BT EATEHEE R A F R e (LPWE D R 7 bhJes3E)
R7 AFHERE T iy &

GREH ik A EWE OFRERIE N OB FEAERSE (2 B3 5 F5E
AU T DRRITHIE LT A EWERUBRIEIC B9 5 5

WHIEs R B AT (ESZERE S R E AN IEaT AR A b2 =)
Wroel 0 Wbk s (ESLERE S EANIEAT AR AL =R
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HARIZBTDNY T LAOI R MIMEARE L TEIEEVIZRSoTWDTD, ~U UL
XY VY —HRACHWO T A7 a~ 87T 7 41— (GC) BEH I T 5 ilBRiE
F. Y T LEEH LR WRESITIEDBRFE RO LTV 5, A8 TIE. FKEM
s BLHNE CHEWEICIRE S, ZORBRIEIC GC PERA SN TND 4,6-07 B /L-
7-24,5-bV a7z )X I)2- R TAFNAF AR XA XY —)L (DTTB)
BLOAFH oLz REy 472 Reoy KXy U E ) F 72 (T4
VRV V) ZXGE LK a~ N7 T 72 0T NERGHTER (LC-MS/MS), LC-
MS BIWKIKZ v~ v 7T 7-T % A A — T LA fH# (LC-PDA) #HW\-
REBRBPIEOF Mt L=, 7 4/ KU > IXLC-PDA %, DTTB (X LC-PDA, LC-
MS B L O'LC-MS/MS ZHW T, BUTHERMEMEZ FRIDBE CTOEENATRETH Y |
KGR B O UEE DA ENATRE TH o 72, AFZEIC LY . DTT BB LT 4L R
U DRHIZEBNT, ~Y 7 AREBESHEE LT LCIERFIHAREETH S Z LML
Tl otz, £, ®EIZEEND DTTB BLOT 4L B U v OEIFEMHICET 5 1F
HITIZE A ERWToD, GC & AW BTtk L OVRHFZE Cesz L7 LC &% H
W, 1970 FERICAF LI — B — Xy B O DTTB B LT 4L U V%
SN LTz, EORER, &ofriE@E i) 5 E B nF%ETcdH v . LC-PDA T
DTTB (% 4.93~142 ug/g. 7 4 /v KU 1% 9.37~273 ng/g T ah/-, 52z
5OERMZ 50 FERTOSHHFER LI LIZE Z A, DTTB B LOT 40 R U 1349
50 FERTE AL TIHEFL TR, 2D OREIZOWTITBERESL Y A4 7 VET
HEENVLE LR STz,

A. TFFEEW DB WTAEEYEIZEHEESINLTVD
(HEWMEZ2GHTHFERLOBRE 20080 b, ISWERECTRERIEICH
BT AR (LT, FEM SR Arma~ 777 4— (GC) ZHH. b
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LLIERATAZ N TFESRTND,
GCOF ¥ U Y —HARII~Y 7 LABILH
SITWDN, T~V T L DOAEPE sk
kT 7 NRTRE ORI O AR ek
Fa N EADBUFER Z TR E TR D,
Lt b RERTRATRREE L 720 Afikg o
ik E 0 e FREER H D, T DT,
FRERSHENEICB N TS~ 7 L%
L 22WUEERBRIE OB 3R D BT
Wh, ZOX D R NS ARSHEMET
XS E SRS I B W TEEE I
TSN, HIEICGCERA L TV HAE
WEIZOWT, ~U U AEHEA LRV
FRBEDOBRFEZ B E LTV 5,

AR, R I THHE R S I O T
L LTHEAESNTWE 4,6-27 1 )1-7-
245-rV 7w 7 e /) F)2-U Tv
FNAFNR XA K —)L (DTTB)
Bl rsolrzRmREo 472 R
Ny R=XFYRAZ ) F 77X (T
4V R V) BRfGel L2 2, 728, DTTB
(TR RIS L ONR A B A R &0 Tl < R
FEGIEEZTLEOWMEND 1982 FIT,
T 4V B U AT S VRN

