L. oA ge s &
(3) A EWHE O BEHEE (ML Z R HTIED B FE B 205
(3-1) GC-MS/MS Z W= & i P O F A AT U FH 3 AT DG



THSEREEAEFTBITERHEREFREMBE (RADOTEMHRIEENIEER)

BAEN LI A SRHEA FEWE B O &€ O FIERR R D720 DHF5E

Sy B FE R

(3) A HE W E O FEBURAEE |2 L B STk O BRI BT DR 52
(3-1) GC-MS/MS Z W= Rt R DX A A 2 AR T O

IS R S (SRS AVACSE SN Y CRa st S e

H

MEEE

GC-MS/MSZ W& S OX AAF 2 PG HT OGS L T AREEIIGC-MS/MSOHIE
SRR L BT, B OX A4 ST ORI A2 FEE L 7o, A A PROHIICK
DIEE DR TR 52 L2 IFFL T, FEFEE O GC-MS/MSHIE SR D Iy va i &k DY
AFPRREFELE R LT, Flo, X AT F RN A RIFIZ0BECE28912, DB-5ms ULl
FIZONWTUIFIRFEMICONWTHE T LTz, 2B U7HIE SR K05 St AR R IR &
U7 B ARG EEAR 2 (RRF) OSBRI T 10% LA T ThY, BIF2fE R ThoT-, £, i
FE DR B AR R IR A A0 I LI E L C L BRI E RF (50 gfli FHIRE) DX A AF L VDO ER T
FRAE (LOQs) Z#HEE LT, #EELTZLOQsIXI B HF OX AF % FHIE T IEE ETART A
TRSNTWD BAEM M FRRZ /2L Tz, RIZTZ Y, AR, K OEIIE VW TGC-MS/MSE
B FRBEGC/MSIZE DK A A2 D 53 Hift B FLk L7z, GC-MS/MSD 4 FLME AR FE D
I E D FREEGC/MSIZHRI L T, 7V TI94~111%, 4+ATI3~107%, LK OFEIFTI1I~109%TH
DEL—EL T\, 51T, FEFEYER B (Fo 7 —F0) 2T L= . LOQsPL Ee7e o7
BRI IRRGEE CUIZR B E) O FEE £ 2SDOFFHAN TH 72,

UL EDXHZGC-MS/MSIZEDHE A AL DO IWHEREITZ B AF THHT=b DD MiFt L7259y
PR TIE~ Ny 7 ANRZNE BN S8 SR HIE L7 2 I RIEZR AR T AR SN 52
EWboT, SRIIZOMEERRT DD ORFEATH T E THD,

Wr5et 1%
ESRVACSE Wik e age S o)
JESEHIFE, mbft 75, 6k KA, i e

A. BFFEERY

B EENDF AL U FHIID TR &
ThHHTENS ZEINKRO &7 fREE GC/MS
(LAF., @45 fREE GC/MS) % = B R A i
DR THY ., BT OZ AL HESH D

WEAARTAL (LT, HARTA L) NZHZED
NS TS, L., &5 fiffe
GC/MS IZ R TEfii722EE THHIEMNG, I
FERBEWEIEX S WEE, GC-MS/MS 1 d &4
fifhie GC/MS LB T — M AT R HREE 1
H56DD  INUTHM THLTZD R MFDOH
FALFE OGS TG, I—ryX
T MBI AAFT T O RBEAH T BN
THY, Flr TIEBHNE ~ D G HE DT D D
SIS fRBE GC/MS &322, GC-MS/MS &
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FRANEOLN TS 2, £i2, KITTiE GC-
MS/MS D EEEEALEEA TEY, B FH DX A
X T A~OFI AR DDHD 2, L
2L, GC-MS/MS ZHW=& D& A 4%
VHEOHTICBE T B RUX RS TS, FRICE
IKBEMIHF A XL BRI 5O DE &)
RENZEND P, ZNHOR M E X GIC GC-
MS/MS Z AW T=E AT ST M T 2 UL
RiWEEL AEZECTHD, MEEE T, GC-
MS/MS W e R OX AF X D TS
PEmatlic, EZTARFEEIL, GC-MS/MS @
MEEMEZLB L BT, A PR, KON
R GATH AT F L AT O PERERAT 4 5 it
L7z,

B. Bt 5 tE
1. REKOEE

IV—=2 Ty T ANATFERERSIRIL, (BR) 7 =Y
YR TIRFR) =T LD NK-LCS-AD,
MBP-MXF, &Y MBP-MXK ZH AL, 2V
DANRAVIEIERIT, B U=V F o TARTRY
— /X8 NK-SS-F & OV MBP-79-500 % fif
AL7-, PCDD/PCDFs {E& &K . /‘/ﬂww
PCB {RAE IR, M OE /A /L PCB {EA IR
(= (H%)r?:n)/%/7n%7w—\/)vﬂ/i@%zh
Z i NK-ST-B4, NK-LCS-AD ., NK-SS-F .
MBP-MXF [1:100], & O* MBP-MXK [1:10]% i
ALT-, B&#H PCDD/PCDFs & #E ¥k 1%
(BR) U=V b TRTR)—T v/ L0 FDU-
CS1~CS5 # A UTo, SRR B o i &4 H
PCDD/PCDFs £ #R 1%, NK-ST-B4, NK-
LCS-AD, NK-SS-F XVFR#L 7=, At Co-
PCBs #EHERIRIL, (B U=V hTRT)—

¥/3X0 PCB-A5-CSL, FAT-CS1~CS5 % fi
ALTz,

TN ATATXFHGNH)  AX S — L
FAFF ARG, VrmarZ s (X AT
UHEGHTR) L AKERIE A VT BRERR) o~
FAFF I My (A FF

BT . KRS TR A(PCB 2047 ). 7
AT IF B AL (B K0Tz, /o (F A
T PR D Bl (KRR L ST R D A
(FpfR) 138 L7 AV ARDEREEEE) Kol AL
7o N EEEKIE, SUART Milli-Q Integral

Bt ZA 7 bR T8 ik &~
YRR ULERLT,

2 g VA7 N7 5 (AR 15 mm, £E 30 cm
DHZT VA7 0.9 g, 2%KOH S UA47 L 3
g, VUMV 0.9 g, M%HREES Y BTV 4.5 g,

22%f Rl A7V 6 g, UL 0.9 g, 10%AH
FRgRs VB 7 3 g, P UAT IV 0.9 g M OV KR
e o6 g lEKFE) 1%, —x Az

A (BR) KVBEA LTz, TARTF BT L%, NEE 15
mm., £ 30 cm OB T A KEEE T R A 2
g, 7T 15 g, TEKAREE TN L 2 g AR

FIEUAER U T2, JEME RS TS VAT VY R — R
A7 LXEAHRAGT: (BR) KOIEA LT,

GC F¥tE 7Y —HhF A%, DB-bms UI (N
0.25 mmX60 m, & 0.25 um)Z7 L ke
T /av—HR & LY RH-12ms (N 0.25
mm X 60 m) % INVENTX #-X0iE AL,

PRREAEHER R L T WME-01 (o7 Y —F
NG OGRS 2 (BR) U=V N TR T
N — R KA LT,

2. Bas

TREVFAY —LyF =48R GM200

*GC-MS/MS:TSQ 9000 R /LIUE M GC-

MS/MS <27 A (Thermo Scientific f#£%) with

advanced electron ionization (AEI) source
o4y f# BB GC/MS: 7890B  (Agilent

Technologies)/MStation JMS-800D UltraFOCUS

H A - (BR) A5

3. GC-MS/MS 12X BF A A% L T
3-1. RBRBER DR

B (50 g GRAFAEMEREHIN 4 g)) &L —H
—ZEVEY, IV —2T T AL (BC FERRL
72 PCDD/PCDFs4% 40 pg (OCDD/F 1% 80 pg) .

- 159 -



) AWk PCBs 45 100 pg. & /A /Lk PCBs 4%
2.5 ng) ZMZ 7= . 2 mol/L /KEE(L AV KT
% 200 mL M1 IR TR 16 FrlkE L, =
DT NIV Rk A — MR LTt . A%/
—/L 150 mL, 4> 100 mL 2012 10 45 iz
EOMI LT, FriE R, ~F U Ea oL, K
JE\ZA~FH 2 70 mL 2N Z RO EES 2 BT
Sfc, XY UHHREZ G, 2%E{L R
LERIE 150 mL ZA1Z CTRRECOMIERDEND L |
Bk, KEEREFREEOEREERDIR T2, ~F
YU D NS T o3RI S IR R 2 1 =20 2
FELMITHIREO L, FRE R ., BilefE 2 PRE LT,
ZOBEE LG DA AR EIR D ETHDIEL
Too "YU R UPEEK 10 mL T 2 [A]
Ve L, BOKHREE TR N CRLKS IR B
ELK 2 mL ONFHIUAGE MR LI, 2D
PV ST 200 mL TR L=t ARV
ZIEAL, ~F P 200 mL THHLEZ, W HIK
IR E L F 2 mL OAFHUIEML
Too NEH U TRAFRHELIET AIF BT LK
BRIAI A TE AL, ~FP > 150 mL THEE%. 2%
(v/v)TrmaAg o EaE~F Y 200 mL TE/
Z/Vk PCBs Zriza L7z, RRUNT, 60%(v/v)
vuauAxrag g ~F Y% 200 mL T
PCDD/PCDFs Jx TN/ > A4 /v PCBs 73 iz H
L7z, /A VI PCBs 47 B3I A R £ LT 4%
TSR V7NN R— R T T7 BZIEANL,
30 RRFEfLE LTz, ~FY 40 mlL THT L%
Veidtk, 256% (v/v) Y raari  GHE~FH 60
mL TE /4 /L PCBs 7y BA I H LTz, TitA
Fth VDALY 500 uL(PC HERRA 2.5
ng) % ¥ ML GC-MS/MS (2 fit L 7=,
PCDD/PCDFs M OV A4 /v~ PCBs 45 i LA
R ELT % GRS T VY S —2T)
FLITHEAL, 10 SR RE LTz, 25%(v/v) 27
nuAX G ANFY Y 80 mL THT A&Vl
%, WITLENEBEESE, b=y 40 mL T
PCDD/PCDFs Jt TN/ > A4 /v PCBs 77 iz H
Uz, IR £k UV ALY 20 u L
(PCDD/PCDFs H "C #EiA& 40 pg, /AL b

PCB H "C fZ35%/& 100 pg) Z¥RAINL GC-MS/MS
WL 77,

3-2. GC-MS/MS HE 5

1)GC &t

@ 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 —
HxCDEF. 2,3,4,6,7,8 —HxCDF. 1,2,3,4,6,7,8 —
HpCDF. 1,2,3,4,7,8,9—HpCDF, OCDF

71725 :DB-5ms UL(NE 0.25 mm X 60 m, fE/E
0.25 pm)

HEAF R ATV R A

A DR 260°C

HFEAE:2 ul

FARSAE 1 120°C(2 70 PR $5)-30°C/53-240°C(5 77
FF)-0.7C/ 5 -254°C-8°C /4y -310°C(4 sy 1%
£F)

Xy U7 —H A A~YT L (i 1.2 mL/4Y)
©2,3,4,7,8—PeCDF, 1,2,3,7,8,9—HxCDF

717 25 :RH-12ms (M££ 0.25 mm X 60 m)
HEAFR: ATV L2

A DR 260°C

HFEAE:2 ul

SR 130°C(A 7 fRfF)-15°C /43 -210°C-
3°C/43-310°C (11 43 £RFF)
X7 —H A A~YT L (i 1.0 mL/4Y)
®Co-PCBs

717 25 :RH-12ms (M££ 0.25 mm X 60 m)
AT ATV L2

A DR 260°C

HFEAE:1 ul

FARSAE 130°C( 43 PR FF)-15°C/43-200°C-1
C/43-220°C-2°C/45-250°C-3°C/43-270°C-15
C/5r-310°C(5 /0 1-+5)

X7 —H A A~YT L (i 1.0 mL/4Y)

2)MS/MS &1tk
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AAACIE:

Ta s ER:

El; A4 A1b&EE: 50eV; =3Iy
20 wA; AFUPRIEEE: 3207C;
MEE—F: SRM

#ELT- PCDD/PCDFs 7&K * Co-PCBs
HIZE D SRM G:efF a5 1 ITRLTZ,

3-3. REMDIVERL

FHHE AR BRI LR &R A VERR LT, i
A AR VEVAIR (6 IR D) 1T LC 3 [ E S 52
FEL., 3t 18 JRDOWIET — X %137, i e
IR OMBREREZ R 2 (TR, FHIET
—ZIZOWT, BTt G E LUK T
DIV =T T ANA Y LD FE R AR
(RRF) , K OV —2 T T AT EZ U
TV D ANA T DFE LR EL (RRFss) &
FH U=, B ERIERFFORET —Z 2815
RRF OZEEREIT 10%LAN, RRFss DZEBIREL
1L 20% LA NE BEEE LT,

3-4. BHTIRMER VEE TRIE

AR FE O A Bt AR MEVR IR A2 GC-MS/MS
(XD HIE (10 [8]) L. H7E B O B HER
72 (0 ) %R, 30 2t TIRE(LOD) . 10 0
ER TIRME(LOQ) L LTz, /-, iET T
REEE 6 BTV, 7T I RFRDLINTZA A4
EIZOWT, I OREEERAED 3 5%
LOD, 10 f%& LOQ L TRz, #0IKLUHIE
MEROTAELIEL | REWFEZRSHIED
LOD, XIZLOQ &L=,

3-5. RBRERDOHIE
BRI ORI E BRI 3 JRE DR ER
FREAES A E L T, RRE &KUY RRFss &3k
Too ZALLDAED, MR EMIERFED RREF KOV
RRFss &HE#EL, RREF (22Tt 10% 20PN,
RRFss {Z2OWCTIEE20%LN THHZ EEMERL
2o MERRIERLFE D RRE & OY RRFss 2 T,
RBIRIR B ENDF A e EE LT,
AR KOO T T R S L N YY)
'L D T A EE 3 A e R A B VA IR oD T A B D

AN E7p o T AR, AMERIC KD E B2 F L
720

4. BFRRE GC/MS IZEBF A A X ST

AALERE B fRBE GC/MS JIESME, T (1-
1) M= NE ATy Ml Bt D ATIC LD F AL
A BB R E IS T,

C. MIAMREROVOELE
1. GC-MS/MS BB &HFDOH B

MRS (TER) 28 95 29 DX A 43
MR BRI BET DL ERHDHIEDD K
FHOFEIHNS B2 5 2 FiFHD GC 72 (DB-5ms
Ul } OY RH-12ms) 2 T, DB-5ms Ul (Z
&% PCDD/PCDFs JlFEAATOBRIZ, WEAEEED -
IR2&fTl%. TEF 24 3% PCDD/PCDFs &% D
fiLo> PCDD/PCDFs & D43 B AL | IEFEIZE &
TERWEREN DT, £ T, O EL B
fRLC DB-5ms Ul OFIESEMEMFILIZ, 136
fi> PCDD/PCDFs % i e AR RS Al L C
WRFESTEAT ST/ SR MR EE O FR &A1 (AR S
ff 1) TiX TEF 2F3% 2,3,7,8-TeCDD J& ¥
2,3,7,8-TeCDF (¥ 1 O&HIDE —2) D4y
BT o7z, BrL<MatLizFim 40 (F-
R 2) TIETEEOSED RO LTI D
5. AAEFE X DB-5ms Ul O FI8.5:0 % FI8.50F
2LL7,

Fo, BEERABCIE~N 7 AN L& END
Te DA ARG, BEIR T 2R
ETe, AAVRDIEIUTLDIREE DI T A&HR
THIEEWRL T, EEEOWUEFRMENHTI
v ar Bk O T IR E ST L, IE
FRE LIy ar@Eitad 50 uA &L=, 20
p A THEEEDORIFERK T ARD LN oT
ZEDL REEITTIviarEiiih 20 u Al
B LT, SO AAVRIBEAZIDEIRETD
728, 300°CH 5 320 CIZEH LT=,

EFRO GC-MS/MS HIE D BT N,
PCDD/PCDFs & S/NNE T Ip o7z, B
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i PCDD/PCDFs #EHERIR D AR L% 0.01
ng/mlL ET 5L, OCRBENRELTE—IIK
AT D ATREMER Do T- 2D AR E %
0.02 ng/mL (ZZEHE LT~

2. GC-MS/MS S HTiEDMEREFHAT

BB LI IE S 2 Sk L7z GC-MS/MS 47
BriOPERER M A LU T D@0 F2 ML 7z,
2-1. BREMDOIER (RRF & () RRFss D& H)

i R A YRR (6 IR ) A IEL RRF K&
UNRRFss 2k 7- (3 3) , PCDD/PCDFs ® RRF
130.653~1.145 (L E (R £ 2.5~6.3%) . RRFss
130.396~2.420 (ZEfR 0L 3.3~14.7%) Th -
72 Co-PCBs ® RRF (% 0.913~1.016 (ZZ 825
Id 1.7~4.9%) . RRFss |% 0.46~0.835 (Z#Eh%R %L
1% 2.0~6.9%) ThHolz, HARTAL Tl &
YERIRF D RRE OZZ B R BT 10%LANS BEEES
NTCW%, AEELNZ RRE O BMRENT 6.3%
T THHZEDND, HARTAL D A BT
LCu =,

2-2. FAZHX L HESHTO LODs KT LOQs

Hc b e FE MR R AR YE R IR (Cone. 1)
ORI E (10 [B]) OFEAERF ALV HEE L2
GC-MS/MS Z3#r DFEHI ERF (50 g {5 FHIKF) D
LODs KON LOQs 2% 4 \TR LT, #fE7TT0 7
NRD BT EIEIRIX, OCDD, PCB 77 KT
PCB 118 THho72hy, #IET7 7 V7 EDIFEHE(R 72
FOHEEL7Z LODs &Y LOQs 1, W &Ef Az
HEPR DAY IR U E O FE R 22 L0 HEE L7
LODs X O'LOQs K0 /hav M S e o7z, - T
BETCOXAFTFFHEMARD LODs kY
LOQs (3 H &fp AR MER D0 I LI E DA 1E
i 2= LV HEE LTl 72 >7=, PCDD/PCDFs @
LODs 1% 0.001~0.013 pg/g. LOQs % 0.003~
0.043 pg/g T ->7-, Co-PCBs ® LODs % 0.002
~0.11 pg/g. LOQs % 0.006~0.4 pg/g ThH-
72o SRMZu~h7 T A (ERAA L) O—1Fl%[X 2
KON 31Tz,

HART AL Tld, LODs CfET T 7l %%

DI RNEZ W T HHEAELLC, BEM T TR
DIIREFLTUND, GC-MS/MS Z3 AT O FEHH E RF
® LODs & HAEM H FIREHEE T 58 2 TDOH
AFF I BWTHAER M TIRAHRH 2L T
W, E2 LOQs 1ITOWTh H R H T IR 2
LT, KOWTEIITARTANIRINT
HIZMH FIRETOX A AT U HHEERTE
LHEEZ BT,

2-3. BAEWZHIFD GC-MS/MS L& fRkE
GC/MS DF AFF3  HEH B D ik

TV AR KOVEHINEREE VW T GC-
MS/MS LB fRfE GC/MS (BERIE) 12k D4 A
AX DN R B LT (35, 6, LY
# 1), FBHREHZOWTEREN 5 RITD
SINTEATUN, IR FE EFE R (R 22 (RSD) 1
DUNTEER LT,

GC-MS/MS D& FLMERRFEDONEI, &
O3 PRBE GC/MSIZRIL T, 7V T94~111%, I
T 93~107%, M OSRIFIT 91~109%THY B<—
FHL T, £, RSD $ 7T 16.1%LAN, 4
T 8.A%LAN, FBUNT 8.20 AN THY ., E 5 fiRkE
GC/MS(ZUT 20.6%LAN., T 18.4%LLN,
FHINT 9.7%LAN) LHE L TREREL2D L
3722l FRED SRM 7~ h7T A (E
AF) D—HEK 4, X 5, B 6, X 7, X 8 &
O 9 |\ TRLTz, ZVEFINTIL PCB 123 4,
BT 2,3,7,8-TeCDF 28 DU /M 64
W LS DY — I NGO DIVEBE N L TH-oT-
HLOD, ZNHDF A XL O EEILAFET
o7, LOQs LL EEpot- BT A4 U FHD
ERAT LV EEMAF L O — VR IT &
MR HEVA IR DY — 7 TR HE 0D £ 25% AN TH

o7,

2-4. FRAEARHEREL DT

GC-MS/MS % =& A 422 L H W O
M AR T D720 X A4 AR E NS
H-EN T ORI REE HERE (WMF-01) 24347 L
72 (& 8) GC-MS/MS 73t 2 #1T CTHEML -
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FE R FRREEDMT 5 SN TODE A A F T AT
DUNTIE, 22T LOQs LA EDOSHHEREDIL,
FAREE DY E +2SD DOHFIPHN ThH o7, F
72, LOQs BLEEZpol=EDMDF A4 4
DIHTEIZDON TS, BEEOEEIEE2SD O
FPFHN TH -T2, GC-MS/MS 73747 SRM 7~
N BTt G D A4 XV D TE &
I ET AR — 2 ITROLNT (T — 2K
#) . LOQs PLEE/po= B A4 D E
BAF UV EEMAL L O — TSI R
FERERR O — 7 HFE O £ 25% LN Th -
720 LEDOFER I, GC-MS/MS oHTI2E0 155
NIZ AT T A EOEEME TSNS
DRIz,

3. MEREFHAFF 1331 D GC-MS/MS 43 HT DIERE

GC-MS/MS [Z&DHAAF L B HT O ERE
FHMIL B CTHoT2b DD, METLIZ S50 &t
NG ESSANDP/S/ e ARV SV oY a W= Firitaw s 2|
TE LT RIS RIE 2RI T BRI N LT e
HoTz, KElZ DB-5ms Ul BT AT A MLREE
W E %12, PCDD/PCDFs DA 7L 58 A3 4245
TR F 328G N ECT, A4 TROBES
EATOEAT L RENEIE T 22800, b~
K)o 7 2L DA A ARDIEND T2 A A TR E
MMETFLEbDEB BN, 51, THOAF
ROBENEREMTHZEEMRHL T, =y vay
BILEAT RIREEZER LI DD A4 7R
DR TE2ESZENTERN ST, 5RITAA
ARDVE NN X DA A 3R E O KgAK T % (8]
BEF BT, KD S/N D E GC BT L% A
L CREBREIEOFEA B ZE W HEZe R/ 7L
0. A UTBMOER T EEZRFILIZD
THHEOVENHDHEE ZDLND,

D. 5@
MEAEEE D GC-MS/MS HIESMH2% B L E
T, GC-MS/MS IZXDEMFPDFAFF 2 F8

SINTOVERERH A K L 7=, HEEL7= LOQs (50
g B ) IXTARTA L TRENTWVWDHH
R H T IRA =L T, 7Y, 4, RO
Y% FVNT GC-MS/MS &1 23 fifHE GC/MS 12k
DE AT F L AAD GG Rz L LT/ SR 1
FHOSHEIZ RS~ LT, $io, REHEHER
Bta GC-MS/MS (X HrL 7o R, LOQs LA
E&Ap ot BAERITFEREE (XS EH) OF
%if = 2SD OFIPHN TH o7z, L ED XS
GC-MS/MS (ZEDHF A FED W HEREI
BIfFCToHo72bD D ME LIz & Tlid~h
U I ANENE B oD 8 a2 JE L7274
ICRIEREE IR T ABESNLZEN DT, &
BT ORMEE IR T 2720 DMRFEITO T E
ThD,

