI , Akemi MUTA , and Etsuko MIYAZAKI
Health Science Section, Fukuoka City Institute of Health and Environment

L3
HERORFHEE ZIZE L2 D 5 5, REMEERMUSI O R MIL, 1TEE T 2 R
(CAF, BEERS) EFER TS, ERRIE, BAERES GMP ObhDEEL LRy, if

D& 2 WIEE B OHE R MBS EER RN, MBI ERHL L TFRIND.
T, BAHRG IR ST ERE S O R R R O E L VT, mRTNCA L
FEFER L 21 AR DML D RIERE 21T o 72, ZORER, MK O N 7 VA 7 IS E R 2L
MIZETOREPRE L. —5T, 824l 13 BIRD 5 5 10 BRIFLOAA] 1 BRI, BUERFLN
WCHAEE L2 0L SER O B, REE LHE LTz, BRI K 2 REMEOZENTD Hiv, —EBO/EE

BihlE, FIRL THENTHREETICHIMCEEE Sh o aTREES Z 2 b,

Key Words : fi#5% Disintegration Test, R Health Foods, 7 7Z/L#| Capsule,

gEAl  Tablet, FLAI  Pill

1 LI

AR, BERECHTT 2 BL AR F 5 CREFER SO H
DEEZ CTED, BEHENREINIFLHTETE
D, AR CTHOEAL 25 4R 5 X 0 R S O E RS O 8
FREEELTND 2.

fEEEAMIX, BT RARIREROBRE LW Z &
NEL, BiaE LTRRNTHRIRENSICE, 27 td
R — EREMETLERD L. EERLOBS,
GMP R HAIKBHFICLY, MEEHIZOWTHENH
D, RERBRCIEHRBR R EARE LTS, —F T,
fREERMIX, EEFEE LY TR, 17 RERMS
D IEREEIAR D AR 2B X FIZHONWT) KO T8
A, B7ENVRERLOZEMEICETIEERMI A R
TA U] BDEAENTNWDENR?Y , FBELHOH TR
MAZHREST D200 THY, M0 2 MEEEHICH
THRBENRRNZD, REIEL2ERH DL L TES
5. 22T, BAERBHICHERL-FEEZRWT, #
FER SO BN D EREF R 21T - 7.

SERE 27 AFEE K ONFERK 28 AREEIC R IR bl oy DI D 72
DA LI @EER 21 MIERIZ W CHAERER & 520 L
TDOTINERETS.

2 ZEBRAE

2.1 =¥
K 27 AR K ONEAR 28 4R FEICAR [ TN CTREA L 7258
R K OV B R ORERER L 21 iR % Flv 7z,

2.2 %E
ARG W ILPESER NT-1
EEEGE o NAUBERIE LG

2.3 FRIRRBRERUHIEAE

L OE B ARSE R 7 - AR R B k- B i A s HE U C
FEHE L 7= BIED 5 B 7 EAKNE 20 4y, BEANT 30 45,
HLANE 60 43 OHUER I LI HAEE 4 5 0 2 iesB L, i 8h
BV T RABNCOIET Uiz, E3ES W E LA E
C, 60MTTHEML, RTHETHALHET LI L L
L7z, 1~2 fE5E2ICfE L WEair s iz 12 2R
BRL, 18D H 16 HLU LAECEA LTI EE L
7=

2.4 MEERER
REHTHEE R CTIEA 220, B BER S O£
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ZRE L. 20 0T THEMEL, T ZRD.

3 RERBERRUEE

3.1 FREEAER

TR L 21 MR (No.1~No.21) 125\ T, HAMRKFS
VCHERL U 7= D7 vk R OVHIE J7 1k % AV C R ERR R 4 520 L
7. TORER, KD S bh FeAANT BIKE, WTTh
HBUER D 20 3 LANIZ 6 6 3 HAEE L, A & F
EL (D . —HEEANT, HERMO 30 5%28E T
HAE L2 WL SER D B, 13 BIRH 10 Mk % R
GEHE LIz, AlS HE LIRS H 8HIR, H
ERFFZ W E TS 6 fHH 6 Ha THERE TR -> Tk,
F7o, A IRIKICOWT Y, BUERFE O 60 /& X T
t 6 fHF 6 [EA T, REa & HELE.

A THERFELLNICHREE L= 7R v ANCs L, BEA
RMANCIE, BEMMZRE THLEMEEZEOTNDEHO

& THORBRAE AT R, 42, 2017

NELHY, BRIZE D AEMICERH D Z EBRD 5
N, T b ORRERBRICES Lo - =i, B
LT HIENTRETTITRIMIHE & 5 FIER DS 2
bir-.

3.2 MWERER

F s MEEEFHIC XD MR IR S (S HE FTRE T
bD. Fiz, BERIKROIARED —EBH B LIZ < W
K& LT, WA OEER O RTEEMD B D D TlER e
ETREL, AR ONA] BRIERZEOHOIEFERLS) 13/
IO\ CHEFERBR 2 F20 L7=. RBRIT 20 OFT CFhE
L, P ZRD. 2k, AN OWTIE, SEXI6E
FBEHZMER L0, B2EME L.

AEROFER, — Wi 7 BE A = 3K O YRR 4~8kg
LR L, SEBEE D E O DY 7 iR (No. 9, No.l0,
No.13, No.17, No.18, No.19, No.20) b= (£ 2,
Bl1) . L2L, 2FBICEHWEOE L No.9 1L, i
ABICCoEP o EREL, WA LHEL W,

K1 HAEERBRGE R

AR ER
No. I )5 RERR mmi-ER . Ee
(B
1 HT LA [zt 2053 6/6(10%3) BE
2 HT LA SALH 2043 6/6(15%3) BE
3 HT LA SRALH| 209 6/6(1593) #E
4 HT LA SRALH| 2093 6/6(9%3) BE
5 HT LA SRALH| 204> 6/6(85>) bk
6 HT I EaH 2053 6/6(105}) e
7 H7wILE EHH 209> 6/6(2093) BE
8 Eriall S 309> 6/6 (1653) BE EERREERE
9 FEH| iz 2a 1] 305 6/6(2243) HE EERREEE
10 Eriall AL 305 2/6(3093) TEE EEABREER
1 bt EShe ] 3053 0/6(30%3) THEE E{?ﬁ;ﬁ;ﬁﬁ\
12 fEH| BEH 305 6/6(30%3) BE EEHEREERE
13 fridall BEEH 305 15/18(30%3) FEE EEHBRERE
14 i3l gl 305 0/6(3053) TEE BEERRERRE
15 Eridal] BEH 309 0/6(3043) TEE EEHEREREE
16 fritall EHH 305 0/6(3053) THEE BEABRERE
17 sEH| gl 305 0/6(3053) THEE REERBRERRE
18 Eridall BEEH 305 0/6(30%3) TEE FEEREREEE
19 e EHHE 305 0/6(30%3) TEE EEMRERE
20 fEH| BEH 309 0/6(3053) TEE EEHEREEE
21 wE SALH 605> 0/6(6053) TEE BEABRERE
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*2 R R

BERRKe) (RAMEREUVR/MEIZEYDARL)

. = o
No. 20N HRIRELER ! > 3 7 S p P . 5 T FEHIERE (kg)
11 12 13 14 15 16 17 18 19 20
31 36 35 33 29 36 37 32 30 35
8 Fe BE 33
33 33 26 36 26 34 31 28 42 40
143 134 127 114 110 121 122 116 120 118
9 fe#l BE 12.1
12.6 11.8 12.0 11.2 12.0 11.8 12.0 12.3 12.4 11.8
97 120 114 111 90 101 91 104 98 101
10 Fe#l TEE 10.4

10.0 10.2 10.3 11.6 9.6 9.8 9.2 12.0 9.9 11.9

A 52 5.0 4.8 5.6 52 5.6 6.9 6.6 5.4 6.2
12 E7i3]| bk 5.8
5.0 5.4 5.4 5.7 6.0 5.5 52 75 5.8 7.3

A 16.6 16.2 16.6 17.2 17.7 18.1 18.7 16.1 17.6 18.0

13 fEFl REE 17.2
17.6 19.4 17.8 17.0 16.5 16.4 17.1 16.4 17.8 15.5
A 5.0 4.2 4.0 3.7 4.0 3.8 4.6 4.1 4.8 4.4

14 Erig ] TEE 4.3
4.0 4.8 3.7 4.7 4.9 4.2 3.8 4.3 4.1 4.6
A 6.2 5.9 5.8 6.8 5.9 6.0 5.7 5.5 5.8 55

15 Erig il THEE 6.2
6.1 6.4 6.3 7.1 6.5 6.6 6.2 6.4 6.4 6.5

7.4 6.6 7.0 7.0 7.4 7.0 7.0 7.0 6.6 6.2

16 o NN E K E . . i
B A 6.1 6.2 7.3 7.2 7.0 7.0 6.6 79 6.4 6.7 6.9

8.0 8.4 8.3 7.9 8.0 8.6 8.3 8.8 8.8 8.1

17 Erig] TEE 8.5
8.8 8.1 7.8 8.9 8.4 9.4 9.1 8.3 9.5 8.2
A 9.5 9.6 9.2 8.8 9.6 7.2 6.1 8.4 7.8 9.4

18 Fe#l T#EE 8.7
7.0 8.6 9.8 6.8 9.0 10.3 9.3 6.9 9.1 11.6
A 9.7 10.9 11.5 10.4 11.4 12.5 11.1 11.0 11.2 11.0

19 fEF| THEA 11.0

10.6 12.2 11.8 11.3 11.6 10.3 10.2 10.1 11.6 10.3

A 8.2 104 112 122 104 104 124 115 12.0 10.6
20 SEH| THEE 11.0
10.5 9.6 11.9 122 11.6 125 12.6  10.8 9.7 10.8

7.3 7.1 7.3 7.1 32 3.5 8.8 5.1 8.6 16.7

| R ES 3
2 A FaEs 6.2 43 5.6 6.0 8.2 7.0 8.4 4.7 34 3.3 6.65%1E)

20
[ #esscEasfEsn-RE0 TIOEE
57 B mEHBCREA LR RRO THEE
o I
< 10 +
o I
o
_ —BMLREEEES
5 DFIERE
ot H ‘
8 9 10 12 13 14 15 16 17 18 19 20 21
(B%1E)
RIKNo.
B 1 $EH (No.8~No0.20) KUHAA (No.21) DT (n=20)
b R OB T No.13 TH - 7228, No.13 i F77, 20 PHTOREE O F/IME & B Af1E, No.18 1%
HRERBRICES LW b 00, 18 d 15 AL T 6.1kg & 11.6kg TH Y, 2 EOENRBO LN, S5
BY, VHWHEENSOETICS REEARD D, B (2, No.21 & 3.2kg & 16.7kg TH VY, 15 HDENE
FRBRICCHEA S HE LR &, RlEA &pE L i, F—EENORBIEEDIXL2ERNHH LD L
i O SRR FE IR 72 221 33R D b T, A LIz .

FRRPEEZ DD LITE AR Tz
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4 FEH

H ARSI )7 128 EAUVT2 RS O i R vk e OVH)E 2
e HNT, EREEROMMBEEOFERNELITTo 2. £
DFER, BIETFOH 7 EAHITN T bHEE & HE LT
2, BERO—H R OIAER#EE EHEL, BRICES
FREETE D ED D BTz,

S DT, ML EEORRERANDL 20, FEAKRD
FLANZ DU THEEEGER 2 SEhiE U7 fE 5, AEE O m L,
DFRH BN, HAEERBRCHAEE L 720> - 7o R R 23l
THDHEFFE AR T2,

ARBRIZE Y, —HOREREMT, BRLTHENT
AT E O F FHRIMTPEE S5 RN B 2 b i
7. SEANCEA L TIE, BIROR 8 Bl B CRE &
EHIE SN, SERIRRG OB T, A EZES
NTHRNWRERHD EEZONT. BOREESFDIZ
W, A%, @ERMEFHT L LOERESAE LTI OR
P T BRI ICTE A L7z v.

& THORBRAE AT R, 42, 2017

HEE

AR EEWT DD VA R TREE2HEE L
TN KFRFBEI PGB 7 1 — T L~ )L R T 55 B
INIMESR, MOKESRESIRICES - LET. £,
REEFEREOBE I TEE £ LA R0 T OMIRE DO
BRI L E T

Xk

DRGSR 64 5 HLWE R ARER/ S, ¥k
2843 H 7 H

) BHAKZE, fth: LC-MS/MS I & 5\ b 5 fEE A b
DESLFLAST DI, @ TR BB Se AT R, 95~
97, 41, 2016

3) JEA B AN B LA 0201003 & 0 T8ERI, W7k
SRS B O TF 72 BUE 12 4R B EARNE 2 FIz o0
T KO TEEAIL U 7R VIR Bt D AT D 22
WCETAE TSR A FFA4 2] 12o0T, FRk 17
201 H
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MBI TR AICEB T DRERMEE UNER) OB RELORG

R - IR« RS - HAOEZ
e AR BB SE T b 272

Study of the Detection Method for the Allergic substance Wheat
in heat processed food by PCR method

Etsuko MIYAZAKI, Megumi KAWASAKI, Akemi MUTA and Michihiko MIYAMOTO
Health Science Section, Fukuoka City Institute of Health and Environment

EZ8
MBI TR&BICE N, FEFEME (NE) OREBETAZ YV —= 7 RETHS ELISA {ET
%ﬁk%%éhtn%#ﬂb%f,ﬁ%ﬁ%@POR&T&&&&M&%%%%W@%iénfk
, ARV THREBROERIN S o7, T 2T, /INEHIRMAK 7 » % — %% L T PCR k%
TV, NERBEF ORI D2 IMMBDOR ARGt Lz, 2 ORER, BERkiRE. EH-3 2513 Shhi
DNA DOILER A L, Bk HE SN HEIEGMET L2, ZORREO—>& LTNEIZ L 5 DNA
DIFRSOIW AL L HEZE I T2 728, PCRFEATIEIFA HI0T FE L 85 DNA % 2 {5123 2 Fik%
Bt U7z, fesBilBR CRatk & HIE Sz 3550k 2 Mk %, PCRIEZ T 5 O CHhE L7 F5 4,
WY 40% (SIEIF 2 (@) ASEHME & HE Sz, RIS, 875 DNA & 2 5 L7z e btk &

HE SN, 76> T, PCR ORITEEZ L4, 8O0 TH DNA B4 2 5123 2 Fik2S, B
AR & M 72O OFENSHENRFETHD Z EARmR ST,

Key Words : $#/EJF1 ¥} allergic substance

/INZE wheat, MBI T AL heat processed food

AU AT —VE#HKE PCR, =7 A+ ELISA Enzyme-Linked Immunosorbent Assay

1 LI

WEHITRE®RMY P RS KEFEME OhE) ©
WA TIE, 2 FHD ELISA v F2H0n5p 27 ) —=
ATl T AT TR TREX R TENR
10pg/g L BRI S NG a, Bt EShD. 27
U—=V TRETHMEE 20, WETREROMRZITVVN
FOM A EREMN VAT, PCRIEIC & AHERBRANT
bivd. BRMIZIE, WWBET &/NEBET RIS
HPCRETH Z L Lo TND.

AHIZBWT, ELISAICK D A7 Y —= T A& T
P& g T INEIN TR (BEEE+) 23 PCRIC & D ifealis
HTRMEL RBEFND -T2, ZOHEFTIE, REFRN
THR/NEDE KRBIERALTRY, av¥Ix—
UL b, IEEGDEORTOIRE AT
oz, LL, BRMZITEIREOZDICIE, fRHR
THHERICHIEE R DREL FT 50BN H 5. N
MMTREMCBW CXFBEOEFR M S TRY, FROHE
AN T B PE MR HEA T725A1E, PCR O85! DNA % 1

BWL7eh, 774 ~—BEHB LD 325 LRI
BRHEVIERDH D .

FZT, Al NEBEITIMLUIZERZ v —Z i
L, BANCEDE ELISA (5K U PCR EZITV, BEAKIR
BN L B/INEY R E R OB T OB & AT 55
BA 1T~ 7. F7- PCRIEIZHOWTHE 21TV, BT D%
RAERTEOTHREE®RET 5.

2 ZEBRAE

2.1 58

INEEFH L TORWT & 2R LK G dh
koW ), NF—, LA, O, EH (RER
MELENE 75 T—]1 ) .

FRE 27~28 FREICTIN TG S, A7 V—= 7
T &HE SNT2Y, FEaBakBi D PCR {5 CRafk: & f
B SIVIHERE T 2 iR
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2.2 8 E

ELISA |21, ZRAKERFIFEITEE FASPEKIL /N&E (7Y
TVY) (LLF M Fv b EBET) , AR AR
FASTKIT =7 A ¥ Ver.lll/E (LLF IN ¥ b LHET)
Z W2, KITEBHIK %, DNA OfHICITS 7 7 4l
Genomic Tip 20/G %, FEEHKIZF T 7 415 Genomic
DNA Buffer Set fIEDOH D%, o-7IT7—EIEZT
~#1:8, ProteinaseK (%% 7 %7 418 % /=, PCR 121X
BEH Y O3EE Tz,

2.3 &EE

77— R7atyP—:F v g FriEE MK-K48, Y (11.2
emX 133 cm) , ¥ v JIUIF 1 T RASUT o 7 FPER
KM-420, ~A 7 v 7L — kU — X% —BioRad 4§
MODEL680, ~-f 7 1L — k7 # v v —BioRad #L4!
MODELI1575, [E{8M : 4 U348 ALB-22, 7 AT v 7
+14 BI-525, R & 9 8% v~ MEE BW201, Al L
D AR EERT . KUBOTA3700, 6200 %y Y6yt -
Thermo Scientific -5 NanoDrop ND-1000, ¥ —=< /L1
27 7 — : BioRad f:# iCycler E-gel, invitrogen #I:
E-geld%agarose, 77 /L g % # @& UVP 4L BioDoc-It
System

2. 4D

KWy v F—  NH—25g, WOPE20g, IPEE 15g T
L7290k 60g 12, KKy 40g, /NEK 10mg 2D EDKT
B L Enz, L<BRAL, BUIAN, Smm DES
TONEIL. ARLANVEOMBEETH D 100°CE %)
BE L, — R v X—DEERIRETH S 180°C, 200
C, 20CO5MTF T 20 8ERk Uiz, BER%S
HL, 7= F ey —2HTE2EEMELZLO
BB L7z, 2ok 7 » ¥ —ITidvhER 100pg/g,
INER R E LTH 10pg/g =&t

BERL 2 MY, 1w asEmi, ¥t
Li=bozilkle L.

2.5 B D

INEZ R BOSKTEL, B lgZ 2o0% y M &M
W2 ELISA I X W4T o=, /INEEETOSE, 7,
W 28 DOA A URBIEX A T DXy T L
DNA %% 100uL & L, DNA ¥&# D 230nm (BEEH)
260nm (DNA) KU 280nm (& /37 /&) OO % H
TE L7z, 260nm O (A260)7> 5 DNA JRE 2R 7.
72, DNA & X 7B L ORI (A260/A280) K
UNDNA & HEE & OWSEEE L (A260/A230) 7> 5 % 3F
fliL7=. RIZ 20ng/ul & 72 % X 5 1A% L7~ DNA A
B, MR T 7 A ~— kR OVNERAA T 7 A ~—

R T ERER AR, 42, 2017

k& 2 PCRICHE L7z, Bttt Ui, /N2 E
KRICHIH L 7= DNA IR & AV =, 855 DNA 84 2 %1
95 & &%, DNA FIRIRE % 40ng/ul ([ZFHFE L, RIS
BEZ4T o7, PCR FEEMIX 4% 7 H 0 — A 7 )VERIKE)
L, ZARGEISEIC TR LT,

3 ERERRUEER

3.1 ELISAEZ (IMEA DNV E)

ELISA DO#ER, K¥7 v F—2501F, N Fv 3% 10
~llug/lg, M ¥ D 8uglg D/NEL /X7 GBS
L, Wb BAEOHESECIIEEE o7, Bl
SNTNFES R BEORITHE SN D mIREE L
TEY, 2250F%y MNUTOEREEDOZEL, v MR
BETHE RO ERRIR DD THD EEZLNT.
% U, ELISA OfEHR, 100°C~220°C DBERL S TIEE
BEICEEN W ERlbhotz (F1) .

#1 k¥ v 3—o ELISA i

BE AR
100°C  180°C  200°C  220°C
N¥ v huglp) 11 10 10 11
M v b(uglg) 8.1 7.8 8.2 8.2
HE B Bk it B

3.2 DNA #H

K7 v ¥ — 5 DNA ZfHH L72fER, 2
BN 72<, 100, 180, 200, 220°C & HERKIRFE S LH-4
HIFE, UNEN 22, 12, 8.4, 6.8ug & T DA
o (K1, #£2) .

HhtH DNA OHIE X, DNA & & 2378 L OREE
A260/A280 1% 1.4~18 TH Y, mHEL IND 1.8 LV
BEZRLESD L H o705, PCRIIEIFEL TWD &
END 120 & LT, ZICH L, DNA &
HOWLSEE I A260/A230 1% 0.45~0.80 TH Y, EfliE &
END 18 ZREL FTHI->TEY, BEHOBRENR T4
RIEMBED BT, FOHED—>L LT, 0K
7 X —NEE20%DKEOHHELEA TS T
bHDHZ LN ENT. 5%, DNA HhHicisn\Tid,
PCR [HEMEREN 7 LD EBEHT D25 O Kx 2
TRADORECE DT FIEORETO R H 2 &
Eizbhlz (2 .
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DNA 25
I &

20 A1

(ug) 15
10 S
‘111
0 S T T T

100°C 180°C 200°C 220°C JfefkimfE
1 k¥7 v ¥—n 5 L7z DNA OILHE

#2 K77 v ®— D L7- DNA OIE: & liE

DRI
100C  180°C  200C  220C
DNA% (ng) 217 11.5 8.4 6.8
A260 433 2.30 1.67 1.35
A280 2.71 1.28 1.03 0.98
A260/A280 1.6 1.8 1.6 1.4

A230/A260 0.67 0.80 0.66 0.45

3.3 PR RUERKE

3.2 THitH L7 DNA & HW T, BERRIEEE IS & v Bt &
R HEIGICENH DO OGRE B E L, A
TIA = RONERMAT T A ~—%t & Az
PCR K OVEXIKENZ & 25 [HIRRIT L=, ZORER, )
BRADHEIE S R 100% 8 H S A28, IEREO S
VRBBRE SN WERRRD b, BRI LR
HTLIC, B HIESNDHIGIL 88, 84, 84, 60% &
KT L7 (£3) . ZOHEELT, MBUZLY DNA O
SREIW LA T, &7 DNA &35
T, $RE RV B LI RE & D/E DNA
BRI ENRRTHD LRI,

#Z T, PCRIEIZBWTHMIIW b T
VVINE DNA BEEBEMEE52 2B E LT, HH
DNA & 8EEO 20ng/pl O 2 %@ 40 ng/pl £ 725 &
DT L THFEAT o 72, MRITKK 7 v F—H T 60%
LB BMEROE o7 22000k 7 v ¥ —L L
PCR % 10 [B5fT L7=. ZOFEE, IhERMO N RiX
100% 45 H S, BofE &OHIE S B1E132 100% & ES-L
7-.

WA CIE, DNA HiH IS\ CiE 2 -7 £+ 2 &
IIZFH SN TWDH 2, fillt L7= DNA T? PCR DT
Bz IdRe# A 22 <, @ 1 [\ PCR THEETT-> T
5. K7 v x— L REOMBYN T RGOS, Bk
% Z[&3 % & PCR % 5 [IfRERITT 5 FIES, ##71 DNA
BE2HEETOIFEREOLBEEZMA LT, BEL
HESNDOMEN LTI LRI,

R T ERER AR, 42, 2017

#£3 Kk¥7Z v ¥®—D PCR WiahiE R

SR UL E

100°C  180°C  200°C 220°C 220°C

DNAJEE(mg/uL 20 20 20 20 40

WMkiEn (+)  25/25  25/25 2525 2525 10/10
INEERRED () 2225 21725 21725  15/25  10/10
Btk (%) 88 84 84 60 100

AN — —/ N R —

2 HEM M OVINEREA PCR FEM O BSIKE) 7 —
V=V 1,10 : 20bp Ladder Marker,2,3,6,7 : k¥ % —DNA,
4.8 : BHERTIR (ZNZEK) DNA) 5,9 @ Bt i

3.4 EFHTOBRE

ELISA YA TR L HIE SN Ic b b 53, ik
B PCRIETIHEME S HIEINTERE (F—X7 v ¥
—, A3 vT 1) |22V, PCREDRITEIELZ HN
WD FIEROEE DNA &% 2 51252 FEICE 2/
FEIToT.

FT, ENENPCRIE TS HTORE % Fhi L 72 /55,
WL 2B L 2 0, BRI 40% Th o 72 (R 4).
F—R7 v X —OFek S, EE 188°C, TE: 180
COA—T7 L THI6 53 THY, 180CDOKL 7 v X —L
TR CBERIREE LR CTh o 72, K7 v % — & il
L CHMERITE D - 7223, FORIK & L CIRBERIRE &
R LS O RTREME SRR S, — 0, BAayT 4 —
TEBERRSRAE DY 180°C20 47, & BIT 150°C30 3 DAFE 50
SRR L2 DO TH Y, 180COKK 7 v F— L i LT
BERNMED -7 K7 v F— 20 BN RV C
EREEROIKLTORKDO —2>THD LD EHEIN
7-.

Wiz, TRt O #R DNA &% 2 {12 LTI PCR
o2 2 A, WInbEEE o7,
INHORERNS, FREHIB W TH B EROK FE
BRRO LN, TOJRKDO—2FBERIC LD D & HEER
Ehtz. £, FEREHNTEBW T PCR % 5 [MRRERITT S
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FIESUTEHE DNA B2 2 529D FIETHIEE 25 2
L binroTe.

#4 FERBO PCRFEER (n=5)

fnh F—RXT ¥ — BRIAVT 4
BERR IR SRR 180°C/ T 188°C  180°C204%
165> —150°C30%y
ek (+) 5/5 5/5
INERRED (+) 2/5 2/5
Btk (%) 40 40
4 F&EOD

INEIN LA b DFFEFMEE UNE) DMAIZBNT,
Ay ) —=r A (ELISA i£) Tt HIE SN
Lo b, ERRER (PCRIE) TlHXEMELHE IR
LEGINH oI, F T, 100~220°C DBERSAE TRl
LI/ NEBRRINKR 7 v F—2 AWt 21T- 72, %
DOFER, ELISA IETITBERIREIZ L O T2 TORK T
PEEHEENZ. —F, PCRIEICBWTIE, BERIREN
ERFHIZ LM DNA IRENED L, B HESH
LZEIGMET Lz, Zhud, BERIC X D DNA 05fiEX
VXA E 2342 U C PCR O#FHL L 72 0 15 % /N2 DNA 23
DL TNWBZEN—RNTHD EHZE SN, £ Z T, PCR
A IEERITT 5 152, PCR D85 DNA &% @H1E
D2 ECT HFIEL, BHERHE SN DERE EHIED
ZERbholo. £z, 4%, DNAMHIZKNT, L
B OREIZE DTGB IIRF ORMNR H D b
DEEZ BN

e B CREME L HE S EREHI B T 2 RETT

R T ERER AR, 42, 2017

%, BERLOSRIR & HESR SN D BRI LB 5
L7223, PCR & AT 2 L4 DNA &4 2
R 2 FRIC L0 GIE & HE S DRSNS LR35 2
F o PCR ECHERRBRA TS A Z ENHEETH D
N, IEBETERETER2WVEEICE, 2D Off#E
RFEEMAGDED 2 LT, ERSRAERBRZ 72
OOHMDRTETHDZ ENREBEINT.

B
ZORMETICHEY, THHVEIEE £ LG
i X R AR I o & — AR TR L £

Xk

D) HEETREBRD HARE 139 5, BRHRREEIC
DNT, FRL274E3 A 30 H

VHEEITIRE WA THAERE 169 5 [RILFEREREC
DNT] O—EHLIEIZONT, FEaL2943 A28 H

3) FEEIED  MT AT OREFRME UhE) 128
i} % PCRIEDIRFS, (L PAMREEHE 6 55F 15
2010.3

4) JERTE —BRIEA> : A5 ORFE M BN NE R iR A
L OVPCR BT B/ EORKIHRI, f& M i R ER 58
RICATH 32,2006

SYAAREIED : T UAF—WEZFEMEE L TELMNL
RGO DNA BRHEICBET 2R, )RR
Bit v & —WFseil E 50, 2013

OVRHMEIED . T VA —EZFRMELE L CETM
T AR DO DNA RHEICET 2% G52 )
)RR BR BE & o & —WFge s 52, 2015
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& TR BRI, 42, 2017

LA PICEIREIZE 105 BE3RE O HiE O Rt

— L hJL R L —TOMRETA—

WARNEA- « PRIEETE - EFEE T - Wi - R
0 7 A A B JE T (R 7 2

Performance evaluation on Rapid Analysis Method of Pesticide Contamination
in Processed Foods (retort-packed curry)

Junko TSUNEMATSU, Masatoshi FUJII, Yoshinori KAWANO,
Natsumi MIYACHI and Saharu IBE

Health Science Section, Fukuoka City Institute of Health and Environment

EH

WTEE, ML AR~ EHBAREHINEAEL TWAE., Z070, @EEGEEH EOMRERGHR
fbo—8& LT, BEAESHE (UT, BHE] LWo. ) OFEGER DN &R
CEEND BRESORERBIEICONT) P (LA, FHEEKE VS, ) ICHERL, L kb
71 L—I1Zxt U CTIRINEIGRER (0=3) 21T\, PEREFFEI 21T - 7. £ OfEH, GC-MS/MS T, M
BE/XT A —X O BAEE ([EILER 50~200%, RSD<30%, LAF THEM] vwo. ) Ziel
TWALEwEIX 171 T, 20 95 H 159 L EW ORISR 70~120% TH > 7=. GC-FPD T,
HEMZME L TWEEmET 16 T, D5 B 15{LEWDRIEN 70~120% ThH - 7-.
LC-Q/TOFMS Ti¥, BEMEZWZE L Wik &L, BIHEAN R LT LC-MS IZ L 5 2D
—HEOHED TIEN 68, WIEN 16 70, TIEICHA_MIEIZEEMEZBET 2LEwND 7
Moz,

Key Words : 3K pesticide, Vi rapid, I L&/ processed food, A7 m~< ko7 F
7« BT WERSHTEN GC-MS/MS, KOttiEft T A2 v~ 757 GC-FPD,
IR v~ N 7T 7 - RATREIVE &3 EF LC-Q/TOFMS

1 [FLE®HIC MR /2D E RTINS,

ZOX D RBEICK L, BRI, RREEHE OHLRR;

W, TR ~OBEIKREANFEFNEELTBY, F
BR 20 ARSI HPEREER B FITIRA LI BIEA X I RAR
Z (HREY R BAD) (L APEEANEE L. &
HIZ, AR 25 FITIXEWNERREMICIBA LTcw 7 T4
v OCHESY RFBRBMED T X DR EOF AN,
IMTREB~DOHEEEDORENEE D HRICH -T2,

FIZ L 2 BOSE, LRAEREE CRBEE ST
NEEIZRDLEE L2, MTAEMBAINESGAT
F OB KE V.

—7, MT&MT, BEROERE, W, fllikck
ARG & RIS, T BIE L DRI E R L E &
NDH10, EEYE G & Ui RIBRE T E

WEDBAS, MLAELDICEREICS TN DRSS
EEIP ORI T D2 EH AN E LT, k2543
A 26 AEHEAAICLY, REmtEER L. 2L
INBLDOFIEE, HBREMT EIGHETOLERH D T

ERPHREN TS

T, YPrCOREARE B EORAEARTTELO 72
W, T EOREE L e DRk fe iR, R
BETeL MV NI LI L, 3 EEO SRR A AV,
PERERTEAMEASR 2 3206 L 7= > THE T 5.