THAHEMEDN B D & OWED S 1978 1T,

R B T 5 D FRE A ST D T L L e
DENENHIE ST, ZTDTeH, NMEIZ
BT 5 FEHGICIZ NG DS
WEERSERNZ L E2HME L, FiE
MHEHEFE B W I RSO 5 B B
LA NR— TEHE BEK FE <Ol
Hige, AL BT, BEKOKREY ., FiE
AEADHRF R SICHEE S, BT
DOIEMEMEIX, 30 ppm LT GAEH1 g 7=
D 30ug LF) IZRESITWD 2, BT
ORBIEIZB T D2 EEIT, E66 8
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WA v~ 777 EESHTE (GC-
MS) 23R ST D 367,

Y T BB U OERBRIE L L
T, @ik s v~ ~ 2757 1+ — (HPLC)
ERWEGINERE 2 b, ZIVETIC
WL OMDOWENH S 12, L, 1980
R ST SRR A~ 2 VIR
H#sft HPLC # W -EB Tk, €& F
FRAEAS 30 ng/g Lmimn-729, F7=, 1982
FITHE SR &R HPLC & M
W ERE T, s FIRIEDY 1.0 pg/g & 1K
o723, DTTB DA Dk Toh - 72 9,
I BT, 2020 FFITHOEN T+ R A A —
K7 LA Feth#sfs HPLC (LC-PDA) %= H
W OHHEEZRE L TWDER, T 4L
U350 pg/L (BIREE 10 pg/g, FEUE(HE
D 1/73) K+ KRE S DOE—27 0345
HILTWZeW 10 2 2 CTARBFE T, )’
K7 ma~ 7o 7207 NG &SR
(LC-MS/MS). LC-MS ¥ X LC-PDA @
LC &% MW HriE O 2 ET L,
ZID DI E R KOS O g 217
ST, &5, ®BECEEND DTTB B
FOT 4 v R OFRAFMEIZEE T 5 1
T EAERNTZD, GC &2 HW=BI T
BRiL s L OVRMFSE CThESE L 72 ik x .
1970 AU AF L= — il —~2y K
REH O DTTB BLOT 4V R &5y
MrL7z,

B. W55k
B1. A3

5 4L KU % Dr. Ehrenstorfer GmbH
A2  DTTB (3G T3S H R
ZEMMABRH L, NHEEDE
(Internal Standard, IS) D& E|ZILREI AL



MASHREREE SO o F T & -
dioe. INVE T T -do BEIOZ V-
dio. B L7 AV AFEMBER S R B
MO 2 Uk CDN Isotopes @ U
7 vt -dy TR LT, BEYEWE D VSR
AT, PBR bR R B R
#BR - PCB 3R 300 fFIRAMERR T i OFE
e = F /1% &L OF Sigma-Aldrich 1H#U5% 8 =
3K+ PCB 4347 1 300 {5 B i D A &/
— VA LTz, SRR IR OFH RN 1T, Fn
el TEMRA S RA FERAEH O
e, B PSSR 7 2 Ve 2
TORBHAOHAT Y U A BRI
PR AR B 2 355 - PCB A5 300
B ESHDO~NT L BLOTE® M
Z Tz, PRFFRFF O RS & LT, Sigma-
Aldrich ® X 5> FF #ffi [ L7z,

GC-MS OHEIZB T, AR DO
i3, VA = AR SRR
NIAFNL T 2=V T E=U L KR
¥ ¥ R (Phenyltrimethylammonium
Hydroxide, PTAH) @ 0.2 mol A %/ —/L
Wik % . SREHTAEE S 7 A7 v B L R
IWIR= NV UM Y PN =T A
A N A A A= B Sa Ve S
? Bond Elut PRS (FeHAIRE 1 g) ZfEH L
7

B2. ¥&E&E

~ v Mbb—# — X RBHEE S
AFR-5, m— &% J —x /NR L —& — X
BUCHI Rotavapor R-210 %%, & 91X
TAITEC Recipro shaker SR-1 & HV 7z,

LC-MS IV —FET7 4 vy —H A=
T4 7 4 v 7 RS R Vanquish 38 LD
TSQ Fortis Plus %, LC-PDA I3k thE
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ARLERT R LC-20AD 3 LT SPD-M20A
Z. GCMS lZV—%F7 4 vy —HP A=
YT 4 7 4 v 7 RS TRACEL310
B L OVISQ7000 & L7=,

