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



TRAEREREEFTBITEHERESFREMBE (RADOTEMHRIEETIEER)

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
FMERFT LT, TR SR D S MR A AT 54 A4 %2 (17F#DOPCDD/PCDFs &
OM2fED Co-PCBs) ODMS/MSHIEIZH1F HSRMEAF 2L 7o, SCTEM SN DE=F— 14
EREL, B ECHIETELa)Var m X —ER E LT, GCHT A DOW T ATt
G DT ATV AN BRI I BERTREE 7255012, 2FE D GC A7 2 (DB-5ms ULK UFRH-
12ms) ZE AL FARSEIC OV TR ET L7z, Bt U7 IE SR I K0 I S VR R AR MR A R
BT R, FHSRREE AR 2K (RRF) O BMREIT10%LL FTHY, Bifiaki R Ch-o7-, £, &K
TR P D B AR E AR IR A4 LI E (101R1) LT, BUBHRAIERE (50 gffi FIE) DX A4
¥EOM T RRME (LODs) & OVE & FRRAE (LOQs) ZHEE L7z, #EE L7-LODs L ULOQsIH £ ¥
DX AT AP E T IEEEATARTAL ] TRIN TN B FIRAmR 7L Tz, f
REF~O M AMEERFT 5720 GC-MS/MS%E W CREGEAZ HER L (00 7V —E Y0 & O
FERLMRY)) DX A X T a Fi LT, &4 A4 O Hrifs FULFEEE CUXS B HE)
DFEE L 2SDOFFANTHY . BUF R iE R ThoTo, £z, M EREGC/MSD Tt &
H R~ L W= (0.7-1.14%) .

Wr5et 1%
ESRVACSE Snih g age U o)
JESEHIFE, mbft 75, 6k KA, i oE

A. BFFEERY

B EENDF AL IO TR &
ThHHTENS ZEINKBIO &7 fREE GC/MS
(LAF., @4 fREE GC/MS) % = B R A i
DR THY ., BT OZ AL HESH D
WEAARTAL (LLF, HARTA ) NZHZD
AN TEHS TS, L., &5 b

GC/MS IZ R TEfii72 2L THHIENG, I
FERBEWEIL S WEE, GC-MS/MS 1 d &4
fife GC/MS LB T 5 — M AT IR HIREE 1
H56DD  INUTHM THLIZDEMFDOH
FACFE OGS TG, I—ryX
T M AAFT T O RBERH T BN
THY, Flr TIEBHIE ~ D G HIE DT D D
ST E A FRRE GCMS &4k1C, GC-MS/MS @
fEHANRDEN TS 2, F-, FiL TiX GC-
MS/MS DAL HEA TERY, B FH DX A
TR G A~OFRHABELSDHD Y, L
2L, GC-MS/MS &R\ = DX (4%

-132-



VIS D AT RS TS, FRICA
XA A AT U HHIR FE DML DA & b TR
B2, GC-MS/MS ([ZXD X A4 %4
ST VZ B ML L AERTHD, £
ZCARHFFETIE, GC-MS/MS % V- f %5
ELTEF AT T T ORI EL T
GC-MS/MS DOHE S ZMF LT,

B. Bt 5tE
1. REK VR

V=T T ANA VRS IRIL, (BR) 7 =Y
YR TIRFR) =T 38D NK-LCS-AD,
MBP-MXF, &Y MBP-MXK ZH AL, 2V
DANA TR, (BR) U=V b TART R
— /X0 8 NK-SS-F & OV MBP-79-500 % fif
AL7=, PCDD/PCDFs &R, /> A Vb
PCB R &K, kO /4 /L PCB {REIRIR
. BR) U2V b IRIN)— Ve K0 ER
Z i NK-ST-B4. NK-LCS-AD . NK-SS-F |
MBP-MXF [1:100], }2 O MBP-MXK [1:10]%
ALT-, #B&#H PCDD/PCDFs 8 ¥k 1%
(#K) 7=V R TRTR)— V3 XY FDU-
CS1~CS5 ZME AL7-, B & IR FDU-
0(FUD-1 @ 1/5 )L NK-ST-B4, NK-LCS-
AD, NK-SS-F XVii#iL 7=, Fi&ftfH Co-PCBs
EEHEVRIR L, (BR) 7= b TR TR — o]
>3 PCB-A5-CSL., FAT-CS1~CS5 &AL
77

