(3) 1 EWE OB EHEE LB ik OB R I 3 2058
(3-1) GC-MS/MS IZL D& s T DX AF 2 A M DIt
(3-1-1) El {#EZ W 2 GC-MS/MS \Z X5 B S DX A 4F T Hh57
Hr DR Es



AT 6 EEREAFBITEHEREFEEMBE (RMORERRIEERNTEESR)
BmE N LI A4 SR FEYE B EOFALEZ O FEFRRE OO DI
SRR
(3) A EWE OEBEHE E L E e TR OB B 2%

(3-1) GC-MS/MS [T LD B S I DX A A F L AR T DR

(3-1-1) Bl #5Z& = GC-MS/MS IZ XA B SR O A A% S ORigt

MR e 4 IR [ AT A

]

MRER

GC-MS/MSZ W= B OX A4 F L AT OMETIEL T, SIEHEEAFELIL, ENEZ M
WZGC-MS/MSDEBR DT 24T o7, WEEE DRFHIIB W T, X A4 F T D T HEREI
BIFCThHSTbDD, N w7 AR N D& SaEH A IE L7212 12, RiE7A2 R T 23
BlzEN =, PCDD/PCDFsHllE ZAf Fl 4 5CGCHT L% BPX-DXNIZZE B L7- 4k 5. RME 72 R B A
TARDOHNIRIST- 2l D | ARAEFEIZBPX-DXNZ ] L CTH A A3 T O MR L &
Fhi L7z, 28 LT IE SIS KO B S AR MBI I 2 T E L7 2R L AR SRR EE AR B D A B R
BIX10%LL FTHY, RAFfE R CThoTo, Fio, SRR B O R St A IR A 0= UIIE L
T, EHANE RS (50 gff FE) DX A4 L HHO E & T IRE (LOQs) ZHEE LIz . LOQsiL!
B OF A A AAE TTIEE EHART AL | TORSIVTND B R FIRETM 2L Tz
o WIZRT A K OEEINZ AV TGC-MS/MSE B fRREGC/MSIZ LD H A 4% L D /5
R LS LT, GC-MS/MSD A FLME (R FE D S I i 0 I REGC/MSIZRIL T, AR TI0~
110%, 2FTI1~108%, M ORI TIO~106%THY B —EK L Tz, F/=, 7, A, BX
ORI X GUTH AL L FEO BINEIGRER & FE i U7 5, & BMER O FL B 1388-106%, f
ITHEEEIZ10%LL T THY, BRAFRFERMGONT, SHIZ, BEEHEE (o7 —F0) 04
L7z R LOQsEA_ B &7 o 7 BMEARITFRREME CUTZ B E) O FEIE £ 2SDOFPHN ThH -7,

oA YA
ESRVALSE ST L RO A
Jrhvar 1 E N TN SN IS

A. TFEBH

BINICEENDF AAF T U HH T T
B THLIEND BRI O 553 iFREGC/MS
(LT, B fREEGC/MS) % N = 8 B 45 A
DR THY, BT OZ AT U HESHT D

HEATARTAL (LLF, HARTA) Vich 2D
AN HREIN TV, LovL, & R fE
GC/MSIZ KRB TRl E CThHIEND,
FMEREOWEIZE W, GC-MS/MSIL R /) iF
REGC/MSE L4 5L — kA MR E 134 5
HLOD, NUTHIMCHLT-D AT DR EL
FE DO HTICILHEN TN D, I—ay /STl
B AF T O HHIEAH TSN TR
V. Bl TIEHRHIE ~ D G E DT D D o3
2R fEREGC/MS & 3L, GC-MS/MS D H
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DEBOBENTNEY, F72, L TIEGC-MS/MS
DEEEEDEATEY, BAFOX A 4%
VST ~OF AP ELSDHLS Y, Lo,
GC-MS/MSZ W= B S DX AAF 2 sy
BT 2R FUIE IR DN CTD, FRICEKEY
XX AF X HBREICEDDEIENRREN
ZEDDL, ZNHDOR AR RIZGC-MS/MS%
WA X ARSI T A X B AR B
HERTHD, SFAFE LSS FEE L, B
T AA Ak (BD) B XD GC-MS/MSE W - fa
HDZ AL D T S b e BRET L2 9,
FAF X DG HTERRII R CTho7-b D
DO R LT SR TIE~ RN v 7 AR SN
B8 MmaEHEHIIE LT I RIE A AR
TSN, T TAREE L, GC-MS/MS
THHTHCCHT LEEEL T, RIFAREEK
THRECRVDRBILT- . X A4 DSy
HrikRea ML 72,

B. BsEHE
1. REROERE

IV =T T ARA TFERERRIE, (BR) 7 =)
VR TIRFR)— TN ) NK-LCS-AD
MBP-MXF, &Y MBP-MXK ZHEALT=, >V
DANRAVIEREIR T, (BR) U=V b TART R
— V¥ 20 NK-SS-F K U MBP-79-500 % fif
A L7z, PCDD/PCDFs {E&EHE. /A Vb
PCB {RAWIK., KT /4L PCB {RETRIE
= IRVEING SN N BV E AV Ear gl
Z 3 NK-ST-B4. NK-LCS-AD . NK-SS-F
MBP-MXF [1:100], K& T MBP-MXK [1:10]%#
ALT-, Hi&EH#H PCDD/PCDFs 12 % ¥Rk 1
(FK) 7=V R IR TR =T 2D FDU-
CS1~CS5 #MEA LT, HelliR o &7 H
PCDD/PCDFs #f#E ¥R 1%, NK-ST-B4, NK-
LCS-AD, NK-SS-F JOFRH L7, #E#iH Co-
PCBs AL, (BR) V=V h TRTR) —
¥/ 50 PCB-A5-CSL, FAT-CS1~CS5 % Jif
AL,

TRNATATF ST ( AZ ) — v
(FAFFL ARG , T rma Az (A4
BT L KERE A DD BCRER) , T
(FAFF AW PV (AT F
AT | BOKER RN A(PCB 2341 ). 7
AFIEBA AT (BK) KO LTz, /(A
T AT Bl (FRfk) | SR LT RUD A
(Frfl) 138 £ 7 AV LDFOEHEE(RR) KOiEAL
Too NEV UKL, VAT Milli-Q Integral

0 BRELHT XA T IR IR U Tz 8 ik &2~
PSR,

%@ V7T 5 (NEE 15 mm, £ 30 cm
DAZTINZVAT N 0.9 g, 2%KOH L VA7 3
g, YU 0.9 g 4A%REES V7L 4.5 g
220U B 7V 6 g, UL 0.9 g, 10%hH
SR VA7V 3 g, YRV 0.9 g M OVEE K B
fe MU L6 g ERFIE) 1%, P —x v Ao
A (BR) LOBEA LT, TART BT L%, WEE 15
mm. £ 30 cm OB TN HEAKREE T R4 2
g, 7T 15 g, HEKEREE TR L 2 g ZNEK
FHUAER LU 7=, GRS E SV 7 Y R — R
A7 MNFBERAET (BK) K0l A LTz,

GC ¥ v ZU—h7A1%, BPX-DXN (N £
0.25 mmX60 m)Zh AT YA T AT 4
7% 8RR 4 (SGE) X0, RH-12ms (PN
0.25 mm X 60 m) % INVENTX #-XviE AL,

PR YER RS LT, WME-01 (37> 7 —%
O & OBREGERY) & (K U2V TR T
N = XU XA LT,

2. Hds
BREVFAY— Ly F =4 GM200
*GC-MS/MS:TSQ 9000 hU 7'/ EM GC-
MS/MS A5 A (Thermo Scientific #H5Y) with
advanced electron ionization (AEI) source
o4y fiR BE GC/MS: 7890B  (Agilent
Technologies)/MStation JMS-800D UltraFOCUS
A A (bR 8
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3. GC-MS/MS IZXBF A A% L H ST
3-1. RERERORH

FREH(50 g GRAFEMEREHIN 4 g)) & —
—IZEVEY, T —2T AR (BC L
72 PCDD/PCDFs4% 50 pg (OCDD/F 13 100 pg) .
J> A )V PCBs 4% 100 pg. ©/4 Lk PCBs 4%
2.5 ng) ZMA 7= 2 mol/L /KERL VD LKER
A 200 mL Nz ZEIR T 16 el igE L7z, =
DT NV G RIR A 5 R — NI LTz th . A%/
—/L 150 mL, %2 100 mL 20z 10 43 4R
O LTz, #iE® . ~F YA oL, K
JENZA~FH 2 70 mL 2N FRIEROEAEZ 2 [B11T
STz, ~FR UK A G DR, 2% LR
LVEHR 150 mL 22 TRECMZHRV I L #
B KB ZREFREEOEIEEARD KLU T2, ~F
YDA ST 53RN S IR iR 4 166 N %
FELINTHIREOL | FRE R, BlEJE 2 PRELT,
ZDOBAEA WA E D5 AN ELSIRHETHRYIRL
Too ~EYUEEA~FT Y PEEIK 10 mL T 2 [H]
Peid L, MOKFRER T RD A CHLK% IR BEA B
ELK 2 mL OANFH AR T2, T Ih
PNV~ 200 mL TR LTZ% | s BRIRTR
AL, ~FH 200 mL TIRH L, ISHIK
TR L. 2 mL DAY AIEML
Too WU TRATHELIZT AIFT BT AITH
BRIATR 2 E AL, ~F5 150 mL CHEF 4. 2%
(v/v)Vranri  aa~F % 200 mL TE/
Uk PCBs A3 AR LTz, RUNT, 60% (v/v)
vriana A agma~F Y2 200 mL T
PCDD/PCDFs } (/>4 Lk PCBs 43 i & 1A H
L7z, B /A VN PCBs 43 B Z A B B LT 4%
TSR VAT NI N—2A DT MZHEAL
30 DRRERLE LT, ~FY2 40 mL THT L%
Peidrtk , 25% (v/v) Y rmary  GH~FH 60
ml CE /AL PCBs 4y A {a H Uiz, A8
Fth VDALY 500 pw L(PC FEFRIR 2.5
ng) % ¥ L GC-MS/MS (2 fit L 7=,
PCDD/PCDFs } N/ A /v~ PCBs 43 B X ¥A I
R ELUT A TGRSV T NN —2T)
FTITIEAL, 10 o RREE LT, 25%(v/v) >

AL G A~NFY L 80 mL THT LZ LG
%, W7 ENEESE, ML=y 40 mL T
PCDD/PCDFs } O8> A /L 'k PCBs 4y B Z ¥ H
Uiz, WA BB U ANRALY 25 u L
(PCDD/PCDFs H "C fFi#f& 50 pg, /> A /L b
PCB H ""C #EaAK 125 pg) 2L GC-MS/MS
L7,

3-2. GC-MS/MS HIESZM:

1)GC &ftf

® 2,3,7,8 — TeCDD , 1,2,3,7,8 — PeCDD |,
1,2,3,7,8 — PeCDF . 1,2,3,4,7,8 — HxCDD .
1,2,3,6,7,8 — HxCDD . 1,2,3,7,8,9 — HxCDD .
1,2,3,4,6,7,8 — HpCDD ., OCDD . 2,3,7,8 —
TeCDF ., 1,2,3,7,8 — PeCDF ., 1,2,3,4,7,8 —
HxCDF . 1,2,3,6,7,8 — HXxCDF . 2,3,4,6,7,8 —
HxCDF 1,2,3,4,6,7,8 —HpCDF . 1,2,3,4,7,8,9
—HpCDF, OCDF

717 25 :BPX-DXN (PN 0.25 mm X 60 m)
AT AT YR 2

AN DEE 1 280°C

HEAE:2 ul

ARG F 1 140°C A 43 PREF)-20°C /53 -220°C -
2°C/57-260°C(2.6 73frfs) -5°C/57-292°C-1C
/53-293°C-15°C/43-320°C(9 73R FF)

Xy U7 —HA AT L (it 1.2 mL/53)
©2,3,4,7,8—PeCDF, 1,2,3,7,8,9—HxCDF
#1725 :RH-12ms (N£& 0.25 mm X 60 m)
HEAFT R ATV R A

N DR 1 260°C

HEAE:2 ul

FAR S 130°CA 43 Pr¥F)-15°C /43 -210C-
3°C/43-310°C (10 73 14F5)

XXVT—HA AT ik 1.0 mL/%7)
®Co-PCBs

777 25 :RH-12ms (FN£E 0.25 mm X 60 m)
HEAFTR 2TV 2

AN DR 1 260°C

FEANE:L ul

SRR 130°C(L 43 PR $7)-15°C/ 53 -200°C—
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1°C /43 -220°C-2°C /4> -250°C-3°C /4y -270°C~
15°C/45-310°C(5 215458
XU T —H R AU (P 1.0 mL/%Y)

2)MS/MS &t
AFAE: Bl A4 ALEIE:
var @Bt 20 pA; AU URIERE
HEE—KR: SRM

FEL7= PCDD/PCDFs #ll7E & Y Co-PCBs
HIE D SRM S a#e 1 ITRLT,

50 eV; T3y
320°C;

3-3. BREMRDIERL

FHSHE LR BRI LR ERE B LT, R
o AT YEVACIR (6 R FE) I2RTLC 3 [EAlE A 5
FEL. 3t 18 JROWIET — & & 1537-, MRERAE
VRO EREZ R 2 (TRUTz, FHET
e ANASVANGNES AN TS E 27/ Rt dN by
HOV—=2 T T ALY L DR R AR5
(RRF) , K OV —2 T T 27 L2 U3 IS
T HUV TV ANRAT OFEHEEFREL (RRFss) &
L, MESERREORET —XICB1T5
RRF OZEEMREIE 10928, RRFss O BRI
L 20% AN E AL T2,

3-4. HRH TIRER OE & TIRIE

H ARG BE O A st AR MEVR IR A GC-MS/MS
(X DEURIE (10 [8]) L. J17E 8 O FE A
72 (0 ) %R, 30 M TIRE (LOD) . 100
ZE R FRE (LOQ) & LT, 7=, BET T 7
BRAE 6 [TV, 7T I RRO LN AFF
IOV, TV OEERAED 3 5%
LOD, 10 f5% LOQ L TRz, M0 LHIE
MBRDTAEE L, REWF ARG ED
LOD, XX LOQ &L7=,

3-5. REREKOHIE
RERAIR ORI EBRLAREIZIE 3 IR DR R
FAREYERR R 2 E L T, RRE &KUY RRFss &3k
Too ZHHDED, M EMIERFD RRE KO}
RRFss 8L, RRF (229Ul 10%LA

RRFss ([Z2WTIEE20%LLN THHZ EAfERAL
720 WEARAVERL RO RREF K T) RRFss Z VT,
RBIRIRICE ENDAAA TV AR E R,
AREREIR L0 GO T2 BT 3 B8 & AR HEY)
"B D hI FE P D g A AR B VA IR O T R LL O i
PASN LIRS G T, AMBRICK E R AL
77

4. BSIREE GC/MS IZEBF A% L HqHHT

ATALEL L By fiRGE GC/MS JIESIRIE. (-
1) b= F A2y N O T I LD RS
AT B IEHEE | ISWEo T,

C. MAEMEKRVEL
1. GC-MS/MS HIE &M% B

S5 FEORFHIEB T, GC-MS/MS 12X
HEA G ST OPERESMIL B 4T T -
7eb DD RF LI T &t Tli~ Ny 7 2013%
WEBD DR EEHE I E L7 12 1 KIR 72
ER TSN ZENH -T2 9, DB-5ms Ul
717 2% = PCDD/PCDFs JllE 128\ TE,
BB R ER IO HT R R E — 7 DA A58
RS TFTICKR T T 28LR AT,
PCDD/PCDFs HliEIZfi 425 GC 7%
BPX-DXN (ZZE B L7=f% B, DB-5ms Ul AT L&
PR KR A A2 58 OAR T 23538 Hien»
olc, —HlEL T, BB ORIERTEZ D,
2,3,7,8-TeCDD & 1,2,3,7,8-PeCDD ¢ SRM 211
~hTLERUTE (K1) . v Ry 7 ADIZ VG
ZETok 16 BB HELZ% TH, E—2 D
SEREMBITIFEAE B Qo T, T,
AAEE T DB-5ms Ul B 7LD YIZ, BPX-
DXN Zff L CTH A3 5 OPERER A
IR,

2. GC-MS/MS G HTiEDOYEREFHh

B R LIZE SR A LT GC-MS/MS 43
HrisOPERER A LU T @Y FEhiL 7z,
2-1. BREBDOIERL (RRF K& O RRFss D& H)
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s AR AR (6 JREE) 2 EL RRE K
U*RRFss &3k 7~ (3¢ 3) , PCDD/PCDFs ¢ RRF
130.614~1.150 (Z2EhRE1F 3.3~7.5%) . RRFss
1% 0.490~2.382 (ZENMRELT 2.5~9.6%) Th-
72, Co~PCBs ® RRF % 0.909~1.038 (Z &% %k
I% 1.7~8.0, RRFss & 0.433~0.825 (ZE &R %k
IX 1.9~6.4%) ThHoT-, TARTAL TITRERR
VERIRFOD RRE OZEBIFRE T 10% LA A B AL S
TN, AEEESITZ RRE OZEEMREIE 8.0%
LLFTHHZEND, HARTA L D BIEfEZ T
LCue,

2-2. FAFH L 57D LODs U LOQs

Hc b IR EE DM g 2 A HE R K (Cone. 1)
ORI UENE (10 [[]) OFEHEREIVHEE L2
GC-MS/MS 3 Hr DFBHAERE (50 g A HIKE)
LODs (N LOQs #F 4 | TR LTz, BE7T T2
DL BMERIL, PCB 77 &Y PCB 118
ThoT=), BIET T 7B OEHE R 2 L HEE
L72 LODs } OV LOQs 1. 8 Efi S Ui Ok
DIRUAIE OIEHER ZLVHEEL T LODs &Y
LOQs JOWH/NSVME L7272, (- TRETDOH A
T3 B EMEARD LODs OV LOQs [ 34 B
FAREVERR OV IR U E OFEMEIR A2 L HEEL
7-fEi& 72~ 7=, PCDD/PCDFs ¢ LODs (% 0.002
~0.012 pg/g. LOQs 1% 0.005~0.042 pg/g TH
272, Co-PCBs @ LODs % 0.002~0.11 pg/g.
LOQs 1% 0.007~0.38 pg/g TH-7-, SRM 71~
NITL(ERAT ) D— %X 2 O 3 127K
L7z,

HARTA L TlE, LODs CHAET T /5%
DFFRVEZHIWT T HFEMEL LT, BAER M TR
DIREFLTND, GC-MS/MS 34T D FEHAI E RE
® LODs & AR FIREEET 5L, 2 TOH
AFF AW T HEEMR M T IRA R 72L T
W E72 LOQs 120V T H R H T RA T
72LTRY, ROWIEIITARTANTRENT=
HIZRH FRETOXAA R A ERTE
HEEZ BT,

2-3. BKEWTIITD GC-MS/MS L& iRk
GC/MS DF A FF ARSHTED ek

RN HAL LOHINEE A2 HWvWT GC-
MS/MS L@ fiRte GC/MS (BEkIE) 1284 A
A DA e L= (2 5, 6, LY
* 1), FBELRBHZOWTENREN 5 RITD
IIRTEATN, IR FE LR R AE Y 72 (RSD) 12
DT L=,

GC-MS/MS DA BLMARIR DA, =
I EEE GC/MS 12X LT, RT7T 90~110%, 4
ITC 91~108%, K& TNEIFT 90~106%THY B<
— L QU =, F72, RSD HAR 7T 11.6%LAN, 4+
G 8.0%LN, FRIFT 8.8%LANTHY, &5 fif
HE GC/MS(ARZT 17.2%LAM. 2T 12.5%L4
N, FRINT 15.1%LAN) LR L CRE72fEE/0D
LI o T, F RO SRM 70~ A (E
/AL DO—HIEX 4, X5, X6, X7, X8 &
WY ITR LTz, WT IO R ARFEHIEB N TE
1,2,3,4,7,8 —HxCDD X° PCB 123 ZDiT 5257
BTt R LIS D LB Y RERE — 7 RGO 5
N IEBEZELEN, INHOX A 4F T U FHD
EEILHETHoT-, LOQs LL EElpo7-K4 A
XD ERAA L EEWAA DO —J1H
FE LT R B R VEV IR O — Z i fE L O
259NN ThH -7z,

2-4. BKEW X DFAAFT A HOERMNE
IEaN

~ 7, B ROHRINGEH Y A A% 8
EUIUIZEEERIL . 2oz VW TH A4
X UEOSHTYERR (B R OV TR ) 23T
U7z, BEFNRE DX A4 X U FHERML, 5
DT CONTLIZ B O BE R OO TR EZ K 8 12
AT, 7236 RIRIEEHZ LOQs #2254 A
FHRVUHEPRO LN A X, TIEE 5y
PriEASZNOD ST EZ ZL SV THE KD
HMTREAHEE L., Zhbo 3 FO/AICE
I7% PCDD/PCDFs O[T 88~106%, 1 THE
FEIX 9.1%LL FCoh-o7z, £i2, Co-PCBs DEFE
1% 89~105%, D THEEEIX 2.7%LL FCTh-o7z,
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T RAFRBEELOHMTRE CThoTz, £/,
GC-MS/MS 23T SRM 71~ £ W53 Hr %t
BETRDE AT R D E BEN E T DI
—ZIRO LN T= (T —H KB ,

2-5. FRREARYEREI DT

GC-MS/MS % =X A A2 A5 DA
FEIEZ MRAET D720 X A4 L HH PR A
HENTWARERHEERE (WMF-01) 25547 L
72(& 9), WAHEN T H5ENTHHAE A4 F
FHIZOWTIE, &£7T LOQs LA DM ENES
AU, PR DB 28D OHFIPAN TH -7z,
F7-. LOQs U bEpot=FDth DX A FF
BOLHTEIZOWTE , BB EO LI fE 25D
DOFPANTH -7, GC-MS/MS 43H7 D SRM 71
VN TR RI G E IR BT AT D E
BEETHRMEE — 7T OHNT (X 10 &
O 11),LOQs VL E&lpoT-K X A4 FF
DEBAA L EEWAF L O — 7 HRE IR
B ERERIE O — 7 EE e o = 25% 2L
WNTH-7=,

D. f&im

FEEE D GC-MS/MS JIESMEL B LK |
T, GC-MS/MS IZLDH B OX A4F 41
AT OVEREFEAM A FE L 72, PCDD/PCDFs
ENAE 95 GC 7% DB-bms Ul BT L0
5 BPX-DXN ~EHJ 5L T, NI AR%
We B bR FEERIE L% Th KiE
R T ARD LN 2olz, KT, FH, K
OFBIRZ T GC-MS/MS &4y fiRie GC/MS
\ZLDE AL X FHD TS B ted U7
R WEHEOSHEITES —E LT, o, w71,
B BRI R RICE A4 F T A FHDIR
INENGERERZ E L7 AE R R B LT
NSO, SHIT, FBEEREREZ GC-
MS/MS IZED T LIZfE R . LOQs A &7 o7
FLPERITERREME CUE BB H) O FHIE £ 2SD
DHEIPFANTH o7, L EXD | RoHrikiLEK

PEV) T DS A2 % BIFICHIE FTETH
HEEZBND,

E. &3

1) AT A R R S R AR AL
IR R AR OX A% U HAE
THEBEAARTAL "R 2042 A 28 H,
RLHEFEH 0228003 75

2) COMMISSION REGULATION (EU) No
589/2014 of 2 June 2014, laying down
methods of sampling and analysis for the
control of levels of dioxins, dioxin—like PCBs

PCBs in
foodstuffs and repealing Regulation (EU) No
252/2012

3) Franchina FA, Lazzari E, Scholl G, Focant
J-F. : Assessment of a New GC-MS/MS
System for the Confirmatory Measurement of
PCDD/Fs and (N)DL-PCBs in Food under
EU Regulation. Foods, 8(8), 302 (2019)

4) Lyu B, Zhang X, Li J, Zhang L, Zhong, Y,
Wu Y. :

dibenzo—p—dioxins and furans in food samples

and non—dioxin-like certain

Determination of polychlorinated

by gas chromatography—triple quadrupole
(GC-MS/MS)  and

comparison with gas chromatography—high

mass  spectrometry
resolution mass spectrometry (GC-HRMS).
Journal of Food Composition and Analysis,
115, 104947 (2023)

5 wn 4 FEIEATEATEHEET A
MBI &R M EFREEZTLIE (4
UOREREYEEREOFME T OFiE
PRFE D7D ORFFE | b Feam s & (A &
WE DR EREHEE (LB 3 M IE O B %
(2RS4 2HF5E)

6) wf0 5 R B TEHEET A
IR R el o I B e
VUREA EYEEREOFNE T OFiE
PHIE DTZ60 DAFFE | 3 AT T i & (F
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W' DOFE BB HEE I BRI EE D BR %S
el S Y5

F.AFIE3ERE
1. GO«
L

2. FRIFR
1) 2 B, RIAIEE, kKA, &t 7, 6
B8 2E . GC-MS/MS ICXk BB KEY DX A
FXAEGHT O, F 32 BB LR
£:(2024.7).
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# 1 FAFFHERIED SRM Zeff
%1-1) PCDD/PCDFs

i e
it&EY SRM transition CE | SRM transition CE
(m/z) (eV) (m/z) (eV)
2.3.7.8-TeCDD 3199 > 2569 | 15 | 321.9 > 2589 | 15
1.2.3.7.8-PeCDD 3559 > 2929 | 15 | 353.9 > 2909 | 15
1.23478-HxCDD .
PCDDs |1,2,3,6,7,8—~HxCDD 389.8 > 326.9 15 | 3918 > 3288 | 15
1,2,3,7,8.9-HxCDD
1.2.3.4.6,7.8—HpCDD 4238 > 3608 | 15 | 4258 > 3628 | 15
0CDD 457.7 > 3948 | 15 | 459.7 > 3968 | 15
2.3,7,8-TeCDF 303.9 > 240.9 25 305.9 > 242.9 25
AHARNE 1.2.3,1.8-PeCDE 3399 > 2769 | 25 |3379>2749 | 25
2,3.4.7.8-PeCDF
123478-HxCDF
1,2,3,6,7,8-HxCDF 373.8 > 3109 375.8 > 3129
PO 1 3.7.8.9-HxCDF @718 > 30897 2° |@@738 > 3109)| 2°
2,3.46,7.8~HxCDF
1.23406.1.8°HpODF .. 4078 >3448 | 25 | 4098 > 3468 | 25
1,2,3.4,7,8,9-HpCDF
OCDF 4417 > 3788 | 25 | 4437 > 3808 | 25
13C,,~2,3,7,8-TeCDD 3319 > 2680 | 15 | 3339 > 2700 | 15
13C,,~1,2,3,7,8-PeCDD 3679 > 3039 | 15 | 3659 >3019 | 15
'%C,,-1,2,3,4,7,8-HxCDD
PCDDs |"°C,,~1,2,3,6,7,8-HxCDD 4019 > 3379 | 15 | 4039 > 3399 | 15
13G,,-1,2,3,7,8,9-HxCDD
'3G,,-1,2,3,4,6,7,8-HpCDD 4358 > 3718 | 15 | 437.8 > 3738 | 15
'3¢,,-0CDD 469.8 > 4058 | 15 | 471.8 > 4078 | 15
NIESE G '3C,~2,3,7,8-TeCDF 3159 > 2520 | 25 | 317.9> 2540 | 25
~ . 13 _ _
(’]L_JJCZ”J 7 1382_;§2;:_§:ggi ----------- 3519 >287.9 | 25 | 349.9 > 2859 | 25
30,,-1,2,3,4,7,8-HxCDF
13
PCDFs [y 22.0.7.87HxCDE 3859 > 3219 | 25 |387.9>3239 | 25
Gp1,23789-HxCDF
3C,,-2,3,4,6,7,8-HxCDF
120‘2_1’2’3’4‘6'7'8'H"CDF 4198 > 3559 | 25 | 4218 > 3579 | 25
Cy,-1,2,3,4,7,8.9-HpCDF
'3C,,~OCDF 4538 > 3898 | 25 | 4558 >3918 | 25
(/Tjgi{”%w) 13C,,-12,3,4-TeCDD 331.9 > 2680 | 15 | 3339 > 2700 | 15

* RH-12ms B ERFDE=F—(F>
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F21-2) Co—PCBs

EEAFY EEAAY
L&Y SRM transition | CE | SRM transition | CE
(m/z) (eV) (m/z) (eV)
3.3:4,4-TCB (#77) 2899 > 2199 | 22 | 2919 > 2219 | 22
JUAILE|3.44 5-TCB (#81)
PCBs |3.3'4.4'5-PeCB (#126) 3239 > 2539 | 22 | 3259 > 2559 | 22
3,3'4.4'55'-HxCB (#169) 359.9 > 289.9 | 25 | 357.9>287.9 | 25
2,3,3'.44'-PeCB (#105)
SHFHRWE 234.4'5-PeCB (#114) 3239 > 2539 | 22 | 3259 > 2559 | 22
eCB (#118)
E/74IL0|2'3,4,4 5-PeCB (#123)
PCBs (233'44'5-HxCB (#156)
_2_,_3_,_:3_’,_4_1_,_4_’_5__’j-_{_>_<p__5__(_#_]__5__7_)_ _____________ 359.9 > 2899 25 3579 > 2879 25
2,3'4.4'5.5'-HxCB (#167)
2,3.3'44'55-HpCB (#189) 3939 >3239 | 28 | 391.9>321.9 | 28
120‘2_3'3 447108 (#77) 301.9 > 2319 | 22 | 3039 >2339 | 22
JUAIILR|"C,,-3,4,4' 5-TCB (#81)
PCBs |°C,,-3,3"4,4' 5-PeCB (#126) 3359 > 2659 | 22 | 337.9 > 2679 | 22
13G,,-3,3'4,4'55-HxCB (#169) | 3719 > 3019 | 25 | 369.9>2999 | 25
— 12012—2,3,3’4,4'—PeCB (#105)
=TT 2344 5°PeCB (L) 3359 > 2659 | 22 |3379>2679 | 22
RI84Y) C;72,3'4,4'5-PeCB (#118)
E/AILR|"2C,,-2'3,4,4 5-PeCB (#123)
PCBs |'3C,,-2,3,3'4,4'5-HxCB (#156)
°C,-23,3'44'5-HxCB (#157) | 371.9> 3019 | 25 | 369.9 >299.9 | 25
3C,,-2,3'4,4'5,5-HxCB (#167)
%C1,-2,3,3'4,4'55'-HpCB (#189)| 405.9 > 3359 | 28 | 403.9 > 3339 | 28
(/qugi?%w) 130,,-3,3'4,5-TCB (#79) 301.9 > 2319 | 22 | 3039 >2339 | 22
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2 RERAREERROMRERE

F<2-1) PCDD/PCDFs

BE (ng/mL)

L&Y

Conc.1 Conc.2 Conc.3 Conc.4 Conc.5 Conc.6
237,8-TeCDD | 002 (¢ 0.05 . . 02 ... | 9 25
1,2,3,7,8-PeCDD 0.02 0.05 0.2 1 5 25
1.23.4.7.8-HxCDD | 004 .. 0.1 ... 04 ... 2 .10 .50
PCDDs |1,2,3,6,7,8—~HxCDD 0.04 0.1 0.4 2 10 50
1.23,7.897HxCDD | 004 . . 0.1 ... 04 ... 2 10 50
1,2,3.4,6,7,8-HpCDD 0.04 0.1 0.4 2 10 50,
0GCDD 0.1 0.25 1 5 25 125
2,3,7,8-TeCDF 0.02 0.05 0.2 1 5 25
AHHRME 1.2.37.8-PeCOF ... ..002 _ 005 _ 02 ... LI I 25
2,3,4,7,8-PeCDF 0.02 0.05 0.2 1 5 25
1.23,4.7.8-HxCDE o ]....004 0.1 ... 04 ... 2 .10 .50
poDFs |1:2:3.6.7.8-HXCDF 0.04 0.1 0.4 2 10 50,
1.23,789-HxCDF o ]....004 UL 04 2 .10 %0
2,3,4,6,7,8—-HxCDF 0.04 0.1 0.4 2 10 50
1.23,4,6,78-HoCDF o )]004 UL 04 2 10 50
1,2,3,4,7,8,9-HpCDF 0.04 0.1 0.4 2 10 50
OCDF 0.1 0.25 1 5 25 125
'*C,,-2,3,7,8-TeCDD 2 2 2 2 2 2
°C,=12378-PeCDD 2 2 2 2 2 2
'*C1,-1,2,3,4,7,8-HxCDD 2 2 2 2 2 2
PCDDs |C,-123678-HxCDD | 2 2 2 2 2 2
'*C,,-1,2,3,7,8,9-HxCDD 2 2 2 2 2 2
3G,,-1,2,3,4,6,7,8-HpCDD 2 2 2 2 2 2
“c,ocop0 | 4 4 4 4 4 4
NIZEME °C1,~2378-TeCDF L 2 2 2 2 2 2
Y= 7vT "°Cy,1,2,3,7,8-PeCDF 2 2 2 2 2 .2
RI4Y) 13G,,-2,3,4,7,8-PeCDF 2 2 2 2 2 2