B3. IR L OREOFRL
B3.1 REEB O

DTTB B LT 4L RV & EREIC 10
mg &Y | BT L& 02 CIEREIC
10mL 95, ZZ0bilEREDERY ., HE
ferF L A% ) —) 111 WIRTAHRL
7ob DO E MR L LTz,

LC H IS ®#EE T, IS ILIEMIZ 10 mg
B, BT V&2 Z TIEMIZ 10
mL & U7z, ZHAMFHEEIZ LD 100 £5
FHRL, 10 mg/mL & L7z, MaHAEIT
0.1%F UK/ 01% BTN T & k=
F UL (1:1), 0.1%FEEUSIIIK,0.1% X
WA 7 —)v (1:1), 5mM FEE7T > &
= AEINAK5 mM B R T =T A
w7 F=FrVUL (1:1), 5mM EifET
VE=T LIRS mM BERET =
UARIMNAZ ) —v (1:1) D4FEE L=,

GCHDISOIZNFE T T V-dipB L
7 V% dp ZIEMEIZ 10mg &V ED | EE
fgtF L% Nz CIEREIC 10 mL &35,
ZNEFEEZF I Y 1000 {EAR L.
1 mg/mL A PHEREER & LT,

B3.2 RREHROFAR

BUTORBRE Y IS E, TRROFE
THIH L7=,

FHAT 2 GO THILI L7 B0.5g iz A ¥
/ —/V 50 mL 35 X ONRIERZ 100 L 250 %
Tt B~ hre—4
— &AL, 30 pMEIEREZIT- 72,



ZOWRET T AA M THmL, Az
0—& U —T R b— & — % U TR
L.2NZE10mLIZA Y/ — )V TER L,
Z® 2 mL % 50 mL OELEICIEMEICE
DEEo T, IRWT, 10%IE(ET B U 7 ALK
IR 10 mL B8 X OFH v 4mL 2%,
10 3 L <RV IBE 7. 3000 rpm T
10 S DB T > 70, ~F P8 1
mL Z EREICEL, HH LT & b
SmLIBLOANFH 2 10mL THREL L~
=77 KT LiAdr, ~F % 4mL THE
WL, £0%, I=07 A2 10 4l
KLUTHT LIRS D ~F 2k
EL, Big=F N /A% 7 —VIEKR (11
v/v) S mL T Uz, PaHR 2 el —~ 7
VAL = (1/1 viv) T5 mL(Z
EMICER LI b0 a2k & L,

B3.3 STt oFER

LC oM ISR YERS IR £ 7o 3R IR
ZIEREIZ 0.5 mL &0 B D NEREE MR (7
> b T & -di, 10 mg/L, 0.1%FFR/KIRIK
S 01%F/E A % 7 —/L 1:1 §iK) 0.5 mL %
Mz 7=,

GC AT IR HE I s L OVRRURHAS ]
ENFHIEMIC ImL BV ERY | N
YER 50 pL 5 L UVPTAH 100 uL &% .
AREHAIR & LTz,

B4. SHrdeft

LC DA T L2 EFV—FET7 4 vy —H
AT 47 4w 7S HED Accucore
RP-MS (2.1 mmx& & 100 mm, ki
££2.6um), V—T YA = AASHE
% Inertsil ODS-P (WA 4.6 mmxf& & 150
mm, 7 7-£E 5um) | InertSustain C18 (NFE
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2.1 mmxE & 150 mm, KZF4& 3 um) .
InertSustain C8 (N£E 2.1 mmxJ& & 100 mm,
RI7£82 um) @ 4 FA G L. BEFEI
A 0.1%FEKIEIR E B: 0.1%F A % /
— VIR D 75 o TN LTz,

BTkl LT, GC-MS D7
L% DB-SMS (R & 30 mxPNAE 0.25 mm,
RS 0.25 um) ZfEH L. Table 1 (a) D5
fETor Lz,