2 EERAE
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2.1 #H#
BTN TIREEN TS L ML E I L—REAL,
I — (L=t & .

2.2 RAFEZH
2.2.1 BRERERRABREBRRDOER

GC-MS/MS K U FPD JHIR G AR HEER IR « MRORZE T ZE ()
L PL2005 3K GC/MS Mix I ~VIE TN 7 & Ftfisk T3
B BEAW PL-11-2 22 TRAL, 7 N2 H
W 1.0mg/L (SRR L7,

GC-MS/MS K& U FPD A SApfE R A ERR : LRliR G
HERERRE, 7' b 2AWCHEEARL, 0.005~
0.2mg/L DIRFEHIFA & 72D & 5 BRI L7z, Mk
HRERRIRZ, 1% (WNPEG 7% b AW & 25uL A7z
#%, BIROBIEREL A ImL MR 72 b D& L7,

LC-Q/TOFMS 1 & MRS HERSIR - MRpiZE TR
PL2005 f2£3E LC/MSMix4~7 & Fieilis TR 4 =
aF ) A FREBEREAEERZETRAL, AX/—L
AN TI0mgL (A I4 77 ) RF7rus) K.
FT7 A MFY AL 2.0mg/L) IZFHRL LT,

LC-Q/TOFMS 1 V£ Atk R Ve AR R « LECIR O
YRR E, A4/ —VERAVWCTHEBEARL, 0.001~
0.02mg/L (A XX 77V R-F7ra7SYR--F7 2R

b4 A 0% 0.002~0.04mg/L) DR EFTH & 72 5 X 5 B
AICFRR L 7.

LC-Q/TOFMS I E IR A A HERSIE - MRRI3E TR
PL2005 LC/MSMix8~10 &2 TIRA L, A%/ —1L&H
W 1.0mg/L ICFASRL L7,

LC-Q/TOFMS I V£ FA sk ReAR AR Rk AR HEIR « LECIR A
WERIRE, A4/ —VERAWCTHEBEARL, 0.001~
0.02mg/L DOIRFEFIF & 725 K 9 BeBEAI RS L7z,
2.2.2 TOhERFESE

GC-FPD I RT i@ FIEHES, : 7 == kT A,
FNTRA, rrua b UKRR, wT53FF, FEHZET
¥ (bR A ARIKIRAHK FA-3 , RESTEK 18 GC
Multiresidue Pesticide Standard #9-OPP, 4~ ~="C DL UE I 1%
PR A PR T & N Tz

1% (WNV)PEG 7 h iR : R =F L7 ) a—b
300 CEEJGF8:300 © —flkdh) & 1gfEe, 7k
TI100mL IZA AT v 74 5.

A=tV THT A

FAITHTTh e D= A = AR (2mL)

CI8 T L. ¥V—xb¥ A = A(#K)H InertSep
C18FF(1g/6mL)

GC/PSA 1 7 I @ P—T)bH A =2 A (KR InertSep
GC/PSA (50mg/200mg/6mL)

0.2um 7 4V H— T KN T w7 HPEWR) S PTFE

& TR BRI, 42, 2017

13HP020AN % ffEH L7-.

HT AHEAR . 7 KT o 7 B PE (B 8 GA200
PEH L.

Z OO : HPLC X 375 R A &2 M L
7-.

2.3 EERUVATESEH
2.3.1 GC-MS/MS
HAZ v~ 277 : Thermo FisherftETRACE1300
HEADEE : 270°C
77 L DB-5MS+DG(0.25mmi.d.x30m, 0.25um)
# 7 NRFE : 50°C(1min) —25C/min—125C —
10°C/min—300°C(10min)— 10°C/min—
310°C(5min)
X ¥ U7 —HAfE : 1mL/min
HEAR : 2.0uL(27" JyhVA ; 1min)
25 WAV BASHTEF - Thermo Fisherfh il
TSQ8000Evo
A & ALEDR : 100pA
A A AbE— F(EE) : EI(70eV)
A A PRIRE - 300°C
A B —T x— R : 280°C
2.3.2 GC-FPD
HAZ v~ k257 : SIMAZU FPD-GC2010 Plus
HEADRE - 270°C
717 A : Rtx-OPPesticides
(0.32mmi.d.x30m, 0.50pm)
H 7 LR 60°C(1min) —40°C/min— 140°C —
6°C/min—310°C(5min)
Xy U7 —HAfE : 2.5mL/min
HEAE : 3.0uL(27 Uy A ; 1min)
R IREE  310°C
2.3.2 LC-Q/TOFMS
ks o~ ~27'Z 7 : Agilent #8! 1260Infinity
AT T I . Waters #H81 Atrantis T3
2.1mm i.d.x100mm, 3.0pm
BEIFE : AWK : 5 mmol/L FEERT =7 A
BiR: 7 h=rU L
TV NS R LIDRLTE.
BT LR - 40°C
A : 5ul
FRATRFRIEVE B0 MR« Agilent £L
6530Accurate-Mass Q-TOF
AFAEROF v 57 U —FEE : BSI
EAAE—R 4000V AA A F— K -4000V
AT T AYHES) 50 psi, FkEA A 10L/min (280°C)
3 —AH A : 12L/min (400°C)
T AH—EE 130V
A% #PH : m/z 100-1000
V77 LU AT A
FEAFE— R
BAA L T— R

121.0509 K& TF 922.0098
112.9856 K& Tr 980.0614
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#1 LC-QTOFMSIZ kA7 S5 = &fk

IRFfH A B biBEd
(min) (%) (%) (mL/min)
0.0 100 0 0.2
10.0 100 0 0.2
20.0 10 90 0.2
33.0 10 90 0.2
33.1 100 0 0.3
45.0 100 0 0.3

2.4 HARBBROFAR

RO 7 a—F v — b & 1 ITRT.

P TNV RICOWTE, GRS I H R AERICR
TESHSICBI 2V ATREME D BB L, [E554 R
HE2 D12 Ar—d 5g & Lz, MR cHWS
il = TV & MoKEREE T b Y U AIZDOWTH A —)L 4
UL, MHBEE T o7z,

FERUBAEIZ DWW TIE, JE9748 O R HiE-2 ICHEIL L
TIT-o7-.

2.5 MHRERFMMEKER

L v b L—iZB T, OGC-MS/MS K& T GC-FPD
i, @LC-Q/TOFMS I3/, GLC-Q/TOFMS LMD
3FEERICOWT, EALEIEHIRE 0.1ppm 12725 L 5 1T
WONEEL 3 @2 U7, InseHI Y v 7 v o RS
DOBEL RN L D 40°CREE ISR AN HAERL, K10
7u—F ¥ — MIPEWSHT 2TV, HEEEAIZIEVRR
PE - BURE - PMTREE A L7z, £z, MEHOET
FBEICONT Y, REBRIEOGEHEMERE S U CRE L
E (n=3) 1T\, RSD>10% CTARTZ Y XN KEWLE
W, PRI GHALT.

3 #HBRRUEBR
3.1 GC-MS/MS T EaEEL A ERIER
GC-MS/MS Tif, B3 265 LEWITHONT, HRIMNEIL

R (=3)&1T>72. # 2 IZ&BINRFEFHE O SEE % 3

#2 GC-MS/MS } " GC-FPD TOEIULRD 555

& TR BRI, 42, 2017

1 g [BOFBe Q00mLF—AE—H—) |

—WEgETF L 1EIE40 oL, 2 - 3[E H20mL
KRR M) U5 40g (IEIHOA)
[FEVTA X (UelH2~35T, 2lH AL |

JEIEY:]

[ FEm=T
R F L YR
5| Al

[£Z& (oonl)  (BE100aLIEEAE) |

2 M [Or4Yotn7 s @mD |

3O TER G - Rtk

Q7 AV Eh7 5 @2ml)
(2C18FF (1g/6mlL)
36C/PSA (50m g /200m g /6mL)
O, @, @% LA bRl

— (1) 20uL7 ¥ b=k UL fLE
i 1 285

7t b4 10nL

;

ayvFy4va=vs

[ Q7 A v EH7 5 (2ml) @CISFF (1g/6mL) #1349

|@cc/PsA (50m g /200m g /6mlL)
[ () toml7 & ko Bl
[ A& ZHS Gomlfv 77 A=) |

ZHHHE (T+10)

[ wligRE (40CBUFC. B |

I
(EFT R E AT L) s |

B
7 by 1.5l

EIrEs ke
GC-MS/MS GC-FPD

<50% 6 0
=50<70% 12 1
=70<120% 159 15
=120<150% 0 0
=150<200% 0 0
>200% 0 0
AT 171 16
(50~200)

|
I
1
[ 1
AT AA4T7L ]V [ 0hmL HE
1% (w/v) PEG ! (1omL1B
T I 12.5uL | SR AEIRE)
0.5mL vl 0.5mL sl | ! |
! TR 2
U —#ny 7100)
NS /WS R RTATE CC_FPDRRTAT : A —
X SV 2. 5ml
TER
Al
0.2um7 4 NVE—)
|
1.C-Q/TOFMS
RBRIAIT

K1 REBEREHAMO7Ze—Fv— |

(2 BB 2 U7 iy O MERERTEA BB RE R (T-¥fi)
R INBDEICHOWT, HHER TR SN PEEE
NF A= OBEEE (BEI#E 50~200%, RSD<30%,
DT TR L v).) & LR, BEEEWHS
L TWIAbEWEIE 171 T, 2D 5 5 159 LA DEIL
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& TR BRI, 42, 2017

#3 GC-MS/MS T HAFE AL L 72 plsy OVEREFEAM BB R (E2E)
vV R CV Rl vV EIE

bt (%) () =] (%) &) bt ) ()
alpha BHC 8.0 67.2 Disulfoton 54 7.0 Omethoate 8.8 88.5
beta BHC L5 102.7 Edifenphos 4.6 8LS Oxadiazon 39 80.1
gamma BHC 8.3 74.6 Endosulfan,alpha- 179 70.1 Oxadixyl 10.1 87.5
pp_DDD 15.9 76.7 Epoxiconazole 59 903 Paclobutrazol 50 94.4
pp_DDE 11.1 90.8 Esprocarb 72 86.5 Parathion ethyl 8.6 98.8
pp_DDT 9.4 90.1 Ethalfluralin 50 789 Parathion methyl 4.0 84.6
op DDT 9.6 89.2 Ethion 9.9 92.5 Penconazole 5.8 93.6
Acetamiprid 44 88.4 Ethofumesate 47 90.3 Pendimethalin 82 90.7
Acetochlor 74 873 Ethoprophos 4.1 62.2 Perthane(Ethylan) 8.4 86.6
Alachlor 2.0 85.2 Etofenprox 78 86.3 Phenothrin 1,2 28 88.3
Aldrin 10.7 712 Etrimfos 39 81.9 Phenthoate 10.8 9Ls
alpha_Chlorfenvinphos 58 95.6 Fenamidone 8.0 817 Phorate 8.8 64.0
beta_Chlorfenvinphos 3.0 84.8 Fenamiphos 120 90.6 Phosalone 193 79.3
Ametryn 37 92.8 Fenarimol 5.7 9.4 Phosphamidon 5.6 94.3
Atrazine 10.2 9.3 Fenchlorfos(Romnel) 13 7.1 Piperonyl butoxide(PBO) 5.6 88.8
Benalaxyl 9.8 9.4 Fenitrothion 94 80.4 Piperophos 6.9 92.0
Benfluralin 9.1 80.1 Fenothiocarb 23 90.9 Pirimiphos methyl 55 91.0
Benfuresate 9.2 88.2 Fenpropathrin 123 9L.6 Pretilachlor 78 85.3
Benoxacor 6.7 86.9 Fenpropimorph 39 90.3 Procymidone 1.9 92.8
Bifenthrin 7.0 89.5 Fensulfothion 140 7.9 Profenofos 120 80.0
Bitertanol 1,2 6.4 922 Flamprop methyl 9.6 873 Prohydrojasmon 1,2 59 83.0
Bromacil 43 823 Fluacrypyrim 92 85.1 Propachlor 13 67.6
Bromobutide 6.4 111.0 Fludioxonil 139 88.1 Propanil 27 93.2
Bromophos methy! 19 83.7 Flumiclorac pentyl 9.6 82.4 Propargite 1,2 11 84.7
Bromopropylate 58 93.7 Fluridone 6.5 87.9 Propazine 6.7 100.0
Bupirimate 12.0 96.0 Flutolanil 43 88.2 Propoxur 135 63.4
Buprofezin 111 90.5 Flutriafol 34 98.5 Propyzamide 39 99.8
Butachlor 3.0 91.0 Fthalide 94 85.0 Pyrazophos 13.1 5.1
Butamifos 58 93.5 Furilazole 16.1 83 Pyributicarb 5.6 97.9
Cadusafos 47 77.1 Halfenprox 8.8 92.8 Pyridaben 6.7 914
Cafenstrole 215 7.4 Heptachlor 9.6 7.0 Pyrimethanil 5.1 81.7
Chlorbenside 8.0 7.1 Hexaconazole 5.0 84.4 Pyriminobac methyLE- 6.3 714
Chlorbufam 6.2 9.8 Hexazinone 4.1 913 Pyriminobac methylZ- 117 81.5
Chlorobenzilate 10.4 84.8 Imibenconazole desbenzy! 109 89.5 Pyriproxyfen 6.1 87.1
Chlorpyrifos 32 89.2 Iprobenfos 79 9.4 Pyroquilon 33 88.5
Chlorpyrifos methyl 19.9 71.8 Isazophos(Miral) 6.4 914 Quinoxyfen 6.3 75.0
Chlorthal dimethyl(DCPA) 104 794 Isofenphos 5.1 84.5 Simazine 5.1 94.9
Cinidon ethyl 18.6 527 Isofenphos_oxon 35 88.9 Simetryn 54 9L.6
cis_Permethrin 0.8 95.8 Isoprocarb 53 64.4 Tebuconazole 72 89.6
trans_Permethrin 5.1 91.4 Isoprothiolane 8.7 91.6 Tefluthrin 8.6 92.9
Clomazone 59 86.7 Isoxadifen_ethyl 43 90.4 Terbacil 6.3 98.7
Cyanazine 1.1 91.7 Isoxathion 25 89.9 Terbufos 9.1 743
Cyanophos 20 78.9 Kresoxim methyl 83 84.6 Terbutryn 1.9 933
Cyhalofop butyl 10.4 89.8 Lenacil 8.4 93.4 Tetrachlorvinphos 48 86.6
Cyproconazole 11.6 88.2 Malathion 55 88.2 Tetradifon 114 83.9
Demeton-S-methyl(Methyldemeton) 8.8 544 Mecarbam 59 91.9 Thifluzamide 73 715
Diallate 12 137 65.0 Mefenacet 9.3 86.8 Thiobencarb 10.7 88.2
Dichlofenthion 49 819 Mefenpyr diethyl 83 86.8 Thiometon L7 69.5
Dichloran 36 82 Mepronil 73 94.8 Tolclofos methyl 6.5 843
Diclofop methyl 36 90.3 Methidathion 10.6 82.1 Tolfenpyrad L6 95.8
Dicrotophos 58 1033 Methoxychlor 6.6 93.2 Triadimefon 44 9.8
Dicyclomet 1,2 3.0 94.7 Metolachlor 44 89.7 Triadimenol 1,2 10.2 88.9
Dieldrin 13.8 67.3 Metominostrobin,E- 6.5 88.1 Tribuphos 4.0 87.9
Diethofencarb 22 94.5 Metominostrobin,Z- 83 88.2 Tricyclazole 8.1 84.0
Dimepiperate 47 91.5 Mevinphos 23 65.9 Trifluralin 109 80.9
Dimethenamid 15 86.3 Monocrotophos 57 103.2 Uniconazole P 135 7.2
Dimethoate 22 115.5 Myclobutanil 15 71.9 Vinclozolin 8.7 88.9
Dimethylvinphos E,Z 59 89.7 Naphthylacetamide,1-(NAD) 22 93.9 XMC 7.6 1.6
Dioxathion 20.1 84.8 Napropamide 14.6 85.0
Diphenamid 8.9 89.6 Nitrothak-isopropyl(Nitrothal) 5.6 97.1
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N 70~120% ThH - 7=.

AR EE 0.1ppm (ZxF L, EINEROFRAKIL 50% Tdh -
7ole®, WM OR T AARE 4 0.005mg/L IZFGE L7z,
OB, IWNERAERFCA T2 BEY O ISR
DB TR XL VIRVEETHD Z LD, Huk
LEE (n=3) 21T\, (L& DR 2 R Liz.

ZOFER, 53 {LAWITOVTIE, RSD>10% T/ATF Y
XNRKRENS T2, BEREE L TAEIORMERZ)>
BA L7228, FMEIERER(n=3) GUIEMRE : 0.0lmg/L)
DFER 50~200% TH Y, D H 5 47 {LEW D EILERIT
70~120% Th > 7=. FHIIRE 0.1ppm I%, SMESHHE
PRENTNDEBEOFT TR O/NSRETHH NI T
VRAOAMESEAR (0.001 mgkg (KE/H) &AW
ZEnh, SEOBRETHRERE L ol fbBEWD S H
Bl =R 50~200% D 53 {LEMNZDONTIE, EMERRE L
THKWE OHE R TRERILEM EE 2 DT,

3.2 GC-FPD T rEFHEFERFER

WMHTCO FPD IC X DAY U REEKOHHIE, £< D
Y CRBEEE —EICHET S -ICl s
RESTCK #:#0> Rtx-OPPesticides & L T\52 . Z
D715 LIE EPA £ 8141A HLE D 53 fi53 MM IE FTRE T
5. BHAEITRER LT O 18 hH T o T, [FIEMERGE
LT, BNEREE DR &b VERFHZOHT L, [EIY
REWRT DL LTS, £2C, EINENGRER %
TUHIZ N T & D MAMRS & T 5729, GC-FPD Th,
GC-MS/MS & R UIRAIEMEIR A L, ECEAEfERE L
7=

B EBECAWO RT FEEIZOW T, 4 FXEO
B (Z7z=tanFtr, TATHRA, Zaat’ ik
A, =TT ) OHEIEE & DI, Restek #:00 Pro EZGC
Chromatogram Modeler % FV 7z Rtx-OPPesticides TD1k
AWD RT 1H#RE, LB &3 0 Rix-OPPesticides TD
Retention Index fE# & AV /-, ZORER, BEEHEIC X
WRT2MEELZTIAVTARRX, 7o b URA, <5F
FrEEL 2 WO RT ZHE L. /8B, 7==1hn
FA DN TIE, BEEER IRy & x> T
LEW, fBETX ool

FAMHREE 0.1ppm (2% L, EUEO R 50% Th -
Tolo®, MESOR FARIRE A 0.005mg/L ICFRE LT,
ZOREIZE T DR LEAE (0=3) 1T 7ofERIT,
2T RSD=Z10% & BIFTh - 7=, MEEEFHIEER TR
B FRBR(=3)fb R & L C, 2 2 1S4 B RHFPH D pLsy 5%
%, 3% 412 BB A U 72 Ay O MERE R AR BRI S OF
W) 279, ZROOEICHOVWT, AEMEAEMELT
W2 RRATE 16 5553 T, ED 5 6 15 4y ORI 70~
120% TH - 7.

& TR BRI, 42, 2017

# 4 GC-FPD T HARMH 2 i L 72l O PERERTAiRABR

il R4 fiE)
o RT cv s
i teamn o G Mt
10.95 Mevinphos 3.1 74.9
12.45 Ethoprophos x 34 85.7
12.53  Phorate X 7.5 76.3
13.66 Diazinon 43 95.1
13.83  Terbufos 4.1 87.7
13.96 Fonofos 54 95.0
14.42  Omethoate X 2.4 111.8
15.33  Dichlofenthion 5.0 923
15.76  Monocrotophos X 3.1 111.7
16.31 Cyanophos 34 106.8
16.79  Chlorpyriphos 7.8 106.3
17.02 Fenthion 7.0 104.4
17.89  Parathion methyl X 33 110.4
18.10 Malathion 33 105.1
18.82  Isofenphos 2.9 119.1
21.64 Isoxathion 4.1 112.9
22.39 Edifenphos X 1.5 118.1
23.71 Cyanofenphos 2.0 104.2
23.88 Leptophos 8.7 68.7
24.03  Fensulfothion 1.1 108.7
25.32 Piperophos X 1.6 114.2
26.02  Azinphos-methyl 6.6 79.4
26.27 Phosalone 7.5 98.2

28, RT ZMEE LT 23 D 5B 7, ol
Fo3 TR o e Te OFHIR RN B A LTS, IRINEIGE
BR(n=3)DFE FIT HEME 2T 7= LT, Zh s TR,
AE ORRFCIX D BER 0 TIXR Do 7208, (GRS
PR ZRARFIZIL, BMO(LEWEHEE T 5 TR &
WZ A n, BERHIE THEE TRER LB Th D L E
Z b7,

T, B Y X, AHEY R 39 MlHA S e 57
FEEHIZXT L, GC-MS K& ) GC-FPD % AW = I TR b 2
FOPHFHHEIZ DN THE L TV, AEIOYFTORE
1L, GC-FPD Txif & 72 2 BRI/ OWE L 0D
o Tehs, [BILER 70~120%L5 D 3R D 5 8 1A
X GC-MS/MS OFfEFR LY $472<, GC-FPD TOHIED
FRRRLE L TERTE 2BMAHR S L 5/
LOHE L FRBEORERTH -T2,

3.3 LC-Q/TOFMS T 4 aEEEMEERIER

P T ORGSR O BEEERE Tl LC-MS/MS %
AL TS, LC-MS/MS i, BRIRPED R < mRUE
THHN, {LEMEEICOWTIE, GCMS TIHHENT
Wb EIRTA4 7T ) ORI TRY. —,
LC-Q/TOFMS Ti¥, H#E R L 2{LEWRIEHN FIEET
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H5.

(RGP E RN A LI5S, DHICRRWE %
HETEHZENEETHLHID, ROWEOKBEEE
W2 E DA MRIE N AIHEZ: LC-Q/TOFMS % fv 7z,

Fiz, AR LRV, FOMENRERER & g2 S T &
DA &3 5720, U FERA D7 SRR <A
LCW5 LC-MS/MS &[] CIRAHEHETR & 5Tl 7 A
(Waters #E5¢ Atrantis T3) THiEfL7=.

JE5548 D LCMS IZ L 2 BIEFEO—FKRBRIE (RED)
TIE, RGRIER [EE NEE 2 2O T V—T1250 00
TV B, AEAEEL O AHESE T2 #R)HL PL2005 LC/MSMix 1%
4~7 3 T RS, 8~10 B IEMS TRllEh TR Y,
YETTIEZENENDORGEIELE 2 SO T N—TI25031F T
SHTL TS, Z2ZTHREILPTTONMTH2 & &L,
[ V=it =aF ) A4 FRERZRA LT,
=L, MIBICHOWTIE, LOMS I & % Bk —3
REE 1T (REY) CITH BRI ThT, 2iks bIHE
CotrfEL L.

WESFIZONTIE, O1 %L DEOEREAIERER
20ppb IZONTENZNAF ¥ L E— RTOEA 42 -
BA A DORIEEITV, @Agilent £:0> Molecular Feature
T HR=ARRIZEND Z—F > b A T—HKFE
90%LL EDOLAEWIZ T 2L, @@ THLNTLAEY
UANOFERICEDVEERAY v REERLEZ. Zhb
O~@IZ DN\ TIHE, PEREFHMEER T — & & Hv iz,

T _R—= 2P L0 — R 90% LA oL A&k
X, DIEEA AL 199, LIEAA AL 039, MIEEA A
Vo6, MEAAFY 44 ThHoTz. oB, 1IEEAAF
DI, HIVERFTEAZ T URAIONTHE, |
IR 78% TH - 7203, AlElix MS/MS (2 L D& Tk
ENIATO R T2 72 DFHliR SR o L=,

# 5 LC-Q/TOFMS T D4 [AIV SR 41 FH 0 a5 3%

ik JIRFS
EHIES Posi i Nega | Posi | Nega
<50% 14 0 14 8
=50<70% 16 5 7 4
=70<120% 35 20 10 5
=120<150% 0 2 0 0
=150<200% 0 0 0 0
>200% 0 0 0 1
A AL vE
(50~200) ! 27 17 ’

PEREREMRAER & L CIL, TEIEZNZTR CHIMEIY
R (=3)Z 1T o7z, £ SICEBIRERBOK D HE, *
6 KO 712 BAEE 2 2 Lo L& O REREAT AR B
ROEHME) 27T, SRIOFET, ZhbDfEICDNT

R TR BRI, 42, 2017

FAEE 22 LW b &mEa, THEEA A 051,
LikAA Ay 127, WIEEAAY 117, MEAAL A 9
Thole. TholbBEMDS L, EAF AL F W)
THEEZMEL TS 0N, 11ETI10/bAY, T
TYBEMIFE L. /o T, BEEEmE L Tk
B, TiEN6S, MEN 17 THY, TEICHAD
ECTHEMEEZMRE T 2Ll hot.

4 FEH

TR/ PR EOMAERHTRIE D=, ka2 Bk
o &I HT THIE & R DI EF R Z ST L bV b
HL—IZx LT, JEHEORERHE2 ICERL L,
GC-MS/MS, FPD, LC-Q/TOFMS O 3 T D5 Hrikes %
AW CTHEREREMRBR 21T - 1245 3, LU FOMENME LR
7.

1. GC-MS/MS Ti%, HEEAmE L TWobawEix
171 T, 2D 5 5 159 (LAY DIEIT R 70~120% T >
7o Fio, ABIOECRERE L RoTALEHDH b
[EI R 50~200% D 53 LA OV T, EMERERE L
THRE OHEENATRERILEM E B 2 b,

2. GC-FPD T, GC-MS/MS & 7l UIRAERER A L,
TNTHRA, 7ara b VKRR, v7F 4+ 2E&8 231G
Mo RT Z2E Lz, BEMEZRE L TWslbamEi
16 T, ZD 9 B 1IS{LAEM DRI 70~120% Th > 7-.
728, RT #HE LT 23 D 56 7 ioriy, IRGHENE
R TOEEIORGFTCTIXDBEL + 50 TIXRN 27223, N
EUGRBR(n=3)fE RIL B A2 L TW e Z &, &
B E THEE WREZMEE M TH D B2 b,

3. LC-Q/TOFMS TiX, R AE [1EL TED 2 2D
TN—FNTFT=0, 2 ke bR UoWrECiT- 2.

& NEZFNZFT, Molecular Feature 7 — & ~X— &
B CT—HKE 0% EOIAEMIIDERERA Y v RE
TERCLBIESME L LT, IEA A AL A il ¢ HAEMHE
R LTV H0R, TIETI0/EY, TIETI{LE
WIETE LTc72, BEEZE L Witk adus, 1
EMR 68, MIEMN 17 L7720, TIEICHA_NETHEMmE
T 2LB Dot

XAk
1) EIEEGHERS M T AR TICEREICE TN D R
DB IEICONT, PRk 2543 H 26 B
2) ¥ FR: ¥¥ TV — AR~ NIT77 )/ 3
HEANED PEG BEM O > R R FRE Rk
~OmH, T IRMEEREEJEETER, 28, 74~78, 2002
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3) LEpsE T, REEE, wiE B, Ak i Ta7 4) /ARIRAC, RERGETR, MATHEZR, EiERe, LS

V75 I GC-FPD,-NPD |2 L 583 « RFET DAY ER T, TS, AKILEE S OAAR : GC-MS
VRO LR N, RS 42, 385~ 2 OY GC-FPD % JAV = 00 A bt R iR 2R oo sk o5 A7
393, 2001 BOWRGE, BMMESHRE 52, 226~236, 2011

# 6 LC-Q/TOFMS T BAZfE %3 /& U725y OMERERFMARBRFE R (115 - FfHE)

w747 HE AT 4T HE

CVh  Elsky CV%  Esky OV FElsy
Acetamiprid (M+H)+ 12 98.5  Indanofan (M+H)+ 9.6 549 Acetamiprid (M-H)- 12 103.0
Anilofos (M+H)+ 71 628 Iprovalicarb (M+H)+ 0.9 99.6  Boscalid (M-H)- 21 86.5
Azafenidin (M+H)+ 22 802 Isoxadifen-ethyl (MNH4)+ 71 80.7  Carpropamid (M-H)- 6.6 67.8
Azoxystrobin (M+H)+ 0.7 88.6  Linuron (M+H)+ 128 68.3  Chloridazon (M-H)- 34 100.8
Butafenacil (M+H)+ 35 855 Mepanipyrim (M+H)+ 38 572 Chloroxuron (M-H)- 23 110.0
Carbary! (M+H)+ 50 855 Methiocarb (M+H)+ 129 9.1 Chromafenozide (M-H)- 134 1264
Carbofuran (M+H)+ 40 900 Methomyl (M+H)+ 6.9 519 Clomeprop (M-H)- 18 66.6
Chloridazon (M+H)+ 0.1 90.7  Methoxyfenozide (M+H)+ 113 62.8  Clothianidin (M-H)- 29 94.6
Chromafenozide (M+H)+ 19 933 Monolinuron (M+H)+ 29 829 Cumyluron (M-H)- 20 974
Cloquintocet mexyl (M+H)+ 49 80.5  Nitenpyram (M+H)+ 0.8 642  Cyflufenamid (M-H)- 50 101.0
Cumyluron (M+H)+ 29 714 Oxamyl (M+H)+ 188 82.1  Dimethirimol (M-H)- 26 1115
Cyazofamid (M+H)+ 49 66.1  Oxaziclomefone (M+H)+ 27 868  Diuron (M-H)- 38 106.7
Cyflufenamid (M+H)+ 10.6 562 Oxycarboxing (M+H)+ 12 960  Dymuron (M-H)- 08 942
Cyprodinil (M+H)+ 1.0 889  Pencycuron (M+H)+ 7.6 664  Flufenoxuron (M-H)- 43 109.7
Dimethirimol (M+H)+ 51 879  Pirimicarb (M+H)+ 19 102.1  Hexaflumuron (M-H)- 74 584
Dimethomorph(E)1 (M+H)+ 0.4 99.5  Pyriftalid (M+H)+ 28 90.5  Imidacloprid (M-H)- 23 839
Diuron (M+H)+ 40 84.1  Pyriproxyfen (MNH4)+ 17 73.1  Iprovalicarb (M-H)- 14 123.6
Dymuron (M+H)+ 24 82.7  Simeconazole (M+H)+ 184 523 Lufenuron (M-H)- 25 705
Fenoxycarb (M+H)+ 13.5 56.9  Tebufenozide (M+H)+ 0.9 97.7  Methoxyfenozide (M-H)- 12 928
Fenpyroximate(Etype)l ~ (M+H)+ 22 80.8  Tebuthiuron (M+H)+ 0.1 983 Novaluron (M-H)- 34 95.5
Fenpyroximate(Ztype)2  (M+H)+ 6.3 723 Tetrachlorvinphos (M+H)+ 10.9 68.6  oryzalin (M-H)- 30 652
Flufenacet (M+H)+ 70 67.0  Thiacloprid (M+H)+ 0.8 96.6  Parathion-ethyl (M-H)- 10.6 61.8
Fluridon (M+H)+ 15 86.7  Thiamethoxam (M+H)+ 38 752 Pencycuron (M-H)- 6.1 104.6
Furametpyr (M+H)+ 1.8 89.9  Thiodicarb (M+H)+ 49 64.1  Simeconazole (M-H)- 17 100.6
Furathiocarb (M+H)+ 23 88.2 Thiacloprid (M-H)- 20 925
[mazalil (M+H)+ 23 5.7 Triflumuron (M-H)- 1.0 994
Imidacloprid (M+H)+ 04 79.6 Triticonazole (M-H)- 30 9.8

7 LC-Q/TOFMS C EZH 25l & L7 sy OMERERHM AR B (1% - SEfE)
FVTATHE AT A TBE

OV i CV% sy W% sy
Flumetsulam (M+H)+ 12.7 512 Chlorimuron ethyl (M+H)+ 41 736 Chlorsulfuron (M-H)- 17 602
Chlorsulfuron (M+H)+ 46 672 Penoxsulam (M+H)+ 15 98.1  Halosulfuron methyl ~ (M-H)- 10.6 91.5
Trifloxystrobin (M+Na)+ 43 657 Cloransulam-methyl (M+H)+ 44 809  Penoxsulam (M-H)- 17 88.4
Sulfosulfuron (M+H)+ 36 955 Diclosulam (M+H)+ 52 81.0  Primisulfuron methyl — (M-H)- 10.1 874
Florasuram (M+H)+ 7.6 798 Primisulfuron methyl — (M+H)+ 27 914 Prosulfuron (M-H)- 21 859
Pyrazosulfuron-ethyl ~ (M+H)+ 26 668  Triflusulfuron methyl — (M+H)+ 8.2 541 Pyrazosulfuron-ethyl  (M-H)- 21 82.0
Tribenuron methyl (M+H)+ 19 650  Sulfentrazone (M+H)+ 23 1023 Sulfentrazone (M-H)- 49 66.7
Halosulfuron methyl — (M+H)+ 39 9.8 Sulfosulfuron (M-H)- 23 65.5
Prosulfuron (M+H)+ 03 94.7 Tribenuron methyl (M-H)- 94 532
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Studies on Daily Intake of Pesticides in Foods in Fukuoka City (2016)

Saharu IBE, Yoshinori KAWANO and Junko TSUNEMATSU

Health Science Section, Fukuoka City Institute of Health and Environment

BEETRSBHEORENLER L TV EBEEZHETE T 5720, Kk 28 4EE MM TN % fiiE
LEBMERNRE LT, ~—Fy bRy PRS2 ERO— A BREREZE L=, *1%
BT, FRk26~28 AT TR SN BEER R A =aF /) 4 FREBAIEZ ST, 24 B3
& U7z, PRAR G b VAR R T PN O BBk s TREA L7 167 S BT DWW T T3ERL 23~25 FEEE R

fEHE - RAEMAE (LT m v 7)) | IS,

14 OREAFFSHTEL721%, HEZzZT 5 RMIC

DOWTIL, BEATOI TV LB IAICHE U CREEZITV, SUBHZ TR L 7. T of R, 78 Gk
HEABE) RO R (BE - Bl - O ) O2FEOMNGBIEAKRI Lz, SEEORKM

iz b &I HERELZRH L, —EEFARE

(ADI ) &t L7z & 2 A, % ADI i 0.03 &

V03% ThY, ZEEMERVNVETHD LEX DN, £, RESBRHINTHIRBNT, &
DR HERAMEBI ORI DN T 2 T o7& 25, EEEZEBEA D b DITRNr-T.