E. 2%

1) ARG R R B L B A 2
BIRR AR ST OX A AT FHRIE
THEEEHTARTAL R 20422 A 28 H,
BREFH 0228003 5

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
and non-—dioxin-like PCBs in certain
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. : Determination of polychlorinated

dibenzo—p—dioxins and furans in food samples

by gas chromatography—triple quadrupole

(GC-MS/MS)  and

comparison with gas chromatography—high

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

5) AN 4 FEEEIEA G T BHEE TR A SRR
B &R EFRMEEN LIS A4
TR EWEEREOFHEL T DOFIE
BAE DT DMFFE | 3 HAAFFE R & 3 (B dn
DIGFEACE A AT %, PCB. HERA %
DI HREHEE M VGG FERE ORI B3
HHFE)

F.FSE 3K
1. FwsC s
L

2. TR

1) 32 AR, RSREE, R ORF, EM T,
fifR3E: GC-MS/MSEHWefHOX 4%
VHEOHTORGET. 5119 8] B AR e SR
il (2023.10).
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F1 XXV FEBIED SRM 444
Z*1-1)PCDD/PCDFs

EEATY EHAFY
&Y Precursor ion | Product ion Collision Precursor ion | Product ion Collision
(m/z) (m/z) energy (V) (m/z) (m/z) energy (V)
2,3,7,8-TeCDD 319.9 256.9 15 3219 258.9 15
1,2.3.7.8-PeCDD 355.9 292.9 15 353.9 290.9 15
1,2,3,4,7,8-HxCDD
PCDDs (1,2,3,6,7,8—~HxCDD 389.8 326.9 15 391.8 3288 15
1,2,3,7,8,9-HxCDD
1,2,3,4,6,7,8-HpCDD 4238 360.8 15 4258 362.8 15
0oCDD 4577 3948 15 4597 396.8 15
2,3,7.8-TeCDF 303.9 2409 25 305.9 2429 25
b 12.3.1,8-PeCDF 339.9 276.9 25 337.9 2749 25
2,3,4,7,8-PeCDF
1,2,3,4,7,8-HxCDF
1,2,3,6,7,8-~HxCDF 3738 3109 375.8 312.9
PO | 7.8 9-HxCDF @371.8)" (308.9) 25 (373.8) (3109) 25
2,3,4,6,7,8-HxCDF
12.3:4,6.7,8-HpCDF 4078 3448 25 409.8 346.8 25
1,2,3,4,7,8,9-HpCDF
OCDF 4417 378.8 25 443.7 380.8 25
36,,-2,3,7,8-TeCDD 3319 268.0 15 333.9 270.0 15
3C,,-1,2,3,7,8-PeCDD 367.9 303.9 15 365.9 3019 15
3C1,-1,2,3,4,7,8-HxCDD
PCDDs |'*C;,-1,2,3,6,7,8-HxCDD 4019 3379 15 4039 3399 15
13C,,-1,2,3,7,8,9-HxCDD
'3C,,-1,2,3,4,6,7,8-HpCDD 4358 3718 15 4378 3738 15
'3c,,~0CDD 469.8 405.8 15 471.8 407.8 15
REE '30,,-2,3,7,8-TeCDF 315.9 252.0 25 317.9 254.0 25
1)—> W, 13, _ -
w;i,\ofrgfj wgz_;gizz_:ggi 3519 2879 25 3499 285.8 25
3C1,-1,2,3,4,7,8-HxCDF
PCDFs 130‘271'2'3’6'7’87'*"0[)': 385.9 321.9 25 387.9 3239 25
Cyy-1,2,3,7,8,9-HxCDF
'3C,,-2,3.4,6,7,8-HxCDF
120‘2_1'2'3‘4‘6'7'8_H°CDF 4198 355.9 25 42138 357.9 25
C,,-1,2,3,4,7,89-HpCDF
'3C,,—~OCDF 453.8 389.8 25 455.8 3918 25
(/!?jgi*?i,]) 13C,,-1,2,3,4-TeCDD 331.9 268.0 15 333.9 270.0 15

1) RH-12msBIEBDE=2—17F>
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#*1-2) Co—PCBs

EEA4Y EEAA>
&Y Precursor ion | Product ion Collision Precursor ion | Product ion Collision
(m/z) (m/z) energy (eV) (m/z) (m/z) energy (eV)
3.3'44'-TCB (#77) 289.9 219.9 22 291.9 2219 22
JUAIVE|3,4,45-TCB (#81)
PCBs 3,3'.4,4' 5-PeCB (#126) 323.9 253.9 22 325.9 255.9 22
3,344 55-HxCB (#169) 359.9 289.9 25 357.9 287.9 25
2,3,3'4,4-PeCB (#105)
SHHEME 2.34.4'5-PeCB (#114) 323.9 253.9 22 325.9 255.9 22
2,3'44'5-PeCB (#118)
E/AIVN|2,3.4.4'5-PeCB (#123)
PCBs (233 4,4'5-HxCB (#156)
2334 4'5-HxCB (#157) 359.9 289.9 25 357.9 287.9 25
2,3'4.4'55'-HxCB (#167)
2,3,3'4.4'55-HpCB (#189) 393.9 3239 28 391.9 321.9 28
13, ’ ’
_Oiz-3.3'4.47TCB (#77) 301.9 231.9 22 303.9 2339 22
JuF Lk |°C,-3.4.4'5-TCB (#81)
PCBs |'C,,-3,3'4,4'5-PeCB (#126) 335.9 265.9 22 337.9 267.9 22
130,,-3,3'4,4'5,5'~HxCB (#169) 3719 301.9 25 369.9 299.9 25
I :01272,3,3’4:4’7%08 (#105)
(D=2 7vT 130‘272'3;4'4 ;57PECB @4 3359 265.9 22 3379 267.9 22
254%) C1,-2,3',4,4'5-PeCB (#118)
E/4)UR|'°C,-2',3,4,4' 5-PeCB (#123)
PCBs |'3c,,-2,3,3',4,4'5-HxCB (#156)
'3C,-2,3,3'4,4'5'-HxCB (#157) 371.9 301.9 25 369.9 299.9 25
'3C,,~2,3'4,4'5,5'-HxCB (#167)
36,,-2,3,3'4,4'5,5'~HpCB (#189) 405.9 335.9 28 403.9 333.9 28
(/:jqjgjﬁ;\*?i,]) 130,,-3,3'4,5'-TCB (#79) 3019 2319 22 303.9 2339 22
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& 2 REMRAFBEER O LR E
#2-1) PCDD/PCDFs

EE (ng/mL)

L&
Conc.1 Conc.2 Conc.3 Conc.4 Conc.5 Conc.6
2,3,7,8-TeCDD 0.02 0.05 0.2 1 5 25
1,2,3,7,8-PeCDD 0.02 0.05 0.2 1 5 25
1,2,3,4,7,8-HxCDD 0.04 0.1 0.4 2 10 50
PCDDs (1,2.3,6,7,8-HxCDD 0.04 0.1 0.4 2 10 50
1,2,3,7,8,9-HxCDD 0.04 0.1 0.4 2 10 50
1,2,3,4,6,7.8—HpCDD 0.04 0.1 0.4 2 10 50
0CDD 0.1 0.25 1 5 25 125
2,3,7,8-TeCDF 0.02 0.05 0.2 1 5 25
PR ERME 1,2,3,7,8-PeCDF 0.02 0.05 0.2 1 5 25
2,3,4,7,8-PeCDF 0.02 0.05 0.2 1 5 25
1,2,3,4,7,8-HxCDF 0.04 0.1 0.4 2 10 50
poDFs |1:2:3.6.7.8-HxCDF 0.04 0.1 0.4 2 10 50
1,2,3,7,8,9-HxCDF 0.04 0.1 0.4 2 10 50
2,3,4,6,7,8—~HxCDF 0.04 0.1 0.4 2 10 50
1,2,3,4,6,7,8—~HpCDF 0.04 0.1 0.4 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
13¢,,-2,3,7,8-TeCDD 2 2 2 2 2 2
3¢,,-1,2,3,7,8-PeCDD 2 2 2 2 2 2
13¢,,-1,2,3,4,7,8-HxCDD 2 2 2 2 2 2
PCDDs |"Cy,-1,2,3,6,7,8-HxCDD 2 2 2 2 2 2
3¢,,-1,2,3,7,8,9-HxCDD 2 2 2 2 2 2
3¢,,-1,2,3,4,6,7,8-HpCDD 2 2 2 2 2 2
'3¢,,~0CDD 4 4 4 4 4 4
AR 130,,-2,3,7,8-TeCDF 2 2 2 2 2 2
O)=>7vF 3¢,,-1,2,3,7,8-PeCDF 2 2 2 2 2 2
RI4Y) 19G,,-2,3,4,7,8-PeCDF 2 2 2 2 2 2
13¢,,-1,2,3,4,7,8-HxCDF 2 2 2 2 2 2
BCDFs zgn:;zzf;;s::chF 2 2 2 2 2 2
1~1,2,3,78, xCDF 2 2 2 2 2 2
13¢,,-2,3,4,6,7,8—-HxCDF 2 2 2 2 2 2
'3¢,,-1,2,3,4,6,7,8-HpCDF 2 2 2 2 2 2
3¢,,-1,2,3,4,7,8,9-HpCDF 2 2 2 2 2 2
3¢,,~OCDF 4 4 4 4 4 4
(/,'jqjg:i?%r P 3C1,-1,2,3,4-TeCDD 2 2 2 2 2 2
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F=2-2) Co-PCBs

= (ng/mL)

a=3
Conc.1 Conc.2 Conc.3 Conc.4 Conc.5 Conc.6
3,3'44-TeCB (#77) 0.05 0.2 1 10 50 200
JUXILE|3.44' 5-TeCB (#81) 0.05 0.2 1 10 50 200
PCBs |33 44'5-PeCB (#126) 0.05 0.2 1 10 50 200
3,3'4,4'5,5'-HxCB (#169) 0.05 0.2 1 10 50 200
2,3,3'4,4'-PeCB (#105) 0.05 0.2 1 10 50 200
SR REWE 2,3.4,4'5-PeCB (#114) 0.05 0.2 1 10 50 200
2,3'4,4' 5-PeCB (#118) 0.05 0.2 1 10 50 200
E/FIVE (2,344 5-PeCB (#123) 0.05 0.2 1 10 50 200
PCBs 233 44'5-HxCB (#156) 0.05 0.2 1 10 50 200
2,3,3'4,4'5'-HxCB (#157) 0.05 0.2 1 10 50 200
2,3'4,4'55-HxCB (#167) 0.05 0.2 1 10 50 200
2,3.3'44'5,5'-HpCB (#189) 0.05 0.2 1 10 50 200
3¢,,-3,3'4,4'-TeCB (#77) 5 5 5 5 5 5
JUA Lk |%C,,-34,4' 5-TeCB (#81) 5 5 5 5 5 5
PCBs |'°c,,~3,3'4,4'5-PeCB (#126) 5 5 5 5 5 5
3G,,-3,3'4,4'5,5'-HxCB (#169) 5 5 5 5 5 5
) ¥C,,-2,3,3'4,4'-PeCB (#105) 5 5 5 5 5 5
WEE%E 3C,,-2,3,4,4' 5-PeCB (#114) 5 5 5 5 5 5
D)= 7v7 i e
20545 C,,-2,3'4,4' 5-PeCB (#118) 5 5 5 5 5 5
E/A4IUR|"%C,-2',3,4,4' 5-PeCB (#123) 5 5 5 5 5 5
PCBs |'3G,,-2,3,3'4,4'5-HxCB (#156) 5 5 5 5 5 5
'3C,,-2,3,3'4,4' 5'-HxCB (#157) 5 5 5 5 5 5
3C,,-2,3'4,4'5,5'-HxCB (#167) 5 5 5 5 5 5
3C,,-2,3,3"4,4'5,5'-HpCB (#189) 5 5 5 5 5 5
(:/ Tﬁ‘ﬁ?ﬁm 3c,,-3,3'4,5'-TeCB (#79) 5 5 5 5 5 5
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# 3 REBRAZEERIED RRF & ) RRFss
$%3-1)PCDD/PCDFs

2,3,7,8-TeCDD 0973 53 1633 33
1,2,3,7.8-PeCDD 1027 6.3 1.185 5.4
1,2,3,4,7,8-HxCDD 0.909 3.0 1012 79
PCDDs [1,2,3,6,7.8-HxCDD 0.925 3.6 1.067 73
1,2,3,7.8,9-HxCDD 0.992 3.9 1.024 8.6
1,2,3,4,6,7,8-HpCDD 1077 36 0.967 118
0CDD 1.145 6.3 0.396 13.8
23,7,8-TeCDF 0.955 3.9 2.420 40
1,2,3,7.8-PeCDF 1.071 35 1825 55
2,34,7,8-PeCDF " 1.024 2.5 1.727 35
1,2,3,4,7,8-HxCDF 1.136 33 1.320 6.9
oopp, [123678-HxCOF 1.058 3.0 1415 7.0
1,2,3,7.8,9-HxCDF " 0653 3.6 1.104 7.2
23.4,6,7,8-HxCDF 1.028 238 1.449 75
1,2,3.4,6,7,8-HpCDF 1.091 33 1.443 8.2
1,2,3,4,7,8,9-HpCDF 1.047 6.1 1.269 11.7
OCDF 1.054 3.1 0.646 14.7
1) RH-12msIET—4
#3-2) Co—PCBs
GCo—PCBs RRF RRFZEEIfR 3L RRFss RRFssZ B % 21
THE (%) THE (%)
3,3'4,4-TeCB(#77) 1012 2.7 0.792 25
J ALk |34.4 5-TeCB(#81) 0.981 2.1 0.835 23
PCBs |3 34 4' 5-PeCB(#126) 0.968 30 0563 46
3,3'4,4'55-HxCB(#169) 0.996 49 0.491 6.9
23,34 4~PeCB(#105) 0.922 3.1 0.620 2.7
2.34,4'5-PeCB(#114) 0913 3.1 0.625 2.0
2,344 5-PeCB(#118) 0.937 25 0617 238
EJ4 LR [2/34,4 5-PeCB(#123) 0914 1.7 0618 26
PCBs 1733 4,4’ 5-HxCB(#156) 0.948 3.6 0519 2.0
23344 5'-HxCB(#157) 0973 33 0539 24
2,344 55-HxCB(#167) 1016 3.1 0516 22
23344 55-HpCB(#189) 0.996 33 0.460 41
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% 4 RBHHIEREO LODs XN LOQs
%4-1)PCDD/PCDFs

PCDD/PCDFs LoDs” Loas” | BERE TR

(pe/g) (pg/8) (pg/g)

2,3,7,8-TeCDD 0.002 0.006 0.01
1,2,3,7,8-PeCDD 0.003 0.009 0.01
1,2,3.47,8-HxCDD 0.005 0016 0.02

PCDDs |1,2,3,6,7,8-HxCDD 0.005 0015 0.02
1,2,3,7,8,.9-HxCDD 0.004 0013 0.02
1,2,3,4,6,7,8-HpCDD 0.005 0015 0.02

0ocDD 0013 0.043 0.05
2,3,7,8-TeCDF 0.002 0.005 0.01
1,2,3,7,8-PeCDF 0.001 0.003 0.01
2,3,4,7,8-PeCDF 0.003 0.008 0.01
1,2,3,4,7,8-HxCDF 0.004 0.012 0.02
1,2,3,6,7,8-HxCDF 0.003 0.008 0.02

PCDFs

1,2,3,7,8,9-HxCDF 0.004 0013 0.02
2,3,4,6,7,8-HxCDF 0.003 0.009 0.02
1,2,3,4,6,7,8-HpCDF 0.003 0010 0.02
1.2,3.47,89-HpCDF 0.004 0013 0.02

OCDF 0.009 0.030 0.05

DEMAF50 gff A

BMPDIAFFLEDREFEGEA (542 (FRL2052R)

%4-2) Co—PCBs

Co-PCBs LoDs" Loas” | BiEiH TR
(pe/g) (pe/g) (pe/g)
3,34 4-TeCB(#77) 0.003 0.010 0.1
J A LK |34.4 5-TeCBG#81) 0.002 0.006 0.1
PCBs (334 4 5-PeCB(#126) 0.003 0.010 0.1
334,45 5'-HxCB(#169) 0.003 0.011 0.1
23,3 4,4-PeCB(#105) 0.08 0.25 1
23,44’ 5-PeCB(#114) 0.10 0.32 1
2,344 5-PeCB(#118) 0.08 0.27 1
E/4 LK [234.4,5-PeCB(#123) 0.05 0.17 1
PCBs |33 4,4'5-HxCB(#156) 0.11 0.38 1
23,344 5'-HxCB(#157) 0.06 0.19 1
2.3'44'55-HxCB(#167) 007 0.23 1
23,3445 5-HpCB(#189) 0.06 0.20 1
DE IR0 ofE AR

DBEPDIAF XL BDREFEEEA M54 (FRL2052R)
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# 5 GC-MS/MS LB fiEBE GC/MS DX LA MEHTHED ik (F))

J1) (n=5)

FAFT XU GC-MS/MS (A) =5 fiEREGC/MS (B) teE, %
Mean=+SD, pg/g RSD, % Mean=+SD, pg/g RSD, % (A/B)
2378-TeCDD 0.17 + 0.0051 30 0.15 = 0.012 78 111
12378-PeCDD 0.39 + 0016 4.1 0.38 =+ 0.022 5.8 104
» |123478-HxCDD 0.056 = 0.0050 9.1 0.055 =+ 0.0024 4.4 102
§ 123678-HxCDD 0.12 + 0.0052 42 0.13 = 0.0040 32 98
© |123789-HxCDD 0030 + 0.0026 8.4 0.032 + 0.0054 16.7 94
1234678-HpCDD 0.085 + 0.0076 8.9 0.078 + 0.0051 6.5 110
0CDD 0.21 + 0018 8.3 0.22 =+ 0015 6.7 98
2378-TeCDF 2.9 =+ 0084 29 2.7 + 0038 14 109
12378-PeCDF 044 + 0011 24 0.43 + 0,020 46 101
23478-PeCDF 1.1 % 0017 15 1.1 = 0043 39 100
123478-HxCDF 0.1 + 0.0052 46 0.1 =+ 0.0081 73 102
£ |123678-HxCDF 0.074 =+ 0.0061 8.2 0.068 =+ 0.0087 12.9 109
& [123789-HxCDF nd " - nd - -
234678-HxCDF 0.071 = 0.0060 85 0.068 + 0.0025 36 104
1234678-HpCDF 0020 + 0.0033 16.1 0.020 + 0.0041 206 103
1234789-HpCDF tr - tr - -
OCDF nd - nd - -
é 33'44'-TeCB (#77) 86 + 1.7 19 80 = 1.0 13 107
S [3445-TecB (#81) 53 + 0.10 18 55 + 0.16 29 96
i 33'44'5-PeCB (#126) 36 = 0.27 038 35 + 12 34 101
Q [334455-HxCB (#169) 6.0 + 0050 0.8 59 + 023 38 102
233'44'-PeCB (#105) 1113 + 17 15 1069 + 26 25 104
2344'5-PeCB (#114) 85 + 138 2.2 78 £ 15 19 109
é 23'44'5-PeCB (#118) 4191 =+ 99 24 3932 + 35 0.9 107
S |2'344'5-PeCB (#123) 74 + 3.1 42 74 + 12 16 100
f; 233'44'5-HxCB (#156) 516 =+ 56 1.1 515 = 12 24 100
B |233445-HxCB (#157) 145 + 32 22 136 + 50 3.7 106
23'44'55-HxCB (#167) 341 + 50 15 339 =+ 7.7 23 101
233'44'55'-HpCB (#189) 85 + 1.9 23 83 + 24 29 102

1) nd: not detected
2) tr: trace (LOD=tr<LOQ)
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# 6 GC-MS/MS LB fiRBE GC/MS DX AF X MBS HTHEO ik (4RA)

£7H (n=5)
BAFT XU GC-MS/MS (A) S fEREGC/MS (B) e, %
Mean=+SD, pg/g RSD, % Mean=+SD, pg/g RSD, % (A/B)
2378-TeCDD 0.033 + 0.0028 8.4 0.033 =+ 0.0060 184 103
12378-PeCDD 0.30 = 0.0069 22 0.30 = 0.041 138 103
» [123478-HxCDD 0.40 =+ 0014 36 0.40 = 0.0092 23 100
§ 123678-HxCDD 14 + 0074 52 1.3 & 0.055 4.1 107
& |123789-HxCDD 052 + 0014 2.7 052 =+ 0.026 49 100
1234678-HpCDD 6.7 + 0.14 2.1 6.7 + 0.25 37 99
0CDD 34 + 12 3.7 36 + 1.3 36 94
2378-TeCDF tr " - tr - -
12378-PeCDF nd ? - nd - -
23478-PeCDF 0.12 = 0.0036 3.0 0.12 = 0.0064 5.6 103
123478-HxCDF 050 = 0.023 47 0.47 = 0.0063 13 106
15”’. 123678-HxCDF 021 =+ 0010 48 0.20 = 0.0093 47 105
S |123789-HxCDF nd - nd - -
234678-HxCDF 0.28 =+ 0018 6.5 0.26 =+ 0012 45 106
1234678-HpCDF 0.93 = 0013 14 0.94 = 0.032 34 99
1234789-HpCDF 0.11 % 0.0050 46 0.10 = 0.0056 54 105
OCDF 0.20 = 0011 55 0.19 = 0010 5.3 105
é 33'44-TeCB (#77) 0.20 + 0014 7.4 0.19 = 0.0068 36 103
% [344'5-TeCB (#81) 0.054 *+ 0.0046 85 tr - -
f; 33'44'5-PeCB (#126) 1.1 = 0013 1.2 1.1 = 0,021 19 103
Q [3344'55-HxCB (#169) 0.12 =+ 0.0058 48 0.13 = 0.0089 6.8 92
233'44'-PeCB (#105) 141 + 24 1.7 134 + 25 1.9 105
2344'5-PeCB (#114) 38 = 0.96 25 36 =+ 0.80 22 106
é 23'44'5-PeCB (#118) 1386 =+ 28 2.0 1318 =+ 31 2.3 105
% |2'344'5-PeCB (#123) 15 + 0.17 1.1 14 + 0.74 5.2 107
f; 233'44'5-HxCB (#156) 220 = 15 0.7 226 & 47 2.1 97
B (233445 -HxCB (#157) 49 + 096 1.9 48 & 1.1 22 102
23'44'55-HxCB (#167) 68 = 0.89 13 70 =+ 1.1 16 96
233'44'55'-HpCB (#189) 11 £ 020 1.9 11 + 060 5.6 98

1) tr: trace (LOD=tr<LOQ)
2) nd: not detected
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# 7 GC-MS/MS LB 5 fiRBE GC/MS DX AF 33 HE T B O H ik (ZBFF)

BN (n=5)