2 2 2

PCDFs |3 2 2 2
Cy,-1,2,3,7,8,9-HxCDF 2 2 2 2 2 2
°C1,7234678-HxCDF 2 2 2 2 e, 2 2
'*C4,-1,2,3,4,6,7,8-HpCDF 2 2 2 2 2 2
°C1,1234789-HpCDF [ 2 2 2 2 2 2
'*C,,~OCDF 4 4 4 4 4 4
(/qu_ii#,%%( 5 3¢,,-1,2,3,4-TeCDD 2 2 2 2 2 2
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#%2-2) Co—PCBs

BE (ng/mL)

A=
Conc.1 Conc.2 Conc.3 Conc.4 Conc.5 Conc.6
3344 -TeCB#77) . ....|...005 ( 02 ... | 10 50 _....200
JUFIVk (3,44 5-TeCB (#81) 0.05 0.2 1 10 50 200
PCBs 13,344'5-PeCB (#126) . _.......|...005 .| 02 . LI 10, 50........200
3,3'.4.4'5,5'~-HxCB (#169) 0.05 0.2 1 10 50 200
23,344 -PeCB (#105) _  __......|....005 . 02 ... | 10 .. 90 .........200
SR EE 2,344’ 5-PeCB (#114) 0.05 0.2 1 10 50 200
2,344 5-PeCB (#118) . ...|...005 _  ( 02 ... | 10 50 _....200
E/AILN 2,344 5-PeCB (#123) 0.05 0.2 1 10 50 200
PCBs 1233445-HxCB (#156) | . 005 ! 02 ... LI 10 50_..200
2,3.3.44'5'-HxCB (#157) 0.05 0.2 1 10 50 200
2.344,5,5-HxCB (#167) . ......|....008 . 02 ... | 10 90 ........200
2.3.3'4.4'5,5-HpCB (#189) 0.05 0.2 1 10 50 200
°C;~33'44-TeCB (#77) | S D] D ] S . 9 9
JUF Lk |°Cy,-3,4,4 5-TeCB (#81) 5 5 5 5 5 5
PCBs |"°C(,-33'4,4'5-PeCB (#126) | S D] D ! S . I
130,,-3,3',4,4'5,5'-HxCB (#169) 5 5 5 5 5 5
) 136,,-2,3,3'4,4'-PeCB (#105) 5 5 5 5 5 5
MIREME 96,2344 5-PeCB (#114) | 5. 5 5 5 5 5
(D)—o7vF W e
20545 Cy,~2.3'4.4' 5-PeCB (#118) 5 5 5 5 5 5
E/ALE 5 5 5 3
PCBs 5 5 5 5
3,3'4,4' 5-HxCB (#157) 5 5 5 5 5 5
°C1p72344' 55 HxCB (#167) | T T I 5 5. .5
136,,-2,3,3'4,4'5,5-HpCB (#189) 5 5 5 5 5 5
© Tj%i*?ﬁ,]) 136,,-3,3'4,5'-TeCB (#79) 5 5 5 5 5 5
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7z 3 REMRFIEREAIRD RRF & O RRFss
#3-1)PCDD/PCDFs

PCDD,/PCDFs SFRQI;E RRFE(%J%%& ;F;;E RRFSSZ%/;)EJH?E?&
2,3,7,8-TeCDD 1.082 5.2 1579 2.9
1,2,3,7,8-PeCDD 1036 6.8 1.158 4.1
1,2,3,4,7,8-HxCDD 0.886 75 1.002 55

PCDDs [1,2,3,6,7,8-HxCDD 0.909 5.4 1.064 538
1,2,3,7,8.9-HxCDD 0.941 48 0.965 6.2
1,2,34,6,7,8-HpCDD 1144 33 0.800 7.1
0CDD 1074 34 0.490 9.6
2,3,7,8-TeCDF 1011 338 2.382 40
1,2,3,7,8-PeCDF 1103 53 1697 25
2,3,4,7,8-PeCDF " 1,067 3.7 1.741 5.0
1,2,34,7,8-HxCDF 1048 38 1379 5.1

oepp. L12:38.7.8-HxCDF 1022 5.1 1414 5.4
1,2,3,7,8.9-HxCDF " 0614 3.7 1.209 6.8
2,3.4,6,7,8-HxCDF 0.980 6.7 1.431 7.1
1,2,3.4,6,7,8-HpCDF 1.150 6.4 1173 5.9
1,2,34,7,8,9-HpCDF 1.104 6.9 0.873 8.2
OCDF 1.008 35 0.659 8.9

1) RH-12msBIET—%

#3-2) Co—PCBs

Co-PCBs RRF RRFEENRE RRFss RRFssZEEN {41

B (%) THE (%)
3,3 ,4,4-TeCB(#77) 1.038 49 0.771 33

A LR [34.4 5-TeCB(#81) 1025 3.9 0.825 28

PCBs 1334 4' 5-PeCB(#126) 0.970 3.9 0534 46
3.34,45,5-HxCB(#169) 0.955 48 0477 6.4
23,3 4.4-PeCB(#105) 0.954 4.1 0.606 1.9
2,344’ 5-PeCB(#114) 0.943 2.1 0.631 36
2,344’ 5-PeCB(#118) 0.998 8.0 0.636 4.1

E/A4)LR|2.34.4,5-PeCB(#123) 0.909 1.7 0.636 34

PCBs 13,3 4.4’ 5-HxCB(#156) 0.930 37 0.508 35
233 4.4’ 5-HxCB(#157) 0.947 40 0527 3.7
2.3'44'55-HxCB(#167) 1011 43 0500 34
2,33 44’55 -HpCB(#189) 1.004 30 0.433 5.6
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3% 4 FPHHIERED LODs KT LOQs

%4-1)PCDD/PCDFs

1) 1) i 2)
s | |
2,3,7,8-TeCDD 0.002 0.006 0.01
1,2,3,7.8-PeCDD 0.002 0.007 0.01
1,2,3,4,7,8-HxCDD 0.005 0.015 0.02
PCDDs |1,2,3,6,7,8-HxCDD 0.005 0.018 0.02
1,2,3,7,8.9-HxCDD 0.004 0012 0.02
1,2,3.4,6,7,8-HpCDD 0.004 0.012 0.02
0CDD 0.012 0.042 0.05
2,3,7,8-TeCDF 0.002 0.006 0.01
1,2,3,7,8-PeCDF 0.002 0.007 0.01
2,3,4,7,8-PeCDF 0.002 0.005 0.01
1,2,3,4,7,8-HxCDF 0.003 0.011 0.02
oopp, |1:2:3:8.78-HXCDF 0.003 0.008 0.02
1,2,3,7.8,9-HxCDF 0.004 0.014 0.02
2,3,4,6,7,8-HxCDF 0.004 0.013 0.02
1,2,3,4,6,7,8-HpCDF 0.003 0.010 0.02
1,2,34,7.8,9-HpCDF 0.004 0013 0.02
OCDF 0.008 0.027 0.05
DESRH50 off AR
NBERPDTAAFL FBDRESAEEEHARSA (ER205E2A)
4-2) Co—PCBs
1) 1) i 2)
Co=PCBs IZF?ED/Z) IZF?g?Z) E *m(*f:}jg-)l: BE
3,3'4,4-TeCB(#77) 0.004 0.012 0.1
J A Lk |3.4.4'5-TeCB(#81) 0.002 0.007 0.1
PCBs 1334 4 5-PeCB(#126) 0.004 0.012 0.1
3,3'4,4'55'-HxCB(#169) 0.004 0.014 0.1
23,34, 4~PeCB(#105) 0.08 0.25 1
2.3,4,4' 5-PeCB(#114) 0.10 0.32 1
2,3'4,4' 5-PeCB(#118) 0.08 0.27 1
F/4 )Lk |2.34,4'5-PeCB(#123) 0.05 0.17 1
PCBs |533 4,4'5-HxCB(#156) 0.11 0.38 1
23,3 4,4 5'~HxCB#157) 0.06 0.19 1
234,45 5-HxCB(#167) 0.07 0.23 1
23,344 55-HpCB(#189) 0.06 0.20 1
NE M50 oA

BMPDITAF XL EDRUEFEEEA 510 (FR20828)
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# 5 GC-MS/MS LB 4EEE GC/MS DF AZX B SHTHE O ik (R5)

RS (n=5)

BAXFZI U GC-MS/MS (A) =2 fEEEGC/MS (B) LEEE %
Mean=SD, pg/g RSD, % Mean=xSD, pg/g RSD, % (A/B)
2378-TeCDD 0.25 + 0.021 8.2 0.25 = 0.023 9.2 101
12378-PeCDD 0.44 = 0.031 7.0 0.41 = 0.022 54 107
» [123478-HxCDD 0.088 = 0.0072 8.2 0.093 = 0.0087 94 94
8 [12s678-tcoD 020 + 0018 | 89 021 +0021 101 97
® li2az8-cOD 0054 + 00052 96 0052+ 00044 85 104
1234678-HpCDD 0.16 &= 0.011 7.0 0.16 = 0.0179 113 101
OCDD 0.24 = 0.018 7.3 0.24 = 0.016 6.9 102
2378-TeCDF 20 = 0.136 6.8 1.9 = 0.070 3.7 106
12378-PeCDF 0.21 = 0.013 6.0 0.19 = 0.020 10.6 109
23478-PeCOF 092 = 0049 54 0860063 73 106
123478-HxCDF 0.088 = 0.0077 8.8 0.085 = 0.0146 17.2 103
¢ oo oo e oy woms w7 o7
® [123789-HxCDF nd " - nd - -
234678-HkCDF 012 = 0011 92 01100088 T 1o
1234678-HpCDF 0.045 = 0.0046 10.1 0.044 + 0.0053 12.0 103
1234789-HoCDF - d B
OCDF nd - nd - -
g Jogsteon T @90 s4 . mEe 6 9
T |344'5-TeCB (#81) 156 = 0.54 35 16 = 0.85 53 99
.ﬁ. 33'44'5-PeCB (#126) 24 + 0.32 1.3 25 = 0.85 34 97
Q 33'44'55'-HxCB (#169) 1.8 = 0.063 3.6 1.7 = 0.10 6.0 104
233'44'-PeCB (#105) 2480 * 88 3.6 2594 + 89 34 96
23445-PeCB #118) 158 + 68 13 168 +56 33 Y
§ fowssrecnong wwess s wmem o w
_01: 2'344'5-PeCB (#123) 148 + 6.2 42 151 = 8.2 54 98
-ﬁ. 233'44'5-HxCB (#156) 690 = 18 2.6 764 = 14 1.8 90
B [233445-HCB (#157) 185+ 47 25 9671 36 05
234455-HCB (#167) - 310 27 397 £91 23 o4
233'44'55'-HpCB (#189) 52 = 1.2 2.3 54 =17 3.2 96

1) nd: not detected
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# 6 GC-MS/MS LB 4REE GC/MS DX A% O HED Helk (4RR)

47 (n=5)
FAXX 48 GC-MS/MS (A) = fREEGC/MS (B) LR, %
Mean=*+SD, pg/g RSD, % Mean=+SD, pg/g RSD, % (A/B)
2378-TeCDD 0.030 =+ 0.0016 53 0.032 + 0.0026 8.3 94
12378-PeCDD 021 = 0.015 7.1 0.20 =+ 0.0093 47 107
» |123478-HxCDD 0.33 =+ 0.016 48 0.35 =+ 0.017 48 95
8 |123678-tcoD 24+013 54  22+005% 25 107
“ l123789-HxcoD 040 + 0016 . 40 o042 xo0011 26 04
1234678-HpCDD 9.4 & 043 46 9.8 = 0.20 2.1 96
0CDD 17 % 067 40 16 = 051 32 105
2378-TeCDF nd" - r? - -
12378-PeCDF nd - nd - -
23478-PeCDF 0087 = 00048 55 0083 + 00037 45 105
123478-HxCDF 0.49 =+ 0.0054 1.1 0.49 =+ 0.026 5.3 101
£ lmonncor omsoms s owsooms 20
€ |123789-HxCDF tr - nd - -
234678-HxCDF | 018 £00089 50  018+0011 60 100
1234678-HpCDF 1.7 + 0.067 3.9 1.8 =+ 0.061 35 96
1234780-HpCDF 0083 + 00056 68 0087 + 00064 73 %
OCDF 054 + 0.021 40 055 =+ 0.011 20 98
§ [sgaa-eoB ) 03420027 B0 0%x0042 125 100
% [344'5-TeCB (#81) 0.041 = 0.0011 2.7 0.042 + 0.0027 6.3 97
ﬁ 33'44'5-PeCB (#126) 0.37 = 0.0094 25 0.38 = 0.023 6.0 97
Q [3344'55-HxCB (#169) 0.10 = 0.0021 2.1 0.11 = 0.0045 4.1 91
233'44'-PeCB (#105) 12 + 022 18 13 =+ 057 45 99
23445-PeCB (#114) 23 + 0044 19 24+022 03 %5
§wsrcaoe  meu 1 wzaaa e
T |2:344'5-PeCB (#123) 10 =+ 0032 3.1 1.1 + 0072 6.7 97
i 233'44'5-HxCB (#156) 14 %+ 0.17 13 14 = 0.66 48 100
W [233445-HecB @15 36 + 0083 23 33+030 o1 108
2344'55-HxCB (#167)  47+010 22 45+027 59 104
233'44'55'-HpCB (#189) 0.65 = 0014 2.1 0.67 =+ 0.05 75 98

1) tr: trace (LOD=tr<LOQ)
2) nd: not detected
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7 GC-MS/MS L AE GC/MS DX A7 %2 SEAHHED Lk ()
3RO (n=5)

FAFFI U GC-MS/MS(A) =5 #REEGC/MS (B) L, %
Mean=SD, pg/g RSD, % Mean=SD, pg/g RSD, % (A/B)
2378-TeCDD 0.023 £ 0.0018 8.0 0.024 £ 0.0019 1.1 93
12378-PeCDD 0.094 == 0.0050 53 0.088 == 0.0079 8.9 106
» |123478-HxCDD 0.029 £ 0.0015 52 0.031 £ 0.0046 151 95
8 |12s678-theoD 021 +00079 37 022 + 0014 | 64 8
® li23789-xcoD 0056 + 00012 21 0060 00033 | 55 03
1234678-HpCDD 0.18 = 0.0087 48 0.18 = 0.007 3.7 99
OCDD 0.88 = 0.048 55 0.88 = 0.020 22 99
2378-TeCDF 0.085 == 0.0028 3.3 0.088 == 0.0073 8.4 97
12378-PeCDF 0.041 £ 0.0028 6.7 0.041 £ 0.0017 4.1 100
23478-PeCDF 0088 + 00065 - 74 0085 00062 | 73 104
123478-HxCDF 0.026 = 0.00086 4.1 0.028 =+ 0.0042 14.9 94
¢ lsnmer oo somen s omssooms s
£ |123789-HxCDF nd - nd - -
234678-HxCDF | 0026 + 00018 ¢ 88 0028 +00023 81 93
1234678-HpCDF 0.026 = 0.0015 7.0 0.028 = 0.0017 6.0 94
1234789-HpCDF w? e
OCDF tr tr
g lowrrecaer)  iszoow 30 17x0062 a6 %0
T |344'5-TeCB (#81) 0.16 = 0.0043 26 0.17 = 0.013 1.1 96
.{:;\. 33'44'5-PeCB (#126) 1.1 &= 0.041 3.6 1.3 &= 0.065 52 91
Q 33'44'55'-HxCB (#169) 0.39 = 0.013 33 042 =% 0.027 6.5 92
233'44'-PeCB (#105) 2410 42 25 + 0.86 34 97
2344'5-PeCB (#114) 22012 56 23014 62 07
§ hrwsrostwmem e mess s w
T |2344'5-PeCB (#123) 1.7 = 0.10 59 19 = 0.15 79 91
.{i\. 233'44'5-HxCB (#156) 11 = 048 43 12 &= 0.52 45 97
B [233445-HCB @157 34 %0063 s 33+02 79 104
234455-HxCB (#167) 70+023 33 71+034 . 18 100
233'44'55'-HpCB (#189) 1.9 = 0.023 1.2 21 £ 0.15 14 93

1) nd: not detected
2) tr: trace (LOD=tr<LOQ)
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& 8 HINEIN B R

<%'8(n =5) H$W(n=5) I (n=5)
FAF XU AINRE HE BHTHRE AIRE HE BHTIRE AINRE EE BHTIRE
pg/g % RSD, % pg/g % RSD, % pg/g % RSD, %
2378-TCDD 0.05 90 8.0 0.1 93 5.4 0.1 93 5.1
12378-PeCDD 0.05 95 9.1 0.1 93 7.0 0.1 93 8.3
2 123478-HxCDD 0.1 106 7.3 0.2 97 9.5 0.2 92 35
S |izserethoop o 00 R 02 o A 02 o 42
. 123789-HxCDD 0.1 102 8.8 0.2 100 6.7 0.2 92 9.1
1234678-HpCDD 0.1 89 8.5 0.2 100 9.2 0.2 96 44
OCDD 0.25 100 8.5 05 95 6.4 05 92 6.4
2378-TCDF 0.05 92 8.1 0.1 92 6.8 0.1 93 7.1
1TPeCE 005 0 4 o o 00 . o o o4
23478-PeCDF 0.05 96 3.7 0.1 99 6.2 0.1 90 3.2
123478-HxCDF 0.1 100 6.2 0.2 97 79 0.2 88 5.1
e o1 o 02 02 o 46 02 o 87
® |izarotheor o % 3 02 o A 02 . o 8
234678-HxCDF 0.1 94 25 0.2 96 46 0.2 95 71
1234678-HpCDF 0.1 95 52 0.2 91 6.2 0.2 88 8.7
1234789-HpCDF 0.1 91 42 0.2 88 3.2 0.2 93 8.2
OCDF 0.25 99 6.8 05 93 6.6 05 92 8.1
N 33'44'-TCB (#77) 1 97 15 1 97 34 1 98 2.0
_ﬁ é’ 344'5-TCB (#81) 1 102 14 1 103 038 1 103 1.1
Q 0.133'44'5-PeCB (#126) 1 93 15 1 95 0.9 1 95 2.0
33'44'55'-HxCB (#169) 1 89 22 1 90 0.7 1 90 1.4
233'44'-PeCB (#105) 10 102 14 20 100 2.1 20 101 1.9
2344'5-PeCB (#114) 10 105 15 20 104 0.9 20 102 0.7
@ PeCB (#118)
.‘ll: 2'344'5-PeCB (#123) 10 105 1.6 20 105 19 20 102 1.8
1; 233'44'5-HxCB (#156) 10 102 0.7 20 99 1.3 20 99 1.2
ﬁ 233'44'5-HxCB (#157) 10 100 1.2 20 100 1.9 20 100 15
23'44'55'-HxCB (#167) 10 99 1.3 20 98 1.8 20 98 1.6
233'44'55'-HpCB (#189) 10 97 27 20 95 1.2 20 96 14
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# 9 REFEHEREH (WMP-01) D 45T is 32

HAF% B RELE (BEE) GC-MS/MS
pe/g pe/g
2,3,7,8-TeCDD 131 =+ 44 13
1,2,3,7,8-PeCDD 272 + 13 2.7
1,2,3,4,7,8-HxCDD 022 %" + 03 017)?
1,2,3,6,7,8-HxCDD 088 =+ 04 0.91
1,2,3,7,8.9-HxCDD 027 % =+ 04 (0.11)
1,2,3,4,6,7,8-HpCDD 059 % =+ 07 0.20
0oCDD 391 % =+ 62 0.60
2,3,7,8-TeCDF 131 = 49 14
1,2,3,7,8-PeCDF 153% =+ 14 0.86
2,3,4,7,8-PeCDF 715+ 22 70
1,2,3,4,7,8-HxCDF 086% =+ 10 0.74
1,2,3,6,7,8-HxCDF 051 % = 07 0.32
1,2,3,7,8,9-HxCDF 025*% =+ 04 -3
2,34,6,7,8-HxCDF 068* =+ 12 0.50
1,2,3,4,6,7,8-HpCDF 101 % + 19 0.13
1,2,3,4,7,8,9-HpCDF 030* =+ 05 0.20
OCDF 138% = 21 (0.11)
3,344-TeCB(#77) 2233 =+ 720 2,229
344 5-TeCB(#81) 201 + 58 200
3,3'4,4' 5-PeCB(#126) 739+ 260 753
3,3'4,4'5,5-HxCB(#169) 76  + 30 70
2,3,3'4,4-PeCB(#105) 49050 = 14,200 57,638
2,344 5-PeCB(#114) 3523 =+ 1670 3,952
2,344 5-PeCB(#118) 130,100 =+ 32,500 150,983
2'3,4,4'5-PeCB(#123) 4233 =+ 2620 4171
2,3,3'4,4' 5-HxCB(#156) 14890 =+ 5020 16,930
2,3.3'4,4' 5'~HxCB(#157) 3488 =+ 870 4,337
2,3'4,4'55-HxCB(#167) 9750 =+ 3,090 11,081
2,3,3'4,4'55-HpCB(#189) 2016 =+ 611 2,201

) * [XSEE
2) LODsLL ELOQsK i
3) LODsk &
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2,3,1,8-TeCDD

3 z7eTcn Area: 55212 03.23787C00 Area: D041 4
. Hight: 12608 Hight: 11501
104 1.0E4

8.0E3
o BEETEGL .
6.0E3
4.0E3 4.0E3
2.0E3 2.0E3
o - il
238 240 242 238 240 242

SRR E A ARRIE R
(915 SRR )

1,2,3,7,8-PeCDD

10_12378P=C0D Prea 37470 10_12378P2CDD Area 37113
8.0E3 o Hight: 7964 a0 Hight: 3445
5.083 s0E3
] IR T2

40E3
2.0E3 2.0E3
0 T T T 0 T
238 300 302 238 300 302

SRR S
CR s BHEITE 20

1 BPX-DXN (ZRIFBDREIB ERi# O — 73 E DE 1L
(2,3,7,8-TeCDD/1,2,3,7,8-PeCDD)
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2,3,78-TeCDD

RT: 23.87

1.0E3

5.0E2

1,2,3,7,8-PeCDD

RT: 29.86
1.0E3
8.0E2
6.0E2
4.0E2
30,03
20824 29,68
a T
29.8 30.0

1,2,3,4,7,8-HxCDD

1.5E3
1.0E3

5.0E2

1,2,3,6,7,8-HxCDD

RT: 34.72

1.5E3

1.0E3

5.0E2
34,84 3496

X 2 HREMRAZEEBK (Conc.

13G,,~2,3,7,8-TeCDD

RT: 23.84
1.0E5
8.0E4
5.0E4
40E4
2,084

2368 2399

T ' T
236 238 240

13C,,-1,2,3,7,8-PeCDD

RT: 29.85
5.0E4
40E4
2,084
2568 30,05
] : .
2356 238 30.0

13C,,~1,2,3,47,8-HxCDD

RT:34.57 3470

6.0E4

4.0E4

2.0E4
34:43 . : 4 :
34.4 348 348

13C,,-1,2,3,6,7,8-HxCDD

3457 AT 3470

6.0E4
4.0E4
2.0E4
. b 3-1‘.‘_83
N T T I
348 348

1) ® SRM Zu<hr2"5 A, (PCDD/PCDFs)
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1,2,3,7,8,9-HxCDD

RT: 35.11

1,2,3,4,6,7,8-HpCDD

RT: 38.30
1563

1.0E3

5.0E2
38.08 38.50

OCDD

RT: 4163

1.5E3

1.0E3

5.0E2

2,3,78-TeCDF

RT: 23.24

T T T
230 232 234

13C,,-1,2,3,7,8,9-HxCDD

RT:35.10
5.0E4
40E4

2.0E4

13C,,-1,2,3.4,6,7,8~HpCDD

RT:38.29
5.0E4
40E4
2,084
35.07 3539 33.47
0 : i . ; :
38.2 38.4

13012_OCDD

RT: 4163
5.0E4
40E4
3.0E4
2,084

1084
41,44 41.74

41.4 415 41.8

13G,,-2,3,7,8-TeCDF

RT: 23.22
1.5E5
1.0E5
5.0E4
23.35
0 T T
23.0 23.2 23.4

2 BMEKAERRIK (Conc.1) ® SRM Z7u<hrs 5. (PCDD/PCDFs) (m-3%)



1,2,3,7,8-PeCDF 3C,,-1,2,3,7,8-PeCDF

RT: 28.15 RT:28.14
1.0E5

8.0E4
6.0E4
4.0E4

2.0E4

0 L= T T

2,3,4,7,8-PeCDF 3C,,-2,3,4,7,8-PeCDF

RT: 31.23 RT: 31.22
2.5E3 2.0E5
2.0E3 1525
1.5E3

1.0E5
1.0E3
5.0E2 5.0E4

31.02 31.32
0 T T T T T T
31.0 31.2 31.4 31.0 31.2 31.4

1,2,3,4,7,8-HxCDF 3C,,-1,2,3,4,7,8-HxCDF

) RT: 33.47 33,64
RT: 33.48 1058 : ;
2.083 8.0E4
1.8E3 6.0E4
1.0E3 4.0E4
5082 2.0E4
33,29
o ] T : . . -
33.4 336

1,2,3,6,7,8-HxCDF 3C,,-1,2,3,6,7,8-HxCDF

3348

33.47 RT: 33.64
2053 RT: 33.65 1.0E5
5.0E4
1.5E3
6.0E4
1.0E3
4.0E4
5082 3385 2.0E4
33.79
0+ . T T T 0 . T -
33.4 336 333 35! R 35! 5 35! s

2 BMEKAERRIK (Conc.1) ® SRM Z7u<hrs 5. (PCDD/PCDFs) (m-3%)
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1,2,3,7,8,9-HxCDF

RT: 37.62

3.0E3

2.0E3

1.0E3

2,3,4,6,7,8-HxCDF

RT: 34.43

1.5E3

1.0E3

5.0E2

1,2,3,4,6,7,8-HpCDF

RT: 37.17

2.0E3

1.5E3

1.0E3

5.0E2

1,2,3,4,7,8,9-HpCDF

RT: 38,97
1563

1.0E3

5.0E2
39,14 3313

174 -

13C,,-1,2,3,7,8,9-HxCDF

RT: 37.50
1.5E5

1.0E5

5.0E4

13C,,~2,3,4,6,7,8-HxCDF

RT: 34.42
1.0E5
8.0E4
5.0E4
40E4
2,084
34.21 3454
1 T 1
342 34.4 345

13C,,-1,2,3.4,6,7,8~HpCDF

RT:37.16

1.0E5

8.0E4

6.0E4

4.0E4

2.0E4

13C,,-1,2,3.4,7,8,9-HpCDF

RT: 32.95
6.0E4
4.0E4
2.0E4
38.73 33.08 39.15
a T T T T T
388 380 382

2 BMEKAERRIK (Conc.1) ® SRM Z7u<hrs 5. (PCDD/PCDFs) (m-3%)



OCDF 13C,,~OCDF

RT: 4196 RT: 4195
5.0E4
1563
10E3 40E4
5.0E2 2,084
4183 42,08
0 o r . e
413 420

2 BMEKAERRIK (Conc.1) ® SRM Z7u<hrs 5. (PCDD/PCDFs) (m-3%)
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PCB 77

RT: 33.62

§.0E3
5.0E3
4.0E3
3.0E3
2.0E3

1.0E3

PCB 81

RT: 32.33
6.0E3
4.0E3
2.0E3
32.06 32,81
¢ 320 ' 32'.2 ' 32.4 3286
PCB 126
RT: 4135
4.0E3
3.0E3
2.0E3
1.0E3
a T T T ]
41.2 41.4 41.6
PCB 169
RT: 47.61
4.0E3
3.0E3
2.0E3

1.0E23 44731 47.47

13C,,~PCB 77

RT: 33.60
5.0E5
4.0E5
3.0E5
2,085

1.0E5

13C,,~PCB 81

RT:32.30
5.0E5
4.0E5
3.0E5
2,085

1.0E5

13C,,~PCB 126

RT: 41.33
3.0E5
2.0E5
1.0E5
41,06 41.47
' T T ' 1J
410 412 414 418

13C,,~-PCB 169

RT: 47.59
3.0E5

2.0E5

1.0E5

3 BRERFERYEIE (Cone.1) ® SRM 7<=k 5 A (Co-PCBs)
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PCB 105

RT: 38.90
4.0E3
3.0E3
2,083
1083 3858 39.03
0 ——
385 383 33.0 39.2

PCB 114

RT: 36.87

4.0E3

3.0E3

2.0E3

1.0E3

PCB 118

5.0E3
4.0E3
3.0E3
2.0E3

1.0E3

PCB 123

RT:34.83 -
5.0E3 A 381

4.0E3
3.0E3
2.0E3

1.0E3

13¢,,~PCB 105

RT: 38.87
3.0E5
2,085
1.0E5
3557 33.05
1 ' T T 1 ' 1
385 383 33.0 39.2

13C,,~-PCB 114

RT: 36.83
4.0E5
3.0E5
2,085
1.0E5
36,59 37.04
36.6 36.3 370

13C,,~-PCB 118

RT: 35.15

4.0E5

3.0E5

2.0E5

1.0E5

35,43

0T 1 T 1
348 350 352 35.4

13C,,~-PCB 123

RT: 3479

4.0E5

3.0E5

2.0E5

1.0E5
3464

a T T T

3448 348 350

3 BB FE YRR (Conc.1) ® SRM Z7r~<k5 A (Co-PCBs) (0 3%)
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PCB 156

RT: 45.08

4.0E3

3.0E3

2.0E3

1083 4455 4498 4520 45.42

0= T T T
448 45.0 45.2 45.4
RT: 45.74
4.0E3

3.0E3

2.0E3

1.0E3

PCB 167

RT: 42.14
4.0E3
3.0E3
2.0E3
198341 90 w202
o7 71 1
41.8 42.0 422 42.4

PCB 189

RT: 43.72

43.4 43.5 43.8 50.0

3 BB FE YRR (Conc.1) ® SRM Z7r~<k5 A (Co-PCBs) (0 3%)

- 178 -

13C,,~PCB 156

RT: 45.06
3.0E5
2.0E5
1.0E5
44,83 4522 4537
| PREEARM DR B
448 450 452 45.4
13 -
C,,~PCB 157
RT: 45.72
3.0E5
2.0E5
1.0E5
4537 4584
T T T T
45.4 456 458 46.0
13 -
C,,~PCB 167
RT: 42.12
3.0E5
2.0E5
1.0E5
41,83 42,30
e L et I MR
41.8 42.0 422 42.4
13 -
C,,~PCB 189
RT: 43.70
5.0E5
4.0E5
3.0E5
2.0E5
1.0E5
49,49 49,82 49.92
b
49.4 485 48.8 50.0