Key Words : f23% pesticide, —HEH& daily intake, —HEBIFFAZ ADI, @iEkEk7 o
~ NTT T BT WREESHTE LC-MS/IMS, H AT r~ b7 57 - X 2T MG RSHT

#  GC-MS/MS

1 LI

BMTHRAAHO/REEN L CREREL L OBREEER
LTWD gL, BRI 280F, TTROEO
BRBELEWRRT D ETHEETHS.

A2 SR 1AL 3 AR & 0 [E R - SRR AL
ML Lic~—2 v bRy FREGAUIC L 2 — B
BB E21To T\ 5. ZOREIE, MTAS, FE49,

AT, WK ORI K7 ERAERE SRS, b
@ﬁm% U CEBRICERT 2 BIEEOELZRD 57k
Thd. ZOMEMRL, BREEBCESERTO
Pl RO LVEMORESCRLE L2175 B¢, HERR
RO — BB ARR (ADD 22 & & & b ICHEE R AT
—HlD.

BRETTICBWTH IR 17 FENSFREICSH LT
Y, AL 19 FE LD EED— %‘ﬁ&%mwtﬁﬁ%
ToTETz. Fio, BT E OFIENGEEIZ R E
ﬁ%@%ﬁﬁ%%%w(@%ﬁ&@ﬁ%#E@%%EW
BEHAEL TS, VA28 FEE, Wk 26~28 FICA

e SN BRER x4 =aF ) 4 RRZL A% E
Eie, 24 BERIZOWTHRELE L7=OT, TOMEE
WET .

M L7 BIRIZ oW T, 20RO T — B E1
B OADI & b L ICL RO M EIT o 72,

2 REBRAX

2.1 ##

TN OREHLEIZIBNT, TR 23~25 FEE R
e - A (LT ey ) | BB ICRER
Bhh 167 S B Z A L7z B 2 2 5 Bdmic oV T,
BEATON TV DPHEFIEICHET TREZTWY , &5
BEZ LT TRk 23~25 47 P2 [E R HE - SR A (ETui
7ay7) | OFREIGICHE- THRAE LY L. %
FEO—HERE L ERBARMEZR 1ITRLE.
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F1 —HEIE S EREAR

BihEE - PEmE () Fe AR

1 344.7 BEAOL, B H

2 162.64  /NEWEE, DASE, SV, WHIE
3 32.8 Bk - HUREPE, BT

4 9.46 B - WEYVEIAE, ¥ —, =—H Y

5 59.2 oE, WY, e, T

6 96.67 AR, Vv, RiFEE

7 89.1 PRI, BT 2—A

8 1917 WEEE, HY, O IHE, BER
9 678.8  E¥H, A%, T—b—, JHEACEK
10 71.1 FME CEfES, ), FAkE v B,
11 126.85 B0, KA, B, B, N V—k—D
12 113.0 3, 3—270 b, fEsEgE, F—X
13 89.0 TSR, FEE

14 - SRINY f—F—

*k 23~05 EEE RN - BRREEN (W7 ey)) —HERE
DIE

2.2 HEZ%
2.2.1 LG-MS/MS T HEESE

FEHERR « 2 2 R TEIICHONWT, TEZI 7Y R,
CI)TTTy, NIV IT—), ~NaXURy D 4
BT, BAE LR (BR) , FoslizE T2 (BK) , Dr.Ehrenstorfer
GmbH MOFIEHER AIEFEL, 7 b XET7® F=k
UL TH 20mL ICER UIEERIR & Lz, LFELsto 7
BIIZ OV, MMIBETE () HoRAEEFIR
PL2005 LC/MS MIX 4 XY 5 (%47 20pg/mL 7 & k=
MU VERIR) ZEF Uiz, 37 CORERESL AR R IR
B & -,

TR EMER AR AR - IR ZIRA L, A ¥
J =V T lpg/mL L7225 K9 ICARE, @EAR LR
L7z.

0.5mol/L V »EAFRMER : V v EAKE U UL 527g
RO B KFEHY 7L 3028 #EOVED, KK
500mL (ZEfiR L, 1mol/L ¥ifE% M\ C pH % 7.0 (274
L7k, KEMxTIL & L.

C18FF/ME/KRiiEE T U 7 A% (C18 FF/DRY) I =
F A v—xz V% 4 A (FE) H InertSep
CISFF/DRY (1gl3g) # H L U7 F= kK U/ 10mL
Tarys4va=ry L THERALE.

T7T77 A4 NI—R T I 77y
B 7NVEEE (GC/NH,) =8 T b V—T A 2R

(BR) % InertSep GC/NH,(1g/lg) #H LML HT & F=
UKL= (3:1) IR 10mL T T 4 v a =

R T ERER AR, 42, 2017

VI LTHEALT.

F O ORI - PR BRI A A A L.
2.2.2 GC-MS/MS > #rHEES

FEEIFUR - 22 31737 13 JRIEIS DU T, ARISE T3 (fK)
FUDIRAFEAERE PL2005 GC/MS MIX I~V (%55
20ug/mL 7 b= MY ARIR) EBEA L. 72 TH
LIRS () B OFERE L &, 20pg/mL 72D KD
T M THIRLTIZbOEFH L.

REMER AR AR - SRR EZRAL, 7
TR ROANFY L (1:1) BT lpg/mL &722 K57
W, WEARUMAK L. 2, 4, 10, 13 BLSOREC
ONTIRRY =F L7 Y a2—1300 % 0.025%& 725 &
INTHEIMLI=H 0 (LT PEG & AEYERIEE VD) Zf
HL7.

0.5mol/L U > FERERHK : LC-MS/MS Z#7H & [FIRkIZFH
oLz,

C18 FF/DRY 2 =% 7 A : LC-MS/MS L [REEICHH L
7.

GC/NH, 2 =% 7 A : LC-MS/MS & [RIREIZfEA L7=.

RUTF Lo 7Y a—300 : FE—HRkaEfEHL-.

Z OO - PRI 2 L7z,

2.3 FERVAEEH
2.3.1 LGC-MS/MS
Wik o< 2757 Agilentfh & 12602 U — X
BESHE (MS/MS) : ABSCIEX#:H  TQ5500
BIESRMEIIRIAKLORSITR L.
2.3.2 GC-MS/MS
HAZ v~ 277 7'F&5HTE - Bruker Daltonicsth:
# scion TQ
MWESEMIE, F£6 LOHRT ITRLT.

2.4 RERBABROFH
241 1,2 3,5 12KRU13#
[LCMS I & B3R o —FlBRiE T (EEY) ) |

EONTGCMS (2 & B gk — Bk T (EFED) 2

(IR, @k o (D83, SHEEOMEISEOSE ) 12
HEU CSEhE L7z,
2.4.2 4 10RU11E

WA LY OFEES2E IR E TN L. 3EH0 ¢

(4 BHT 5g ) ITHREEKI0 mLEMZ 2%, n - ~FH225
mLE "~ fafn7 2 b=k U500 mLEMAHAEY
FTAXL, TR =FINVEEZSERLAE L. EREYIC
AFH AT b= h Y20 mLEINZ FEREOBIEETT
W, TR = FUAVBESPETIO mLICER L. L&
OEMEICOWTIE, 2.4.1 L FEDOFETIT- 7.
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#2 HESREFK (LC-MS/MS)

R34 E7 Mg JRIREK
TESZITIR, A4 7wV, suFr=ry, VI)TTTY, % Al 9

FTraFY R, FTANETL, /vy, JxrErfdrA—§,
INT )AL

NIV T —1 A 1
~axRy 7 FREH 1

#3 WEXNREIE (GC-MS/MS)

RIRA EEAYEEEEN IR
TN YRAAFIL, EXa= LT FEXTR, BUIKRAAFI, e Al 6

T ) TANT, ~TFF, TTrar=vr

TaETFR B LA 1
ARIJABREY, FFYIOFIN, DT )af ) —), FTTaF S —), A 6

TV RT =), AT a=)b

# 4 LC-MS/MS DAt

Wk~ 777

R T A Waters £:# Atlantis T3 C18 (2.1mm i.dx50 mm, 3.0pm)

717 LR E 40°C

AR : 5 mmol/L HEEET &= A
HE Bifi: 7% h=hUL

o2 R RN 0.2 mL /min

0% B (0 min)—0% B (1 min)—90% B (20 min)—90% B(30 min)

R
77 vE s MR 0% B (30.1 min)—0% B (40 min)

TR 5ul

BEONE

(RTT 4 7HE) (AT 4 7TH]IE)
A A VAT V—EEE 5.500V -4.500V
A K — AR 650°C 650°C

K5 HREOEESHFEIOWE RN (LC-MS/MS)

No. R4 Ql(m/z) Q3(m/z) DP CE No. B4 Ql(m/z) Q3(m/z) DP CE
1 7E®#I7UFK 223.1 126 76 31 AR B= 0% 493.0 1580 96 31
2 AIF7uSYR 2561 209 71 25 8§ TxzrrEuFyA—| 4223 366.1 81 25
3 suaFr=vr 247.9 58 =55 226 9 TATx/)rABY 4870 1558  -65 -18
4 TI)TTTv 203.1 1292 51 19 10 R~V rIY—1 190.1 163.1 101 35
5 F7rzurUK 253.1 126 81 31 11 ~axivhy 362.0 316.1 71 27
6 FTALFHA 292.1 2111 71 21
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#6 GC-MS/MS D&ff

HAa~ NITZ7

A AR E 280°C

B F A TIOULY ke Ty ) aY—4H DB-SMS+DG
(0.25mm 1.d X 30m, 0.25um)

BT LRSE 50°C(1min)—25°C/min—125°C—10"C/min—300°C(10min)—10°C/min
—310°C(10min)
Xy U7 —H A ImL/min (~Y U 4)
A& 2uL (R7'Y > L&)
B BEIHTR
A F ALEDE 50pA
A FAbE—FK El
A A PR 225C
A VB —T = — R 280°C

®7 FREOEBESHFIOWESRT (GC-MS/MS)

No. A Ql(m/z) Q3(m/z) CE(eV) No. A Ql(m/z) Q3(m/z) CE(eV)
1 ZaavymzaFr 286 241 20 TaETF R 232 176 25

2 B U IRAAFIV 290 125 -20 9 ®-AKrI/AImEL 191 160 -20

3 ~IFAv 173 99 -15 10 a7z 190 175 -10

4 TLbrT= 173 145 25 11 AFHIFL 163 132 20

5 AFm=)L 269 119 -15 12 vsmp=A7hxok 176 131 -15

6 TTaFV—L 250 125 -15 13 7x=/7H07 150 121 25

7 Y7z afy—n 323 265 25

243 6, 7, 8RU9IE

WENED T(2) RE, 5K, ~—7, BROKRy 7D
B ITHET THEM L7

2.4.4 14%

AE4g IZT7E F= VUL 20mL, 0.5mol/L U »ERHE
R 20 mL KON RY U A 10g ZINZfRE 5 Lz,
DI DEREIZ OWTIE, 243 LRBEDHFIETIT- 7=,

2.5 T hRYYIRARMZEBRRDIAR

B D LA U o RBR IR ORI A =R R R T
BrEL, MEsER SR SRR LI b0 e~
MY 7 ZEHIEER R & L.

2.6 E=

LC-MS/MS 2B W TIERBRIEIK 5 uL %, GC-MS/MS
WCRBWTIERBRIRKR 2 L 1AL, BoNizs e~ b7
T LD — 7 EED DB R EHEIC X0 & RIS
R, BEFPOEREZFEH L. —HOBIZOW T,
~ bV v 7 AUSHIEEAER IR 2 T

3 WRRUEE

3.1 AnnEUREER
3.1.1 LGC-MS/MS

AHE 0.01 pg/g 7258510 11 BIROERE RN
L, [ENNEERZ S0 L 7.

R A AL CHIE LZE 25, 6 BELISLORET
BN 70~120% OFIFAS & I Db EWHRH Y, bt
HO~ Y w7 ARA T ACICHEEEZKIZLTWDH EE
2N, < b v 7 ARIMEEAERIR &2 W CHIE
L7z, Z0OfER, 1, 2, 5, 10, 11, 12 BETHOWTEIN
OM ENRD B, K EIRO AR 68.0~94.8%
Elgolo. IMEGREBROFEREZ R 8 ITR Lz, R
D EBRFYEIL 0.01ppm & L7z,

R, TRTOREKIIBNT, ERICKEL 52D X
I IRERBHH DI EFE Y — 7 X bR o 7.

3.1.2 GGC-MS/MS
ARE 0.0lpg/g 72D X 91T 13 BEOEYESN &2 RN
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L, [EIGEBR %3200 L7-. PEG & A EHERIE & H LT
HELEZEZA, 2, 4, 10, 13FETBWT, [EUERD 70
~120% O &2 DILEMRH Y, 120% EHEZD
{LEWRRD LT, Ay DO~ MY v 7 AZRIC K
HHDEEZ LN, EROBIZHOW T~ N v
AVHEAEEIR & D CTIE Lz, ZORER, BIE
BEERFE O b, FRIEOFYEIET 93.5~106.5% &
Teotz. IRMEIGRBROFERIZOWTRIICRLE. &
REEDEERSYEIT 0.01ppm & L7z,

3.2 —HERERE

1~14 FEOFEHT DN T 24 3 E 58T U751, M
L7cBIRIZOWTEK 10 R L. TN TV T = ) )
A% 0.064 pg/g, 8 FENOL A =aF /A RRE A
THHY )T 7T %0018 uglg B L. B, E&
TERAE CHATENTREDY )T 7T, vaFr=y
VL 8HEOT X I T R (A =aF A RREBRAD,
INT ) AR NIE =T PR L.

B L2 B30 — AEBREEZ R T L, FAEREL 50ke
LL7ZAO ADI CHE LT 2 A, R10ITRLEZE
BU% ADI Hil 0.03% KT 03% Thole. 2D &h
5, SBFRE L REo— FBREE, WIinbeae b
O WEThoT-EZONT-.

£, BB DNHE L TV ARARES LRI,
AR TH S EIER OB L v Bt S =M Mo
BENS TR Th > I BRIz >V T, ERTIRD 20% O
BRECHEENEE LTV ERELT, SRMEOER
LIREND, RAHEILOREOBMELHFE L. =
OHEEMBEMH LI- B0~ AEREEAHE L, % ADI
EEHEHLEZEAICBWTEH, LC-MS/MS 2#TEH Tl
0.0002% (Y /7 75) ~39% (m~"axikyr)
GC-MS/MS 3 H Ti% 0.0001% (w7 F4>) ~03%
(TFu7=2vr) OFBETHIEWEEE X b,

3.3 HEREROWER

THNPORHE L7V T7 =2 7 2 KO8 FELLIR
ML )T 700, ZRENEORELERTH D)
D EATS TR AR 1R L. THOIZE I LAED
LINT 2 /) 7ARY, 8 HOXWIOMLLY )T TT
VEBRHLE. £, REEEIE OGN TITER TIRA
MThoteh, THOE— RO HDOEY I Db
TEXITU LR, 8§ HOKRLLAIF /a7 Y K (%
F=aF /A RRERAD , 7T HOZw 00T /T
772, 8O YN TN T ) AR EREL
7o, 72k, Hx ORGOEEELBIBT 5 b DIER0 -
7.

R T ERER AR, 42, 2017

3.4 RAZOF/ A4 FRERFDOREIKR

ATTCIE, AL 19 4R X0 BIRo—Foirikz vz
FEEIT-oTEY, Wik 25 LRI, THREm BE %
) OBERO—DLEX LN TNWERF=aF /A N
FBA D D BLAT CHHTFIREZR 6 FEEIC DV CHiklE L C
PEEIToCE . NERFRBDERRE) 1, HRICBL
T 2000 R E VK THE I TRY, EgNEA T
PFITWHE LY, BEGoIFE A ERLTEGRSCH R L
B LT E FRARN L R 0 B OBEDERFCE 2222
BEVWSTEBRETHEY .

XA =aF A RRZEBANL, fE FEROERED
MEILWEMICE A ATRE ©, LB /T AICH L CENZ
BN 0, KAl B, K TR L 72 iR o
KR, BN BRI SRR N TR — A0 b OBFI OB
WEOFETHEHAINTWD., B, 134 7ar YR
raFrT=vy, V)T 77K OTT A NS AL
AR OKAEAEY T 2 EBERT <, Mgz < <
DOEHETHEEMICIEVIZS WE W RN D, K
DR A L HBRICEEREETH D .

6 DA A =aF /A4 FREBA (TEXITIU K
AIFI/aTYR, raFr=Ur, VITITTV, F
TruF YR, FTA RV L) OFRK 25~28 FEE DK
HERIL A K 12 (BREE) KO 13 (RffE) ISR LT
TEEIZ) REROY )T 7T 583 4 4 THERH
SN L, 7 aF T = KOTFTrar ) R,
—E LR SN o o R STz R o IR,
IVHERTH ~14 HETE TThH o722 &b ), INHED E A
ECHHSNZERNEE LR S 5 RSN
5.

HREMOSHTORER, BIEPRE S 18 &
158HPLT LI RV / T77 0, bLLIE
ZOMBGBPHRHINTEY, thoRELKRLTLYE
BETHRIEENED, e 0RLOEERLZBEETS b
DL o7z,

AREIEETAZRE L ZARENSRE LTI
W, BARMROZ ATIUNEREME T5HDORL0 -5
72N, ZF OFPHILES IR 2T TR ERNSKTH - 72,
F 14 1TEE R OHRA L OFEM (FEN) OSSR
f i Pk 25~27 ) %R Lz, £EEOIUNNOH
MBIV )T 7T NIRKT, 78X I7V Ky BT
Hot=olzxt L, dLHBHETIETF T A MF VLKA I 4
7 a7 RS EALE R DR8N b vz, JUN % R E
METLEBENEY )T 77 ROTEXITY Fng
<HHEh, 4 IF7 a7 Y RRILEEEDO KRNSO
DR SN &G, HfTE EALO I & R
—HT MR DL EEZLND.
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4 F&OH B OBRECHEIIHIEIC R > CRY, TN%E
BT REMENG L L TREO—AEIELHEEL T
RE 28 AR AR TN Z W@ T 2 B & x4 & L C, BLZEE, TROBRORERLEWRT 2 L CEE,R
~—r v bRy MFRIC L B RO — H BEEHAA ZEThHDHEEZDLND.
ZEM L7z, 24 BEROSWTOMR, 2 FEOR S B
AR L. ENENOREORMHEZ b & I1c— B

BERHL, —HEREFAR (ADL) Sh#LzE 22, B3
% ADI 1 0.03% K& Tr0.3% CTh e BB L KREETOICHI 0, BiOREA, BT 2
E Ay (W -

FhE L CL 72 W E LRI T AR AR AL R £ il 22 4 et
B, RAFERAET, ROEAERER, FXEEEE
v —HAERROTRE ORI N LET.

YRk 25~28 ARFEIE, TERERREEMERE) OFERKRO—D
EEZLNTWDEFRA=aF ) A FRERFDOH B, K
T CAMTATRE 72 6 FREEIZ DV Tk L CRIE 2T - 725
&, Hx OEEEZBIET 2 b OXR1ho 7.

# 8  USINENERERAL B L OVE IR (LC-MS/MS)
Il (% )

No. 5 H m I\ N VI Vi KX X X1 XIO XN XIV
1 FEEITY R 91.0 925 1064 875 753 716 836 912
2 ML 25— 97.1 780 868 739 723 787 840 844
3 e PEEL A— | 716 603 812 655 701 740 903 768
4 4 3IFsuFY R 79.7 888 91.9 677 657 589 83.1 834
5 DIFTT 682 789 109.6 537 648 605 753 711
6 FrrasY K 908  96.5 1044 705 633 703 88.6  90.4
7 FF AR L 757 867 872 748 534 539 69.7 77.9
8 A= 718 930 950 748 625 665 84.1 846
9 AEF LRy 789 849 845 667 720 694 787 795
10 7= 720 88.1 1013 89.0 450 900 86.1 9225 923
1 ypFr=vy 99.6  90.1 956 8.1 845 89.0 940  96.7

* TR H 2 b0 AT~ MY v 7 ARIEEER TR 2GR L, 70~120% OfANICEGEHE Sz b0 &R T,
*MEFIET Y v 7 RURIEEHEEIE CREINCR 2 51 L 2R T

£ 9  HMEIGRERE F(GC-MS/MS)

A (%)

No. HH 1 il 1 \4 VI VI VI X X1 X1 XN XIV
1 JaLE Y RA AT 95.0 108.6 1082 893 935 1024 1163 763 106.8 89.1  94.0
2 EYIRAAFL 96.9 1172 1142 893 970 1086 1172 857  117.0 86.6 973
3 ~5FF 105.4 1245 1288 983 987 1274 1261 95.1 1292 96.5  106.5
4 TN RT = 100.2 117.0 1209 962 106.6 993 1176 1058 1226 946 1042
5 AFa=)u 97.8 126.2 1288 942 1115 113.6 1180 98.8 1183 979 1055
6 FF AL 88.4 105.9 106.9 814 1045 986  103.5 97.1 1117 852 957
7 DT e ) aFS 87.3 123.7 1165 880 981 1160 1162 99.8  126.1 81.1  100.6
3 SHnETF R 96.2 1112 130.6 888 1016 130.1 122.4 925 106.9 827  103.1
9 (BE)-A R/ A bmEr 1055 100.4 1202 994 963 1317 1133 96.0  105.5 102.0 1022
10 FFu T ey 94.8 733 99.9 915 103.8 1003 113.1 83.1 863 909 879
11 P A ES 97.8 109.8 1104 947 1096 109.7 1122 90.4 1104 100.8  99.7
12 ENo= LT R FLR 98.0 100.6 1052 892 1040 986 1032 83.6  110.1 889 935
13 T2 ) THALT 101.1 1312 1344 995 1097 1048 883 992 110.6 111.0 1038

*FROH LB (HA) 3= MY v 7 ARIMEER TREINERZFR L, 70~120%cdeEShizb D ard.
ST I Yy 7 ARIMEERIR CRIRGE A FHA L7 fE 2o m T, ST O B BEIEPEG & A A ClRIGE A FHR L 72,
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# 10 MHEELO— HEIRE

B TR, 42, 2017

femn Fio HH R S A in iR — HERE ADI %t ADI ko
u]s} *
(ng/g) (g) (ng) ( mg/kg { Ei/day ) (%)
CI)FTI 8 0.018 191.7 3.4 0.22 0.03
TNT )T AT 7 0.064 89.1 5.7 0.037 0.3
L%l ADI HIZ IR E % SOkg & L TR L.
£ 11 B EORR R
e . TR FEUEATE
EIRL R infE B4
(ng/g) (ppm)
B—< 0.06 1
TEHIFY R
8 EHY 0.19 2
AIFZ a7 YR 8 KAR 0.01 0.4
) 7 B 0.10 3
)T ITT
8 ER N, 0.58 2
7 IFINAE 0.51 10
INT7x )T A
8 =R 0.02 10

K12 RGBEBEORA=2F /A FRZBAOBHRIL (R 25~28 £FRE)

H25 H26 H27 H28
-2 &4 A RE R (pg/g)
TEHITFU R ° 0002 - - -
7 0.02 0.01 (—) (—)
AT IR 7 (—) 0.001 (—) (—)
raFr =y —
6 0.01 () 0.02 ()
CITIT 7 0.004 () () ()
8 () () 0.017 0.018
Frou7Y R —
FT A b L 7 () 0.002 ) )
(—) : EETIRMEAR
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#F 13 BALFBORET=aF /A RRERANOBHDRI Pk 25~28 45

H25 H26 H27 H28
s o o TR R o TR . R . danr/ iy
RIS, 5L 4 (ngle) 14 (ngle) £ (ngle) i (ngle)
oAT
i 0.009
- DAZ
6 b IEaE 0.006 () 0.024
IR 0.004
LY 22— A
FEXITY R
1z5 0.690 <E;KI\) 0.001 B 0.06
7 (&) ' Eeer (B ) :
(FEIRE) '
ZpIHY
8 Gali) 019
7 PEDR 0.006
< . COYNY)
H3 7T YK
8 AR 0.01
(tyfEE) ’
B h 0.074
6 fl 0.13 (RE)
(i) : prs .
(f& ) ’
F=h
o (HEA) 0.002
ITITTY A S P
7 (Fi) 0087 (g 00 (V) 01
LoAEL
(@) 0.001
=Ll =Xl
8 i 0.778 Ca) 0.8
- Tayal—
FF7 A kWA 7 g 0.007
BRADOT () PITEEHZ R~
F 14 PRE 25~27 4R PR HAT R T
FEERHATR (t U kL)
=S| | REAR B Fs =105 ¥ H deiEE
TRHITUR 50.7 2.2 2.4 0.7 0.7 0.8 3.8 3.7 4.1
(K aTIR 653 12 2.0 1.3 0.6 0.4 2.8 0.9 9.5
raFr=r 729 0.7 1.7 2.3 0.2 1.1 3.2 3.1 6.6
CIFTT 166.9 4.7 6.9 3.6 1.3 3.7 2.9 4.7 7.7
FT7rarYR 13.5 0.5 0.3 0.4 0.05 0.3 2.4 2.0 0.02
FTANEL 484 0.6 1.1 0.6 0.3 0.5 1.4 0.9 10.1
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R T ERER AR, 42, 2017

5) PRR 27 EEE Rl OFREE B O — P BRI A
8, EATHEE R — 25— (http://www.mhlw.go.jp/
file/06-Seisakujouhou-11130500-Shokuhinanzenbu/000016
2329.pdf)

6) T L D EEOfEEH 2 Yilk3 5 72D O E O Bl
Q&A (2016.11 HET) , BEMAKEER— L =Y
( http://www.maff.go.jp/j/nouyaku/n_mitubati/qanda.html
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7) ALFEWE T — % ~X— A WebKis-Plus(http://w-chemdb.
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8) REEEPER, MNATBOEN BMOKENEE Tt
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SR 2628 FEETNF N T 2 ) —)VH e yana 7 ) —)LfAL

LAS @

A A R

BREIAFARR BREDKEHES

1 [FL®IC

TXNT = ) —)VEIL, AT REEERITH D
TNXNTz /) —)LE hFL— bOFEE LTHND
TV, 7AF LT/ =T bFdLb— MIMED
IR R Z T T VTN T = ) —)VEHERD Y . TR
7 =/ —VEITIE, WNOWSELER D & O AL DMK
W O KAEAEMIRRIR D KB BREREIE B 1B S
o/ =n7x /= (LLF, NP L)) L2, KAEEY
ORAEICEET HEEHEA TH D 447 F L7z
—b, KERELY 2 7B 5 5 R OEFED B B A
HEATHIEAT =) =LA E 4t-TFILT = /) —/LA
aEEND.

Fio, Zun vz —VHICIE, BEICEERORE L
LA SNBRENRFEEOE | MEEl32hE
TADOREIRDEFAEHE ThHLXFrunTx )
—E, BIETHREDOREE LTHWSKREED D
RAEIZHET 2 EEHRETH D 24-7mnTx ) —/L
NEEND.

EHIT, FEOVHERARE LTELFHENTER
fzA A BREIEERCTH A EET L F LB AL
FUBBKROZEOR (LLF, LAS £V 9)) 1225\ TiE, B
BERCHRHESNDIRE L KEEH~OFEEZBHET D
&, KEEYM~ORBENREIND I E0b, KEEY
PRANTAR D KEBRBEEMER BB & vz,

AT TIE, TR R OMEZIEIZBNT, T
X7/ —/VETHERB, Junrzx/—/VEH2IEH,
EAT7x /) —/L A, LASIZOWT, 44 BlONKEFEET
BEx2IT->TEY, ik 26~28 FEEDOFHEREN B LN
T OWTHET 5.

2 HREAE

2.1 FEMARVAETHE

TNXNT ) —VEEORA 7o 7« /) —)VE
X, AR L RIERIS, TTNOWIIOT R TOBREE RN
(19 Hixg) &, MZEOREEMELR 3 MEORHE, PE,
JEfBDF 9 HIRICHB W CHHEXRITo /2. 72k, P27 47
FEIIKA YRR RO E ORISR & 45

728, BARMEOBNETH D0V h OE B FRLED
e CH I REBZOVWTCHLHELIT-T-. —H,
LAS 1Z2WTiE, NI FTXCTORELEHES (19
M) CAHBhHLR (12 #5) |, 1B ORISR 3 H
SOFRE, FHE, KO 9 HE, A 40 Mz T
REZITo7z. MEMFEIT TR 26 FED 28 FFEE T
<, EEAIX4 8, 7H, 108, 1 Ao 4[AT, FHIZ
YTV T Tt B, WIORE#SIZENT
WETHIRE Y T Y o TR To7= (K1)

2.2 RWAHE

TAXNLT /) —NFEH raa 7= ) —VEIZONT
1%, BIERO NP O34 51k & REE, SRV WAL
YR E~ = 2 72 O FOVFERLEICHED
THEAERHEIC LD &2 170, GC-MS/MS 12 TR AR
ExIToT. HENRWE L SWEOWE TIMEZ R 1
R

LAS IZ 2o\ T, AR &Rk, BREEE SR DKEDS
IR DBREEIEICONWT) 1R 12 ITHET T EAT
VY, LC-MS/MS IZ TIREREZ#1T o 72, WA EIZ DN T
X, IRFEELCIO S Cl4 ETEENENEREL, TOH
FHEZ LASIREE & L. A SE &L 508 OWAE T
[RAE %3 2 1277,

£1 FILELT/—)VEE-~/00DT £2 LASOAERZMEL

/=M BOBERGWEEHETIRIE AN
MEL & TIRE MEL 4R 45 T IR fi]
JZLIT/—IL 0.00006 C10-LAS 0.00012
4-t-FHFITT/—IL 0.00004 C11-LAS 0.00012
EXTz/—IL-A 0.00001 C12-LAS 0.00012
4t-TF)LTT/—)L 0.00001 C13-LAS 0.00012
4-n-RUFILTT/—)L 0.00001 C14-LAS 0.00012
4-n-~F )T/ =)L 0.00001 BT mg/L
4-n-~TFILTT/—)L 0.00001
4-n-FHFINTT/—IL 0.00001
24-2y0O071z/—)L 0.0003
~RyaoanIz/—)L 0.00001
BifsT :mg/L

4 HBRRUEE

41 FILXLITT/—)E-500T7x/—LED
RELER
FRTOHED NP OREL(LZE IS, ATz
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—IL A DREZL R 41T, B, ZOMOTLF
NTx)—VE san T ) —VEICONTIE, T
TOHE K OFRERNC SV T, S5 TRIERIE Th - 72

HMLBICBWTIE, NP T3 TSR OFRAERIC
ONT, WE FIRERB CTH 7. BEAT =/ —/L AL,
E2 & C2 oXET 1 HUANOEREHIZ 0.00001 ~
0.00002mg/L. OHENFRO L=, b OfEE, BREE
Bo HLEMEOBREY A7 HIHREE ) CHRE I
PNEC(FIEEREMEET) 1% 0.01 Img/L(F#3E 0 Ak ait
EASRE) ) OS50 RETHY, 1RVIEWVETSH
7.