72 (DXNs 73#7 ) . A%/ —/W(DXNs 43
Bri)., ¥ oamaz (DXNs 41 ) . KBk Y
7 L) . ~F Y (DXNs 2041 ), L=y
(DXNs 2341 ) | K FiEE T N A(PCB 43 #r
DL 7 AR EA b (BR) KOl A LTz, /T
> (DXNs Z7#rH). il (Frik) . kTR o A
(CFpfl) 138 £ 7 AV ARDERZE(E) KoiE AL
7mo NFH WKL, SUART Milli-Q Integral
10 BREE T2 A7 BRI T2 8K &2~
TR UL LT,

% & V57 0 F7 5 (NEE 15 mm, £ 30 cm

DHFIZIVTF I 0.9 g, 2%KOH LU A7)0 3
g UV 0.9 g, 44%REE )V 4.5 g,
220M & VAT 6 g, VTV 0.9 g, 10%FH
FRERT VB 7V 3 g, S UBT IV 0.9 g S VKR
e o6 g lERFIE) 1%, ¥ —x v Az
A (BR) KOBEA LTz, 7ATFHT A%, WEE 15
mm, £& 30 cm OA T MZEEKAREE TN A 2
g, 7/VIT 15 g, BEAKEREE TN T L 2 g ZIAIK
FEIE AU T, TEPE R HS U 7 L) R — R
A7 LT HRAGT: (BR) KOIEA LT,

GC F¥tE TV —HhF A%, DB-bms UI (N
0.25 mmX60 m, = 0.25 um)&ET7 L ke
T /a—R & LY RH-12ms (N 0.25
mm X 60 m) % INVENTX #-L0iEALT-,

FOREARHERUR L T, WMEF-01 (o7 % —F
U0 E OB REE) & (BR) U =V R TART
N — /R KA LT,

2. Bas
REVFAY =Ly F =48 GM200
*GC-MS/MS:TSQ 9000 R /LU E M GC-
MS/MS <27 A (Thermo Scientific f#H8) with
advanced electron ionization (AEI) source
o4y f# BB GC/MS: 7890B  (Agilent
Technologies)/MStation JMS-800D UltraFOCUS
A ASEE 7 () +1