FAFTHI 58 GC-MS/MS (A) = fiEEEGC/MS (B) EeEE, %

Mean=SD, pg/g RSD, % Mean=SD, pg/g RSD, % (A/B)
2378-TeCDD 0.069 = 0.0027 3.9 0.065 + 0.0045 6.9 106
12378-PeCDD 056 = 0027 49 054 = 0016 30 104
» |123478-HxCDD 0.70 = 0.057 8.2 067 = 0013 1.9 104
(83 123678-HxCDD 1.9 =+ 0.080 4.1 20 =+ 0072 36 98
- |123789-HxCDD 0.85 = 0.051 5.9 0.89 = 0019 2.2 95
1234678-HpCDD 10 + 0.44 45 10 = 0.19 19 98
0CDD 86 + 15 17 94 + 30 3.2 91
2378-TeCDF 0.14 = 0.0064 44 0.14 = 0.0050 3.7 106
12378-PeCDF 0.080 + 0.0023 28 0.078 + 0.0067 8.6 102
23478-PeCDF 0.15 = 0.0046 30 0.15 = 0.0059 4.1 104
123478-HxCDF 0.19 = 0.0046 2.4 0.19 = 0011 5.8 101
& |123678-HxCDF 0.10 = 0.0048 5.0 0.10 = 0010 9.7 96
S [123789-HxCDF tr - tr - -
234678-HxCDF 0.10 =+ 0.0051 49 0.10 =+ 0.0032 33 103
1234678-HpCDF 0.36 = 0.0089 25 037 = 0014 3.7 98
1234789-HpCDF 0.086 = 0.0037 44 0.080 + 0.0028 36 107
OCDF 0.64 = 0019 30 064 + 0015 24 100
é’ 33'44'-TeCB (#77) 2.6 = 0.056 2.1 2.5 =+ 0.051 2.1 106
% |344'5-TeCB (#81) 0.28 + 0.0034 12 027 =+ 0.0076 28 104
ﬁ 33'44'5-PeCB (#126) 1.9 =+ 0.030 16 19 + 0017 09 102
Q [3344'55-HxCB (#169) 0.66 = 0.0086 13 0.67 = 0.0080 12 99
233'44-PeCB (#105) 35 + 0.33 09 35 + 081 23 102
2344'5-PeCB (#114) 35 =+ 0058 17 32 % 0.10 3.1 109
§ 23'44'5-PeCB (#118) 109 + 1.8 16 104 =+ 15 15 105
% |2344'5-PeCB (#123) 2.6 & 0.059 23 2.7 % 0.12 43 97
ﬁ 233'44'5-HxCB (#156) 17 = 0.19 1.1 17 = 0.66 38 98
W 233445 -HxCB (#157) 52 =+ 0.064 12 50 =+ 0.24 47 104
23'44'55'-HxCB (#167) 11 + 0.14 13 11 = 067 6.3 98
233'44'55'-HpCB (#189) 3.1 =+ 0088 28 3.1 % 0.29 9.1 100

1) tr: trace (LOD=tr<LOQ)
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7 8 FREHZEYEREL (WMF-01) D4 3

A5 RIHE (BE1B) GC-MS/MS, pg/g
pe/g 1st 2nd
2,3,7,8-TeCDD 13.1 + 44 13.0 12.8
1,2,3,7,8-PeCDD 272 + 13 2.46 2.63
1,2,3,4,7,8-HxCDD 022 %" = 03 (0.14)2) (0.11)
1,2,3,6,7,8—-HxCDD 088 =+ 04 0.86 0.92
1,2,3,7,8,9-HxCDD 027* = 04 (0.10) (0.09)
1,2,3,4,6,7,8-HpCDD 059 =+ 0.7 0.20 (0.17)
ocDD 391 % =+ 62 0.76 0.66
2,3,7,8-TeCDF 13.1 + 49 13.9 14.7
1,2,3,7,8-PeCDF 153% =+ 14 0.97 1.00
2,3,4,1,8-PeCDF 715 + 22 6.52 6.77
1,2,3,4,7,8~HxCDF 086* = 10 042 0.48
1,2,3,6,7,8-HxCDF 051 % =+ 07 0.27 0.26
1,2,3,7,8,9-HxCDF 025 =+ 04 ) -
2,3,4,6,7,8-HxCDF 068 % =+ 12 0.19 0.21
1,2,3,4,6,7,8-HpCDF 101 % £ 19 0.17 0.13
1,2,3,4,7,89-HpCDF 030*% =+ 05 - -
OCDF 138*% =+ 21 - -
3,3',44-TeCB#77) 2,233 + 720 2,170 2,169
34,4’ 5-TeCB(#81) 201 + 58 198 199
3,344 5-PeCB(#126) 739 + 260 735 779
3,344’ 55-HxCB(#169) 76 + 30 72 73
2,3,3'4,4-PeCB(#105) 49,050 + 14,200 59,932 58,244
2,344 5-PeCB(#114) 3,523 + 1,670 3,978 3,891
2,344 5-PeCB(#118) 130,100 + 32,500 139,371 140,213
2’344 5-PeCB(#123) 4233 + 2620 4,307 4497
2,3,3'4,4' 5-HxCB(#156) 14,890 + 5020 16,480 16,135
2,3,3' 44 5-HxCB(#157) 3,488 + 870 4,290 4,092
2,3'44'55-HxCB(#167) 9,750 + 3,090 11,310 10,977
2,3,3'4,4'55-HpCB(#189) 2,016 + 611 2,244 2,224

1)* [ESEE
2) LODskL ELOQsk i
3) LODs3k i
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e TeCDDs

ool BB 120°C25 R $)-25°C/ 57-250°C(55 R $)-3°C/ 43— 300°C(T 1R %)

55000

50000-

2,3,7,8-TeCDD

45000

Rectve A e

40000-

35000

1688 1
s 1734

30000-
25000
20000
15000

10000

5000

1463 1501 1511 _15.27 1794 1813 1830 1859 1882

145 150 155 16.0 1 170 175 180 185 15.0
Time (min)
RT: 16.50 - 21.00
100000-

o] FUBEHE2: 120°CQ5MREED-30°C/ 5 -240°C(55MR)-0.7°C/ 53 -254°C-8°C /53 -310°CASMR 1)

45000

Rectve A e

2,3,7,8-TeCDD
30000 [t

5000
16.69 16.80
1655 17.0 175

Time (min)

R TeCDFs
1 - 120°C(253MRH5)-25°C/ 53 -250°C(55M R H)-3°C/ 43— 300°C(T4MBHS)

1821

40
Bif
a»

160000-

150000-

140000-

130000-

120000-

110000-

100000-

90000

"12,3,7,8-TeCDF

80000-
70000
60000-
50000- ass
40000
1792
30000-

20000

10000
175 1804 1831 1841 1864 1893
145 150 155 6.0 165 170 175 180 185 15.0
Time (min)

&

el RIBREH2: 120°CQMRH)-30°C/ 5-240°C(573 R $)-0.7°C/ 4} -254°C~8°C/ 4} -310°C(4 53 & %)

90000- 18,08

Reaihe A rciree

2,3,7,8-TeCDF
30000 1744 1753

10000

Time (min)

%] 1 DB-5ms Ul IZBITADHIBESEHEDRET (TeCDDs/TeCDFs)
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2,3,7,8-TeCDD

STDO_10 03_2378TCDD

RT: 19.35
100 A

80
60
40

20

1,2,3,7,8-PeCDD

STDO_10 10_12378PeCDD

RT: 25.64
100 F

80
60
40

20

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

100 RT: 32.96
80

60

40

20

0

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

STDO_10 20_123678HxCDD

RT:33.14
100 1

80
60
40

20

13C12_2,3,7,8—TGCDD

STDO_10 02_13C-2378TCDD

RT: 19.34
100 A

80
60
40

20

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

STDO_10 09_13C-12378PeCDD

RT: 25.61
100 p

80
60
40

20

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

100

RT: 32.93

80

60

40

20

13G,,~1,2,3,6,7,8-HxCDD

STDO_10 19_13C-123678HxCDD

RT: 33.11
100 -
80
60
40
20
0 T — T
330 332

2 BREBAERREKE (Conc.1) D SRM Z7u<krs 5. (PCDD/PCDFs)



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

STDO_10 24_123789HxCDD STDO_10 23_13C-123789HxCDD

RT: 3361

RT. 33.58
100 100 P

80 80

60 60

40 40

20 20

0 T 0 T
334 336 338 340 334 336 338

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

STDO_10 30_1234678HpCDD STDO_10 29_13C-1234678HpCDD

RT: 37.74 RT:37.74
100 : 100 3

80 80
60 60
40 40
20 20

0 T 0 T

376 378 376 37.8

0CDD 13G,,-0CDD

STDO_10 34_0CDD STDO_10 33_13C-OCDD

RT: 41.31

RT: 41.30
100 100 1
80 80
60 60
40 40
20 20
0 0 T
412 414 412 414

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

STDO_10 05_2378TCDF STDO_10 04_13C-2378TCDF

RT: 18.68 RT: 18.67
100 A 100 1

80 80

60 60

40 40

20 20

0 0 .
186 18.8 186 18.8

2 BEMAERRI (Conc.1) ® SRM Zu<hs 5 A (PCDD/PCDFs) (m3%)
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1,2,3,7,8-PeCDF

STDO_10 08_12378PeCDF

RT: 23.60
100 1

80
60
40

20

2,3,4,7,8-PeCDF

PCDD_F_STD0_007 12_23478PeCDF

RT: 31.52
100 A

80
60
40

20

T T
315 32.0

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

STDO_10 14_123478HXCDF

100 RT: 31.12
80
60
40

20

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

STDO_10 16_123678HXCDF

RT: 31.40
100 P

80
60
40

20

0 T T T T
310 312 314 316

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

RT: 23.58
100 1

80
60
40

20

13G,,~2,3,4,7,8-PeCDF

PCDD_F_STD0_007 11_13C-23478PeCDF

RT: 31.51
100 A

80
60
40

20

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

STDO_10 13_13C-123478HxCDF

RT: 31.09
100 A

80
60
40

20

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

STDO_10 15_13C-123678HxCDF

RT: 31.37
100 p

80
60
40

20

2 BREHAERELEIR (Conc.1) ® SRM Z7u<h75 .5 (PCDD/PCDFs) (m3%)



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

PCDD_F_STD0_007 26_123789HxCDF

RT: 37.
100 37.85

80
60
40

20

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

STDO_10 22_234678HXCDF

RT: 32.62
100 A

80
60
40

20

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

RT: 36.37
100 1

80 4
60
404

20

0 . T T

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

RT: 38.32
100 A

80
60
40
20

0

13G,,~1,2,3,7,8,9-HxCDF

PCDD_F_STDO0_007 25_13C-123789HxCDF

RT. 37.82
100 f

80
60
40
20

0 T T T
37.6 37.8 38.0

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

STDO_10 21_13C-234678HxCDF

RT: 32.59
100 p

80
60
40

20

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

STDO_10 27_13C-1234678HpCDF

RT: 36.34
100 I

80
60
404

204

0 T T

13C,,-1,2,3,4,7,8,9-HpCDF

RT: 38.31
100 A

80
60
40
20

0

2 BREHAERELEIR (Conc.1) ® SRM Z7u<h75 .5 (PCDD/PCDFs) (m3%)



OCDF

STD0_10 36_OCDF

RT: 41.52
100 A
80
60
40
20
0
41.4 416

- 180 -

STDO_10 35_13C-OCDF

RT: 41.51
100 A

80
60
40

20

2 BREBHAEREE (Conc.1) ® SRM Z/u~<+r75 A (PCDD/PCDFs) (m3%)



PCB 77

Co-PCB_STDO_5 04_PCB77

Co-PCB_STD0_5 05_13CPCB77

100 RT: 34.20 100 RT. 34.18
80 80
60 60
40 40
20 20
0 T 0 T
340 342 34.4 340 34.2 34.4

PCB 81

Co-PCB_STDO_5 02_PCB81

13G,,~PCB 81

Co-PCB_STD0_5 03_13C-PCB81

100 RT: 32.91 100 RT: 32.89
80 80
60 60
40 40
20 20
0 . 0
328 330 326 328 33.0 332

PCB 126

Co-PCB_STDO_5 14_PCB126

13C,,-PCB 126

Co-PCB_STDO0_5 15_13C-PCB126

100 RT: 41.95 100 RT: 41.92
80 80
60 60
40 40
20 20
0 T T 0 T T T
418 420 422 416 418 420 422

PCB 169

Co-PCB_STDO_5 22_PCB169

13G,,~PCB 169

Co-PCB_STD0_5 23_13C-PCB169

RT: 48.08 RT: 48.06
100 r 100 A
80 80
60 60
40 40
20 20
0 [¢]
48.0 48.2 47.8 48.0 48.2 48.4

3 BMEMHAE®RERK (Conc.1) ® SRM Z7u<r" 54 (Co-PCBs)
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PCB 105

Co-PCB_STDO_5 12_PCB105

RT: 39.51
100 \

PCB 114

Co-PCB_STDO_5 10_PCB114

RT: 37.47
100 \

PCB 118

Co-PCB_STDO_5 08_PCB118

RT: 35.77
100 ~

PCB 123

Co-PCB_STDO_5 06_PCB123

RT. 35.43
100 A

Co-PCB_STDO_5 13_13C-PCB105

RT: 39.48
100 1

13G,,~-PCB 114

Co-PCB_STDO_5 11_13C-PCB114

RT: 37.43

Co-PCB_STD0_5 09_13C-PCB118

RT: 35.74

Co-PCB_STD0_5 07_13C-PCB123

RT: 35.39

3 RREMFAEEEK (Conc.1) ® SRM 7u<hsF A5 (Co-PCBs) (m35%)
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PCB 156

Co-PCB_STDO_5 18_PCB156

RT: 45.64
100 A
80
60
40
20
0 T
45.4 456 45.8

PCB 157

Co-PCB_STDO_5 20_PCB157

RT: 46.30
100 '

PCB 167

Co-PCB_STD0_5 16_PCB167

RT: 42.72
100 I

PCB 189

Co-PCB_STDO_5 24_PCB189

RT. 50.04
100 F

13G,,~-PCB 156

Co-PCB_STDO_5 19_13C-PCB156

RT: 45.62
100 A

Co-PCB_STD0_5 21_13C-PCB157

RT. 46.26

Co-PCB_STD0O_5 17_13C-PCB167

RT: 42.69
100 f

13G,,~-PCB 189

Co-PCB_STD0O_5 25_13C-PCB189

RT: 50.03
100 i

3 RREMFAEEEK (Conc.1) ® SRM 7u<hsF A5 (Co-PCBs) (mD3%)



2,3,7,8-TeCDD

60%_Fish_4 03_2378TCDD

RT. 19.60
100 A

19.4 19.6 19.8

1,2,3,7,8-PeCDD

60%_Fish_4 10_12378PeCDD

RT. 25.97
100 A

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

60%_Fish_4 18_123478HxCDD

1004
80
60

RT: 33.26

40

20

0

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

60%_Fish_4 20_123678HxCDD

RT. 33.42
100 P

13C12_2,3,7,8_-|-eCDD

60%_Fish_4 02_13C-2378TCDD

RT: 19.57
100 i

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

60%_Fish_4 09_13C-12378PeCDD

RT: 25.94
100 p

258 26.0

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

60%_Fish_4 17_13C-123478HxCDD

100 RT: 33.23

13G,,~1,2,3,6,7,8-HxCDD

60%_Fish_4 19_13C-123678HxCDD

RT: 33.41
100 A

4 ZY®D SRM Zr~<hr75 5 (PCDD/PCDFs)



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

60%_Fish_4 24_123789HXCDD

RT: 33.89
100 A

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

60%_Fish_4 30_1234678HpCDD

RT: 37.93
100 P

80 4
60
40

20 4

OCDD

60%_Fish_4 34_OCDD

RT: 41.55
100 A

2,3,7,8-TeCDF

60%_Fish_4 05_2378TCDF

RT: 18.91
100 A

13G,,~1,2,3,7,8,9-HxCDD

60%_Fish_4 23_13C-123789HxCDD

RT: 33.86
100 A

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

60%_Fish_4 29_13C-1234678HpCDD

100 RT: 37.92
80
60
40
20
’ 3738 380
13G,,~OCDD

60%_Fish_4 33_13C-OCDD

RT: 41.54
100 1
80
60
40
20
0 T T
41.4 416

13012_2,3,7,8_TeCDF

60%_Fish_4 04_13C-2378TCDF

RT: 18.90

60
40

20

18.8 19.0

4 7Y® SRM Z7u~<hr7Z A, (PCDD/PCDFs) (mD-3%)
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1,2,3,7,8-PeCDF

60%_Fish_4 08_12378PeCDF

RT: 23.90
100 A

235 24.0

2,3,4,7,8-PeCDF

60%_Fish_4 12_23478PeCDF

RT: 31.52
100 1

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

60%_Fish_4 14_123478HXCDF

RT: 31.50
100 1

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

60%_Fish_4 16_123678HxCDF
100

RT: 31.77

T T T
314 316 31.8 320

13G,,~1,2,3,7,8-PeCDF

60%_Fish_4 07_13C-12378PeCDF

RT: 23.88

13G,,~2,3.4,7,8-PeCDF

60%_Fish_4 11_13C-23478PeCDF

RT: 31.50
100 A

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

60%_Fish_4 13_13C-123478HXCDF

RT: 31.47

13G,,~1,2,3,6,7,8-HxCDF

60%_Fish_4 15_13C-123678HxCDF

RT: 31.74

316 318

4 7Y® SRM Z7u~<hr7Z A, (PCDD/PCDFs) (mD-3%)



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

60%_Fish_4 26_123789HXCDF

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

60%_Fish_4 22_234678HXCDF

RT: 32.93
100 A

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

60%_Fish_4 28_1234678HpCDF

RT: 36.57
100 P

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

60%_Fish_4 32_1234789HpCDF

RT: 38.52
100 A

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

60%_Fish_4 25_13C-123789HxCDF

RT: 37.81
100 r

13G,,-2,3,4,6,7,8-HxCDF

60%_Fish_4 21_13C-234678HxCDF

RT: 32.91
100 F

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

60%_Fish_4 27_13C-1234678HpCDF
RT: 36.56
100 F
60
40

20

13G,,-1,2,3,4,7,8,9-HpCDF

60%_Fish_4 31_13C-1234789HpCDF

RT: 38.51

4 7Y® SRM Z7u~<hr7Z A, (PCDD/PCDFs) (mD-3%)

- 187 -



OCDF 13C,,~OCDF

60%_Fish_4 36_OCDF 60%_Fish_4 35_13C-OCDF
100 100 RT: 4175
80 M 80
60 60
40 40
20 20
0 T T T 0
416 418 420 416 418

4 7Y® SRM Z7u~<hr7Z A, (PCDD/PCDFs) (mD-3%)
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PCB 77

60%_Fish_4 04_PCB77

RT: 34.13
100 A

PCB 81

60%_Fish_4 02_PCB81

RT: 32.82
100 r

PCB 126

60%_Fish_4 14_PCB126

RT: 41.86
100 P

PCB 169

60%_Fish_4 22_PCB169

RT: 48.02
100 f

60%_Fish_4 05_13CPCB77

RT: 34.10
100 1

33.8 34.0 342 34.4

60%_Fish_4 03_13C-PCB81

RT: 32.80
100 i

60%_Fish_4 15_13C-PCB126

RT: 41.84
100 A

13C,,~PCB 169

60%_Fish_4 23_13C-PCB169

RT: 48.01
100 ;

X 5 7D SRM Zu<hr7 5 A (Co-PCBs)



PCB 105

2%_Fish_4 12_PCB105

RT: 39.47
100 1

PCB 114

2%_Fish_4 10_PCB114

RT: 37.42
100 A

PCB 118

2%_Fish_4 08_PCB118

RT: 35.72
100 A

PCB 123

2%_Fish_4 06_PCB123

100

20 RT: 35.38

0 . e

2%_Fish_4 13_13C-PCB105

RT: 39.43
100 A

13G,,~-PCB 114

2%_Fish_4 11_13C-PCB114

RT: 37.39
100 A

2%_Fish_4 09_13C-PCB118

RT: 35.69
100 A

2%_Fish_4 07_13C-PCB123

100 RT: 35.35

35.2 35.4 35.6

5 7U® SRM Z7u<hr" 5. (Co-PCBs) (m3%)



PCB 156

2%_Fish_4 18_PCB156

RT: 45.60
100 A

PCB 157

29%_Fish_4 20_PCB157

RT. 46.25
100 A

80
60
40 4

20

PCB 167

2%_Fish_4 16_PCB167

RT: 42.69
100 A

PCB 189

29%_Fish_4 24_PCB189

RT. 50.01
100 A

2%_Fish_4 19_13C-PCB156

RT: 45.57
100 f

80
60
40
20

[¢]

13G,,~PCB 157

2%_Fish_4 21_13C-PCB157

RT: 46.23
100 A

80
60
40

20

2%_Fish_4 17_13C-PCB167

RT: 42.65
100 A

13G,,~-PCB 189

2%_Fish_4 25_13C-PCB189

RT. 50.00
100 i

5 7U® SRM Z7u<hr" 5. (Co-PCBs) (m3%)
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2,3,7,8-TeCDD

60%_Beef_2 03_2378TCDD

RT: 19.62
100 A

1,2,3,7,8-PeCDD

60%_Beef 2 10_12378PeCDD

RT: 26.01
100 1

60
40

20

26.0 265

1,2,3,4,7,8-HxCDD
60%_Beef 2 18_123478HXCDD
100
80
60
40

20

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

60%_Beef 2 20_123678HxCDD

RT: 33.46
100 1

60
40

20

33.2 334 33.6 33.8

60%_Beef_2 02_13C-2378TCDD

RT: 19.61
100 A

15G,,~1,2,3,7,8-PeCDD

60%_Beef 2 09_13C-12378PeCDD

RT: 25.98
100 -

80
60
40

20

258 26.0 262

13G,,~1,2,3,47,8-HxCDD
60%_Beef_2 17_13C-123478HxCDD
100 - RT: 33.25
80
604
404

20

0 T T
330 332 334

13G,,~1,2,3,6,7,8-HxCDD

60%_Beef 2 19_13C-123678HXCDD

RT: 33.43
100 F

6 WD SRM Z7u<hr7 A5 (PCDD/PCDFs)



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

60%_Beef 2 24_123789HXCDD

RT: 33.91
100 1

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

60%_Beef 2 30_1234678HpCDD

RT: 37.94
100 A

37.8 38.0

OCDD

60%_Beef 2 34_OCDD

RT. 4155
100 i

2,3,1,8-TeCDF

60%_Beef 2 05_2378TCDF

RT: 18.94

15G,,~1,2,3,7,8,9-HxCDD

60%_Beef 2 23_13C-123789HXCDD

RT: 33.88
100 A

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

60%_Beef 2 29_13C-1234678HpCDD

100 RT: 37.94
80
60
40
20
AP o
13G,,~OCDD

60%_Beef_2 33_13C-OCDD

RT: 41.54
100 A

80
60
40
20
0

41.4 416

60%_Beef 2 04_13C-2378TCDF

RT: 18.92
100 i

80
60
40
20
0
18.8 19.0

6 KW D SRM 7ua~<r7 7.5 (PCDD/PCDFs) (3%)



1,2,3,7,8-PeCDF

60%_Beef 2 08_12378PeCDF

100

2,3,4,71,8-PeCDF

60%_Beef 2 12_23478PeCDF

RT: 31.52
100 1

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

60%_Beef 2 14_123478HXCDF

RT: 31.51
100 A

31.2 314 31.6 31.8

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

60%_Beef 2 16_123678HXCDF

100

RT: 31.78

13G,,~1,2,3,7,8-PeCDF

60%_Beef 2 07_13C-12378PeCDF

RT: 23.90
100 A

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

60%_Beef_2 11_13C-23478PeCDF

RT: 31.50
100 A

13G,,-1,2,3,4,7,8-HxCDF

60%_Beef 2 13_13C-123478HxCDF

RT: 31.49

31.4 31.6

13G,,~1,2,3,6,7,8-HxCDF

60%_Beef_2 15_13C-123678HxCDF

RT: 31.77

6 KW D SRM 7ua~<r7 7.5 (PCDD/PCDFs) (3%)



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

60%_Beef 2 26_123789HxCDF 60%_Beef 2 25_13C-123789HxCDF
RT: 37.81
100 100 3
* J\/\ﬂ\/\/\\/\/ &
60 60
40 40
20 20
0 T T T T 0 1 T T
376 37.8 38.0 38.2 376 37.8 38.0
2,3,4,6,7,8—HxCDF 13C,,-2,3,4,6,7,8-HxCDF
60%_Beef_2 22_234678HxCDF 60%_Beef 2 21_13C-234678HxCDF
RT: 32.95 3
100 2 100 RT: 32.94