TINZOWTIE, 4T O K OSRAERICSW T,
NP LR 7 =/ —)v A LSOIEE THEE FIRER T
Hol-. ERA 7 = ) — ATV TIE, 0.00001~0.00011
mg/L DR ATRD S ALT2 A8, K REH K OVl s RS
RENAIHR TE otz B, ZhBHDEL, #%
FEE, PNEC : 0.011mg/L 232V FlEIAETH -7

NP (X, FAKLFRGOHAE O LY TROABEE T
&, BEMET, 7 AUS ORI R AMb o H S X
W&o 7-. Lo, MHIREE 0.00006~0.00010 mg/L
THY, OHEREIZERESNL T AL OWEOE
YR A FERI O BREERLUEE © 0.0006mg/L % Flal> T iz,
Z DOMOHTIZ DWW TIE, EER)IFE TR 2644 A 12,
BORBTER 2744 H, 104, 1 HIZ, W LERE
FEHEE D 1/10 FEE  (0.00006~0.00007mg/L) A S
723, ENUHORMITRD biveho T,

U EOREND, TANOEFOKEFHEMAD OB,
I DWW TIET R CTORBEAUE R &R B
T, BEBIZOWTIRIROREK & 70 HIRE AR 3 H
FIZRWT, b IRREICHE S - BT AR <
L L EWRTHIENTET.

4.2 LAS OFREHER

LB OWTIE, T _TOHELOFTHERIZOWVT
W TRRERG CTH o 72,

TWJINCI T D BRBEILME S D LAS JEFE ORRFEEL 21X 2
12, MBhHLS D LAS JRE ORFELI AR 3 I~ T
LAS OBREEIEAEE L, W)L OWIHE OB D 5 Hi b
IR IZRE STV D AEMRE A J8RIT 0.02mg/L & &
T3, ARIOFET, RELESITONTIE, Fk
27 4F 1 H OREIHE 1 0.021mg/L ZER< T _CTOHE RO
FAEET, 0.02mg/L KW TH Y, ElihE & RGO
HEIZ SV TR 0.005 mg/L LAT O THER L Tu
2. B D THEBMICEWIRE CTh B Atk 2 e S
TS, oS X0 EWRE TEE) L T2,
TR T OFEIE L LTiE 0.0068mg/L F2E TH > 7-.
F 72, BlEE L EEBICOWTIE, Rk 26, 274EE L &

2, &ZF 1 AlcE< ey, B 7 AIDMES RS L0

IEEER LT

—J, MBI OV T, k27 HEL 284D 1 A
DOFEMER, Ak 28 4 1 H OIS & A HAE T 0.02mg/L
LV EWMETH 7203, ZLAOH R K O R Cr
T _T 0.02mg/L K TH - 7=, 228, AEBICONTIE
SRR 28 4F 1 H LIS O Rl OEIE 0.003mg/L LA T & &
ECHER L QUi

G, EHERE, FENE, REUE, RSO S P
oW, FRAHIR T O FARREA, 0.005mg/L % L
o> TkY, BERESIY QRELHNPRKE T,

LAS R EEHIE & Z OB RFBHEIGITONT, KRB
HEHERORRZK 412, i EOR R A 5 1R T.
LAS 1%, &GRS Y, IEHEHRICKE ST <,
RS OMBIT LB L TARMHEIZ LY 97.8% M55 fR -
FREESN TS, SEIOFET, TG LY
T O EE L TG, 4 5EOFHIREL, Ms X
VAR, )T I ARQES KN X EiOKRAE &
DR T72Z LD, FIRS LR, TAROEIZES
LAS DOFRENTARMIGHEA L0 TGO LAS &
EERTICHEBEL VWL LD EEZ BN,

RFEH T L ORMEAERZEHAEH LIz 0 &K
4, 512, FHED LAS JREFEHE & A RBEEIE D5y
FiZz 612 d. Cll B bHMEEENEL, Cl4ix
TRTOHE, FHERNICHOWTERTRERBGTH Y,
RO RFEEIA OFEIT, C107322%, C11 A3 49%,
CI12 2% 22%, CI13 2% 7%, FEEIRFEHD? 11.2 £ 72T
7-. F70, M T U RITHONTIE, LAS EENMEL 7
% & Cl0~C12 DEIGITFE L 2D DITR L, C13 OFEIEG
IHEL 2o 7z, ZORERIE, ATRY B E R0, i
REEIZ X DR T v AR R DA & 7> T,

Xk

DEMFBE, L%, 53 (7), 37 (1998)

2) BREE T AR R A A BRAR « SRR Sy IS ELA L
WEREEE~=a2 TV OKE, &8, KEEY)
m-1,2

) TR - FHB - BEEN - RERE  EAk 25
R =7 ) — VB LV LAS OFRAERSE, &t
PREESRERFFCATHR, 39, 66~70, 2014

DEREEE (LFHEOBREY A VMG 3%

5) /AT - WA — 0 FAKEICIS T HEEH T VX
NRB AR R (LAS) OBRERME, 145 50 [H)
TAKEMFIEFE R TR ] 346~348
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1
X1 G
z3 /oW I/—ILDEREFEEL (FHK26~285FF)
H26.4 H26.7 H26.10 H27.1 H27.4 H27.7 H27.10 H28.1 H28.4 H28.7 H28.10 H29.1
E2%E <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
C-4EE <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
W-3%RE <0.00006] <0.00006] <0.00006] <0.00006| <0.00006] <0.00006]| <0.00006| <0.00006] <0.00006| <0.00006] <0.00006| <0.00006
E-2th/E <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
C-4% @ <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006 <0.00006
wW-3h @ <0.00006] <0.00006] <0.00006] <0.00006| <0.00006] <0.00006]| <0.00006| <0.00006] <0.00006| <0.00006] <0.00006| <0.00006
E2EE <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
C-4EE <0.00006] <0.00006] <0.00006] <0.00006| <0.00006] <0.00006]| <0.00006| <0.00006] <0.00006| <0.00006] <0.00006| <0.00006
W-3EE <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
SREIE <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
feiE <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] 0.00007] 0.00007] <0.00006] <0.00006] <0.00006] <0.00006
FkiE <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
thints <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
BOXE <0.00006] <0.00006] <0.00006] <0.00006| 0.00006] <0.00006/ 0.00007| 0.00006] <0.00006| <0.00006| <0.00006| <0.00006
TEiE <0.00006] <0.00006] _0.00009] <0.00006] 0.00008] <0.00006] 0.00007] 0.00006] <0.00006] <0.00006] <0.00006] <0.00006
285 <0.00006] <0.00006] _0.00006] <0.00006] 0.00009] <0.00006] 0.00009] 0.00008] 0.00010 | <0.00006] <0.00006] _0.00007
RS <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
BDiEA#E | <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
5B <0.00006] <0.00006] <0.00006] <0.00006| <0.00006] <0.00006]| <0.00006| <0.00006] <0.00006| <0.00006] <0.00006| <0.00006
B <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
IBESIEE <0.00006| <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006| <0.00006
RELE <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
=R <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
HEFE <0.00006] <0.00006] <0.00006] <0.00006]| <0.00006] <0.00006]| <0.00006| <0.00006] <0.00006| <0.00006| <0.00006| <0.00006
EigiE <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
HEIIE 0.00007| <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
ZoEE <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
BRHEAE <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006] <0.00006
KB <0.00006] <0.00006| <0.00006| <0.00006
B3I mg/L
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T4 ERI/—ILADRELIL(FH26~28FF

H26.4 H26.7 H26.10 H27.1 H27.4 H27.7 H27.10 H28.1 H28.4 H28.7 H28.10 H29.1
E-25% 2 <0.00001| <0.00001] <0.00001| <0.00001| <0.00001 0.00002 0.00001| <0.00001] <0.00001 0.00002( <0.00001| <0.00001
C-4R[E 0.00001| <0.00001| <0.00001| <0.00001| <0.00001 0.00001| <0.00001| <0.00001| 0.00002| 0.00001 0.00001| <0.00001
W-3RE <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001]| <0.00001| <0.00001| <0.00001| <0.00001
E-2chfE <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001[ <0.00001f{ <0.00001| <0.00001{ <0.00001
Cc-4th[E <0.00001| <0.00001| <0.00001| <0.00001| <0.00001f <0.00001| <0.00001| <0.00001| <0.00001f <0.00001| <0.00001| <0.00001
W-35 & <0.00001[ <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001f <0.00001| <0.00001[ <0.00001
E-2EfE <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001f <0.00001| <0.00001| <0.00001
C-4EfE <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001]| <0.00001| <0.00001| <0.00001| <0.00001
W-3[EE <0.00001] <0.00001] <0.00001| <0.00001] <0.00001] <0.00001| <0.00001] <0.00001[ <0.00001{ <0.00001| <0.00001[ <0.00001
EMLE 0.00001| <0.00001 0.00001| <0.00001 0.00003| <0.00001| <0.00001| <0.00001| 0.00002] <0.00001| <0.00001| 0.00002
ZEE <0.00001| <0.00001| <0.00001| <0.00001| <0.00001 0.00001| <0.00001 0.00002| 0.00001] <0.00001| <0.00001| <0.00001
KB <0.00001 0.00002] <0.00001| <0.00001| <0.00001 0.00001| <0.00001 0.00001| 0.00005| 0.00002| <0.00001| <0.00001
Kihig 0.00001] <0.00001| <0.00001| <0.00001| <0.00001 0.00002( <0.00001 0.00001 0.00011| <0.00001| <0.00001{ 0.00001
BOXE <0.00001 0.00001] <0.00001| <0.00001 0.00001 0.00003| <0.00001| <0.00001| 0.00005| 0.00001 0.00002| <0.00001
TEE 0.00002] 0.00001| <0.00001| <0.00001 0.00002| 0.00002| 0.00001 0.00005| 0.00005| <0.00001| <0.00001| <0.00001
BB 0.00001| <0.00001| <0.00001| <0.00001 0.00002 0.00002( <0.00001 0.00001 0.00003| <0.00001| <0.00001[ <0.00001
RIS <0.00001| <0.00001| <0.00001| <0.00001 0.00006| <0.00001 0.00003[ 0.00005[ 0.00002] <0.00001| <0.00001| <0.00001
MDEKXIE <0.00001| <0.00001| <0.00001| <0.00001| <0.00001|] <0.00001| <0.00001| <0.00001 0.00002{ <0.00001| <0.00001| <0.00001
EEE <0.00001[ <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001 0.00002| <0.00001| <0.00001[ <0.00001
BRI <0.00001| <0.00001| <0.00001| <0.00001| <0.00001f <0.00001| <0.00001| <0.00001| <0.00001f <0.00001| <0.00001| <0.00001
IBS)IIHE <0.00001| <0.00001| <0.00001| <0.00001 0.00002| <0.00001| <0.00001| <0.00001 0.00002| <0.00001]| <0.00001{ <0.00001
RELE <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001{ 0.00002f <0.00001| <0.00001[ <0.00001
ERE <0.00001| <0.00001| <0.00001| <0.00001| <0.00001|] <0.00001| <0.00001| <0.00001 0.00001{ <0.00001| <0.00001| <0.00001
BEFE <0.00001 0.00002| <0.00001| <0.00001 0.00002 0.00002| <0.00001| <0.00001 0.00003 0.00001 0.00001| <0.00001
EE <0.00001 0.00001| <0.00001| <0.00001 0.00001 0.00002| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001
LERIIE <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001| <0.00001]| <0.00001| <0.00001| <0.00001| <0.00001
KHLE 0.00001 0.00002| <0.00001 0.00001 0.00007| 0.00002| 0.00001 0.00003| 0.00002] 0.00001| <0.00001| 0.00001
HBRE <0.00001 0.00002| <0.00001| <0.00001| <0.00001 0.00001| <0.00001 0.00002| 0.00002] <0.00001| <0.00001| <0.00001
Pl <0.00001f <0.00001| <0.00001{ <0.00001
B mg/L
e 5 FH e 5} IR e FRE 2K R i (L i SO EHE
e - W e 552 WO e $5 {40 R oEE e FEE R
—— [H-4]11% i TR R 1t BT HE
e R A LEENI LEE BEHE
0.05
0045
0.04

0.035
0.03
0.025

0.015
0.01
0.00%

i")'
(
1 f
|

E\

\

= A D > kol 0 W2 \
S R SRR LR IR o L v

2 I OBRERAE BT D LAS IRE OREZEL (AL 26~28 4F)

—r—BE —a—-EER ——HAE ——TFRE TR —e—EE
e K R e — (D1 HHEHE ——FER —a—EH KR

0.0
0.045
= 500
éo.oss
o 003 —
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0.012

0.01

0.008

0.004

BRE (me/L)

o
=)
o
%)

)

mC10 mC11 mCciz mC13 mCl4

= L E = T+ 4 = ‘% H i qr = I izt i 5 i &I
o o= =4 -
=3
EEI 2RI EENFEN I Heza]JI[ %E#JH:%EJHEEJH%#WH‘I‘EBJIIt#JH;‘fI?)[EIiﬁﬁ#
I I
B4 WJIOBREEEAERIZIIT 5 LAS FHMH & 2 D& RBEEIE  (FRL 26~28 FF/E)
=C10 mC11 mC12 =13 =14
0.012
0,01
0.008
i)
\ 0.008
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2 0.004
B
% 0.002
a
%5 I OB LT ESRIZ R T D LAS FYIHE & O RELKFIES (PR 26~28 )
< Cl10 EC11 AC1Z2 EC13
T0.0%
m
G0.0%
= rh
£ 50.0% —hi—- O
n} - [ -‘ ] O
o mg =B o
ag 40.0%
¥ *
= e
T 30.0% “9
5 A &
% * ‘ A A 4 A
= ) A A
9z 20.0% - e Py
ﬁ A. * A * e ® °
-
10.0% A 1 ] -
|
0.0% - T T T T T 1
O 0.002 0.004 0.006 0.008 0.01 0.012
=i O LASTEHIE (ne/ T
6 I OBREEFENE S - BN MRS ICI01T D LAS IR SEHME & KR FBEEIE O
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Environmental Survey and Monitoring of Chemicals in FY2016

Hiroki YACHIGO , Noriaki TAKAMURA , Sayaka YAMASHITA
and Tomoko TANABE

Environmental Science Section, Fukuoka City Institute of Health and Environment
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T, EETFRERBOMETHL LoD ST,
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T, BREEV A7 ZiHiiT 5 ECREHHRS AR LT MRk 3. FEREE BT o R
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'k/l/ f‘ 5 U b HM I =il Cl
/
H,C
[#]

NRueFxkF

#3 KWEOWIL MR

/A= )k ==
e TV T
¥ C4H, ,CLNO, C;;Hj;:CLN  CoHyFNO;
& 296.149 306.23 329.37
CAS &S 15307-86-5  79617-96-2  61869-08-7
Bl (°C) 156-158 243-245 120-133
IRER IR 2.37 3.5 5.4
(mg/L) (25°C) (25°C) (25°C)
B EREL 451 5.1 3.6
2 EBRAE
2.1 FEHARUVAEAR

AR R TN O — R BREEDOFE MR & LT, &

SV RE C-4 Ml (1) L L, #EkEVTY
VI LT ) v T ORI AL 28 R LR
HEREFEEFE LR EEY BV THkE 9 A
~1LA) T 2 ENTWAT, k28410 A
18 HIZ M L7-.

| = N
\x‘;«" (: \\\
b \\
-\7\ \‘ lf
L b
/ A
‘I,.f o R
N ) | S o4
E /#EE% N 43" 26° 30"
7 4 / E130° 19" 44"
ik ;3.
.,-J/\“\—‘{] : jr
J A Py
L - <
1 AR (20 i C-4)

22 BE%
221 1B

vrianzZxzFrr, BTV, RaxkFro3y
BITHOWT, EERIIFOCMSER, oS — N NEEREY
&1L Toront Research Chemical 184 F{ L 7=.
2.2.2 ZTDithEiEE

A= BRI R RS - PCB

X BEbFR SERG s e~ T 70—

FEAMIK - FOEMSE TR LoMS H

EFH A — Y v . Waters #  Sep-pak Plus C18

2.3 FERUVBIESEHE
LC-MS/MS @ LC i3 5 LC-208eries, MS 1% AB
SCIEX % QTRAP4500 Z i [ L7=. LC-MS/MS D5fth%
F4ITRT
# 4 LC-MS/MS D ESf:

T T A GL Science # Inert Sustain C18
(2.1 mm X 100 mm X 3.0 pm)

BE AWE : 0.1%FE Bl AKX/ —)v

7IYx bk 0—5min A=80%—25% B=20%—75%

ESGS 5—10min A=25%—10% B=75%—90%
10—20min A=10% B=90%
20—25min A=10%—80% B=90%—20%
25—30min A=80% B=20%

i & 0.2 mL/min

77 DIRSE 40°C

HEAE 5uL

A A AL ESI-Positive

AFUPHIEE 500C

ESI ¥+ ¥°5 5.5kV

V) —8EJE

BE—F MRM (SRM)

ETEoH—AF TiaT=FT

v (EE) m/z296.0>214.0

(F&38) m/z296.0 >250.0
LT YV

(ER) m/z305.9>158.7

(He7R) m/z305.9>274.8
NextF o

(EH) m/z330.0>192.0

(FeFR) m/z330.0>134.9
a7 o) U-d4

(EE) m/z300.0>218.0
‘LT -d3

(EHRE) m/z308.9>158.8
NaXtFoda

(EH) m/z334.0>196.0
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2.4 DAL

SR TIEIL TR 27 4R AL B S IT IR PR R A
) O CHEHLL TTo 72, 77 ARUEZCERR L2 KE
FUBE S00mL (22U LT pH3 IFARLL, rasr—
N PNAEHERR (100 ng/mL) ZWSM L7, A/ —)b SmL,
BHiKsSmL Carsavar=y7LEMI— Y
» P2 5 ml/min O CHEAK L, 30UBHE K% (I [E M 28
Ak 10mL THEF L7c. EMBESE%E, A%/ —/1 10mL
RV TEFED D e b8 1T Lz, s, =
FLRMFICTACTHO2mL ETEMEL, A%/ —
ZMZT1mLIZER L, LC-MS/MS THlrL7z.
T 7 e —%X 2 IR LT,

0.055ng/mL &72>THEY, SFENTZNS LV b BRIF2HE
Koot

#5 IDL X O'IQL

D/ I N|

AEEH | pHII% S

500 mL ¥ BE pH3 k- g 100 mL
Uiap PtV -ddllng
£ab 3 -d3 10ng

e XEF v -dd 10ng

HH
T} Z tF
FEAE L
0.020 0.020 0.050
(ng/mL)
FEIE
0.018 0.019 0.043
(ng/mL)
PR e 2
0.0011 0.0017 0.0048
(ng/mL)
IDL
0.0044 0.0067 0.019
(ng/mL)
IDL FUBHA S E
0.044 0.067 0.19
(ng/L)
IQL
0.011 0.017 0.048
(ng/mL)

— EfEfHE EH
Sep-pak PlusC18 #FH#7k 10mL A&/ =l 10mL
5 mL/min

— B [ =& LC/MS/MS-SRM
ERAEWT A B ST EST

#o2mLE T 1mL

K2 oiriE7e—Fvy—h

3 ERERRUEE

3.1 EERHETRME IDL) RUEE TRRE (IQL)
MM EBREERHREDO T & CERK 27 FEEB) )
WZHELL, Yom T o), BT YRR e %R
F L DOEWEIZONT, RERO AR (SIN=10 FLEE)
DIEAREYRR % 7 [Bl#E 0 - L LC-MS/MS 128 A L THlr
L, —EOSHHEOERERZEL K, L FoRIZ LY IDL
KOVIQL ZHH L7=.
IDL = t(n-1, 0.05) X 0 ;.1 (X2
IQL=10X 0 ,;
t(n-1, 0.05) : fEfR=R 5%, BHEn-1 O tfE ()
n=7 OFEIL 1.9432
0 o1y ¢ IDL B H O 728 OREE OIEARIE AR 7=
FER AR S IR U Wk 27 AR AL 2 oy I B %
THEREEICBTHEMWEDOIDLIE, Y7ur7 )7
0.012ng/mL, &/ FZ V1 0.0073 ng/mL, /N F&F

3.2 BIEAEDHEETRME (MDL) RUEE TR
& (MQL)

M2 EREEEHEDO T & PR 27 R |
ICHERL L, R T SRAEAT T O M EE % Fr o3kl (MDL HIE
ARED 2AV, REOBMLEERE, RBREOFR L)
LC-MS/MS IZ L DBIEE TEAIT-72. ZOEIEE 7 [Alik
DIRL, 55N 720rHE %2 3R HR B I A L R A e
WEZRD, ®AUTE Y MDL X O'MQL ZEH L7-.

MDL = t(n-1, 0.05) X 0 ;X2
MQL = 10X 0 1y
t(n-1, 0.05) : fEfR=R 5%, BHEn-1 Ot ()
n=7 OFEIL 1.9432
0 pim - MDL B D 720 00 I A 0D FE AN U 7

# 6 MDL LZT*MQL

/A I sNE

THH
JxzFU 7 I
FEUETR N B2
- 0.30 0.80
(ng/L)
il
0.42 0.60 0.70
(ng/L)
PRV 22
0.043 0.075 0.066
(ng/L)
MDL
0.17 0.29 0.26
(ng/L)
MQL
0.43 0.75 0.66
(ng/L)
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MDL HIEAREHE, 7 07 = F 7 13BRERBN S
IQL L LB ERSKIH SNi=72, HEHEYE &2 iRine 7
WICHIEZE T 72, BV RT VY, RNefdteT oidRER
B b &N d o2, #BHT IDL #BHEF O
SRS D KO EEREZRMLAEEZ B 2 o7,
MDL & ' MQL OB H#EREZ K 6 IR LTz,

BET v s (oK a7 — b 2RI L7
IZOWTC, BILEEDN S LC-MS/MS IE £ T4 7 | L
el ZA, BARNT U AIBRERE LY bEET T
PHREH UERFEEO T REVE L o7, 207120,
(L FYEREEREFAEO T & (FAR 27 M) ICFE#
DEFY, BN RF YD MDL EOMQL IF#ET 5
I OGNIRERPOEM LI-EEZBRA L. £7i1280 1
VL O¥ET T 7 MHEM LT MDL X U'MQL OfE
EoRLTz. vk, vYrurvxet s, ROWiextkeTuic
DNWTIE, BIET 7 7 OBHITEO LR o 7z,

#7 ATV OBETT 7 HBREH L7Z-MDL
K TO*MQL

NV A N
HH
AREHEFRE (ng/L)

B KAE (ng/L) 0.34

H/ME (ng/L) 0.023
EEIE (ng/L) 0.093
AR (ng/L) 0.11

MDL (ng/L) 0.44

MQL (ng/L) 1.1

3.3 ERhnmEULELER
ML EBREEERHEDO T & PR 27 EER) |

WCHERL L, INENERER & Sk L7z, RiTALEED D
LC-MS/MS IZ X B EE TH 3 BTV, KRNI L VFEE
SEEORILE L N a r— NelUERZ R H L.

FEXIGEOENE (%) = ( EEESEZRML
TRBORE] — TBUBORE] ) + THIMUEEY
By ORE] X100

Fas— MEIE (%) = [FEh oY a7 — NN
OV —J7E] + TREROY o — FNEED ©—
7 5REE] X100

Urn 7 = F 7 3RERE) S MDL B iR ST
7o, MDL @ 5 {FR2EDORE L 72 5 X 5 \THERES 28
LCHEELIT-7=. B FTZ U RO X F 3R
BRI AR S E S S e o 72728, MDL ©
30 (FREEEDIREE & 72 D L O ITHEHER 2 N L CRIE &
1Tolz. FRAFE IR L. WAL EDOREINED
IINTFEHELT 70-120%, B & — MEIILER O ST FEHE T

50-120%CTH Y, WIThd Z OHAEE - L Tz,

#£ 8  WhnENERER

/A= L b =2

HH
TxF Y FY v vF
FE ARG N A
1.0 8.0 8.0
(ng/L)
RIS SN
1.2 7.3 6.8
(ng/L)
RV 22
0.021 0.15 0.23
(ng/L)
ZEENMRE(%) 1.7 2.1 3.3
BRBEBURHE )M
0.39 ND ND
(ng/L)
TR RWE D
79 90 85
[ (%)
P A RN
101 96 90
(%)

3.4 HAMATEHR

IR O KE T — & I OB HIEFHE I FE-S 0
THIE LT2AKFEICRIT 1L C-4 #iR (RFE) OXKE
FT—&Y ZRL7 (10 ATHER 7~4 BRNICEGE 282
mm QRN H 72728, 9 ARR I AT —F &R 1L
7). BEEEOKET — 2%, KEHEREIZESNT
HE LToKET — 4 L g9 5% &, pH, COD, SS, CI'I&[F
REE 7.

#£ 9 WL C-4 KJgOREGURHLHET — 5 )

FREURED KB E GBS T
KET—4 MELZKET —#
FEEA A H28.10.18 H28.9.6 H28.11.8
PN 7 i i 2
SIR(C) 22.9 27.1 15.4
KIE(C) 23.2 25.7 18.5
pH 8.5 8.3 8.1
COD(mg/L) 2.8 3.3 1.6
SS(mg/L) 3 4 2
CI (mg/L) 19000 17800 18400

T P ERIEIR C-4 ML T2 7Y v 7% 4T o 7250k
WZDWTHWT EAT S T fER AR 10 128 Lz, 00T Rl —
FBHZ DWW TR ) HHIE £ T% 3 BTV, Z D)
PG EE Lz
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F 10 FURHIE RS
vru Tk A=Es
I H
7 x=F7 a4 F
A
0.380 ND ND
(ng/L)
A2 HY T R
0.17 0.44 0.26
(ng/L)
E R RRAE
0.43 1.1 0.66
(ng/L)

vrunZxzFrroru<w NI AEK3-1~3312, E

BA T T DHERA A OmREE R E 11 IR L
7. Yrna 7ot UK 32 TRT XD ICHERA A D
7&?%??Awa%?4V@FU7%W%%ht
, BIIORT LD ICHERA A CTHREPARD B
7‘:. Drna7 2 F7IEFES Y Ik o CRME TR S
Nz L ERELTHDS Q0I3FET H, MHBEE 47
ng/L) . £7=, [
O 3 HS) IZRWWTC, FMZEE U T 36%DMHE
T“‘/“ﬁn7:+7ﬁ>$ﬁﬁéﬂf:_&%$ﬁ%én1m
(#iPH 1~170 ng/L, WA 2.7 ng/l) . S 51, AR
i, EEEOZE) KR
SN &, KOS IZER
PRERIZAOWBEETHDLZ EE2HMEL WD, Loz

*éﬁﬁf‘ TR ORI (31 #) K

WZBW Ty u 7 =) 7 B3k
SRR/ A=A o a ()

Einb, V7 a7 F 7 IRV THEF LT WY

BThDZ ERHEREINT.

AL RT Y RN FEF AT,
HEneinoTe.
ﬂi“(f@%’??’%

1# L CTYHE

-

‘AN ZY U RONeXREF 0L, 2
BT AHEFEE L2 0o7208, K%
T CLIAERBETH D Z LR TE .

mutenkal -
Diclofenaciteiryo) (Unknown) 296.0 / 214.0 - D\Analyst Data\Projects'H28eco\Dats' 161201 _kai
Area: 3313, Height: 511, RT: 10.04 min

500 |
450 4
400 4
350

300

Intensity

250 4

9.5

100 10.5
Time. min

3-1 BEEREIOHIRO 7 v~ 7T A
(Yrma7xF 7 EREAF L mk=296.0>214.0)

11.0

AEOFHE TIIHR

mutenkal -
Diclofenac{kakunin) (Unk

wn) 296 0/ 250.0 - D\Analyst Data\Projects\H28eco\Datal 161201 _k.
Area: 3768, Height: 602, F{T

10.02 min
1700
1600
1500 q
1400 4
1300
1200
1100 q
1000
900 4

200

700 §

600 -

500 4

400

300 4

200 4

100 4

ol

10.02

Intensity

9.5 10.0 105

Time, min

1o

3-2 BREGAR GO v~ b 7T A
(Y7 a7 =) 7 WeiBA A2 miz=296.0>250.0)

mutenkal
ch\dfenac-dtl{(el rv0) (Unknown) 300.0/ 213.0- D:\inslyst DatalProjectsiH20ecoDets! 161201
Area: 120066, Height: 18103, RT: 10.01 mi

18000
17000
16000
15000
14000
13000
12000
11000
10000
9000
2000
7000
6000
5000
4000
3000
2000
1000
o

Intensiy

3-3 BRERBOWRFO 7 a~ 7T A
(Yru7xFV-dEEA A m/z=300.0>218.0)

#F1l Yrua7=F 70—kl
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EmA A TesBA A .
EvL L BT ﬁﬁgm
Q) M
FEE
(0.050 ng/uL) 5518 3890 0.705
BREEHURF 1 3913 3768 0.963
BRETUEE 2 4454 3477 0.781
BREERE 3 4327 3521 0.814
4 FEH
LB PR C-4 HiAICHB W, Yr7uerxF 7,

T RT Yo, RNaxbeF U OSEIT T2 FORE,
NI NI OV =i s i RV b ¥ n R WA DEo R fali
a7 27 onTE, R PR EE & N IRE
K OME R STz,

AT Y RO e F L, IRE CHEEEIC

B DB FERBII R o728, A% 8 U YRR
THLHEFRETH D Z L DER TE 72,



Xk
DERFAE R G R B BOR R BB R R 5 2 23R - (b
BEREREREOFI = (Fak 27 FEK)
D)FHMS, BREFEDS  BRTTNOKERETIZET 2
PPCPs DF{EENE & ZEIZA TS L OVEM Y R 7 FIHIEE
fili, %@ PREBRBERFJEETE, 39, 51~57, 2013
3)J-Global : Bt ¥ M A&V v 7 & ¥ —
http://jglobal.jst.go.jp/

)

HERBEIE B BRBTBOR SR BR B R AR BP BRI 2 AR AR
SRR 28 AR EEAL M R BT AR T A T AT R I 2R

SRR T OBREE « T8 &I OKE « BRI ()
http://www.city.fukuoka.lg.jp/kankyo/k-hozen/hp/sokutei/y
ousuiiki_2.html

O)EnAR M, : KEREFEH O b A EIE DT R OB
BEPIREOTH, FOUEMEREZ et v 7 — R, 63,
69~81, 2012
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Rk 28 AR

K BAR T T AL A (R A R

BRETRIFAR  EIEHRY - BREDKE Y
1 BERRERESE
1HE A 144 A E H MR | mETEB K
4741 WK DR R A TR0 (KRBT EIC X 5 ek 1 1
5H11H WK D& R iRy, TRV (XERET £ B IR 1 2
67204 HFAKDKE A HRITA, BTV, 8, ANMEZals, bES 4 92
10A 128 [FJHOMRMEMRE  [FEo T 1 1
LH15H FANWGEIZ 0 5K [ itEsRBR, pHE, BREER, HHRE 70, N ' 5
WA fliz v 2)
/NG 8 101
2 BRER (REEUN)
1HE A 44 A EH M | IERIEEE
6H9H HFAKDOKEHAE pHAE, AMlizan, I RI A 2 6
_ Nz vk, 5o, pHIE, BREEE, LW 4
JoI A
SHI9H | HFKOKERAE o R 6 36
_ Nz vk, 5o, pHIE, BREEE, HLWA 4
T
1240 |HEFROKERE o VR 4 24
INE 12 66
3 ERXREFRIER
" . y JE~ L
KHHH 144 MAEH A% T % {RAEER =
GRIE [k o s s | e T, pH i, BAUEuE I 3 ﬁ%féﬁ
N N J= 42 == M= %&@E
7H27H TR DFE AR pHE, TERER, fAmtRR 2 5 Pty
. . - BFiEMRf (RX) , pHIE, BRMEER, o X
0A4R TINOMEIERE | grw g 1 7 15 2 S| mmmm
J I H> = E‘IZ
HAR [ oMk Eme (M ! U s
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LEDS

DHSH Ik G |7, fak 1 2 b
R ‘ FIX
Jrh | Vivag= 3 IN
12A128  [[i)IloMKRYEFRE  |IMFESHT 2 2 Wy R
e RS (R, pHE, AR, oTee
1H19A O IMERY B A BEMA I - % g 1 4 H T B
y E S e = = HETIZ
3A1SE [IDKOEGIFINEE |pH i, EXEER, AR 2 6 He T
INE 12 28
4 FDi
ffeli P et mis | S| s
_ W, R, A, pHE, RNERRELE R O N
2R EARKORE pimieae, st o, s oo w| | 0| BEEAR
— . SMEL TR, (o), OE, B, pHIE, M~y R
SH2R - |SORRDR R B ) v AR, B A 4 32| BAEAR
S, W, (o, Ok, Bk, WiMEEEIIER,
SHIOH  |HFKOKIHE  |pHIE, e o mh U o AnE R, Sy | 2 18 | zwzas
Py
S . pH M, BREER, COD, 7, AMiizn . )
5H25H T2 DD K E A N VTR 1 6 = ARIKEE J
FNVBEIC 0 DK [pH A, EXRESR, COD, ¥7 v, Affirwu ot
6H22H s I fhEpEER 1 6 JREMROKEESR
- . W, @, A, pHE, RNERIEZE# R O o
6A22H \RARIAORE  \ogbeses w4, HHm (Toc) 4| | 10| #RERS
9f2H Eg‘%m%@kg pH i, SRR, COD, fiEitath | 4 O PE
VI 5K E [pH A, BRIRESR, COD, ¥ 7 v, Affizn "
9H8H Kt R 1 6 SR EESR
YR Va 7 - — == =3 i 7 & : :
oron  |emmimRons  |[IOPEIE LS TREI, KRS8 | ) R
. W, G, SUK, pHE, RNRSREZSHL O N
9A29H /K F K DRty ESHEE 2. LA 4, AR (TOC) % 3 27 T KIER
. W, A, SUK, pHE, RNERREZSFL O G
OASLRWARIMARORE  |mbens stivmr 42, flH (ToC) | 3 27| BRERZ
JINE 23 170
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WRR28FFE & T

1 [FLC®HIC

T TRk 23 453 A XV PM,  BEHIIERKIC X 5
WAL TS, £, ER23ERELY
PM, s DR HT & TiAFTIE R (BLF &R &v
9. ) THHREL, ¥Rk 25 FEMLTMEER CLT [T
M1 &N DL ) MBI, Ak 26 AEEE & EFHIIER (LA
T IFEFR &), ) 2NBIEh, BUE 3 HIER THRY
SR EBLTND Y 2,

Rk 28 AFEEIC FE S L 7= i TR, ol R K OEHETR
PM, s DERIERE, FUPM, O FERSTHDHA Ak
5y, IRFERGT B OB RSy DR 3T O R Z2 W+ 5.