BS. EEIFE DL
ERITWVTHOHTIECBNTH IS I X
2 NEIEELE CREMR A ER LTz, 15
ug/L 3 png/g; FEHEED 1/10) B X O 150
ng/L (30 pg/g; AIE(E) o 5 [Aligk v LR
TENZIIT % IS & DI O AH SR HE(R 22
(Relative standard deviation, RSD) % 1T
FEEE L Uiz, F£72. 15 pg/L (3 nglg;
D 1/10) @ 5 [[IFRTT O E B AE O HE(RF
72 (0) £V 10cxEEEE T IRIE
(Instrument Quantification Limit, IQL) & L
T BT St CHRYENE & el U7,

B6. U —/v kv & W BRINEIGER
WINENGAERITIE, 1976 FICAF LT
v—b kv 7 (REE P> THkHED M X
Z Al Z TR RERT O 7 — VIECEE) 0.5 g (n =
2) v, 30uglg ED X oML
%, RBRAK O EIT -T2,

B7. EREI DT

FBIO M & LT, 1975 4£~1978
FIZATF L, TOYEREOGHHER L LT
F 4N FY v BXODTITB OFE #ENH
ML Thdy—nlh—~y k10 fiH
(C1~10) Zfk L7, JAm a5 THY)



L. GC-MS, LC-PDA. LC-MS. LC-
MS/MS CTH#T L7z, GC-MS (BT 5
DTTB O N-A F /ALK E— 27 | L 78
D HALDD, TR O F WG 23U
776

C. mRRVEE

C1. LC-MS B X T’ LC-MS/MS

Cll1 A v 7a—Vavil&dAfF Ao
RREt

TANRI AT L7 hr AT L—ik
(Electrospray ionization; ESI) % 72 13X K%
JEAL A A > {biE (Atmospheric pressure
chemical ionization; APCI) % f\>, & D
ISP T CA v 7 2a—v a VT k
HA T ACERRFT L2, WT IO
IZBWTHaHTITE R o7,

DTTB L ESI B X TVAPCI & H 121 A
{ERFRECH -T2 Z D, —MIICH
WHid ESI Z W, ERA A T=H
Uo7 (SIM) 8L OERKIGE=42Y
> 7 (SRM) DEEREEDMRF 21T > 12,
LC oIS & LT, i ® THRHSHh T
W57 U ky, TOEKFBKTHD
Ut dn, F7 57—/ KGBAREN
INSWHEBRRILKFETHLT Tk
>-di0.DTTB BLOT 4L KU > L [FlEK,
BROWERBL O T = ) — WM E 415
{EEWTHD MU 7ot dy Zi%RE L,
A F AMEHET LT, TORE, 4 FH2T
A A ACLTZD, BRlR T T L~ DRI
DENLIZVEVBIOZ U Erdn il
IIEM LZe o7z, £z, DTTB IR YT
A 7EF—RIZHL, FU 7 aYd i3x
AT 47— NP >ToleH, [T
YT 47— RBNRERT > M TR -

57

dio ZEE LTz, £7-. A A MLEF O #E
TEIEIE 0. 1% FRNINK 0.1% BRI 7
T h=hFU (1:1), 01%FEIRMAK
0.1%FBRIRIMA % 7 —/v (1:1). 5 mM HE
fe7 =0 LIRIK5 mM BElig T
FE=ULAEMTE F=KY L (1:1), 5mM
WEEE 7 o E =0 LEINK,5 mM FEfE T
VEZULRMAZ = (1:1) O 4 Fi
ERRET LTS, 0.1%FBRTRINK 0.1%
XA & ) — L3l T o7,