80 - 80
60 - 60
40 40
20 20
0-=y T T T 0
32.6 32.8 33.0 332 32.8 33.0

1,2,3,4,6,7,8-HpCDF 13¢C,,-1,2,3,4,6,7,8-HpCDF

60%_Beef 2 28_1234678HpCDF 60%_Beef 2 27_13C-1234678HpCDF
RT: 36.59 RT: 36.58
100 H 100 3
80 80
60 60
40 40
20 20
0 T T T 0 T T T
36.4 366 36.8 36.4 36.6 36.8
1,2,3,4,7,89-HpCDF 13C,,~1,2,3,4,7,8,9-HpCDF
60%_Beef 2 32_1234789HpCDF 60%_Beef 2 31_13C-1234789HpCDF
RT: 38.54 RT: 38.53
100 : 100 ;
80 80
60 60
40 40
20 20
0 T T 0 T _I]—
38.4 386 38.4 38.6

6 KW D SRM 7ua~<r7 7.5 (PCDD/PCDFs) (3%)
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OCDF 13C,,~OCDF

60%_Beef 2 36_OCDF 60%_Beef 2 35_13C-OCDF
100 RT: 41.77 100 RT: 41.76
80 80
60 60
40 40
20 20
0 T 0
416 4138 420 416 4138 420

6 KW D SRM 7ua~<r7 7.5 (PCDD/PCDFs) (3%)
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PCB 77 15C,,~PCB 77

60%_Beef 2 04_PCB77 60%_Beef 2 05_13CPCB77

RT: 34.14

100 100 RT: 34.11

80 80

60 60

40 40

20 20

0 34.0 342 ° 3(; 8 34.0 34‘.2 344

PCB 81 13G,,~PCB 81

60%_Beef_2 02_PCB81

60%_Beef 2 03_13C-PCB81

100 RT. 32.85 100 RT: 32.81
80 80
60 60
40 40
20 20
0 T T 0 .
326 328 33.0 326 328 33.0

PCB 126 13G,,~PCB 126

60%_Beef 2 14_PCB126 60%_Beef 2 15_13C-PCB126

RT: 41.88

RT: 41.85
100 100 P
80 80
60 60
40 40
20 20
0 T 04 T T
41.8 420 41.6 41.8 42.0

PCB 169 13C,,~PCB 169

60%_Beef 2 22 _PCB169 60%_Beef_ 2 23_13C-PCB169

100 RT. 48.03 100 RT: 48.01
80 80
60 60
40 40
20 20
Y T 0 1 T
478 48.0 482 478 480 482

7 KD SRM Z7u~<hr75 2 (Co-PCBs)
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PCB 105

2%_Beef 2 12_PCB105

RT: 39.47
100 A

PCB 114

2%_Beef 2 10_PCB114

RT: 37.43
100 A

PCB 118

2%_Beef 2 08_PCB118

RT: 35.73
100 2

PCB 123

2%_Beef 2 06_PCB123

100

80

RT: 35.39

60

40

20

0

2%_Beef_2 13_13C-PCB105

RT: 39.44

13G,,~PCB 114

2%_Beef 2 11_13C-PCB114

RT: 37.39
100 F

13G,,~PCB 118

2%_Beef 2 09_13C-PCB118

RT: 35.71
100 i

2%_Beef 2 07_13C-PCB123

100 RT: 35.35

X 7 4D SRM Z7ua<hr 5.5 (Co-PCBs) (vm-3%)



PCB 156

2%_Beef_2 18_PCB156

2%_Beef_2 19_13C-PCB156

RT: 45.60 RT: 45.58
100 p 100 A
80 80
60 60
40 40
20 20
0 T 0 T
454 456 45.8 454 456 458

PCB 157

2%_Beef 2 20_PCB157

2%_Beef 2 21_13C-PCB157

RT. 46.26 RT. 46.23
100 A 100 4
80 80
60 60
40 40
20 20
0 0 1 T 1
462 46.4 46.0 462 464

PCB 167

2%_Beef 2 16_PCB167

13G,,~-PCB 167

2%_Beef 2 17_13C-PCB167

100 RT. 42.70 100 RT. 42.67
80 80
60 60
40 40
20 20
0 0
426 428 424 426 428 430

PCB 189

2%_Beef 2 24_PCB189

13G,,~-PCB 189

2%_Beef 2 25_13C-PCB189

100 RT: 50.01 100 RT: 50.01
80 80
60 60
40 40
20 20
0 0
49.8 50.0 50.2 498 500 502

7 42D SRM Zr< k7545 (Co-PCBs) (%)
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2,3,7,8-TeCDD

60%_Eggs_4 03_2378TCDD

RT: 19.60

100 F

80

60

40
20

0 T

19.4 19.6 19.8

1,2,3,7,8-PeCDD

60%_Eggs_4 10_12378PeCDD

RT: 25.97
100 f

1,2,3,4,7,8-HxCDD
60%_Eggs_4 18_123478HxCDD
100
80

60

40 RT: 33.26

20

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

60%_Eggs_4 20_123678HxCDD

RT: 33.44
100 A

60
40

20

33.2 334 33.6 33.8

60%_Eggs_4 02_13C-2378TCDD

RT: 19.59

15G,,~1,2,3,7,8-PeCDD

60%_Eggs_4 09_13C-12378PeCDD
RT: 25.96

80
60
40

20

25.8 26.0 26.2

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

60%_Eggs_4 17_13C-123478HxCDD

100
RT: 33.23

13G,,~1,2,3,6,7,8-HxCDD

60%_Eggs_4 19_13C-123678HXCDD
RT: 33.41

80
60
40

20

33.2 334 33.6

8 BIIFD SRM Z7u<hr7 5. (PCDD/PCDFs)



1,2,3,7,8,9-HxCDD 13C,,—1,2,3,7,8,9-HxCDD
60%_Eggs_4 24_123789HXCDD 60%_Eggs_4 23_13C-123789HxCDD

RT: 33.89

RT: 33.88

100 100 1
80 80
60 60
40 40
20 20
0 0

33.6 33.8 34.0 34.2 33.8 34.0

1,2,3,4,6,7,8-HpCDD 13¢C,,-1,2,3,4,6,7,8-HpCDD

60%_Eggs_4 30_1234678HpCDD 60%_Eggs_4 29_13C-1234678HpCDD

100 RT: 37.94 100 RT: 37.94

80 80

60 60

40 40

20 20

0 0

37.8 38.0 37.8 38.0
OCDD 13G,,~OCDD

60%_Eggs_4 34_OCDD 60%_Eggs_4 33_13C-OCDD

100 RT: 41.55 100 RT: 4154

80 80

60 60

40 40

20 20

’ 414 416 ’ 414 416
2,3,7,8-TeCDF 13C,,~2,3,7,8-TeCDF

60%_Eggs_4 05_2378TCDF 60%_Eggs_4 04_13C-2378TCDF

RT: 18.93 RT: 18.92
100 i 100 i

80 80

60 60

40 40

20 20

0 T T 0

18.8 19.0 18.8 19.0

8 TIFD SRM Zua~<hr2"F A (PCDD/PCDFs) (m3%)

-201 -



1,2,3,7,8-PeCDF

60%_Eggs_4 08_12378PeCDF

RT. 23.91

2,3,4,71,8-PeCDF

60%_Eggs_4 12_23478PeCDF

RT: 31.52
100 1

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

60%_Eggs_4 14_123478HXCDF

RT: 31.51
100 A

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

60%_Eggs_4 16_123678HXCDF

100

50 RT: 31.78

T T
314 316 31.8 320

13G,,~1,2,3,7,8-PeCDF

60%_Eggs_4 07_13C-12378PeCDF

RT: 23.90
100 \

80

60

40

20

0 T
23.8 24.0

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

60%_Eggs_4 11_13C-23478PeCDF

RT: 31.50
100 A

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

60%_Eggs_4 13_13C-123478HxCDF

RT: 31.49
100 \
80
60
40
20
0 T T
31.4 316

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

60%_Eggs_4 15_13C-123678HxCDF

RT: 31.76

8 TIFD SRM Zua~<hr2"F A (PCDD/PCDFs) (m3%)



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

60%_Eggs_4 26_123789HXCDF

RT: 37.84

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

60%_Eggs_4 22_234678HXCDF

RT: 32.93
100 P

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

60%_Eggs_4 28_1234678HpCDF

RT: 36.59
100 n

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

60%_Eggs_4 32_1234789HpCDF

RT: 38.52
100 F

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

60%_Eggs_4 25_13C-123789HXCDF

RT. 37.82

13G,,-2,3,4,6,7,8-HxCDF
60%_Eggs_4 21_13C-234678HxCDF

RT: 32.92
100 A

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

60%_Eggs_4 27_13C-1234678HpCDF

RT: 36.58

13C,,~1,2,3,4,7,8 9-HpCDF

60%_Eggs_4 31_13C-1234789HpCDF

RT: 38.51

8 TIFD SRM Zua~<hr2"F A (PCDD/PCDFs) (m3%)



60%_Eggs 4 36_OCDF 60%_Eggs 4 35_13C-OCDF
100 RT: 4177 100 RT:4175
80 80
60 60
40 40
20 /\ 20
0 T T T 0
416 418 420 416 418

8 TIFD SRM Zua~<hr2"F A (PCDD/PCDFs) (m3%)
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PCB 77 13C,,~PCB 77

60%_Eggs_4 04_PCB77 60%_Eggs_4 05_13CPCB77

100 RT: 34.14 100 RT: 34.11

80 80

60 60

40 40

20 20

0 : 0

34.0 342 33.8 34.0 34.2 34.4
PCB 81 13G,,~PCB 81

60%_Eggs_4 02_PCB81 60%_Eggs_4 03_13C-PCB81

RT: 32.84 RT: 32.81
100 100 -

80 80

60 60

40 40

20 20

0 T T T 0 T

326 328 330 326 3238 330

PCB 126 13C,,~PCB 126
60%_Eggs_4 14_PCB126

60%_Eggs_4 15_13C-PCB126

RT: 41.88
100 A

RT: 41.85
100 A
80 80
60 60
40 40
20 20
0 T 0+ T T T
41.8 420 41.6 41.8 42.0

PCB 169 13C,,~PCB 169

60%_Eggs_4 22_PCB169 60%_Eggs_4 23_13C-PCB169

RT: 48.03 RT: 48.01
100 ; 100 ;
80 80
60 60
40 40
20 20
0 T 0 T T T
47.8 48.0 48.2 47.8 48.0 482

X 9 IO SRM Zu~<h2 5 A (Co-PCBs)
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PCB 105

2%_Eggs_4 12_PCB105

RT: 39.46
100 P

PCB 114

2%_Eggs_4 10_PCB114

RT: 37.42
100 A

PCB 118

2%_Eggs_4 08_PCB118

RT: 35.72
100 r

356 358

PCB 123

2%_Eggs_4 06_PCB123

RT: 35.38

2%_Eggs_4 13_13C-PCB105

RT: 39.43

15G,,~PCB 114

2% _Eggs_4 11_13C-PCB114

RT: 37.39

13G,,~PCB 118

2%_Eggs_4 09_13C-PCB118

RT: 35.69
100 A

2%_Eggs_4 07_13C-PCB123

100 RT: 35.35

80
60
40
20
0 T T T
352 35.4 35.6

9 BHID SRM 7<=k 55 (Co-PCBs) (x3%)



PCB 156

2%_Eggs_4 18_PCB156

RT: 45.60
100 A

PCB 157

2%_Eggs_4 20_PCB157

RT: 46.25
100 p

PCB 167

2%_Eggs_4 16_PCB167

RT: 42.69
100 A

T
426 42.8

PCB 189

2%_Eggs_4 24_PCB189

RT: 50.01
100 A

2%_Eggs_4 19_13C-PCB156

RT: 45.58
100 i

13G,,~PCB 157

2%_Eggs_4 21_13C-PCB157

RT: 46.23
100 ;

13G,,~PCB 167

2%_Eggs_4 17_13C-PCB167

RT: 42.65
100 A

13G,,~PCB 189

2%_Eggs_4 25_13C-PCB189

RT: 50.00
100 ;

9 BHID SRM 7<=k 55 (Co-PCBs) (x3%)



. kgt s &=
(3) A EWE OB EHME E IR W HE OB 3 I B+ D858
(3-2) LC-MS/MS (\ZXDEMF DO NIT Y — LK

LR AN AR U F D 43 AT 15 DR &)



TS EEREAZHITHREEREFEEMDE (ROLOREMRIEENTILEE)
BB LI AT A Y E R R OR AT &2 0 F 145 B 5 D720 DO RFZE
SRR IR
Q) A EFME OB EHEE L E R E DB T 2458

(3-2) LC-MS/MS [T XD & i DR N T — )L R SR BRI AI 0 53 1T 1 D Rt
WFgesyiRsE R OB ESER LRSI RS

MEEE

NV IT Y =V RSB (BT) 13, #E o fR ek OE A A L. miEsRESh
TV, OB ETIE AT IEOH 1A E T E PCESL P E I ESNL TODBTHLD
%o E1o, HEESAK (POPsSAK) OHLEI X G E ~DBIMPERIRSNTZBTHLHY, DAEICE
WThH, Ot REMRD T ETHD, T T, AFETIE, BEFOBTOVAYEHO N E
PEERFTT A2 BREL T, B OBTOE Y FERECE B EHE E M B LD 5 Tk D
B 8 &3 D T D, B4R FE L, LC-MS/MS% F W =BT 23 M7 i O I 18 S 1F Je OV I 2 12
WTHRT LTz, AEEE X, LC-MS/MS% W =BT AT EDORTALER 2 st L, Bk 2 x5
ELT-TRIMEI R BR 2 F2 i UT-, 3UBHIAZ /— L THIHH L, n-~F 082 wiveti b hUw
DRI Z TR B LT t% | S% B ARV B F N AT 270N =T A THRILT,
PIE SR ELTHHT T AIZODSH T L% BEIHICKE K, AZ ) — /L KOS mMFEET
=Y LEIRE A NTEAT T IARYET AT ACIZESIOR Y T 47— R e e, Btz
ATALER VA2 O CTRGBUEHM A 2 XF R ELT-IRINBIGRBR 21T > 7 fE J . OFEDBT TR 4172
FLE (76.8%~114.0%) EOHMTREE (<12%) Db, £, RIEIZIAFE O E &R
FEI1Z0.4 ng/g THT7,

et & AN ORESE OB N T 258 (k5%
By WA AR SR T B 0% 1 M EFME IR ESN. £
PRERE, A DB | W A K OME FH 23R AIEE (S dvTn
%V, E7-. 2004 FEITIT 2,4-F-tert-T7 F)L-

A TFEEH 6- (5-71-2H-1,2,3-_ Y ") 7Y —)L-2-
SRR AN T, FA RIS L D% k& B AV) 7 =)= (UV-327) , 2006 £E121% 2-
CHBELTBESS T T AT vy B L 10 (2H-1,2,3-_ VN T —)1-2-A L) -6- (7
HENTn5, FrlZ, XY R T7 Y — L A& B 2-AI) d-tert-T F )V T = ) — )b
SRR (BT) 1, #85hBR WU HE /) 7% (UV350) BENEDERLFWEICHEES
B TEY, HHRICELE SN TV, Ao, B AR & OV @R A A s U
HETIE, 2007 F1Z 2-(2H-1,2,3-X HEBVELTND Y, IHI2,2023 5 A
VRNIT Y = )v2-A V) -4,6-F ~tert-T F VT (21 2- (2H-1,2,3- XY NI T Y —)1-2-A
= /— L (UV-320) 25845 f M | 5 Rtk V) -4,6-3 ~tert-~22 F )7 = ) — )L (UV-
MOEMEERHLEL T ALEME OH% 328) WA ICEREL 5 2 5B &
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MdHHELT, EHEESM (POPs 5:49) O HLH
KR E ~DBIMMELARES Y, [ 11
HIZIFR S EICE ASND UV-328 DH AR
[ R D R 522 B3 2 U A7 3 Al O b R
WHESH Y 4%, bBREIZBNTS, #l
HloOxf G LD T ETHD Y, UV-320, UV-
327, UV-350 Y UV-328 L%t BT 1%,
B 4 {LEMICEL L Ab SR A T
DITHE b6 HASRIEIZELTO
L E 720,

UV-320 [X#E 53 ittt o @ S FE M Th D
1F7>, PPARa 7 V&N L CHFEMEZ
HKIDHIENRESINTND 9 REHI O
BT (Z2oWTh, FLIL 7= b 7/ 7otk
BaAL., FAEOHMELZFF O REMEN®
D AR HE KRS0 5 RIS O
BB EINTND, BT, ENEALF D
BT L7V omdddHo 7Y, & dh
NHDFEBEHIBE SIS, BT IZLHER~
O Bl % 52 B Al <017 Y FEREIZ DOV T D FE
X, FEMA ST,

HEWE @ﬁﬂ&%ﬂfw}@ﬁm% Y,
A7 ERERRFTTH-OITI1E, FERE
BEEHEE iﬁmﬂiiﬁb\o K B OVJE

BH O BT {HYERBIZOVWTIZHHE I
TWBN W /o BT (Y FEREIC
W i%‘e&%ﬁvym\ SN 3 N g =217
A5 Tl UV-320, UV-327 KUY UV-328
EELT 4 bEMREL S5 ELT
WO A%, ZHdHD BT ZfEL TV
AN

AW TITRANTEEORLHT D BT OV
AV EBROMBEWEZ R T2 BINEL
T, M EE xS E Lz LC-MS/MS ZH W
7= BT ZHTIEIZ DWW TR 95, AR
LC-MS/MS JIE D= OREGALERE E L TR
WK 5y BE S0 [ AR Jil 0 T BMZ KA K LA R
FHU. B EB A G & L7 RN [a] 1 3R Bk %
Fhe L7,
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B. B3t
1. ey

AETlE, 2- (2H-1,2,3-_ VBT
—)L2-A V) -4-AF )T = ) — )L (UV-P) |
2-(2H-1,2,3-RX2 VNI T Y —)L2-A L) -4-
tert-7 F /L7 = /— /L (UV-PS) . 2- (2H-
1,2,3- XY M) T Y =)L 2-A )V ) -4-AF )L -
6-(F/R2-m1-AV) 7= /—1 (UV-9) .
2-[3-(2H-1,2,3-_X Y KT —)L-2-AJL) -
4-tRaX 7=V ]=F )L 2-AF L7 ax
-2- /7 —k(UV-090) | 2-(2H-1,2,3-~>
VRN)T = 2-A V) -4,6-B A (2-T7 == )b
TR 2-A)V) 7= ) —)L (UV-234) . UV-
320, 2- (tert-7 FJL) -4-AF )L -6-(5-7/ -
2H-1,2,3-_X VM) T —)L2-A)V) T =/
— /1 (UV-326) . UV-327, UV-328, 2-(2H-
1,2,3- XY N T — )L-2-A)V) -4-tert-4 7
F )7 = /)—/L (UV-329) . UV-350, 2- (2H-
1,2,3- XV M7 —L2-A L) -6-{ [ 3-
(2H-1,2,3-_ "I T Y —)L-2-A V) 22-ER
00X -5-(2,4,4-RURAF LR Z DA )))
T 2= V] AF L} -4- (2,4,4-FUATF L~ Z
v2-A)) 7= /) — )L (UV-360) Kk OV 2-
(2H-1,2,3-_ VNI T Y —L-2-A L) -6-(2-
Tz TR 2- A1) -4-(2,4,4-F) AF
IR B2 A)) T = ) — )L (UV-928) D

2 13kE (X 1) Zoirstg L,

2. AE
1) HEYES

UV-P: #iE 100.0% (AccuStandard %)
UV-PS:#fi £ 100.0% (AccuStandard %)
UV-9:#fi £ 100.0% (AccuStandard f%)
UV-090 : #li £ 99.79% (Toronto Research
Chemicals )

UV-234: i 99.9% (AccuStandard %)
UV-320:#fiE 100.0% (AccuStandard %)
UV-326: L 100.0% (& -7 /L L F0EHE
Py
UV-327: fll
UV-328: fll &

=i

100.0% (AccuStandard H¢)
98.0% (AccuStandard #)



UV-329: i 98.0% (AccuStandard %)
UV-350: i £ 97.52% ( Toronto Research
Chemicals )
UV-360 : #li &
Chemicals )
UV-928: i £ 98% (BLD pharm )

UV-P ds: #E 99.6% (ARl 4R T ¥ H)
UV-PS d,: #l% 99.7% (ASCA GmbH )
UV-234 d,: #1E 99.7% (ASCA GmbH )
UV-320 d,: #E 99.8% (ASCA GmbH H)
UV-326 ds: #liE 98.9% (FRifli 3 T 2 51)
UV-327 ds: #E 99.8% (ASCA GmbH )
UV-328 d,: #liE 99.8% (ASCA GmbH )
UV-329 d,: #iE 98.0% (ASCA GmbH H)
UV-350 d,: #E 99.4% (ASCA GmbH )
UV-928 d,: #liE 98.9% (ASCA GmbH H)

98% ( Toronto Research

2) ZFOMEIE

TR R RS - PCB
b7 54)

n-~~F 4 B R KA - PCB
(B s b )

FERE =T L F% B 3R
(B s b7 )
EAE T RUD A
el R

5% @ KV T NV BESITH(E 74
IV LR )

71l VI =717 . InertSep FL-PR 2g/12
mL (GL Sciences H)

A% ) — /v HPLC H (BE s b 5=5)

K HPLC A (B s b5 1)

FEET =T L KRk (8 £ 7 0 L5000

AR (B3R
N

PCB i H

EE GRS i

I

3. BEFR  EEREROFRR

UV-360 LIS OFEHEJF K - 254 M L 20 mg
ZREFEL, 7R THAEL T 1000 mg/L ¥
A LT,

-210 -

UV-360 B K « A5 HE 5 20 mg ZF5FEL .
TR TEAMLT 100 me/L iR &L
7=

%2 T8 R AR R Rk AL & A A B T - 45 A U
b 2.5~5 mg ZAEFEL, 7RI TEMELT
500 mg/L ISR A LT,

B AR R A B EVR IR - S AR R 2 AX
J—)V T BARL, 0.02~1 pg/L OIEA
TR TR LT, ZORAERERIKIC
(X, ERANCNEEEY B LU CTL E RN IR
kAL AW E 0.4 pg/L ERAHIOICIRINLT
T,