2 FREFE

2.1 FAEHARUVAZTEM

FAEHIR CTh D2 RKE REEHRNE R OmI R (b
33 FE 35 4y, HIRE 130 £ 24 4y) , iR (b#g 33 EE
35 4y, HURR 130 FE 15 4y) ROWEHETD (Abfk 33 B 35 47,
W 130 21 43) 2K IoRT. MAFRIE, \Emo
LT H 2 RICALET 5 —ERERKBMER TH 5.
FEXIIFEERMIRTH 0, BIZIEE < ORGEMRE L
LAWY, £z, RBOHEFER->TWNWHTE®D, RBEEDIE
WIS, T R RN S ICH 14km OBFFTICAL
B2 BERKHER TH D, ARRY i
Kk TH Y, FERIZITFEEEHERH Y, HIOEROR
WRITSIEEZ L ARVREICH D . EHTRIEH&ETR & ot
i JR OIFIE P RICALE LT, ABESIEMEERETH 5.
FEIERKICES, BEHGEH T AMERTH 5.

FAAILLL T o BIf < FEhta L 7.

< FFE CPR2845H 6 A~5H20 )
B (P28 7 A 21 H~8 A 4 H%)
< Bk (CERR284E 10 H 20 A~11 H 3 A)
c X7 (ERL29FE1 A9 E~2H2H)
*TFOH8 A S HET

-~ —

X1 FE

2.2 HABHERRUSHAE

FOBHRIUE, WiETR, Joid)miL FRM-2000 (Thermo
Scientific ) T, PHHI/EILLV-250R (SEHAE (B )
ERHWT T, 740 Z—FVKR— U /I & PTFE
7 4% — (Whatman ) ROMGHE 7 1L % — (Pall §)
LT

PM, , DEEREIL, fitERIZIZ PTFE 7 4 V¥ —% 1R
FE 215+ 1.5°C, FEXHREE 35+5% DN T 24 KRRILL L
BELIZbOERRL, MEMZOEICEL > TRDE

A ARGy, IRFBRSY B OB R A O FTE, TR
[P IRE (PM2.5) B IE~ =27V (LLF
[==7 ] ) LW, | 3t T-.

A F UGy DINTE, AT 4V H —D 14 7 % BHK
10mL “C 20 sy E Rt L, fLE% 0.45um @ PTFE 7 «
AT 4 NE—THiltk, 4147 v~ 777 (Dionex
#l . ICS-1600, 2100 (FF - Z3) , 1CS-1100,2100 (Fk
Z e A7) ) THMTLE. HIEEBX SO,%T, NO, T,
Cl, NH,*, Na®, K', Ca?", Mg> " @ 8HH TH 5.

IRV DML, FHT 4 NZ—0 lem2 &L,
H—R T+ Z A ¥ — (Sunset Laboratory # : 7 REF /L)
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T Improve '8 b aw LW air Lo, JIEHEE X
OCl, 0C2, OC3, OC4, ECl, EC2, EC3, OCPyro T&
%. FREKFE (0C) 1Z OC=0C1+0C2+0C3+0C4+0CPryo,
TLEWRE (EC) 13 EC=ECI1+EC2+EC3-OCPryo TELH L
7.

Si & [k < AT D434, PTFE 7 4 L 2 — D 1/2
k&~ A27nvawx—7 (Perkin Elmer ! : Multiwave) THg
SR LT-#%, ICP-MS (Agilent 8 : 7700x (FZ - BZ) |
Thermo scientific ¢ : iCAP RQ (FkZ « &) ) THHTL
7-. WIEHEHIE, Na, Al, K, Ca, Sc, Ti, V, Cr, Mn,
Fe, Co, Ni, Cu, Zn, As, Se, Rb, Mo, Sb, Cs, Ba,
La, Ce, Sm, Hf, Ta, W, Pb, Th ® 29 IHH THh 5. Si
X, WET 1 ¥ —Ft X B HTEE (BRUKER #
S2 RANGER) T/r#rL7z.

ek, MEAEO1A30 AKRC2A 1 H, /D7
H2TBEO2H 1 Bid~w==2T VM- Te 7Y v
MEfTE MoKl E LT,

3 WBRRUEE

3.1 PN BERE LN REDEFEHLEIL
3.1.1 PN BEERE

PM, ;ERBEOTH L OVHEER 1 IR T. BHiE
HREELE, WA T 16.8ug/m® (4.4~353pg/m®) ,
T R TUILFEYS 15.5pg/m® (2.8~35.7pg/m?®) , FEHTRT
1L 15.9ug/m? (3.9~34.5ug/m?) ThH o7z, HEFTHE,
JLIA JR) B OV 8 )R C Rl 4o 4 T 391 ) o o0 B B BEE oD S A 1

SRR (15pg/m?®) 2 LT\, —JF, B
FEMEME (35ug/m®) ZARE L=, iR kOt
DE1HTH-oT-.

HERECBILIFHOLMELD L, FF - -EF -4
FICRENR S, KFECREMED -T2,

#1 KFHOPM, JBERE (LK 28 %)

BIEFED 46%) , FEF/A T 720gm?® (EEBEFED 45%)
ZEO TV, ZRENORER OB TREREWVIZR S
N> 7.

A F BRSO FTITRTORERT S0,2 kb
< THEFTR CIEEY 4.4ug/m® CEEIRED 26%) , Juli]
JATIETY 4 1pg/m?® (EERED 26%) , FEHRTIEF
¥)a2pgm?® (BERED 26%) Thoie.

#2 KFMOPM, ;PA AR (PR 28 4FE)

EE OHE KE OAF FY

S0, * 4.0 6.5 2.5 4.6 44

TR NO, 0.63 0.066 044 28 0.92

NH,* 1.7 24 099 25 1.9

o 032 019 033 0.63 0.36

HaE 6.6 9.2 43 11 7.6

S0, *" 3.8 6.3 2.5 3.7 4.1

JLIE JR) NO,”~ 085 017 051 19 083

NH," 1.7 2.5 1.0 2.0 1.8

zoft 030 016 039 057 035

1taait 6.6 9.2 4.4 8.2 7.1

S0, *" 3.9 6.4 2.5 3.8 4.2

VEHTR NO, "~ 0.67 0.048 052 24 092

NH," 1.6 24 1.0 22 1.8

zoft 030 0.15 038 0.65 0.37

1183 6.4 9.0 44 9.1 7.2

S0, *" 6.8 6.9 6.3 4.1 6.0

TR NO,~ 1.1 021 15 36 16

CER 27 FHE)  NH,' 2.7 2.5 2.7 2.7 2.6

zoft 037 048 042 057 046

1raEe 11 10 11 11 11

®E  HE KE A% 7Y

TR 18.3 17.8 12.1 19.5 16.8
JLE JR) 16.5 17.7 11.5 16.2 15.5
PR 17.2 16.5 12.3 17.7 15.9

FT/RMH27)  21.0 18.5 23.0 21.7 21.0

(HAL @ pg/m®)

3.1.2 4F VS

PM, s DA A T 56 I L OFERE %
£ 2IIRT. A AR EFOETENL, HiFTR TIX
7.6png/ m® (EERED 45%) , TR TIE 7.1pg/m® (&

(HAT : ug/m?)

3.1.3 RERS

PM, s HFDRBIFIZIT DEH T & OFERE LR 3
WRT. RFEROTI, ﬁ?xfﬁ)%f I OC 1 3.4pg/m?
(EERED 20%) THY, ECIT Y 1.2ug/m?® (EER
ED 7%) Th-olz. LTI OC S 2. 7ug/m? (B
BEED 17%) THY, ECI1TFH 0.83ug/m® (EHEEE

D 5%) Tholz. FEHRTIX OC BFH 2.8ugm® (HE
IREED 18%) T ¥, EC 1L 1.1pg/m?® (HERE D 7%)
ThH-oT-.
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#£3 BFEHOPM, , PIRERDWE CFRk 28 )

BE HE KE AT TH

TR ocC 38 35 28 37 34
EC 13 10 1.1 13 12
JT I J ocC 28 34 21 24 27
EC 084 073 081 095 083
TR ocC 30 30 24 29 238
EC 12 098 1.1 13 11
TR oC 34 31 42 35 35

(CFERK 27 %£%)  EC 14 14 18 17 16

(HAZ : pg/m*®)

3.1.4 EEHS

PM, T O&RBR D GBI 2 FH 2L OFHRE
R A4 TRT. SRS AFHREL, TR TIREY
0.74pg/m® (A EWRED 4%) , JLh/FHTIEFE% 0.72pg/m®
(EEBEED 5%) , BEHRHTIXES 0.74pgm?® (R
JED 5%) Thotz. LT, 3 HTHOMTREREN
TR0 T,

#4 BFEHOPM, ;PRBEOIIRE CFRL 28 1)

BE EF KE AF T

HTR 13 031 062 072 0.74
el 1.0 034 068 081 072
VEHTR 12 037 063 075 0.74
H&TR 084 0.59 0.87 047 0.69
(ERE 27 5%)

(BT - ng/m?)

4 F&&H

WIATIZH T D PM, s DR IREOFEHAR /2 & 2
BT D720, FRR 28 5 O IR, o)k
OPEHTR T PM, ; OFEHREUVE T, BERE, 1 4R
5y, RFBRSGY, @B OWEZIToT-. EORESE, BE
I O &R E LN THETTRT 16.8ugm?, JLli)/&5T
15.5ug/m?, FHHT 159ugm> THY, ETOMER/T
P EAEE A L TV e, £, ROBEIC SV T
SO, MR bE <K IF L EHD TV,

XAk

DR, i @RS T 5 PM,  ORAHAR & F84E
URAENT, f& [T PR EBRBEATJERT R, 38, 71~76, 2013

2) BRIBEFHAIRRRIY - SERR7AEE ikt b
PM, s DRGHLER, fEI TR SR ST, 41, 123
~125, 2016

) REEA - RKFMUNRLTIRE (PM2.5) BAHIE~ =
27V, 2014
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SRR 28 4R
BREL BRI
FAVERNIE, KRAFOBEEMERMFICEET D LT

T, W7 RS BRI L2 B, @I
TN BTN OBIERRE LT > T 5. £72, T

3%%%%iotil R Wi FRVE RN A R UG Y

TS LR EEREICSML, 2EOR

?Hnﬁkiﬁbf A A3 1 2 Mt D5 gL 3
EFHAELTND.

AR, FR284FE4H 4H D ER29FE4H 3H £ TOM,
W XA (i XS ) &P A A (R R X)) o2
AT CERMERREZ T2, Wi & b, WETHER S
EICHRE AT, BERRKEEBCERE TR ML S Y & B
L7, JIETEHE X, Wi XE&EFT Tk, pH&U%”@E
R, & LTIk E, pH, BERKE A 4K
H5.

FEFEOREM L ERIKROR2URT. 2, £
TS DWW T, Bk B, BB R I3/ NV BT 7L

R i) 77 0D P P R AR A R

FT ClEpHDHiPH234.01~5.34, NN EHE34.78TdH -

7=, F7z, P Z A TIEpHO#IPH233.59~5.74, FEINE

EHENRA.84TH T, TNENOFEME FLEHHE I

E ) (BREEE FRR27F R ARR) TH 54.83
IEFBETH- T

R Hh = DR
1 WER&RT
R [ 17 00 LR A S A PERI3kmIC A7 B L, PRSI
BT 5. FEEAI1B30mICENE202 5@ Y, AT~

YvarPELELITATND

2 HIHA L

FE R T 00 HLLHE A B B PH ~#913km, =R I B O 4
A 1 70m M AU AZE LTV 5. BEHIFI300mIC [E1E263
BRI - TWDD, HRITHE S N THER T A 72 L O BE#
DOEBIRA LR,

pH, A F U IREET/NBUS LR 2HFICHE— LT, Sl K%
F 1 WX (RELED)
BRIUIH] [EYS pH AR | KA A R [E¥S pH BRI R | KA A
mm mS/m mmol/m’ mm mS/m mmol/m’

4/4- 411 40.5 4.75 1.5 0.72 10/3-10/11 102.7 5.22 0.5 0.62
4/11-4/18 34.9 491 1.0 0.43 10/11-10/17 22.6 4.81 0.9 0.35
4/18- 425 57.4 4.93 1.0 0.68 10/17-10/24 21.4 4.66 1.3 0.47
4/25-5/2 39.7 4.45 2.5 1.42 10/24-10/31 29.1 4.48 22 0.96
5/2-5/9 52.7 5.07 0.7 0.44 10/31-11/7 1.4 4.81 33 0.02
5/9-5/16 62.0 5.12 1.0 0.47 11/7-11/14 46.7 4.54 1.6 1.35
5/16- 5123 283 4.99 1.4 0.29 11/14-11/21 39.0 4.65 12 0.87
5/23- 5/30 47.1 4.85 12 0.67 11/21-11/28 52.4 4.66 23 1.14
5/30-6/6 25.5 421 3.0 1.58 11/28-12/5 10.0 424 33 0.57
6/6-6/13 13.8 4.41 23 0.54 12/5-12/12 32 4.02 8.8 0.31
6/13- 6/20 93.4 5.25 0.4 0.53 12/12-12/19 62.8 4.88 1.3 0.82
6/20- 6/27 199.4 4.98 0.6 2.11 12/19-12/26 14.9 4.93 4.2 0.18
6/27-7/4 69.9 4.90 0.7 0.87 12/26-1/4 48.7 4.84 22 0.71
7/4-7/11 51.7 5.01 0.6 0.51 1/4-1/10 32.8 5.02 0.6 0.31

7/11-7/19 133.3 5.34 0.4 0.61 1/10- 1/16 0.1 - - -
7/19-7/25 0.0 1/16- 1123 22.0 4.20 10.2 1.40
7/25-8/ 1 0.2 1/23- 1/30 11.0 4.55 3.1 0.31
8/1-8/8 36.4 4.17 33 2.44 1/30-2/6 19.5 4.90 1.0 0.25
8/8-8/15 0.0 2/6-2/13 16.2 4.29 5.0 0.83
8/15- 8/22 0.0 - - 2/13- 2120 4.6 4.38 5.3 0.19
8/22- 8/29 67.6 498 1.3 0.71 2/20- 2/27 11.3 4.97 2.5 0.12
8/29-9/5 321 4.05 5.4 2.87 2/27-3/6 3.9 4.27 8.3 0.21
9/5-9/12 59.6 427 2.6 3.23 3/6-3/13 1.9 4.67 14.5 0.04
9/12- 9/20 251.5 5.11 0.4 1.94 3/13- 321 23.6 4.44 3.6 0.86
9/20- 9/26 0.9 4.01 30.9 0.08 3/21-3/27 33 4.36 5.4 0.14
9/26-10/3 292.1 5.24 0.4 1.69 3/27-4/3 72 4.42 3.0 0.27
Hs 2302.4 - 158.3 38.11
TE (1) - 4.78 1.3 0.73
e KA 292.1 5.34 30.9 3.23
/Mt 0.0 4.01 0.4 0.02

¥7/19~25, 8/8~22 [XFErE7Z2 L. 7/25~8/1,
(##) pH & ERBERIFENETY

1/10~/16 (TR B D 72\ T b KA.
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#F2 s o QRPEEEY)
el I T I I B S IR S LR R Kl BN
frigsR A A A A A A Pty AFv AFv A+ Yy A Ay
mm mS/m mmol/m’ mmol/m’ mmol/m’ mmol/m’ mmol/m’ mmol/m’ mmol/m’ mmol/m” mmol/m”
4/4-4/11 68.4 4.85 1.5 1.19 1.12 0.82 2.15 0.63 0.17 0.24 0.10 0.96
4/11-4/18 75.4 5.01 0.7 0.59 0.48 0.37 0.90 0.32 0.16 0.14 0.08 0.74
4/18- 4/25 76.8 517 0.5 0.41 0.52 0.14 0.72 0.11 0.07 0.16 0.05 0.52
4/25-5/2 92.2 4.68 2.0 1.41 0.76 5.51 1.09 4.74 0.14 0.21 0.51 1.93
5/2-5/9 103.3 5.14 0.6 0.62 0.53 0.45 1.01 0.40 0.09 0.14 0.11 0.74
5/9-5/16 107.0 5.02 0.8 0.83 0.63 1.82 0.82 1.49 0.09 0.13 0.21 1.01
5/16- 5/23 16.2 4.93 1.0 0.13 0.18 0.26 0.25 0.22 0.02 0.02 0.03 0.19
5/23-5/30 61.8 4.96 0.8 0.65 0.92 0.17 1.52 0.16 0.06 0.08 0.06 0.68
5/30- 6/ 6 37.8 4.37 1.9 0.78 031 0.15 0.27 0.07 0.03 0.04 0.03 1.62
6/ 6-6/13 24.2 4.61 13 0.40 0.32 0.10 0.51 0.08 0.02 0.07 0.03 0.59
6/13- 6/20 101.7 531 0.3 0.21 0.34 0.09 0.51 0.10 0.04 0.01 0.07 0.50
6/20- 6/27 248.1 5.16 0.4 0.73 131 0.42 1.87 0.40 0.11 0.07 0.19 1.72
6/27-7/4 100.9 4.99 0.6 0.49 0.69 0.40 0.79 0.34 0.07 0.12 0.11 1.02
7/4-7/11 74.2 526 0.3 0.19 0.25 0.06 0.36 0.08 0.04 0.05 0.07 0.41
711-7/19 193.1 5.26 0.5 0.52 0.80 2.18 1.25 1.79 0.12 0.15 0.27 1.07
7/19-7/25 20.7 4.47 2.0 0.43 0.40 0.15 0.63 0.12 0.02 0.05 0.03 0.70
7/25-8/1 1.6 5.02 13 0.02 0.03 0.03 0.06 0.03 0.00 0.01 0.00 0.02
8/1-8/8 13.3 4.14 34 0.47 0.64 0.10 0.50 0.08 0.02 0.12 0.02 0.96
8/8-8/15 0.0 - - - - - - - - - - -
8/15-8/22 1.1 5.03 3.1 0.05 0.05 0.03 0.13 0.03 0.00 0.01 0.00 0.01
8/22- 8/29 1274 5.09 1.6 1.08 0.56 12.07 1.00 10.08 0.21 0.30 1.07 1.04
8/29-9/5 24.8 4.05 53 124 0.64 225 0.35 2.01 0.06 0.12 0.24 222
9/5-9/12 49.1 4.38 2.1 1.05 0.75 0.15 0.57 0.16 0.04 0.06 0.03 2.07
9/12- 920 314.0 5.15 0.5 1.28 0.97 3.57 1.28 3.06 0.14 0.11 0.36 225
9/20- 9126 1.1 3.59 40.6 R R R - R R R - 0.29
9/26-10/ 3 313.8 5.30 0.4 131 0.87 0.98 2.39 1.01 0.15 0.09 0.17 1.56
10/3-10/11 96.8 532 0.5 0.41 0.26 1.69 0.35 1.36 0.06 0.05 0.13 0.46
10/11-10/17 21.6 4.90 0.8 0.19 0.13 0.16 0.15 0.14 0.01 0.02 0.02 0.27
10/17-10/24 26.6 4.50 1.6 0.39 0.59 0.32 0.36 0.29 0.02 0.05 0.04 0.84
10/24-10/31 56.0 4.59 2.0 0.82 1.09 4.15 0.55 3.58 0.09 0.17 0.39 1.45
10/31-11/7 2.7 4.40 2.8 0.12 0.13 0.09 0.09 0.10 0.01 0.06 0.02 0.11
11/7-11/14 55.6 4.71 1.1 0.78 0.55 0.79 0.66 0.70 0.06 0.15 0.11 1.08
11/14-11/21 4.5 4.70 1.1 0.51 0.56 0.44 0.73 0.43 0.05 0.08 0.07 0.84
11/21-11/28 64.7 4.62 2.2 0.99 2.13 2.96 1.50 2.61 0.10 0.23 0.31 1.57
11/28-12/5 10.2 4.20 39 0.35 0.50 0.77 0.35 0.75 0.03 0.06 0.09 0.65
12/5-12/12 1.4 4.06 8.2 0.10 0.31 0.20 0.17 0.23 0.01 0.07 0.03 0.12
12/12-12/19 24.0 4.55 2.6 0.64 091 2.02 0.83 1.92 0.06 0.23 0.22 0.68
12/19-12/26 8.9 421 8.8 0.63 0.53 4.11 0.55 3.60 0.09 0.15 0.39 0.55
12/26-1/4 26.3 4.56 33 0.62 0.89 2.94 0.63 2.63 0.07 0.09 0.29 0.72
1/4-1/10 4.6 5.74 0.4 0.02 0.03 0.07 0.04 0.08 0.00 0.01 0.01 0.01
1/10- 1/16 0.0 - - - - - - - - - - -
1/16-1/23 21.2 4.11 14.5 1.98 2.35 15.57 2.28 12.87 0.34 0.45 1.54 1.64
1/23-1/30 18.6 4.55 29 0.49 0.62 1.09 0.61 1.01 0.09 0.09 0.12 0.52
1/30-2/6 30.0 4.82 1.0 0.33 0.24 0.59 0.26 0.52 0.03 0.06 0.06 0.46
2/6-2/13 23.1 4.42 39 0.77 1.11 3.02 0.89 2.65 0.08 0.21 0.32 0.88
2/13-2/20 10.9 4.37 52 0.60 0.71 1.40 0.88 1.30 0.08 0.15 0.17 0.46
2/20-2/27 18.2 4.79 2.0 0.47 0.56 0.89 0.94 0.76 0.05 0.09 0.09 0.29
2/27-3/6 49 4.33 6.4 0.32 0.51 1.24 0.45 1.06 0.03 0.13 0.13 0.23
3/6-3/13 6.6 445 13.7 0.72 0.97 5.05 0.89 4.44 0.14 0.36 0.49 0.24
3/13-3/21 41.0 4.52 3.1 123 1.20 4.15 1.75 3.69 0.14 0.22 0.42 1.25
3/21-3/27 7.7 4.26 4.9 0.43 0.72 0.71 0.89 0.60 0.04 0.13 0.08 0.43
3/27-4/3 30.6 445 3.2 1.16 1.98 1.38 2.60 1.09 0.08 0.26 0.15 1.08
45t 2903.0 - 173.1 31.17 33.67 88.10 40.31 75.93 3.65 6.08 9.55 41.66
() - 4.84 1.2 0.64 0.69 1.80 0.82 1.55 0.07 0.12 0.19 0.83
PO 314.0 574 40.6 1.98 2.35 15.57 2.60 12.87 0.34 0.45 1.54 225
Toe/ Ml 0.0 3.59 0.3 0.02 0.03 0.03 0.04 0.03 0.00 0.01 0.00 0.01

¥8/8~15, 1/10~16 IZFEF7Z2 L. 9/20~26 IFTEAKEND 2N T A I 2 By KA.

(#£) pH LEX

(BRI INE )

- 158 -




T ORERTREAIZBIT DY B A 7 VAR Z A OPEH IR

PRICERBTE B BEIE B Y

1 oI

BT OZFEN HHEH SN D ZHIL, K1 D&Y Tk
25 TH (LLFRRIA) | R 7WIZH) DRI
) TZEEVA - Xy bR V) O 42250 LINES
ToTWBY .

BB i VI
153
[ Euns N e—) | 5158 TR ﬁ

1 W H OFREER ZH O35« BT —

YBIFZEFTTIE, THHFEEERZHITOWT, fEERME
SHEED D OIEBEERIETH L EX AN E LT,
THERY A 7 VATHE T HOIRARDL A & A R A
THEFEL TV 5.

A, FRZAHAPOMNE, moFE, SHEEO 3 X5
B2IZDONT, VYA 7 VR[IR A OB LS X
W5 5AEMO Y YA 7L ATEe ZHOHE RIS OV TR
BEITST-OTHRETS.

2 HHEAE

SRk 22 4F KON 27 4R E ST O RS RO, —
AT AR R, SRR AR I R, — AR
W2 2 B oEIS, IRBIARE T 2 v R)RUR
KA1 A1 HYE72 0 EJREIER EE2 S L ICEE3 DD
HEMNGHX 2RE Lz, 3 MXE A 1 BlolgH e L,
BHXIZOWTHEAMR], F REFAEZFE/T 5 & &b,
R T X & T LT

TS B HIX D —FEFEE HHEH S L= w[R ZH o th
ORISR D /D 72 % 200kg LA BRI L, BUEHE L7z,

i L7 /R S DR AR L, #3H, 77 AF v 75,
KA - oo, Wi, &R, U7 A, M-
ORI, % - MEHEO 8 K4y (R4 1oL
TG, PRIV 22 3 LT S5 A 7w
IRF ORI S LT, %O DWW THEE L
HWEL, ZHMRESZRD-

3 HAERR

2.1 YA I)LAREC A

VYA 7 VAR HORFEEER 2 IR T. WES
DV A 7 IVATRE Z AL 203~23.5% TH Y,
WHETDHE 76.5~79.7% MRV A I ANARAFEZHEND
ik, VA I NARES AR ROBEEEIAICEL
TIEREARBTR SN TWARW, £ U ¥ 7L Ahe
CHMBDONRE R CHhD L, I s 725
v ZHOIAIC %<, BB L TXY oA 7 LAEED
RO 8~9 H & HDTWA. LR, VYA 7 afgel
B A 3 MR DN TN TR I SR A bl L 7.

25

0.4
AR ®RE
0.2 03 02
o | FEEE0 am =
s
® kozd
% s ISRFVIE
ki
I3
=2
S 10 fo o o o o RN -
- o % - sl
EN 70| 6| ma [0 es| |
s P
0

H2AEE H25EE H264EE H27EE H284EFE
B2 UHA 2 IVATRE Z B DRl

2.2 VYA ILETREREE

HEIZ DWW T U YA Z VRN OH W EHE R V2 D
WiRz £ 1ITRT. fEHO S5, fBTol2 20Tk
BALRIREIZ L O ANV TREZSE D Lotz oA
I VBEMRENTITIAIEETH D, BRIV T HilksTs >
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DYV YA T NVFEER P —EBEEH LT\ DHR, BAE, KT

WEFRE R R Z A ok te DI b L7205 « IED
BHICIEE > TR0z, VS A ZUARA[E LTHRDY
W7,

MEHOREZLZIK 3 IRT. BESEROY P17
JVATRERREEIT 16.9~183% Th D, VU A 7 /LA fEMkEA
OHNRE R THD L, BR—/L-LH I L TIEs
PMEN. ZHRBIFHEHFIC L > TI A I L TELHHD
LLTRERBLTEY, EEEICVHA 7 MIEIENTNDS
7o, AR HFA~OPEHMESMZ N TND DL
Ebhs. WicHss - IR, SERICHV ORISR
RENDHENFZITE L TFEEBEWIRES VTR
D, KRNIV A7 NVTERVWERSTZEZER

40

STEPHER —EBFEL TV D EREEND.
AT OFRER AR T HDOyBIN— N E, Zhb YA
JOVATRERIE Z IR S & L CHER T 5 2 L ikiE R L —
JVIESCTIEZ2 W0, B —oL, 3BIHE, MRS cB LT
WEHUISAERIEY, MY YA 2Ry 7 A, YA 70
AT —vaVEERA LY A 7 VEHERL TV D,
(Eﬁ%%%w R DO ENHLE B T NICHRTE LT
o) RRICHER B LTI D U YA 7 LAl BE
ﬁ&é:a@%ﬁ&69%47ww~%m@ﬁ%ﬂﬁa
MICHE AN TS EZATHEH Y, TOMBICHER L
TV MERHD.

2.3 YYA LTS RAFYIE

TTAF w ZHICONT Y YA Z VR R R O] £
R REONRER 2 ITRT. VYA T AFRRETS T AT
v Z7FE UTIIECEIK, 8, EhERA-THD (U1
A I N<—I MELEINTND) Xy bR MLV GHBA
STNDERy MR MZIZY YA 7 V~—7 RERLRIN

30 120 (135, TW7RW) |, ZTOMBRIRAIET T AT v 7 (FIWAT o
g e —), FRL— (Af) ©35Ths. 22T, 7
§ P O 5 AT 7 MBS T 5 b0 (KERD) 12
EY sy un owm Tam e, W, TRBTRHC T Y Y 2 L AT E LTh

T if e l~—1m = BULSEEATV, FAEBIRZSD & VoY 31 7 1

10 | HB e B ";H DIED>, I ANI A T NVET>THDLHES H 503,

ik on il aumn 22 OB T ORER, A CHEHFERER R HHOT T 2
‘L mll U F oy WEBEHIL L AR - IEORAICIEE -
EW/“-;:-}“’\‘“’ L AN TR, U HA Z AT L LTRY o7z,
H24%EE  H2S5HEE  H26EE  H27EE  H28EE 5 2F FEORELTA A 4R, VA o0
AT T AT v VHERFRET T AF v 7 &R T 5
1 MDYV A 7 VAR A O W FEYE

INoYHR VA L] U A 7 VR ]

BeR—v BrR—v (@R <) <5 >

7B BRI BOOHE HEE L <R R ST b O
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Hendr | I HW bk EfH TAavva < VA I ARFRERINT. (2—F 4

7l i A2 P 00 AR 7) &I bo

YA R ST A

MEZE - R MEEE ETIEE < U A 7 AARFRERRICHER M S
J—7L vk 2 EnHARLD

SeTUy bk hEay
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TSRFYIEBDHER(%)

0.5 ! 05 Ry 05 ! 0.4 ! 0.6
H244E[E  H2SZE[E 4, H26EE  H27EE  H2EE

M4 7T 2F v 7 FORFZAL

LARFREZR S O 9 FLL L& HDH T,

Wz 5 FERO YA I ARRRT T AF v 7 FIT 0.5~
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AR SN Z ERBA NS, 72 L, <y b
AR MLOREIT/NS W), A% S OENIZEBY
MCHE Y KIS TORVIRITH H.

2.4 JHYA Y ) alaetEsE

YA 7 NVAREZHAERD 5 B, HEEICRWVTEIG A
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AR DR FEE K NF ONREF 3 1TRT.
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JEEAT b D
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1 [FC&®IC

TEiR L5 COREYRENQIEIZ LV ELLETAK
WIZBEEDH RO, H FI v LAZE0BEEBENSEGEN
TW5D . TORDINTISY 54T 9 ITITE U ARD DI
SINHEEBENEREASIED Dz (A%
WCHEAET DL OB EITORITNER DRV AEM T O
ABRTH CRZOMBEE LTFL— MEIRMZTT> T
W5, FL— AL, £EUAKOESBEZLFEIC
WL, EoBEAREBIET 200 THS. BIEAE
BRI TIEF L— hEIZE CAKICH LK 4%DHEET
WML TWDH, L OEWIRINEIT > T 5 BEFEY LB
MBS EERE VL VERSLTWA., 22T, AR
THTHEAEINTVD F L— M GF8 &R 2 T
A% LV IENEIETHX L — NRIIZEIT>T2E£ CARDOE
B ATV, RINREIRO 7= O ORI E1TH & & b,
8 D F L — MEIE GBI R AT > 72D TH
HT 5.