3. GC-MS/MS (2 X BH A A% L HA M
3-1. RERVAROFRRL

Ak GREHEAER NI 4 g 2 — I —IC&
Ny IV =TT AL (BC LT
PCDD/Fs4% 40 pg(OCDD/F 1% 80 pg). /v 7
JLh PCBs % 100 pg. E/A /L PCBs 4 2.5
ng) Z Mz 7-1%. 2 mol/L /KB AV LK &
200 mL Nz =IE TR 16 FEfRE L=, 207
VI G R A Sy iR — NI LTtk A% ) — v
150 mL, ~FH> 100 mL Zh1x 10 5 fHEES
JHH U7, FFE R, ~F e o L, KB
~FH 70 mL AMZFEEEOEEE 2 [BliTHo
Teo NV UK E G, 2% LT N A
TR 150 mL ZA02 CTREITERDEN L | FRE
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% KIBZBREFREROBAEL ARV IK LT, ~FH
VD NS TS S IR R R A BN & B
RMNTIREI L, FrE# . WilRfE A bRELTZ, 20
BRAEZ B O 5 D <72 D E TRVIRLTZ,
AFH AT Y PREK 10 mL T 2 [5G
L. MEKAREE T NI A TRLKRE ., IR KL
2 mL O AR LU=, UV
e 200 mL CHRELIZ 1% | sBRIES IR 21
AL, ~FH 200 mL CEH L, WHIKITER
AR L. H 2 mL OANFH AL, ~
Y TR AFTELZT AIF BT LT BRE
WREIEANL, ~FH 2 150 mL TEEHH%. 2%
(v/v)Trunrg G ~F 200 mL TE/
AV PCBs A EZFEH LT, IRWNT, 60% (v/v)
vraa A E R ~F 2 200 mL T
PCDD/PCDFs M O/ A /L PCBs 4y iz H
L7z, & /4 VN PCBs 7y B3 A 8 B LT,
TEVER TS VAT NI R — 2T BIZIEAL,
30 ARFERLE LTz, ~FP 40 mlL THT L%
Vet ., 25% (v/v) P 7au A G ~F4 60
mL CTE /4 /L PCBs 4y Bz A LTz, A4
Fth U ARALY 500 u L(PC EERRAA 2.5
ng ) % ¥ L GC-MS/MS 2 f: L 7=,
PCDD/PCDFs } OV A /v s PCBs 45 1l 1 X FA it
R ELT% TGRS T VY SR —2T)
FTAIEAL, 10 SREEHE LT, 25%(v/v) U7
OaAX G NFTY L 80 mL THT LAY
%, T L ENEESE, ML 40 mL T
PCDD/PCDFs K& O/ A4 /vt PCBs 47 Wi 2 H
Uiz, AR % VD A1 7 20 L
(PCDD/PCDFs ] "C fZa#{& 40 pg, /> AV b
PCB f] C #EZ3#fA 100 pg) ZEAMNL GC-MS/MS
WAL 7=,

3-2. GC-MS/MS HIE &M

1)GC &ft

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

ARG 120°C(2 43 PRF1)-25°C/ 53 -250°C(5 43
RFH)-3°C/ 43— 300°C(7 S3{RFF)
X7 —H A A~YT L (i 1.2 mL/4Y)
©2,3,4,7,8 — PeCDF | 1,2,3,7,8,9 — HxCDF |
2,3,4,6,7,8—HxCDF

71725 :RH-12ms (P£E 0.25 mm X 60 m)
HEATT R AF YR 2

A DR 260°C

HFEAE:2 ul

SR 130°C(A 7 fRF)-15°C /43 -210°C-
3°C/%3- 310°C-5°C/ %3~ 320°C(5 43P+

Xy U7 —H A A~YT L (i 1.0 mL/4Y)
®Co-PCBs

71725 :RH-12ms (PN££ 0.25 mm X 60 m)
AT AF YR 2

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-320°C(2 /0 14-+5)

Xy U7 —H A A~YT L (i 1.0 mL/4Y)

2)MS/MS &4t
A4 AEE: Bl A4 AVEE: 50 eV AF
PRIEEE . 300°C; MIEE—R: SRM

3-3. REBRDOIER

FEHEE AR BB LR MR A VERR LT, R
AR R R A YRR (6 IR BE) IZRFLC 3 B E A
FHIL | Gt 18 MOPET — 2 &7, R E
R YER DARRL LR EE AR 1 1R LTz, &
ET —HIZDNWT, KT RS E & Uk
JST BTV —2 T AL 7 L D AR SRR
(RRF) , X QX V—>T T AL 7 L2 UK
TV D ANA T DFH AR EL (RRFss) &
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BT, HARTATHE, f B VERR IR D
HIET —ZI12817% RRE OEEMRENT 10%LL
. RRFss O ENMREIL 20% L N A2 B EESLT=,

3-4. BHTIRMER VEE T RIE

A AR BE O b B MR AE R AR ME R & GC-
MS/MS (ZXDigak LflE (10 [|) L, HIE B
EAREMRAE (o) ZRD, 30 ZHRH TIRME
(LOD) ., 10 0 ZiE & FRRME (LOQ) L7z,

3-5. RERER DY E

ARERR IR OPNEBARREIZIX 3 IRE DM &R
VER AR HERR 2 ] E L C, RRF M OY RRFss %K
Wiz, ZIHOED, REMERIFD RRE KT
RRFss &EE#EL . RRE (2 2WTIE £ 10%LAN
RRFss (ZDWTILE20%LAN THDHZ Lo fifErd L
77 B EARERLIF D RRE & O) RRFss AU T.
RBRIRIR G ENDF A e ER LT,
AREE IR L RON T W Xt G L NEEER)
B D AR HL AR AR R AR YE IR D I FE L D
PRI 72 o T2 A T, AMRIC IV E B EZ R
L7,