WO B BE YRR & R R & AR
—/LCH BEARLT, 20 pg/L RAEFEHERE
REELT,

TN [E] R R FH TR A R MR PR R - A5 A Y i
WA AR )=/ THEBEARLUT, 2 ug/LIRE
EHEVR IR A TR U=, ZORAEHERIRIC
(X, ERANCNEEEY B L L CTLE RN IR
kAL AW E 20 ng/L ERAHIOICIRINLT
BT,

4. Ak

B (w2 a. 25 TR O 1.
BE B Hl K 0D 2 — 8 — = — A R CRE A LT,
PRI WA BRI L 7= 1% M) — (kL

779
—o

5. B

LC:ACQUITY Premier (Waters #%)
MS/MS: Xevo TQ-XS (Waters fi)

T —4X YL : MassLynx Ver.4.1 (Waters )

6. LC-MS/MS #I &

1) LC &

O FEHEBRE VR

717 2 InertSustain C18 (GL Sciences )
(N 2.1 mm, & 150 mm, K £ 3 pm)
R & FH B E $ 0.2 mL/min



EANE:5 L 2) MS &4

717 AR 1 40°C HEE—F B REOSE=2Y 7 (SRM)
BE)H AF b ESI(+)
AR 7R K X7V —®EE:3.0kV
B & : A% ) — )L A PRI E 1 150°C
CiZ:5mM KT v E=0 MR R IR < 500°C
Ref (43)  A(%)  B(%)  C(%) a—H A% F 150 Lihr
0 10 89 1 PR T A - 2 5% 1000 L/hr
27.5 10 89 1 aYa A7) 0.15 mL/min
27.6 0 99 1 ERmAA R OEEAA
58.0 0 99 1 UV-P:m/z 226—120[30 V/15 eV]
58.1 10 89 1 m/z 226—107[30 V/20 eV]
65.0 10 89 1 UV-PS:m/z 268—212[40 V/20 eV]
W E FERT 65 43 m/z 268—57[40 V/25 eV]
UV-9:m/z 266—119[40 V/20 eV ]
@ ARBZAVW-RE m/z 266—91 [40 V/30 eV]
717 :UHPLC PEEK Column InertSustain UV-090:m/z 324—238[30 V/15 eV ]
C18 (GL Sciences ) m/z 324—91[30 V/30 eV
(N£E 2.1 mm, £ 150 mm, K7 -5 3 pm) UV-234:m/z 448—119[40 V/30 eV ]
&) FH i 3 : 0.2 mL/min m/z 448—370[40 V/20 eV]
HEAE:SuL UV-320:m/z 324—268[30 V/20 eV]
F15 A6 - 40°C m/z 324—212[30 V/25 eV]
BEHH UV-326:m/z 316—260[30 V/20 eV ]
A 7 FREE K m/z 318—262[30 V/20 eV]
B i : A% ) — v UV-327:m/z 358—302[40 V/20 eV ]
Ci:5mM X7 E=r AR m/z 360—304[40 V/20 eV]
B (43) A(%)  B(%)  C(%) UV-328:m/z 352—282[30 V/20 eV]
0 9 90 1 m/z 352—71 [30 V/25eV]
27.0 9 90 1 UV-329:m/z 324—212[30 V/25 eV ]
27.1 0 99 1 m/z 324—57 [30 V/25 eV]
60.0 0 99 1 UV-350:m/z 324—268[30 V/20 eV ]
60.1 9 90 1 m/z 324—212[30 V/25 eV]
67.0 9 90 1 UV-360:m/z 659—336[30 V/20 eV ]

W E R - 67 45 m/z 659—224[30 V/30 eV]
UV-928:m/z 442—364[30 V/25 eV ]
m/z 442—252[30 V/30 eV]
UV-P d5:m/z 229—120[30 V/15 eV]
m/z 229—110[30 V/20 eV]
UV-PS dy:m/z 272—216[40 V/20 eV ]
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m/z 272—57 [40 V/25 eV]

UV-234 dy: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 361—305[40 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]
m/z 328—216[30 V/25 eV]
m/z 328—57 [30 V/25 eV]
m/z 328—272[30 V/20 eV]
m/z 328—216[30 V/25 eV]
m/z 446—368[30 V/25 eV]
m/z 446—256[30 V/30 eV]
LB EEAA FEEMEAA
[a— &EE/aVVary =¥ —]

UV-320 ds:

UV-326 ds:

UV-327 ds:

UV-328 ds:

UV-329 dy:

UV-350 ds:

UV-928 dy:

7. REBRK NEE

RS EERSNIT BT OREN
0.02, 0.04, 0.2, 0.4, 1 pg/L. 22 € [FNL A
AL B ORENZENEI 0.4 ng/L L7025
INTHEYE R 2 AS ) — )V CRVR L i
U7z, a5 A i A BV oD B G C I St
EAEICKY BT 2 & & L7, Bin[al sk
TliE, ZERMAKEREEWE RN
AR NE VALY BT 28 & LI,

8. RBRBHEOFH
1) Hhi

)Lk 5.0 g 2R 7 arL L f
L IZEVERD, A%/ —)L 30 mL 2z
TREDTAALIZIE ., 357 3,500 [AIHET 5
oy Do BEL . BT A ERLTZ, R Y
\ZA% 7 —)V 30 mL Z /N 2 CTRARIZHERAEL .
Hsohiz EiEEEbYE A% /) — L EINZT
IEREIZ 100 mL &L7c, ZOEIENOIERET
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20 mL 248V, 40°CLL T CiMfE L, 2
FELTZ, 2N n-~FH> 30 mL KLY 2
wiv%lE At R AFE#E 100 mL ZA0% T
REIHH L% n-~F Vo @a iRl
Teo BRI n-~FH 2 30 mL &2 ClA
FRICERAEL n-~FH U EE G b, MK
WiEE TR A 2 g ZNATHKL, Kk
it R LEARI LTt 40°CLL F T 1
mL FTEMNELZ, ZOREWIZ n-~FH
1 mL 200 % TR LT,

2) B
O 5%EFKRIATNTT A

a7 fAFEDOREE30cm, NEE 10 mm O
TANT I 5% G K VAT NS g % n-~F
o HWTRAFEL, BB K
FTRIVL 1 g ZREELIE, 20T LIT, n-
~FH 40mL EVEAL, i HERITHE T
Too ZHIZ, 1) THOLNEEREZEA LR
% 10 vol% il = F /L& A n-~F %2100
mL THEHSE, AN O KLY S
T 40°CLL FTH 1 mL £CTREML,
ORI n-~FH 2 1 mL 2 TR
iR 7=,

@ 7ayINI=HT A

InertSep FL-PR(2 g/12 mL) | n-~F
> 10mL Z{EAL . RIS Tz, 2o
THIT 2) OTHELNIZERZEANL, Afr
Wt Tl-1% . 5 vol%lFEE =T V& n--~
FH 25 mL THRIEESET72, B HKZ 40°C
LT CREMEL., WIEARELT % AF ) —
JLTIEREIZ 10 mL 12U TREBRIEIKE LT,

9. HMEIEFER

IR G R T IR 6 A5 ME s i e f Bk
(wrm 27 TR OY R 5.0 g) IS
L. B. #WFZE5ikD 8. BRI O R
(B4 2) IZft > THMENGGRBR & EHE L 7=,



BT OWRMNGREE1X, & &R SR E (0.4
ng/g) EL7c, ZAUTHEVY, & R AR RE 3%
{EEZONTH, ZENE i dng/g L72DK
NI U T2, B BT E [RAL IR 3% AL &
P CHIIE# O RENDE ML, 7235,
2 R R AL B &2 N T CERedo
72 UV-9, UV-090 K % UV-360 {22\ T
L, B REFRF]R° Log Pow 2SUT{EIL TW%
UV-PS, UV-P } O} UV-328 TZINZ A
ELTe, %78 RN AREE AL & 4 o [ =
X, EIN ]I ER R A IR & IR INFE 4 IR o
PRI R YE YRR DL AR A I KV L
M7=, 7707880 BT WE &S
BA X IRINRENSEBMHE LN T
HEZ RO,

C. TAKRERVOELE
1. EHERKE AW RBRBERAREOR
Bl

XU I, AR IR 2 VO CRITLBR LS
DUWTHRET L7, 7238 . ARREHEME 1 &
BRIEIZ IV IR L 7=,

1) fhiH R0

AR B Z X S LT BT ik o
Tk, 7Hh KO n-~F VR E Vi
A (ASE) ', =&/ — L& v
TR T AE A Y, Y rna Az K
Q7 B AR Z WY v 7 AL — il
X5 hE D OR TR R WEREY
FAXMIZE D HE DORERHDH, A
HFRTIEZOSE , i ENORIERFIET
HOHRET T AR LD FiEERFL
“o IHTRIBRELT 13D BT 1, Log Pow
= 4.30 (UV-P) ~14.35 (UV-360) ® 5 ¥ %
DENE THLHD fhHEEIZIE T &
Foz2BRAL,30mL T2 EHE T840
7=
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2) BHBEA~DEEELOBRS

BT flitHi& D ARSI~ DER IS S &
LCIE, n-~FH o e b Ny AERED
K-l W elE »ndbs DY, 22
T ARBRE T BE RS T 280
WAL T U DR TR DTSN &, R0 E K
OHRIEIZH WD RSV T BT IR A
PEAEYS I 2 VO TR ET Lz,

OHEAL T N Y AR DOFINE

XU, AL T N D AR OB &I
DWW THRETLTZ, 7ER 60 mL 12 100 pg/L
IRAEWERTEZ 0.1 mL RIIL. 2 wivilE
{bF R 23 (300 mL, 100 mL X% 60
mL) Z /1%, n-~FH> 30mL T 3 FHRED
ML, BUREZHER LI (£ 1), TOH
H0 2 W% T RN D AR ORI &S
L6 RAFARENLER (300 mL:72.3% ~
110.1% . 100 mL:78.5% ~ 104.2% . 60
mL:80.2%~129.0%) 235 b7, £Z T,
HAL T T DB IR ORI &L, 60 mL &£k
AL,

@ HAL T FID LERIE DTN EE

AT, HEAL T R D DR O BINE B
DWTHRET L=, 7EF 60 mL (2 100 pg/L
RAEWERTEZ 0.1 mL L. 0 w/iv%,
1 W/iv%. 2 W/v%. 5 W/v% X 1% 10 w/v% D4
IR DAL T ND LB K 60 mL A% | n-
~FH 30 mL T 3 [EREIAHL, [A]IY
AU (F 2), TOREE., 2 wivn X
X 5 wh%HE{L T RID AERE W56
B A e B (2 wivs @ 79.1% ~
126.0%. 5 W/v%:72.3%~106.7%) 78 &
b, 5 wv%lE b TR AR IR S L
T, 2 w%IEAL TR D DEEHE O 5 23 K0 [A]
RN EMEE NS ot kT
NID DR OB T 2wivrea AL
7=



@ HEEIZHWIH R

MBI, BRI ICH WA A B EELZ DWW T
n-~FY o LEERR = F LA O TRET LT,
7k 60 mL (2 100 pg/L {BAEEHERIK
Z 0.1 mL WAL, 2 w/v%iE b o A0
% 60 mL ZhNx . n-~FY o XITHEE = F
JL 30 mL C 3 [EHEESH L., [ EA T
L7 (3% 3) o n-~F o Cld, BAF72 R
KRB O I (80.2%~129.0%) , —F
T B~ F L Cld—E @ BT 2B\ ClH
WAL o7 (1.4%~114.2%) , &
7o n-~F Y RIS RE O R IS B 1T D
BT OFELEIZOWTHRFTLIZRE S, UV-P
KO UV-360 LLAD BT 12OV T, B5IR
BEZ 1 MM 528 THER 100%[E]1Y
SNTbOD 2 [\ H THA AL EILE
TV BT BMEHH -7 (M 3), Lichio
T HRIRICH WD A RIALEIZIE n-F iy
EERAL, n-~F AL DRIEERVEIL 2 (1]
L7,

3) BIMCEEREROBRE

B O BT ik A7 LkERIIEEL
T, YUAF B a8 18 HLBY
FOY NH,' 7% 8 % W= &5 3 5, Ak
T, EHLOWME PNHDH VBT &
V7)Y EHWERERIC OV TREFTL
7=

O 5%EKVITNIT A

SUBTNTIT BINHD BT OIRH /87—
VEMER T DI KR ER IR A WV CORGET
L7, 10 pg/L IREEAEEWK 1 mL %ﬁal
L. n-~FH2 2 mL ISR LT BEK R
TR LEFEE LT VB 7 N DT B AT
L7z n-~FV 5 vol% ke = F L& FH
n-~%Y 2 XL 10 vol% it ~F V& H n-
~AFH K& 200 mL TIEHISE, UL

214 -

AT LD IR Z i LT (K 4), £

DOFER. 10 Vol%ﬁ’ﬁﬁﬁiz’fﬂ/ﬁ\ﬁ n-~F
YO LS AL UV-P(179.7%) . UV-
090 (47.3%) K& O UV-329(177.0%)LMM>
BT (2B W T, BAF7Z2 BT R (90.8% ~
121.5%) BB 72, 5 vol %k =F L&
A n-~FH o THEHLEGEIZONTH,
[ % ORI AFRD HIVZD, Kk & 7o fafl~
DHEHEEZE L, SUBT N HTENEDUE
HZIE 10 vol%HElE = F L& n-~F 4
ZHWAZEELT, UV-P R UV-329 IZBW
TENXEN 170% %2 CLESTZM, #1E
7275 UV-P X° UV-329 O —7 |3 Hf
BENTELT, ZOFEMIIHOWVTITI AN
Thd,

F72 Y UBF N TIT L0 10 vol% HE e
TFVEAH n-~FH 2 100 mL T 2 [BAEH
SH, ZOE RN EER LI, ZORER,
UV-P, UV-090 K T UV-329 LI+ BT IZ
BT, H1HD 100mL DOFE H THER 100%
UL E AU, D 100 mL HIZ BT 1ZiEEAE
B S eno7= (X 4),

BT LML T, Kok R
B1GDHT0 UNT IV T D BRI
DOWVWTHE LIz, LxL7aa 5, UV-090,
UV-234, UV-326, UV-350 } T} UV-360 (Z
BWTAMIEIZ 5%~ 10%FEEE DR H )5
BENTZ(12.2%, 4.6%. 5.1%. 5.3% K OV
14.6%) , ZZ T, Wi /EI3AT O I M
THZEELT,

PLEDFEFR I, VBTN HTHIZLD
R CIX, ARRELT n-~T o I H
ELT 10 vol %t = F V5 A n-~F
> 100 mL 28R JH L BURFR & A i A B R
THZEELT,

®@ vl NI=hT A
7HU°/°/I/‘Z:7'J§A75>EOD BT O H %
— U EERT A IBEORE VenE



AR EE R 2 O TR R L 72, 100 pg/L i
AHEREIRI 0.25 mL ZHL[E L, n-~FH
2 mL I[ZIAMREL T, 7ulPni=hT LA
i Lz, BIRE S Cletl ., n-~F 9o Z
5 vol%WMEfE ~F V& A n-~FH 4 35mL
THEHSE, BRI ZRERE L (R 5),
ZDFER n-~F YV UACEDEHETIE 6 1k
HBWITIRY . B A5 (76.1%
~93.6%), —J7.5 vol%lEf =F L&A
n-~F TR TOME Y TR 72 EIY

(74.7%~105.8%) D HERINT-, IHIT,
5 vol%MEfE = F LV EH n-~FH DM
REIZOWTRFILIZEZA, 25 mL DIEH
R BT R AF2RAIY (74.3%LL 1) 23MEHD
ZrEMERLE (1K 5),

Wiz, 7Y NI=hT KBTI DTG
BIEIZOWTHRF LT, 208 R, AWK
HI LG O HITR OO oTz, L
L, Atk n-~FHhr 5 mL TraIYL
R=HTLEREFLTIEZAS UV-320, UV-
326, UV-327 KX UV-328 @ 20%~50%
DR LT, 22T n-~F s Ko 8%
BIEIATO I T228ELT,

U EORERID, 70 NI=0TF M2k
HRERLCIR, BARIRIC n-~FP 2 IRl
(25 vol%lEfE —F L& A n-~F 1 25 mL
ERAL WHRERIT 528U,

2. w7 R B HWERBREBERFARIED
Bat

FEE VIR 2 AV TR T L 72 BT AL B 5%
B~ N 7 ZFEE T2 W ThEE H AT
R, w7 ailEt 2 VTR L7, 723,
E:W S NI P IDY S n W sl ey A
EEEL, RIRFHIBIT D00 T LI AX
JV7U—PEEK W7 5% W\, 7pds, AX L
7U—PEEK #Z7AD 2LV, UV-360 O
REFIFIE OIE R DRRBO LN NG B
S ZE TAEELU CORFZERLZ,
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7ok AR EHIME xR B AR AT LD E i
L7

1) &R

T2 HE YRR & PO T e R A I R R A
ST, w7kt 7 b TH L, n-~F
YU NRELTZ R, YU TN T LR OT
AUV NNI= T ATHRLIEEZA R
Iy EB DN DAY ) — VAT EEER
DYE RO LIV, ST O REER T4
AU, 22T I 2 AY ) — T
BL, iRz ER L%, seh 1.0 g fH Y
IZOWTRBRICEAEZ T o722 A, R
W Oy DERAFITIZEA LRSI
T AT s DR IR N IR O bR
o7z, LT o T, st %2 A% ) — iz
EHLTHRFLE,

2) ABEE~DEmEEEORS

EER A O TREI LTI n-~F i
EDURIE DR~ N 7 ZFHE FICE
WThiE H RTRED, v 7 m bk A VTR
LTz, 7B, B o BT DA 1%
WRBEA~DHRIR R E L TR, n-~F oL
{bF R LR 300mL & DiE-1E 5y il %
WesE DRe s, 22T, kT NY
LR 300 mL & W THEAL TR D AR
DERIPEFE Je OV n-~F > TOHRYE [E 5
ERETL ., BB ITHAL T R AR O VRN
BEERELI,

@ HAL T FID LRI DTN B

~7 ik 5.0 g ZAX ) — L THIHL,
ERLE%. 3B 1.0 g MY oHHIED
WA RE LTz, BRI n-~FH 2 30
mL ZMZ7-%. 20 pg/L #0FH IR A v
IR 0.2 mL ZIRMNL7z, 232 2 w/iv% X
1% 5 wiv% AT RID LEHR A 300 mL &
Mz T, n=~FH > 30mL T2 \HREHH



L7ce n-nFH U@ a6 b THEKRE
MU ALK L, BRERICIDS
NHTEF O TaIPNAI=hT A TR L
TEIMERA LI (R 6), TOREE. 2
w/v%& 5 wiv%eli it NI D AR IR D[R] 3R
I RERZETITEDN 72 (2 W% : 67.5%~
102.3%. 5 W/v%: 66.6%~108.3%) , i %=
DHE MHEREL, AT N AR O
TN 1T 2 wiv%ea iR LT,

®@ n-~FYV LD EEEE

FIARIC, BB 1.0 ¢ FBY DAZ 7 — L Hh
HIR OB BEAEBRE L% n-~F T2 30
mL [ZEEMEL . 20 pg/L WONATR A 42 HE A
W 0.2 mL ZIRILTc, 2z 2 wivsethil,
F U APEWE 300 mL ZH12 T n-~FHo
30 mL T 1~3 [BERES M ZFT 572, n-~
XV UEEA DY CTERARBT Y U A
WX OBAKRL, RMERIZSIDT IV TT A
K7l N I=hT7 TR L TR
BT (R 7). ZTORER ., n-~FT P is
WHAE 2 BICRAREINAGLNT
(71.0%~104.7%) , L7=23> T, n-~FH
ICEDHRIR BRI 2 M2 EE LT,

@ HALTF I LB DFINE

R, BB 1.0 g MY D AKX ) — L Hh
HIR OB AR E LR, n-~FH2 30
mL (ZEFEL, 20 ug/L IR G IR
W 0.2 mL ZIRINL72, 242 2 wivyetiiil
F R AVEHEZ (300 mL, 100 mL X i 60
mL) % T, 2EHREI I LT, n-~T i
VEE A DY TEAKRRE T MY U AIZK
DKL IBRERICS U NI T B YT
YU NAI=HT L THER L CRIUEE g
L7z (3R 8) o TR ATILD 2 wivrelfiil
FRUY AR ORI & CTHAE 7 B 472 1
W AF 5172 (300 mL:67.6%~95.5%. 100
mL:83.2% ~ 100.4% . 60 mL: 78.8% ~
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106.0%) . LIL72H3 6, 2 wiv%eliift 7R
LVAWE 60 mL O T, HFOx~ Ly
A MRBOLNTZZEND, 2 wivveli bR
U AR OUSINEIL 100 mL 28 H L7,

3) WTGLZEHBROBRE
O 5%EFKIATNAT A

~7 ik 5.0 g ZAX ) — L THIHL,
B 1.0 g FHSICTONT p-~FH UGB
ZATUN K 1T mL SRR IR LT, ZRE I
n-~FH2 I mL KON 20 pg/L IRINARSG
PEHEPRIR 0.2 mL ZiRINLIZ, 2haes Uk
FINHTER N7V NI =T L TRERIL
2Ll Ah, BAFR BN AR (82.6%~105.0%)
BFHNTZ(F9), YIBFNIT LD
T 10 vol% g = F L&A n-~FH o
100 mL THEHLZE ., SHIZ 10 vol%HENE
TFIVER n-~FV 50 mL CTEBINAH
L7zEZAh o BT biEH TR SNR
Molz, T T, YIAFNTIT AL DK R
DO IR, 10 vol% e =F V& H n-
~FH 100 mL 8 L=,

@ 7alIPNI=HT A

~7 ik 5.0 g ZAX ) — /L THIHL,
FHBE1.0 g A2 DN T n-~F I R EA M
VBTN IT DL DREREITO, K 1
mL 2 ERME LT, FRE I -~ Y1
mL & T8 20 pg/L RN TR A2 HEVR IR 0.2
mL ZRIMMLT, 2hE7al) o I=0T A
THHELLEZA, BAF722ETER (83.7%~
120.1%) 235472 (58 10),

TP NI= AT AL DLERT 5 vol%
e = F L&A n-~F¥> 25 mL THEH
L721% . &H12 5 vol% e = F V& A n--~
FH 10mL TEIMEHLIZEZA ATILD
BT HIEHIIRD L) olz, 2T, 71
UPNI= AT MR DR ROBE HKIZIE. S
vol%liElE —F V& n-~FH 25 mL &



BHLZ,

3. BONENERER

~Jua F7 TR0V RO 4 AR
W, 328k B, MR HIED 8. RBRIEIK D
AR B > THINEN R ER (GF & R 8
0.4 ng/g) ZFEHELT=, 7ok, HMIEIIL
AREZONWTIE, B~y 7 RCL D5
BrEZELTAFAEETHo 10 FHO%E
TE RN AR R AL B W) 2 I T2 PN AR Y 1
(R FERL LT, % E R IR & ¥ %
ATFTE7eD>72 UV-9, UV-090 }x O UV-
360 12O\ TIiE, UV-PS, UV-P K} UV-
328 TENENMHELT,