2,3,78-TeCDD

RT: 23.85
2583

2.0E3
1.5E3

1.0E3

5.082 2397 2404

1,2,3,7,8-PeCDD

RT: 29.84
2583

2.0E3
1.5E3
1.0E3

5.0E2 123 51 30,04

07 T T
296 288 30.0

1,2,3,4,7,8-HxCDD

3459

1.0E3

8.0E2

6.0E2

4.0E2

3434 3449
2,082 =

o T T T

1,2,3,6,7,8-HxCDD

RT: 34,69

1.0E3
8.0E2
6.0E2

4.0E2

2.0E2

13G,,~2,3,7,8-TeCDD

RT: 23.83
3.0E4
2.0E4
1.0E4
23.71 22.98
0T T T
236 238 240

13C,,-1,2,3,7,8-PeCDD

RT: 29.83
2.0E4
1.5E4
1.0E4
5.0E3
e
296

13C,,~1,2,3,47,8-HxCDD

RT:3455 3470

2.0E4
1.5E4
1.0E4
5.0E3
34,43
T T
34.4 4.6

13C,,-1,2,3,6,7,8-HxCDD

34.55 RT: 3470
2.0E4 A 1

1.5E4
1.0E4

5.0E3

4 RZD SRM 7u~<hrZ/Z L (PCDD/PCDFs)



1,2,3,7,8,9-HxCDD

RT: 35.11
4.0E2
3.0E2
20E2 3529
1.0E2
o T
35.0 35.2

1,2,3,4,6,7,8-HpCDD

RT:38.28

8.0E2

6.0E2

4.0E2

2.0E2

OCDD

RT: 41.62

6.0E2

4.0E2

2.0E2

41.4 418 41.8

2,3,78-TeCDF

RT: 2321

25E4

2.0E4

1.5E4

1.0E4

B.OE3

230 232 234

13C,,-1,2,3,7,8,9-HxCDD

RT: 35.08
1.5E4
1.0E4
5.0E3
34.80 35.18 35_.;3‘_2
o T T
35.0 35.2

13C,,-1,2,3.4,6,7,8~HpCDD

RT: 38.27
1.5E4
1.0E4
5.0E3
35,45
o T T
382 38.4

13012_OCDD

RT: 41.61
1.5E4
1.0E4
5.0E3
41.46
o T T T
414 416 418

13G,,-2,3,7,8-TeCDF

RT: 23.20
4.0E4
3.0E4
2.0E4
1.0E4
23,03
230 232 23.4

4 RZD SRM 7u<hr7/Z A (PCDD/PCDFs) (3%)



1,2,3,7,8-PeCDF

RT: 28.13

2.0E3

1.5E3

1.0E3

5.0E2

2,3,4,7,8-PeCDF

RT: 31.22
3.0E4
2,084
1084
31.02 31.33
T r T ot T
31.0 31.2 31.4

1,2,3,4,7,8-HxCDF

RT: 33.48
8.0E2 -
6.0E2
£0E2 3333
2.0E2
o T T
33.4 336

1,2,3,6,7,8-HxCDF

33.48

8.082 RT: 33.65
6.0E2
4.0E2
2.0E2

0 T T
33.4 336 338

13C,,-1,2,3,7,8-PeCDF

RT: 28.12
3.0E4
2,084
1084
27.50 2530
0 T ’
280 282

13C,,-2,3,4,7,8-PeCDF

RT: 31.19
1.0E5
5.0E4
30.99 31.32
o T T T ¥ T
3.0 31.2 314

13C,,-1,2,34,7,8-HxCDF

3364

3.0E4 RT: 33.46

13C,,-1,2,3,6,7,8-HxCDF

RT: 3364
3.0E4 o 3345

2.5E4
2.0E4
1.5E4
1.0E4

5.0E3
3386

0 T T
33.4 336 338

4 RZD SRM 7u<hr7/Z A (PCDD/PCDFs) (3%)



1,2,3,7,8,9-HxCDF

37.52 37.69

37.42 - A

8.0E2
37,30
6.0E2
4.0E2
2.0E2
o T T
374 376

2,3,4,6,7,8-HxCDF

RT: 34.42

1.0E3

8.0E2

6.0E2

4.0E2

2.0E2

1,2,3,4,6,7,8-HpCDF

RT: 37.15

13C,,-1,2,3,7,8,9-HxCDF

RT: 37.48
1.0E5

8.0E4
6.0E4
4.0E4

2.0E4

13C,,~2,3,4,6,7,8-HxCDF

RT: 34.41

3.0E4
2.5E4
2.0E4
1.5E4
1.0E4
5.0E3

13C,,-1,2,3.4,6,7,8~HpCDF

RT: 3714
2584
2084
1584
1.0E4
5.0E3

3691 37.03 37.29

) )
370 372

13C,,-1,2,3.4,7,8,9-HpCDF

RT: 33.84
2084
1584
1.0E4
5.0E3
3374 39.09
3.3 33.0

4 RZD SRM 7u<hr7/Z A (PCDD/PCDFs) (3%)



OCDF 13C,,~OCDF

4196 RT: 41.23

41.75 42.10
: ain

41.8 42.0 41.8 42.0

4 RZD SRM 7u<hr7/Z A (PCDD/PCDFs) (3%)
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PCB 77

RT: 32.63
4.0E6
3.0E6
2.0E6
1.0E6
33,39
33!4 33!.5 338
PCB 81
RT: 32.34
3.0ES
2.0E5
1.0E5
32.17 32.63
I e B B B B
3z2.0 322 32.4 326
PCB 126
RT: 4137
3.0ES
2.0E5
1.0E5
41.20 41.67
a T T T
41.2 41.4 416
PCB 169
RT: 47.62
3.0E4
2.0E4
1.0E4+
47.36
o

13C,,~PCB 77

RT: 33.61
2.0E5 A
1.5E5
1.0E5
33.91
5.0E4 33.35
o
33.4 336 338
13 —
C,,~PCB 81
RT: 32.32
1.5E5
1.0E5
5.0E4
32,08 32,63
T T T T T T T
3z2.0 322 32.4 326

13C,,~PCB 126

RT: 41.34
1.5E5 :
1.0E5 4152
5.0E4
41.10 -4
410 412 1.4 415

13C,,~-PCB 169

RT: 47.60
1.5E5
1.0E5
5.0E4
47.30 47.45 4777
0 A=
47.4 475 473

X 5 ;RFD SRM 7r<hkZ5 A (Co-PCBs)

- 184 -



PCB 105

AT: 38.91
2,566
2.0E6
1.5E6
1.0E6
5.0ES
38,62
386 3ss | 390 392
PCB 114
RT: 36.87
1.5E5
1.0E5
5.0E4
36,67
. e 37.05
186 388 310 312
PCB 118
RT: 35.19
8.0E6
6.0E6
4.0E6
2.0E6
34.85 35.48
o T T —
35.0 35.2 35.4
PCB 123
34,69
8.0E5
6.0E5
4.0E5
2.0ES
07
346

13¢,,~PCB 105

RT: 35.88
2,085
1.5E5
1.0E5
5.0E4
3569 33.09
385 383 33.0 39.2
13 —
C,,~PCB 114
RT: 36.85
2,085
1.5E5
1.0E5
5.0E4
36.55 37.01
1 ' T T 1
36.6 36.3 370

13C,,~-PCB 118

RT: 35.16
2,085

1.5E5
1.0E5

5.0E4

13C,,~-PCB 123

RT: 34.81
2,085

1.5E5
1.0E5
5.0E4
3465

0 —=r T T T T
348 348 35.0

K 5 ;RF?D SRM Za<h/F A5 (Co-PCBs) (03%)



PCB 156

RT: 45.09
6.0E5
4.0E5
2.0E5
44.80 45.41
0 e ———
448 450 452 45.4
RT: 45.75
2.0E5
1.5E5
1.0E5
5.0E4
45.41 45,95
n| T U T T T T
45.4 456 458 46.0
RT: 42.15
4.0E5
3.0E5
2.0E5
1.0E5
41,98 42.42
T T T
42.0 422 42.4
RT: 48.71
8.0E4
6.0E4
4.0E4
2.0E4
49.41 49.80 49.57
e e ) AL
49.4 488 48.8 50.0

13C,,~PCB 156

RT: 45.07
2.0E5
1.5E5
1.0E5
5.0E4
4477 4535
a T T T T ]
448 450 452 45.4
13 -
C,,~PCB 157
RT: 45.72
2.0E5
1.5E5
1.0E5
5.0E4
45.48 45.59 45.28
ARV DL B
45.4 456 458 46.0

13C,,~-PCB 167

RT: 42,13
1.5E5
1.0E5
5.0E4
4194 4233
" ——
413 420 422 42.4

13C,,~PCB 189

RT: 43.71
3.0E5
2,565
2,085
1.5E5
1.0E5

5.0E4
43 47 4384 4397

1] T ]
43.4 43.5 43.8 50.0

K 5 ;RF?D SRM Za<h/F A5 (Co-PCBs) (03%)



2,3,78-TeCDD

RT: 23.85

2.0E3

1.5E3

1.0E3

5.0E2

1,2,3,7,8-PeCDD

RT:29.86
1.0E4 1

8.0E3
§.0E3
4.0E3

2.0E3
29.68 29.99

23.8 300

1,2,3,4,7,8-HxCDD

8.0E4
6.0E4
4.0E4
2.0E4
34.37
344

1,2,3,6,7,8-HxCDD

RT: 3471

8.0E4
6.0E4
4.0E4

2.0E4

13G,,~2,3,7,8-TeCDD

RT: 23.84
5.0E4
40E4
3.0E4
2,084
1084
23 66 2404
238 238 240

13C,,-1,2,3,7,8-PeCDD

RT: 29.83
4.0E4
3.0E4
2.0E4
1.0E4

29.70 29.98

0T T T T T
296 288 30.0

13C,,~1,2,3,47,8-HxCDD

3470
RT: 3455
4.0E4
3.0E4
2,084
1084
3437
T
34.4 345

13C,,-1,2,3,6,7,8-HxCDD

RT: 34.70
3455
4.0E4
3.0E4
2.0E4
1.0E4
34.82
0— = T
346 348

6 AW D SRM 7r<hr/5 A (PCDD/PCDFs)



1,2,3,7,8,9-HxCDD

RT: 35.09
1584
1084
5.0E3
3439 3524
0 =
35.0 35.2

1,2,3,4,6,7,8-HpCDD

RT:35.28
4.0E5

3.0ES
2.0E5

1.0E5

OCDD

RT: 41.62
3.0ES f
2.5E5
2.0E5
1.5E5
1.0E5
5.0E4

2,3,78-TeCDF

2323
2304 5344

BOEZ
4.0E2
3.0E2
2.0E2
1.0E2

13C,,-1,2,3,7,8,9-HxCDD

RT: 35.08
40E4

3.0E4
2.0E4

1.0E4
34.30 35.32

13C,,-1,2,3.4,6,7,8~HpCDD

RT: 38.27
4.0E4
3.0E4
2.0E4
1.0E4
38.07 38.39
o T T
382 38.4
13 -
C,,-0CDD
RT: 41.61
3.0E4
2.0E4
1.0E4
41.41 41.83
T T T
41.4 416 418

13G,,-2,3,7,8-TeCDF

RT: 23.20
8.0E4
6.0E4
4.0E4
2.0E4
22.99 2338
n T U T
23.0 232 23.4

6 4B ®D SRM Za~<hrsS5 A (PCDD/PCDFs) (m3%)



1,2,3,7,8-PeCDF

28,15
3.0E2 27.98
2828
2.0E2
1.0E2
a T T
280 282

2,3,4,7,8-PeCDF

RT: 31.17
2.0E4
1.5E4
1.0E4
5.0E3
30.85 31.40
31.0 31.2 3.4

1,2,3,4,7,8-HxCDF

RT: 33.48

3.0E4

2.0E4

1.0E4

1,2,3,6,7,8-HxCDF

33.48

3.0E4

2,084
RT: 33.65
1084

33.85

T T
334 338 338

13C,,-1,2,3,7,8-PeCDF

RT: 28.12
65.0E4
4.0E4
2.0E4
28.25
o T
280 282

13C,,-2,3,4,7,8-PeCDF

RT:31.15
2,085
1.5E5
1.0E5
5.0E4
30.95 31.34
T T T T
31.0 312 31.4

13C,,~1,2,3,4,7,8-HxCDF

RT:33.47 0954
5084
4.0E4
2084
332
o T T
33.4 335

13C,,-1,2,3,6,7,8-HxCDF

33.47 RT:33.64
65.0E4
4.0E4
2.0E4
33.7
0 T
33.4 336 338

6 4B ®D SRM Za~<hrsS5 A (PCDD/PCDFs) (m3%)



1,2,3,7,8,9-HxCDF

RT:37.45

1.5E3

1.0E3

5.0E2

2,3,4,6,7,8-HxCDF

RT: 34.42

1.0E4
8.0E3
§.0E3
4.0E3
2.0E3

1,2,3,4,6,7,8-HpCDF

RT: 37.17
1.2E5 = il

1.0E5 J
8.0E4 J
6.0E4 4
4.0E4 ]

2.0E4
4 37.00 37.29 37.35
T

T T
370 372 3T.4

1,2,3,4,7,8,9-HpCDF

RT: 38.95

3.0E3

2.0E3

1.0E3

]

T T T
388 33.0 33.2

13C,,-1,2,3,7,8,9-HxCDF

RT:37.43

1.5E5

1.0E5

5.0E4

13C,,~2,3,4,6,7,8-HxCDF

RT: 34.41
65.0E4
4.0E4
2.0E4
34.1 34.61
o T T
342 34.4 346

13C,,-1,2,3.4,6,7,8~HpCDF

RT: 37.16
5.0E4 =
4.0E4
2.0E4
37.01 37.33
o T T T
370 372 374

13C,,-1,2,3.4,7,8,9-HpCDF

RT: 38.95
40E4
3.0E4
2,084
1084
35.81 39.15
T T
383 33.0

6 4B ®D SRM Za~<hrsS5 A (PCDD/PCDFs) (m3%)



OCDF 13C,,~OCDF

RT: 41.96 RT: 41.95
1.2E4 4.0E4
1.0E4
3.0E4
8.0E3
6.0E3 2.0E4
4.0E3
1.0E4
2.0E3
41.78 42.14 41.75 42.12
o T T T o T T
418 42.0 422 418 42.0

6 4B ®D SRM Za~<hrsS5 A (PCDD/PCDFs) (m3%)
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PCB 77 13C,,~PCB 77

RT: 3361
& RT: 33.58
2.5E5
3.0E4
2.0E5
2.0E4 1.5E5
1.0E5
1.0E4
33.28 377 s 3332 33.90
33:4 33‘6 33:.8 ¢ ) 33.4 33‘5 ) 33‘3 I
PCB 81 13C,,~PCB 81
RT: 3232 RT:32.30
2.5E8
4.0E3 2.0E5
3.0E3 1.5E5
2.0E3 1.0E5
1.0E3 5.0E4
32,068 32.45
0 0 T T T T
320 322 324 328
PCB 126 3C,,~PCB 126
RT: 41.36 RT: 41.33
3.0E4
2.5E4 1.5E5
2.0E4
1.5E4 1.0E5
1.0E4
5.0E4
5.0E3
; 4117 41,57 R 41.48
412 4t 416 a0 412 414 416
PCB 169 3C,,~PCB 169
RT: 47.61 RT: 47.58
1.0E4 2588
5053 2.0E5
5053 1.5E5
4.0E3 1.0E5
2.0E3 5.0E4
4731 47.87
0 o T T T

7 B D SRM Z7u<h7 5. (Co-PCBs)

-192 -



PCB 105

RT: 38.30
6.0E4 A

5.0E4
4.0E4
3.0E4
2.0E4
1.0E4

PCB 114

RT: 36.86

1.0E4
8.0E3
§.0E3
4.0E3
2.0E3

PCB 118

RT: 35.17
4.0ES

3.0ES
2.0E5

1.0E5
34.83 3544

T T
35.0 352 35.4

PCB 123

§.0E3

RT:34.83

4.0E3

2.0E3

13G,,~PCB 105

RT: 38.87
2.5E5
2.0E5
1.5E5
1.0E5
5.0E4
38.56 33.05
T T T U
386 38.8 3.0 39.2
13 -
C,,-PCB 114
RT: 36.83
2.5E5
2.0E5
1.5E5
1.0E5
5.0E4
36,50 37.06
T T T
36.6 36.8 a7t

13G,,-PCB 118

RT: 35.15
2.5E5

2.0E5
1.5E5
1.0E5
5.0E4

0 T
348 35.0 35.2 35.4

13G,,-PCB 123

RT: 34.79
2.5E5 =
2.0E5
1.5E5 =
1.0E5 o

5.0E4 =

34.54
T

X 7 WD SRM Z7u<hrZ 5. (Co-PCBs) (vm-3%)



PCB 156 3C,,~PCB 156

RT: 45.08 RT: 45.06
6.0E4 2.0E5
4.0E4 1885
1.0E5
2.0E4
5.0E4
44 85 45.22 4541 44 84 45.21
T T T T o T T T T
448 450 452 45.4 448 450 452 45.4
13 -
PCB 157 C,,-PCB 157
RT: 45.74 RT: 45.70
2.5E5
1.5E4
2.0E5
1.0E4 1.5E5
1.0E5
5.0E3
5.0E4
45.86 45,03 45.43 45.87
o 0 —= T T T T T T
45.4 456 458 46.0 45.4 456 458 46.0

PCB 167 3C,,~PCB 167

RT: 42.15

RT: 42.12
2.0E4 i
1.5E4 1.5E5
1.0E4 1085
5.0E3 5.0E4
41,95 42.33 41.98 42.37
T T T T T T T
42.0 422 42.4 418 42,0 422 42.4
13 -
PCB 189 C,,-PCB 189
RT: 48.70 RT: 43.70
4.0E3 3085
3.0E3 2085
2.0E3
1.0E5
1.0E3
49,44  49.51 49.41 4958 49.79 _49.89
o T T T T = T T T
43.4 436 438 50.0 43.4 436 438 50.0

7 £ D SRM 7r<hrF/ 5. (Co-PCBs) (m03%)

- 194 -



2,3,78-TeCDD

RT: 23.97
2083
1583
10E3
5.082 2382 24,19
o T T T
238 240 242

1,2,3,7,8-PeCDD

RT: 29.93

§.0E3

4.0E3

2.0E3

1,2,3,4,7,8-HxCDD

3432

1.0E4

5.0E3

1,2,3,6,7,8-HxCDD

RT: 34,82
1084
5.0E3
3469
35,04
0
345 343 35.0

13G,,~2,3,7,8-TeCDD

RT: 23.96
5.0E4
40E4
2,084
2373 2413
T T
238 240 242

3C,,-1,2,3,7,8-PeCDD

RT: 29.95
5.0E4

5.0E4
4.0E4
3.0E4
2.0E4
1.0E4

3C,,-1,2,3,47,8-HxCDD

RT: 3468 3432
6.0E4

4.0E4

2.0E4

13C,,-1,2,3,6,7,8-HxCDD

3468 RT: 3482

65.0E4
4.0E4
2.0E4
35.05
e | T T
346 348 35.0

8 TIND SRM 7<=k 5. (PCDD/PCDFs)



1,2,3,7,8,9-HxCDD

RT: 35.21

3.0E3

2.0E3

1.0E3

1,2,3,4,6,7,8-HpCDD

RT: 3838

1.0E4
8.0E3
§.0E3
4.0E3

2.0E3 3556
38.15 .

T T
382 354 386

OCDD

RT: 4173
2,084
1584
1084

5.0E3

2,3,78-TeCDF

RT: 23.34
1.0E4
8.0E3
6.0E3
4.0E3

2083, ., 2355

13C,,-1,2,3,7,8,9-HxCDD

RT:35.20
5.0E4
40E4
2,084
35.05 35.38
- T T T
35.0 35.2 35.4

13C,,-1,2,3.4,6,7,8~HpCDD

RT: 38.37
5.0E4
40E4
3.0E4
2,084

1.0E4
38.14 3827 35.43

T
382 354 386

13012_OCDD

RT: 41.73
5.0E4 f

4.0E4
3.0E4
2.0E4

1.0E4
41.53 41.36

13G,,-2,3,7,8-TeCDF

RT: 2334
1.2E8 A

1.0EE
5.0E4
6.0E4
4.0E4

2.0E4
2320 2352

T
232 234

8 BWIND SRM Zra~<hr"F A (PCDD/PCDFs) (m3%)



1,2,3,7,8-PeCDF

RT: 28.28
4.0E3
3.0E3
2,083

1.0E3
28.12 28.52

2,3,4,7,8-PeCDF

RT:31.22
1084
5.0E3
31.00 31.40
0
31.0 31.2 31.4

1,2,3,4,7,8-HxCDF

RT: 33.60

2.5E3
2.0E3
1.5E3
1.0E3

5.0E2

1,2,3,6,7,8-HxCDF

33.60

2.5E3
2.0E3
1.5E3
1.0E3
5.0E2

13C,,-1,2,3,7,8-PeCDF

RT: 28.27
8.0E4
65.0E4
4.0E4
2.0E4

28.42

o T T
282 284

13C,,-2,3,4,7,8-PeCDF

RT:31.13

1.5E5

1.0E5

5.0E4

13C,,-1,2,34,7,8-HxCDF

RT:3353 3376

8.0E4
6.0E4
4.0E4
2.0E4
33.41
T T T
334 338 338

13C,,-1,2,3,6,7,8-HxCDF

3359  RT:33.76
8.0E4
65.0E4
4.0E4
2.0E4
33,96
o T T T
336 338 34.0

8 BWIND SRM Zra~<hr"F A (PCDD/PCDFs) (m3%)



1,2,3,7,8,9-HxCDF

1.0E3

8.0E2

6.0E2

4.0E2

2.0E2

2,3,4,6,7,8-HxCDF

RT: 3455

1,2,3,4,6,7,8-HpCDF

RT:37.25

2.5E3
2.0E3
1.5E3
1.0E3
5.0E2

1,2,3,4,7,8,9-HpCDF

RT: 33.05
6.0E2

5.0E2
4.0E2
3.0E2 38.94 3322
2.0E2
1.0E2

13C,,-1,2,3,7,8,9-HxCDF

RT: 37.48
1.0E5

8.0E4
6.0E4
4.0E4

2.0E4

13C,,~2,3,4,6,7,8-HxCDF

RT: 3452
8.0E4
5.0E4
40E4
2,084
3431 3439 3464
e

13C,,-1,2,3.4,6,7,8~HpCDF

RT: 37.25
8.0E4
65.0E4
4.0E4
2.0E4
37.08 37.36 37.45
0 T T
370 372 374

13C,,-1,2,3.4,7,8,9-HpCDF

RT: 39.05

5.0E4

4.0E4

3.0E4

2.0E4

108 38.90 39.18
e 390 ) 29.2

8 BWIND SRM Zra~<hr"F A (PCDD/PCDFs) (m3%)
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OCDF 13C,,~OCDF

RT: 42.08 RT: 42.07

6.0E4
8.082 5.0E4
6.0E2 4.0E4
£0E2 3.0E4
2.0E4
2082 1.0E4

41.95 42.20

o T T o T T f
420 422 420 422

8 BWIND SRM Zra~<hr"F A (PCDD/PCDFs) (m3%)
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PCB 77

RT: 33.62
1.0E5
5.0E4
33,33 3.77
T U
334 338 33.8
RT: 32.33
1.0E4
5.0E3
32.08 32.45
n T T U T
320 322 324 328
RT: 41.37
5.0E4 i
6.0E4
4.0E4
2.0E4
41,12 41.56
T T T
41.2 414 416

PCB 169

RT: 47.62

3.0E4 =

2.0E4 =

1.0E4 =

13C,,~PCB 77

RT: 33.60
1.5E5
1.0E5
5.0E4
33,34 33,90
o =T T T
33.4 33.6 33.8
13 -
C,,~PCB 81
RT: 32.30
1.5E5
1.0EE
5EOE4
31.87 3248
0 U T T U
320 322 324 328

13C,,~PCB 126

RT: 41.33
1.5E5
1.0E5
5.0E4
41.11 4182
41.0 412 41.4 418

13C,,~-PCB 169

RT: 47.59
2.0E5
1.5E5
1.0E5
5.0E4
47.29 47.33 47.82
T T T
47.4 478 47.8

X 9 BIID SRM Zu~<hs5 A (Co-PCBs)



PCB 105

RT: 38.94
1.0E5
8.0E4
65.0E4
4.0E4
2.0E4
38.76 39.18
T T T T
386 388 3.0 39.2
PCB 114
RT: 36.88
1.0E4
8.0E3
6.0E3
4.0E3
2.0E3
o
PCB 118
RT: 35.20
3.0ES
2.0E5
1.0E5
4.86
o 5= T T T
35.0 35.2 35.4
PCB 123
34.71
3.0E4
2.0E4
10E4 RT. 34.86 j
0 T T

13¢,,~PCB 105

RT: 38.90
2,085
1.5E5
1.0E5
5.0E4
35.63 39.07
L T T T
385 383 33.0 33.2

13C,,~-PCB 114

AT 35.86
2.0E5
1.5E5
1.0E5
5.0E4
36.54 37.05
T T s T
36.6 36.8 370 3
13 -
C,,-PCB 118
34.82 RT: 35.18
2.0E5
1.5E5
1.0E5
5.0E4
35.45
o T T T
35.0 35.2 35.4
13 -
C,,-PCB 123
RT:34.82 35.18
2.0E5
1.5E5
1.0E5
5.0E4
34.65
o T T T
346 348 35.0

9 BWIID SRM Z7u<hr 5. (Co-PCBs) (vm3%)



PCB 156

RT: 45.10
5.0E4
4.0E4
3.0E4
2.0E4
1.0E4
44.84 45,34
T T T o
448 45.0 45.2 45.4
PCB 157
RT: 4575
1.5E4 =
1.0E4 =
5.0E3 4
45,47 45,88
o T T T
45.6 45.8 46.0
PCB 167
RT: 42.18
3.0E4
2.0E4
1.0E4
41.80
T T
420 423 47.4
PCB 189
RT: 4973
1.0E4
5.0E3 =
48.56
o-'r =T T
49.4 48.6 48.8 50.0

13C,,~PCB 156

RT: 45.08
2.0E5
15E5
1.0E5
5.0E4
44.82 45.26
T T T
44.8 45.0 45.2 45.4
13 —
C,,~PCB 157
RT: 45.74
2.0E5
15E5
1.0E5
5.0E4
45.44 45.89
o T T T T
45.4 456 45.8 46.0
13 —
C,,-PCB 167
RT: 4214
2.0E5
15E5
1.0E5
5.0E4
41.93 42.30
T T T T
418 42.0 422 42.4

13C,,~PCB 189

RT: 43.71
3.0E5
2,085
1.0E5
4351 4385 4392
T » T » T ¥ T
43.4 435 433 50.0

9 BWIID SRM Z7u<hr 5. (Co-PCBs) (vm3%)



2,3,78-TeCDD

03_2378TCDD

RT: 23.43
8.0E4
5.0E4
40E4
2,084
0 " r :
234 236

1,2,3,7,8-PeCDD

10_123738PeCDD

RT: 29.44
1.0E4
5.0E3
oy T T
292 204 286

1,2,3,4,7,8-HxCDD

18_123478HxCDD

s083 4
3083 4
2083 4
pp— RT: 34.22
0 T T
42 344

T
34.0 3

1,2,3,6,7,8-HxCDD

20_123678HxCDD

RT. 34.36
4.0E3
3.0E3
2.0E3
1.0E3
o T T T
342 344 3485

13G,,~2,3,7,8-TeCDD

02_13C-2378TCDD

RT: 23.46
8.0E4
65.0E4
4.0E4
2.0E4
o T T
224 236

13C,,-1,2,3,7,8-PeCDD

03_13C-12378FeCDD

RT. 29.43
6.0E4 A
5.0E4
4.0E4
3.0E4
2.0E4
1.0E4

13C,,~1,2,3,47,8-HxCDD

17_13C-123478HxCOD

6.0E4
4.0E4

2.0E4

13C,,-1,2,3,6,7,8-HxCDD

18_13C-123678HxCOD

RT: 34.35
6.0E4
4.0E4
2.0E4
o T T
342 34.4

10 WMF-01 @ SRM Zu<hr%5 A (PCDD/PCDFs)



1,2,3,7,8,9-HxCDD

24_123783HxCDD

AT 3476
6.0E2
4.0E2
2.0E2
o T T T
346 348 35.0

1,2,3,4,6,7,8-HpCDD

30_1234678HpCDD

RT: 38.01
1.0E3

8.0E2
6.0E2
4.0E2

2.0E2

OCDD

RT: 41.28

1.0E3

5.0E2

412 41.4

2,3,78-TeCDF

05_2378TCDF

RT: 22.86
1.5E5
1.0E5
5.0E4
n T T
228 23.0

13C,,-1,2,3,7,8,9-HxCDD

23_13C-123789HxCDD

RAT: 34.73
6.0E4
5.0E4
4.0E4
3.0E4
2.0E4
1.0E4

13C,,-1,2,3.4,6,7,8~HpCDD

23_13C-1234678HpCOD

RT: 38.00

13012_OCDD

33_13C-0CDD

RT: 41.29
5.0E4
4.0E4
3.0E4
2.0E4

1.0E4

o T T
41.2 41.4

13G,,-2,3,7,8-TeCDF

04_13C-2378TCDF

RT: 22.84
1.0E5
5.0E4
n T U U
226 228 23.0

10 WMF-01 ® SRM Zr~<hr2/7 .. (PCDD/PCDFs) (D 3%)



1,2,3,7,8-PeCDF

6.0E4
4.0E4
2.0E4

]

2,3,4,7,8-PeCDF

12_23475P=CDF

RT:30.76
1.5E5
1.0E5
5.0E4
0

308 30.3 31.0

1,2,3,4,7,8-HxCDF

14_123478H=CDF

RT: 33.13
4.0E3
3.0E3
2.0E3
1.0E3
o T T
330 33.2

1,2,3,6,7,8-HxCDF

4.0E3

3.0E3
AT: 33.30
2.0E3
1.0E3

o T T

13C,,-1,2,3,7,8-PeCDF

07_13C-12378PeCDF

RT: 27.68
8.0E4
6.0E4
4.0E4
2.0E4
o T T
276 7.8

13C,,-2,3,4,7,8-PeCDF

11_13C-23478F=CDF

RT:30.73

13C,,-1,2,34,7,8-HxCDF

13_13C-123478HxCDOF

RT:33.12
8.0E4
6.0E4
4.0E4
2.0E4
o T T
33.0 33z

13C,,-1,2,3,6,7,8-HxCDF

15_13C-123678HxCDF

RT: 33.28
2.0E4
6.0E4
4.0E4
2.0E4
o - :
332 33.4

10 WMF-01 ® SRM Zr~<hr2/7 .. (PCDD/PCDFs) (D 3%)



1,2,3,7,8,9-HxCDF 3C,,-1,2,3,7,8,9-HxCDF

26_123789HxCDF 25_13C-123780HxCDF
RT: 36.99
8.0E2
1.5E5
6.0E2
1.0E5
4.0E2
2.0E2 5.0E4
0= T T o T T T
36.8 370 372 36.8 370 372

2,3,4,6,7,8-HxCDF 3C,,-2,3,4,6,7,8-HxCDF

22_3346TEHXCDF 21_13C-234678HRCDF
RT: 34.10 RT: 34.07
4.0E3 1.0E5
3083 8.0E4
6.0E4
2.0E3
4.0E4
1.0E3 20Ee
0— T T ] i
34.0 34.2 34.0 342

1,2,3,4,6,7,8-HpCDF 9C,,-1,2,3,4,6,7,8-HpCDF

28_1234678HpCDF 27_13C-1234678HpCOF
RT: 36.90
5.053 8.0E4
4.0E3 o 0ge
3.053
4.0E4
2083 RT: 36.90
10E3 2.084
o T T o T T
36.8 3.0 36.8 370

1,2,3,4,7,8,9-HpCDF 3C,,-1,2,3,4,7,8,9-HpCDF

32_1234789HpCDF 31_13C-1234783HpCOF
RT: 37.44 AT 35.66
65.0E4
1.0E3
4.0E4
5.082 2.0E4
0 T T o T T
372 374 376 386 388

10 WMF-01 ® SRM Zr~<hr2/7 .. (PCDD/PCDFs) (D 3%)
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OCDF 13C,,~OCDF

36_OCDF 35_13C-0CDF
RT: 4161 RT: 41.60

6.0E4

4.0E2

3.0E2 4.0E4

2.0E2
2.0E4

1.0E2

o T T T 0 = T T
41.4 416 418 41.4 416 418

10 WMF-01 ® SRM Zr~<hr2/7 .. (PCDD/PCDFs) (D 3%)
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PCB 77

04_PCBTT
RT: 32.99
3.0E7 i
25ET
20E7
1.5E7
1.0E7
5.0E6
n T T T
328 330 332
PCB 81
02_PCBE1
RT: 31.70
2.0E6
1.5E6
1.0E6
5.0E5
n r T I'_' T
314 316 318 32.0
PCB 126
14_PCB126

RT: 40.74

6.0ES
4.0ES
2.0ES
]
40.4 40.5 40.8 41.0

PCB 169

22_PCB169
RT: 47.07

8.0ES
6.0ES
4.0ES
2.0E5

o T T T T

46.8 47.0 47.2 47.

13C,,~PCB 77

05_13CPCBTT

3.0ES

2.0E5

1.0E5

RT:32.96

13C,,~PCB 81

03_13C-PCB81

RT: 31.67
3.0E5
2.0EB
1.0E5
0 T T T
31.4 318 31.8 320
13 -
C,,~PCB 126
15_13C-PCB126
RT: 40.71
2.5E5
2.0E5
1.5E5
1.0E5
5.0E4
0T T T T
40.4 406 40.8 41.0
13 -
C,,~PCB 169
23_13C-PCB169
RT: 47.06
3.0ES
2.0E5
1.0E5
o T T T
46.8 47.0 47.2 47.