4. EHFERE GC/MS IZXAF AT BT

ATALELE B fRBE GC/MS I SEE, T (1-
1) b=2NE A2y MBI O S AT IC KD R b
AF X AFREIREREE | ITE>T,

1. GC-MS/MS & Skt

SCRRTEHREE > O Dt MR e E A 35 29
FEDOX AAX U FH (17 FD PCDD/PCDFs K&
W12 FED Co-PCBs) DF=H—AF L i8R L
T BEAFTHLBICHONWTIY Vg m gL E
— (CE)% 5V /b 40V O TRFEIL, B4F72
BRECTHIINTED CE 2R ELL, #ELE
PCDD/PCDFs #l| 7€} Y Co-PCBs #IE® SRM
S I 2 IR,

GC BT HONWTIE 29 FEOX A A% 45
ZBIFICOBETD2MENSHI LD, 2 O
GC #7724 (DB-5ms Ul &Y RH-12ms) & W

72, 17 o PCDD/PCDFs ® W, 2,3,4,7,8 —
PeCDF . 1,2,3,7,8,9 — HxCDF ., 2,3,4,6,7,8 —
HxCDF (22U TiE, RH-12ms ZHWCHIEL
72, #80® PCDD/PCDFs (22 CiX, DB-5ms
Ul ZHWTHIE LT, 12 0> Co-PCBs {22\
TIERH-12ms Z W CHIELTZ, GC BT LD 5H-
BEHFIZOWTIEEER "% 251U, B,
RH-12ms @ Co-PCBs #IE D FIR ST DN T
I, AREBR IR A U7z TR O RS SR, —0
OfFREHZ BT ¥C1,-3,37,4,4-TeCB  (#77)
KON BC1p-3,37,4,4°,5-PeCB (#126) D EEA A
NP EE— IR LN, £ T, FRSM
EREL I EY =N b0 NAEKEY S L B
T BECE D5,

2. BEMDOIER (RRF & T RRFss DEH)

PR AR R AR PR e (6 2 E) 2 E L RRF &
U*RRFss Z 3k 7- (3¢ 3), PCDD/PCDFs ¢ RRF
13.0.606~1.147 (ZRE{AE1E 1.9~8.4%) . RRFss
130.493~2.416 (ZEREL 2.3~11.7%) Th->
72o Co—PCBs ™ RRF (% 0.873~1.047 (ZEE{% %K
I% 1.8~3.9%) . RRFss (% 0.267~0.830 (ZEEhi%
L 3.7~7.0% Th-ol=, HARTAL Tl &
FRAERLRED RRF OZEEMREE 10%LLNAY H A%
LENTWD, AEEGH e RREF OZEMREIE
8AULL FTHHIEME, HARTAL D BIEEE
7=l Tz,

3. FAAFL UG D LODs KO LOQs

e b IR MK D R R R MR A AR R
(Conc.1) OV UEIE (10 [2]) KOH#EEL 72
GC-MS/MS Z3Hr OFEHAE IR (50 g i HIRE) D
LODs K TNLOQs % 4 \TRLT-, 7ok, SBRIA
R OENET Z 0 V2B B L TR )
S AL L=, PCDD/PCDFs ¢ LODs 1%0.001
~0.003 pg/g. LOQs 1% 0.002~0.011 pg/g TH
572, Co-PCBs ® LODs 1% 0.001~0.08 pg/g.
LOQs 1% 0.004~0.3 pg/g THh-7=, SRM 711<
NPT L (EEAAY) D—FlZ 1 LK 2 1R
L7z,
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FARTA L Tlik, LODs CHR{ET T 7l %%
DFFENEZ W T HHUEL LT, BEEMH TR
DIREFLTUND, GC-MS/MS Z3 AT ORI 7E R
? LODs & BAERHH FIREHEE T 58, &2 TDOH
AFF T T BW T H R T IRAwH 2L T
VW, E£72 LOQs IOV T H AR T R A
T2LTRY, KROWTEIITARTANTRINT
HIZHRH FIRETOXAA X U HHEERTE
HEZEZ BT,