PR LB S R A

2 HREAHE

2.1 MEREHR
TN O AR T (2 h— 2 ABEENF)

2.2 wHREH
221 ELAKR (BRELARK)

PR 2941 A 19 BICERBRL7Z 60
222 FL— A
AFERIBICTHEHIN T TFE I AN U RF
L— Ml 8 88l (LA FTO~®F 5E7L)

2.3 HIFEIEH
27 v h(I-Cr), B RIULA,

2.4 RERAZE
2.4.1 AMAEAZE (FL— EIEHME)

L LK B0g Iz L, FL— bHlE 1% ~4%I2B 0T
0. 5% MR CTEN UM LK 15mL (5K 30%) %
MAIBH L= 02 MR E LT,

2.4.2 AHARERE B 48 FBRBTTE R 135
2.4.3 BIEAZE 1CPEESHIE

1. BHERS R AL : mg/L
F L — hAl ) @ ® @
kS T-Cr cd Pb T-Cr Cd Pb T-Cr cd Pb T-Cr Cd Pb
0% CREI | 0.1 0. 007 17 0.1 0. 004 19 0.2 0. 005 16 0.4 0. 004 15
1% 0.4 < 5.4 0.2 < 6 0.7 < 10 0.9 < 12
1. 5% 0.5 < 0.06 0.4 < L2 0.8 < 1.4 0.9 < 1.7
2% 0.5 < 0. 02 0.5 < 0. 05 0.5 < 0.01 0.5 < 0.03
2. 5% 0.6 < < 0.4 < 0.01 < < < < < <
3% 0.5 < < 0.4 < < < < < < < <
3. 5% 0.6 < < 0.4 < < < < < < < <
4% 0.6 < 0. 02 0.4 < < < < < < < <
FL— Ml ® ® @
IES T-Cr cd Pb T-Cr Cd Pb T-Cr cd Pb T-Cr Cd Pb
0% R | 0.3 0. 006 17 0.3 < 12 0.2 0. 007 24 0.4 < 10
1% 0.8 < 11 0.8 < 8.6 0.5 < 1 0.8 < 8.9
1. 5% 0.9 < 0.5 0.9 < 2.1 0.6 < 0.1 0.8 < 2.4
2% 0.6 < 0. 02 0.4 < 0. 04 0.6 < 0.01 0.3 < <
2. 5% < < < < < < 0.6 < < < < <
3% < < < < < < 0.6 < < < < <
3. 5% < < < < < < 0.5 < < < < <
4% < < < < < < 0.5 < < < < <

« IT=Cr) 1347 v A, THRIFHEN LR IRS

=

« EETRRME  Cr:0.1mg/L, Cd: 0.003mg/L, Pb: 0.01lmg/L

(<) ITERTRERBEET.
< HENTAEUE Cr(6ffiz m A& LC) ¢ 1.5mg/L, Cd: 0.09mg/L,

Pb : 0. 3mg/L
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3 REHER

F1LICELRBRAER A =T

27 8 A(T-Cr)ix¥ L — MR TR A 0.4mg/L R
HL 72728, $RSEEEYE(L Smg/L) &7 LTz, £72, #
W@~O® K OC@IZIRME 2.5%LL ETE & T RN &
otz O, @R UDIETME 0~4% T THIR
HEnz.

71 R 7 AFEF b— MR TR 0.007mg/L 15 H
ST, HESLFEUE0.09mg/L) &7 LT\, F iz,
BMFE 1% TOTNOFW T H e & FRIERM & oo 7.

RITF L — FEIREINT 10~24mg/L Bt Sh, W
b AT EUE0.3mg/L) 2 il L T2y, QX ODIFH
M 1.5% T, @~@KU®IE 2% CHIN KA k& L T
AVl

4 EE

FAERERLIY, £270h, IRIVL, OH>H, &
70 AR O R0 AEF b — NIRRT CHENT L%
W LTWeled, s 2% L— MIIIERIZ DN T
FLIR T 5.

4.1 HBHEDEWNZLSFL— FEHELER

BJ 123 L — MR LA IR 27”7, SRR
BT 8 FEETOMH TX L— MR LFH L &
2, ShERHIREME TS 2EMARBO 6N, £, »
THOEHTHIRME 1.5~2% CHN EHER - LB
D, $h¥L— MHIRICREREITRNEE LN,

4.2 FL— MRMEHBOZEE
TAER LV WTHOIA T HEINE 1.5~2% THAL
%&%ﬁtbfﬁ@ WMREBHED 4% L HIECT&
ZENHER SN, —F, R2ICAFERTIBICETD
ﬂ£3¢ﬁmﬁbh(%v#F$ﬁmwmﬁ%T®%
BRI T, KE & R/ MEOE, FEICR 5
RN S, AR E R BN RE N LR85,
FO7, RKREERZZ00C, BLICTMEE 1.5~2%
HIBRIZ 92 2 & ITENIRYEIESF O 7 DIiT L <, A%
VXIS SRR R S D ZE B ) SOVA R EE i R C D LB
WK EORPPRMBETHD LEZ LN

4.3 RMEHEA~ DA
%’Tﬁ%@%v~b%%$%ﬁ@@ﬁﬁ&bf i
W Z 1.5~2%|ITHIET 2 DO TIER <, 4% bR
_ﬁbM@%ﬁM&(ﬁL4%—aj%—s%)I,ﬁzWJﬁﬁ

MICEE CARES IR 21T 5 2 & T, HNHLEE & &

WL EaEmEL TS

2éPb mg/L)

——0 --=-—-0

- = — —
90 | ©) )
-%=-® -e-0®
15 -
o\ @ ®
10 =i
SN
5 <
0 : s S
0% 1% L5% 2% 25%1 3% B5% 4%

3

2 o e

O ¢

Pl =
1.5% 2% 2.5%

B 1. 3% L— MRS &S IR EE

# 2. L AR (G L— PRI B B T ofai R
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S fE 34 mg/L
e RAE 130 mg/L
B/ M 0.01 mg/L
T YA 2 30
XM 3AEMOE (N=65)
5 F&o

HEUAJRICK L CHRFES L— N (B8 FH) % 0~4%
WU HERBR 21T o T2, W ol 1.5~2%

THLSTEEE R 7 L, $0ANIC

L oFL— hhRIIRE

ZiX e ot BUEER L TOXx L— MG
4% ThH D=0, IWMFETF 5 Z LR TE AN
DM, LU ARG OSHEHREIIEBNNKE V20

BMFHRR D 72 DI IXIR IR EE O ZSBME M, e KfETo
VBRI 2 E TR T D MERH 5.

Xk
1) Bl FUHEACER © 55 5 [BIEci Ly Bl BEsEia ol & A
SEM(E D 5) AT & FEFEM 5 A 7, Vol.46, NoS, 41

~46, 2016




hERVE R R A 2 —(T

PR EEER S 2 B
1 [ZL®IC

M oo USRALE 1, USRINEE A 13,085 A (K% Lt
0.2%) , L% A 19,164 A (FERKIE0.6%) & 72> T\
% (CPRR284E4H1ABE) V.

LR K OV ERETB IR IZ OV T, TR 1 A ATH 5758
TR TR AT > TWA . DIETNE LIRS 2521 A
NI D H T ARMBEG LB 21T 5 kG 72 - 7223,
iR% O BHEE I A0 2 B 12472, BT RR A Sl L CiF
Ve AL~V =2 —T L L, SERE 27 46 11 A
HBIREAELE v 7 —E LTS ARG LTS Y .

HERTBIRER AR AL L 2 — TR, LIRSS & B4y BT X
THLBE L, BiATEIRIFBIAA & L Ol T8 TR L Tu
B, AWRIZOWTIE, AW EIT-7-1%, AR L A
TFAEASPERR LTV D, ARl Mgk O BRI AR AT D
W72, RTOMIEEIET 20BN E U, hNifE—
D USRALPEEFY T 0, BRI AR 1AL B A 45 11 U 7= 43l
WIRNT &0 G, IR OAE DN AKE I G- % 2 528
WCOWTHREZIT> 72O THET 5.

2 MEHE

2.1 MEIFEZIDONT

HRIE TR AR ALBY  X — DB T 1 — 2 X 1 ISR,
PRV IE R AEALBLE o &2 — T, = AL LR RO
WG RZ £ THRAMICT IR T5. BAMO LR
1, WMfyfT%M@Lt& IFEA~ BT 5.

TR D USRS ZIBIRIE A o 7 Ol U, /4y 1
%ﬁ&v%m%ﬁ%%MLf %%ﬁot%,27)2*
7L ABAKKEIZ X0 KT B AT IRIEAR » I — el
U=, BUSH L LR TR+ 5.

WK AT AHRFE TR L, PRIR & B0 ZIT V),
—EME TRIE~EBET 5. AROBELIRE DL
24 WEMHLERE TITHOAL D . RS T, HARRE) e fidng
KIEC LB EMER A 4TV, I BOD OALER AT 5. B
SRR AW OB REIC L W EE L, 4~7 HIEE
ThHb.

%ﬁﬁb%i@ﬁ@’;éaﬁﬁTfmﬁﬁm@ﬁﬁ

. BRI A~ O ERLRFNFIE O 5| & X 1T, ki
ﬁfl%ﬁm_;@me%%ﬁuTifﬁﬁ%¢§ﬂ<
KBTI 5.

BT D AR 1R DK E A

ik BEIEWALER fi A

%%@mﬁ@ JiAK BhA %KF 7K

< M?ké?ﬁ
ln(]m 40me 110 T7k)§ﬁkmu

TR R l Y3 TR B
Bk & LT | 2411 [H 518

MERGERS B O 28548

X1 PERGIREALPRY 2 — A T b —

2.2 MERELERORKR

SRR A5 LRI, WU O ARR\  2 f8 0D LSRR L 72 TR
EAT o2 AFEY BIL, 16 Keh B }EEE O 1 & ERAT VY,
21k 58 T RIS EIEE 240 2 BRI 520 L 7=, B % I3
MR ORI DL 2T, B HOIEELZK T L. He8
RE2s B BUGOMR I A2 fERE L, NEXESR O BB 21TV, @
HEER S AT LT,

3 FREAE

3.1 RAEFHOFEIUSAT

W AR DB R L ST B AT s B ELEER IR L 7=,
3.2 &R

TRk 28 4511 A 14 H~FRk 284 11 A 17 H

3.3 FeEkfFIEHARE
VR 28 4E 11 A 14 H 16
~SERE 28 4E 11 H 15 H 8 i

3.4 ABBEHRUSAE

A E RO ka2 R IR,

HER TS Ve AR RLBR Y L F — DB K AR D FEYE A i
T T RBERRELHED 8 H S AU, A HEVETS M E D LI I X
BOD 25 Edvd. Lin L, A EIOFHA TITAWALIE )
(L L7 GBIl e S AL TR 70 B 2 & 2 s, JITERE R
BHHRLFOND TOC ZEHEE & L=, ek, =
NETCOPFE CIRKENOMAFEIEEEN SV HENH
D, COD IZFREEIZMMNR N2 ERBH SN > TN D Y

# 1 OB TIA, JLBARBLE B9 5 7o O MR O
B 21T, BEICiT=a 4o (7 A2 B8
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OPTIPHOT-2 % H\ 7z,

K1 OHTEHE KOS5k

HE Cali[WIRES
pH JISK0102 12.1 # 7 A ML
ORP -
KR JISK0102 7.2
DO JISK0102 32.3 FRfSiRis
SS WAFD 46 45 12 A 28 HBREEITE 7R 59 HH%R
9
TOC JIS K0102 22.2 #BhbEme{b-7RoMR= TOC H
FHE
TroE=TEER JIS K0102 35.2 SAMETOE R
AR JISK010243.1.2 A 4>/ m~ hJT 7k
(7 de=E JISK0102432.5 AA4v 7~ w757k

4 WBRRUEE

4.1 BREDKELE

A EFHE L2 RS O KRERIERE R 2 2 1ORT

AL 28 4E 4~10 2B W T, IBSM O pH 1% 5.7~8.0,
DO 1% 0.3~1.0mg/L, SS 1% 390~630mg/L THER L T\
7-.

Mgk 245 Ik T 2 BRI NOBRTFRBRREZm L
TEL D, #HED 4 Bk 0 IBRKEE% 8m’/min 75
IR L CIER L. ZOREE, BREIELE 6 BF
MR DO IX 2.0mg/L & @< 2o TWnie., £z, e
BHEPE L, L ET LB CRINO pH X 55 £C

10m>/min

LEZLND.

M IR IC L VIR N OREREDIK TR S
ZEnh, IBRJAE 10m*/min TEEREAZHR Lz BRE
B 10 23 B IITIRSAE N O DO 28 0.76mg/L (2 E&H-L,
HEAPEZE RN 14mg/L I L7z, AR OBEITER
B 20 Z12ICBHAR L7-. BRXBAL 7 Fef##2121% DO 23
2.5mg/L & WSS IRRT & [A%LL RICR Y, dfEmerE R
2 3. 7mg/L & S SN U723, 26 BRI 2 TOIHR
H CIE LRI & FZE ORI/ o 72,

TOC KO SS (IRLFBHEANC REALZHILIZ b D
ZERE, TREN 300mg/L, 400mg/L Fifs TZE L THE
BLTEY, MHEKEICIEIZAE TRz,

4.2 BIIFEDOEYE

BRSSO AEWAR I, 8 5 TEIT Microthorax.sp TH Y,
iz Oxytricha.sp X° Podophrya.sp 73 £ % & 0B OMETE B
¥, Rotaria.sp 7% E OEyHIE BB Iz, —IICHE
U R OVl HRR e & OFIE A AR 03 HEE g, @EE’*‘EJZ
02 WGE BN RIFRIETH Y, AWFED 6 RAFIZ
HATON TV D Z L RS L. IR 10 4 ?& 7
WREEI B 1 XA DFEREA B v, 26 IR ICIIFER ICA
fof 23 VR BB ORI (B9 2 @ M/ VR =R AN
L7z, LinL, [FRFCALEEZS BAFZ2KBBIC A2 O RIS B
T BHHIERTE REED Vorticella.sp HEEN L, 50 BE& 12
(ES AR R EIE 37PN =1 el IR B

5 F&H

KT LTV, HEE JE AR AL y&~@?€ﬁ;&fmﬁc:{¥b\, it
BREAEIE D 16 Frfi#: ORREBEFIIZIX DO 2® A 16 Refifs Ik L7z IR KUS 1T K D AR~ D%
02lmg/L £ TIXTL, pHIZ 6.1 ER L. 2%, Z0 BT, BRERHZICEM DI Z%@%f@bﬁ”*ﬁﬁ%w’ﬁﬁ)
B> S, TOC AMMHTIE T LTV 2D, BRI BEINL, HEN ORI ZE R HIINT S e & DOREN R,
REZRND TN EBLEZRIRLIZZ LI2L Db D LN, WTNH N2 S O Th Y BRI -
F 2 MRS ORI E R R
o g RAEE B W S DA
6I [H] A 160 [R] 14 1053 # T 1% 261 [ 7% SOIRF i % TARE 1%

KR °C 27.6 26.5 27.0 26.1 25.4 26.5 25.5

pH 5.5 6.1 6.2 55 5.4 5.6 5.4

DO mg/L 2.0 0.21 0.76 2.5 2.6 2.1 2.7

ORP mV 255 174 140 227 249 236 250

ss mg/L 420 14 390 440 430 420 410

TOC mg/L 310 97 290 310 330 360 350

NH,-N mg/L 610 520 540 500 530 550 550

NO,-N mg/L <1 <1 1.4 3.7 <1 <1 <1

NO;-N mg/L 140 120 120 110 120 120 130
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IZAE U ole, TS, asfs (hRTcER R &2 e L
T IERR ATV, W R 14710 & 2 RIE Cliak D1F 1L &
To72Z & T, BRIENPERRHI Z0IREBIC 72 5 Z L & BG <
TEMTEREEZDEEZBND.

AEIOFRERN G, FRNCBEK[AEZ PN DO %5
WTRL ZET, ik & E 1T 558 OFEE fvNRICH
ZBHIENTEBZEEZLND. LML, BREEE 16
M CIREMBE N2 VIET L TR Y, SiKiRREIcE T
B D L EMDIIET DN, SENIFHEAED R N5
TRENAECBTREMENH D Z & 2vh, 1R %2 Z b

FRERT D Z LIFAFE LS 2RV,

Xk
DB TEREER : 5 BOORE - EENT — 4 HE Tk
28 4EJE
2) HHVESE - @ T G e AR AL X —, HTHIE
&%, Vol.70 No.335, 85~89, 2017
3) fE I T BR BT )R« PERVE VR AR ALEE & o & — DK ALBIR
DA, PRUBRE RS F (AL 27 4REE), 255~258, 2016
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No.  |PRAEHT xh‘tlﬂ%)\bﬁﬂ o s TR A ERER A £ 5 (B R D) UEIESEZREY (i 5
1 |hge |4/13 |&sE RB O |RE R e e 25 (0/10) EN
SEM LRIKE Y B
2 [P |4/25 [ERER)E BN AN AN A A 2% (0/10) B vy —Txa
=% M
EIEEE 1 MR L
VA=AV S e
i) 5 B HIEEE (0/2) 2=, LRIRE Y Bt
O | PO RIS B R R T b [ e T VT S
UZZBE { NR=2 4
LA E R
ik
B 4/29~5/8 IZ%45% |,
% ey g, [ERCREE [ EEE G Ly e,
4o /e KB PRUT 66 10~140 W T NI TR oS ST F—VxVa
brae & H 5w, Uz}arﬂ%;;k' (/1) =/=y
) DIz & FF
R
RO L 0 RiE. AE
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HIEEE (0/6)
R (0/5)
EREY " A, WERL, [12/18 12 YREHERR [S& &0 (0/4) JayA A
16 Ly 1220 ROE 64 IS ISSSO AR g |t S ] A XA (5/5) | (G 4)

A VAREEBIE (2/5)
TANASELD (1/2)
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HIEFE (0/4)
EEEME (0/7)

A, T H&E kv (0/6) /AR
47 (s 1/6 (R 6 5 K] 5 A~ LA (4/4) | (G11. 2)
A VAGEERE(1/7)
TANASE LY (2/8)
-
is [ /1 fesm o s bR Leralioioll (27 fEEE /1) W R L D (i
ERRLE (0/6)
i ; - - 1/8IZ MR T |[SE Ly (0/4) JBETA VA
S R AT L O L 0 Rl S U | L XA (2/6) | (611, 2)
TANASEED (0/2)
; . - . - . FEETE (0/3) JaYANA |,
50 [H 1/20 (ARG BT RET REA N N A LA AR (3/3) | (611, 2) e [ U 2 0 {k e
AHIEEE (0/1)
EEEME (0/3)
51 |tk [1/21 [BESE 3 3 <A g, T |REA SEx LD (0/4) G
25 (0/1)
Bk (0/1)
HIEEE (0/4) ; e
I T e A A s, L | AT (0/2) A SRR A
A A A~ EPATE S
Bk SE L (0/5) A
AV AGEEEE(0/2)
¢ 2/26 |2 Y% itk
53 g 2/28  |likfE 43 32 5~30 MM T, M [CiRtS B oIEEE (1/8) I AN 1IN e) - WaR |
HEH N
AHIEEE (0/1)
% ; . SRR EREE (0/2) -
54 ¢ 3/24 [KRIE 5 5 <A g, T |REA x L0 (0/3) G

ZE 5 (0/1)
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2 TH28FEE HBEEFE REKR

No. | BREERT | 324 H E N oL i *

E‘fﬁ;ﬁ' FRASHR 2 B L T2 & 25, BOR R OO I BRI it 2

1 |me |60 | @rvaz ZQO&WWW] S P
’ BERR I K D FREEOORHE S, Aspergillus J& D B EHEER ST
PLEXRT atkE
W7 NUEKE etk
e 7 YA [tk
IR
O L
b | o/27 | 1o FEEE AT FAFEBRAL, SENE ST E'{ZV‘?ZT%T Kbt

(IE98) & 7r o7z, e

Teany g— [ark
TV ATAET Y Ak
e T Atk
RIGEERE Rtk
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Rk 28 AR

JRYIE S A ) 7]

PREER AR

YT TR 4 570> O 1 [ WL RS« REYE 8 LB )
HHEEICSMLTEY, BUE, 8 BRI 9 FAE A
ERBIREZIT> T D, R 1ICHEKRZWA D AV

ARG R 2T

SRR 28 AR, RIFUAE R LV ERREN-miRIE, 184

F 1 Pk 28 HRIEERR

AAF R O 7 A L ARG R

UA N AY

%, 298 WART, LRk 27 4R (184 4, 293 Mifk) LiF
BRI TH 1=, BEKIIFIFERY A 7L
DI B LD ST, WRECCIREEH MR 23 i b 22 7

>7.

BWL BT A L AR R

BB B
IR W4 E N TR T AL AR
A7 T 54 61 35 WHEEHIWE A7 A/Hlpdm (4), 17V = A/H3HL(22),
A7 )T BEL(R)
SUE W R A7 A /HIE(L)
1lIR73
iR
7
HefE
RS A )L A YLSE 6 7 0 MHIAHRS R
KEWS R
E (Y
A ST 281 3 3 3 WHEERSWE 7T 221, = —9%(1), =2 7 Y% —B5 (1)
TRYeE B I 2129 10 WHEHALSWNKR 7T /28U(1), == —9%(1)
k[
E <[] ABERZTANA(2), 77 7154(2), 77 7418401, R AL A1),
Ta—9M(1), a7y —A6HI(1), /e AL ZGI.2(2)
KIE 1 2 0 MHIHAS VR
HE
FRE O 29 48 13 WHEHRSWER 77 /281, ==—30%U(1), =2—9%(1), 2% vF—A167(4),
=z 7% —B5MI(1)
iR T —30%(1)
£y 77 /31(1), =2 —3081(1), =2 7y F —A6RI(1), = 7y % —B5 (1)
RIEEFEL A 48 2 WHEMIWE 7T/
iR
HAE T —9AI(])
AR —F 17 27 14 WHEARKSWEKR 77 228101, 270y —A4AT(3), a7 o%—B1AE(D),
=279 —B5%I(3)
Rl 79 %—B1HI(1)
HfE a7Hyx—AR(1), arHyd—BIUR(1), 274 v¥% —B5H(3)
AT E T RS 2 3 0 MHEHA VR
#iE
B R S 33 86 22 WHEHMSUWE  —m=—30%U(1), ==—9%U(1), =% —B5RI(5)
KEWS R
k.3
Rl =a—30%(1), =274 ¥—B5%U(6)
R
B NE
HfE 77 7318(1), == —30%(1), =2 —97I(1), =27 Hv ¥ —B5T(5)
PRAT AR A 9 9 3 REIERCWVNE 7T /56%(2), Bl LA AL A(1)
ZDAfh 5 15 3 WEEARSUVE 7T 2801
k.4
RS
R
HfE 77U, 75 /281(1)
G 184 298 105
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F2ITHRM, BREENY A NV ABRERILZ AT (PCR) % TITo7. ZFOFEE, 107 KOV ANV A%
AN ADOB IR (RD-18S, VeroE6, HEp-2, R L7, 2 FEEO YA L ARRE S RIED 2 ik
Caco-2, MDCK) %%, Polymerase Chain Reaction HY, MHEEIL352%TH-o7=.

2 PR 28 AEEERRIRERIUA Bl K ORAIER] 7 A L A BRI

) TR T ERID AV AR R
RUSERITUA B AL AR R 1%
B AL A th FRRE R X PCR
4 5 6 7 8 9 10 11 12 1 2 3 H R V H C M

ABEZT AL A 1 1 2 2
7T 15 1 1 2 4 33
7T 28 1 1 2 11 6 1 3 5 6
77 /314 11 2 2 1 2
7T 415 1 1 1
7T /567 1 1 2 2 2 2
AVINVEATAVAAH ] pdm 2 2 4 4
AT WA YA VAN 2 1 3 3 7 4 3 23 0 0 0 2 21
AVTINTATANABR 1 1 2 3 1 8 0 0 0 0 8
T —9% 2 3 2 7 4 6 2 7 0
T —30% 6 6 4 0 6 4 0
a7k — A48 3 3 3
aZHyx—ASH 1 11
a7y ¥—A6T 2 2 2
aZzHhy¥—Al6H 301 4 0 4 0 1 0
a74w¥%—BI1H! 2 1 3 2 3 3
aZ4yx —B5H 1 10 12 2 25 0 19 25 21 0
PR A 1 1 1
Jay A)VAGII .2 2 2 2
B~ L ~LAT A LA 1 1 1 1 1 1

7 5 12 3 16 9 8 12 4 13 12 9 4 107 11 40 48 57 33 5

% Mia4 OmEFR  R:RD-18S, V:VeroE6, H:HEp-2, C:Caco-2, M:MDCK
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VK 28 FERE

i (Z38) ZEARIL

PRAERL AR YRy Y
1 MEMRA
TR 284E B T4 I DI E N T DAL=,
& % JE H G el i E 8 i =

1 2016/3/16 45 F S .sonnei T BT
2 2016/5/17 25 F S ..sonnei A F AAFRET
3-1 2017/1/29 2 F S flexneri E N4
-2 TR PR B 36 M S flexneri 3-1 DR
3 TR 66 M S flexneri 3-1 DR
4 2017/1/22 25 F S. sonnei 7 4 U ¥ ~/AT

2 BEHOHXERE

AR 28 HEFE X 45 ] 64 44 DR Y E DN AE L 7.

5 i R B o A B E A2 X 11T, B AR 16 1 N

WEE IR LUEZ. mERIL, 0157(354,54.7%), 14

026 (8 4, 12.5%), 091 (4 4, 6.3%), O121 (4 w1 -

%, 63%) 076 (24, 3.1%) 0103 (24, 3.1%) ge 10 -

02, 05, 021, 080, Ol111, 0125, 0145, 0179, ;»Z 8 -

OI183 IFTFNFN 1L Thoi=. SHFEEIL, 01571 n 6 - -

L BBMERAEDN 2 FHH DT F MR L - aluinln -

LCHMABETIZIZENPDL 2V, BEFEH O L & 2 || -‘ T - || ||

MDORPEERIIETEML TS, - EEEHE 0 48 5H 64 7H 84 9H 10H11HI2A18 28 35

X 26 4 (40.6%) THYMEEE I VEMLTNS.

1)

1

Fpk 28 EEIZIBIT D
i A R B B o0 H iR G A K

15 I RN BEIRGUIE O 56 AR

B | % JE A | MERI | CRERET flIRTEES B il -
1] 2016/3/17 18 M i} 0157:H- VT1&2
2| 2016/3/29 31 M e 0103:H2 VT1
3] 2016/5/3 5 F L EZ 0157:H- VT1&2 FIEN BRI
4| fREEREE 51 F [} 026:H11 VT1 AN B E R AE
5| 2016/5/19 29 M Iy 0157:H7 VT1&2 N 7= 0]
6-1| 2016/5/30 5 M SRS 026:H11 VT1&2 FIEN
6-2 | PEEEIREE 12 M RS 026:H11 VT1&2 FIEN 20160603 O 5.,
6-3 | fRERIREE 38 F g 026:H11 VT1&2 FIEAN 20160603 OFF
6-4 | MERECREHE 42 M ok 026:H11 VT1&2 FHEN 20160603 DAL
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7| 2016/5/27 9 Wi 0157:H7 VT1&2 AL e

8 | fEEREE 37 fH% OUT:HUT VT2 B LE IR E

9 R 46 R 026:H11 VT1 KRIGERHERR A 1
10 | 2016/6/24 15 it 0157:H- VT1&2 RAEE L H—TIEVT1
11| 2016/6/29 6 H 0157:H7 VT1&2 eI A

12| 2016/6/28 4 [ic} 0111:H- VT1 Btk R e

13 | IR 78 RE 0103:H2 VT1

14 | fEEECREE 64 ] 0125:H34 VT2 TRELEMBRE  BERR A
15| 2016/7/13 12 H 0157 :H- VT1&2 eI
16-1 | 2016/6/22 8 I 0157:H- VT1&2 M FHEAERER Y%
16-2 | HEEEIREHE 6 g 0157:H- VT1&2 M R CEERE Mgk
16-3 | fREECREH 6 ok 0157:H- VT1&2 £ F CFERE R
16-4 | fREEIREE 10 W 0157:H- VT1&2 M F U ERE b
16-5 | fEREREH 8 LA 0157:H~- VT1&2 £ [F CFERE R
17 | R 24 H OUT :HNT VT1 INERIRBESRE b O
18 | fERELREH 49 SAENS 0157:H7 VT1&2 ik B E W

19| 2016/7/17 25 [E3] 026:H11 VT1 PN o — B
20-1 | 2016/7/28 33 H 0157:H7 VT1&2 Bt #—TIE VT2
20-2 | 2016/7/28 33 " 0157:H7 VT2 HORICCRERN A Y LA
21 | REEECREE 39 W 091 :HUT VT1 B L E

22| 2016/8/20 25 R 0157:H7 VT1&2 R AR

23| 2016/8/9 82 R 0157:H7 VT1&2 BEREL

24 | PEEEREE 56 ] 091:H- VT1 1R B E W R
25-1 | fHEEMREE 26 A OUT:H19 VT1 KIFEN  EERERMRE
25-2 | fREELREE 26 [E2] OUT:H19 VT1 KIFEN  1EEBERRE
26 | 2016/8/20 25 R 0157:H7 VT1&2 n—Z hE—7, BEAMA
27-1 | 2016/9/7 8 [} 0157:H7 VT2 FIEN  HIFE T A SRAT
27-2 | 2016/9/8 45 it 0157:H7 VT2 FEN 20160907 DRk
27-3 | 2016/9/7 12 it 0157:H7 VT2 FIEN 20160907 Dlifi
27-4 | fEFREE 47 [i] 0157:H7 VT2 FHEN 20160907 DA
28-1 | 2016/9/10 17 RE 0157:H7 VT2 FIEN W13
28-2 | (EEEIREAE 21 HE 0157:H7 VT2 FIEN 20160911 O 5.,
29-1 | (EEEREE 6 R 0121:H19 VT2 FIEAN 20161002 O
29-2 | 2016/9/24 42 RE 0121:H19 VT2 FIRN F1%
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30 | 2016/9/11 10 F 3] 0157:H7 VT1&2 A & —T VT OB fgH
31| 2016/9/12 19 F % 0157:H7 VT1&2 BEAR 2
32-1| 2016/10/2 4 M R 0121:H19 VT2 FHRN #138 HUS FEIE
32-2 | fEEREREHE 9 M RS 0121:H19 VT2 FIEN 20161005 O 5.,
33 | 2016/10/5 24 F £3] 0157:H- VT1&2 VT IVIRAT
34 | fEERE 21 F [} 091 :HUT VT1 RN E B R
35 | REEECREH 44 F [ OUT:H27 VT2 Ték 2 E iR {3
36 | 2016/10/22 7 M % OUT :H- VT1
37-1| 2016/10/21 5 F R 0157:H7 VT2 £H W% REE
372 | PEFETREE 32 F LN 0157:H7 VT2 H£H REE REL
37-3 | 2016/10/21 1 F RE 0157:H7 VT2 M RERE IR O OUER)
37-4 | 2016/10/21 1 F R 0157:H7 VT2 M BREE IO OENR)
37-5 | 2016/10/25 1 F R 0157:H7 VT2 M RERE kEFRCH)
38 | 2016/11/15 8 M H 0157:H- VT1&2 [E A2 TIE VT O B B2 451
39 | 2016/11/28 24 M [ic} 0157:H7 VT1&2 NG
40 | fEEROREEE 42 F Hh o OUT:H VT2 INERHGRTIELE 3 B E IR
41 | RS H 51 F g OUT:H- VT1&2 B LE IR E
42 | 2016/12/31 63 F L2 0145:H- VT2 VT AT — XA
43| 2017/1/12 15 M RE 0157 :H- VT1&2 R H—TIEVT 1 OARBH
44 | 2017/3/6 46 M % 091 :H- VT1 e AR £
45 | 2017/3/8 18 M oo 026:H VT1

3 NTIFITR

TRk 28 AEE X, BHAHICB VT 8ESYIC3H
Bl A LTz

(1 FEBNTHBE DR TERNoT.)