C1.2 HrfF OBt

WS ORETE LT, BEFEE 0.1%
FELUSINAKE LV 01%FEERUSIN A 2 ) —
NDTZVT e L 4ATEDON T LE kR
L7z, FOkEH., Accucore RP-MS 12 &
LHYE—7RIRDP &S BAFTHY DTTB B
KT v R T -dio DPRFFRFREIIL 16.89
IR LW 1436 53 Th o7z, LC-MS/MS
(SRM) 3 LY LC-MS (SIM) THESE L 7=
Mt % Table 1 (b) (27”79,
AUEHARIEFE 10~800 pg/L (GRUEHEFE 2
~160 pg/g; FEHEMED 1/15~5.3 %) OFLFA
BT O mEMREIERLIEER. LC-
MS/MS £ LT LC-MS W9 71 & AHBEfR %R
0.998 LI & 7257 (Fig. 1), £7-. 15ug/L
BELUI50 pg/L D 2 RED 5 RV IK L
BIEIZI T DM TR L TUVIQL % Table
2 12T, PHTREEEIX LC-MS/MS B LW
LC-MS Wi b miie B ARIREE & 1T 5%
Kifith-o7-, 72, IQLIXLC-MS LV
LC-MS/MS DI MED > Te iy, WTivd
FEEED 110 K Th 0 | FEHEMEE TR
HIRE CTOERNARETH -7z, 7272 L,
e B (AR BE 500 pg/L) D56,
LC-MS/MS B X O'LC-MS Wb A 4



BRI DD IS BT, T DOBLGIIEEHR
W ZEBIT 5 DTTB OHIE T HIRRHHT
WD Z LD, BEREFEOREITIER
MUETHDL EZZ BN,

C2. LC-PDA % AW =4 &t DRt

LC-PDA ® IS [ MS E[RIERIZT >~ 7
T -dio 2 L7z, LC-PDA TiI MS &
FUH T ATIHENDNE L FEHATE 220
ST, FOMD 3 KEHE LT, £
DOEE.LC-PDA |Z MS & Lblgd 5 &M
DKL 72 D728, [A UA BRI/ o
TH CHEEMENANFETE/ZIF Y FF
WZDOWTHIRFFRER] OMER A 1T - 72,
ODS-P TlI "— 7 JEAR 23 < | InertSustain
C8 W T LTIEIFUFFET U TR
dio DB — 7 OLRFEFFFEN 5.9 737 & 6.2 4y
EBECE 72 o 7=, — 75 C, InertSustain
C18 Ti%, DTTB, 7 4/V RV v, IF
FF, 7 ¥ b & -dio D 3 LBV OLRFFRE
23 13.6 97, 11.7 57, 9.6 57, 11.0 77 &5
BN B CThHoT-, WELIZSMEE
Table 1 (¢) (27~ L. InertSustain C8 77 7 A
$ X O InertSustain C18 7 7 AIZHEIT5H 3
{b&¥MD 7 v~ b7 F L% Fig. 2 1[I,
AEHAIRFE 10~10,000 pg/L (GRAEHE
FE 2~2,000 pg/g; FEHEED 1/15~333 %)
DOFPHIZI T 5 EMR T DTTB B LT
4V R U DT b AR %L 0.9999 LA L
& 7o 7 (Fig.3), DHMTHEEEIL DTTB 365 &
OT A R s miRE, KiRE
EHIT 10% AR TH Y, IQL IFEEHEED
1/10 K & BLHEE A TR D IRE COE R
MA[BETH - 7= (Table 2),
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C3 B ~OTIMMEIRERE R

1970 FARDOFE 2 o4 D726, 1976
FEIZAF LT — by P2 WTEI
[ FABR 21TV, LC-MS/MS 3 L O LC-
MS (DTTB ®#), LC-PDA Tor#r L7z,
ISINYR RS % FEVEE & L CHSInIEI L 7= f&
B 102%~107% & E DT 7iEE VW T
b BRAF72 IR DG BTz (Table 2), =
NoOZENG, LC &AW oir Hiklc
BWTH, @B O EHEMEO#E A E
TR TH L LN oT,

C4 FERABOEERE

DTTB BL T 4 /v KU IEznEn
1982 4 & 1978 4EIZGEREFH it D H il FL e
WHIE S L7z B, 740 R Y 21X 1981
A MEFWE O3 A K O EE % o B
(BT DA (kikE) ) OB —FERE(
FWEICHRE SN, TXTOMSETHEM
INTERL IpoTe, DT FITHHER
S SN TV DI 1970 £ E T &
R XD, Fx OWFSEEITIX 1975 4F~
1978 FRIZAFL, HUkeT 4V R U FE T
X DTTB 2 S =ikt 2 /% LT
Do H—oSy MIRBIZHER D Z &
TNV A TSNS T ENREN
2, BWLIZEEND DTTB BLOT 4L K
U v OIRAENEICBET 2B MITIZE A E R0,
ZZ T, =y k10 EHZ SV T GC-
MS. LC-PDA, LC-MS ¥ J O} LC-MS/MS
THHT L., Z OFEFMEE RN LT, 2Dk
B, BobriEEIc BT % E B ITARE
T 7= (Table 3), F 7=, EHCHH
SN DTTB BL T 4 /v RU 3Eh
ENDEEDE D~ AANXT FLEB LY
UV A7 fL b —F LTz (Fig. 3),