WANENLEER B T A EIHE 100% 4
YO, ~ 7 ikt o777
B N OCEINECE O RERI 727~ 7T
LzX 6-1 O 6-2 1ITRLTZ,

A B OBEFCTHWE KR &K (002,
0.04, 0.2, 0.4, 1 pg/L) OFPHIZIHNT, N
AR VLI L E R L7 iR B O FH B4R X
E A LT o EHZ BV T 0.995

LETHoT (HBERE r = 0997 ~
1.000) .
1) |IRM

77 73 EHZ BT UV-P, UV-326,
UV328, UV-329 K OF UV360 (2D T,
[ — P 5 IR P L2 2 PR A 90 BE L2 AR 2
HE—JERED 1/10 LA EOY—7 03 S
Nz, ZNDITEMAS /B EAL Y DI
N EEYE LIZIE —HLZenD
(80%~120%) . %% BT B7 7 73lEHC
GENTWELOTHY, i EY —7 TR
WEHIET L=, 2Dt BT (2-2W T, [H]
—REFRFMICE = RRDONTH, E&
PR E R EEICFE Y 28— 258 E D 1/10
Kili Chol=Zenb, 4O E & [R5 E
REIZBUITDER~ORE T D] &R

-217 -

PEICRBEIZ 2V EE 2 77,

2) HE HMIBERVEERME

AREHZ BT 23E &R E L (0.4 ng/g)
L7 D XU N B G B IR A FE VR R
ZWRINL, 30 Sy IR ChtE L%, Bk
WAL WEIEHEEIZED 5 OHMTO
WNENNEER 2 FEh L7z (£ 11)

UV-P XL ONUV-326 1%, 7778k
WTHINE 0.4 ng/g LA |, UV-329 (X301
& 0.4 ng/g DAL, FOEEELZ LT,
BT, WINGEI O E BENSLT T 7R
BOTERBEEZ LI WTEEZFM T2
EMWNEETHoT-, ZOMICELTIE. 4
#%.UV-P, UV-326 2 T} UV-329 OF AN
RIS RSN T T 73 B2 ATF LT IR
InENE R 2 £ T2 T8 Thd, iz,
UV-360 (Z2W ik, 77 7Bt O E & 1E
IZIRINE 0.4 ng/g Z FEI>TWHDD,
R B E R TR ERGLN T 4
B ORFRETHD,

UV-P, UV-326, UV-329 & (X UV-360 LA
Sk 9 FED BT IZHOWT, E L 4 flkE
DHEGBHIBITDLEEE (n = 5) 1%, 76.8%~
114.0%. DFH TR I 0.7%~12.0%D B if
IR R IFOAIC, 3 ATk R LRI U % E ()
NARAEFRAL G LV IEA1T 572 BT (I
OWNWTIE, MBI RAREZRLT
( UV-PS : 105.5% ~ 114.0% . UV-234 :
96.9% ~ 110.9% . UV-320 : 94.7% ~
101.6% . UV-327 : 90.5% ~ 101.5% . UV-
328 :94.9% ~ 100.7% . UV-350: 95.3% ~
104.3%., UV-928:87.4%~97.3%) , — /7.
ARSI Yo VAN - A CIE A LN S (et
IZEVHIEAFT>7= UV-9 &Y UV-090 @
HEX, TN 82.8%~100.9% K& ¥
76.8%~89.7% ThHVH , HENL(L T L
Too NFFIREZRDIT /3 Mkt G L[A U E [F]
MAEHEEWER T IELEE DN R




WeEB 2T, £io, R E RN AR
Ao BN FRIL, 71.5%~85.9% Th -7~
(% 12),

9 FED BT (22 CIdk, & B R S
DOFIMIE L BRI I\ T B A 2088 B 235
B, o AT OREHIBWTHE —27 D
S/N 1 10 YL ETHoTz, LIEN- T, Kik
IZBIT5EEBRAEIT 9 i BT (220
T, 0.4 ng/g ELREDHETH-T,

D. f#

B o BT o #ris LTl BT 25k}
MHAZ ) — /L THIH L, n-~FH L 2
WVYIEAL T R AR AN 2 n-~F
BRIR LTt UM AN AT HET70) P LR
=HTLTHRL, LC-MS/MS TE &KL
MB35 EERR LT,

ZOREFR 13 FDOH 9 FED BT (220
T, &&= R E R E (0.4 ng/g) TOWMIE
IGRBRICB T D EE 1T 76.8%~114.0%.
THSE (RSD%) 1 0.7%~12.0% T -7z,
B PR AU R E CORINEIL R ER 0 7o
~h 7 ZLAXVE L SIN X, Mgt
NOFEHZ BN TEH SINZ10 A7z TV
Too & E RN AREETRAL & W& -T2 N SR
EHEIEIZEV ET 52T, RIFREEN
ROONTZZ D RIEIZLD 5 M X AT 6E
ThiHrEE 2N,

E. &3k
1) RFFEXE (LFEVEOFER L O

EEDOHBNCE oM & 1 BT
L — %
https://www.meti.go.jp/policy/chemical
_management/kasinhou/files/specified/
class1specified chemicals list 202402
01.pdf

P EREE (LFEWHEHOF A K O
& HE ORI T 51EE BT

2)
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3)

4)

5)

6)

7)

8)

e
g%

https://www.meti.go.jp/policy/
chemical management/kasinhou/files/
ippantou/monitoring chemicals_list.pdf
Stockholm Eleventh

meeting of the Conference of the Parties

Convention

to the Stockholm Convention
https://chm.pops.int/TheConvention/Co
nferenceoftheParties/Meetings/COP11/t
abid/9310/Default.aspx

MONE AT BB N B BE Ol B
ok B M IE MEEA(T
WE DU A7 5 UV-328
https://www.mhlw.go.jp/content/11120
000/001168233.pdf

REFEEE ANy 7RIV LENE
11 [ 6 ) [ 2 5 C 8T 72 (2 B e 82
EEINTWE & AL WE A AL
EOE - EFMEICEET S
ZEiZonT
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~management/kasinhou/oshirase 23081
0.pdf
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ff%ﬁ% BITDHATEH KW E OERFE
REMR B | IEAE AR T DY A7 DFE
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F1 n-~FHUEEED 2 wv%iB L T U LABEROBRMEIZES BT OEINE (%)

2 WiVl At FRUD AEE R RN &

T YE TR K

300 mL 100 mL 60 mL
UvVv-p 72.3 88.0 80.2
UV-PS 98.9 102.7 106.8
UvVv-9 100.8 98.7 104.5
Uv-090 98.6 99.0 104.8
UV-234 90.9 99.0 105.1
Uv-320 96.2 99.1 103.8
UV-326 96.3 95.0 98.2
Uv-327 97.7 95.7 102.7
UV-328 93.9 98.3 103.8
UVv-329 110.1 104.2 129.0
UV-350 96.9 99.8 104.7
UV-360 73.3 78.5 80.8
UVv-928 93.3 101.5 109.8

(n=3)

% 2 n-~"XYVUEBEREOHEAA TN LARIEORIMEEIZES BT OB E (%)

HEAE TR D A HE 60 mL ORI AL

I HE R
0 w/v% 1 w/v% 2 w/v% 5 w/iv% 10 w/v%

UV-P 84.7 73.0 79.1 72.3 63.9
UV-PS 93.9 92.9 94.5 92.6 95.2
Uv-9 94.0 91.3 94.6 87.3 91.0
UVv-090 95.8 97.8 95.9 91.6 97.8
UV-234 91.2 89.5 93.5 96.9 103.8
UV-320 98.1 97.2 98.5 92.2 94.7
UV-326 96.2 96.4 97.2 87.8 92.9
UVv-327 95.0 95.0 99.3 92.0 98.3
UV-328 98.5 98.0 100.3 92.0 98.0
UV-329 133.2 140.8 126.0 106.7 113.7
UVv-350 97.8 99.8 98.9 92.8 97.9
UV-360 29.7 13.5 80.9 76.3 69.0
UVv-928 95.8 92.8 96.4 94.1 100.5

(n=2)
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% 3 EBBEEBEHEICES BT OEINER (%)

AR 30mL X 3 [H]

1 HE SR
n-~%Hr Wi =L

UV-P 80.2 1.4
UV-PS 106.8 4.6
uUv-9 104.5 10.1
uv-090 104.8 88.5
Uuv-234 105.1 107.6
Uuv-320 103.8 39.0
Uv-326 98.2 50.7
uv-327 102.7 71.9
Uv-328 103.8 72.8
Uuv-329 129.0 65.4
Uuv-350 104.7 43.8
Uv-360 80.7 114.2
Uv-928 109.8 111.2

(n=3)

#F 4 5%EKIVBTNITLNED BT I H = (%)

n-~F A ORER TV E AR

i HE PR
0 vol% 5 vol% 10 vol%
UV-P 7.5 171.3 179.7
UV-PS 0.0 99.0 103.3
Uuv-9 0.0 104.5 108.3
UVv-090 0.0 58.4 47.3
UV-234 8.9 113.6 115.0
UV-320 63.4 88.6 90.8
UV-326 84.1 104.1 121.5
UVv-327 80.7 93.2 99.4
UV-328 72.6 94.5 96.6
UVv-329 33.6 199.4 177.0
UV-350 34.0 92.4 92.2
UV-360 0.0 93.5 90.5
UVv-928 0.0 102.7 99.6
(n=2)
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F5 JuUVAI=HT AL BT R R (%)

n-~FH RO

IR YT IR FElfg — F L& H $

0 vol% 5 vol%
UVv-P 5.5 105.8
UV-PS 0.0 82.9
Uuv-9 33.5 74.7
UVv-090 0.0 77.2
Uv-234 5.5 94.3
UVv-320 93.6 103.0
UV-326 91.7 98.8
Uv-327 93.2 102.9
UV-328 92.7 103.1
UVv-329 0.0 93.3
UV-350 80.0 92.5
UV-360 0.0 105.8
UVv-928 76.1 102.1

(n=1)

£ 6 n-~X YV UERREOEAF Y LABEKORNEEICES BT OEILE (%)

AL F NI AR 60 mL

v R 3
EYE
2 w/iv% 5wiv%

Uv-P 85.9 85.4
UV-PS 86.2 86.5
uv-9 81.7 83.0
uv-090 67.5 66.6
UVv-234 86.8 85.8
uUVv-320 83.4 84.1
UVv-326 83.7 86.3
uv-327 85.0 83.0
Uv-328 88.1 86.3
Uuv-329 102.3 92.3
Uuv-350 81.1 80.4
UVv-360 82.9 108.3
Uv-928 82.5 76.5

(n=1)
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# 7T n-~XHUERRFEEOEBREICES BT OEINE (%)

. 5 4 0

Ly 1 [ 2 [ 3 [
UV-P 84.0 92.8 88.0
UV-PS 83.7 93.6 89.1
Uv-9 84.7 97.8 92.6
UV-090 65.5 71.0 63.6
UV-234 84.9 94.5 88.8
UV-320 85.0 96.2 93.1
UV-326 81.8 96.2 100.4
UV-327 99.9 100.7 102.1
UV-328 85.2 96.3 93.5
UV-329 87.7 104.7 93.3
UV-350 81.4 91.7 88.5
UV-360 80.0 93.6 100.8
Uv-928 80.5 88.6 79.0

# 8 n-~XYVUERERFO 2 wv%lE b TN ABRIEORMEIZLD BT OEIIXE (%)

-7 2 wiv% AL TR DRI DTN &

Cakas 300mL 100 mL 60 mL
UV-P 91.5 94.0 95.4
UV-PS 87.9 94.0 92.1
UV-9 89.7 97.1 95.5
UV-090 67.6 83.2 78.8
UV-234 92.4 96.0 96.8
UV-320 90.5 97.6 94.9
UV-326 81.8 88.0 95.5
UV-327 87.4 96.9 94.7
UV-328 93.5 96.8 95.8
UV-329 95.5 100.4 106.0
UV-350 85.0 92.5 89.8
UV-360 81.5 99.2 100.7
UV-928 86.8 91.4 82.5

(n=1)
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F9 5% KIIBFNTTENLD BT OEH (%)

L v
DA (%)
UV-P 96.6
UV-PS 98.1
uUVv-9 100.9
UVv-090 82.6
UVv-234 101.0
UVv-320 96.9
UV-326 102.7
uv-327 100.5
UVv-328 104.6
Uv-329 105.0
UVv-350 94.2
UV-360 88.3
UV-928 91.7
(n=1)

#£10 7uVPNI=mT 5050 BT DEH =R (%)

L v
RS (%)
UV-P 98.5
UV-PS 98.8
UVv-9 103.2
UVv-090 93.6
UV-234 99.1
UVv-320 97.7
UVv-326 89.9
uv-327 105.5
UVv-328 105.6
Uv-329 113.3
UVv-350 96.0
UVv-360 120.1
UV-928 83.7
(n=1)
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F 11 HHE IR B

~Jn 2 TV SIA
BT HE  RSD EJE  RSD HE  RSD EJE  RSD
(%) (%) (%) (%) (%) (%) (%) (%)
UV-P 108.0  102.2 79.0 949 91.5 122.7 342 1939
UV-PS 105.5 4.0 114.0 2.8 108.0 8.7 112.7 5.1
UV-9 98.8 3.9 100.9 4.3 82.8 2.2 89.7 1.4
UV-090 78.1 11.2 89.7 7.9 76.8 12.0 88.5 6.9
UV-234 96.9 6.6 102.2 1.2 110.9 5.9 97.6 5.4
UV-320 94.7 6.9 99.6 2.0 97.5 3.3 101.6 4.3
UV-326 120.7 232 772 248.0 67.5  62.0 58.1 107.9
UV-327 93.6  10.5 92.0  10.6 90.5 8.4 101.5 2.9
UV-328 95.1 4.7 100.7 1.6 98.1 9.8 94.9 2.9
UV-329 102.7 172 78.0 163 151.0  14.5 101.9 302
UV-350 95.3 4.4 104.3 0.7 98.7 4.1 101.6 4.9
UV-360 176.4  15.1 173.9 454 733 345 513 484
UV-928 87.4  11.1 96.5 1.2 93.8 2.3 97.3 2.5
NI EE 0.4 ng/g (n=>5)
£ 12 HBINEINRR (ZE R EE#LE S ORI HR)
~7n A7 TV N
BT d HE  RSD HJE  RSD HJE  RSD HJE  RSD
(%) (%) (%) (%) (%) (%) (%) (%)
UV-P d; 80.8 5.7 83.6 2.4 85.7 3.7 82.1 6.1
UV-PS d, 80.0 5.3 84.0 1.5 84.9 1.9 81.9 5.4
UV-234d,  83.0 7.3 85.6 2.6 77.9 3.1 85.9 7.8
UV-320d,  80.5 5.8 85.9 1.3 81.7 2.8 83.1 4.5
UV-326d;  73.8 5.0 79.2 3.1 73.6 3.2 74.3 5.0
UV-327d;  75.1 5.7 79.0 1.6 71.5 1.0 74.0 6.4
Uv-328d,  79.7 6.7 84.8 2.5 77.2 8.4 79.2 3.2
UV-329d,  81.0 6.3 83.3 4.2 80.9 4.7 82.1 5.9
UV-350d,  80.6 5.5 85.5 1.2 82.3 3.0 83.2 5.0
UvV-928d,  82.7 7.9 84.9 5.3 84.7 4.5 73.2 8.5
IR EE 14 ng/g (n=75)
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UV-P CH,
N
— \
N
N

CH;
H_;C

CH;
N
=\ UV-350

N CH;

\N/ ijj\'\
N
/
Ho UV-326 cn, SN
a N HO
Uv-9 CH, \CE /N H,C CH,
N

N CH;
=\ HO
N H,C
-~ / cn,
N
HO \

UV-090

N
/\
N
CE/
N
HO

UV-328

UV-234 UV-928

X1 OHRHRELE BT OEER
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HY
VAaRE (~wra, 7Y AR UET) 5.0 g
v PR YE R RN

v A% =V 30 mL 2 A TREDF AR

v 4y 3,500 a5, 5 45 R0 40 Bl

¢ E AR Y

v BEEMICAZ 7 —L 30 mL A THREDF AR

¥ 5y 3,500 [EliE, 5 4y [ 30 4y

v BiE&EADETAZ /—/LT 100 mL IZE %

v I 20 mL (GUBF 1.0 g FH24) 2800 . B0 e L CIRBERR %=
-~ RV

v 2 Wiv% bR LWESHE 100 mL B O n-~F B 30 mL &R

v iRES 5 4R

§ n-~F B AR

v KIBIZ n-~F B 30 mL 2002 T, FEEC

v n-~FH B R A R T K RREE T MU A TR

v IR G 1 mL) Ly n-~34> 1 mL 2002 T AE- - D
LU s kR

v 5% E KL S g IS AT TR A 1 g 2 HE

¥ n-~FHL 40 mL TaLF 4 a=y S

v O%TEA (B HF A 7R

v 10 vol%fEfE =F /L& 4T n-~F4> 100 mL THH

¥ BRI B O H I A 4R IR

¥ T (89 1 mL) L, n-~F4> 1 mL 20z M- @
‘InertSep FL-PR (2 g/12 mL)‘

v n-~FHPL 10 mL T T va= s

¥ @QETEA (ARKITHETD)

¢ 5 vol%lEfE ~F /L&A n-~FH 2 25 mL T

v A R A L TR

¢ x&/wu%buzfﬂﬁ 210 mL L35

=B
-+

2 RBBRORAMNFIE (DrE7ae—Fx—1)
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UV-PS
UVv-9
UV-090
UVv-234
UV-320
UV-326
Uv-327
UV-328
UV-329
UV-350

UV-360 [ —

UV-928

m1[EH m2EH =3[EE

100 (%)

X 3 n-~FHUERBERFOBERIEICLS BT OEIXE (%)

0 50 100

UV-P
UV-PS
UVv-9
UV-090

UV-234 [ —

UV-320 [ —
UV-326
UV-327

Uv-328  —

—

150 (%)

Uv-320 T ———

UV-350 [ —
UVv-360  —
UVv-928 [ —

E~]100mL ®m~200mL
(10 vol%EliE = F L& n-~F 4> )

X 4 5%ZKVBTNATINED BT I H E (%)
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UV-P
UV-PS
Uv-9
UVv-090
UVv-234
UVv-320
UV-326
UVv-327
UV-328
UV-329
UV-350
UV-360
UV-928

(=]
(A
(=]

100

B~5mL ®~10mL ®m~15mL ®~20mL ®=~25mL ®=~30mL ®~35mL
(5 vol %l — F /L& An-~FH )

X5 7rUPAI=hTL5000 BT IBH £ (%)
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UV-P  m/z226 — 120

100, A2k %
°\°.
0 . : : .
-0.00 5.00 10.00
100+ N PN
I E R
°\°.
0 . : : :
-0.00 5.00 10.00
1004 —_—
BRI
=\°_

y Time
-0.00 5.00 10.00

UV-090 m/=324 — 238

100 P E:R o)
N
NI S
-0.00 5.00 10.00
1004 : PN
J I E R
°\°A
N I | W
-0.00 5.00 10.00
1004 JL RPN
BRI
°\°.
0 e 7 » Time
-0.00 5.00 10.00

UV-PS m/z268 — 212

1004

%

TS oER

R S

1004

%

500  10.00

R

1004

o
%

500  10.00
}

S HER

— Time

500  10.00

UV-234  m/=448 — 119

L WAL W
N
0 VA -
25.00 30.00
100, Vo mmas
04— 7 T 7
25.00 30.00
1004 i R
R
a\°.
0 - - - Time
25.00 30.00
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UV-9  m/z266— 119

A0 PR E N
N
0 - - T \
5.00 10.00 15.00
s ¢ FEmE R
N
0 - - T A
5.00 10.00 15.00
1004 ‘ —
BRI
N
0 : - - y Time
5.00 10.00 15.00
UV-320% U'UV-350
1007 /=324 — 268
AN k%
N

Uv-350 UV-320
Vo

2000  25.00

10 *; MR

°\°.
2000  25.00
1004 * T
EHERR
°\°<
- - T = Time
20.00 25.00

X 6-1 =Za® SRM Z7ua<hrF 5
WINEE 0.4 ng/g GREEEEFEE 0.04 pg/L)

EHEYAR 0 0.04 pg/L



UV-326 m/=316 — 260 UV-327 m/=358 — 302 UV-328 m/=352— 282
100) l 75 R 100 75 o R = 75 o HE
s g S
0 . - 0 r jk T ?
20.00 25.00 30.00 35.00 30.00 35.00
100 ‘ ) 2pn 1004 s PN 100 ‘ N -
R nERE ‘ I E R I E R
5 5 S
0 ; . 0 / 3 0 ’ :
20.00 25.00 30.00 35.00 30.00 35.00
1001 R ST 1001 ‘ T AR 1 100, ‘ R T VT
EHRIRE EHEIR TR IR R
N ‘ B B
A I
2 2000 2500 me d 30.00 5500 e 30.00 35700 e
UV-329 m/=324 —212 UV-360 m/z 659 — 336 UV-928 m/- 442 — 364
1001 TSR 2o TS 100, "
TSR
S y ] e
0 'm/'\a/\lv-v"m ol ' i - 0 : . ‘ :
10.00 15.00 55.00 60.00 30.00 35.00
1004 ‘ N = - ‘ N =_pyn s : IR
oY) IEEs 3 100 w Mk 100 ! oY) IEEs 3
N S =
ol : . ol : . 04— .
10.00 15.00 55.00 60.00 30.00 35.00
1004 SEET = Sme e = s ko
vV omemm o e 100 A
e d S
04— - - Time 04 - - Time [ L - Time
10.00 15.00 55.00 60.00 30.00 35.00

X 6-2 <7D SRM Z7a<h7Ih
IR E 0.4 ng/g RBREBEFEE 0.04 pg/L) HEHEPR VK : 0.04 ng/L
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0. srEtsems &
(3) A EWHE OIFE R EHEE (M AR HTIE OB 5 (2B 4 D0 58

(3-3) it H DOV R T AT )V R EIRAN D 3 AT ik DI



TS FEEAGBITEHERESEEMIE (RihOLXEMAHEENTEES)
BAEN LI A S HEA FEWE A RE O &€ O FIEBR R D720 DHFSE
SIRMT R

(3) A H W E OF I EHEE (S E 2 ik D BRI B 9~ D015
(3-3) &t POV = AT /L SR EEIRAN D S5 AT IE D IR

IS R S (SRS AVACSE SN Y CRa st i il

H

MEEE

AWFZETIT R AP OV T AT )L R EERR O B EHEE (S BER TEO R 2 BRYEL
2o £9 . RREAAIO~ 7 T7 &7 LU EE 85873 (APGC-MS/MS) % FHVC18F#
OV BT AT )V R IR 2 — I E ' ATRRRME FIEE G LT, o, Rt oV Uik
ATV SRR O — 75 5T D3 FTREZL RITALBR T IE DR 21T o 72,

ISFEEE DY P = AT )L SR HERANZ DT, APGC-MS/MSYEDRIE St st Uiz, Vo g e
AT IVRERFNDOOIBI RN A (2-T " T L) BL OV RN R (2,3-U 7 BE 7 B /L) %
BRSI6FESHICDOUNTIE, 1~50 ng/mLO#iFH TR EM O ERPEN MR TE72, BUR T, S04
RPN ET L 72 LC-MS/MSTE DS E & EE I AL TRY | IRE S ATICE L TV DHEE R BT,