HhHIE S 7 iE H i B i 3 i &
1 2016/4/20 25 F S parathyphid A ¥ R~fAT
2 2016/4/30 18 M S parathyphid N T TT A a~FAT
EoE2 3wk

WA, BEEFROBEROCEKOINELZ L 1) FERSH BRPEREMY  ERR27TEEREE (=
TR E LA REREMEE Y ¥ — 0 FFICRK ) BAEWRMW, @IEREEREEFICETE, 41, 135
UL ET. ~137, 2016
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Ve - SR -

7 & FuFHRESIRERR ORI L EN

RHRSE « eler Gl - e IR
R T R BT T AR 77

Long-term stability of standard mixture of sorbic acid , benzoic acid and
dehydroacetic acid

Akemi MUTA , Shiho HAMASAKI and Etsuko MIYAZAKI

Health Science Division, Fukuoka City Institute for Hygiene and the Environment

BAEOEEEMREZ BE LT, BE (YLE B (SOA) , #EFEM (BA) , Tt Fouf
gz (DHA) ) O—F oW 2 IRAEERIRORMZEMICOWTHIA L., TR E
SELT A ) —/L T 1,000ug/mL ([ZFH5E 4°CT 184 HEIRIFEL, RIFHE A& L. Tk
B, SOA, BA, DHA ORIV b FHMEE & bl L C 5% %8 2 5 RiER 2 kid/e <, 4°Ci
B2 180 B RHIOBRIFIIREN N2 L AR LT-. £7-, HRAR A2 KICEF LIZIRAKIERIC
DONT G FRRICIRIERBR 21T - 7253, SOA 1% 30 H iR % TR D 77%, 90 HEZiE% T 30%,
180 ARIETE T 16% & REKFII 2RI 235588 H, DHA IX 180 A @k TR 94%I2i L,
OBV X 2B OREMEOZERNRA S hE e ol

Key Words : Y /LBl sorbic acid, ZEF&ME benzoic acid, 7 & FuHiiZ dehydroacetic
acid, RWIZEME  long-term stability, m#iEEs v~ ~27 57 HPLC

1 [FL®HIC

RIEEHT, BRORTFEEZEOHEEHNELT,
BHARRD bNZEL ORMICHEH SN TWA.
BRI T, SO ERAEIZIB VT, HPLC &I
X ofRiFE (Ve (SOA), ZEEm (BA), Tt
R e fEfE (DHA)) O—Foii&iToCnd. MAICIT,
SOA, BA, DHA FEMEFUK AL, =% 7 —/LCili
R 3 MRS EEREZ HOTER Y, 2o HBRI
RREROICFHR A 225 180 HE & Mg LT /=. HPLC
EOR, AR E U TRIEIORERVER YRR
D — 7 HifE & g U TELDEIE D3+5% D BLE#RI AN
ThdI AR L WD L0, EHEFICES
ROy DZEBN 2 WEE L T2 T — Z 1372 7.
WHFFEFTAMT 5 BRI OBAEDO T, RIEEHIK
BEELOMREEN L, EXFNLHLZ 0D, &
[\, MEOEEEHAZ B E LT, 3 FEAEEAR
IZOWT, 4CITBIT % 184 H I OIRAFERRR % 9206 L7-.
F72, REICHWIEE Y, 3 MIBESIEERKZ TTICh
BREERLT 2RFOMIRIRE CH B K & L7z 3 FIREGK
WIRIZ DWW T B AFRICRIFRBR 21TV, EEOEWIC X

D EMREEOZERIZ OV CGRAE L.

2 ZEBRAZX

2.1 #H#

PRAERER T 3 IR GAEERIR (LN, FEVERIR A L%
9) A AT T2 (S0mL %) |2 SOA, BA, DHA
BRI ZRS L, =4 / —/LC 1,000pg/mL (2775 L
7.

3FEIRAGAKEER (LLF, YRR B LI&T) B x
A7 Z A2 (50mL &) ICAEERKEZREGL, KT
1,000pg/mL (ZFHH L 7=,

WL 4°CC 184 HFRAAE LT,

2.2 HREZH

HEUES © SOA IZRIIMbY: (B%) BUEEAS#R, BA 3L
HIK T2 (BF) SURURESRR, DHA ZHAERR T (B
RUFRALAR 1 B A A L7z,

HEAE R A AEYEN 1,000mg ZREFEL, =X ) —LT
10,000pg/mL (ZFRH L 72,
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3 IR AR ERIR A R 2 IR A L 1,000pug/mL &

RHEO T H ) —LTHRLE.
EMER AR AEREAR 3 MIESEEREZ 0.1,

02, 05, 1, 2, 5, 10pg/mL L7225 X 5K THIRLZ.

T —)b FADEHIEE L (B BEEERR A L
7.

T = MUV FOEMBE T (BR) REERE S =
~ NI TREHEALE.

2.3 ZEBERUVBIESHE

R v~ N7 F 7 (HPLC) 1%, WML RERE
: DGU-20Asg, A>T : LC-30AD, A— h¥ v 7Z
— : CBM-20A, 7% ¥ A A — K7 LA KRHE:
SPD-M30A, 777 AMEIEFE : CTO-20AC, v AT A3y b
0—7—: CTO-20AC (VA k, & CREREFR) %6
JAL72. LC&MiEE 1iRLEY .

#1 LC&AMF
B HZ 2 Inertsil Ph 2.1 X 150mm, Sum (GLY 1 =
o A
7 AEE S 25C
B ENH AR : Bik=9 : 1

AJR : 2mmol/L Y »EEFEERK (pH3.0)
Bk : 7 hr=HrUL

it 0.2mL/min

EAR 4uL

HE W R 230nm

2.4 RWAHE

FEHEVRIR A T OMEHEVRIR B 2 JIERFICEIRICRE L,
10pg/mL & 72 % K 5K THWR LR BRIAIK % HPLC 124
AL, ez~ 877 A0 — 7 mED bifakHiR
BREIC X0 SRR ORELZ RO, £, REKROD
RS D & DIZOWTIISME L TREZ KO-, 4ED
RERTIL, BRERER R SRR K ORI s k2
NENORHPREIC L 2302 BE L, FHRRFORE+
5% DL & RS & LT,

BIERFIZ Y, SAEUERR D O BRI TR L - &
BRVERR TR B EE MRS 2 FIRRICTE L, IR (£20.99)
T OV E] O 1 B R R R A AR HEVR IR & O B — 7 Hfg bt
NESUDFFHANTH D Z & 2R LT,

3 ERERRUEE

FEYEIRIG A 5L L, 4°CIl2RBIT 5 184 B OMRTR

BRaiTolc. ZREROREHRZR 2 17 L7, 180
AR O RIEEIOIREX, SOA A% 10.07ug/mL, BA

2% 10.01pg/mL, DHA 2% 9.88ug/mL Toh 7=, F7=,
BIFE DL EE 2 100% & L7=HFD 184 HBIOEZE(IT,
SOA 7% 99~104%, BA 7% 99~103%, DHA 7% 98~102%T
HY, WTNH E5%DHHEANDEE ThHh o7z, ZDZ &
DD, —FONERT S 3 FRAEERROEEMED
ERENT-.

—J7, WK E LT RN B DARAFRBR TIL, 180
A% OB RIFEL ORI, SOA 2% 1.58ug/mL, BA
2% 10.16pg/mL, DHA 2% 9.34ug/mL Th 7=, F7=,
TEFOPREZ 100% L LIz OREZLLE LTI, SOA
1% 30 HRGRE DY 77%, 90 HIREE A 30%, 180 HiEiH
BH 16% & BRI ESEO b (K2) . BA O
184 HOMEEZLIX 97~101%TH Y, £5%DHFiFHND
LW Tho7-. DHA OIREZA(IL, 15 A% 96%
ThHV, ZO%IT 180 AR E T 92~97% %A+ L T
BY, 8 5%0OBORROENZ. ZoZ XY, B
DN LD FEERIR O BRI L EMEDZI B L L 72
7.

F 72, HPLCIEIC X 2 MIE T, MR A, i
Moo~ 77 AL HEELT, 180 HEEED 7 n~
k7T MMTERIFRD bRtz (K3, K4) . —F,
FEUEYRR B @ 180 k|t w7 v~ 77 A R, &
FRIRERA 3 43, 50 OV 7.5 Sefhimic, fAfEo 7 o~ b
T AMITRD BN SOA D4R &5 2 B b RM
v—7 BRI .

120

100

80
g
2 60 —e—S0A
@ ook BA
® oy --m--DHA

20

0

0 30 60 90 120 150 180
EBEK

1 EHERK A OFREZEL

60 \ —e—50A
\ -

40 --m--DHA

20 \“\"ﬁ-“

T ——e-e

RELLE (%)

0
0 30 60 90 120 150 180

®iBAK

2 FRYERRIK B DIREZEAL
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®2 BRAFEIOREHER HAL (pg/mL)

e % TEHEIRA IR B
it A% SOA BA DHA SOA BA DHA

0 9.96 9.82 9.80 10.10 9.97 9.98
15 10.02 9.97 9.94 9.08 9.99 9.63
29 10.04 9.97 9.89 8.37 10.03 9.68
35 10.03 9.97 9.85 7.73 9.94 9.38
49 10.05 9.91 9.82 6.17 9.66 9.27
57 10.15 10.06 9.86 5.42 9.97 9.58
91 9.87 9.75 9.62 3.02 9.69 9.36
98 10.25 10.14 10.01 2.78 10.06 9.55
100 9.97 9.87 9.79 2.66 9.90 9.37
113 10.08 9.88 9.80 2.41 9.93 9.34
120 10.10 9.93 9.90 2.19 9.98 9.47
128 10.18 10.02 9.90 2.12 10.04 9.41
135 10.18 9.97 9.92 1.99 9.98 9.37
176 10.34 10.02 9.92 1.61 9.95 9.21
184 10.07 10.01 9.88 1.58 10.16 9.34

ol FEVEVRIK A (FRBLRE) BA ol ARVEIRIE B (FALIE) BA

o] | o]

s H

2250009 M o0

g SOA b SOA

‘ ‘ DHA eswo] DHA

I
100 ‘ ‘ I\ o0
] I H ]
o] ‘H ‘ | ’ \ oo
[
| | w
o] V- b e
| |
JA S T A
P A P

2s | w0 W8 mn a0 2 50 s Wo | zs | wo  Ws w0 | zs om0 zs | %0

B3 e BREEAIR A, A BEEREB (W LHRE) o r< b7 T A

| S A ﬁA zzzzz UV B
=1 (180 A%IBE) | T (180 HiEi
] I o
- xm\ -
o ﬂ H [WA -

] \ ]
. (S | - l

. I .

’’’’’ M}L ' m l
0 g\ Y S U R o

B4 F2 BEMERIE A, A BEERIE B (Wb 180 Hitiltk) o7 v~ h7J 4

4 F&0H MLORH B, 180 A% O HPLC 7 i~ N/ 7 A |k

121X SOA Dol & B Z BN DHRIME —7 BRI

WA DGR EZ B & LT, fR7EE (SOA, BA, o, BEHERIR OZEMITRELC AV B RIS o TR

DHA) O 3 FRGIEMERSK O B2 ENE /D79, D720, WEZBIN, BET BT, BT TR
4CITRBIT 5 184 A ORI Z Ffi L7z, ZOREE, SBREEOHFEBIT) ZERNEETH 5.

SOA, BA, DHA ORI, MK &RE & i LT
T E5%DOFPANTH -T2 b, BETHNS 3

R AR O 4°CI2H1F 5 180 H MO RAF LRI 3ZER
NI L EHER L. £, ARICHW IS A KICE DIEAFBEEE BARMEAENS - KA RARE
B L7z 3 RS /KR DWW CIRBR ISR 7R 2 320 L ﬁ BN 2003

7o & 2 A, SOA ORI 7238} U DHA O 5%F2E DI
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i 0°52 ! v WY EOWH O 2 i
- ——
T T 9799 Z 3 TR E OO E =
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Study on the Analytical Method of Aflatoxin M1 in Milk

Natsumi MIYACHI and Junko TSUNEMATSU

Health Science Section, Fukuoka City Institute of Health and Environment

SERR 2747 H 23 B, JEASEE S O@EEIC

DIAFMEZFRE SH, [RIFFIC

L0, 777 hFTr MLIZHLIZK LT 0.5pg/ke
I, AEENDT 7T Fx Ty Ml OREBRIEDNEEI S L. Aifilck

WTh, ZHUTHIST D78, 2 FREO TSR 2 HV T 0.05pg/kg MY 0.5ug/kg & 725 K 9 ITHR
HEVAIR 2 U U727 2 O CIRINEIGRBR 24T » 7. EdiiRik 7 v~ 7' 7 - e Hgsco
BT 81.2~100.6%, iRk 7 n~ k77 7« % 5 AAVE BN EHTORILERIL 78.8~99.5%

T BIfERTH T,

Key Words : 77 7 k%2 Ml aflatoxin M1, =
#%, HPLC-FLD, midigikr a~ 7o 7 « X7 AVE &

1 [FL®HIC

Yk 27 467 A 23 B, JEAGHEE O 0@ DI
777 FE Y MLIFEL ﬂbfomyg@ﬁﬁﬁ#@
ESNT. FRRZ, HIZEENDT 7T bF 2 M1 O
REBESEIS=? . KB T, ZHUxhsd
5720, BEERAK I e~ NI T T - wmERHES
(HPLC-FLD) K U&E#ikikrs v~ 757 « 227 A
RGBSR (LC-MS/MS) % AWV CHIE S oGt %
Tol-OTHET 5.

2 EEBRAE

2.1 ¥
MR TitEd 5 iR AL 2 atek & Lz,

22 HES
FEAE R« FROGMisE T 2@ Aflatoxin M1 Standard
Solution (0.5pug/mL 7 b= K U LIAEHR)
FEVEPRIR B E R &2 7 b= N U LV CIEBEAR L7z,
FNEN ImL 28, WA RE L=, EOREMICT
T hr=RFUAKROK (1:4) B ImL 212 TRA L7

F . milk,

iR o~ 7T 7 - @R
SHrEE LC-MS/MS

b OEFERERKE LT,

AR Y S ERREMT (PBS) : Sigma-Aldrich #f#
Phosphate Buffered Saline Tablet 1 $£% 200mL D 7K TS
L AW,

AL T 7 4=T 457 50 BAENLHE MycoCatch
MN—=FNT 7T R UEMER L. 17 2NOEKEY
TS %, 1T ANICPBS &6z L, &2EE T
HEW, BSL2DarF 1va= T k{Tol-. D%,
I HIZ PBS &/ L, W7 AEEOKY:SEE T PBS
ZiRH ST CHEAE L.

AR T RAUT w7 B GA-100

TEr=FI N GEEE e N7 T THED
LC/MS HEREH LT,

ORI EERR s v~ N7 7 AR L.

2.3 KiE

2.3.1 HPLC-FLD
Wik o< v 7 Agilentdtbfe 12903 ) — X
HOERR AR AgilenttERS 1290

2.3.2 LGC-MS/MS
Wik m~< b7 77 BEBMENT NexeraXR
BEAHTE  ABSCIEXAEHR  TQ6500
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2.4 HERBBROIAR
2.4.1 HBOHRH

A& 3TCITINR L, 77 A AR TABLIZb D%
ke L7,
2.4.2 RBERLORERABDRE
FERL N OSBRI IR O RE 2 X 1 1TR LTz,
=B 20g
— EA

AL)TTA=T A HT A

GRIT~21f/7)
— W7 LW K KI3mL

VEr R RIS E R 0 55
— 7% F= b Y A3mLCHH
Vo HA TR e R i

— 7T =RV LB LUK
(1:4) JRHK ImL

BRI

1 RS OSBRI R Bk

3 HMRRUEE

3.1 AEEHDBRFARUVRE
3.1.1 HPLC-FLD mBIE &M D#RES

ITCOIE, BIESRMAGIE L ORShftikoh 7 2%
FEEER IR 2 WE L. WERMEER 1R L.

%1 : HPLC-FLD O HlESAE 1

S H T VT A T AL Inertsil ODS-3
4.6mmx150mm, Spum
BENFH : AR : K, BiR: 7T h=h UL
AR BE=3:1(TAY 27T 4v7)
Fid . 1.0mL/min
H T HIRE . 40°C
HEAE : 20uL
Wk BEEE (Ex) 365mm

LR (Em)  435nm

WM CTRENTZERRMETH D 0.05ug/kg (TS
LR (lpg/L) O7u~ v 77 K&K 1SR L.

f

g &
L

R (lug/L) O 7 F N A Xtk (SN ) 13 8.3
Thollz®, LVBRHIKEL LIF572012, 1740
WS ORIfR, BEMOTIEZ R 2 108 LIS E T
U CTHEERIR 2 E L7z, AR (ng/l) O r< |k
7Z LEwXK 2R LTz

# 2 : HPLC-FLD O#lESAE 2
DA T L VP A = AMRE Inertsil ODS-3
2. 1mmx100mm, 3pm
BEFE ;. A K, B : 7k F=hKVU L
AR :BE=3:1 (TAYIT7T4v7)
FiiE : 0.2mL/min
71T KR . 40C
VEAR . 200
WE . BhEEE (Ex) 365nm
HOLHE (Em) 435nm
i
|
|
X2 FEYERE (lpg/L) o7 na~ s 7 F A

(FFERAZ 2 0 2.1mm X 100mm, 3um)

Sl a8 U CRE L7 AR YRR (1pg/L) @ S/N I
24.6 L 720, IESRMZATRT & ol U C RAF 7R 0315
LN &0, K2 OWERMERAT L L L L
3.1.2 LC-MS/MS M RIELHDERTE

LC MOMESLMEAEFE 3 IR LE. HOFH T 203
HPLC-FLD LRI UA T 2% L, ZOMostiti@mm
DRIESREHIO LBV FRE L.

# 3 : LC #OMIE S

DA T L VAV AT A Inertsil ODS-3
2.1mmx100mm, 3pm
B : AR : 10mmol/LEEfE 7 > & = ¥ AEKIR
Bt : 7 h=F VUL
VA ZESVal S S T Al B it i
(min) %) (%) (mL/min)
0 70 30 0.20
8 20 80 0.20
9 20 80 0.20
9.1 70 30 0.20
15.0 70 30 0.20
71T KIREE . 40C
AR . 10pL

I |
o oA,

(i
|

gl Ml
I

(e
MW W

1 FEHERWE (lpg/l) o7 v~ N7 T A
(BER A Z 2 0 4.6mmX150mm, Sum)

Wi, HEYERIEE A 72— a VIR D iERE MS
HIZEAL, 1A AEBERF Lz, BmamcRIni
Tu gy A O, miez 115 BREER Bl ST
ORI E LTEMLT. MS k% ik L= R %
F AR,
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K4 EESHTEFOWE S
A+ 1k ESI(+)
AF AT L —FBEV) 4500
A AV —ARECC) 600

Declustering Potential 76
Entrance Potential 10
Ql Q3 CE CXP
(m/z)  (m/z) (%) (A%)
329 273 33 8
329 229 55 14
329 115 89 6

CE : collision energy

CXP : collision cell exit potential

3.2 AHhnEUELER

0.05pg/kg, 0.5ug/kgd 72 % K 5 BN HEVATR & VRN
L, WMNENLGER % FhE L 7.

3.2.1 TS oo ORESR

EREGET A= NN L 2RI D0,
B2 KR U728 8y5 C4LEE L, HPLC-FLDX O'LC-
MS/MSTHIE L7=. K3ICHPLC-FLDCORE D 7 -~
k77 A%, KAZLC-MS/MSTOREI D7 n~ K75
AERLTC.

HPLC-FLD TII ¥ — 7 T & e hr o 7223, LC-MS
IMSTITE R L OHERA A L b — 27 BB &,
HEWERRE A A N —F LT @ TR ENTE
BIRFMETH 50.05ug/kgl /9 D HEHEEL (1 pg/
L) »"bo/lbhde—2mBEE LT, 4053 D103
WS IR — 7 Th o 220, RFEH 2 RN EIGER
CHWSHZ e LT

¥, FRRIZEEZ, ENOFH208EE R e L
7T 77 MR UMIOTE YRR A & JRAE ST A A R
LT3 . ZoORE, IREEZERS 2TOREKNS
T EFPH0.001~0.029ug/kg TT 7 T k2 U MIRHH
ATk, REFOT 77 MRV UOMIBE L Z O
FANTHD EHES LT,

3 HPLC-FLD TOREID 7 u~ s 7T A

) Y7} . r; 7 i35 470
§0001329/273 ] 329/229 | 2w 329/115
2500 200 |
4000 ’ 800
2000 0 1
300 50
i 1500 = K
2000 i o ; Y
| 1000 e
0 Py A oV
1000 1 500 |.|I ‘i‘
100
LB | esndb ™
"TTw 3 a8 ap 4] 25 30 35 a0 & 7% 30 38 40 48
Time. min Time. min Time. min

M4 LC-MSMSTORED/ m~ k7T 4

3.2.2 HPLC-FLD

MENGRBR OFE 2 KSR LIz, TR ERORE
TSEISHT L, 0.05pg/kg & 725 K 9 AN L 72308 D A1
#1392.5~100.6%, 0.5ug/kg 725 & 2 U L7=ak D
[FL 2R 1381.2~94.5% & 72 V) RIF R fE R TH o 7.

#£5  FMENGEERAE R (HPLC-FLD)

N 0.05ug/kg 0.5pug/kg
[\ EEME CV o [ERER EHE CV
(%) (%) (%) (%) (%) (%)

WInEEH  99.5 82.5

winaE2  98.0 92.8

wnEE3 1006 97.9 2.9 87.7 87.7 6.1

w4 92.5 94.5

WHECEES 98.8 81.2

3.2.3 LC-MS/MS

MEIL B O 5 R & ROOT LTz, ZRENOMRE
T3EYHF L, 0.05pg/kgd 725 & 5 N L 7= 3B [mlIL
#1396.4~99.5%, 0.5ug/kg & 72 B X 5 RN L7230kt o]
I #1378.8~92.8% & 72 W BAF/RfER CTdo o 72 [MSIZHE
WD 7 0~ 7T M ER LT

#6 IFMENEERAE R (LC-MS/MS)

RINEE 0.05ug/kg 0.5ug/kg
E =R EHE CV [EIRE FE CV
(%) (%) (%) (%) (%) (%)
WAL 99.5 82.5
whnEER2 - 98.0 98.0 1.3 78.8 84.7 7.0
WnEE  96.4 92.8
2def an 135 40w i
1320273 1205] 3291229 | 320115 [ ®
2065 e g :
- » é
o ;,:_: 25 ‘
1405 oo
£0e4 o ‘
(et 50sd et
” L e R = Il
A 0060 ; s M
T 55 a5 7% 30 38 40 48| TR -_s.J T
Time. min Time, min o, i

X5 HEAEESIE (lpg/L) Oz ua~ 7T A
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4 FEH

WH TR ENTERBRIEICOWT, AT TRISET 5720,

BUTE SR DR 2 AT - 7= BINEIGRER O & BT BAF T
boTzizh, ARBRIEORAE R RMAREIERETEZIER L,
FPNICE T 2K L THEAT 2 FETH S.

Xk
DEASEHEBANBLIET2IELE  LEENDET 7
I h X UMIOEHRNICOWT, FERR27TETH23H

DEA BB BN AELI0T2IES S WG END T 7
T R UMIORRIEICHOWT, FER2747H23H

NBMEEEERNRE 526 5 ALEEREIIAR O
ROBANZOWT, POEHEE, LHoT7 77 ¥
T ML ROREHFR DT 7 Z hF v Bl, R 25
7HI1H
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Rk 28 4R BT

B RR AT F R OV FIR %

TRIERIFERR AT Y
FAEM R OIN LR OREEE R OVER TR 1/2

No. HH gzl T | Bk | No. HH | T | sk

LI-YZ7ma22-E A M R m| 0.01 |LC-MS/MS#:
O P Y P PRy ppmf 001 |GEMSMSIA= o1 === ﬁﬁm 001 |LCMS/MSIE
(2) |BHC * |ppm| 0.0l [GC-MSMSIE| (52) |/ v T =v T ppm| 0.01 |LC-MS/MSiE
3) |[DDT % |ppm| 0.01 |GC-MSMSiE| (53) |7 v~ ppm| 0.01 |GC-MS/MSik
4 |EPN ppm| 0.01 |GC-MS/MSE| (54) |7 0T U AT KW ATF )V ppm| 0.01 |LC-MS/MSik
(5) [IMCPB ppm| 0.01 [LC-MS/MSIE| (55) |7 m Y Amr=F )L ppm| 0.01 |LC-MS/MSik
(6) [ XMC ppm| 0.01 |GC-MSMSE| (56) |7 anrzanza ppm| 0.01 |LC-MS/MSi%E
) |T7AAX = ppm| 0.01 JLC-MS/MSi.| (57) |7 ms—L T 251 ppm| 0.01 |GC-MS/MS{%:
& |77V FrU * | ppm] 0.01 |GC-MS/MS{%E| (58) |7 m/L B Y KA ppm| 0.01 |GC-MS/MS{%E
9 |7H=arry—n ppm| 0.01 |GC-MS/MSiE| (59) |7 BV E U AR AT )L ppm| 0.01 |GC-MS/MSi%:
10 | T INFNT = ppm| 0.01 JLC-MSMSiE| (60) |7 a7 ppm| 0.01 |GC-MS/MSik
(1) |7vrzrre ppm| 0.01 JLC-MSMSE| (61) |7 a7 =B L kA ppm| 0.01 [LC-MS/MSik
(12) |7V VR A AT )V ppm| 0.01 |GC-MS/MSiE| (62) |7 a7 LT Xa ppm| 0.01 |LC-MS/MS:
(13) |7&#I7Y R * | ppm] 0.01 |LC-MS/MSI£E| (63) |7 2L v K ppm| 0.01 |GC-MS/MS#:
49 |7ebrE—1 ppm| 0.01 [GC-MSMSIE| (64) |7 mu~Xr L — | ppm| 0.01 |GC-MS/MSi%:
(15) |7/ XA bhabEv % |ppm] 0.01 |LC-MS/MSiE| (65) |7 ) ppm| 0.01 |LC-MS/MS:
16 |7 7w ppm| 0.01 |GC-MS/MSIE| (66) |~ 7 / KA ppm| 0.01 |GC-MS/MSik
(17) |7 =uakrA ppm| 0.01 [GC-MSMSIE| (67) |Y= b T = LT ppm| 0.01 [LC-MS/MS#E
(18) [7 A bV > ppm| 0.01 [GC-MS/MSIE| (68) |>2 7=V K ppm| 0.01 JLC-MS/MSE
(19 |77 7 r—1 ppm| 0.01 [GC-MSMSIE| (69) |7 v AT A ppm| 0.01 [LC-MS/MS¥E
20) |7 F~A b ppm| 0.01 |GC-MS/MSiE| (70) |7 v AT 7 Aa ppm| 0.01 |LC-MS/MS#:
QY MY XYTFA ppm| 0.01 JGC-MSMSIE| (7)) |7 w7 = F 4 ppm| 0.01 |GC-MS/MSi%:
22) |4V 7= RA ppm| 0.01 |GC-MS/MSIE| (72) |7 vk 7 AT ppm| 0.01 |GC-MS/MS{%:
23) |4y TahrT ppm| 0.01 |GC-MS/MSE| (73) |27 urra v ppm| 0.01 |LC-MS/MSik
(24) |4 T E R A ppm| 0.01 |GC-MS/MSE| (74) |/ AT ppm| 0.01 [LC-MS/MS:
(25) |4 =¥ % ppm| 0.01 [LC-MSMSIE| (79) | /T 7T~ ppm| 0.01 [LC-MS/MSiE
(26) | =RAT e AT ppm| 0.01 |GC-MS/MSIE| (76) |~ uk v 7T T L ppm| 0.01 |GC-MS/MSi%:
Q27) |=Z AV )vTa s ATV ppm| 0.01 [LC-MSMSIE| (77) |7 =/ 2F Y —)L ppm| 0.01 |GC-MS/MSik
Q8) |=xz 7L T Y ppm| 0.01 |GC-MS/MSE| (78) |7~ Xm v ppm| 0.01 [LC-MS/MSik
29) | =F A ppm| 0.01 |GC-MS/MSiE| (79) | T my=)L ppm| 0.01 |GC-MS/MSik
B0 | =T 4 7= VKR ppm| 0.01 [LC-MS/MS#:| (80) |+ ~L A b U v ppm| 0.01 |GC-MS/MSi%:
G | = h¥xH¥y— % |ppm| 0.01 |ce-mMsmsiEl 81D v~ ppm| 0.01 |GC-MS/MSi%:
(32) |[=hFvRALTEY ppm| 0.01 [LC-MS/MS¥E| (82) | A X A LY v~ ppm| 0.01 |GC-MS/MSi%:
B |=hT7=rTry TR ppm| 0.01 [LC-MS/MSE| (83) |V A F LB LR A ppm| 0.01 |GC-MS/MSik
3B4) | = b7 AE—h ppm| 0.01 |GC-MS/MSiE| (84) |V AT FI K ppm| 0.01 |LC-MS/MSik:
(35) |= h T EAX ppm| 0.01 |GC-MS/MS{E| (85) | A h—=— | ppm| 0.01 |LC-MS/MSik
(36) | = U LKA ppm| 0.01 |GC-MS/MS¥E| (86) [~ A VU~ ppm| 0.01 |GC-MS/MSi%:
G | AxHTT v ppm| 0.01 |GC-MS/MS¥E| (87) [ A~ L — | ppm| 0.01 |GC-MS/MSi%E
(38) [AFH XL ppm| 0.01 JGC-MS/MS{E| (88) | AT TV ppm| 0.01 |LC-MS/MSik
(39) [AFH I ppm| 0.01 |LC-MS/MS#:| (89) |A/LAH AL T 1 ppm| 0.01 |LC-MS/MSik
(40) [AA b=— | ppm| 0.01 [LC-MS/MS¥E| (90) | & — 3L ppm| 0.01 |GC-MS/MSi%:
(41) |7 XYk A ppm| 0.01 [GC-MSMSIE| Q) |#AT ¥ /v ppm| 0.01 |GC-MS/MSi%:
42 | h 7= A ha—)L ppm| 0.01 [LC-MS/MS¥| 92) |4 T L— L ppm| 0.01 |GC-MS/MSi%:
43) |3 L % |ppm| 0.01 |LC-MS/MSE| (93) |#4 2a ppm| 0.01 [LC-MS/MSik:
@4 |7z b7 F ) ppm| 0.01 |GC-MS/MSIE| (94) | F-A X )T ppm| 0.01 |GC-MS/MSik
(45) |FTILER A % |ppm] 0.01 |GC-MS/MSE| (95) | V7 Xu v ppm| 0.01 |LC-MS/MS:
[CON B ppm| 0.0l |GC-MS/MS¥E| (96) | F 7 = AT a2 AF )L ppm| 0.01 |LC-MS/MS:
@n |x/773 ppm| 0.01 |GC-MS/MSE| (97) |F7 A% I K ppm| 0.01 |GC-MS/MSi%:
48) | hP ppm| 0.01 [GC-MSMSIE| 98) |7 b T 7 mLE VAR ppm| 0.01 |GC-MS/MSi%:
49 |7 LY F T AATF L * |ppm] 0.01 |GC-MSMSEE[ (99) |7 T =25 —n ppm| 0.01 |GC-MS/MSik

*ROMAEHE. 72720, & TRIZO0.1ppm.
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BAE RO LA OMATEB K OVER TR 2/2