1950~1970 (XD B —2y MIEHAY
N RO, BRoA T U T
LFMT A I T T —2 & LT, B
ERTCHORBZTMPNDI DL H D,
— 5T, RENRSOERE L TV DIZh
Do 53, LC-PDA O E &l TlX DTTB
134.93~142 ng/g. 7 A4V R U 15937~
273 nglg TR ST, BERICHEWTIE
O30 - —y RO, A=Y DOt
AHEH, EARZ%T DTTB 1 1.0~69.5 pg/g.
T4V KU 03 0.310~175 png/g TR &
NTCW5, 7o, BRI TAIOfEH &% A
—H—IZKVIEESN.T 4/ R Y 2100
~300 pug/g. DTTB 250 ng/g & DWMEH H
D 9, ARWFZE T OR R TR
BLFBETHY ., 50 FEpiOTE L
1 LT 99%~200% T > 7o, BRIENE
BENTNWDHZ LR, EAfizaE o THlE
LTS 70ODIEL & 2EBET D L

IS DLEWIT Y HIRIEFFRE O
BECHELEFL WD EEZ LN,
J1—Xy ME e FSEERT S WREMED &
<. BEVET DM LR SN D 3,
UL RFDOT 4 R IR THE
LA LanZ EnHEINTWnD Z
ED O TR HDOREIZONTIE, B
FR) A J NV ETHEENLE LR S
iz,

D. ¥¢&®

FE R SRENEIC B W T EWE IS
EINTWD DTTB BELOT 4V U~
OFRBIEIZB T D, ~V U LZLH LR
WRESRRBRIE L LT LC EBEE AW
Wi HMEIC O W TG LT-, £ 0k
. LC-PDA TiZ DTTB BL VT 4 /L R
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U OV S BT IR 2 T A D IR B
TOEBENARETH D . xR oKLY
EOWE A ENAIRETH > 72, DTTB (2
WX GC-MS, LC-PDA, LC-MS B X
LC-MS/MS OF X T THHTARETH D |
FBt 2 AW AE mEIIMRR%ETH
ST, & HIT 1970 FFEARD EFEO 4TI
£V, DITB BL T 1L KU 1349 50
FRIEEDLLTICEMFLTEBY, Zhb
OFEIZONWTIL, FEES U A 7 L%
THEEDLE LRI I T,

E. #FEHE
El. #3CRR

7L
E2. ¥R

1) HFBRAK A « MY - ] E5RA -
ILIZSFE T QNMR % W 728K - BAZKHA
o7 yFE TR —T L — )
6:2FTOH D iE, # 33 [HIERE LR
= (5 4 BIRELFMEERIRS) ,
¥,20254 7 H 15 H
2) HJFEBRAK T - M1 - A RiRAE - N
LS FE T AR ORE T v RbsE
Y) PFAS D E&~D F-qNMR D [, %
7 Bl H ARE & NMR MFESFS, B,
2025411 A 5 H
3) HJFRRA T » 1] B RGE - AREE T - PNILZS
B FEHASEEECBT5~NY UL
RBICHKIS L2 B 7 = = V8 b EW
BELORNY 7FEEDORERIEIC
B9 2 MEt, 55 62 BIeE M A LF I
WSS, KK, 20254 11 H 6 H




F. FBFT A HE D BUFIRTL
1. FEFEUS
7oL

2. FEHBRBEK
7L

3. Zof
7L

G. 5IH3CER

1) BRI FEEEEE 5 A%
WEZ AT 2 FEMMOHHIEES
% 1A

2) BRI EAE ST =+ U5
BEWEZEHT 5 FERMOBHNIC
B9 DA  TRLAIRIREL (BE15:E
%)