I|

4. RFRLERB DT

GC-MS/MS % W= A A% L FH S HT O
B~ O I PEZ B ES T 5720 | RRREAR HERUEE
(WMF-01) Z53#rL7= (3 5), £z, slaFAEdERR
B ek iETHDE 3 REE GC/MS (ZXD ot
L. EBbN 7oA GC-MS/MS D43 HHEE b
L7 (£ 5),

GC-MS/MS Zr#r ot K| FFHE DM B2 4
TWBEAFFL HEIZHOWTE, £ TLOQs LA
EOHHEREDIL, FRREEOFEEIfE 25D O
FFHNTH-T=, £72. LOQs LU ELlpoT=Z2D
DX AFF L D HEIZDONTH, &5
il DSl +2SD DN TH -7, GC-
MS/MS 347D SRM Za~h7 T 5 (GEEAAY)
ZX 3 LK 4 TR LT, TR THDHZ A4
FUUHDOY =& E T DI — 21338
T LOQs LA L7t B A A4 T HHDOE
BAT U LEMAT L DY — VS T B
VER FAZHERR DY — 7 G L D £ 25% AN TdH
77, F72. GC-MS/MS DA HHEIT . &y fihe
GC/MS OSHHED 0.7-1.1 {52 THY, WH D5y
FrEIZ B —EL e, Bl EDORER XD, GC-
MS/MS Z JN= & A %3 AR BT E O AF #E
BN EDRIBE T,

D. ¥

GC-MS/MS DX AFF A ORESE TR
I CHY, 50 g ORAFAEIEHWIUTTARNTA
ATRSNTND HAERR H T RRAZ 43 1T #Ep T

THLEZ DN, RFHEEREZ GC-MS/MS
XV LT R, AT EOE T m VI E
DRENTZ, 4 #1E GC-MS/MS Z FV = £ i o
DEAFF L RS OVERETIAL T — 2 2 %
L ABHEMEZED T TKZENZEELLY,

E. 2%

1) AT AR R B B A 2
BRI RSP OX A AT PHRIE
FEEEAARTAL R 20 452 H 28 A,
BT 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
resolution mass spectrometry (GC-HRMS).
Journal of Food Composition and Analysis,
115, 104947 (2023)

5) Fiirst P, Bernsmann T, Baumeister D. :

of GC-MS/MS for the

Determination of Dioxins and PCBs in Feed

Optimization

and Food and Comparison of Results with
GC-HRMS. Dioxin and Related Compounds:
Special Volume in Honor of Otto Hutzinger,
95-120(2016).
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6) Law R, Cojocariu C, Silcock P, Calapric C. :
Low level quantification of PCDD/Fs in
animal feed using the Thermo Scientific TSQ
9000 triple quadrupole GC-MS/MS system
with AEI source. Application Note, 10590,
1-12(2018).

T) FRR 29 IR AR ST BOHEE A A g e A
M B OR B RAEENT e R
A LTe A A o R Y R
BOFHh LT DO FIEF TR O8] 7
PR & (RO F (LT A4 F
JH. PCB SO UEHEE K U5 YL F2RED
4 (B9 5 E)

8) BREEA K KRB RRE iR R UBR B
AT AR R E S~ =2
TV (R4S 3 HKGT)

F.AFSE
1. Fw SRR
L

2. FEIER

1) 32 B, ESRIEE, JIESCN, AR —#t,
FHEES, m o, M v B BT
B2 WP R QIR DX A% A JH oy
Hrookgat. 5 30 FIBRBHb Rt (2022.6).
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1 BRERIERAREEROM LR E

F=1-1) PCDD/PCDFs

RE (ng/mL)