Flo, B OV R T 2T L RN O — 55 AT DS ATREZR AL ER 7 ik LT, 7' h=F/L
i - HEATEB L O NVRG /v~ N T 7 4 — FEEIZ DWW TR E AT o 7o, #UBHT, mEIE
] JR TR L 72— N Z A= FE DO D | 7 B (ks By 3%) | 10 BE (/T 88) | 13 B GRRE}
¥H) E LT, VR AT VSR BERAN O YRINEIIRIL 7 BE:77.5~110.9%, 10 #£:40.4~94.4%, 13
#:51.6~90.3%THV, 10 FEIZIRITHI BN AQ2-7mrxF /L) VBN A(L,3-Y7mr-2-7
ae /L), UUEERZ (2,3-7 7 e 7 ae /L) BEL U BER R (2-F /L~F L) ZERVT 50%LL
FORUEERES NI, [BIEEDNMED -T2 T AT LR EHRAN OV, JIER O R B~
Ny 7 ADF L Z T TNWDHEEZ LN BIMFHICE S TUTHER LA ZETL2LENR D
%o BlE SR RTIEE T LT BT UV BR T AT L R EHRAI DO —FF ATk OREE A A 51,

Wr5et 1%

f i) VR PR AR BR BT FE T
Yok BR, RAFRR, RSN, E mhae

A. BFFEERY

AL, TIAF v T AL RHEED S5
T A M EHZE IS VAL E S TED,
S E/ AV SUNS VIS OREY T 1 TS O
KERAL 2T v T 5o 70 & D IR R HEIR A

DD, ZDOrH a7 L RERANTIR =T AR &
OEERN R ICEBEND D, T IAT w78
DOEINANE L Tig < S TE T,

— 07 g R O — BRI, BREE
TOREYE, EWMIRMENE, e A ~D
e, RIBBEBEIMEDIBRESNTWDTZD,
W TIX bW E O A K OB IE % D HLH I
B9 21EE] (bR, EERMICIZ IR A
B E BT AN IRV L 5:4) (POPs
SN THIT DGR L7 >TUND,
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BETIL, ~ad o SRR AN 9 A0 B
Hlz & | Bk & 72 EER AR RI S LD L9012
Rolc, PTH MBESLRFBLZZALRVW ST
MEZ RS | BERL T IC BT E B A4 %
SUBDIRE Y AL BARPR LT EERR A 3 3 E S
NAHIDNT->THRY, ZOBRELL T B
A7 )L % 8K Al (Organo Phosphate Flame
Retardants; OPFRs) 232817 H 05

OPFRs M%< 1, V> (O=P(OH);) 23 EF> 3
HOKFZORETEBIO N AL TE M
o= HEETHY . Z DR LRSI NN fiR
LDV RN AERR L2 DY RO TTIEAIZE
STRHIED RALZEHES T D LR, VBRI
A B RO I EO BRI AR Y iR AR5 2,
BB, 2011 AEIZBVTR 50 TR,
2015 4EIZITHI 68 T b EESH TV Y,
OPFRs 1%, 225 ¥, N7 A AR Y J 1K 7
WSO, 310 HEREY) VT LRk & TR BRI
LOMHEFEFINHRESNTND, Tz, B
IZRBWTH, BNZERDBRE AKX ~D OPFRs
15 Y WRoRERLNSD OPFRs O 23 &
NTEY, BENLLEM~OBITHIRESND,
—HBD OPFRs (1T RN, FENAMERER
FENGEDON TS DWW LnG AHAN L
OPFRs D@ ~D 5284 3l § 5 Z & 13 T
HETHD,

FROBPAEEL  RFE T, BAH
@ OPFRs O RUEHEE T B2 55 Hrik oo B g
ZHMEL, B0 4 1T GC-MS/MS Bk
Y LC-MS/MS ZH\TC, OPFRs #—FIZE &
AIREZRINE FiEE MR E LTz, T OREF., ML
ToRERRIZ I T DI E R L LC-MS/MS 1E03 B
L8, B =253 BEIZBAL TlE GC-MS/MS {503
AL TWie, OPFRs @ Il & k&L Tix,
LC-MS/MS {EICIVEREITIZEZILARLL
R TR ST G A IS AR S L B L
TEEBRMNELZBRICIT GC-MS/MS #EEHRRL
THERTOIVERHDLEZ 2O, £To, [k
B, GC-MS/MS {ED & 57 HEaE & K &UEA
T ACIED @ A RO R D RRUE N

2o T7 BT LU ERRE B A AT R
(APGC-MS/MS) & R\ =l E ko i S 5 &
THMENDD RG22,

Z 2T AREEDOHFFE TIL, APGC-MS/MS
5128 % OPFRs O—F o iriEaatlic, £
7=, B OPFRs % —F 253 #HT AIREZR AT AL
BFIEEL T, 7= VR - TR B IO
TPzl a~ s/ T 7 ¢ — (Gel Permiation
Chromatography; GPC) ¥ #iEIZ >\ TG A
177

B. A5 E
1. REROER
1.1 {E¥EME

IIMTRI G L7z OPFRs OREYERIR I, VTR
RN =F /W(TEP), VBN 7 F/L(TBP), Uk
YA(2-/mna=xF L) (TCEP), VBN A (1-7/1
n-2-7m/8=,1) (TCPP), VN7 =)L
(TPhP), V>R 7’ L(TPrP), U ig 2-—F
LA LT = = )L (EHDPhP), Vg k) A (2-
AFNTz=)V) (ToTP), YRR AB-AF LT
==/L) (TmTP), V>N A(4-AF )L T ==)V)
(TpTP), V> B hU A (2-7 hF v = F L)
(TBEP), U g hU A(3,5-V AF LT = =)L)
(T35DMPhP), V> EER)A(1,3-V7mm-2-7 1’
/L) (TDCPP), Y BERY R (2-=F /L ~F L)
(TEHP), UV EE R AQ2-AY 7 )7 =)L)
(T2iPPhP), VR A(3-AY 7 B )L 7 = =)L)
(T3iPPhP), VR A(4-AY 7 B )L T = =)L)
(T4iPPhP), VRN A (2,3-Y 7 a7t L)
(TDBPP)DIERE, (AT 47 {4) 18 FlFHZ (FR)
TV TRT N =V R J0EE A LT, BA
EOWEIZHON T ESWEE O I A 3R
LIZEEDT,

IV —=0 T T ANSATRE SR IL, VRN
T F )b=dis (TEP-di5), Y BERY 7 F L —dy
(TBP-dy) . Vo R 2 (2-7 = F )L )-dy,
(TCEP-dyy)., V> EERY A(1,3-Y7nn-2-7 b’
JV)=dis (TDCPP-di5), Y BERYZ (2-7 o
F V) -¥C, (TBEP-"Cy, V>R 7 ==L
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—PCis (TPhP-"Cis) . YV EERY 7 B E )L —dy
(TPrP-do))% (BR) 7 =V b TR TR —P 3
XU VRN AA-A Y T ae LT =)L) —1BCy
(T4iPPhP~"C1s) D2 FE [RINLAAR T ~ /ALK 8 Tl
% Cambridge Isotope Laboratories, Inc. kDA
L7z,

SN D AR TIERERR R L ZEE RN T~
IR THA) RN 7 ==L —d,5 (TPhP-d5)%
CINEDNS NS AR E FAVE). YN
7=

1.2 REXROHRE
TER=RIVERR - PCB BB, 7R
=FIL(LC/MS ZHT ). TR A AFF
AN ) HAL TR L (B LK - PCB 35k
). vra~Ftr GRREIE-PCB H B ) .
ARRIKLC/MS 38T D, ~F P A(F A FF v
M) A% ) —(LC/MS 434 DI RE BA L
7 (BR) Ol A LTz, fifg~ 7 o A (M K)
(R & L7 AL DFnEAISE (BR) JOBEAL

77
GC ¥xbvZU—HI 7,1, Rxi-5Sil MS %
Restek (#£) L0lE A L7,

.C 77 20%, Acquity BEH C18 # H A7 4—
K= (kR) XhIEA LT,

2. B3R

KREJEH A O~ T 57 « %7 KU E g
B EOHTRF (APGC-MS/MS) 1%, 7L hEf
@ Agilent 8890 GC system BLONH K7 4—#
— X (KR) 48> APGC Xevo TQ-XS Zffi L
77

iRk~ "757 « 55 WU BV B4y
Brat (LC-MS/MS) &, B AR D 4 —&—X (k) t:
# @ Acquity UPLC H-Class Plus Binary/Xevo
TQ-XS Zff L7z,

3. REREROFH
3.1 FgEIn~ 57— R HEORF
FIRIE I~ T 7 40— (GPC) D& 1

B, B SFFIZLL T 0@ CThotz, A
BLOT oy —i3, BEREIEFRED
LC-20AD BXL O} DGU-20A Zff L7, UV #
AR S R ERT R SPD-20A 2 L, 254
nm OWNEEE=L—1LT-, hTLA—T 1T
GL YA 248D CO 903 & AL, T LR
% A0°CIZRRE LTz, BT 0%, IEBFnFE TAkH
@ CLNpak EV-G AC + EV-2000 AC ZfEH L.
BEFHELCT 'R/ ra~Ft(2:8) & H
W, A 5 mL/min \IZREELZ 19,

BT, Rk 30 AR ICHE ] IR TR L 72k
— 2N ATy (TD) BB DIG | aFE, Z 3
RIS A <& T T B Gk o
BP32) . 10 B (FAr 8 | 13 B GRREHE) &L
7z, BEH D 9E BB, iHiRAE TR, 3R
EH 10 g 2 PP 80D 50 mL .0 F = —7 I 8Y
B, 7ER=RL 20 mL 22 THRED T AKX
(10,000 rpm, 2 43f) Liz, 1 g D¥EALT RIT A
BEO 4 g ORI DL (HEK) 2Nz T
Wi BiKZAIT-T%% . 32057 BEL 72 (4,000 rpm,
10min) , EEAHEAENLL, K 1 mL FTHRME
%, BRI T OB AREL, YA
GPC OB ENHE R DA 10 mL (ZHfE
L. 380558 (4,000 rpm,10 43 LTEHNZ
AR AR RS LT, £, GPC HERlIcE
T BIENU R E Pl 5720 RAT AT RD
OPFRs 5= 464 E (T3iPPhP &% O} T4iPPhP &<
16 fE¥H) 4% 90 ng ZfhH#K 9 mL (ML, &
DOWND 2 mL ZH o7 —7F U T GPC 3
BEICEAL, HEAR 9 90D 2 R T 21
SYETHRLUCHES 1~6 2457, KHE/y 7Y
— T T AR H4 20 ng RN . EHFEL
T CREARELAY ) —/L | mL IZEfRLTZS
D% LC-MS/MS HIERKE LT, FTo, FEHER
OB DN THIMTL CERMELTZ,

3.2 BANEINEER

ML, Rk 30 4R FE (248 [ WL TR RLL 72 TD
RELOOH | T B (PR AT ) | 10 B (7
$8) | 13 BE GHBREHE) U7, 3UBHY 10 ¢ 2 PP
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#D 50 mL B OF 2—7 BV, AT 47
{K® OPFRs EHEW'E %45 200 ng, ZV—2T v
T ANA V%4 50 ng IRINLT=1%., 7Eh=RJ/L
20 mL ZMZ THREYFAA(10,000 rpm, 2 57
M) L7z, 1 g DI LTI LB LN g DR
TR I (HEK) Z N2 THAT B KO AKZ T
7o Oy BEL 72 (4,000 rpm, 10min), ¥
AREIEILL, F9 1 mL FCEMEER., EEK
TOWEEREL, BEMET B /v onm
A (2:8) IRIE 10 mL (ZIRREL . 3 04y B
(4,000 rpm, 10 43 ) L CHI7z BV ik il
HikE U, Fhig 2 mL 29 UL —7F R,
\ZC GPC 3EEITIEAL, IEA% 9~21 %
B CRAE - BE[E %, SV P A4 10 ng &
WML T, A% /—/L T 10 mL \ZERLT-LO%
LC-MS/MS BIEAIRE LTz, IINEIGRERIT 2
OFT (13 B 1 PFT) TITo72, E7-. OPFRs &
WML TN T Z 7B IO ET Z 7
AHEHZ DWW THOMTL TREL -,

3.3 BNy 7 AEHREEFIROFAR

BT, Rk 30 4R B AR [ I TR BLL 7= TD
RELOOS | T B (PR AR ) | 10 B (B
). 13 BEGGRBREHR) L LT, XA T4 T IRD
OPFRs fEHEVRIR B L OV —2 T T AR T D
WINEATHO TN, 3.2 LRROERIE CREBIATK
LTz, *AT 47 1RD OPFRs EHEME 4
8 ng ZRBRIAIL 2 mL [ZIEMEL TilEl~ R w2
AREHE IR A AL T,

4. OPFRs D#E|E
4.1 APGC-MS/MS HIE
4.1.1 APGC-MS/MS F B DIER

HEA LT B AE R D DA~F Y 12T 0.5
mg/L A ERRIR 2 FHHEIL . APGC-MS/MS D 4347
FMFEORFHME LT, 72, 18 FiD OPFRs A
TATIRB LN FED OPFRs 2 E [RNLAR T~ L
BARIZDWT, ENZE VRS EEERK (ML=
VIRIR) B LT, RAT AT IRET LR R
DIRBIEHER & AT A TERAIRL T

0.01~50 ng/mL OHIFHT 12 SO EHHIE

A A TR B APGC-MS/MS (& THIEZ21T

ol 728, TUUEBIRIE, 1 ng/mL 7251912
ot IR SR ER IR TN Z 7,

4.1.2 APGC-MS/MS & &4t
# 2-1 [ ORTHESRMEKROFE 2-2 (TRT
SRM &4 CTHIELT=,

4.2 LC-MS/MS HIE
4.2.1 LC-MS/MS BB DOIER

18 D OPFRs XA T4 7RBIN 9 D
OPFRs ZJE [RINLART ~AALIRIZOWT, £
FZIIRABERERIE (7B h=N WATR) % iR 5
LTco RATATIRE T S)OALIKRDIR AT AR A
HWA% ) — A2 TIER AL T 0.05~10
ng/mlL O T 8 MO ERHIEAIEERZ
FARL LC-MS/MS [ CHIEEITo70, 728, 7
~UUBRIE, 1 ng/mL 72D IR ER ARG
FEAEVAIR SN Z T,

4.2.2 LC-MS/MS )& 4ft
F 3-L IR THIE S PR O 3-2 (R
SRM &4 CTHIELT=,

C. MIAMREROVOELE
1) APGC-MS/MS Bl Bt

APGC I, LC-MS O A4 ALk ThHREIE
AL AMEZICHA LIS D THY, GC/MS
D Bl {EEEARTTIZT AT —al Bh7pnl
DR ZRNE S IFRFTED, SHIT, FvV
TIHAZEF e OV THIE R T2 5[ El 37
WESNTND, D022 T, ¥ T HAELTE
FERWTSEERH U, S0 4 I
L7z GC-MS/MS ORTESM: oA T4 7k
7 =7 EZGC Method Translator (Restek f+5) %
AW, RIS ORRGEE B L OV B 272559
(AL 7=, 7=, APGC TlIA A ALEITHOF v
VN —NERTAFH KU T 507 =y MR
2T DL THERRT D TERAFT DRI D
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(BRBE RS EIT T e b BB G) 2, A
WFFETIL, FIAFHR T2 @BIRURE 21T -
770

AX LT —RIZ T4 OPFRs B HER IR 4 1 &
L MS A7 ML A @ U727 ) 1 —4
— A (IMT" F72EMAHT) 28R L7, RTA
TP FIZHR W T, [IMHHT 23 IM] L0 & v ek
FECBLIAIESNTAL B >T-7-8 . OPFRs @
XY =y FMRBA FICEARENEL T
fb&bdhdEE 2o,

% OPFRs {2 2W T, A4V AERRIC I 7o —
VHEEZ 5~60V O#iH TGz, £, 7'H
B IRAF v DERIC R/ Yay TR LX
—7% 5~60 eV DI THFI LTz, F7LH—H
—AFNTK T DT AL TAF AKX BT
VN, BeiZR SRM R ar R Al Yar xR
NR—EFRE LT, Bt L7c SRM &ffa &
2-2 \RLTZ, HFTEEAA LD SRM 7~ hJ'5
LEE 1-1~1-18 (TR L7z, Tt ELT
OPFRs18 fIZ W T, B — TR B L Oy Bl
BAL CRIEMESHIE CT& 7o, £z, WHEMEHEEIC
FOVERL L 7o B B oD i PR M ONR E £ B &
2-2 |\Z5RLT=, TPhP, T3iPPhP, T4iPPhP (% 0.01
~50 ng/mL OFiPH T, T35DMPhP (% 0.02~50
ng/mL OFiFAT ToTP, TmTP, TpTP, EHDPhP
J OV T2iPPhP 1% 0.1~50 ng/mL O#ilH T,
TEP. TCPP, TPrP. TDCPP, TBP % 0.5~50
ng/mlL OFiPH T, TCEP &Y TEHP 1% 1~50
ng/ml. O CEAMENFHEE TE7e, 28, 2
NODREEMMORARIRE O — 7B T2 T
S/N 210 Todh-71=, —F T, TBEP BLW
TDBPP [ZOWTIFEE DAL THY, eIl
T HPH Tl B A B TE o7z, BURT
1%, FAE D OPFRs (25U T, LC-MS/MS % 19
DA EREE [N Tz, 65T, BB RET
TiX, LC-MS/MS B EEZITHOZEELT,

2) GPC FERS&MHomEt
GPC BT %. OPFRs D4y Z DAY
BER 4 IR, ROGBEHPRNSTZ0F

TEHP (9~13 47) . I b i BN E - 72D
TCEP 8L TPhP (17~21 43) Td->7=, OPFRs
T —FITHMT HTDITIE, TEAR 9~21 5D
BN E THhDHEE 2 BT,

OPFRs @ #& [A] I =8 | £ Y& A 9K - 91.1 ~
125.5% . 7 £ :62.6~115.4%, 10 & :75.8~
113.6%, 13 F£:73.8~134.1%THY, M B 472
FIURThoTz, JFESLARDOREDIEIEELRR
D7 NN R—RNAHE Sy 2 ([TIRHSIDT-80, H
o 1T, BRETERDSTIRER RN G E
NHETFHIEND, ZDOZ s, JIERORE~
N 7 ZAD BN DU THERR T DL EINH D,

R) AN/

BE7 7o 73k E 3 DM T CTIEL, JIEL T
Bonle—27EfEELZ R 5 (TR, TEP,
TCEP, TCPP, TPhP, TBP, TBEP, TEHP
iz, £z, LC-MS/MS JIEEIR ORI
ERLIEAZ ) —VERIELIZEZA, BET T
JRBERIREE OV — 7w fED TEHP AR
iz, TEHP 23M(E7 Z  7ilBhiom i &gz
JRIRIE, LC-MS/MS JI B IR DO FH U = A
X )= DL LC-MS/MS v AT L KL
HHDEEZ BT,

4) T EIERER RS SR

BINENGERBROFEREZE 6 (TRLT, B
AR EAEIC RV E LU, EEICHWE
R B OB EREIT 0.998~1.000 DOHFiPH TH
D, BAFREMRMESEONTZ, OPFRs ORISR
X7 RETT.5~110.9%, 10 B:40.4~94.4%, 13 #¥
:51.6~90.3%THY, 10 FEDO—FRD OPFRs %k
UWNT 50%LL EDEINEEAELNTZ, 10 BEZIW
TiZ TCEP, TDCPP, TDBPP 38X TEHP MJA]
RN 50%ATH Cdholz, F-, 7V —2 T v A
RAZOEULERIE, 7 B£:62.3~91.5%, 10 Ff:
43.0~112.0%, 13 F:43~90.1% T 7=, [
HOXAFX A FOWEFTIEE ETARTA
VBRI SA . BAEE (40~120%) -4 &
L7z,
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5) A<= Ny 7 2D R EE~DFE

IR IR O — 7 R FEIZ k35~ R w2
AREERIR DY — 7 OFI G A H L, 306k
~ Ry 7 ZDREE~ D B ET Lz (R
6) ., 45 OPFRs (2% 325k~ h w7 2D Il E 8
OB (C— 7 HFEL) 1T, 7 #£:0.81~1.07,
10 F£:0.36~0.87, 13 F£:0.58~1.06 Tdh -7,
7TRETITZ A TO OPFRs, 13 B TH5AE @ OPFRs
DO —ZHEAY 0.8~1.2 OFPAIZINED, Hl
ERFOREL~ N v 7 ZADEEITFRE 72N B 2
BTz, — . 10 BECBWCEE — 7 HmFE LA
0.8 A OPFRs 732%< | lERFHZFEI~ R >
JAD B (AAALHH] *) ZTF TNDTEN
o To, 4) TEHUIZRMEBINEZ R
— AR CERRL T E L7 B =R I%, 7 B
88.9~112.9%, 10 #£:89.1~116.0%, 13 #¥:79.8
~95.3%TH Y, BUF/REINREIR STz, ZDTE
H, —HD OPFRs IZBW TR R E /2~ 7=
SRR, flH B L O R O S T3z,
ERHCH B~ N v 7 2D B A 2 1T TN bE
25 ., BEBHCE s X FE R oA % 8§
HLERDHD,

D. f&im

AWFZE Tl A L H 0O OPFRs D 18 B &4E 7 (2
VR SNIEORBERELTL, £7
APGC-MS/MS% IV TOPFRs % — F (0 #T Af
B2 FIEERFI LT, 2, B DOPFRs®
— T A AT REZR AL IR DR FE 1T -T2,

OPFRs18F# (22T, APGC-MS/MSE D
ERM B LI, REMRIZITBEPE LT
TDBPP % FR<16fEHHIZ DV T1~50 ng/mLD
HPHCEAMENER X, BUR T,
LC-MS/MSIEM R ERLE (BN TRY | R
HrZEL CNDEB X BT,

/-, BT D OPFRs O —F 5 A3 Al BEZR
ATALEL 7L LT, TR =R Ll H - b ik
BLO GPC HEHUEIZ W THEATT>7-, TD
ABF(7 BEL 10 B, 13 ) IZB1T5 OPFRs O[H]

IRIE T RE:77.5~110.9%, 10 F¥:40.4~94.4%,
13 B£:51.6~90.3% CHY, 10 #ED TCEP,
TDCPP, TDBPP 33X N TEHP Z R\ T 50%L4 |
DIEN DGOV, [BUERDMED -7 OPFRs
WZOWTIE, JIERFOF R~ N w7 2D 5 8%
ZFTWDHEEZ LN, BEEHCE- T
Wb EZ BT HMLENRDD, 5l ik
S iEZBRLZ T, OPFRs O —F54rd
HEE iR,
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#1 ¥rxtsEL OPFRs