3) AR RS - AT RIS
FAFHM: FERALTOEEDER
BRIEICDOWTC, SRASRIE 03285555

(5443 H28H)

4) RER: ~VULTFEORBEL, &
JE DR & il 22, 185-190, 2012.
5) /NERER: ~U U AOHREREH
AROFEREE L, 20194EFISSPY — 7
va vy AUy MMEEOBLK &A%

@ % & |, https://yamashita.issp.u-
tokyo.ac.jp/ISSPWS191106/pp191106/ko
izumipp.pdf

6) WHLIFN, Rk, P E 3L, dIEsE,
AR, T RS MRS O T 4
U R U > KO DTTB 43 47 i @ B 3§,
YAKUGAKU ZASSHI, 140(6), 809-818,
2020.

7) FELLFNE, AT, RIBE 1 a7
2 A, FIIR A, B, T RS
BEWE %S0T 2 FREM S OHHIC
4 5 EE (AEWESAFEN MR
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HilEE) (21T 2 e S v By Bl A
AR IE LOE ISR D . YAKUGAKU
ZASSHI, 141(8), 1031-1040, 2021.

8) MIRHHZ, SFER, HRE, TP
B AEWEE AT L2FHEHSLOR
BRIEICBET 0198 (56 5 ) MlAER
DR SR R B BN A O E &k (10).
HOR AR, 31(1), 77-81, 1980.

9) MIFHEE, FEER, BATE, RIE
BAEI7-, KL= @Rk s n< b
7T 7 4 =T KD EEMMET OB BN
T Zall 4,6-Dichloro-7-(2,4,5-
trichlorophenoxy)-2-
trifluoromethylbenzimidazole (DTTB) @
EElE. R, 28(3), 155-159, 1982,
https://www.jstage.jst.go.jp/article/jhs1956
/28/3/28 3 155/ pdf/-char/ja

10) PELAFnE, A, ) Bi@a&: ~U v
I H AR RN TG U 7 e B B
I TN D Gy Kk, w02 )1 A A= fF 52
TS, 50, 15-20, 2020.

11) H B, EARER, M=, NEEL
&, KWL, H Bk Wik o~
7T 7 4 —E BT K D FEEE
H4.6- 7 v )0-7-24-5-F) 7 v)L
Tz /) FXV)2- b U TV F A F )N
AL I HZY—)L (DTTB) SHHEDK
At PR 17 AEEEE R EATAE R, 8, 21-26,
2006.

12) =47k, A)I15eHst, BRHIERS, BHL
2 mEEk s e~ N7 7 40—k
% ERAHERL S TR O BE N T A 4,6-Y
7 a)-7-245- 8V sua T e )Xk
N)2-F U TNNFNATF R XA
% — ) (DTTB) O E &L, HfHE,
39(3), 640-646, 1984.



13) R+, mEHH—, P, KR
ik, HAR%E: 10. EEBPRAIA A T
U-33 O&aA EEEHE. FLIRTEIHE
wooo, 7, 112-115, 1980.
https://www.city.sapporo.jp/eiken/annual/n
o7/documents/80study10.pdf

14) <P, BUEEZ, BATHRE, RIE
B, SRR, e AEWE
AT HFEMSORBIEICET S
Wrge (5 7 W) MHESRLS: TR oA TR R
SRBE AN A O & (). HO A
#, 33, 105-109, 1982.
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15) vl T48, )15k, BRI, £H
9hiZ, SCEJNHE, SiEFT, Ao &
JIR TSN L 72 EM T Of EWE
(ZOW T, FIINR A AT FEAT e, 12,
103-106, 1983.
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Table | Z3#74:fE (a) GC-MS. (b) LC-MS/MS 5 KX TNLC-MS. (c) LC-PDA

(a)

Instrument
Column

Column temperature

Carrier gas

Inlet temperature

MS transferline temperature
Ion source temperature
Ionization

Scan range (m/z)
Quantitative mode

TRACE 1310 + ISQ7000 (Thermo Scientific)

DB-5MS Ul, Agilent

(30 m x 0.25 mm i.d., 0.25 um)