11 WMF-01 ® SRM Za<hr%5 A (Co-PCBs)
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PCB 105

12_PCB105
RT: 38.27
3.0E7
2.0E7
1.0E7
o T
38.0 382 38.4 386
PCB 114
10_PCB114
RT: 35.22
2.0E6
1.5E6
1.0E6
5.0ES
o
36.0 36.2 36.4
PCB 118
08_PCEB118
RT: 34.54
1.0E8 F
8.0ET
6.0ET
4.0E7
2.0E7
0 T T T
342 34.4 346 348
PCB 123
06_PCB123
2.5E7
2.0E7
1.5E7
1.0E7
5.0E6 RT: 34.20
0o T 5 T T T

34.0 342 34.4

13¢,,~PCB 105

13_13C-PCE105

RT: 38.24
3.0ES
2.0E5
1.0E5
o T T T
38.0 382 38.4

13C,,~-PCB 114

11_13C-PCE114

RT: 36.21
3.0ES
2.0E5
1.0E5
o T T T
36.0 36.2 36.4

13C,,~-PCB 118

03_13C-PCB118

RT: 34.52
4.0ES
3.0ES
2.0E5
1.0E5
0 T T T
342 34.4 346 348

13C,,~-PCB 123

07_13C-PCB123

4025 4 RT: 34.17
3.DE5—-
Z.DES—-
1.DE5—-
0 ] T T T T T T y
34.0 342 34.4

11 WMF-01 ® SRM 7<=k 5. (Co-PCBs) (x-3%)



PCB 156

18_PCB156
RT: 44.52
8.0E6
6.0E6
4.0E6
2.0E6
o T T
442 444 446 448
PCB 157
20_PCE15T
RT: 45.17
2.0E6
1.5E6
1.0E6
5.0ES
o T T T
45.0 45.2 45.4
PCB 167
16_PCB167
RT: 4155
6.0E6
4.0E6
2.0E6
o T T T
41.4 416 418
PCB 189
24_PCB188
RT: 48.37
1.5EG =
1.0EG -
5.0E5
o T T T
49.2 49.4 49.6

13C,,~PCB 156

19_13C-PCB156

RT: 44.48
3.0ES
2.0E5
1.0E5
a T T
242 44.4 245 44z
13G,,~PCB 157
21_13C-PCB157
RT: 45.14
3.0ES
2.0E5
1.0E5
o = T T
448 45.0 45.2 45.4
13G,,-PCB 167
17_13C-PCB167
RT: 4152
3.0ES
2.0E5
1.0E5
0T T T T
41.2 41.4 416 418

13C,,~PCB 189

25_13C-PCB183

RT: 43.36
4.0ES
3.0ES
2.0E5
1.0E5
o T T T
49.2 49.4 49.6

% 11 WMF-01 @ SRM Za<hrZ5 A (Co-PCBs) (m3%)



(3) B EWE OB R EHE I TEL M EO B IR T 50198
(3-1) GC-MS/MS (XD B OX A HH T DFRET
(3-1-2) APCI #E% H v 72 GC-MS/MS IZXA B DX A4 FH

Sy BT ORRET



AT 6 EEREAFBITEHEREFEEMBE (RMORERRIEERNTEESR)
BEEIN LI AAF L S EYE I EOAL L2 O F LRI DT DR
SRR
(3) B EWE DB I EHEE I LR AT EEDBZE IZB 3 D58
(3-1) GC-MS/MS [T LD B S I DX A A F L AR T DR

(3-1-2) APCI 1% FH\ 2 GC-MS/MS 12X A B MR OX A4 8O HT OFET

WroesriE s BHE [ESLER R ST IERT R A B

H

MRER

GC-MS/MSE MW e B S P DX A A2 AT O FTE LT ARG EITAPCHEZR AW
GC-MS/MSIZRDZ A AT DRNE RN AT LT, it S Lie D m S MR s A
THEAFXL L HH (1TFEOPCDD/PCDFs UM 2f& D Co-PCBs) DSRMEAE AR E LT=, GCHT
DICOWTII TR G L7025 AAF 2 A BRAFIZ Sy BERTREL 722 19 2FE ¥ D GC A 7 4 (BPX -
DXN K O'RH-12ms) Z A FI U7z, #aT U7 IE SR K0 ke B R A AR Y A 1 L 7o s R
FExHEE AR L (RRF) O BMREILL0%LL FCTHY, RAFRFER ThoT, Fo, HAKRE O &
FRAE R AR HEIR 2480 3B IE (10[E]) LT, UEHRIE IRF (50 gfdi FIIRE) DX A AL ORI T
FRAE (LODs) e OVE & FBRAE (LOQs) ZHEE LT, #EEL72LODs & O'LOQsIX I &b 1 o4 A4
XV UEBNE TIEE ETARTA L |TRENTWD BAER H FRRA 721 Tz, faikBh -~
FMEZRRFTT 57280, GC-MS/MS% VN CREREFE HER} (00 7 — 2 Y)0 B O WS H288))
DHEAZX T H Bl LTz, X AAFT T O HRE RIE, EREEREHE CUISE ) DY
il = 2SD DFEFHANITUL F o TP, —EBOX AAF 2 LT DWW TIFAPHS Ao T,

oA YA

A. BFEER

AMWREWEILE WV, GC-MS/MS 1375 5y
] 3715 JE i B S R AR AR SR T fifGE GC/MS &Ll 35L& — AT R 1 X
JESERIEE, ST 5, 0k KF . SAT S EHE5HLDOD NUTHAT CHL-DBMF DR
FEILFWE OGS TV, F—ry X
TN AA T VO RBERFR T BN
THEY, Gl TIEHHVE A~ G HE DT D
SYBTICE D REE GC/MS L4E(2, GC-MS/MS D
A ARDHNTND 2, Fi2, HIE Tl GC-
MS/MS D E LD HEA TERY, BdH DX A

B INICEENAZ AF T H TR T E
THDHZEND “HINKM O & 73 fiEHE GC/MS
(LLF . B4 fREE GC/MS) % FV = 5 i 45 1T

DR THY, BETOZ AT L HESHT D
HEATARTAL (LU, HARTA) Vb Z D
AN ESN TS, LavL., @4 fif e
GC/MS TR TEAMRIEE THLHZ LN, A

X T ~OR AN IS D85 Y, 4
4 FEELDER 6 FEIT)NT T, BFAFY
b (ED) %2 2 GC-MS/MS 128 5% KEY
DL AT X AFADIHTEZRETL TE ™
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D, AR GC-MS/MS 128514 AbiEEL
T, —MTHD El BTz, RRJFELFEAA
ME(APCD IELHWON D LD/ TE T,
APCI IETIZ 77 AT —ar BRIz
7o ORI B WRIEN FTREEE 25
NTWo, BEHFOX AL AHHSHTIZE N
T APCI ¥£% FlV 2 GC-MS/MS OF A3
LEIXNTWAR, B2 DWW TS
IERON TS, 22T, RFEEIIH721T APCI
EZE2HWZ GC-MS/MS (GC-(APCI)MS/MS) (2
KDHF A T DI E LT E
SRR,

B. B3 E
1. REROERE

AL O 4y A e A T (3-1-1) GC-
MS/MS % FIW = bl O A2 858 D
BREH e~ T,

2. Hds

TREVFAY— Ly T 48 GM200

« GC-MS/MS : 7890 (Agilent Technologies)
/Xevo TQ-XS 4> 5 LU H M & 55 7 &t
(Waters #-:84) with APCI source

3. GC-(APCDMS/MS \ZEBF A 43 ST
3-1. RERERORH

ARAEFEO 5y AR A T (3-1-1) GC-
MS/MS & W= S R DX A2 T D
BREH o7,

3-2. GC-(APCIMS/MS Hlli& 4t

[GC %H1%F]

@ 2,3,7,8 — TeCDD ., 1,2,3,7,8 — PeCDD |,
1,2,3,7,8 — PeCDF ., 1,2,3,4,7,8 — HxCDD .
1,2,3,6,7,8 — HxCDD . 1,2,3,7,8,9 — HxCDD .
1,2,3,4,6,7,8 — HpCDD ., OCDD . 2,3,7,8 —
TeCDF | 1,2,3,4,7,8 — HxCDF . 1,2,3,6,7,8 —
HxCDF. 2,3,4,6,7,8 —HxCDF . 1,2,3,4,6,7,8 —

HpCDF. 1,2,3,4,7,8,9—HpCDF, OCDF
777 25 : BPX-DXN (£ 0.25 mm X 60 m)

HEAF AT YA

HEA LR :260°C

HEAE:1 ul

NI AT 7 —F AR 320C

Sl SR 140°C (1 43 PR¥$5)-20°C/4r-220°C-2
C/57-260°C(2.6 43 fr¥F) —5°C/53-292°C-1"C/
53-293°C-15°C/53-320°C(7 Z3 PR FF)
X7 —HA A~ A (i 1.5 mL/4y)
©2,3,4,7,8—PeCDF, 1,2,3,7,8,9—HxCDF
#1725 :RH-12ms (A& 0.25 mm X 60 m)
HEAFT R ATV R A

N DR :260°C

HEAE:1 ul

NFU AT 7 —F A4 RE :320°C

FAR S 130°CA 43 Pr¥F)-15°C /43 -210C-
3°C/%7-310°C (11 43 f4:4%)

XXVT—HA AT (iiE: 1.3 mL/%7)
(3Co-PCBs

777 25 :RH-12ms (N£E 0.25 mm X 60 m)
HEAFTR 2TV 2

N FHREE :260°C

FEANTE:L ul

NGV AT 7 —T A4 R E :320°C

FARGAT 130°C( 43 PRFF)-15°C/ 43 -200°C-1
°C/43-220°C-2°C/4y-250°C-3°C/43-270°C~15
°C/%7-310°C(5 Syffs)

X U7 —HA A~V L (it 1.3 mL/53)

[MS/MS £:1F]

A AL APCI(+)

A PR 1 150°C

an S ER:2 pA

a— A& 270 L/h

AUX H AP #:200 L/h

AA T 7 AP B 320 mL/min
a)Va s HA T

HIEE—R BN BUSE=42Y 7 (SRM)
SRM 21T H5ALE W DI A FREH :
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717 25 : BPX-DXN (PCDD/PCDFs)
B AR (19 4326 43) : DU L)
T AN 2(26 43-31.5 4y) : LAk ¥
B AR 3(31.5 43-36.5 47) N HEAL)
TZ AN 4(36.5 43740 47) - AL
T 7 AR 5(40 53-43.8 47) I\ LW
715 25 : RH-12ms (PCDD/PCDFs)
B AR (22 5728 43)  DAHE L)
Y7 AL 2(28 43-33.4 4y)  ItEAe
7 AR 3(33.4 43-38.3 43) : NHALY
B/ AR 4(38.3 43-43.5 43) LAY
B AN 5(43.5 45-48.5 43) : )\ L)
715 25 : RH-12ms (Co-PCBs)
B AN (28 43-34.7 43)  MUHEALY)
BT AN2(34.7 43-42.2 43 ) - HIEALW)
BT AR 3(42.2 43-48.5 43)  NHEAEY
T AN 4(48.5 4351 47) X L

3-3. BREMBRDIERL

FH R R BB I L0 R B2 TER LT, 1
AR FAIE AR (PCDD/PCDFs 13 5 2, Co-
PCBs 1% 6 ¥ AL T 3 [BRAIEZFHEL
PCDD/PCDFs TiFt 15 &, Co-PCBs Tt
18 MODWET — 2 at3T, 2k AR ERIK
DM EEEZE 1 ITRLT, BHET —ZI
DWT, BTt BB L Z USRS 5270 —
YT TANA T EDOFAHEEARE(RRE) . KO}
IV —=2 T T ANRA T EZ UK T DY Y
A3A 7 DB EARE (RRFss) 2B H L7, 1
ERRERRFOWE T — 2125115 RRF D4 H)
2450 E 10%LLN, RRFss OZEEMREUT 20%L4 N
HEEELT,

3-4. HRH TIRER OE & TIRIE

ARG BE O f st AR MEVR IR A GC-MS/MS
(X DREURIE (10 [8]) L. J17E 8 O FE A
72 (0 ) %R, 30 M TIRE (LOD) . 10 0
7 E B N RE (LOQ) &L Tz,

3-5. RBRBHEORIE

RERAIR OWEBRLAREIZIE 3 IR DR E#R
FAREYERR R 2 E L T, RRE & OY RRFss &3k
Too ZHHDED, MR EMIERFD RREF KO}
RRFss 8L, RRE (229Ul 10%LA
RRFss ([Z2WTIEE20%LLN THHZ EA AL
720 W EARAVERL RO RRF K T) RRFss Z2 VT,
RBIAIR IS FNDEAA X S ER LT,
ABRIA IR L1 DALT- T R R B L NEEHEDY)
B D 1 A B 3 A R A B VAR oD 1 A B D
PRSI o TG T, AMBRIC K E R EE L
77

C. MAEMEKRVEL
1. GC-(APCDMS/MS I 7E &t Dkt

PSR A A A T D 29 DX (A% L 4H
(17 # PCDD/PCDFs J2 ¥ 12 D Co-PCBs)
IZOWT, BEf Y525 B e — (A4 RO
JVar g ¥ —(eV) IR LT-, X ELT
PCDD/PCDFs #ll 7€} O Co-PCBs HIE® SRM
A 2 1R,

GC BTHIZHONWTIE 29 FEOZ A 4K 4
T RIFIZBET DM ERHHIEND, 2 FiEED
GC 717 2 (BPX-DXN K& O RH-12ms) & H 7z,
17 f& © PCDD/PCDFs ® W . 2,3,4,7,8 —
PeCDF . 1,2,3,7,8,9 — HxCDF | {25\ TlZ,
RH-12ms % A W CH & L 7=, &V oD
PCDD/PCDFs {Z2W\TCiX, BPX-DXN %\ T
HE L=, 12 FED> Co-PCBs (Z2WTCIE RH-
12ms ZHWTHIELIZ, GC #T7 LD F RS
[ZOWTIBER "2 5B 1L,

2. BREMDIER (RRF O RRFss DEH)

i AR E R A e 2 B L RRF } O RRFss
%sRed7- (3% 3), PCDD/PCDFs @ RRF (% 0.896
~1.153 (Z 845 %1 2.8~7.0%) . RRFss (%
0.319~1.382 (Z®E{R %L 3.5~10.1%) Th -
72 Co-PCBs @ RRF I3 1.004~1.111 (Z 823K
I% 2.7~4.8%) . RRFss (X 0.506~0.920 (ZEEh%
BE 5.0~8.1%) Tdh-ol=, HARTA L TIIHE
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FRAVERKIFD RRE OZEEMRENT 10% AN H AR
ESNTWD, A EELI. RRE OZEEMRENX
T.0%LL FCTHHZEDNE, TARTA O H A
7= L TV,

3. LODs XU} LOQs DHEE

e IR DK D s MR AE R RE YR R
(Conc.1) D#EVIELHIE (10 [B]) JoHEE L7z
GC-MS/MS Z3#r DFAEHA E RF (50 g {5 HIRF) D
LODs (N LOQs 23 4 \TR LT, 728, BRI
R DEET T 7% Z L TN ED

e L L7=, PCDD/PCDFs ¢ LODs (%0.001
~0.004 pg/g. LOQs 1% 0.002~0.012 pg/g T
277, Co—PCBs @ LODs 1% 0.002~0.093 pg/g.
LOQs 1% 0.006~0.31 pg/g Tdo7-, SRM 71+
NI LEEBEATY) D—Hl%X 1 LK 212w
L7,

HARTA L TlE, LODs CEAET T /%

DFFRVEZ AW T HFEMEE LT, BRI TR
DUREIN TS, GC-MS/MS Z3r DRk E HE
® LODs & B AR FIREIET 5L, 2 TOH
AFF PRICBWT BB FRAN /2L T
Wz, F2 LOQs 12OV T HAE R H T R Zi
7L TRY, RONTERFTARTATRENT
HIEMRH FTRECOX ATV HEERTE
HEZZ BT,

4. FRREERYEREI DT

GC—(APCI)MS/MS :otéﬁ%z”ﬂey‘/%é/%ﬁ
DB~ OB AL R ETT 5720 | REFEE
OB (WMF-01) Z2 43 #r L 72 (R 5) . GC-
(APCDMS/MS Z3Hr dfER. LOQs L ED43#
ENEONTZZ AT IOV TR
AEE (XS E) OV 25D OFEFHNIC
FE>T =, Lo, Co-PCBs THH#118 D5y
HriElZ, SEREME O F-2)E 25D DOFiFHSE72o
oo MERIRIRITRE CERNoTZN,
2,3",4,4’,5-PeCB (#118) D> NAZHEY)H DB — 2
FFEME N KREL RS TN ENS, o SttD
R ORMPHDHES 2 BT,

D. f&im

GC—(APCDMS/MS 1Z&BX A4 F v A Ha 0T
DFEJEIXRAFTHY, 50 ¢ OEMmEEEHvi
EHARTAATRENTWD HERH FIR%E T
IR TEDEZ X LN, — 5T, FRiEYE
B T LToRE R — 8 OX AT D
SINTIEIZIEDSGRO BT, ST 0T 51T
OVWTHBRFNORPEHLHEE X HID,

E. &3

D) JEA T = R L R R A A R R A 4L
PR EBEHRMTFOX A U FHRE
TEEETARTA L7 20 42 H 28 H,
B 0228003 &

2)  COMMISSION REGULATION
589/2014 of 2 June 2014,

methods of sampling and analysis for the

(EU) No

laying down

control of levels of dioxins, dioxin—like PCBs

PCBs in
foodstuffs and repealing Regulation (EU) No
252/2012

3) Franchina FA, Lazzari E, Scholl G, Focant
J-F. : Assessment of a New GC-MS/MS
System for the Confirmatory Measurement of
PCDD/Fs and (N)DL-PCBs in Food under
EU Regulation. Foods, 8(8), 302 (2019)

4) Lyu B, Zhang X, Li J, Zhang L, Zhong, Y,
Wu Y. :

dibenzo—p—dioxins and furans in food samples

and non-—dioxin-like certain

Determination of polychlorinated

by gas chromatography—triple quadrupole
(GC-MS/MS)  and

comparison with gas chromatography—high

mass  spectrometry
resolution mass spectrometry (GC-HRMS).
Journal of Food Composition and Analysis,
115, 104947 (2023)

5 wn 4 FEIEATEATEHEET A
MBI SRR EFREEZNLIE (A4
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8)

9)

VRERFEYBEEREOMNE T O TFiE
PHZE D7D DAFFE | 53 HABFFE e # (GC-
MS/MS Z W bl T DX A2 F 5y
Hr OWFSE)

DN 5 AR LR AL S T HEE R A S
B & TE s E R E LIS (A%
VREAEWEEREOnEEDOFE
PHSE DT=sD DRFFE ) Zr A FEHR & F (GC-
MS/MS Z W bl T DX A2 F Sy
Hr OWFSE)

TN 6 AR JR A T T R HEE A A S
B e TR s E R E LIS (A
VREAA EWEEREOnEEDOFE
B JE D728 DAFIE ) 43 AT FE e 3 (GC-
MS/MS Z VTR bl DX A2 L F 5y
HrOWF5E)

van Bavel B, Geng D, Cherta L, Nacher—
Mestre J, Portolés T, Abalos M, Sauld J,
Abad E, Dunstan J, Jones R, Kotz A,
Winterhalter H, Malisch R, Traag W,
Hagberg J, Ericson Jogsten I, Beltran J,
Hernandez F. Atmospheric—Pressure
Chemical  lonization =~ Tandem  Mass
(APGC/MS/MS) an
Alternative to High—Resolution Mass
Spectrometry (HRGC/HRMS) for the
Determination of Dioxins. Anal. Chem., 87,
9047-9053 (2015)

ten Dam G, Cabreira Pussente I, Scholl G,

Spectrometry

Eppe G, Schaechtele A, van Leeuwen S. :
The performance of atmospheric pressure
gas chromatography—tandem mass
spectrometry compared to gas
chromatography—high resolution mass
spectrometry  for  the analysis of
polychlorinated dioxins and polychlorinated
biphenyls in food and feed samples. Journal

of Chromatography A, 1477, 76-90 (2016)

F.AFIE3ERE

1.
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F 1 RERAEERROMABL LR E

F=1-1) PCDD/PCDFs

Loy BE (ng/mL)
Conc.1 Conc.2 Conc.3 Conc.4 Conc.5
2378-TeCDD .| 001 005 | 02 . L 5
1,2,3,7,8-PeCDD 0.01 0.05 0.2 1 5|
11.234.78-HxCDD_ . ....002 01 | 04 ... 2 .10
PCDDs |1,2,3,6,7,8-HxCDD 0.02 0.1 0.4 2 10,
1.23,789-Hx¢DD__ ) 002 01 | 04 . 2 .10
1,2,3,4,6,7,8-HpCDD 0.02 0.1 04 2 10|
0CDD 0.05 0.25 1 5 25
2,3,7.8-TeCDF 0.01 0.05 0.2 1 5|
AHRME 1.2.3.7.8-PeCDF .| .00l 005 | 02 .. I 5
2,34,7,8-PeCDF 0.01 0.05 0.2 1 5]
11.234.78-HxCDE . ....002 01 04 ... A
PoDFs  |1:2:3:6.7.8-HxXCDF 0.02 0.1 0.4 2 10
11.23,789-HxCOF o )..002 0 04 2 .....10
2,3,4,6,7,8-HxCDF 0.02 0.1 0.4 2 10|
11.2346,78-HpCDF ]....002 01 04 2......10
1,2,3,4,7,89-HpCDF 0.02 0.1 0.4 2 10|
OCDF 0.05 0.25 1 5 25
1%C,,-2,3,7,8-TeCDD 2 2 2 2 2|
°Cpp12378-PeCDD | 2 2 2 2 e, 2
1%C,,-1,2,3,4,7,8-HxCDD 2 2 2 2 2
PCDDs |"°C,,-123678-HxCDD | 2 2 2 2 2
1*G,,-1,2,3,7,8,9-HxCDD 2 2 2 2 2|
°Cyp=1234678-HpCDD | 2 2 2 2 2
3G,,~0CDD 4 4 4 4 4
MAZAE 072378 TeCDF | 2 2 2 2 2
O )—27vF "°C,,-1,2,3,7,8-PeCDF 2 2 2 2 2
RIAD) °C-23478-PeCDF | 2 2 2 o 2. 2
'*C1,-1,2,3,4,7,8-HxCDF 2 2 2 2 2|
PCDFs .}:.C..lzi.‘.:?v.?.v.f?.v.?:?%i!i%?'?ﬁ .................................... 2 2 2 2 i, 2
Cy,~1,2,3,7,8,9-HxCDF 2 2 2 2 2|
°C,7234678-HxCDF | 2 2 2 2 e, 2
'*C,,-1,2,3,4,6,7,8-HpCDF 2 2 2 2 2|
¥C,,~1,2,3,4,7,8,9-HpCDF 2 2 2 2 2
“c,ocOF | 4 4 4 4 4
(/'Ijqi?ﬁj/%%r 5 3¢,,-1,2,3,4-TeCDD 2 2 2 2 2
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F=1-2) Co-PCBs

= (ng/mlL)

L&
= Conc.1 Conc.2 Conc.3 Conc.4 Conc.5 Conc.6
3344-TeCB#TD) | 005 . f 02 ... LI 10 50 ...200
JUZ Ik |34,4 5-TeCB (#81) 0.05 0.2 1 10 50 200
PCBs 13344'5-PeCB (#126) | 005 . 02 ... 1o 10 . 50200
33'44'55'-HxCB (#169) 0.05 0.2 1 10 50 200
23344-PeCB (#105) | .. 005 . (¢ 02 ... L 10 50 .....200
SRR E 2344 5-PeCB (#114) 0.05 0.2 1 10 50 200
23,44 5-PeCB (#118) | 005 .. ..f 02 ... | 10 90 ......200
E/FIVE|2'3.4,4 5-PeCB (#123) 0.05 0.2 1 10 50 200
PCBs 1933445-HxCB (#156) | 005 . 02 ... 1o 10 . 50200
2,3,3'4,4'5-HxCB (#157) 0.05 0.2 1 10 50 200
23.44,557HxCB (#167) .| 005 .1 02 ... | 10 90 . ......200
2,3,3'4.4'55-HpCB (#189) 0.05 0.2 1 10 50 200
“Ci;-3344-TeCB (#77) | S D S ! S S
JUA Lk |"%C,-3,4,4' 5-TeCB (#81) 5 5 5 5 5 5
PCBs |'%C,,-33'44'5-PeCB (#126) | S D) S e, S . S
3C,,-3.3'4.4' 5,5-HxCB (#169) 5 5 5 5 5 5
3C,,-2,3,3'4,4'-PeCB (#105) 5 5 5 5 5 5
=150 = . 1 k== 2 1 I
m&-f-%‘ﬁ 130,,-2,3,44'5-PeCB (#114) 5 5 5 5 5 5
D=7y W I
RI847) C;72344'5-PeCB (#118) | S S S S S .8
E/7 )Lk |3C,,-23,4,4' 5-PeCB (#123) 5 5 5 5 5 5
PCBs |"C,,-233'44'5-HxCB (#156) | S S S S S .8
3C,,-2,3,3' 4,4 5'-HxCB (#157) 5 5 5 5 5 5
“Ci;-23'44'55-HxCB (#167) | S D S S S .8
3G,,-2,3,3'4,4'55-HpCB (#189) 5 5 5 5 5 5
RIZHEYE 13 A
T S Cy,-3,3'4,5'-TeCB (#79) 5 5 5 5 5 5
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# 2 FAFFV U HERIED SRM &4
%2-1)PCDD/PCDFs

EEAA EEAA
it&Y SRM transition CE | SRM transition CE
(m/z) (eV) (m/z) (eV)
2.3,7.8-TeCDD 319.9 > 256.9 29 | 321.9 > 258.9 29
1,2,3,7,8-PeCDD 3559 > 2929 | 31 | 353.9 > 2909 | 31
1.2,34.7.8-HxCDD ..
PCDDs |1,236,78-HxcDD 389.8 > 326.9 32 391.8 > 3288 32
1,2,3,7,8,9-HxCDD
1,2,3.4,6.7.8-HpCDD 4238 > 3608 | 32 | 4258 > 362.8 | 32
0CDD 4577 > 3948 | 32 | 459.7 > 396.8 | 32
2,3,7,.8-TeCDF 303.9 > 2409 | 37 | 305.9 > 2429 | 37
ARHZIE 123 J8PEORE 3399 > 2769 | 39 |337.9> 2749 | 39
2,3,4,7,8-PeCDF
1,2,3,4,7,8-HxCDF
373.8 > 3109 3758 > 3129
PCDFs 3738 > 31097 2 |@3718 > 3089)| *°
4078 > 3448 | 39 | 409.8 > 346.8 | 39
1,2,3,4,7,8.9-HpCDF
OCDF 4417 > 378.8 | 40 | 443.7 > 380.8 | 40
3C,,-2,3,7,8-TeCDD 3319 > 2680 | 29 | 3339 >2700 | 29
'3C,,-1,2,3,7,8-PeCDD 367.9 > 3039 | 31 | 3659 > 301.9 | 31
Cyp-1,234,78-HxCDD
PCDDs |'°C,,-1,2,36,78-HxCDD 4019 > 3379 | 32 | 4039 > 3399 | 32
36,,-1,2,3,7,8,9-HxCDD
3C,,-1,2,3,4,6,7,8-HpCDD 4358 > 3718 | 32 | 437.8 > 3738 | 32
13G,,~0CDD 469.8 > 4058 | 32 | 4718 > 4078 | 32
RAEE S 13¢,,-2,3,7,8-TeCDF 3159 > 2520 | 37 | 3179 > 2540 | 37
N N 13 _ _
(7;7\’4?)’ 7 wgz_;iizz_:ggi ------------------ 3519 >287.9 | 39 | 3499 > 2859 | 39
36,,-1,2,3,4,7,8-HxCDF
PCDFs -1-2—9-‘-2-7-1-’-2-’-315—i7—’-$-7-}j?(-9-'-3-'7_- --------------- 3859 > 3219 | 39 | 3839 >3199 | 39
| C127123738,9-HXCDF
3C,,-2,3,4,6,7,8—~HxCDF
;-2-91-2:-1--'-2«’-3-434“’@1@1@995 ------------ 419.8 > 3559 | 39 | 4218>3579 | 39
Cy,1,2,3,4,7,8,9-HpCDF
'3C,,—~OCDF 453.8 > 389.8 | 40 | 455.8 > 391.8 | 40
(/,'j‘]jg/%?\%,]) 13¢,,~1,2,3,4-TeCDD 3319 > 2680 | 29 | 3339 >2700 | 29

* RH-12ms | EFDE=-F—(F>
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F=2-2) Co—-PCBs

EEAAY il 3 & %
la=g SRM transition | CE | SRM transition | CE
(m/z) (eV) (m/z) (eV)
SIAATCBAT) o 289.9 > 2199 | 34 | 2919 >2219 | 34
JUFILh(3.4,4 5-TCB (#81)

PCBs |3.3'4.4'5-PeCB (#126) 3239 > 2539 | 34 | 3259 > 2559 | 34
3,3',4,4'55-HxCB (#169) 359.9 > 289.9 36 357.9 > 287.9 36
23344-PeCB (#105)

AR RME 23445 PeCBUWIIA) | 3539> 2539 | 34 |3250> 2559 | 34
2,344 5-PeCB (#118) .
E/HILE|2',3.44'5-PeCB (#123)

PCBs 12,33,44'5-HxCB (#156) .

_2_,_3_,_:?3j,_z_l_,_4_’_5_f_—_[-_|_)_(_()__5__(_#_]__5__7_)_ ______________ 359.9 > 2899 36 3579 > 2879 36

2,3'4,4'55'-HxCB (#167)

2,3,3'44'55-HpCB (#189) 393.9 >3239 | 39 | 3958 >3259 | 39

-:-29-‘-2-7-3-’-3--f";’-‘-‘--_--T-Q-B---(ﬂZ-) ------------- 301.9 > 2319 | 34 | 3039 >2339 | 34
JFILR|"C,,—3,4,4 5-TCB (#81)

PCBs |"c,,-3,3'4,4'5-PeCB (#126) 3359 > 2659 | 34 | 337.9 > 2679 | 34

136,,-3,3'4,4'5,5-HxCB (#169) | 371.9 > 3019 | 36 | 369.9 > 2999 | 36
A .:.291.2:..2:.3.:?3ff‘.:.‘.‘.':.'?.‘?.@?..§ﬁ19§? ........
D—TvT 23448 PeOB (114) | 4559 > 2659 | 34 | 3370 > 2679 | a4
27845) C1;72,3'4,45-PeCB (#118)
E/A4ILR|"3C,,-2',3,44' 5-PeCB (#123)

PCBs |"°C(,~23,3'4,4'5-HxCB (#156)

"*C,,-2,3,34,4'5-HxCB (#157) | 371.9 > 301.9 | 36 | 369.9 >299.9 | 36

%C,,~2,3'4,4'5,5'-HxCB (#167)

'%C1,~2,3,3',4,4',5,5-HpCB (#189)| 405.9 > 335.9 | 39 | 407.8 > 3379 | 39
MIREME 136,,-3,3'4,5-TCB (#79) 301.9 > 2319 | 34 | 303.9 > 2339 | 34

(NSO RINLD)
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7z 3 REMRFIEREAIRD RRF & O RRFss

%3-1)PCDD/PCDFs

2.3,7.8-TeCDD 1.070 6.0 1.225 45
1,2,3,7,.8-PeCDD 1.056 42 1.081 4.1
1,2,3,4,7,8-HxCDD 0.896 2.8 0915 35
PCDDs |(1,2,3,6,7,8-HxCDD 0.988 48 0.885 5.3
1,2,3,7,8,.9-HxCDD 0.965 35 0.858 47
1,2,3,4,6,7,8-HpCDD 1107 2.9 0581 44
0CDD 1.086 3.2 0.330 45
2.3,7.8-TeCDF 1015 46 1.382 55
1,2,3,7,8-PeCDF 1153 5.2 1127 43
2,3,4,7,8-PeCDF " 1.092 7.0 1.166 6.0
1,2,3,4,7,8-HxCDF 1.048 5.3 0.870 338
oopp, [1:2:3:6.78-HxCDF 1.022 47 0.903 5.1
1,2,3,7,8,9-HxCDF 0.983 5.1 1.010 5.1
2,3,4,6,7,8-HxCDF 0.950 44 0.976 42
1,2,3,4,6,7,8-HpCDF 1.052 44 0.698 6.6
1,2,3.4,7,8,9-HpCDF 1014 6.5 0.438 10.1
OCDF 1.019 49 0.319 46
1) RH-12msBIET—4
#3-2) Co-PCBs
Co-PCBs RRF RRFZE BN R 3 RRFss RRFssZE B % 3K
FEHiE (%) THE (%)
3,3'44-TeCBHTT) 1111 3.7 0.920 7.2
J ALk |3.4.4 5-TeCB(#81) 1.092 3.3 0.910 8.0
PCBs |33 44" 5-PeCB(#126) 1.092 3.9 0.636 7.8
3,344’5 5-HxCB(#169) 1.045 3.6 0576 5.2
2,.3,3'4,4-PeCB(#105) 1.040 2.7 0.740 8.1
2344 5-PeCB(#114) 1.040 3.3 0.691 7.0
2,3'44' 5-PeCB(#118) 1.065 3.7 0.692 7.8
E/4 LR (2344 5-PeCB(#123) 1026 2.8 0.742 6.8
PCBs |3 33'4,4' 5-HxCB(#156) 1.024 35 0.637 5.6
23,344 5-HxCB(#157) 1013 3.0 0.684 5.0
2.3'44'55-HxCB(#167) 1086 48 0.631 5.2
2.3,3'4,4'55-HpCB(#189) 1.004 43 0506 7.9
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3% 4 FPHHIERED LODs KT LOQs