No. A gzl T | sk | No. e gl T | sk
(100) |7 b7 Vv ppm| 0.01 |GC-MS/MSIE| (165) |7 LV AFx Y =) ppm| 0.01 |GC-MS/MSk
(o) | 7= a—v ppm| 0.01 |GC-MS/MS¥E| (166) |7 /v v kU F— b % | ppm] 0.01 |GC-MS/MS:
(102) |77 =2 —)v % |ppm] 0.01 |GC-MSMSIE| (167) |7 vv T ' — )b ppm| 0.01 |GC-MS/MSik
(1) |yr77= 7 K ppm| 0.01 |GC-MS/MSi.| (168) |7 /v kT =)L ppm| 0.01 |GC-MS/MSi%:
a7 ry v * |ppm] 0.01 |GC-MSMSEE| (169) |7 v~ U TR —v ppm| 0.01 |GC-MS/MSik
(105) | m 7~ X * |ppm| 0.01 |LC-MSMSIE| 170) |7 VT =) 7 22 % |ppm] 0.01 |LC-MS/MSi:
(106) |77 h U ppm| 0.01 |GC-MSMSIE| (17D |7 v 7 =5 v ppm| 0.01 |GC-MS/MSi%:
0N MV TP A = % |ppm| 0.01 |LC-MS/MSIE| (172) |7 v AV T A ppm| 0.01 |LC-MS/MSi:
(108) | N T AR ppm| 0.01 |GC-MS/MSE| (173) |7 vV Ko ppm| 0.01 |GC-MS/MS{%:
(109) | N T A LT7 o ppm| 0.01 |LC-MS/MS#| (174) | F'vF T 7 a—v ppm| 0.01 |GC-MS/MS{%E
1| rV 7 L—Fh ppm| 0.01 |GC-MS/MSiE| (175) |73 K> % |ppm| 0.01 |GC-MS/MSi%E
din|ry ek ppm| 0.01 |LC-MSMSE| (176) |7 A7 o ppm| 0.01 [LC-MS/MSiE
(O e A% ppm| 0.01 |LC-MSMSiE| (177) | 7' v F A7k = % |ppm| 0.01 |GC-MS/MSikE
()| vz Ta s AF L ppm| 0.01 |LC-MSMSE| (178) |7 m s ppm| 0.01 |GC-MS/MSik
(11|~ 7T ppm| 0.01 |GC-MS/MS¥| (179) |7 w2 /3=/L ppm| 0.01 |GC-MS/MS#:
(11| rV7ax 2 rrm ppm| 0.01 JLC-MS/MSE| (180) |7 /S > | ppm| 0.01 |GC-MS/MSi%:
(116)| kv 7 s A AF )L ppm| 0.01 |GC-MS/MS¥E| (18) |7 v =) —1 * [ppm] 0.01 |LC-MS/MSik
(D |74 T 2 ppm| 0.01 |LC-MS/MSE| (182) [ ¥ I K ppm| 0.01 |GC-MS/MSk
(118) |7 /83 K ppm| 0.01 |GC-MS/MSik| (183) | 7 =R AL ppm| 0.01 |GC-MS/MSik
(119 |= e & — AV Ta )L ppm| 0.01 [GC-MS/MSiE| (184) |7 mEFT =L ppm| 0.01 [LC-MS/MSi%
(120) | X7 a7 k5 —)v ppm| 0.01 |GC-MS/MSik| (185) |7 mET = EL— k ppm| 0.01 |GC-MS/MS{:
(12) !XT FH * | ppm] 0.01 |GC-MS/MS:| (186) | 7' 1 E 7K A ppm| 0.01 |GC-MS/MS%:
(122 ST TF A AT * |ppm| 0.01 |GC-MSMSIE| (18 |7 2T 2T A ppm| 0.01 |LC-MS/MSi:
(123) | T = Tay g A ppm| 0.01 |GC-MS/MS%E| (188) | ~F 4 =)' —)1 ppm| 0.01 |GC-MS/MS{%:
24 |hex ks S ppm| 0.01 |LC-MS/MS#] (189) [ ~F4-v ppm| 0.01 |GC-MS/MS{%E
(125) |~ AL 7 v AF )L ppm| 0.01 |LC-MS/MS¥E| (190) [~FH 7L ha ppm| 0.01 |LC-MS/MSi:
o) |[g=V 7= ppm| 0.01 |GC-MS/MSIE| (191) [ ~F > F7 /' 7 2 % [ppm] 0.01 |LC-MS/MSik
(2 jerr s ) — * |ppm| 0.01 |LC-MS/MS#| (192) [N T F v ppm| 0.01 |GC-MS/MSi%:
ny)lez=zr vy * |ppm| 0.01 |GC-MS/MSIE[ (193) |[X/ FH=a—1 ppm| 0.01 |GC-MS/MSi%:
129 |lee=L7 rx ppm| 0.01 |GC-MS/MS#E| (194) [N/ F A AT L ppm| 0.01 [LC-MS/MSik:
(130) | ~<mm = ppm| 0.01 |GC-MS/MSiE| (195) | ~7' % 7 a v ppm| 0.01 |GC-MS/MSik
(13)|EF 7 mR XA * |ppm| 0.01 |LC-MS/MSiE| (196) [ 2> =25 —1 % |ppm| 0.01 |GC-MS/MSik
13|y zLr7mr T L ppm| 0.01 JLC-MS/MSIE| (197) | v o m ppm| 0.01 [LC-MS/MS#:
13yl xzFL ppm| 0.01 |GC-MS/MSiA| (198) [N 2L T 1 XAF )L ppm| 0.01 JLC-MS/MSE
Y|V 7 FF ppm| 0.01 |GC-MS/MSE| (199) [ X A A AT ppm| 0.01 |GC-MS/MSik
(135) |y £ * |ppm] 0.01 |GC-MS/MSIE[ (200) [>T 4 25U ppm| 0.01 |GC-MS/MSik
136) |EV T TF AT ppm| 0.01 |GC-MS/MSiE| 201) |-~ T T ) ppm| 0.01 |GC-MS/MSiE
B3Ny ryexr 7z ppm| 0.01 |GC-MS/MS¥E| (202) [~ 7 L& — ppm| 0.01 |GC-MS/MS{%:
(138) |V I h—T ppm| 0.01 |GC-MS/MSi%E| (203) |4+ % | ppm] 0.01 |GC-MS/MSi%:
BY|EYVIvT = * | ppm] 0.01 |LC-MS/MSiE| (204) |[FRA A Y K ppm| 0.01 |GC-MS/MS{%E
(140) |[EV S ) Ny T AT ppm| 0.01 |GC-MS/MS¥| (205) [AAFTE— b ppm| 0.01 |LC-MS/MSik
(14D |EY SRR ATF L * |ppm| 0.01 |GC-MS/MSIE[ (206) [m A7 7 I R ppm| 0.01 |GC-MS/MSi%:
(14 |v Y 2 x = ppm| 0.01 [GC-MS/MSIE| (207) |FRA A > b ppm| 0.01 |GC-MS/MSi%:
(143 | m ppm| 0.01 [GC-MS/MSiE| (208) |FR A Y 7 = ppm| 0.01 [LC-MS/MSiE
(149 |evruyy ppm| 0.01 |GC-MS/MS#| (209) |7F 7 LA LT 1~ ppm| 0.01 |LC-MS/MS:
(145) |7 == buFA4 * |ppm] 0.01 |GC-MSMSIE| QIO ANV I o) T z=am ppm| 0.01 |LC-MS/MS:
(146) | 7 = / X% =1 ppm| 0.01 |GC-MS/MS¥E| 211 |~F F4 * |ppm| 0.01 |GC-MS/MSi%&
4N\ 7 = FHINT ppm| 0.01 [GC-MSMSIE| 212) |37 rT X =)L * [ppm] 0.01 |LC-MS/MSik
(148) | 7 =) T HINT % |ppm] 0.01 |GC-MSMSIE| 213) [ A VY AV T BV XAF )L ppm| 0.01 |LC-MS/MSiE
149 |7 =7 3 v ppm| 0.01 [GC-MS/MSIE| (214) | A X R XFT X v ppm| 0.01 [LC-MS/MS¥#E
(150) |7 = 7 vk ppm| 0.01 [GC-MS/MSIE| (215) | A # I Rk A % |ppm| 0.01 |LC-MS/MSiE
(I5) | 7 = > AR FF ppm| 0.01 |GC-MS/MSVE| 216) | A # T X VKA 7 = 7 %9 A ppm| 0.01 |LC-MS/MS#:
(152) | 7 => h=— ppm| 0.01 |GC-MS/MSIE| QI | AT X T4 ppm| 0.01 |GC-MS/MS{%:
(153) | 7 =" L— k * | ppm] 0.01 |GC-MS/MSIE| 218) | A h¥ v r o —)v ppm| 0.01 |GC-MS/MS{%:
(1)) |7 = voxs A—| % |ppm| 0.01 |LC-MS/MSiE| 219) | A b 2T A ppm| 0.01 |LC-MS/MSik
(155) | 7 =T E /L7 ppm| 0.01 |GC-MS/MSE| (220) [ £ hAxL 7 2 F L ppm| 0.01 |LC-MS/MSik
(156) | 7 = v ~FH% I K ppm| 0.01 JLC-MSMSIE| 22D |A I/ A by ppm| 0.01 |GC-MS/MSi%:
(5N |7 &7 a—1 ppm| 0.01 [GC-MS/MSiE| 222) | A hTF/ m—/L ppm| 0.01 |GC-MS/MSi%:
(158) |7 # I s = ppm| 0.01 |GC-MS/MS¥E| (223) | A7 =F & >~ bk ppm| 0.01 |GC-MS/MS:
(159 |7’ A—} ppm| 0.01 |GC-MS/MSE| (224) [ A 7 =)v ppm| 0.01 |GC-MS/MSi%
160) |7 7Y AL T BV ppm| 0.01 |LC-MS/MSiE| 225) |V 7 =X v * |ppm| 0.01 |LC-MS/MSik
(6|77 a7y 7 AF L ppm| 0.01 |GC-MSMSEE| (226) [T v ppm| 0.01 |GC-MS/MSiE
(162) | 7Y I AT o AF ) ppm| 0.01 |LC-MSMSIE| 227) |4 = UL (EOH) ppm| 0.1 |LC-MSMSik
a6y |77z vy a ppm| 0.01 |GC-MS/MSIE| 228) |77 7 =/ TV K (FKDH) ppm| 0.1 |LC-MS/MSE
(164 |7 ¥ atFy—u ppm| 0.01 |GC-MS/MS{%E

RROMRAEHE. 72720, E& TRIXO0.1ppm.
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No. HH HL e R | BRIk
(1) |BHC ppm 0.005 GC-MS/MSJE]
2 |IDDT ppm 0.005 GC-MS/MSi%
3B) [TV RVUROT 4V RY ppm 0.005 |GC-MSMSH
4 |=vFY v~ ppm 0.005 |GC-MS/MSi%
S |74 7e=1 ppm 0.005 |GC-MS/MSI%

PHEOMRA B XK OE & TR

N ] R I , o] R I

No. HHH B TR BRI No. HH AL TR AR
() |BHC ppm| 0.01 |GC-MS/MS#| (32) |7 =~ RV &~ ppm| 0.01 |GC-MS/MSik
2 |[pDT ppm| 0.01 |GC-MSMS#E| (33) [E¥TF 7T v =T ppm| 0.01 |GC-MS/MSiE
3 |77V F U~ ppm| 0.0l [GC-MS/MSiE| (34) |7 ) &~ ppm| 0.01 |GC-MS/MSik
@ | vFuarrzr ppm| 0.01 [GC-MSMSIE| (35) B Y FF LT ppm| 0.01 |GC-MS/MSik
S) |=2x7amrr ppm| 0.01 |GC-MS/MS¥E| (36) [V I h—7 ppm| 0.01 |GC-MS/MSi%:
6 |=h Xy —n ppm| 0.01 [GC-MSMSIE| 37) |[EVIY T = ppm| 0.01 |GC-MS/MSi%:
7N |=hFakR ppm| 0.01 |GC-MS/MS#| (38) |E°Y 2 /3y 7 AT )L ppm| 0.01 |GC-MS/MSi%
Q) |7z A ba—/L ppm| 0.01 |GC-MS/MS#| (39) |[E'U IARAAFIL ppm| 0.01 |GC-MS/MSIE
9) [FFk=R ppm| 0.01 [GC-MS/MSIE| 40) |7 4+ =1 ppm| 0.01 |GC-MS/MSi:
(10) |7 v ey k2 ppm| 0.01 |GC-MS/MSE| (4) |7 == hunFH ppm| 0.01 [GC-MS/MS¥k
(1) |7 eV E U ERAAF )L ppm| 0.0l [GC-MS/MSE| (42) |7 =/ %=1 ppm| 0.01 |GC-MS/MS¥:
(12) |7 oo PL— | ppm| 0.01 |GC-MSMSE| 43) |7 =/ T N7 ppm| 0.01 |GC-MS/MS:
(13) | aky 7T I ppm| 0.01 [GC-MSMSIE| (44) | 7= b=— L ppm| 0.01 |GC-MS/MSiE
(14) |PoNVTz=h ppm| 0.01 |GC-MS/MSiE| (45) |7 = /N L— | ppm| 0.01 |GC-MS/MSi%:
(15) |>Fuy=1 ppm| 0.01 [GC-MS/MSIE| (46) |7 X7 a—)L ppm| 0.01 |GC-MS/MSik
(16) |2~ L% Y v ppm| 0.01 |GC-MSMSIE| 47) |7 & IHKR ppm| 0.01 |GC-MS/MSik
(A7) |PAFIEVER ppm| 0.01 |GC-MS/MSIE| 48) |7/ bV x— Lk ppm| 0.01 |GC-MS/MSik
(18) | AT FI K ppm| 0.01 [GC-MSMSIE| 49) |F'LFF7 7 m—)L ppm| 0.01 |GC-MS/MSik
(19) [ A bV > ppm| 0.01 |GC-MSMS¥E| (50) |73 Fv ppm| 0.01 |GC-MS/MSiE
(20) | Z—32 v ppm| 0.01 |GC-MS/MSE] (51) |7'aF Ak R ppm| 0.01 |GC-MS/MS{%:
QY (A4 T7Y v ppm| 0.01 |GC-MS/MSE| (52) |~F' &7 m)v ppm| 0.01 |GC-MS/MS:
(22) |FARHNLT ppm| 0.01 |GC-MS/MSiE| (53) |~ 2 )Y —u ppm| 0.01 |GC-MS/MSi%:
23) |[F7LHIF ppm| 0.01 |GC-MS/MSE| (54) [N & A AH LT ppm| 0.01 |GC-MS/MSE
24) |77 2 — ppm| 0.01 |GC-MS/MSE| (55) [>T 4 A%V v ppm| 0.01 |GC-MS/MSE
(25) | 7T HA ppm| 0.01 |GC-MS/MSE| (56) A&+ m= ppm| 0.01 |GC-MS/MS:
26) [ FYU LT Y ppm| 0.01 |GC-MS/MS¥| (57) v T F A~ ppm| 0.01 |GC-MS/MS:
Q27) | kv I BHRA ATV ppm| 0.01 [GC-MSMSIE| (58) |37 mvT X =)L ppm| 0.01 |GC-MS/MSik
28) [y e T NTY—)L ppm| 0.01 |GC-MS/MSIE| (59) | A R T 27 m—/)L ppm| 0.01 |GC-MS/MS#:
29) |’XT7F A ppm| 0.01 |GC-MS/MS{E| (60) | A7 =) &~ b ppm| 0.01 |GC-MS/MS:
30) !XT F AL AT ppm| 0.01 |GC-MS/MSiE| (61) | A7 m=/L ppm| 0.01 |GC-MS/MSi%:
[ AT Y ppm| 0.01 |GC-MS/MSiE| (62) |LF v ppm| 0.01 |GC-MS/MSi%:
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No. HH izl o | B | No. HH izl o [ B
2—=T7kFNATI/—-5—=F | B9 | AT 7 A xS —1 ppm| 0.01 |LC-MS/MS%E
D larry—n ppm| 0.0 JLC-MS/MSE% (B36) |[ANVT 7 ARFLEY XV ppm| 0.01 |LC-MS/MSik
5—7BrENLANLF=L—1H BN | rarzrr500 ppm| 0.01 |LC-MS/MS#:
Q) |- XA 3IFxY—n—2—7 |ppm| 001 [LC-MSMSHE| 38) |[A LT 7/ A R¥ v ppm| 0.01 |LC-MS/MSi%
1V 39 |2z v ppm| 0.01 [LC-MS/MSiE
3) |77k ppm| 0.01 |LC-MS/MSVE] (40) | x7 7> U v ppm| 0.01 [LC-MS/MS¥#:
4) |= hSx—} ppm| 0.01 |LC-MSMSEE| @D |7 %A ppm| 0.01 |LC-MS/MS%:
G |=vzre~rv ppm| 0.01 |LC-MS/MSIE| (42) |FT7 X&Y' — )L ppm| 0.01 |LC-MS/MSi%E
6) |AxHVU ppm| 0.01 |LC-MS/MSVE| 43) |7 AU ppm| 0.01 |LC-MS/MSik:
d¥LF hIV Ao UL, sn 44) |F7v7x=a— ppm| 0.01 |LC-MS/MS#:
N WTFrIH A2V ROT T |ppm| 0.02 |LC-MSMSIE[ 45) [Fry <L ppm| 0.01 [LC-MS/MS¥k
A7) 46) | FV A FT Y A ppm| 0.01 [LC-MS/MSIE
®) |[AFxv vz — ppm| 0.01 [LC-MS/MSIE| (47) |V ¥ 7 AR ppm| 0.01 |LC-MS/MSi%E
9 |AXV V=8 ppm| 0.0l |JLC-MS/MS¥:| (48) |=hmrF =/ ppm| 0.01 |LC-MS/MSik:
10) |Are ey ppm| 0.0l |JLC-MS/MSIE| (49) |=br 7TV ppm| 0.01 |LC-MS/MSik:
(D) A A RFY A ppm| 0.01 |[LC-MS/MSiE| (50) |[=7 2 F L @ LU v A ppm| 0.01 [LC-MS/MS¥k
12) |V ppm| 0.01 JLC-MSMSE] 51 |5 T 0 ppm| 0.01 |LC-MS/MS%:
13) |7 uxH U ppm| 0.01 |JLC-MS/MSIE| (52) |[EU A& 3~ ppm| 0.01 |LC-MS/MSi%E
14) |7 vv r—n ppm| 0.01 JLC-MS/MSiE] (53) | w3 R ppm| 0.01 |LC-MS/MS%E
(15 |7uaFsr7z=a—1L ppm| 0.01 JLC-MS/MSE| (54) |7 7 27 —)v ppm| 0.01 |LC-MS/MS#:
(16) |7 o zxm ppm| 0.01 |LC-MS/MSV£E| (55) |7 =TV ppm| 0.01 |LC-MS/MSA:
(7N | h7a7xy ppm| 0.01 |LC-MS/MSIE] (56) |7 = ) XL AF =) v ppm| 0.01 |LC-MS/MSik
(18) | TR Vv ppm| 0.01 |LC-MSMS¥E| (57) |7 =/ 7T ppm| 0.01 |LC-MS/MS#:
(19 |Yz7axHhvy v ppm| 0.01 JLC-MS/MSIE| (58) | T TV 7 7T ppm| 0.01 |LC-MS/MS%E
Q0 |=r 13k ppm| 0.01 JLC-MS/MS| (59) |7V 7 4 =D A ppm| 0.01 |LC-MS/MS#:
QD |ANVT 7y bR EY LT ppm| 0.01 JLC-MS/MSE| (60) |7/~ &> —)L ppm| 0.01 |LC-MS/MSi%E
(22) | AV T 7% ) XH Y ppm| 0.01 |LC-MS/MS¥E] (61) |72 % ppm| 0.01 |LC-MS/MS#:
23) |ANVTFra L) FP ppm| 0.01 [LC-MS/MSIE| (62) |7~ L ppm| 0.01 |LC-MS/MSi%E
QY |ANVT 7TV ppm| 0.01 |LC-MS/MSVE] (63) |77 z=a—L ppm| 0.01 |LC-MS/MSi£
25 |[ANVT IV ppm| 0.01 JLC-MS/MSE| (64) |[X> VA v ppm| 0.01 |LC-MS/MSi%
(26) |ANVT 7P A R ppm| 0.01 |LC-MS/MSV£E| (65) |~vH 77 ppm| 0.01 |LC-MS/MSiA:
QN |arzryEwx23I R ppm| 0.01 |LC-MS/MSE] (66) [ w43 ppm| 0.01 |LC-MS/MS#:
(28) |ANT 7 FT =)L ppm| 0.01 |LC-MS/MSIE| (67) | AF VT L K=Y ppm| 0.01 |LC-MS/MSi%E
(29) | ALV T 7 KEL v ppm| 0.01 |LC-MS/MSIE| (68) | A& —)L ppm| 0.01 |LC-MS/MS%:
@0 | AT 7 buFkd—)L ppm| 0.01 JLC-MS/MSVE] (69) | A =4 4 ppm| 0.01 |LC-MS/MS%:
@B |ALVTr=rTF ppm| 0.01 |LC-MS/MSIE| (70) | A>T kv ppm| 0.01 |LC-MS/MSi%E
32 |Arzrvy o ppm| 0.01 JLc-MsMSE] 7D |25 >0 ppm| 0.01 |LC-MS/MS%:
33) ANT 7 TUEAZIF Y ppm| 001 [Lo-Msmsi: (72) |V ‘/‘\?34 D ppm]| 0.01 LC-MS/Msff
v A (73) [L 32— ppm| 0.01 |LC-MS/MS#:
B4 |[ANVT 7 RUXTIR ppm| 0.01 |LC-MS/MS#:
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No. A wfrf e | sk | No. A E el
2—T7%FALTI/)—-5—-—=F ] B | ATy _RUXTI R ppm| 0.01 |LC-MS/MSik
O ppm| 001 [LC-MS/MS: B3 [ AT s A rxH =1 ppm| 0.01 |LC-MS/MSVE
5—7B N ANLKF=L—1H B | ANVTF AT X D ppm| 0.01 |LC-MS/MSik
Q) |- XA —=n—2—=7 |ppm| 0.01 |[LC-MSMSIE| 35) [Ar7 7 250 ppm| 0.01 |LC-MS/MSik:
1Y (36) |ANVT7E) AT ppm| 0.01 |LC-MS/MSik
[N R ppm| 0.01 JLC-MSMSIE| 37 [AvT7 4V IVv ppm| 0.01 |LC-MS/MS%E
4 |= hXX—} ppm| 0.01 |LC-MS/MSiE| (38) |# A w3 ppm| 0.01 |LC-MS/MSik:
FXTFNIHA IV, I m (39) |FTRUHE Y — v ppm| 0.01 |LC-MS/MSik:
G WT TV A2V KROT T |ppm| 0.02 |[LC-MSMSIE| 40y [F7 v 7 =2=a—n ppm| 0.01 |LC-MS/MS#:
A7) @) [ry~rr3v ppm| 0.01 [LC-MS/MSi%E
6) |AFr_XH— ppm| 0.01 |LC-MSMSiE] (42) [RU A T YU A ppm| 0.01 |LC-MS/MS#:
D) [AxVV=v7iE ppm| 0.01 |LC-MS/MSIE| @3) |F A v ppm| 0.01 |LC-MS/MSik
®) |AreTuxdi ppm| 0.01 |LC-MSMSI£E] (44) [=Fed =1 ppm| 0.01 |LC-MS/MSik:
9 [ANANTY L ppm| 0.01 |[LC-MSMSIE| @5 |=rn o7 ppm| 0.01 |LC-MS/MSik
D e ppm| 0.01 [LC-MS/MSE| (46) |=7 A 2F L igF b oA ppm| 0.01 |LC-MS/MSi%
an |rzervr—n ppm| 0.01 |LC-MS/MS¥E| (47) |&7 T v ppm| 0.01 |LC-MS/MSik
(12) |7e8Fs67x=a0—) ppm| 0.01 |LC-MS/MSi.| (48) |V A X I~ ppm| 0.01 |LC-MS/MSik
13) [z e zm ppm| 0.01 JLC-MS/MSiE| (49) |77 27 —)1 ppm| 0.01 |LC-MS/MS#:
14) |7+ 7z = ppm| 0.01 |[LC-MSMSIE| (50) |7 =/ T HLT ppm| 0.01 |LC-MS/MS%E
(15 | 7axy ppm| 0.01 |LC-MS/MS¥E| (5D |77V 777w ppm| 0.01 |LC-MS/MS#:
(16) [YT7~xy v~ ppm| 0.01 |[LC-MSMSWE| (52) |7V 7 4 =2 A ppm| 0.01 |LC-MS/MSik
(7 Y77 XV v ppm| 0.01 |LC-MS/MSiE] (53) [7v~_v &Y —)1 ppm| 0.01 |LC-MS/MS#:
a8) |[=rr IR ppm| 0.01 [LC-MS/MSIE| (54) |7/ 2% ppm| 0.01 |LC-MS/MSi%E
(19 [ANVZ7 7= hXR B XD ppm| 0.01 |LC-MS/MS¥:| (55) |7 m~ L ppm| 0.01 |LC-MS/MS#:
0) |ANVT7x ) XH Y v ppm| 0.01 [LC-MS/MSIE| (56) |7 v 7 x=a— ppm| 0.01 |LC-MS/MSi%E
R |AVTZ 7z ra Y TV ppm| 0.01 |JLC-MS/MSIE| (57) | Xy A v ppm| 0.01 |LC-MS/MSik:
Q) | AT 7TV ppm| 0.01 [LC-MS/MSIE| (58) |~hF 7V ppm| 0.01 |LC-MS/MSik
23) [Ar7rvIVv ppm| 0.01 |[LC-MSMSUE| (59) |AFALF L k=ynmv ppm]| 0.01 |LC-MS/MSiE
RY |\ ANT 7 TA R ppm| 0.01 |LC-MS/MSIE| (60) | A2 &> —)L ppm| 0.01 |LC-MS/MS#:
(25) |AVvT77EH IR ppm| 0.01 |LC-MS/MSiE| (61) [Am ¥ H A ppm| 0.01 |LC-MS/MSi%
26) (ANT 7 FT S —)v ppm| 0.01 |LC-MS/MSiE| (62) | A>T h> ppm| 0.01 |LC-MS/MSikE
(27) |ANVT 7 REL v ppm| 0.01 [LC-MS/MS{E| (63) | &7 T v ppm| 0.01 |LC-MS/MSik
(28) |ANVT7 7 haXHy—)L ppm| 0.01 |LC-MS/MS¥E| (64) |V v a~wA ppm| 0.01 |LC-MS/MS#:
29 [ZAnr7zr=r35 ppm| 0.01 |LC-MS/MS¥E[ (65) |L33 v —L ppm| 0.01 |LC-MS/MSik
B0 (27 ppm| 0.01 |LC-MS/MSik
31 ;’27 77REAZTT R o] 001 [Lemsvsis
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No. H A wfrl Tn | s | No. A il e | Btk
— J — . — — o 17 < DRy B N
O T ] I e ;:Z Z ;é;)/w o BT e
(35) ppm| 0.01 |LC-MS/MS¥:
5—7m N ANKR=/L—1H 7 A
Q) |- xXa 25y —n—2—7 |[ppm| 001 |LC-MSMSIE| (36) |27 7~ X7 I R ppm| 0.01 [LC-MS/MSik&
1V 3N | AT A REH =1 ppm| 0.01 [LC-MS/MSiE
(3) |7z7u3 K ppm| 0.01 [LC-MS/MSIE| (38) [AvT7 7 A vy F Y ppm| 0.01 [LC-MS/MSik&
4) |z kSxX—} ppm| 0.01 JLC-MS/MSHE| 39) [2Lv77 2500 ppm| 0.01 |LC-MS/MS¥:
5 |[AxHvv ppm| 0.01 JLC-MS/MS#E| @0) |2 v 77 A b ppm| 0.01 |LC-MS/MS#:
6) |AXTT I A 7V ppm| 0.02 [LC-MSMSIE| @) |77V VU~ ppm| 0.01 |LC-MS/MS%:
7 |7erT v TFH A7) ppm| 0.02 |LC-MS/MS{E| (42) |[E7 a4 ppm| 0.01 |LC-MS/MS#:
®) |7 I A2 ) ppm| 0.02 |LC-MS/MSiE| @3) [FT7 &Y =1 ppm| 0.01 |LC-MS/MS%:
9) |AFr_Hx—)1 ppm| 0.01 |LC-MS/MSiE| (44) |7 2V ppm| 0.01 |LC-MS/MSik
(10) [AxYV V) =v i ppm| 0.01 [LC-MS/MS{E| (45) |F7 v 7 ==a—)L ppm| 0.01 [LC-MS/MSik&
(1) [Arerexg ppm| 0.01 |LC-MS/MSV£| (46) [F UL F3I v ppm| 0.01 |LC-MS/MSik
(12) [ 2 -7V i ppm| 0.01 |LC-MSMS¥| @47) | FU A RF U A ppm| 0.01 [LC-MS/MSik&
(13) [Fo7vv ppm| 0.01 |LC-MS/MSVE| 48) [FU 7 AEE ppm| 0.01 |LC-MS/MSik
(14) [z axHr Uy ppm| 0.01 |LC-MSMS¥| 49) |=hr¥xv =L ppm| 0.01 [LC-MS/MSik:
(15) |7 e F— ppm| 0.01 |LC-MS/MSiE| (50) |&°F T v ppm| 0.01 |LC-MS/MS%:
(16) |7 0T sT7 ==a— ppm| 0.01 |LC-MS/MSIE| (51) |77 57— ppm| 0.01 |LC-MS/MS#:
a7 |zerzxw ppm| 0.01 |LC-MSMSIE| (52) [Z7=xF LU~ ppm| 0.01 [LC-MS/MSi%&
(8) | hrm v ppm| 0.01 |LC-MS/MS¥E| (33) [7 =/ F L AT A=) ppm| 0.01 |LC-MS/MSik
19) |mm AL 25 m—1 ppm| 0.01 [LC-MSMSIE| (54) |7 =/ T HNT ppm| 0.01 [LC-MS/MSik:
(20) |7 7uxy v ppm| 0.01 JLC-MSMSIE| (55) |72 s 7T ppm| 0.01 |LC-MS/MS#:
QD [Ty ppm| 0.01 |LC-MSMSHE| (56) |7V 7 4= A ppm| 0.01 [LC-MS/MSik&
(22 [Y=Fr3I R ppm| 0.01 |LC-MS/MSE| (57) |7 ~v & —1 ppm| 0.01 [LC-MS/MS%:
@) [AVvTZrz bR EYF S ppm| 0.01 [LC-MS/MSIE| (58) |7 /L A &% ppm| 0.01 [LC-MS/MSik&
Q) (A7 77X X H VU v ppm| 0.01 JLC-MS/MSHE| (59) |7 e~ ppm| 0.01 |LC-MS/MS¥%:
Q5 |ANVTZr L) XY ppm| 0.01 JLC-MS/MSIE| (60) |7 r /LT ==a—)1 ppm| 0.01 |LC-MS/MS:
26) | Znrz7o7ro ppm| 0.01 |[LC-MS/MSIE| (61) |y A v ppm| 0.01 [LC-MS/MSik:
QN (AT FUIV ppm| 0.01 |LC-MS/MSI£| (62) [wHATFZ Vv ppm| 0.01 |LC-MS/MSik
28) [ANVT 7 VAR ppm| 0.01 |LC-MS/MSiE[ (63) [ A~ &V —)L ppm| 0.01 [LC-MS/MSik:
Q9 |ANVT77yEHI R ppm| 0.01 |LC-MS/MSE| (64) | A a2 b A ppm| 0.01 |LC-MS/MS#:
(30) | AT 7 F T —)L ppm| 0.01 [LC-MS/MSIE| (65) | AL 7 kv ppm| 0.01 [LC-MS/MSik&
@B [Ar7 7 Kx v ppm| 0.01 |[LC-MSMSIE| (66) |£F T v ppm| 0.01 |LC-MS/MS#:
(B3) | ATy bkt —L ppm| 0.01 |[LC-MS/MSIE| (67) |V v a~A v ppm| 0.01 [LC-MS/MSik&
33 [Ar7r=tF ppm| 0.01 JLC-MS/MSiE| (68) |L 33 V' —v ppm| 0.01 [LC-MS/MS%:
BB T OBRATE H R OVE & TR

No. HH Wizl T | RERE | No. HH izl T | REE
O EESPEYYL ppm| 0.01 |LC-MS/MSIE| 8) |27 7E A T ppm| 0.01 [LC-MS/MS%:
Q) |A7uxH ppm| 0.01 |[LC-MSMSWE[ (9) [ RV A 7V A ppm]| 0.01 |LC-MS/MS7E
3) [AnARFY L ppm| 0.01 [LC-MS/MS{E] (10) vy x5 3 ppm]| 0.01 |LC-MS/MS¥E
@) |ANVT X XHY v ppm| 0.01 |[LC-MSMS¥E[ (1) [~ b A v ppm| 0.01 [LC-MS/MSi%
S |AVTZFrTIVS ppm| 0.01 |LC-MS/MSiE| (12) |Im¥H v ppm| 0.01 |LC-MS/MSik
6) |ANT7IRA XL~ ppm| 0.01 |LC-MS/MSWE| (13) [V v a~Aa v ppm| 0.01 [LC-MS/MSE
N |ANVT ATV ppm| 0.01 [LC-MS/MSIE] (14) L x3 v —u ppm]| 0.01 |LC-MS/MS7E
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