Compound name Abbreviation ~ CAS RN Formula Log Pow Monoisotopic mass
Triethyl phosphate TEP 78-40-0 CsHi1504P 0.80 182.0708
Tripropyl phosphate TPrP 513-08-6 CoH2104P 1.87 224.1178
Tributyl phosphate TBP 126-73-8 Ci2H2704P 4.00 266.1647
Tris(2-chloroethyl) phosphate TCEP 115-96-8 CeHi12C1304P 1.44 283.9539
Tris(1-chloro-2-propanyl) phosphate TCPP 13674-84-5  CoHisCl304P 2.59 326.0008
Triphenyl phosphate TPhP 115-86-6 CigHi504P 4.59 326.0708
2-ethylhexyl diphenyl phosphate EHDPhP 1241-94-7  Ca0H2704P 5.73 362.1647
Tris(2-methylphenyl) phosphate ToTP 78-30-8 5.11

Tris(3-methylphenyl) phosphate TmTP 563-04-2 C21H2104P 6.34 368.1177
Tris(4-methylphenyl) phosphate TpTP 78-32-0 6.34
Tris(2-butoxyethyl)phosphate TBEP 78-51-3 Ci8H3007P 3.75 398.4718
Tris(3,5-dimethylphenyl)phosphate T35DMPhP 25155-23-1  C24H2704P 7.98 410.1647
Tris(1,3-dichloro-2-propyl) phosphate TDCPP 13674-87-8  CoHi5ClsO4P 3.65 427.8839
Tris(2-ethylhexyl)phosphate TEHP 78-42-2 C24Hs5104P 9.49 434.3525
Tris(2-isopropylphenyl)phosphate T2iPPhP 64532-95-2 9.07
Tris(3-isopropylphenyl)phosphate T3iPPhP 72668-27-0  C27H3304P 8.30 452.2116
Tris(4-isopropylphenyl)phosphate T4iPPhP 26967-76-0 7.40
Tris(2,3-dibromopropyl)phosphate TDBPP 126-72-7 CoH15BreO4P 4.29 691.5807
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% 2-1 APGC-MS/MS #Il & &4

GC conditions

GC

Column type

Injection

Injection volume
Injector temperature
Carrier gas (Flow rate)

Oven temperature program

Agilent 8890

Rxi-5Sil MS (Restek, 0.18mmx20m, 0.18 um)
Splitless

1 uL

280 C

N> (0.3375 mL/min)

50°C (1.29 min)-7.77°C/min —280°C (10.3 min)

MS conditions

MS

Ionization mode
Scan type

Corona current
Interface temperature

Source temperature

Waters Xevo TQ XS
APClI-positive

Scan / SRM

2 pA

280°C

150°C
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% 2-2 MS/MS &4 (APGC-MS/MS) & O & 8 & B

Compound Retenti(?n time Precursor ion Cone Voltage  Transition  Collision energy Surrogate Standard curve range R
(min) %] mz (eV) (ng/mL)
TEP 10.7 M] 30 11882; 19595 fg TEP-d; s 0.5-50 0.984
TCEP 21.0 [MH] 30 22885;29293 Tg TCEP-dy, 1-50 0.992
TCPP 215 [M+H]" 30 33227;29591 Tg TPtP-dy, 0.5-50 0.983
TPiP 15.3 M+H]" 10 22225;94; ?g TPtP-dy, 0.5-50 0.991
TDCPP 27.8 M+H]" 30 :3311:39291 fg TDCPP-d; 5 0.5-50 0.932
TPhP 287 M] 5 zigjég ;‘g TPhP-"C)g 0.01-50 0.996
5>

TDBPP 36.8 M+H]" 30 6699; 55> 29999 ;g TBP-dy; 20-50 ;
TBP 19.4 [MH] 20 2266771 19595 fg TBP-dy; 0.5-50 0.992
TBEP 28.6 [M-H]' 5 ggg:z g 22 fg TBEP-"C, 50 -
ToTP 30.5 " 40 ggg:gi ;g TBEP-"C, 0.1-50 0.970
TmiTP 31.1 M] 20 g 22222 ‘3‘3 TBEP-"C; 0.1-50 0.990
TpTP 32.1 M] 20 g 22222 ‘3‘3 TBEP-"C; 0.1-50 0.992
EHDPhP 289 M] 20 zgiiﬁ; ;g TBEP-"C, 0.1-50 0.994
T35DMPhP 33.6 M] 50 :igjzz ;g T4iPPhP-""C 5 0.02-50 0.996
T2iPPhP 323 M 40 g;zﬂg ;g T4PPHP-"C g 0.1-50 0.964
T3iPPhP 354 M] 30 ﬁi;? ig T4PPhP-"C g 0.01-50 0.995
T4PPhP 39.4 " 10 12 izggz ;g T4PPhP-"C g 0.01-50 0.998
TEHP 29.2 [M+H]" 5 :33 55:39293 250 T4PPhP-"C g 1-50 0.990
TEP-d; s 105 M] 40 igzgi ?g

TCEP-d;, 20.9 [M+H]" 30 ;g;:gz ?g

TPrP-dy, 15.0 [M+H]" 5 i:gjgz ?g

TDCPP-d;s 277 [M+H] 40 jjg:g; ?g

TPhP-"C, 28.7 M+ 40 gjtiiz ig

I A

TBEP-C, 28.6 [M+H]' 30 :gzzg ; ?g

T4PPHP-1°C 39.4 M+ 5 prbpis: i

TPhP-d, 5 28.6 M+ 10 g:i;;g :g
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# 3-1 LC-MS/MS #HlE &t

LC conditions

LC Waters Acquity UPLC H-Class Plus Binary
Column Waters Acquity UPLC BEH C18 (2.1x100 mm, 1.7 um)
Column temperature 40 °C
Injection volume 2 uL
Mobile phase A: Water
B: Methanol
A/B :35/65—24 min—0/100 (2 min)—0.1 min—35/65 (8.9
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 &4 (LC-MS/MS)

Compound Retenti(?n time Cone Voltage Transition Collision energy Surrogate

(min) %) m/z eV)

2> .
TEP 17 16 [M+H] 183.2>19883.92, 118237.20>155.0 1c13,28 TEP-dis
.0>98.

TCEP 1.9 32 [IMFHT™ g5 oo 126805.80, 22;i.9()>222.9 182,414 TCEP-dis
TCPP 34 4 [M+H] 327.0>?§471:8,>39§79.0>80.8 142,458 TPrP-dy,
TP 34 22 [M+H] 225.3>1%4205..93,>29285.i,3>183.0 1(1)8 8 TPrP-d,
ThCPP 37 40 [M+H] 431.0>;0391..10,>49391.2)>321.1 142,612 TDCPP-dis
TPhP >3 36 [M+H] 327.0>;§Z:g,>31§§:8>214.9 283,226 TPHP-"C1y
TDBPP 69 50 [M+H] 698.5>26999§.05,>69998..05>200.9 203,438 TBP-dy
TBP 8 30 M 1>125647..91,>29687.i>21 10 1(1)8 8 TBP-dy
TBEP 89 34 [M+H] 399.33194195.3; 1399%.03>82.9 181,618 TBEP-""C
ToTP 104 46 [M+H] 369.239609.52,216695.2(1166.0 34%444 TBEP-""C
TmTP 109 2 [MH] 369.239609.52,216695.51243.0 341228 TBEP-'°Cs
TpTP 1.0 70 [MH] 369.2>39609..92,>316695.-20>243.0 42%428 TBEP-'°Cs
EHDPhP 125 22 [MH] 363.2>?§;:§,>§§31:§>214.9 321,434 TBEP-"Co
T35DMPhP 15.8 76 [M+H]" 411.3;1‘;;:31??&105.0 4(i 83 A T4iPPhP-"3C ¢
T2iPPhP 16.5 54 [M+H]" 453.2>§2;:§j§37:21> 113 202, 81 . T4iPPhP-"3C ¢
T3iPPhP 177 70 [MH] 453.2>‘3‘2;:§,>2§37 .-21>41 13 263,422 T4PPHP-1°C g
T4iPPhP 18.1 76 [M+H] 453,2>§23§j§; :21>41 13 263,222 T4PPhP-"Cig
TEHP 22.2 26 [M+H]' 435,4>A7‘i56?:§§ :§>21 1.0 1;,28 T4PPHP-"Cig
TEP-dis 17 % e 198 21341 b
TCEP-d; 19 2 o7 11301 4
TPiP-ds 33 2 ey 2461501 b
TDCPP-dis 56 o e 4613922 B
PiP-C, 58 S ey s 22972 26
B 1S % s 294423014 0
TBEP-C, 89 # v 10542011 6
T4{PPhP-"C 5.6 44 [MH] 334422.'22:18715'.99 ;‘g
TPiP-d.: 56 4 e 221750 .
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# 4 GPC B®lzIi}5 OPFRs OHE[4Z

Standard (%)
Compound Fractionl Fraction2 Fraction3 Fraction4 FractionS Fraction6 Total
TEP 0.3 0.3 0.4 65.9 23.9 0.5 91.3
TCEP 0.8 0.8 0.8 2.4 92.2 1.7 98.8
TPrP 0.0 0.0 102.3 11.1 0.0 0.0 113.5
TCPP 4.9 5.4 57.8 47.8 5.3 43 125.5
TDCPP 0.9 0.5 101.1 2.6 0.3 0.3 105.6
TPhP 0.4 0.4 0.4 2.7 94.4 1.8 100.2
TDBPP 0.0 0.0 0.3 87.5 9.9 0.0 97.7
TBP 0.8 18.3 84.8 0.6 0.8 0.7 105.9
TBEP 0.1 96.5 35 0.7 0.2 0.2 101.2
ToTP 0.0 0.0 1.3 97.0 2.4 0.0 100.6
TmTP 0.0 0.0 0.3 92.3 3.6 0.0 96.2
TpTP 0.0 0.0 2.6 88.8 1.7 0.0 93.1
EHDPhHP 0.0 1.0 94.8 0.4 0.0 0.0 96.2
T35SDMPhP 0.0 0.0 57.2 33.8 0.1 0.0 91.1
T2iPPhP 0.0 52.3 42.6 0.0 0.0 0.0 94.9
TEHP 47.7 51.6 0.1 0.0 0.1 0.1 99.6
Group 10 (%)
Compound Fractionl] Fraction2 Fraction3 Fraction4 FractionS Fraction6 Total
TEP 0.9 0.6 0.6 1.5 96.0 1.9 101.6
TCEP 0.0 0.6 0.0 0.0 323 71.9 104.8
TPrP 0.0 0.0 11.6 98.7 0.2 0.0 110.5
TCPP 2.1 2.1 2.4 74.0 4.1 2.4 87.1
TDCPP 0.2 0.4 58.1 42.8 0.2 0.3 102.0
TPhP 0.3 0.2 0.2 0.3 21.6 75.7 98.3
TDBPP 0.0 0.0 0.0 16.4 57.4 2.0 75.8
TBP 0.9 3.9 106.8 1.1 0.5 0.4 113.6
TBEP 0.5 66.1 34.1 0.0 0.0 0.1 101.0
ToTP 0.0 0.0 0.0 33.1 62.6 0.6 96.4
TmTP 0.0 0.0 0.0 13.3 85.1 1.4 99.7
TpTP 0.0 0.0 0.0 35.6 56.2 0.7 92.6
EHDPhP 0.0 0.0 64.7 19.1 0.0 0.0 83.8
T35DMPhP 0.0 0.0 4.0 71.5 12.5 0.1 94.1
T2iPPhP 0.0 22.6 80.1 1.9 0.0 0.0 104.7
TEHP 10.1 66.3 0.3 0.1 0.1 0.1 76.9
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Group 7 (%)
Compound Fractionl Fraction2 Fraction3 Fraction4 FractionS Fraction6 Total
TEP 0.3 0.3 0.4 1.3 75.0 23 79.6
TCEP 0.9 0.8 1.0 0.8 24.9 71.6 100.1
TPrP 0.0 0.0 12.6 92.1 0.2 0.0 104.9
TCPP 33 42 5.3 93.5 4.8 43 1154
TDCPP 0.5 0.5 49.2 40.6 0.6 0.6 92.0
TPhP 0.4 0.4 0.4 0.4 20.2 81.6 103.4
TDBPP 0.0 0.0 0.0 22.4 62.2 22 86.7
TBP 0.7 1.7 98.3 0.9 0.7 0.6 103.0
TBEP 0.3 57.6 41.7 0.3 0.6 0.4 100.9
ToTP 0.0 0.0 0.0 34.3 61.2 0.5 96.1
TmTP 0.0 0.0 0.0 16.6 75.7 1.4 93.6
TpTP 0.0 0.0 0.0 36.6 56.6 0.6 93.8
EHDPhHP 0.0 0.0 44.1 18.6 0.0 0.0 62.6
T35DMPhP 0.0 0.0 3.4 71.5 12.5 0.1 93.5
T2iPPhP 0.0 17.3 68.9 1.9 0.0 0.0 88.2
TEHP 25.5 74.5 0.1 0.1 0.1 0.1 100.3
Group 13 (%)
Compound Fractionl Fraction2 Fraction3 Fraction4 FractionS Fraction6 Total
TEP 0.7 0.6 0.6 1.0 79.6 1.8 84.4
TCEP 0.5 0.9 0.3 1.3 36.6 94.4 134.1
TPrP 0.0 0.0 15.4 89.7 0.2 0.0 105.2
TCPP 7.4 9.9 5.8 97.1 8.0 5.2 133.4
TDCPP 0.4 0.6 59.5 42.7 0.9 0.8 104.9
TPhP 0.5 0.7 0.6 0.8 22.0 75.6 100.0
TDBPP 0.0 0.0 0.0 24.1 68.3 1.6 94.1
TBP 0.7 2.0 101.2 0.9 0.9 0.6 106.1
TBEP 0.2 63.1 36.8 0.8 0.3 0.3 101.6
ToTP 0.0 0.0 0.0 34.6 57.0 0.7 92.4
TmTP 0.0 0.0 0.0 14.3 74.6 1.8 90.8
TpTP 0.0 0.0 0.0 37.8 59.4 0.8 98.0
EHDPhP 0.0 0.0 55.2 18.6 0.0 0.0 73.8
T35DMPhP 0.0 0.0 4.9 71.4 10.1 0.1 86.4
T2iPPhP 0.0 15.7 79.7 1.6 0.0 0.0 97.0
TEHP 9.5 77.7 0.2 0.1 0.1 0.1 87.6




K5 BETIVI/RABBIOEEICK TS —7EHE (n=3)

Compound BL1 BL2 BL3 MeOH1 MeOH2 MeOH3 Standard
TEP 6672 18561 14370 - - - 1183404
TCEP 13982 17724 9714 - - - 289408
TPrP - - - - - - 2179682
TCPP 333833 246978 260919 - - - 809510
TDCPP - - - - - - 301701
TPP 19302 22736 16035 - - - 441942
TDBPP - - - - - - 103767
TBP 87120 80840 52045 - - - 2206774
TBEP 22703 22439 10369 - - - 465002
TOTP - - - - - - 361034
TMTP - - - - - - 363402
TPTP - - - - - - 522601
EHDP - - - - - - 293552
T35DMPP - - - - - - 389212
T2iPPP - - - - - - 1120876
T3iPPP - - - - - - 854668
T4iPPP - - - - - - 849043
TEHP 116341 123332 123573 114177 113046 120279 933194

Standard: 1 ng/mL
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£ 6 BAMERBRKE R & ORE <Ny 7 2O R EE~DRE

Group7 Groupl0 Groupl3
Compound
Recoveryl Recovery2 Matrix Effect Recoveryl Recovery2 Matrix Effect Recoveryl Matrix Effect

TEP 77.6 77.5 0.87 58.6 59.5 0.58 66.1 0.83
TCEP 88.8 84.8 0.84 40.7 40.4 0.36 51.6 0.58
TPrP 101.2 96.5 0.96 86.9 85.8 0.81 85.2 0.98
TCPP 107.2 103.8 1.00 79.9 79.3 0.74 90.0 1.06
TDCPP 96.8 89.4 0.87 46.3 45.4 0.41 79.3 0.87
TPhP 108.0 103.4 1.02 83.7 82.6 0.76 88.2 0.97
TDBPP 91.7 88.3 0.81 44.6 44.2 0.41 65.1 0.72
TBP 105.4 100.8 0.98 88.4 88.7 0.81 85.0 0.95
TBEP 110.9 105.0 0.98 94.4 90.9 0.87 88.2 1.00
ToTP 108.8 102.2 1.01 79.3 77.9 0.77 83.3 0.92
TmTP 110.0 96.8 1.07 78.4 79.5 0.81 90.3 0.95
TpTP 105.8 103.8 1.03 93.7 82.7 0.81 78.4 0.97
EHDPhP 100.0 96.3 0.95 75.7 73.7 0.72 78.8 0.92
T35DMPhP 107.4 103.1 0.99 72.3 70.2 0.71 83.7 0.96
T2iPPhP 102.5 96.2 0.93 64.2 63.0 0.62 76.1 0.89
T3iPPhP 108.6 101.5 0.98 66.9 65.6 0.65 83.0 0.95
T4iPPhP 107.4 99.9 1.01 54.8 53.9 0.54 79.7 0.93
TEHP 101.6 102.1 0.99 46.4 42.0 0.47 81.4 1.01

Recovery: (%)

Matrix effect: Matrix standard peak area/Standard peak area
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100i 10.66 TEP
| 182>155
Owwwwwwwwwwwalme
8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00 12.50
X 1-1 VB N =F ) (TEP)® SRM Z7ua<kr7Z 5 (APGC-MS/MS. 50 ng/mL)
100~ 15.26
: TPrP
; 225>141
07‘ L L L D L D R L BN L B — Time
13.50 14.00 14.50 15.00 15.50 16.00 16.50

X 1-2 VB R) 7’ )L (TPrP)D SRM Z7u<1+"5 A (APGC-MS/MS. 50 ng/mL)

+

g 19.38
1007 TBP
| 267>155
Oi L L B L B L B L B I B B — Time
17.50 18.00 18.50 19.00 19.50 20.00 20.50
X 1-3 VBRI 7 F L (TBP)®D SRM Z71u< k75 A (APGC-MS/MS. 50 ng/mL)
g 21.03
1907 TCEP
| 285>223
07‘ L L L L L L L L L L L I BN B — Time
19.50 20.00 20.50 21.00 21.50 22.00 22.50

X 1-4 VR Z(2-7uaxF /L) (TCEP)® SRM Z7a<r7"5 A
(APGC-MS/MS. 50 ng/mL)
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100i 21.48 TCPP
1 327>251
07‘ L A D U L L L L L L L L L |
19.50 20.00 20.50 21.00 21.50 22.00 22.50
X 1-5 UVBRRYA (1-Zmm-2-7Fr8=,L) (TCPP)® SRM Zu<hZ'5 A
(APGC-MS/MS. 50 ng/mL)
g 27.83
1007 TDCPP
] 431>99
0 2650 | 2700 | 2750 2800 | 2850  29.00 2950
X 1-6 V2 ERN A(1,3-YZ7ur-2-7ut° L) (TDCPP)?D SRM Zu~< k75 A
(APGC-MS/MS. 50 ng/mL)
28.62
1001 TBEP
] 399.5>199
: 30.49
o= ‘ ‘2‘7‘.5‘0‘ T 28‘00 T ‘2‘8‘.5‘0‘ T ‘2‘9I0‘0‘ T 29‘50 T ‘3‘0.‘0‘0‘ T ‘3‘0I5‘O‘ ;
X 1-7 YN R (2-F 2 =F ) (TBEP)D SRM Zu<h7'5 A
(APGC-MS/MS. 50 ng/mL)
g 28.67
1007 TPhP
1 326>215
o ‘ ‘2‘715‘0‘ T ‘2‘8‘.0‘0‘ T ‘2‘815‘0‘ T ‘2‘910‘0‘ T ‘2‘9i5‘0‘ T ‘3‘010‘0‘ T ‘3‘015‘0‘ -

1-8 VBN 7 ==/L(TPhP)?®D SRM Z7ru<krZ A (APGC-MS/MS, 50 ng/mL)
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1004 28.89 TPhP
] 362>251

o o750 2800 | 2850 | 2000 | 2950 3000 3050
X 1-9 Y Vg 2-=F N AFIU NV T 2=/L(EHDPhP)® SRM Z7ua<hr7/5 A

(APGC-MS/MS. 50 ng/mL)
29.15

1007 TEHP

] 435>99

07‘ L e B L B B B B L B L B

27.50 28.00 28.50 29.00 29.50 30.00 30.50

X 1-10 VBRI R (2-=F L ~F)Vv) (TEHP)®D SRM Zu<hr A
(APGC-MS/MS. 50 ng/mL)
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100, 305 3113 ToTP
1 368>165
0\\\\\\\\\T|me
28.00 29.00 30.00 31.00 32.00 33.00 34.00 35.00
X 1-11 UYEBRR)RQ2-AF LT z=) (ToTP)® SRM Zra~<r5 A
(APGC-MS/MS. 50 ng/mL)
g 31.12
1007 TmTP
] 30.50 368>165
o; 32.12
07““\ T T T T T A ———— [ime
28.00 29.00 30.00 31.00 32.00 33.00 34.00 35.00
K 1-12 UVBRRIARB-AF N Tz=/) (TmTP)® SRM Zua<rF A
(APGC-MS/MS. 50 ng/mL)
31.12
100, ¢ TpTP
3050 32.13 368>165
07““\““\““““\““\‘Hw““HH\““\H“\HH‘Hw“‘w — Time
28.00 29.00 30.00 31.00 32.00 33.00 34.00 35.00

X 1-13 VBN AA4-AF VT xz=)V) (TpTP)® SRM Zua~<hr7/F A
(APGC-MS/MS. 50 ng/mL)
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3231
1007 T2iPPhP
] 452>410
0\\\\\\\\\\\T|me
32.00 33.00 34.00 35.00 36.00 37.00 38.00 39.00 40.00
X 1-14 VBRI R(Q2-A4Y 7 ae’ )L 7 x=)V) (T2iPPhP)® SRM Zu<r2"J A
(APGC-MS/MS. 50 ng/mL)
100, 3537 T3iPPhP
] 452>118
07““HH\HH\HH\HH\HH\HHHH\HHHH\HHHH\HHHH\HHHH\HH\Time
32.00 33.00 34.00 35.00 36.00 37.00 38.00 39.00 40.00
X 1-15 VBNV AR(B-AYFae’ )L 7 x=)V) (T3iPPhP)® SRM Zu<r2"J A
(APGC-MS/MS. 50 ng/mL) ¢
100+ 39.39
1 T4iPPhP
] 452>437
07““HH\HH\HH\HH\HH\HHHH\HHHH\HHHH\HHHH\HHHH\HH\Time
32.00 33.00 34.00 35.00 36.00 37.00 38.00 39.00 40.00

X 1-16 VB NI AR(4-A4Y7Fat’ )L 7 ==/)V) (T4iPPhP)?®D SRM Z7ua<+7"F A
(APGC-MS/MS. 50 ng/mL)
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+

100~ 33.56 T35DMPHhP

| /k 410>193
0\\\\\\\\\\T|me

32.50 33.00 33.50 34.00 34.50 35.00 35.50
X 1-17 VBN R(3,5-PAF V7 ==/)1) (T35DMPhP)?® SRM Za<h/5 A
(APGC-MS/MS. 50 ng/mL)
36.76

1007 TDBPP

] 698.5>99

35.72

O T T T T e T e T T T T T T e [ime

34.00 34.50 35.00 35.50 36.00 36.50 37.00 37.50 38.00 38.50 39.00 39.50 40.00

X 1-18 VBRI Z(2,3-Y7 e rat’)l) (TDBPP)®D SRM Zu<hs J A
(APGC-MS/MS. 50 ng/mL)
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