#=4-1)PCDD/PCDFs

PCDD/PCDFs LODs" Loas” | BiZ&H TR
(pg/g) (pe/g) (pe/g)
2,3,7,8-TeCDD 0.001 0.002 0.01
1,2,3,7,8-PeCDD 0.001 0.003 0.01
1,2,3,4,7,8-HxCDD 0.001 0.003 0.02
PCDDs [1,2,3,6,7,8-HxCDD 0.002 0.008 0.02
1,2,3,7,8,9-HxCDD 0.002 0.006 0.02
1,2,3,4,6,7,.8-HpCDD 0.002 0.006 0.02
0CDD 0.004 0.012 0.05
2,3,7,8-TeCDF 0.001 0.002 0.01
1,2,3,7,8-PeCDF 0.001 0.003 0.01
2,3,4,7,8-PeCDF 0.001 0.004 0.01
1,2,3,4,7,8-HxCDF 0.001 0.004 0.02
oepp |12:38.7,8-HxCDF 0.001 0.004 0.02
1,2,3,7,8,9-HxCDF 0.002 0.007 0.02
2,3,4,6,7,8-HxCDF 0.001 0.004 0.02
1,2,3,4,6,7,8-HpCDF 0.002 0.005 0.02
1,2,3,4,7,8,9-HpCDF 0.002 0.007 0.02
OCDF 0.003 0.011 0.05
DE AR50 ofF AR
NBERFDIAFTF LU EDREREZEEH A4 (FRK205E28)
FK4-2) Co—PCBs
Co-PCBs LODs" Loas” | B TR
(pe/g) (pg/8) (pe/g)
3,3,4,4-TeCB(#77) 0.002 0.008 0.1
JoALk|34.4 5-TeCB(#81) 0.002 0.006 0.1
PCBs |33'4.4' 5-PeCB(#126) 0.002 0.007 0.1
3,3'4,4'55-HxCB(#169) 0.002 0.007 0.1
2,3,3',4,4-PeCB(#105) 0.04 0.13 1
2,344’ 5-PeCB(#114) 0.02 0.08 1
2,344 5-PeCB(#118) 0.05 0.17 1
E/4LR|2.34.4 5-PeCB(#123) 0.04 0.13 1
PCBs |33 4,4’ 5-HxCB(#156) 0.04 0.14 1
23,344 5-HxCB(#157) 0.03 0.11 1
2,3'4,4'55-HxCB(#167) 0.04 0.13 1
233,44 55-HpCB(#189) 0.09 0.31 1

1B MERK50 off FHF

DBREPDFAF XL BOREREZEEAATM2 (FR205E2R)
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% 5 REFE#EREH (WMP-01) D454 is 32

B A% B %ﬁéﬂﬁ;i%ﬁ) GC—(AZ:})gMS/MS
2,3,7,8-TeCDD 131+ 44 14
1,2,3,7,8-PeCDD 272 * 13 2.7
1,2,3,4,7,8-HxCDD 022 %" + 03 0.13
1,2,3,6,7,8-HxCDD 088 =+ 04 0.93
1,2,3,7,89-HxCDD 027 % =+ 04 0.074
1,2,3,4,6,7,8-HpCDD 059 % =+ 07 0.21
0oCDD 391 % =+ 62 0.61
2,3,7,8-TeCDF 131 * 49 14
1,2,3,7,8-PeCDF 153% + 14 0.96
2,34,7,8-PeCDF 715 =+ 22 7.2
1,2,3,4,7,8-HxCDF 086* =+ 10 0.54
1,2,3,6,7,8-HxCDF 051 % =+ 07 0.27
1,2,3,7,8.9-HxCDF 025% = 04 -2
2,3,4,6,7,8-HxCDF 068 % =+ 12 0.25
1,2,3,4,6,7,8-HpCDF 101 % =+ 19 0.12
1,2,3,4,7,89-HpCDF 030 % =+ 05 -
OCDF 138 % =+ 2.1 tr®
3,34,4-TeCB(#77) 2233 = 720 1,832
344 5-TeCB(#81) 201 + 58 200
3,344’ 5-PeCB(#126) 739 =+ 260 757
3,3'4,4'5,5'-HxCB(#169) 76  * 30 73
2,3,3,4,4-PeCB(#105) 49050 =+ 14,200 46,083
2,344 5-PeCB(#114) 3523 =+ 1,670 4,093
2,344 5-PeCB(#118) 130,100 = 32500 27,674
2344’ 5-PeCB(#123) 4233 =+ 2620 4,138
2,3,3 4,4’ 5-HxCB(#156) 14890 =+ 5020 16,136
2,33 4,4’ 5'-HxCB(#157) 3488 =+ 870 4,337
2,344’55 -HxCB(#167) 9750 =+ 3,090 10,785
2,33 ,4,4'55-HpCB(#189) 2016 =+ 611 2,309

Dx [EBEE
2) LODsXKii
3) tr:trace (LOD=tr<LOQ)
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1,2,3,4,6,7,8-HpCDD

13G,,~
1,2,3,4,6,7,8-HpCDD

X 1 BERAERERK (Cone.1) ® SRM Z7u<hrs 5. (PCDD/PCDFs)
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_ A

2,3,4,7,8-PeCDF

13—
2,3,4,7,8-PeCDF

21,2,3,6,7,8-HxCDF

X1 BERAERERRK (Conc.1) ® SRM Zu<hs 5.4 (PCDD/PCDFs) (mo-3%)
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2,3,4,6,7,8-HxCDF

P 1.2,37,89-HxCDF

w g 1 301 o T — g 130l o’

N,SJ,S,Q-HXCDF ‘, /\ mem

1,2,3,4,7,8,9-HpCDF

A

o 1,2,3,4,6,7,8-HpCDF

13012_ : 130]2_
1,2,3,4,6,7,8-HpCDF PAAATRETRERE

/\ OCDF

5 3G~

A B

1 B AZEAERK (Cone.1) @ SRM 7r<w k754 (PCDD/PCDFs) (0-3%)
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. sy faafFgea s &
(3) A = D1 B AHE B (B2 W iE O B S B 3 A 5T
(3-2) LC-MS/MS IZX DB M TP DRV R T Y — /LR
SR HRWL AN D 53 BT s D R gt



S 6 EEEAFBHITRHERETEEMBE (RMORZEMERIEENEEE)
BEEN LA AL A EYE B SO &% O T1EB I D7D DHFFE
ARG

(3) 47 B OB T 2\ B AT O B (B B8
(3-2) LC-MS/MS 2L DR AL DR R T — )V SRR EN D 53 B O

WHoesrRE e BHE [ESLEER R S AT SRR R A

H

MRER

NV NTY =)V SRERAMRIB A (BT) 1, A k., EEor AR rE S REME & OV R R R B 1 A
HL, BEFEAS~OEENRESI TS, T, F-ICEERSAK (POPsEK) O R E ~D
BIIBEIRENTZBTEHY . DR EIZB TS, UBTEH — R EL M EEL THRETHE
DA BTSN, 22T, AT, BEEFHOBTOV AV E RO MEMEZRFT 5245 H
LT, B OBTOVE Y ERECE I EHE E L L2 D AT O BAR A HED TS, Rl
FEIXLC-MS/MS%E HWW =BT o3 BTk DO RIALERE A RFTL | FEUBHFEZ xR E L 7= U hna G ER
IR LT, AR LI WiE O A TE 2GR 5720 . Hilkl 28 oo E ek
Je ONN—2 V5 A oy NaRBE DS 6 55 108E (S /M 58) 3B xS & L= RN IE GG EBR A S e L 7=, mif
EERIRE, B A ) — /L THIE L, i~ 9082 w/ vt b T NI DRI 2N 2 Cle— ik o5 i
L7t 5% E K UA T NI T L7 ) NI =R T N TRz, PIESRMAEL TONT 7 A1
ODSHT L BB K, A% ) — )V Db mMEEE T B =0 MRIE A W TZAT v 7O A
KT AT ACIZESIOR YT 47— R % -, S ERUET & L2 8 L LTSN [al I GRBR
AT T fE 5 OFEDBT T B AT/ BT (72.9%~119.4%) & BT (<12.2%) 23380 BT, #5510
B (0 30) SRBHE kI G L LTS INENERER Tl 8FEDOBT T RAFREE (77.7%~117.1%) 235588
Bz, RIEICLDREF O E ERIMEIX0.4 ng/g TH o7z, Fio, USHNEIERERIZ TR i 70hE
REFLNIZBTIZOWT, I EERUR L OV 108 (Fa /i 8) skt o & B2 PIELIZFERIZ, »
FREHIUV-328 (0.6 ng/g) DR SRS LTz, T DM, T BRFUEARE CTh-oT2,

W E 2023 4F 5 HIZiE 2- (2H-1,2,3-= /N7
By & R g A9 T —L=2-A V) 4,6~ tert—32F VT = ) — )b

RAESRSE, A0F T

A. TFEBH

SRR A SEAMRIZ LD E B H
FEL TBERCT I AF v 7R FE I SN T
WD, BT, XUV NI T — L R SRS R )
(BT) 1%, $RAMRIRUAE S MBI TR0, SR
WZALBEHSIL T D,

(UV-328) 2 EM LR BRI R B2 5 2 DIRE
WBHELT, EFBESH (POPs 5:49) O Hi i % 4
W ~OBIMPEIRENT Y, DREIZEB W T
b, 2025 F 2 HIAbLFHE OF A K OMhLESE
OFANBI T DIEME (LR 1T W T —
FEFWELLTHRET S E OB S BMEITE
ni-?,

HRETIE UV-328 LISMTE . 2-(2H-1,2,3-
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AU NT Y — )L=2—A)V) —4,6-—tert-T7 F )L
7 ) — )L (UV-320) 2B R | 8 iR
ORMEENHLHEL T ALFIEDOR 1 FRE
LW\ ES L, T ORE | A K& OV A
DIRAIEE ESNTWD Y, F7-., 2,4~ tert-7"F
JL—=6-(5-7ma-2H-1,2,3- XY ") 7Y — )L -
2-A/V) 7 = /— (UV-327) RO 2-(2H-1,2,3-
R RIT Y = )L=2-A)V) =6 (T X -2-A)V)
~4~tert-7"F )7 = /— L (UV350) 23 [El1E DB
U E IR ESh, JE, A S K OH
WEBERITHDRENEL DY, UV-328,
UV-320, UV-327 & O} UV-350 LI#+o BT 1%,
D 4 ALBEMITHERILIAL A SR T 51
B EHT L RIEIZEAL TOHMHIT
|

BT ®&@MEIZDVWT, UV-320 25 PPARa 77
FTNENU T EEEZR R T HIENMESNT
W5 O SKEEID BT 1I2oWTh, FEEIL7- 48R
LB Z B L, ARk FMEA RO IR
MBHY A, WK RS B D5
PP EINTWD, SHIZ, EMEFLH MG BT
ERHLIZEODOMELHD O 7, RPN
TR EESNDD, BT ICL DM~ D Y
fP7G YL ERE (DWW T OFEMNIT, £ MRIASH
TR,

AEWE OB ERB Oz R EIZLDIAY
EEAMETA720ICT, EEFACERER
TEVERDEZ2 KB OVEE D BT {545
FEICOWTI SR ESNTHER P 9
KD BT (5 BRI DWW TG 3700 10
B Fi-, ZRBOEHETIT UV-320, UV-327 K
N UV-328 &=L T 4 (LA E DT 65
LTV ENEL, Z8dH 2D BT ZiffdfEL T
AN
AR TITRANBEORSTO BT OYRIE
HOVLBEEARFTT 22U T, ANE
ZXFGELT- LC-MS/MS % iz BT ki
DUNTHRFTT 5, ARFEEIT Lo A i
AET D72, Hakbha & e om0k L OY
F—2 S ATy (TD) BREFDIBE 10 Ff (Far

$5) OB e R L LT N R GG BR 2 i35 &
Ehic, R oEELNIE L,

B. BsEHE
1. T giLey

KFITIL, 2-(2H-1,2,3-_ Y M7 —1
-2-A)V) —4-AF )7 = ) — L (UV-P) , 2- (2H-
1,2,3-_ Y RN T Y — )L—=2-A L) ~4-tert—-7 F
N7 x )—L (UV-PS) | 2- (2H-1,2,3-~2 R
T = )L=2-A)V) —4-AF )L—6- (F 1/ -2- o~
1-V) 7= /—/(UV-9), 2-[3-(2H-1,2,3—X
SRITY = )L=2-A L) —4-eRaFk L T =)L ]
TF )V 2-AF )T rsR-2-x )7 —hk (UV-090)
2- (2H-1,2,3- XY RN T — L-2-A V) =4,6~
BA(2-T 2=V a R -2-A)) T =) — )b
(UV-234) . UV-320, 2-(tert—=7"F /L) —4-AF )L
—6- (5-7/mr-2H-1,2,3- XV ") T —)L-2-A4
V) 7= /—)L (UV-326) , UV-327, UV-328, 2-
(2H-1,2,3—_ VWU —)L—2-A4 )L) —~4—tert—
FIFNT = )— (UV-329) . UV-350, 2- (2H-
1,2,3-_ Y "7 —L—-2—4 L) —6-{ [3- (2H-
1,2,3-_ Y KT —)L—-2-A)L) —2-ER o -
5-(2,4,4- NI AF VAR H =24 V) T =)L ] A
F N -4-(2,4,4- R AF N B -2-4)V) 7 =
/= (UV-360) LT 2-(2H-1,2,3—X NI T
= L=2-A)V)—6- (2-T ==L T =21 )L )
~4-(2,4,4- NI AF NN B =2-A V) T = ) — )L
(UV-928) >4 13 k&M (X 1) Z2 o3kt Ge&L
77

2. A

1) FE¥ER

UV-P: #fi 2 100.0% (AccuStandard H)

UV-PS i 100.0% (AccuStandard i)
UV-9:%0E 100.0% (AccuStandard )

UV-090: #E 99.79% (Toronto Research
Chemicals %)

UV-234: #E 99.9% (AccuStandard )
UV-320: #E 100.0% (AccuStandard )
UV-326: #EE 100.0% (& +7 /L ARG R
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UV-327: #fiE 100.0% (AccuStandard H)
UV-328: #fi & 98.0% (AccuStandard i)
UV-329: fliE 98.0% (AccuStandard )
UV-350: #fi & 97.52% (Toronto Research
Chemicals )

UV-360: #fiZ 98% (Toronto Research Chemicals
L0y

UV-928: #liEE 98% (BLD pharm )
UV-P dy: L 99.6% (ARilik T 3 8)
UV-PS d: #i 99.7% (ASCA GmbH i)
UV-234 d;: #E 99.7% (ASCA GmbH )
UV-320 d: #5E 99.8% (ASCA GmbH )
UV-326 ds: #LFE 98.9% (Rt T 3g )
UV-327 dy: #LE 99.8% (ASCA GmbH )
UV-328 d: #iE 99.8% (ASCA GmbH )
UV-329 d: #iE 98.0% (ASCA GmbH )
UV-350 d: #E 99.4% (ASCA GmbH )
UV-928 d: #iE 98.9% (ASCA GmbH )

2) ZDEAIK

TR TR RGABR - PCB BR A (B L
20y

L R SRR - PCB 3R ) (B b
)

FEfg = 7L 7R B4 R 3B - PCB 3B A (BE IR
b5 5d)

HAbT N L SRR (7 L DR RE
20y

5% KU 7V BREE AT (R 7 4L BT
7NV =%F . InertSep FL-PR 2 g/12 mL
(GL Sciences )

A% J—)v:HPLC Al (BAHAL - H)

AKEK HPLC H (B b1
X7 o E=0 L Rtk (8 L7 L SR H3E
#d)

3. FEYERR - EERERIK DR AL
UV-360 LLIANOFEAEF - K AEHESL 20 mg &4
FEL., 7B THMEL T 1000 mg/L WK% 5l

L7z,

UV-360 FF 45U AR e AL 20 mg ZAGFFEL, 7Tk
R CERAEL T 100 mg/L i AREIL 7=,

L TE [FINARKERIA O R Y I - A AR B AL 2.5
mg~5 mg ZFEFEL., 7B h THAEML T 500
mg/L IR AT 7=,

ER IR A EEEIRR AR E AY ) —
JL T EARL, 0.02 pg/L~1 pg/L. OIRAHE
YRGBT, ZORABEERE I, &
RN NAEHEY)E L U C2 € RN IR AL &
W% 0.4 pg/L L7225 UL CRRBLL 72,
IR AR AR - B AR IR & AS ) — L
CHEEARL T, 20 ng/L IRA AR IR A0
L7z,

RN A R IR A A YRV IR - A AR YL i e A
) — /L CHEEARL T, 2 ng/L IRAIEHERIR
AUz, ZORAEERERIZIL, BRI
WERHEM B L L CLE RIMREE L &% 20
ug/L L7 B IZHINL CGREL 7=,

28 RN AR A LA IR B AR R & & E
[FINEAREE kAL A R BRI 2 A% ) — L C il
AL T 20 pg/L IR TAIRZTRILT-,

4. FE}

I ERURHT, B RHX DA— /=< —Fry
NCHEEALTZ,

BB UM R A BRI . B
BE SRS & O 3k Rk A BRI L TR
—{bL7z, 3EMIEER 1 OB THD,

Fio, A EICE E R ETICCIRERL
72 TD 3B DY B 5 10 B (F/rJ8) B0k 3 F (X
1. X-2 RO X=-3) & L7z, TD 38 - %6 10
FE (/88 BBt ORI > Wik, & dn 0 JE
KONGFEZTEIZ, 1 BERED 15 552535
wELT, X-1, X-2 T X=3 TILA[REZRBRY
ETNENERLBEMEZMEL., REERG AT
FEHLDEIL DL DOEFHE LT, i, /N FD
HC 2 RS EPE Ry G X, Ol &
HEEOEEICHEIL, KohEEL, £h
ZNORMDE SR BEFFEL , FRHEL 2
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RE ST OWTIT B 2TV G HE A
FLERLCIRA L., TD 3B — 2 10 BERURE (X
1. X2 ZON X=3) &ELT=, iRflIEER 2-1~5% 2-
3 DBV THD,

5. Hds

L.C:ACQUITY Premier (Waters %)
MS/MS: Xevo TQ-XS (Waters H)

T —HHLEE - MassLynx Ver.4.2 (Waters i)

6. LC-MS/MS HizE

1) LC &

7172 :UHPLC PEEK Column InertSustain C18
(GL Sciences )

(N 2.1 mm, & 150 mm, K 1-£& 3 um)

B ENFRHRIH 0.2 mL/min

FEANE:S L
717 IR 40°C
@
AR 7K
B & : A% ) —)v
CH#Z:5 mM X7 L E=07 NRIR
BefE () A(%) B (%) C (%)
0 9 90 1
27.0 9 90 1
27.1 0 99 1
60.0 0 99 1
60.1 9 90 1
67.0 9 90 1

EEBAT Y R OVEMAA

UV-P:

UV-PS:

Uuv-9

UV-090:

UV-234:

UV-320:

UV-326:

UV-327:

UV-328:

UV-329:

UV-350:

UV-360:

UV-928:

m/z 226—120[30 V/15 eV]
m/z 226—107[30 V/20 eV]
m/z 268—212[40 V/20 eV]
m/z 268—57 [40 V/25 eV]

:m/z 266—119[40 V/20 eV]

m/z266—91 [40 V/30 eV]
m/z 324—238[30 V/15 eV]
m/z324—91 [30 V/30 eV]
m/z 448—119[40 V/30 eV]
m/z 448—370[40 V/20 eV]
m/z 324—268[30 V/20 eV]
m/z 324—212[30 V/25 eV]
m/z 316—260[30 V/20 eV]
m/z 318—262[30 V/20 eV]
m/z 358—302[40 V/20 eV]
m/z 360—304[40 V/20 eV]
m/z 352—282[30 V/20 eV]
m/z 35271 [30 V/25 eV]
m/z 324—212[30 V/25 eV]
m/z 324—57 [30 V/25 eV]
m/z 324—268[30 V/20 eV]
m/z 324—212[30 V/25 eV]
m/z 659—336[30 V/20 eV]
m/z 659—224[30 V/30 eV]
m/z 442—364[30 V/25 eV]
m/z 442—252[30 V/30 eV]

HIERERT 67 4y

2) MS &t

HEE—R BN USE=2U7 (SRM)
A AL ESI(+)

X7 —EHE:3.0 kV

A PRI EE 1 150°C

JVA IR - 500°C

a—HA:2FE 150 L/hr
VA EA A 2258 1000 L/hr
g H AT LA 0.15 ml/min

UV-P dy:

UV-PS d;:

Uv-234 d,:

UV-320 4,

UV-326 d

UV-327 d

UV-328 4,

-231 -

m/z229—120[30 V/15 eV]
m/z229—110[30 V/20 eV]
m/z 272—216[40 V/20 eV]
m/z 272—5T7 [40 V/25 eV]
m/z 452—374[40 V/20 eV]
m/z 452—119[40 V/30 eV]

:m/z 328—272[30 V/20 eV]

m/z 328—216[30 V/25 eV]

:m/z 319—263[30 V/20 eV]

m/z 321—265[30 V/20 eV]

:m/z 36130540 V/20 eV]

m/z 363—307[40 V/20 eV]

:m/z 356—286[30 V/20 eV]



m/z 356—71 [30 V/25 eV]
UV-329 dy:m/z 328—216[30 V/25 eV]
m/z 328—57 [30 V/25 eV]
UV-350 dy:m/z 328—272[30 V/20 eV]
m/z 328—216[30 V/25 eV]
UV-928 dy:m/z 446—368[30 V/25 eV]
m/z 446—256[30 V/30 eV]
LB EEAA FEEMAA
[a—EE/a)var L —]

7. RERKOEER

ERAIRGIERERSIIT BT OB 0.02
pg/L. 0.04 pg/L. 0.2 pug/L. 0.4 pg/L KN 1
ug/L. L E RN IR S W OIRE N ENZE
AL 0.4 ng/L L7RD IR A AS /) — /LT
AR CRBLL 7o, 2 & RN RS L&
W NEEEEE IC KO ERR AR L T2, 72386,
L E RN LA W AN F &) oTo UV-
9, UV-090 } OF UV-360 (22T, KRR
<> Log Pow ML TV UV-PS, UV-P K&
O UV-328 TENEIMIELTZ, 1B LT M
BROFHIREFRER 2, 0.995 LI ETHhDHZ LaHERR
L. REBRIRIE 0 BT OEEEIT-T-,

8. RERVAIR DI
1) i

2) LT 5.0 g 23 D ICEDERD | &
TE RN AAEFRAL SN E TR 4 ng/g LD L
N2 E RN AR AR TR A L & W IR B A YE VA TR 2 TS
U7, 30 =R CTHRELZOL, A% ) —)v
30 mL ZMNZ TREVFAR LI, 85 3,500
[HAC 5 Sy DBl . RiEE0 LT, 5%
BN A% 7 —)L 30 mL Z Nz CRBEICERAEL .
Bohic RiEE e, A%/ — v E iz TIEfiE
(12100 mL &L70, ZOEERNGEMEIZ 20 mL &
B0, 40CLL FCIRMEL , IR A BRE L=, 2
W P30 mL KON 2 w/vitE bR A
IR 100 mL 2Nz TIRES I L7=12, %
Y UfE Ry LT, RIS i~ 30 mL
ZIMZ CTRERIZEAEL . m T U EEGbE,

BRI FNID L 2 g ZNA THKL , KA
fe T FID Lz ARILT#% , 40°CLL T T 1 mL %
TR, ZOREWINT nm~FH 1ml &0
2 TR LT,

2) 1
O S%EFKRIVBTINIIT A

a7 fFEDOREE 30 cm, WEE 10 mm DT A
BT BN E K VAT IV S g % m~F i a A
WA T L, FEICE KRR T NV A 1 g
AREE LT, ZOHTAT, i-~FH e 40ml &
AL, MR, Zhic, 1) THEbh
IR IEAN LT . 10 volWlFEe = F V548 n—~
FH 100 mL CIEHSE T, AR L O
a5 TA0°CLL T T 1 mL ETIEML,
ORI m~F Y 1 ml B INZ TEEL
77

@ 7aYPNANI=HT A

InertSep FL-PR(2 g/12 mL) (Z m—~FH%2 10
mL ZVEAL, MRS Tz, ZOHT LT 2)
OTHELNTEREFEAL, AMTIRE T4,
5 volblEEe —F L& H m~FH o 25 mL CIaH
SHT, KR Z 40°CLLT CTIRAMEL . W IE2 bR
KUT% A% — )V CIEREIZ 10 mL EL7cH D%
AR E LT,

9. AHNEIRER

INEN AR R S AR e i 2 5 BE (5.0 g)
IZHRINL, B, #WFZE 50 8. BRBRTATK O FH
(4 2) 129> TGRS hE L 72, BT &
WINPT, i SR FUIER E (0.4 ng/g) LTz,
258 RN AR FR AL B O RN R LT, FRIN AN
PRSI & IS TINAE 24 1 BE D P 5 7 BT YR iRk
DUARAIZEV R LTz, Flo, 7T 73
EHAG BT 23E SN SH AL, IR B E
BAZELSIWTEELZ KD,

10. EHFOEEOHIE
FOMEIGER I C R A fE RN Eo Nz BT
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2oV T, RN B 1T T RO
FIVC, BB O B iR OMEEA TS T,

C. MAEMEKRVEL
1. #ONENSERER
1) fIrEset

RIEEE, 7 B FT RN~ Tad 4 FE
D FEEH W CTHEINENGEER (E SR SR
J£:0.4 ng/g) ZEMELT=, 5 IL., A ER
BteL T —F ZA, T, F  RET AT
KO Z HWT, [AERIZFEMm L7, F2, #1E
T 7T BN K& Il CGRBR IR
ZIHELCTHIELT,

AW N v S QO Sk w S 1ok NI EIFY
REBRICBITDEIET T 7 BT T 7 CRIR
SNECE | EINEEL & QR INEIGRER 1236155
[N 100%FH 2 OFSEAEERS R O K727
0T L X 3~ 5 ITRLT,

OF: 27

UV-P, UV-326 & " UV-329 (BT, #1E
T ERBSEL EOHEEEOE — 73
RSz, EMAAY B BEAT Y DR
FYEYVE L F I LE— 0 (80%~120%) L THY,
ZhHD BT I3TERBREE GG R EIC L D= 423
R—2ary ThiheEBEzxLN, ZDTH, 20D 3
FEIZOWTARIETEZEIRFME 0.4 ng/g OoHT
ZITHZ IR EECTHHoT-, UV-P 1L m~FH
BRIAR ., 5% KAV T M LD O
By AR =BT LR, UV-326 13FIT 5% K
IR NHTLRERL UV-329 1% i ~FH o in
WO 7)DA= T as Z3x
—ar LWV, R ClEasr#3Ix—ay
ARPRSE D FIEERET LIPS, T OBGEE Tl
ST HZLITTERD -T2, LIZv> T, UV-P,
UV-326 &Y UV-329 ZHIE T 5720121, &5
IR THDHEE 2D,

UV-P, UV-326 KN UV-329 Z[x< BT (22
WCIE, AR EFRF I ICE — 2 D35 BT |
E B R SVER Y 38 — 758 1/10

Kl CHoTZeMb | BIRMEIZHBEIL 2>
77o 72720 A EHZ BV T UV-328 DB —7
N7 T TREP RS TT2 | BIRYEDFE
AT 2 8 o2, 2O AIZBIL TiE, UV-328
AL CWRWIF T T ekl e W CHE
RETT DB DHDHEB ZDIVD, LINLIRRG,
X T Z 7 BHZB W TR S L2 UV-328 @
E—TEMEA A/ AT DR R —E
LTz, ST, oM FREHIIB W T UV-
328 OT Z L 7FRENTI T HBIRMEICRIE 72
NWZEMBIALHIR—a IR DB TR,
BEZBID, LTER- T, Y — 73 %50k
b UV=-328 DRSS NIZZEIZE Db D ThHE
HEEIND,

@ EE. fMTRERVEERME

UV=360 (Z-2U\Tid, ATAFEERIERIC RAFREH
JE K O TAE FE 3 F DR o7z,

UV-P, UV-326, UV-329 K& (X UV-360 LLA+ D
9 FED BT IZOWT, MLz EalEHT s T
HEE (n=5)1F 72.9%~119.4%, DF17H5 &
(RSD%) 1% 0.5%~12.2% CHij4EE O FE[FFE I
RAFIRFERDFONTZ (R 3-1 KUK 3-2), &
ERSUERE CORMEIGRBRO 7~ k7S
LIVEH LT SN, BatL 7T oslBHZ I
W S/NZ10 Zif7-L T e, Fi2, ZERNL
IR A P DRI, 54.8%~99.0% Th -
72 (F 4-1 LK 4-2),

2) TD 3kt - 55 10 HEEE

F 2 ATEEMAFCLZE 10 BERUEE X-1,X-2
e X=3 & AT, IRINENGRER (R IR S
JEE 0.4 ng/g) ZEMELT-, EBRB. HIZEHED
8. FRERIAIK DFHBBNEDI G | -~ U HRYE
HEDIEEI BRI Lar BREAL ., HEED
XY EERDLDONRNEETZ ST, LIzh > T,
T varkate A~ U e R LE O
Bt 2 HEA BN CRIBRIA IR ORI 2 F2 L
77

5510 BERUEE X-1 OUSINENGRER IR D
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VEe7F0 0 REBH T T 7 EnERE R O nE]
IERBRIC I BEIN R 100%FE 24 07 fH A HE R
WDORFEN o~ T T 0% 6 1R LT-,

O BB

BB O RN ENGRER C R AF 7245 R0
BFHNTWEIFEDIL | UV-PS IZOWT, S
IR 7 A e e — 7 3R &= (1 6 UV-PS 3
Bt7 70 7 R ORINGEREL . 8 FEED BT 122\ T
w7/ teb S 1A i R S S ] s [ e i
IRRDOHITY, EREBRFEREICHY TS
B — D 1/10 Kiiii ThHoT=ZEn b, 4 Eld
EERFEREICBITHAER~DOEE T/
<L BPPEICEIT W EE X T,

@ EE

8 flD BT (DWW T, MatL7z% 10 #¥ 3 FiXA
DOFREHIB T DEEIX, 7T7.7%~117.1% THEIT
JEFUBHRIER IZ BAFfE RSB (R 5) . &
ERSUERE CORMEIGRBRO 7~ s
LIVFEHUT SN, BETL AT o BT 3
W S/NZ10 Ziif7-L T e, Fi2, ZERNL
REEBAL B P DRI L, 57.6%~88.0% T
72 (3 6),

A BIF 725G B Tho 7208, m ~F Y HRIR
BEOELI BRI~ L Tary NREL TV
W, KM H LG LR B E ST T %5
HRIA R DI AT NI LRI O i 5 DA% 5
ORI BBETHDHEEZLND,

10. FEEFOEZROHIE
IANENGERER 2 C RAFRAE RGBT BT
(DWW, IINENGRER 2T > T FFH DRk &
RAWT, B O & ZEOREEZIToT,
ZOFRER, FRENTBWT UV-328 % 0.6
ng/g &N (K 4 UV-328 kT T07),
Z DM, T _RTOREHI B W TERERAELL L
DORBHIEZR T2, LInL7e S, BET 707
PLE> S/N 3 DO —2nRb 5T
Lk BHbHY , £ OB HITEMED BT RN EE

AVCOWDATREMES RIBENLTZ (R 7 KO 7)),
<7 a7 VED R EDATEICBVTIL, BT %
GHLTODEVIRELH LMD 1P B
(SIS C TR mIREE R TR RET D28V
FLU,

D. f&#m

FM BRI O BT 0TiEE LT BT &3kt
MHAZ ) — LTI L, n-~Fhod 2 w/vidl
bR AERE A - ~F iR LT
%, UBTNAT TR NI =T AT
L, LC-MS/MS TiE &K Ol 75 )7 ik4 B
LT,

E R FUYEIRE (0.4 ng/g) TOMNMFEAEI L
FHW =N EIGRER 2B W CTRRETL 72 13 o
2B 9FED BT 122U T, E AT 72.9%~119.4%,
OFATHS B (RSD%) 1 0.5%~12.2% Tdh 7=, E7-.
TD #EHF 10 BB O M EIERER 238\ ) T
8 FED BT [ZOWCEEIX 77.7%~117.1%ThH-
oo ERRFUE I CORMEIIGRER Do~
NZLIVEH LT S/N X, BatLiTio
EHZBWTH S/NVZ10 &=L Tu=,

AR¥EE AW TREHH O & B2 E LIS R,
AFIT UV-328 7% 0.6 ng/g MHSNTZ, Dt
T RTOREHZBWTCERBFELL EORH
X722 oz, LinLe s, #-1E7 T 7 0L B
2 S/N> 3 UL EOE—I G TO DR
HY, ZOFEHHRITEBED BT AEENTHD
AIREMEDS RS LT, At ERRHAEZITO
DL, BEITET TR E R 72 T A
T BZEMEEL, BT, BT 7 TAF v
N ENEDIRADE 2 HNDHT NG,
BAET I 7060 BT DB AZERHSELZL
MR THD,

E. &3

1) Stockholm Convention Eleventh meeting of
the Conference of the Parties to the
Stockholm Convention

https://chm.pops.int/TheConvention/Conf
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2)

4)

5)

6)

7)

8)

9)

erenceoftheParties/Meetings/COP11/tabid
/9310/Default.aspx

R PEES bFWEOF A K O RIES
OFIHNZ BT DIERREAT SO — 2 W IE
TOES I PEBHREINEL 2
https://www.meti.go.jp/press/2024,/12/202
41213002/20241213002.html

TR PEEA LT B OH A K OCIES
ORHNFETDER 5 1 R E P E
—H
https://www.meti.go.jp/policy/chemical_ma
nagement/kasinhou/about/class1specified_c
hemicals_list_20250218r.pdf

TR PEEA LT B OHR A I OIIES
OFFNZEIT2iEE Bt E —&
https://www.meti.go.jp/policy/
chemical_management/kasinhou/files/
ippantou/monitoring_chemicals_list.pdf

M. Hirata—Koizumi et al:Transcriptome

analyses demonstrate that Peroxisome
Proliferator—Activated
( PPAR« ) activity of an ultraviolet

2—- ( 2°-hydroxy—-3’,5" —-di-tert—

Receptor o

absorber,
butylphenyl ) benzotriazole, as possible
mechanism of their toxicity and the gender
The Journal of Toxicological
Sciences, 41, 693-700, 2016
R Se e BT TR B BB 2021 AR
WFIER R RS F B RENOHEET D
NN TY = VR IR AN L D L
A~V R EHA
R SEED RIS E DY N T
Vb R SR SRR D R AT & D175 G
JRFRE. 7 2 [EIREEFHE 3 F0
R, P-128, 2023
Hase T E SRR ORI 3 JOUK
KR DR N T — L R SRR U
DIGYLEREIZOWT. HLZEF, 31, 30-
39, 2021
PEEF R 130 E ISR A kg LR

differences.