100°C (1 min hold)—10°C/min—240°C
—5°C/min—280°C (7 min hold)

Helium, Constant flow 0.6 mL/min

240°C

280°C

300°C

Electron Ionization, 70 eV

50-500

Selected ion monitoring (SIM)
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Table 1 (fex) SHTSAME (a) GC-MS. (b) LC-MS/MS 3 L TVLC-MS, (c) LC-PDA

(b)

Instrument

Column

(I.D.x length, particle size)
Column temperature

Flow rate
Mobile phase

B concentration

Vanquish TSQ Fortis Plus (Thermo Scientific)
Accucore RP-MS (Thermo Scientific)

(2.1 mmx 100 mm, 2.6 pum)

40°C

0.3 mL/min

A:0.1% formic acid in water,

B:0.1% formic acid in methanol

30% (1 min) — (14 min)—95% (15 min hold)

Injection volume 5uL
Scan range (m/z) 50-500
Polarity Positive, 3500 V
Sheath gas 50 (arbitrary units)
Aux gas 10 (arbitrary units)
Sweep gas 1 (arbitrary units)
Ion transfer tube temperature ~ 325°C
Vaporizer temperature 350°C
MS MS/MS
Quantifier Precusor Product Collision  Tube lens
ion (m/z) ion (m/z) ion(m/z) energy (V) V)
DTTB 451 451 269 27.77 115
Anthracene-d |, 188 188 160 36.79 86
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Table 1 (fex) ZHTSAME (a) GC-MS. (b) LC-MS/MS 3 L TNLC-MS, (c) LC-PDA

(c)

Instrument LC-20AD, SPD-M20A (Shimadzu)
Column InertSustain C18 (GL Sciences)
(I.D.x length, particle size) (2.1 mmx 150 mm, 3 pm)
Column temperature 40°C
Flow rate 0.2 mL/min
Mobile phase A:0.1% formic acid in water,

B: 0.1% formic acid in methanol
B concentration 60% (1 min) — (14 min)—95% (15 min hold)
Injection volume 10 uL
PDA wavelength range 200-700 nm

Wavelength for quantification DTTB: 265 nm, Dieldrin 214 nm
MitinFF: 265 nm, Anthracene-d ;, 248 nm
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Table 2

BOHTHEE 2RI 5 DTTB B LT 4 /v KU O THEER X OV IQL d kg &

NN ENIYER I EES
Concentration Method DTTB  Dieldrin
High (150 pg/L) LC-MS/MS  Ave.? 158 9
RSDY 3.85
LC-MS Ave. 149
RSD 1.74
LC-PDA Ave. 151 143

RSD  0.64 4.61
Low (15 ugL) LC-MS/MS  Ave. 13.0

RSD 1.38 -
QLY  0.358
LC-MS Ave. 13.8
RSD 6.92 -
IQL 1.90
LC-PDA Ave. 16.2 12.5
RSD 2.45 6.83
IQL 0.79 1.71
RT (30 pg/g)® LC-MS/MS 102 -
LC-MS 103 —
LC-PDA 107 82.3

Y Ave.: Average (ug/L, n = 5)
® RSD: Relative standard deviation (%, n =95)

° _

: Not analyzed
9 IQL: Instrument quantification limit (pg/g)
ORT: Recovery test (%, n = 2 average)
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Table 3 1970 SRR D —2 v s DO E B R

DTTB (ug/g) Dieldrin (pg/g)

Sample 50 years 50 years

GC-MS LC-PDA LC-MS LC-MS/MS GC-MS LC-PDA

ago ago
Cl 163 282 284 236 260 - - -
C2 225 251 222 236 251 - - -
C3 167 189 173 190 187 - - -
C4 116 142 148 124 138 - - -
C5 119 132 137 125 122 - - -
C6 99 119 132 111 131 - - -
Cc7 72.1 103 93.3 99.9 113 - - i,
C8 24.2 28.0 30.7 26.7 29.3 15.3 8.69 18.7
Cc9 - 12.6 9.86 10.87 10.58 328 347 400
C10 - - - - - 176 300 352
—: Not detected
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(a-1) DTTB f2EME O~ A AT F L (a-2) C1 $1 DTTB D~ A A7 kL
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