10)

11)

12)

13)

14)

15)

16)

17)

18)

-235-

WE (XY T aes7aR T b kO
VRT Y )L IR DI [ FE R
AR A [ 2 ERBEMFFE AT T AL L [RIAF 28 T =N
BT D b LB E O HE H R 3B L
EREOMRH] 28 ). H4E1L 7, 28, 69-
76, 2018

AR AE T B ER XY RN TY — L
IR AN D 3 HHEDKRE, 75 24 [5]
RIETEF a2 5, P-070, 2015
SEIFUERE, T EAI, 8O - FEEICB T
BHIEEH HBCD KUY BUVs OB 534 i
B, F 20 [FIREEF =26, P-045,
2016

AR = 1F0: GC/MS IZXD A B D
XU NIT Y =V SRR D TE
BIREr. 2 PR P25, P-
126, 2017

RS SE 130 LRSI Th
DX N T — ALE I KD R B Y
FREICDOWNT. 27 [aR (L i = 2
&, 1B-08, 2018

A 5L 1EZD B RN T —
IV SR ERIMIRIR A A O 75 Y EREFR AL (T DU
T. ARHFZ NPT, 52, 35-40, 2014
H. Nakata, S. Murata and J. Filatreau:

and concentrations of
uv

organisms and sediments from the Ariake

Occurrence

benzotriazole stabilizers in marine

Sea, Japan. Environmental Science &
Technology, 43, 6920-6926,2009

HEHZR= 130 :GC/MS/MS IZE DR
EHR DR N T — L R SRR UL
DEBIEWGE. 4 25 [EIRLEEF 7=
Z 5, P-115, 2016

VO P B BR BT ZERR S HEME Ry #& THIFSE
AR 5-1954 (TT-2) [EN/KBREE IS
T DAE ORIV E D5 T IEREMRIA | AL
YN DU A7 DR

SRR A T 8RR TEA B (D2
O+ LA ORHEMERT TR 2E) SRR 21 4R 55



TS E (2-4) RPN T
— VA D RGH A E 15 D B %

F. e
I
L
2. R
D HRERE, SR B LC-

MS/MS 12X B3 R D~ T
— LR ERIMRW A F D — & AT D
Rt 5 120 [B] H AR R ST AE S 21
U2 (2024.11).
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&1 AERE
WINAY | EWEl
7Y A HyY
. . 7Y B I= V%
HL, Wb LIH $5 A EE
#3 B BHY R
P—r A T —F
SULET P—F B P T
24 A HAA
44 B a5 4
ANP/EV AT | X4 C BHA
27 A =%
%7 B HAT
~7a A YA /A
~7u B Va= /=10 ¥=9
~7ua C Va=i=a/ani
FA MUEHE ~7a D ANF < m
<~/ E AT~ ra(RE)
~Zna F ANF<ra(RE)
~7u G ANF < (fhn)
7Y A 77U A
7Y B 7V B
7Y C 7Y C
Z Dt DA 29 b 20 b
7Y E 7V E
7V F 7V F
B J13% 713
AT A&7 (HFE)
LAY RNt A7 AT (T AH)
Z N DTHE =t TE (NN FALTE)
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# 2-1 TDRE - 8 10 B (AMEH) R X-1

-238 -

/NG FE —H X-1
e Al ~
ERE ) THEL%
&5 (g) (g) 4 B
(g) HE(g)
HL. 60.0 (LX) 60.0
48 7.80 117.0
Wb LEH 57.0 SAFE BE< 48.2
i, 39.0 LA (Bkfik) Pt < 34.0
49 5.20 78.0 -
Eh 39.0 RIS BE< 32.2
VAR 30.0 ZTHHARWN BEL 26.2
50 3.80 57.0
AR 27.0 756 BE< 23.8
FA, 42.0 DIEHLFESA 42.0
51 5.40 81.0
MU 39.0 70k 39.0
ZDAhD 39.0 W\W&x BE< 33.0
52 5.00 75.0
A 36.0 &0 36.0
24.0 OB 24.0
53 H¥H 3.20 48.0
24.0 I7=CTHAE 24.0
AV/EN 21.0 7z 21.0
54 2.70 40.5
7-Z¥H 19.5 1E% 19.5
Z 8, 27.0 HFEZV BE< 26.4
55 3.40 51.0
AN | 24.0 ThHWLARIZ 24.0
TR 120.0 FHL(BAZFL) BE< 114.8
56 15.80 237.0
ETL. &Y 117.0 BYHA 117.0
) 22.5 WO 22.5
57 i 3.10 46.5
24.0 SIEKEBAGEE 24.0
58 M 0.20 3.0 3.0 fHEDHA 3.0
60.0 FAA 60.0
59 UL U 7.00  105.0 -
45.0 MNITEBENFIZZ 45.0
RN A
60 ) 0.62 9.3 9.3 HARY—k—V 9.3
V—t—
§ 63.22 948.3 948.3 908.9
1 HIE B AE:2017-2019 FEERMEFE - RERNE HREBBEERID)ICII2E(BEREOHERIZLD)
L ERE RV ER



# 2-2 TDRE - 8 10 (AR R X-2

/NG FE —H X-2
SrRlE A hlE ~
ERE ) THEL%
&5 (g) (g) 4 B
(g) HE(g)
HL. 60.0 LT 60.0
48 7.80 117.0
Wb LEH 57.0 /I~HL BE< 48.0
o 39.0 $REF GRIE ) 39.0
49 ’ 5.20 78.0 KPGPEST
F7 39.0 BEL 33.7
(T TP —FL)
720, 30.0 FFHHLA BE< 27.0
50 3.80 57.0
IRy gAY =] 27.0 FEW» BE< 19.9
FIA, 42.0 HIF 42.0
51 5.40 81.0
MUEHE 39.0 DITHLECAH 39.0
Y iN) 39.0 bbb Pt < 33.7
52 5.00 75.0
A 36.0 50 36.0
24.0 ME DTDH 13.0
53 H¥H 3.20 48.0
24.0 HEY WDTDH 15.3
[AY/EN 21.0 HHae 21.0
54 2.70 40.5
-2 19.5 2DV 19.5
ZAON 271.0 TIvIEAT— DTDH 25.0
55 3.40 51.0
MITEE 24.0 FETLIKBZW 24.0
YRR 120.0 LT FL(BYDHA) 120.0
56 15.80 237.0
EFL. Y 117.0 F£HUL(BAETL) Pt < 107.0
22.5 MHSEFETKELES 22.5
57 i 3.10 46.5 -
24.0 SAEMBEXEGS 24.0
58 LfiiE=y 0.20 3.0 3.0 HIVME 3.0
60.0 ALMFIEZ 60.0
59 0 B 7.00 105.0 -
45.0 EOFEHT 45.0
i N I PAWAN
60 . 0.62 9.3 9.3 FRY—t—¥ 9.3
V—t—
H 63.22 948.3 948.3 886.9
I HERE:2017-2019 FFE R HE - A AR (BER D ICE22 (A HEOERIZED)
L EE RO ER
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# 2-3 TDRE - 8 10 B (ANME) KRB X-3

- 240 -

/NG FE —H X-3
SrRlE A hlE ~
ERE B THEL%
&5 (g) (g) 4 B
(g) HE(g)
HL. 60.0 EHU BE< 54.2
48 7.80 117.0 : X
Wi LSE 57.0 XiX(LoE) 57.0
S, 39.0 ZLEF (H—=FrbTUH) 39.0
49 5.20 78.0
ESch 39.0 AL BE< 35.4
VAR 30.0 EfH 30.0
50 3.80 57.0 -
AR 27.0 EEAED BE< 21.7
FA, 42.0 F[FEESAH 42.0
51 5.40 81.0
MU 39.0 ML xE BE< 33.3
Sa2LiND) 39.0 MAED It < 34.3
52 5.00 75.0
£ 36.0 EolF BE< 30.9
24.0 1F-oxHERM) 24.0
53 H¥H 3.20 48.0
24.0 1E=TCTH (LM 24.0
AV/EN 21.0 FT5HHVD 21.0
54 2.70 40.5
7~ 19.5 HHn» BE< 17.8
AR 27.0 HFEZWV 27.0
55 3.40 51.0
MMTHE 24.0 FFLIKHZW 24.0
TR 120.0 FWbLGLTL) BE< 112.4
56 15.80 237.0
ETL. &Y 117.0 L9 TL 117.0
) 22.5 FSAKEME 22.5
57 G 3.10 46.5 i -
24.0 X IAHEELE 24.0
DOPSE (bDHHE) 3.0
58 M 0.20 3.0 3.0
60.0 DHN Pt < 60.0
59 ML 7.00 105.0
45.0  BEXTT i 45.0
AN Ay —— 9.3
60 ) 0.62 9.3 9.3
V—t—
) 908.8
§ 63.22 948.3 948.3
1 HIE B AE:2017-2019 FEERMEFE - RERNE HREBBEERID)ICII2E(BEREOHERIZLD)
A ERE IV LR OER



3+ 3-1 AITEEE BMEXAR

7 ZA H—Fx

BT B RSD B RSD B RSD

(%) (%) (%) (%) (%) (%)

UV-PS 105.6 2.8 108.2 1.8 96.2 1.9

Uv-9 93.4 3.4 104.9 3.0 92.1 4.2

UvV-090 88.6 6.9 98.4 7.4 89.5 3.8

UvV-234  109.9 3.3 81.4 3.7 119.4 6.5

Uv-320  111.8 3.1 103 4.4 101.7 2.5

UV-327  104.3 6.0 103.3 8.5 109.6 6.6

UV-328 88.9  11.2 98.3 8.1 108.5 4.1

UV-350  110.3 8.6 105.6 3.0 102.8 3.4

Uv-928  104.1 8.4 73.5  12.2 102.5 3.2

IR 0.4 ng/g (n=75)

F 3-2 AMEFB HMEIER
e RET A7 e
BT B RSD B RSD B RSD HEFE RSD
(%) (%) (%) (%) (%) (%) (%) (%)

UV-PS 83.2 1.6 96.2 2.6 99.9 1.6 102.3 1.4
Uv-9 93.3 2.0 91.8 1.4 99.0 1.1 84.3 1.1
UvV-090 78.9 1.5 79.3 0.7 78.8 0.7 74.4 1.1
UvV-234  106.2 2.5 97.5 0.7 92.7 1.5 92.9 1.6
UV-320  103.1 1.5 94.8 1.2 101.0 2.2 104.9 0.8
Uv-327  102.1 2.6 72.9 2.4 73.8 4.4 85.6 3.1
Uv-328  107.4 8.2 105.4 2.1 112.0  10.7 95.5 1.8
UV-350 96.4 1.8 98.9 1.5 88.7  10.9 95.5 1.9
Uv-928  107.7 2.1 91.7 0.5 95.3 2.2 89.0 0.7
WV 0.4 ng/g (n=15)

241 -



F® 4-1 AMERE WNEIRRER (L EFA GRS OEIR)

7 ZA H—Fx

BT d B RSD B RSD B RSD

(%) (%) (%) (%) (%) (%)

UV-P d; 91.9 8.5 79.2 4.0 83.3 2.3
UV-PS d, 90.0 9.8 7.7 1.5 82.2 2.3
UvV-234 d;, T71.7 6.8 82.8 9.0 60.7 3.4
UV-320 d;  73.0 7.2 75.0 3.8 61.7 3.1
UV-327 d;  74.1 6.7 71.4 2.2 54.8  10.6
Uv-328 d;  90.2 9.7 73.2 4.4 62.8  12.0
UV-350 d;  93.2 9.1 79.9  11.2 69.4 6.1
UV-928 d, 84.4 9.5 85.4 4.4 75.3 3.1
W 14 ng/g (n=5)

F 4-2 ANMERE BMENNRBR (ZEFRNAEZERIE Y DEIIE)
J13% AT A7 B
BT d B  RSD HE  RSD B  RSD HEE  RSD
(%) (%) (%) (%) (%) (%) (%) (%)
UV-P dy 87.5 0.6 86.7 1.4 78.0 1.0 90.1 1.2
UV-PS d, 92.9 1.2 86.4 2.0 75.7 1.1 86.7 1.6
UV-234 d, 82.5 0.6 86.7 2.0 80.4 1.2 80.3 1.2
UV-320 d;  89.4 1.9 92.4 1.8 76.7 2.0 79.6 1.5
UV-327 d;  83.0 1.2 79.8 2.1 72.2 1.3 77.7 2.4
Uv-328 d;  73.9 1.1 76.3 0.9 73.5 3.1 75.9 1.7
UV-350 d;  75.4 9.7 90.5 1.4 74.4 1.1 81.8 1.4
UV-928 d,  86.2 0.6 84.3 2.1 76.4 0.8 79.6 1.9
WHINVREE 14 ng/g (n=75)
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3 5 TD#BF - &5 10 B Ao E I R Bk

FLE (%)
BT

X-1 X-2 X-3

Uv-9 83.3 91.1 91.4
Uv-090 81.9 78.9 777
Uv-234 108.0 107.5 107.4
Uv-320 99.9 100.4 92.8
Uv-327 101.0 99.1 100.9
Uv-328 117.1 115.9 102.5
UvV-350 104.4 103.6 96.3
UvV-928 98.0 102.3 96.6
WINIRIE 0.4 ng/g (n=1)

3 6 TD &bt - 25 10 FEE womE IR B

(% & RN AR S ORI R)

BT (%)
BT d

X-1 X-2 X-3

UV-P d; 83.4 80.1 79.4
UV-PS d, 83.8 79.0 76.7
UvV-234 d, 72.9 67.9 68.1
UVv-320 d, 74.4 72.0 71.8
UV-327 ds 61.3 58.8 61.3
UV-328 d, 76.3 67.9 57.6
UV-350 d, 74.3 71.1 70.9
UV-928 d, 88.0 71.0 77.2
IR L -4 ng/g (n=1)
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KT ABSITHER

(ng/g)
%itﬂ» UV-PS Uuv-9 Uv-090 UV-234 UV-320 UV-327 UV-328 UV-350 UV-928
7Y A ND ND ND (Tr) Tr Tr Tr Tr NDs
7Y B ND ND ND (Tr) Tr Tr Tr Tr NDs
PN A ND ND ND NDs (Tr) ND NDx ND= NDs
HN B ND ND ND NDs NDx ND NDx NDx NDs
#—E> A ND ND ND (Tr) (Tr) Tr (Tr) ND NDx*
#—F B ND ND ND (Tr) NDx Tr (Tr) ND (Tr)
A4 A ND ND ND Tr ND NDx* NDx* ND Tr
21 B ND ND ND (Tr) Tr (Tr) (Tr) Tr ND
24 C ND ND ND (Tr) ND Tr (Tr) ND (Tr)
27 A ND ND ND (Tr) ND (Tr) (Tr) ND (Tr)
27 B ND ND ND (Tr) ND NDx (Tr) ND ND*
<71 A ND ND NDs (Tr) ND ND NDs* ND ND*
~7n B ND ND NDx* (Tr) NDx ND NDs NDs (Tr)
~7n C ND ND NDx* (Tr) Tr NDs NDs Tr NDs
~7n D ND ND NDx* (Tr) NDs ND NDs NDs NDs
~/n B ND ND NDx Tr NDs ND NDs NDs NDx
~7n F ND ND NDx* Tr ND ND NDs ND NDs
~7ua G ND ND NDx (Tr) ND ND NDx* ND ND
77U A ND ND ND (Tr) (Tr) Tr Tr ND (Tr)
Z7Y B ND ND ND Tr ND ND (Tr) ND NDx*
7Y C ND ND ND (Tr) ND ND NDx ND ND*
77U D ND ND ND (Tr) ND ND ND ND ND
7V E ND ND ND (Tr) NDx (Tr) (Tr) (Tr) ND*
77U F ND ND NDx (Tr) ND NDx* NDx ND ND
J1% ND ND ND Tr Tr Tr 0.6 Tr Tr
RET ND ND ND (Tr) Tr (Tr) Tr Tr (Tr)
AT ND ND ND Tr ND ND NDx* ND ND
E ND ND ND ND ND ND NDx* ND ND

ND:E— 7721

ND*: f{ET T 7 LA S 3TN L F O — 7/ H

(Tr) :#E7 T 70 Eov— 7k H

(Tr) :#AET T 7D 2 5 LL B> S/N3 UL EOY—7k
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CH,
UV-PS X - o
=\ UV-350
/ N oHts
=y @i’ N
~ /
CH, N
HO
HiC CH;
Uv-9
CH,
= N\ HO
- /N me” N
N

HO

CH, =N,
H,C
UV-327 ~
N HO
= \\' H;C
\N/ CH;

HO

UV-328
CH,

UV-234 UV-928

CH,

1 SRR LU BT OBEEX
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LI
v kR R 5.0 g
v

S

PR HE ) BT RN
25 ) — L hi

v A% =L 30 mL Z A THRESF AR

v 4y 3,500 [E1H5, 5 4 56 04y B

v Eifa R

v BBMICAZ J—L 30 mL ZMAZTHREDF AR

v 5y 3,500 [aIHE, 5 53[5 0 5y B

v BiEEADETAZ /=T 100 mL IZER

v HHE 20 mL GGROBE 1.0 g FB24) 47D | JE B L CHAERR 2=
‘mf\f'\"ﬁ“/iﬁfg

¥ 2 w/VSHLALF R AV 100 mL f O - ~F4 30 mL A VRN

v #EE5 5 43

v YU A B

v KBIZ m-~FH 30 mL 2002 T, [

v - ~FUBE S DY TEAREE T MY L 2 g THAK- A

v HE RS (1 mL) Ly - ~F4 1 mL &2 TR+ O
L UH 5 kY

v 5RE KT UBS L 5 g ICHEKFRER TN A 1 g £ FE

V- ~FHP 40 mlL TaLF A=y

v DFEA (BRI

v 10 vOlbFERR = F L&A n-~F4> 100 mL THH

v FTRF I B OV HH I A 47 B

v T (59 1 mL) L. -~ 1 mL 2z CiEfig- @
InertSep FL-PR(2 g/12 mL)]

v ~FHY 10 mL Ay F v a=u s

¥ @FTEA (AMFRITIETS)

v 5 volbFERE =F L&A m~F P 25 mL TH

v U HE AT A L, PR 2

Vv AZ )=V EIMZTIEMEIZ 10 mL &35

X2 RBRBEBOFMG L (FETv—F¥—h)
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UV-PS
m/z 268 — 212

100

BTS00

500 10.00
100 e
U':‘:—r—ﬂ—r—'-"—r—""—v— Time
500 10.00

UV-320 ETFUV-350
m/z 324 — 268

1001 L
1 uv-3s0 uv-320
O_

2000 25.00

100 Feb s A M
]

2000 25.00

100 ¢¢ el

Hkt

20.00

B 3 ZURE BANEIN B CAEDN T SRM 7<=t A

uv-9 Uv-090 Uv-234
m/z 226 — 119 m/z 324 — 238 m/z 448 — 119
100 BiETZ2 100 BiETS-2 1007 BIEFS
¢ () ¢ R o A
1000 15.00 2.505.00 7.50 2500 30.00
100 HHTSrr 100 TSy 100 EE AN
0t ¢ e 0 e ¢ e 0
10.00  15.00 2.505.00 7.50 2500 30.00
ooy | AMBREE 100)  VIEIRE 00 | EIRE
0 T 04 - - .
10.00  15.00 2.505.00 7.50 2500 30.00
100 ¢ FEHEIRIE 1007 ¢fr¥$?§?& 1001 FEHE IR
T — Time (A Time 0+ T T T Time
10.00 15.00 23505.007.50 2500 30.00
uv-327 Uv-328 Uv-928
m/z 358 — 302 m/z 352 — 282 m/z 442 — 364
1007 BiETSL 100 BIETS2n 100 BETTUn
A S I
30.00 35.00 30.00 35.00 30.00 35.00
100 Aoy 100 T owy 100 T Ty
™ 0——;-;-:-—:-'-'-*-'-'-——”——
30.00 3500 30.00 35.00 3000 3500
100 ¢ EnssE 100 s 100 bl
; . . ; 0 r \. T 0 - ' Jk "
30.00  35.00 30.00 35.00 3000 35.00
1007 FRIEIRE 100y EMERTE 100 ¢ FEEE AR
(-peaditnt 3 et Time 0-Ly : T T Time () T y re= Time
3000 35.00 3000 35.00 3000 | 3500

WINBEE 0.4 ng/g (REBRBIE P IEE 0.04 pg/L)
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UV-PS uv-9 Uv-090 Uv-234
m/= 268 — 212 m/=226— 119 m/= 324 — 238 m/= 448 — 119
1001 BEFZ0 100 BETSLE 100 BIET DL 100 BIETSUE
0-e———— D-“““’“"’”‘“L“"“— 0 0 . ¢ .
750 10.00 1000 15.00 250 5.00 7.50 2500 30.00
100 T Zr 1007 #F:HTZer 0 100 Hit oLy 100, ¥ e N
U—M 0 -J\“-“-LW*— 0 oo (] S— L\’
750  10.00 1000  15.00 250 5.00 7.50 2500 30.00
100 ¢:‘?§ﬂﬂ%ﬁ*ﬂr 1001 EIFAREE 100 P 100 ¢ b I
v
o U_J\, 0 LS 0 bt
750 10.00 1000 15.00 2.505.00 7.50 2500 30.00
1001 ¢$¥%?§?& 100 EHEE 100 ¢ EHEIRE 100 ¢ TR
T 100a™c oo 1s00 ™ O TeTeese T e ST T S
UV-320 FTFUV-350 Uv-327 UV-328 UVv-928
m/= 324 — 268 m/= 358 — 302 m/= 352 — 282 m/z 442 — 364
1007 BETSVH 1000 BETSVE 1007 BETSLY 100 1T T
HMuv.aso a0 ¢ = ¢
—ww}mwm- u-#—ﬁwﬂ—r—?ﬁﬁ—r‘""ﬁ“ 0Lt 0 ¢ T
20.00  25.00 3000 35.00 3000  35.00 30,00 | 35.00
1001 RISy 100 Ty 10 iﬁﬂr??‘/? 1004 R AN
¢ U-M 0-Lrmr k* . [ S S
20.00  25.00 30.00 3500 3000  35.00 3000 35.00
100 ¢ s 100 A 100 $ s
0 e \\ .
30.00 3500 3000 35.00 DED.UU 35.00
1007 ¢ FEMMERE 100 TEEERE 100 TR
0- 0 7 " Time 04 y L e T 0 .J. +———— Time
20.00  25.00 3000 35.00 3000  35.00 30,00 35.00

X 4 BFABOFMEIABREF IO/ SRM Z7e~< b7 T 4

WINBEE 0.4 ng/g (REBRBIE P IEE 0.04 pg/L)
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EHEYSHR :0.04 pg/L



UV-PS

1004

100+

1004

1004

500

m/= 268 — 212

=L i

W

5.00 10.00

BTy

Ll

5.00 10.00

¢ A

5.00 10.00

e

Time
10.00

UV-320 ETFUV-350

1004

100+

1004

" 20000

20.00

m/z 324 — 268
BIETS0

luv_sso

¢ ¢L\-’-3 20

25.00

HHT S0

vy

20.00 25.00

ol
' st

25.00

R
R

20000

Time
25.00

Uv-9 UV-090 UV-234
m/=226 — 119 m/= 324 — 238 m/= 448 — 119
1007 BiETS5Ly 100 RISy 100 BIETSy
1000 | 15.00 250 5.00 7.50 25000 30000
100 FETSLy 10h TSy 100 N LN
1000 1500 2750 5.00 7.50 2500 3000
1004 ¢ IR 109 J'Fﬁj][lﬁi’cﬂ 1004 ¢ i Ere =
0 0
1000 15.00 2.50 5.00 7.50 2500 30.00
1007 R 100 B 100 TR
0= . . = Time T [iT1E 0= ; . : Time
1000 15.00 25075.00 7.50 25000 30000
Uv-327 UV-328 UV-928
m/z 358 — 302 m/z 352 — 282 m/z 442 — 364
1001 BigT5n 100 BETSn 100 BIEFS
UMM S 0l ¢ ——
3000 35.00 3000 3500 30.00  35.00
1001 AT 100 b e Ny B R e
DM 1Y IO M- ol ¢ —
30,00 35.00 3000 35.00 3000 35.00
1004 ¢ AR 100 ﬂ AIFAR 100 ¢ A TnEE
(S L il o e L
3000  35.00 3000 3500 3000 35.00
1001 FEHMEE 100 ¢ fEHEIRRE 100y ¢ fBEREE
L : T Time 0-Lr T T 1 Time 0 Time
3000 35.00 3000 35.00 3000 35.00

X 5 AAREOHMEINABRKIZESNT- SRM 7u~hr 7 A
WIMRE 0.4 ng/g (REABWEFIEE 0.04 ug/L)
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UV-PS
m/z 268 — 212
100 BiETS0
LUKEPS
p Iy
5.00 1000
100 [N N
D_
5.00 10.00
100-

D_
500 10.00
1007 YRR
0 Time

300

10.00

UV-320 FETFUV-350
m/= 324 — 268

TSy

Tuv-3s0

J' ¢LW.-"—3 20

T 2000 25.00

00 RETSLY

D_
20.00

'y

25.00

100

&

20.00 25.00

TR
W

Time

0
20.00

25.00

X 6 TD kDI E N R BRI
WIMBE 0.4 ng/g (RERBEFIEE 0.04 ug/L)

Uv-9
m/=226 — 119

100 BiETo
1000 = 1500
100 [ o M
n-%
1000 ' 1500
100, ¢ s
1000 = 1500
1004 TR
Time
1000 1500
Uv-327
m/= 358 — 302
1009 BiEFo
M
0
3000 3500
1009 FER i N
0000 3506
100, ¢ il e
3000 3500
1009 FEHE
04 Time

30.00

3500

Uv-090 Uv-234
m/z 324 — 238 m/z 448 — 119
100 BiRTSy 100 BiETS
RSy T sy T T 00
100 iy 100 e M
¢ J_M_/L«)
RS Y OIS 3000
o LR )y R
T 60 7 5 CTSee 3000
100 fEHEE 100 ]\ TR
- ey Time  O-re==y T T Time
250 5.00 7.50 2500 3000
UV-328 UWV-928
m/z 352 — 282 m/z 442 — 364
1007 BiF7 Sy 100 BiF7Sp
Ly v
3000 35.00 3000 35.00
100 sy 100 EHTSy
N SN R
3000 35.00 3000 35.00
Ly EmRE
"3000  35.00 ETY et
100 fEHeEE 100 FEHEVRIF
T " T 1 Time 0 — t L - Time
3000 35.00 3000 35.00
-~ /4H

-250 -
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bz SRM 7<= k7T A
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UV-320 FtFUV-350
m/z 324 — 268

BIET T
UV-350  1.63e3
100 ¢ UV-320
D_
20. DD 25.00
100 TUA
3.39¢3
D_
20. DD 25.00
o0 F%m&
= Time
20.00 25.00
UV-234
m/= 448 — 119
?9&{’57‘7/’7
3.04e3
lunhwm/uﬂfLmAAWM
D_
3000
00 RAA
/\JLOQ&B
D_
3000
o0 fZEE e
1 r| 3.79e4
=== Time
L 30 .00

X 7

Uv-327
m/z 358 — 302
BiEFSn
1.18¢3
100+ ¢
30.00 35.00
TUA
100 2.82e3
30.00 35.00
e v T
2.9924
Time
30.00 35.00
Uv-928
m/z 442 — 364
BIETS5ws
2.13¢3
1004
D_
3000 35.00
¢ HAA
100 6.57¢3
D_
3000 35.00
100. e
8.19e4
0- Time
3000 | 3500

Uv-328
m/= 352 — 282
?9&{’157‘ :j:/ﬁ
33e3
D_
304 DD 35.00
100 7OA
Lsgi
D_
304 DD 35.00
o0 fﬁﬂénaﬁg
1.24e5
0 me
3000 35.00

UV-320/7FUV-350
m/= 324 — 268

BESoLH
Uv- 350 L—\ 320 goi

100

D_
20.00 ES.DD
. edranle
Wpﬂﬂlehﬁﬂﬁ#;qej
0
20. D[l 25.00
o0 e
ﬂ 6.87ed
I =—r——=r—+Time
20.00 2500
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Uv-327
m/= 358 — 302
?9&{’57 Sk
1.90e3
D_
304 DD 35.00
*)‘ A
100y 3.82e3
3[' EID 3500
Fﬁﬁéhiﬁﬁ
1007 2.004e4
Time
3000 3500
Uv-234
m/= 448 — 119
?9&{’57 Sk
1.09e4
IDDW
D_
ES,DD 30.00
<HE
1004 2.37e4
D_
30.00
R
1001 1.41e5
0-———r————r— Time
25.00 30.00

AR RFICE DN IR E 2 SRM 7u~<hT 7 A



(3) A EWHE O IEHEE M B2 A DB ZE I BE 45058
(3-3) B dn P OVER AT )V SR EERAAN D 53 B ik O



TR EAFBITEHEREFXAMNE RBOREMEREETLFF)

BAEN LI AA X HEA EYE R RO L Z O F LT DI DA

Sy RBFE R

(3) A EWE OB BEHEE L E 2 AT IED BB 358
(3-3) B H DY AT )L R FEIRAN D 3BT i DR

MRgey R g BN ENLEIR S A AT R AL

MRER

AW TITR AR DOV AT L R HEBR A (OPFRs) OB B EHEE IR HTiE DB T %
HRE LTz, SRS IZ /& 5 OOPFRs D — 7 43 Hr 28 Al BEZR RITALER 7 ik E LT, 7 Eh=RL
FhH  EATERB IOV MR B a~ 7T 7 4— (GPC) B RUEIZ DWW TR E T 71224, &4
ICE-> IR REZ BT AN END ST, T T AFEEIIPSABMEI=I T AL DR
DOIBNRFS 2T -7 T, OPFRs—F /3 HriE DO N IRMEOHEE . IRINEINGRERZ FEhE L 72,

PSAEFHII =717 AT LR FUTHOWTHREST L2/ R PSABEAE AT A1%, OPFRsZ KT 528
IR KRN AT RE THY . OPFRsD— /T T "I HE T o 72,

I, OPFRs —F /3 HriE O T IRMEOHEEZ1T 72, M4 — B #EEE (TDD) 23RS T
HOPFRsIZOWT, HEEL 7o H FRRIECUREIE N ENHLUE L THEEEAZ R A LI R
L DFRBTDIE LR L T IR ME T -T2,

H—Fr ZK, FAEHOTERIEIGREBRZI T o 72/ 5. ZKITBITHRAB,5-VAF LT
= )L)IRAT = —k~ (T35DMPPhP) . 42817 AT35DMPPhP, N AQ-TF )L ~F L IL)RAT =
— R (TEHP) ZBRVNT72~120% DB GF O RAFRRE R CTh o7z,

Y=t LK, FH, b=HF Ay NREIO1RE CK RN 5 BLO28E (AL - HLH ) &
SIHTUTCRE R VR A (2-2mm L) (TCEP) | Vo) 7 F /1 (TBP) B L OV l2-—F 1
AFIILYT ==L (EHDPhP) 25 Y FERA B Z TR HEH, OPFRSIZERBE H D& i~ AT

LTS ATREME DS RIB ST,

Lotk BIEHEE DT D DT & R T HB32IX, SRR MICHIST2MLERH D, FFIZ
HMIEZZ<ELREMITOVTIL, %Emzﬁﬁi ZE o TIZOPFRs DI BN R A KR ESEDDHZ LD I
RSNDTD | ST IEOE P ZFRGEET DB TEE AL B THD,

Mo IE FEANT, AR LKL D720 IiinE
f ) R PR BR BEOT 2 I NDALFETHY, TTAF 7 T 0 e
Yok B AR, I ke ERIAAE ST D, BEIRANZIE, AR

R D 2 FENDHY ., HHERIZIT N \vr R
RV R BRI AR KERIEM T T
A. FFEERR VRBDD, EOHTH, N T R EERFNITAR
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IANTRIRIIRT8D | Bk 2 728 :ﬁﬂ%éhf
T, Lol a7 v R A O — I

B CORE M, EWRESE, ehe ftré%
~OE, RIEEEEEMES A S, HAT
XS E O A K OGS ZEOHHIC B35
B (R | EERRICIX 7R M 5 Y
WV BT B ARy 7RIV 55K (POPs £55K9) |
IZE o THEBI STz, DT80 | K& 7R EERA S
REFIHENDIS oz, FTH HELR
R Z AW FEEL RS | BERL 128
A ERL AT DI AT KL
TEHER AN DR EINAINT-TEY, O
REEEL TV R 27 )L % #E R A (Organo
Phosphate Flame Retardants; OPFRs) 23281 5
nsv,

OPFRs 1, 225 2 ~oAF AR P Ik
DMK O 1Y HEREY) Vel B 2pBRER
MO SV TS, 72, OPFRs IXENEREE)
SIS K A~DOEFE PRRFELN DO VA R
SNTHY, RENLE A ~D OPFRs OBATH
RS hb, — B0 OPFRs 134 R EMECTE A A
PE B RErER gD TR 'Y R A EU-
fEFEA~ DL M 5813 THETH
Do ZOXO7 B A E X . AW TIE, B
H10> OPFRs OEEEAHEE T 5720 Doy Hrik
OB ZBIELT, B4 FEIX, A~
7T7 &7 LU ERAVE & 5 AT EF (GC-
MS/MS) BX IR /v~ o7 &7 LU E
VB &3t (LC-MS/MS) Z IV T, OPFRs
HICE R Tﬁ%ﬁ{ﬂﬂmﬁ&%ﬁmfbto Sa))
il B BRETLTCHEER ISR T DN E KB 1T LC-
MS/MS /£75>E%‘;<E>75>\ “— B BAL Tl GC-
MS/MS VEAMEFL TV, OPFRs ORIE HFiEEL
TIE. LC-MS/MS EIZIVE 'EEITHIZEHEAR
EL. ERE TR SN A TR B
BAL TR AU BRIZIE GC-MS/MS L% (f
AL THERTILERHDLEE 2D, Fiz,
FERAIICIE, GC-MS/MS D E 4 BEREE KK
JEA AL D & A2 R I R FE O R
J[EH A< T 57« % LU EREVE &5

Hrat (APGC-MS/MS) Z W=l EE O H S
BB TOMERDDE AT Y, 5F 5 4
X, £9°. APGC-MS/MS % VT OPFRs %
— F AT BRI B R LT, FRE OWE
THEMOEMRMEP MR TE23, BUIRTIX
LC-MS/MS {EH3 ]I E & I TRY, 1%15‘“
Pz L CWADEE 2B, 2, BiL Iz
VT OPFRs Z&—F 24047 /] ﬁafmuw_ﬂijﬂﬁk
LT, 7 b=V AT IE RS LSOV ViR %
ra~<h7 57— (GPC) K KIS\ TRt
1To7z, —H8® OPFRs IZ, HIERFOFREI~ N
JADEEEZ T TNDHEEZ 2B, BimlZk-
CILE RO REZE T DUE R -T2, §l&E
fe SRR IR MR L7 T, OPFRs —#&/0#T
EOMESEE AR oEE L Y, 220, AEE
DOWFFETIE, KRG EOBMRF 21772 |

T, OPFRs — A HTiEICIBT o/ T IRIED
HEE  IRINEIERBR A FE R LT,

B. #F9EJ5E

1. RERVBE

1-1. FHEYE

IIMTXGELT- OPFRs OFEHEAHR T, Vo TR
N =FU(TEP), Y N7 F L (TBP), U ik
VA@Q-7mnxF L) (TCEP), VR A (1-712
n-2-71rs3=,1) (TCPP), VR 7 =)L
(TPhP), VBN 7 1’ /W(TPrP), Vg 2-—F
NAF LY T == )L (EHDPhP), Vg bl A(2-
AF )T z=)b) (ToTP), VAR AB-AF /L7
=)L) (TmTP), V>R A(4-AF )V 7 ==)L)
(TpTP) . U R R (2-T hF = F L)
(TBEP), V> AR A(3,5-V AT LT = =)L)
(T35DMPhP), U BN A(1,3-v7mr-2-7at’
JV) (TDCPP), U R A (2-=F /b ~F L)
(TEHP), V> BN AQ-A Y 7 a7 = =)L)
(T2iPPhP), V> BN A(3-AY 7 BE LT = =)L)
(T3iPPhP), Vo g R) A(4-AY 7 )L 7 = =)L)
(T4iPPhP), U RNV A (2,3-Y 7 mE 7t /L)
(TDBPP)DIERERR (RA T 47 1K) 18 FiFEE (1K)
VU R TRTR =T X KOIEA LT, LA
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FEOWEIZON T FRMEE DR AR 1
WZEEDT,

IV —=2 T T ANA TIEREGEHRIL, VR
T F )V -ds (TEP-dis), U BERY 7 F /b —dy
(TBP-dbp) . U BERY A (2-7 v = F )L )-d»
(TCEP-d). VBN A(1,3-Y 7 nn-2-7F s
JV)=dis (TDCPP-dis), U RN A (2-7 v o=
F /L) ="Cy (TBEP-"Cy), VRN 7 == /L-"C)5
(TPhP-"Cs), V> EEN) 7Tt L ~dyy (TPrP-db)%
(BR) U=V b TR TN — TR K0 U gk
JAU-AYFar’ )L 7 x=)) —*Cys (T4iPPhP-
BCi) DL EFALIR T N VbR 8 FEfE %
Cambridge Isotope Laboratories, Inc.J0BEAL
77

NV ZSATREREIRT 2 E RNLAR T
JAIETHDE) N 7 ==V —ds (TPhP-dis)%
¢ IWEININVS AN EE AV NS
77

1-2. RERUHE

TER=RIVORE REE-PCB #BRH), 7
=RIW(LC/MS ZHTH), T A (FAFF
AT ). AL R A (B R -PCB #lliR
M) v rmadtr (R EHE-PCB B ) |
ZRHRIK(LC/MS 23T )| 288K (~F o Bei
dh, FREARFE-PCB BB M) . i ~F o (F A
X UHESHT ) AZ ) — L (LC/MS 43 DI
BAHAL S (BR) VA LT, Wifg~ 27 R A
(HEK) (H5#) 1B £ 7 A /L SRR (BR) X0
AL, = F LT -N-7 e LUl
VBT NR=HT 2 InertSep PSA (500 mg/6
ml) %Y —T /YA A (BR) JOIEA LT,

GPC ¥ d LC 77 21% CLNpak EV-2000
AC, #H—F#HZ.1% CLNpak EV-G AC ZBFFnE
T (BR) L0l A LTz,

SIIMT D LC BT 40, Acquity BEH C18 (N
£ 2.1 mm, & 100 mm, H7 748 1.7 ym) & H AR
U —H—X (FK) JiEA LT,

1-3. &kt

=ty ZAKBIOGAIIAE M RN D/
JEEIE A2 — 3o b THEA L, —T 0%
NORT VB =% ZoKITTFTATIVERNT
BRI —E LT, 3BHE-20°C D& B TR
L. ot I iR L CRE I L 7=,

2. fds

AR O~ 757 « 25 KU EGRVE B 4y
Hrat (LC-MS/MS) 1&, HARD +—&—X (FR)
# Acquity UPLC H-Class Plus Binary/Xevo
TQ-XS ZfE L7,

TNRFEI 1~ T 74— (GPC) 1T, i
YEFTLO LC-20AD/SPD-20A %ML, H7 A
F =T NIV =Y A 2D CO 903 %
flERLT,

3. RBRVR DFARL
3-1. PSA EHHI=H 7 LD
TER i~ T (L DIRIECTRAT AT IR
@ OPFRs {&AHEHEVAHK (5 ng/mL) ZFHHL , &
D2mLEFTOT B <Y (1:1)IRH7 10
ml, Car 7 aa=r7 Lz PSA EHI=IT A
WAL, 7B i~ (1:1) IR 5 mL
THWMHLE(FESy 1), EHIZ, 7' i ~F
(1 1)JR#E 5 mL TH&HLZ (H5y 2), &85y
wEFR NELE % AZ ) — VIZERL T
=TT ARATERIL 1 mL IZLTebO%
LC-MS/MS HIEL ., & E45r D PSA BEMI=H7
LNBHD OPFRs D[R HA KD 7=,
P—F B T PSA EFHI=hT LK
235175 OPFRs OEIUHEA L 72, 3UEHK
10 g ZHT7ABOBILE IZEVED, 7EN=N
JL 20 mL & /N2 THREYFA X (10,000 rpm, 2 43
M) L7z, 1 g OHALT N ABEIO 4 g OFilE
F VT A (MEK) &Nz CTHENT, Bk ZETT -7
#% . =m0 EEL7- (4,000 rpm, 10min), FERIER
ZEUXL, ) 1 mL ECRIERME%, EH150 T
T AR E U, IR ET B v rm~F
B (2:8) 1R 10 mL IZVEAEL | 12057 B (4,000
rpm,10 73 fE]) L CHEL - BB A A GPC (24t
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L7z, GPC §&M133R 2 (TR, AL 9~21
Sy OW %K) 1 mL ETRITRMER, R
TCIREEABREL, 7Rb i~ T (1 DIR
TR LI AT 171K OPFRs IR A HEHER
# (50 ng/mL) 2 mL \ZIEfEL, TOT RN 0
~FH (L DIRIK 10 mL TRy qa=r
L7= PSA BEAEI=HF AZATR LT, T o
AFH(1: 1) IRIE 1 mL T 2 [BEVIAREZ T
7otk TN Y (1) 1R 5 mL T
U7, BN U723 LA iR A = R R
TR R, A ) — VTR o) —o T
ZRA 7 FHOREEYE %45 100 ng NI 10 mL
IZL7=b 0% LC-MS/MS JIERIRELT=,

3-2. RERER DR

AEHL, —F ZoK, B, BRI AR
@ ] R TR 7= h— & L& A = (TD) 3kt
1 BECKRINT A 12 B (L gL LT,
AREHS 10 g 2T AROEILE ICEVEY, 7V
— T T AL %4 50 ng ISIILT=%%, 7&K
=FL 20 mL (ZoKFUBHIZAE K 10 mL 200z
THE LT, 72h=KJL 20 mL) 22 TR
EFAX(10,000 rpm, 2 43[) L=, 1 g DAL
FTRITLBION 4 g ORilEF RID 2 (HEK) 200
ZCHIMNT K ZEIT- 7%, O 0 BEL 72
(4,000 rpm, 10min) , FEAHEAENILL , £ 1 mL
FETHERM %, EFRK[E F CHEZREL
7= B WM a7 2R v ra~F o (2:8) IRIK
10 mL (Z¥aEL | 5047 BfE (4,000 rpm,10 57#])
LCEDNT BB AIEE GPC (2t L7z, A%
9~21 Sy DMy %H) 1 mL FCRUERME% ., &
FRE P CIRBEAERELZ, LARBIO4 AR
BHE, R E AL ) — ATRIRL T, S U DA
AD %45 10 ng HAIN% 10 mL L7210 % LC-
MS/MS HIEEIKE LTz, —F L, 7% ¥
Wz T 2 e~ (10 1) IRIR 2 mL (IR
L. POT7 RN - ~FH 2 (1:1)RE 10mL T
T 4 a=L 7 U PSA BRI = H T MM AL
Lz 7Bbh i P (1:1)RIE 1 mL T 2
FIPEVIAIREIT T2 T i~ (1

1) JR#E 5 mL TEEH LTz, EINL7ZA KB LY
W E SR EE FLE % AY ) — L CH i
LT, YUV ARRA, %4 10 ng YSINLT=#4. 10
mL IZL7=b D% LC-MS/MS HIERIKE LT,

3-3. 7TV IRBR
RUEHE O, 3-2 1CHE > TR E 8
LT,

3-4. BEINENRER

ABHE, —Fr ZRBIUHFFLELE, &
B 10 g 24T AR ILE \Z BV, 7 AT
47RO OPFRs FEEME A4 200 ng Z¥RINL
T24% . 3-2 ITht > CRERTAIE A TR 7=,

3-5. OPFRs Dl &4t
OPFRs @ LC-MS/MS HIiE 1335 3-1 12,
SRM 1338 3-2 1R LT,

3-6. OPFRs Dl

18 f> OPFRs RAT A7 {RBL 9 FED
OPFRs % & FINAE T ~JUAVARIC OWT, FF
TR A ERERIE (72 h=RLVIRIR) i3
7o IATATIRET SIAVIRDIR SR R
WA ) — U TIAERARL T 0.05~10 ng/mL
OFIPAT 8 RO EMHIRAEERARRL
LC-MS/MS IZTHIEZIT > T, 7236, 71k
RIZ, 1 ng/mL &725 I TR A IR G AR HERA
RN Z T, BTN C L0 T o T,

3-7. el TFRE

TR OBIZ OPFRs (ZOWTE, 7
727 (1=5) DIEMERZED 35T+ 5 Ea
H T IREEL TRDTz, 7T 75BOIRNE
VT D A A D (e KB — e /M) X (2/5) %
JARXM{(N) LT, 7 (S) % N ThLZ
S/N 733 DL bbb &Ea R,

C. MR EOELR
1. PSA EHI=H 5 LM

-255-



OPFRs @ PSA [EHFHI=HT L0 DO HRIL
3% 4 RIS, Hi4) 1128175 OPFRs DAY
(X 75.56~106.3%. Hi5y 2 [ZH1F% OPFRs D
B ERIE 0.01~1.9%&7e>7=, L EDZEND
B 5 mL T OPFRs OFEENIAHEN TV
EEZ DT,

P—t e VT, PSA =B A T 270
DO RN ERA G L 72k R A3 5 1R LT, Bl
F(NEBHEHEYS) 13, 83.1~105.6%&720 . RAT
IeRERN SN, PLEDZEND, OPFRs O—
FATIZIBW T, PSA B 7 M LD KGR
FHE CHHI LN MRS,

2. B T RRME

OPFRs OFEHEVEIR D TE A D SRM /e
NPT LEK 1~18 O a)ll, 7T 7R BRIEIRIC
BUFDEEAA LD SRM 7/~ 7 F0%[K 1~
18 @ bIIIRLTZ, 77 7 BRIATEN TEP,
TCEP, TCPP, TDCPP, TBP. TBEP. T4iPPhP
BIOTEHP 2 H LT,

HEEL 72 OPFRs O TRRIEAZR 6 (TRL
oo Flo| Mt — B (TDD) 23RS TVD
OPFRs (22 Cid, TD fA&IZRB W TY W E
DR PR CTH EANLTCWAEEEL | &
FRELZ (R, BESIEBEGEIL TDI &b
L CHTRVWME CTH 7220, Dialtt
B OPFRs (Z2WTIE, TD i IZHW\T
TDI LD#EA1TH G, bl e i T IR
ECHDHEEZ B,

3. TN EINERER

WINENGRER 2313545 OPFRs DE &AL
> SRM 70~ T L% X 1~18 D c)~e)lTR
Lic, WiEE =213 BiFRra~ T 5035
BTz,

OPFRs OWRIMENGRER DG RAZ TR 8 1TRL
oo BICERIINEIEHEILIC I E L, BRI
RN i B O PR ERR AL 0.994~1.000 O
FTHY, BIFIREMRENFLNTZ, OPFRs O
B 2R LY —F 2 (GPC+PSA #5HL) : 75~120

%, P—TF(GPC DH):72~109%, %Ak :59
~112% . 5 :56 ~134% CThH-71=, LK D
T35DMPPhP, 4=%.0> T35DMPPhP, TEHP %4
WT 70~120% DRI RGO, i R4F72
fER Loz, T OTRIMNEILEABR OO T
FEEE 1L, GPC+PSA ¥58L:0.4~6.5%. GPC D
:0.5~18% T 7=, PSA [EAR LT LM AR
m+2szkizk>T, —#® OPFRs (TDBPP,
EHDPhP X TEHP) IZ DWW CTHE o) B
oz,

Fo V)= T S AL DRI ERIL, Y—
2 (GPCH+PSA F5#) :52~96% , ¥ —F
(GPC D &) :4T~114% ., %A :69~96% ., 4HL
:61~90% CTh oz, BAMFOXAAF D
WIEFTIEEETARTA L IR EHENL TS
F A (40~ 120%) A5 & L7z,

4. BEBBELDO ST

=t LK, FHLL TD-1 BB LU 12 8%
ML EEREREE 9 (TR, TCEP &
Ko AR 1 BERXON 12 BE(X 2 ) ~i0) b,
TBP NEAKFBEIO 1 #H (X 8 1. g) b,
EHDPhP 728 12 #£ (X 13 1)) DA H FIRZH
T &=, TCEP (BB 25D F H 45
DEESN TS 9 TBP XN BREED DR A
KABATUIZHEH "bDHI 5, OPFRs (388
BB BRI ~EBITL TS AT BEME A RIS S
iz,

D. f&im

AL PSA EFHR =17 ML HFE R OB
Ki#lZ1T-o7- LT, OPFRs —F ik
T ERAEOHEE | WAL ERER A FEhE L 72,

PSA EAHI =17 M LDRERUZ OV TRFEIL
720 EORER, PSA [EFHA7 L1%, OPFRs &5
T HZ LRGN AEETHY , OPFRs O—FK 47
Wiklic@EBA e ThHoTz, 2. HEEL 2
OPFRs O FIRAEIZSUWTIL, TD FH&ICE
WCTDI ED kA1) E TRt chihts
2Bz,
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' ZK FIHAE RO TEINENGGER
AT o 4E B ok T35DMPPhP., 4= H D
T35DMPPhP, TEHP Z [\ T 72~120% D [E]Y
ORI, R BRAFefE &7 o7,

Y=t ZOK AL TD-1 B CKR KN
) BEOY 12 B (L FLELSL) 2 0 L7 2R
TCEP, TBP 33X EHDPhP 723 HH FRRA#E 2
THEHSL, OPFRs (XEBREE O/ ~EBAT
L CWAAIEE D RIB S U7,

Atk BEREREE O TD REO 5T E &
it DBRTIE, 2RI ST DM E N D
%o FRICHIEZ 2 <& LR MIZ OV T, i
PRI Z > Tl OPFRs Offi A R ELED
HIEBRERINDTD | S HriEOE YA RRGE
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E. &3

1) 7518, FEREZE, Sicco H. BRANDSMA,
Pim E.G. LEONARDS, i b3 UL g2
TV SREAAN O TE By AT IR OB %E & [E BRAR
H R EMEICKDMREE. &AL F
(2014)24(2),41-49.

2) van der Veen 1., de Boer J. Phosphorus flame

retardants: Properties, production,

environmental toxicity and
analysis. Chemosphere (2012) 88, 1119-1153.
3) He C., Zheng J., Qiao L., Chen S., Yang J.,
Yuan J.,

organophosphorus flame retardants in indoor

occurrence,

Yang Z., Mai B., Occurrence of

dust in multiple microenvironments of southern
China and implications for human exposure.
Chemosphere (2015) 133, 47-52.

4) RFPEE, &)1 B, @A RA ORI

TV AR AT IV RERAN D FEREIZ DN T,

& R A AE BRI v o ¥ — A (2017)
16, 57-59.

5) BIAE, W MEZE. VBRT AT VR HER
Fl G AT 1 D R & R I A AT 1 K 3kt
ELTeARIE O ARG RICOWT, R
BRAFAESR (2019) 64, 24-29.

6) Chen, M.Q., Gan, Z.W., Qu, B., Chen, S.B.,
Dai, Y.Y., Bao, X.M., Temporal and seasonal
variation and ecological risk evaluation of flame
retardants in seawater and sediments from
Bohai Bay near Tianjin, China during 2014 to
2017. Mar. Pollut. Bull. (2019) 146, 874-883.

7) Zheng, H.Y., Cai, M.H., Yang, C., Gao, Y.,
Chen, Z.Y., Liu, Y.G., Terrigenous export and
ocean currents’ diffusion of organophosphorus
flame retardants along China’s adjacent seas.
Environ. Pollut. (2022) 299, 118873.

8) Wang, Y., Sun, H.W., Zhu, H.K., Yao, Y.M.,
Chen, H., Ren, C., Wu, F.C., Kannan, K.,
Occurrence and distribution of

organophosphate flame retardants (OPFRs) in

soil and outdoor settled dust from a multi—

waste recycling area in China. Sci. Total
Environ. (2018) 625, 1056-1064.
YESEIEN, B NIRRT BALE T HHK

TE. ENICBIT LAY R EIRAI O R B
KO 7. B MRS (2019) 60,
159-167.

10) Kim J.-W., Isobe T., Muto M., Tue N.M.,
Katsura K., Malarvannan G., Sudaryanto A.,
Chang K.-H., Prudente M., Viet P.H.,
Takahashi S., Tanabe S., Organophosphorus
flame retardants (PFRs) in human breast milk
from several Asian countries.
Chemophere(2014) 116, 91-97.

11) Maddela N.R., Venkateswarlu K., Megharaj
M., Tris (2-chloroethyl)

pervasive flame retardant: critical perspective

phosphate, a

on its emissions into the environment and
human toxicity. Environ Sci Process Impacts
(2020) 22(9), 1809-1827.

12) Wang C., Chen H., Li H., Yu J., Wang X.,
Liu Y., Review of emerging contaminant tris
(1,3-dichloro—2-propyl)

Environmental

phosphate:

occurrence, exposure, and

risks to organisms and human health.

-257 -



Environment International (2020) 143,
105946.

13) BFn 4 4R AR G717 BOHE A A S
HiBh& REOLDMAHEET T FRER
BN LT A A% S A E Y 8
B O & DO FIERRFEDIZD DAFTE ] 77
AR gEH S E (F EE OB EEHE E I
SR BTk D BRASE 2B 3201 5E)

14) &0 5 4FEJRA T BT B A 2
B4 B OR S E e E g A
BT A A% S A E Y R
B O & DO FIERRFEDIZD DAFTE ] 77
AR sEH S E (5 EME OB EEHEE I
SR BTk D BRASE (2B 3201 5E)

15) JEA T EA EEE RN L EMERE
SRR ERA AT OF AT XL AN E S
EEEITART AL 7L 20 4 2 A 28
H, BZEHH 0228003 5.

16) AN 27, VHEF S B RERE . SREA
. HAGRERR, IR, R E R, K7
EAf AR B OPREMER, Hikou T, M
T, BRI, B 52 ssiE e AR
T&, miEmE—. VBT L RERAIC
FHENKEREG RO IR, HERR B
(2022) 27(3), 243-252.

F.AFIE3ERE
1. GO«
L

2. FRFER

1) Tamaki Sato, Kazuhiro Tobiishi, Tsuguhide
Hori, Tomoaki Tsutsumi. Simultaneous
Measurement Method for Organophosphate
Flame Retardants: Comparison of LC-MS/MS
and GC-MS/MS,
44th International Symposium on Halogenated
Persistent Organic Pollutants (2024.9)

2) ek BRLARCAFIOR, i mhoe, 2 REE &
fi POV R T ATV R EIRHAN O —FF Mk D
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1 oirxtgEL7- OPFRs

Compound name Abbreviation CAS RN Formula Log Pow Monoisotopic mass
Triethyl phosphate TEP 78-40-0 CeH;504P 0.80 182.0708
Tripropyl phosphate TPrP 513-08-6 CoH,,04P 1.87 2241178
Tributyl phosphate TBP 126-73-8 C,,H,,0,4P 4.00 266.1647
Tris(2-chloroethyl) phosphate TCEP 115-96-8 CeH,CLO4P 1.44 283.9539
Tris(1-chloro-2-propanyl) phosphate TCPP 13674-84-5 CoH,3CLO,4P 2.59 326.0008
Triphenyl phosphate TPhP 115-86-6 C,3H;50,4P 4.59 326.0708
2-ethylhexyl diphenyl phosphate EHDPhP 1241-94-7 C,0H,7,04P 5.73 362.1647
Tris(2-methylphenyl) phosphate ToTP 78-30-8 5.11

Tris(3-methylphenyl) phosphate TmTP 563-04-2 C,1Hy,04P 6.34 368.1177
Tris(4-methylphenyl) phosphate TpTP 78-32-0 6.34
Tris(2-butoxyethyl)phosphate TBEP 78-51-3 C,sH390,P 3.75 398.4718
Tris(3,5-dimethylphenyl)phosphate T35DMPhP 25155-23-1 Cy4H,,04P 7.98 410.1647
Tris(1,3-dichloro-2-propyl) phosphate TDCPP 13674-87-8 CoH,5ClO4P 3.65 427.8839
Tris(2-ethylhexyl)phosphate TEHP 78-42-2 C,4Hs5,04P 9.49 434.3525
Tris(2-isopropylphenyl)phosphate T2iPPhP 64532-95-2 9.07
Tris(3-isopropylphenyl)phosphate T3iPPhP 72668-27-0 C,7H3504P 8.30 452.2116
Tris(4-isopropylphenyl)phosphate T4iPPhP 26967-76-0 7.40
Tris(2,3-dibromopropyl)phosphate TDBPP 126-72-7 CoH; sBrgO,4P 4.29 691.5807
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# 2 GPC &1t

LC Pump SHIMADZU LC-20AD

Degasser SHIMADZU DGU-20A

Column Shodex CLNpak EV-2000 AC (20.0x300 mm, 16 pm)
+ EV-G AC (20.0x100 mm, 16 pm)

Column temperature 40 °C

Injection volume 2mL

Mobile phase Acetone:Cyclohexane(2:8)

Flow rate 5 mL/min
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# 3-1 LC-MS/MS Hl&E &4

LC conditions

LC
Column
Column temperature

Waters Acquity UPLC H-Class Plus Binary
Waters Acquity UPLC BEH C18 (2.1x100 mm, 1.7 pm)
40 °C

Injection volume 2 uL
A: Water

Mobile phase B: Methanol ‘ ‘ ' '
A/B :35/65(20 min) — 15 min—0/100 (6 min)— 0.1 min—
35/65 (3.9 min)

Flow rate 0.2 mL/min

MS condition

MS Waters Xevo TQ-XS

Ionization mode ESI-Positive

Scan type SRM

Desolvation temperature 400 °C

Capillary voltage 3.0kV
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# 3-2 MS/MS & (LC-MS/MS)

Target compounds Retention time Cone Voltage Transition Collision energy Surrogate
(min) \% m/z (eV)

183.2>127.0 12

TEP 1.7 16 183.2>98.9 16 TEP-d 5
183.2>155.0 8
285.0>98.9 24

TCEP 1.9 32 285.0>160.8 18 TCEP-d |,
285.0>222.9 14
327.0>98.9 24

TCPP 3.6 4 327.0>174.9 14 TPtP-d ,
327.0>80.8 58
225.3>98.9 18

TPrP 3.6 22 225.3>140.9 10 TPrP-d 5,
225.3>183.0 8
431.0>99.0 26

TDCPP 72 40 431.0>209.1 14 TDCPP-d |5
431.0>321.1 12
327.0>152.0 32

TPhP 7.5 36 327.0>251.0 28 TPhP-"C 4
327.0>214.9 26
698.5>99.0 34

TDBPP 10.1 50 698.5>299.0 20 TDCPP-d |5
698.5>200.9 38
267.1>98.8 18

TBP 12.2 30 267.1>154.9 10 TBP-d 5,
267.1>211.0 8
399.3>199.0 16

TBEP 17.1 34 399.3>142.9 18 TBEP-"Cq
399.3>82.9 18
369.2>165.0 44

ToTP 242 46 369.2>90.9 34 TBEP-"*C,
369.2>166.0 44
369.2>165.1 42

TmTP 25.4 24 369.2>90.9 34 TBEP-"C
369.2>243.0 28
369.2>165.0 44

TpTP 25.8 70 369.2>90.9 4 TBEP-'C
369.2>243.0 28
363.2>251.0 14

EHDPhP 28.1 22 363.2>152.8 32 TBEP-*C,
363.2>214.9 34
411.3>194.0 28

T35DMPhP 313 76 411.3>179.0 40 T4iPPhP-"C ¢
411.3>105.0 34
453.2>327.1 28

T2iPPhP 31.8 54 453.2>369.3 20 T4iPPhP-"C ¢
453.2>411.3 16
453.2>327.1 34

T3iPPhP 32.6 70 453.2>369.3 26 T4iPPhP-"C ¢
453.2>411.3 22
453.2>327.1 32

T4iPPhP 32.9 76 453.2>369.3 26 T4iPPhP-"C ¢
453.2>411.3 22
435.4>98.8 12

TEHP 35.2 26 435.4>71.0 12 T4iPPhP-"C ¢
435.4>211.0 8
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# 3-2 MS/MS %4 (LC-MS/MS) (m3%)

Labeled target compounds Retention time Cone Voltage Transition Collision energy
2 mp (min) \%) m/z 6%
198.2>102.0 16
TEP-d - " . -
- 198.2>134.1 12 leanup spike
>
R - 32 ;2;i>ig(2)(l) :;’2 Cleanup spike
246.3>102.0 18
TPrP-d 4 > 1 -
— ’ 246.3>150.1 12 Cleanup spike
446.1>102.0 2
TDCPP-d 6.9 40 o .
- 446.1>332.2 12 leanup spike
i 345251642 44 .
] 7.5 s - -
- 345.2>227.2 26 leanup spike
294.4>102.0 20
TBP-d 113 2 - -
- 294.4>230.4 10 leanup spike
) 405.4>303.3 12 ‘
] 17.1 43 . -
— 405.4>201.1 16 leanup spike
342.2>81.9 40
- ' -
— " “ 342.2>175.9 38 Syringe spike
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# 4 OPFRs @ PSA EAHI=UF7L20bLOBEH IR

(%)
Compounds Fraction 1 Fraction 2
TEP 97.9 0.2
TCEP 94.8 0.5
TPrP 94.2 0.1
TCPP 96.6 1.9
TDCPP 96.9 0.4
TPhP 99.7 0.4
TDBPP 99.5 0.1
TBP 101.0 0.3
TBEP 97.7 0.2
ToTP 100.1 0.0
TmTP 94.7 0.2
TpTP 105.1 0.1
EHDPhP 106.3 0.1
T35DMPhP 75.5 0.1
T2iPPhP 102.0 0.1
T3iPPhP 102.0 0.1
T4iPPhP 103.8 0.5
TEHP 91.3 0.1
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# 5 — REHTBITS PSA I=FE BT LHHOE I R

Internal Standard Method

Absolute Calibration Method

Compounds Recovery Recovery Matrix Standard
(%) (%) /Standard
TEP 83 79 1.01
TCEP 103 81 0.90
TPrP 96 93 1.02
TCPP 98 94 1.01
TDCPP 106 93 0.98
TPhP 105 95 1.00
TDBPP 104 91 0.97
TBP 99 97 1.03
TBEP 100 98 1.02
ToTP 96 94 1.02
TmTP 100 98 1.00
TpTP 96 95 0.97
EHDPHhP 96 94 0.98
T35DMPHP 102 82 0.87
T2iPPhP 98 79 0.79
T3iPPhP 85 68 0.69
T4iPPhP 101 81 0.78
TEHP 103 83 0.80
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# 6 OPFRs D& TRE

GPC GPC+PSA
Compounds Blank

ng/g ng/g
TEP O 0.9820 0.2171
TCEP O 0.2387 0.1865
TPrP 0.0023 0.0017
TCPP O 0.8793 0.7177
TDCPP O 0.1013 0.1028
TPhP 0.0747 0.1188
TDBPP 0.0038 0.0041
TBP O 0.0909 0.0717
TBEP O 0.0107 0.0082
ToTP 0.0128 0.0137
TmTP 0.0108 0.0098
TpTP 0.0065 0.0069
EHDPhP 0.0038 0.0037
T35DMPhP 0.0004 0.0004
T2iPPhP 0.0035 0.0028
T3iPPhP 0.0054 0.0069
T4iPPhP O 0.0177 0.0164
TEHP O 0.0081 0.0116
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#7 BRHTREMEYEEIZBITS OPFRs BIREORE

GPC+PSA

Compounds Intake* Intake* ol
% % (mg/kg/day)
(mg/kg/day) (mg/kg/day)
TEP 0.00004 0.004 0.00001 0.001 1.000
TCEP 0.00001 0.00002 0.000008 0.00002 0.022
TCPP 0.00004 0.0001 0.00003 0.0001 0.036
TDCPP 0.000005 0.000007 0.000005 0.000007 0.0153
TPhP 0.000003 0.00005 0.000005 0.00009 0.161
TBP 0.000004 0.000004 0.000003 0.000003 0.009
TBEP 0.0000005 0.0000007 0.0000004 0.0000006 0.015
ToTP 0.0000006 0.0000003 0.0000006 0.0000003 0.005
TmTP 0.0000005 0.0000002 0.0000004 0.0000002 0.005
TpTP 0.0000003 0.0000001 0.0000003 0.0000002 0.005

*Calculated based on body weight of 50 kg and daily intakes of 316.1 g (groupl), 151.5 g (group2),

31.0 g (group3), 10.6 g (group4), 60.4 g (groups), 85.6 g (groupb), 87.3 g (group?), 194.0 g (groups),
665.5 g (group9), 58.2 g (group10), 145.7 g (groupl 1), 119.1 g (group12), 65.3 g (group13) and

250 g (group14)
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% 8 OPFRs D ¥s /0 [a] X 7R BR g R

Salmon(GPC+PSA) Salmon (GPC) Brown rice milk
Compounds Re(c;)v)ery %RSD* Re(c;v)ery %RSD* Re(c;)v)ery Re(c;v)ery
TEP 98 0.4 9% 1.7 107 107
TCEP 9% 1.2 94 1.4 105 107
TPrP 95 1.1 97 0.8 105 105
TCPP 98 1.6 83 1.9 106 106
TDCPP 101 0.6 102 3.1 112 107
TPhP 95 1.2 94 1.7 104 105
TDBPP 106 6.6 109 15.8 78 104
TBP 9% 0.6 95 0.5 107 107
TBEP 97 0.5 95 0.8 102 107
ToTP 90 53 81 0.5 100 104
TmTP 88 4.0 81 2.7 98 105
TpTP 90 3.1 81 9.6 106 109
EHDPhP 112 4.1 72 17.8 9% 102
T35DMPhP 120 3.6 95 1.8 59 134
T2iPPhP 104 4.0 83 5.7 82 114
T3iPPhP 97 5.9 88 8.9 95 112
T4iPPhP 96 1.1 95 4.4 101 107
TEHP 75 43 75 12.5 89 56
TEP-d | 73 4.4 87 10.0 72 72
TCEP-d , 69 7.5 47 25 69 84
TPrP-d 5, 90 1.7 106 10.6 92 90
TDCPP-d 5 80 5.2 58 6.0 75 89
TPhP-1C g 91 1.3 94 33 88 88
TBP-d ,; 92 2.3 110 8.4 95 90
TBEP-"C 96 3.1 114 8.4 96 90
T4iPPhP-"C,, 52 12.9 50 13.4 71 61
*n=3
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#9 BRERBOIITHER

(ng/g)

Compounds Salmon Brownrice Mik  TD-Groupl  TD-Groupl2

(GPC+PSA) (GPC) (GPC) (GPC) (GPC)
TEP <LOD <LOD <LOD <LOD <LOD
TCEP <LOD 0.35 0.30 0.35 0.45
TPrP <LOD <LOD <LOD <LOD <LOD
TCPP <LOD <LOD <LOD <LOD <LOD
TDCPP <LOD <LOD <LOD <LOD <LOD
TPhP <LOD <LOD <LOD <LOD <LOD
TDBPP <LOD <LOD <LOD <LOD <LOD
TBP <LOD 0.50 <LOD 0.10 <LOD
TBEP <LOD <LOD <LOD <LOD <LOD
ToTP <LOD <LOD <LOD <LOD <LOD
TmTP <LOD <LOD <LOD <LOD <LOD
TpTP <LOD <LOD <LOD <LOD <LOD
EHDPhHP <LOD <LOD <LOD <LOD 0.07
T35DMPhP <LOD <LOD <LOD <LOD <LOD
T2iPPhP <LOD <LOD <LOD <LOD <LOD
T3iPPhP <LOD <LOD <LOD <LOD <LOD
T4iPPhP <LOD <LOD <LOD <LOD <LOD
TEHP <LOD <LOD <LOD <LOD <LOD

<LOD:Under the limit of detection
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b)

d)

STD5ppb

20250124_OPFR_30 1: MRM of 3 Channels ES+
1.69 183.23 > 126.989 (TEP)
6.36e7
LIS
0\““\““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00
BL6+PSA
20250124_OPFR_29 1: MRM of 3 Channels ES+
2.09 183.23 > 126.989 (TEP)
1.67 4.95e5
m X
4\““\““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time

-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00

salmon SP1_PSA

20250108_OPFR_46 1: MRM of 3 Channels ES+
1.69 183.23 > 126.989 (TEP)

4.11e7
LIS
0
0

A A R N A U U T D T L I B ““\Time
-0.00 0.50 1.00 1.5 2.00 2.50 3.00 3.50 4.00 4.50 5.00

genmai SP

20250207_OPFR_26 1: MRM of 3 Channels ES+
1.69 183.23 > 126.989 (TEP)

3.45e7
LIPS
0 ——r—
0 2

A A R A U U T D L R I B B ““\Time
-0.00 0.50 1.00 1.5 .00 2.50 3.00 3.50 4.00 4.50 5.00

milk SP
20250207_OPFR_29 1: MRM of 3 Channels ES+
1.69 183.23 > 126.989 (TEP)
3.60e7
B R
0\““\““\““ HELR L R HL R B A I L R I L L B I B ““\Time

-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00

X 1 TEP ® SRM Zu<h7F A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
o) FRMEI R (B —F)
d) AN ENR R (Z22K)
e) IR NN ERE (4F%L)
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b)

d)

STD5ppb
20250124 _OPFR_30 6: MRM of 3 Channels ES+
284.986 > 98.875 (TCEP)
8.74e6

0 T
2000 050 100 150

T e e e 1ime
2.50 3.00 3.50 4.00 4.50 5.00

BL6+PSA
20250124_OPFR_29 6: MRM of 3 Channels ES+
284.986 > 98.875 (TCEP)

1.09e5

LIS

12
-0.00 0.50 1.0

1
1.20
T R R N R H“\Tirne
0 2.50 3.00 3.50 4.00 4.50 5.00
salmon SP1_PSA
20250108_OPFR_46 6: MRM of 3 Channels ES+
284.986 > 98.875 (TCEP)
5.26e6

LIS

0\““\““\““ TTTTTT T T
-0.00 0.50 1.00

R A N A e e ““\Time
2.50 3.00 3.50 4.00 4.50 5.00

1
1
genmai SP
6: MRM of 3 Channels ES+

1.83
2.00
1.85
48
T T T
.50 2.00
1.85
J\ —
.50 2.00
20250207 _OPFR_26
1.85 284.986 > 98.875 (TCEP)
4.95e6
LIS
0 RN
2.00
1.85
/L
2.00

A A A R A e e ““\Time
-0.00 0.50 1.00 1.50 2.50 3.00 3.50 4.00 4.50 5.00

milk SP
20250207_OPFR_29 6: MRM of 3 Channels ES+
284.986 > 98.875 (TCEP)

6.57e6

T e e Time

2000 050 100 150 250 | 300 350 400 450 500

X 2 TCEP ® SRM Zua<=hr/ A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
o) FRMEN R (P —F)
OSIENEVEIESS)
e) IR NN ERE (4F%L)
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g)

h)

group1

20250207_OPFR_21 6: MRM of 3 Channels ES+
1.83 284.986 > 98.875 (TCEP)
1.72e5
LIS
1.21
10\““\““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00
genmai
20250207_OPFR_22 6: MRM of 3 Channels ES+
1.85 284.986 > 98.875 (TCEP)
1.68e5
S 1.281.40
"M T o o o e Time
-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00
group12
20250207_OPFR_23 6: MRM of 3 Channels ES+
1.85 284.986 > 98.875 (TCEP)
1.38 2.01e5
o 1.2
m s 1.51
6\““\““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00
milk
20250207_OPFR_24 6: MRM of 3 Channels ES+
1.85 284.986 > 98.875 (TCEP)
1.36 1.73e5
B 1.25
1.50
8\““\““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time

-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00

X 2 TCEP ® SRM Zua<hr/J 5 (D3%)
)tk (1 &)
)ik (X 2K)
h)aBF (12 #)
Dl (430)
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b)

d)

STD5ppb

20250124 _OPFR_30 3: MRM of 3 Channels ES+
3.56 225.277 > 98.888 (TPrP)
6.87e7
B X
0\““ L L L L L L L L R L L L D L L L B L ““\Time
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00
BL6+PSA
20250124_OPFR_29 3: MRM of 3 Channels ES+
225.277 > 98.888 (TPrP)
2.71e4
B X
e lime

5.00 5.50 6.00

salmon SP1_PSA

20250108_OPFR_46 3: MRM of 3 Channels ES+
3.58 225.277 > 98.888 (TPrP)
5.13e7
LIS
0\““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00
genmai SP
20250207_OPFR_26 3: MRM of 3 Channels ES+
3.57 225.277 > 98.888 (TPrP)
4.94e7
LIS
0\““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00
milk SP
20250207_OPFR_29 3: MRM of 3 Channels ES+
3.57 225.277 > 98.888 (TPrP)
5.22e7
LIS
0\““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00

X 3 TPrP @ SRM Zu<hJ/J A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
o) FRMEN R (P —F)
OSIENEVEIESS)
e) IR NN ERE (4F%L)
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b)

d)

STD5ppb
20250124 _OPFR_30 9: MRM of 3 Channels ES+
327.033 > 98.81 (TCPP)

3.54
1.91e7
m X
0 \
1

AR A R D U U U I DL L U L I L B ““\Time
.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00

BL6+PSA
20250124 _OPFR_29 9: MRM of 3 Channels ES+
3.51 327.033 > 98.81 (TCPP)
4.58e5
LIS
10\““ L L B L L L B U L L L L L L ““\Time

1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00

salmon SP1_PSA

20250108_OPFR_46 9: MRM of 3 Channels ES+
3.57 327.033 > 98.81 (TCPP)
1.40e7
LIS
0\““ L I L L B L L L R L L L D L L L B L ““\Time
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00
genmai SP
20250207_OPFR_26 9: MRM of 3 Channels ES+
3.56 327.033 > 98.81 (TCPP)
1.45e7
LIS
I

1\““ LR L B L B L L LA L L R HLL L L L B AL L B ““\Time
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00

milk SP
20250207_OPFR_29 9: MRM of 3 Channels ES+
3.55 327.033 > 98.81 (TCPP)
1.49e7
LIS
1\““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00

X 4 TCPP @ SRM Zu<h/F A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
o) FRMEN R (P —F)
OSIENEVEIESS)
e) IR NN ERE (4F%L)
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b)

d)

STD5ppb

20250124_OPFR_30 20: MRM of 3 Channels ES+
713 431.04 > 98.969 (TDCPP)
4.20e6
B R
O 1T T T T T T T T T [ime
5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00
BL6+PSA
20250124_OPFR_29 20: MRM of 3 Channels ES+
431.04 > 98.969 (TDCPP)
3.36e4
B R
19 1 T [ime
5.00 5.50 9.00 9.50 10.00

salmon SP1_PSA

20250108_OPFR_46 20: MRM of 3 Channels ES+
7.20 431.04 > 98.969 (TDCPP)
3.22e6

LIS

0\““ R L L U L L I IR B EE L L LR B L IR I ““\““\““\Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00

genmai SP
20250207_OPFR_26 20: MRM of 3 Channels ES+
717 431.04 > 98.969 (TDCPP)
2.87e6
LS

0\““ LR L L L L L B I B L B L B L IR I ““\““\““\Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00

milk SP
20250207_OPFR_29 20: MRM of 3 Channels ES+
717 431.04 > 98.969 (TDCPP)
3.25e6
LIS

0\““ HE L R AU R L I IR R EE L B L B EL L R I ““\““\““\Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00

X 5 TDCPP ® SRM 7a<=hrJ/J L
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
o) FRMEN R (P —F)
OSIENEVEIESS)
e) IR NN ERE (4F%L)
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b)

d)

STD5ppb
20250124 _OPFR_30

10: MRM of 3 Channels ES+

7.52 327.039 > 152.033 (TPP)
5.68e6
LIS
1\““““\““““\““““\““““\““““\““““\““““\““““\““““\““\““\Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00
BL6+PSA
20250124_OPFR_29 10: MRM of 3 Channels ES+
8.37 327.039 > 152.033 (TPP)
8.22 8.27¢e4
8.15
IS 6.99 7177.297.40 7,93 8.02
57 IBRRAR R T T AR B AR e Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00
salmon SP1_PSA
20250108_OPFR_46 10: MRM of 3 Channels ES+
7.57 327.039 > 152.033 (TPP)
4.74e6
LIPS
1T T T T B EAR T [ime
5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00
genmai SP
20250207_OPFR_26 10: MRM of 3 Channels ES+
7.51 327.039 > 152.033 (TPP)
4.36e6
LIPS
1\““““\““““\““““\““““\““““\““““\““““\“‘ rrrTTT ““\““\““\Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00
milk SP
20250207_OPFR_29 10: MRM of 3 Channels ES+
7.51 327.039 > 152.033 (TPP)
4.68e6
LIS
1 IR B I A T T T T IR e Time
5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00

X 6 TPhP ® SRM Zu<hs I A

a)fE MEYRE (5 ng/mL)

b)7 7 75k (GPC+PSA)
) BIME G (P —F )

AN ED AR (Z0K)
e) UL BB (4-3L)
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b)

d)

STD5ppb

20250124_OPFR_30 27: MRM of 3 Channels ES+
100 10.08 698.666 > 98.967 (TDBPP)
1.02e6
LIS
o T e T [ime
7.50 8.00 8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00 12.50
BL6+PSA
20250124_OPFR_29 27: MRM of 3 Channels ES+
10.80 698.666 > 98.967 (TDBPP)
100
456
B R
O\HH L L L L L L L L B Time
7.50 8.00 8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00 12.50

salmon SP1_PSA

20250108_OPFR_46 27: MRM of 3 Channels ES+
100 10.18 698.666 > 98.967 (TDBPP)
8.21e5
LIS
O+ T T T e e e [ime
7.50 8.00 8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00 12.50
genmai SP
20250207_OPFR_26 27: MRM of 3 Channels ES+
100 10.13 698.666 > 98.967 (TDBPP)
5.80e5
LIS
O T T T T T e T [ime
7.50 8.00 8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00 12.50
milk SP
20250207_OPFR_29 27: MRM of 3 Channels ES+
100 10.10 698.666 > 98.967 (TDBPP)
8.20e5
LIS
0\““ L R R L L I ““\““\““\““\‘“‘\““\““\‘“‘\““\“"\““\““\““\Time
7.50 8.00 8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00 12.50

X 7 TDBPP ® SRM Zu<hr75 A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
o) FRMEN R (P —F)
OSIENEVEIESS)
e) IR NN ERE (4F%L)

-277 -



b)

d)

STD5ppb
20250124 _OPFR_30

5: MRM of 3 Channels ES+

12.18 267.133 > 98.819 (TBP)
2.48e7
LIS
0\““\““\““\‘“‘\““\“"\““\““\“"\““\““\‘“‘\““\““\‘“‘\““\“"\““\““\““\Time
10.00 10.50 11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50 15.00
BL6+PSA

20250124_OPFR_29

5: MRM of 3 Channels ES+

12.18 267.133 > 98.819 (TBP)
6.59¢e4
TN 12.38
12.01
10.94 1113 1144 12,63 12851314 4340
18 e e e e e o R e e e [ime
10.00 10.50 11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50 15.00
salmon SP1_PSA
20250108_OPFR_46 5: MRM of 3 Channels ES+
12.29 267.133 > 98.819 (TBP)
1.96e7
LIS
0 ——r— T e e T e e [ime
10.00 10.50 11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50 15.00
genmai SP
20250207_OPFR_26 5: MRM of 3 Channels ES+
12.22 267.133 > 98.819 (TBP)
1.90e7
LIS
O T e T T e e ) [ime
10.00 10.50 11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50 15.00
milk SP
20250207_OPFR_29 5: MRM of 3 Channels ES+
12.19 267.133 > 98.819 (TBP)
1.95e7
LIPS
0\‘“‘\““\““\‘“‘\““\““\““\““\“"\““\““\‘“‘\““\““\‘“‘\““\““\““\““\“"\Time
10.00 10.50 11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50 15.00

X 8 TBP ® SRM Zu<=hr7 55
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
o) FRMEN R (P —F)
OSIENEVEIESS)
e) IR NN ERE (4F%L)
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group1

20250207_OPFR_21 5: MRM of 3 Channels ES+
12.20 267.133 > 98.819 (TBP)
2.25e5
m X
S e T e T T e T T T T T T R e e e e e ) [ime
10.00 10.50 11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50 15.00
genmai
g 20250207_OPFR_22 5: MRM of 3 Channels ES+
12.20 267.133 > 98.819 (TBP)
5.66e5
LSS
2 e T T T T T [T [ T T e T T e 1ime
10.00 10.50 11.00 11.50 12.00 12.50 13.00 13.50 14.00 14.50 15.00

X 8 TBP ® SRM Zr<hrF S A (D3%)
£FEF (1 )
gk (Z2K)
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b)

d)

STD5ppb

20250124_OPFR_30 17: MRM of 3 Channels ES+
17.08 399.275 > 199.009 (TBEP)
3.01e6
B R
ofbm—mm—m—m——— 77— T [ime
14.00 15.00 16.00 17.00 18.00 19.00 20.00
BL6+PSA
20250124_OPFR_29 17: MRM of 3 Channels ES+
17.02_17.17 399.275 > 199.009 (TBEP)
16.95 17.22 1.03e4

16.00 16.50 16.63 18.95 19.16 19.28

15.12
67— 1 [ime
14.00 15.00 16.00 17.00 18.00 19.00 20.00

salmon SP1_PSA
20250108_OPFR_46 17: MRM of 3 Channels ES+
17.22 399.275 > 199.009 (TBEP)
2.45e6
LIS
o7 T 7 [ime
14.00 15.00 16.00 17.00 18.00 19.00 20.00
genmai SP
20250207_OPFR_26 17: MRM of 3 Channels ES+
17.10 399.275 > 199.009 (TBEP)
2.36e6
LIS
o777 T 71— [ime
14.00 15.00 16.00 17.00 18.00 19.00 20.00
milk SP
20250207_OPFR_29 17: MRM of 3 Channels ES+
17.13 399.275 > 199.009 (TBEP)
2.39e6
LIS
0\““““\““““\““““\““\““\““““\““““\Time
14.00 15.00 16.00 17.00 18.00 19.00 20.00

X 9 TBEP ® SRM Zua=hr7 5
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
o) FRMEN R (P —F)
OSIENEVEIESS)
e) IR NN ERE (4F%L)
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b)

d)

STD5ppb

20250124_OPFR_30 15: MRM of 3 Channels ES+
2536 25.75 369.15 > 165.04 (TOTP)
3 5.24e6
24.15
B R
of——— T~ T T T [ime
21.00 22.00 23.00 24.00 25.00 26.00 27.00
BL6+PSA
20250124_OPFR_29 15: MRM of 3 Channels ES+
25.51 369.15 > 165.04 (TOTP)

6.68e3

B 2 22062260 i 24.11 24432453 26.75 26.90

v 77— T [IMme
21.00 22.00 23.00 24.00 25.00 26.00 27.00
salmon SP1_PSA
20250108_OPFR_46 15: MRM of 3 Channels ES+
25.43 25.80369.15 > 165.04 (TOTP)
4.33e6
24.25
LIS
oOF————7———7 77— T [ime
21.00 22.00 23.00 24.00 25.00 26.00 27.00
genmai SP
20250207_OPFR_26 15: MRM of 3 Channels ES+
2536 25.75 369.15 > 165.04 (TOTP)
3.80e6
24.16
LIS
o7 T T T 1 [ime
21.00 22.00 23.00 24.00 25.00 26.00 27.00
milk SP
20250207_OPFR_29 15: MRM of 3 Channels ES+
25.38 29.75 369.15 > 165.04 (TOTP)
4.05e6
24.15
LIS
0\““““\““““\““\““\““\““\““““\““““\Time
21.00 22.00 23.00 24.00 25.00 26.00 27.00

X 10 ToTP ® SRM Za<hrJJ 2
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
o) FRMEN R (P —F)
OSIENEVEIESS)
e) IR NN ERE (4F%L)
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b)

d)

STD5ppb
20250124 _OPFR_30

14: MRM of 3 Channels ES+

25.74 369.15 > 165.104 (TMTP)
2534 4.9066
24.12
B X
0 F— LN B T L U A T T T —— Time
22.00 23.00 24.00 25.00 26.00 27.00 28.00
BL6+PSA
20250124 _OPFR_29 14: MRM of 3 Channels ES+
25.56 369.15 > 165.104 (TMTP)
25.41 7.73e3
23.59 25.30
m 2] 2226 2277 23.37 499924 07
& 23.22 24.59 24 97 26.86
19— L I R UL AL T T UL —— Time
22.00 23.00 24.00 25.00 26.00 27.00 28.00
salmon SP1_PSA
20250108_OPFR_46 14: MRM of 3 Channels ES+
25.81 369.15 > 165.104 (TMTP)
2542 4.24e6
24.26
B X
0 F— LN B L A L A A A I —— Time
22.00 23.00 24.00 25.00 26.00 27.00 28.00
genmai SP
20250207 _OPFR_26 14: MRM of 3 Channels ES+
2536 25.76 369.15 > 165.104 (TMTP)
3.50e6
2417
LIPS
0 = LN B LA T L A RSN B I —— Time
22.00 23.00 24.00 25.00 26.00 27.00 28.00
milk SP
20250207_OPFR_29 14: MRM of 3 Channels ES+
2536 25.76 369.15 > 165.104 (TMTP)
3.73e6
24.16
B X
0\““ T T T T I e R L “\Time
22.00 23.00 24.00 25.00 26.00 27.00 28.00

X 11 TmTP @ SRM Zu<hr7"F .

a)FE HEYA I (5 ng/mL)

b)7 7 75k (GPC+PSA)
oy B GG (F—F )
d) AN EN R (Z02K)

e) IR AN ENN FBE (4F-%L)
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b)

d)

STD5ppb
20250124 _OPFR_30

16: MRM of 3 Channels ES+

25.35 25.74 369.15 > 165.04 (TPTP)
5.02e6
24.12
LIS
OF———T——~ 71— 77— T T T ——— 7 [ime
23.00 24.00 25.00 26.00 27.00 28.00 29.00
BL6+PSA
20250124_OPFR_29 16: MRM of 3 Channels ES+
25.54 369.15 > 165.04 (TPTP)
5.34e3
u
23.82 24.50.24.6
b7 T ] IR ) [ime
23.00 24.00 25.00 26.00 27.00 28.00 29.00
salmon SP1_PSA
20250108_OPFR_46 16: MRM of 3 Channels ES+
054 25:80 369.15 > 165.04 (TPTP)
- 4.26e6
24.25
LIS
0 F— UV R UL IR T [ime
23.00 24.00 25.00 26.00 27.00 28.00 29.00
genmai SP
20250207_OPFR_26 16: MRM of 3 Channels ES+
2537 25.75 369.15 > 165.04 (TPTP)
3.81e6
2415
LIS
O 7] T T ) [ime
23.00 24.00 25.00 26.00 27.00 28.00 29.00
milk SP
20250207_OPFR_29 16: MRM of 3 Channels ES+
2537 25.74 369.15 > 165.04 (TPTP)
3.91e6
24.18
LIS
O 5 e e B B e B B A B o [ime
23.00 24.00 25.00 26.00 27.00 28.00 29.00

X 12 TpTP ® SRM Zu<hJ7 F A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
oy B GG (F—F )
d) AN EN R (Z02K)
e) IR AN ENN FBE (4F-%L)
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b)

d)

STD5ppb
20250124 _OPFR_30

13: MRM of 3 Channels ES+

28.12 363.197 > 250.982 (EHDP)
5.31e6
LIPS
0 T T T e T e T o e [ime
26.00 26.50 27.00 27.50 28.00 28.50 29.00 29.50 30.00 30.50 31.00
BL6+PSA
20250124_OPFR_29 13: MRM of 3 Channels ES+
28.82 363.197 > 250.982 (EHDP)
2.90e5
LS
07— T e e e e [ime
26.00 26.50 27.00 27.50 28.00 28.50 29.00 29.50 30.00 30.50 31.00
salmon SP1_PSA
20250108_OPFR_46 13: MRM of 3 Channels ES+
28.15 363.197 > 250.982 (EHDP)
3.87e6
LIS
0 T e e T e T o e 1ime
26.00 26.50 27.00 27.50 28.00 28.50 29.00 29.50 30.00 30.50 31.00
genmai SP
20250207_OPFR_26 13: MRM of 3 Channels ES+
28.12 363.197 > 250.982 (EHDP)
3.58e6
LS
O T e e T T e [ime
26.00 26.50 27.00 27.50 28.00 28.50 29.00 29.50 30.00 30.50 31.00
milk SP
20250207_OPFR_29 13: MRM of 3 Channels ES+
28.12 363.197 > 250.982 (EHDP)
3.90e6
LIS
0\‘“‘\““\““\‘“‘\““\“"\““\““\“"\““\““\““\““\““\““\““\“"\““\““\““\Time
26.00 26.50 27.00 27.50 28.00 28.50 29.00 29.50 30.00 30.50 31.00

X 13 EHDPhP ® SRM Zua~<h7'F A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
oy B GG (F—F )
d) AN EN R (Z02K)
e) IR AN ENN FBE (4F-%L)
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f)

group12

20250207_OPFR_23 13: MRM of 3 Channels ES+
28.82 363.197 > 250.982 (EHDP)
1.08e5
B R
1 e T T e e [ime
26.00 26.50 27.00 27.50 28.00 28.50 29.00 29.50 30.00 30.50 31.00

X| 13 EHDPhP ® SRM Z7u< k7 F A (D3%)
fFkF (12 )
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b)

d)

STD5ppb
20250124 _OPFR_30

19: MRM of 3 Channels ES+

100 31.28 411.324 > 194.048 (T35DMPP)
7.07e6
LIS
O0+— U A AL D R D AR —— Time
30.00 30.50 31.00 31.50 32.00 32.50 33.00
BL6+PSA
20250124_OPFR_29 19: MRM of 3 Channels ES+
411.324 > 194.048 (T35DMPP)
100 429
32.32
LIS
30.53 31_9/2\73\1/.<)7 32.20
OM'\M I L B R —— Time
30.00 30.50 32.00 32.50 33.00
salmon SP1_PSA
20250108_OPFR_46 19: MRM of 3 Channels ES+
100 31.32 411.324 > 194.048 (T35DMPP)
4.90e6
LIS
O+— B L L B A I AL T T —— Time
30.00 30.50 31.00 31.50 32.00 32.50 33.00
genmai SP
20250207_OPFR_26 19: MRM of 3 Channels ES+
100 31.27 411.324 > 194.048 (T35DMPP)
2.68e6
LIS
O U A L A T T —— Time
30.00 30.50 31.00 31.50 32.00 32.50 33.00
milk SP
20250207_OPFR_29 19: MRM of 3 Channels ES+
100 31.28 411.324 > 194.048 (T35DMPP)
4.94e6
LIS
0\““ N T T T T T T T T T T T L “\Time
30.00 30.50 31.00 31.50 32.00 32.50 33.00

X 14 T35DMPhP ® SRM Zu<hr/F A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
oy B GG (F—F )
d) AN EN R (Z02K)
e) IR AN ENN FBE (4F-%L)
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b)

d)

STD5ppb

20250124_OPFR_30 23: MRM of 3 Channels ES+
31.82 453.18 > 327.141 (T2iPPP)
2.05e7
B X 3258 32.86
O T e e [ime
30.00 30.50 31.00 31.50 32.00 32.50 33.00 33.50 34.00
BL6+PSA
20250124_OPFR_29 23: MRM of 3 Channels ES+
32.86 453.18 > 327.141 (T2iPPP)
9.61e3
TN
5\““““\““““\““““\““““\““““\““““\““““\““““\Time
30.00 30.50 31.00 31.50 32.00 32.50 33.00 33.50 34.00
salmon SP1_PSA
20250108_OPFR_46 23: MRM of 3 Channels ES+
31.84 453.18 > 327.141 (T2iPPP)
1.25e7
LIPS 3062 32.88
O T T S e o [ime
30.00 30.50 31.00 31.50 32.00 32.50 33.00 33.50 34.00
genmai SP
20250207_OPFR_26 23: MRM of 3 Channels ES+
31.82 453.18 > 327.141 (T2iPPP)
8.77¢e6
32.86
e 32.59
0\““““\““““\““““\““““\““““\““““\““““\““““\Time
30.00 30.50 31.00 31.50 32.00 32.50 33.00 33.50 34.00
milk SP
20250207_OPFR_29 23: MRM of 3 Channels ES+
31.82 453.18 > 327.141 (T2iPPP)
1.20e7
B X 32.59 32.86
0\““““\““““\““““\““““\““““\““\““\““““\““““\Time
30.0 30.50 31.00 31.50 32.00 32.50 33.00 33.50 34.00

X 15 T2iPPhP ® SRM Zu~<h7'F A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
oy B GG (F—F )
d) AN EN R (Z02K)
e) IR AN ENN FBE (4F-%L)
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b)

d)

STD5ppb
20250124 _OPFR_30

24: MRM of 3 Channels ES+

31.81 3258 32.87 453.18 > 327.141 (T3iPPP)
1.60e7
LIS
0\““““\““ L L L UL B L R R L L DL UL L “‘\Time
30.50 31.00 31.50 32.00 32.50 33.00 33.50 34.00 34.50
BL6+PSA
20250124_OPFR_29 24: MRM of 3 Channels ES+
32.85 453.18 > 327.141 (T3iPPP)
1.91e4
m X
3181 %1 35
2 A LA B A B LA B SR T T — Time
30.50 31.00 31.50 32.00 32.50 33.00 33.50 34.00 34.50
salmon SP1_PSA
20250108_OPFR_46 24: MRM of 3 Channels ES+
31.84 453.18 > 327.141 (T3iPPP)
32,61 32.88 9.93e6
. M
0 F—— A LA AN B T T T UL R R —— Time
30.50 31.00 31.50 32.00 32.50 33.00 33.50 34.00 34.50
genmai SP
20250207_OPFR_26 24: MRM of 3 Channels ES+
3260 3287 453.18 > 327.141 (T3iPPP)
31.81 i 8.76e6
LIPS
0\““““\““ T T T T T T T L L L L L B UL L “‘\Time
30.50 31.00 31.50 32.00 32.50 33.00 33.50 34.00 34.50
milk SP
20250207_OPFR_29 24: MRM of 3 Channels ES+
31.83 3258 453.18 > 327.141 (T3iPPP)
o 3287 9.25¢6
0\““““\““ R R N D TTTpTTrTT T T T rrrT T T T “‘\Time
30.5 31.00 31.50 32.00 32.50 33.00 33.50 34.00 34.50

X 16 T3iPPhP ® SRM Zu~<h7'F A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
oy B GG (F—F )
d) AN EN R (Z02K)
e) IR AN ENN FBE (4F-%L)
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b)

d)

STD5ppb
20250124 _OPFR_30

25: MRM of 3 Channels ES+

31.81 32.59 3286 453.18 > 327.141 (T4iPPP)
1.47e7
LIS
0\““““\““““\““““\““““\““ R “‘\Time
31.00 31.50 32.00 32.50 33.00 33.50 34.00 34.50 35.00
BL6+PSA
20250124_OPFR_29 25: MRM of 3 Channels ES+
32.87 453.18 > 327.141 (T4iPPP)
1.49¢e4
LIS
1\““ R R e I “‘\Time
31.00 31.50 32.00 32.50 33.00 33.50 34.00 34.50 35.00
salmon SP1_PSA
20250108_OPFR_46 25: MRM of 3 Channels ES+
31.85 3261 3087 453.18 > 327.141 (T4iPPP)
' 8.45e6
LIS
0\““ R R e R “‘\Time
31.00 31.50 32.00 32.50 33.00 33.50 34.00 34.50 35.00
genmai SP
20250207_OPFR_26 25: MRM of 3 Channels ES+
3059 32.86 453.18 > 327.141 (T4iPPP)
31.81 8.06e6
LS
0\““““\““““\““““\““““\““ I “‘\Time
31.00 31.50 32.00 32.50 33.00 33.50 34.00 34.50 35.00
milk SP
20250207_OPFR_29 25: MRM of 3 Channels ES+
31.81 3259 32.87 453.18 > 327.141 (T4iPPP)
8.15e6
LIS
0\““““\““““\““““\““““\““ T T T T T T T T T T T “‘\Time
31.0 31.50 32.00 32.50 33.00 33.50 34.00 34.50 35.00

X 17 T4iPPhP ® SRM Zu~<h7'F A
a)FE HEYA I (5 ng/mL)
b)7 7 75k (GPC+PSA)
oy B GG (F—F )
d) AN EN R (Z02K)
e) IR AN ENN FBE (4F-%L)
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b)

d)

STD5ppb
20250124 _OPFR_30

21: MRM of 3 Channels ES+

35.23 435.38 > 98.81 (TEHP)
1.60e7
LIS
OF———T1——— 17— T [ime
34.00 34.50 35.00 35.50 36.00 36.50 37.00
BL6+PSA
20250124_OPFR_29 21: MRM of 3 Channels ES+
35.25 435.38 > 98.81 (TEHP)
7.16e3
m X
4 " IR L R e ) [ime
34.00 34.50 35.00 35.50 36.00 36.50 37.00
salmon SP1_PSA
20250108_OPFR_46 21: MRM of 3 Channels ES+
35.23 435.38 > 98.81 (TEHP)
6.91e6
LIS
OF———T——— 71— 71— T T [ime
34.00 34.50 35.00 35.50 36.00 36.50 37.00
genmai SP
20250207_OPFR_26 21: MRM of 3 Channels ES+
35.23 435.38 > 98.81 (TEHP)
7.97¢e6
LIS
o777 T [ime
34.00 34.50 35.00 35.50 36.00 36.50 37.00
milk SP
20250207_OPFR_29 21: MRM of 3 Channels ES+
35.23 435.38 > 98.81 (TEHP)
4.44e6
LIS
0\““““\““““\““\““\““\ “\““““\““““\Time
34.00 34.50 35.00 35.50 36.00 36.50 37.00

X 18 TEHP ® SRM 7u<hr/J L
a)E MEE IR (5 ng/mL)
b)7 7 75k (GPC+PSA)
o) IRANENR R (F—F)
d) AN ENR R (Z22K)
ey EI EEE (4-30)
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