&=
Conc.1 Conc.2 Conc.3 Conc.4 Conc.5 Conc.6
2,3,7,8-TeCDD 0.01 0.05 0.2 1 5 25
1,2,3,7,8-PeCDD 0.01 0.05 0.2 1 5 25
1,2,3,4,7,8-HxCDD 0.02 0.1 0.4 2 10 50
PCDDs (1,2,3,6,7,8-HxCDD 0.02 0.1 0.4 2 10 50
1,2,3,7,8,9-HxCDD 0.02 0.1 0.4 2 10 50
1,2,3,4,6,7,8-HpCDD 0.02 0.1 0.4 2 10 50
0CDD 0.05 0.25 1 5 25 125
2,3,7,8-TeCDF 0.01 0.05 0.2 1 5 25
S RME 1,2,3,7,8-PeCDF 0.01 0.05 0.2 1 5 25
2,3,4,7,8-PeCDF 0.01 0.05 0.2 1 5 25
1,2,3,4,7,8-HxCDF 0.02 0.1 0.4 2 10 50
poDFe |1:2:36.7.8-HXCDF 0.02 0.1 0.4 2 10 50
1,2,3,7,8,9-HxCDF 0.02 0.1 0.4 2 10 50
2,3,4,6,7,8-HxCDF 0.02 0.1 0.4 2 10 50
1,2,3,4,6,7,8~HpCDF 0.02 0.1 0.4 2 10 50
1,2,34,7,8.9-HpCDF 0.02 0.1 0.4 2 10 50
OCDF 0.05 0.25 1 5 25 125
3¢,,-2,3,7,8-TeCDD 2 2 2 2 2 2
3¢,,-1,2,3,7,8-PeCDD 2 2 2 2 2 2
3¢,,-1,2,3,4,7,8-HxCDD 2 2 2 2 2 2
PCDDs |"c,,~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
13¢,,-1,2,3,4,6,7,8~HpCDD 2 2 2 2 2 2
3¢,,-0CDD 4 4 4 4 4 4
REEE "*C1,-2,3,7,8-TeCDF 2 2 2 2 2 2
HO)—7v7 36,,-1,2,3,7,8-PeCDF 2 2 2 2 2 2
AL 13c,,-2,3.4,7,.8-PeCDF 2 2 2 2 2 2
36,,-1,2,3,4,7,8-HxCDF 2 2 2 2 2 2
PCDFe 12012—1,2,3,6,7,8—HXCDF 2 2 2 2 2 2
Cyp-1,2,3,7,8,9-HxCDF 2 2 2 2 2 2
3¢,,-2,3,4,6,7,8—-HxCDF 2 2 2 2 2 2
36,,-1,2,3,4,6,7,8-HpCDF 2 2 2 2 2 2
13¢,,-1,2,3,4,7,8,9-HpCDF 2 2 2 2 2 2
3C,,~OCDF 4 4 4 4 4 4
(/,'jqjgfx*?ﬁ 2 1*C1,-1,2,34-TeCDD 2 2 2 2 2 2
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#1-2) Co—PCBs

= (ng/mL)

A=t
Conc.1 Conc.2 Conc.3 Conc.4 Conc.5 Conc.6
3,3'4,4-TeCB (#77) 0.05 0.2 1 10 50 200
JUX IV 3,44 5-TeCB (#81) 0.05 0.2 1 10 50 200
PCBs |33'4.4'5-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
SRR E 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/FIUE (23,44 5-PeCB (#123) 0.05 0.2 1 10 50 200
PCBs  1233'4.4'5-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
2,3,3'4,4'5,5'-HpCB (#189) 0.05 0.2 1 10 50 200
36,,-3,3'4,4'-TeCB (#77) 5 5 5 5 5 5
JUF Lk |®Ci,-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
3C,,-3,3'4,4'5,5'-HxCB (#169) 5 5 5 5 5 5
3C,,-2,3,3'4,4'-PeCB (#105) 5 5 5 5 5 5

St )
MRENE 9C,,-2,3.4.4'5-PeCB (#114) 5 5 5 5 5 5
(USSP 3 e
20544) 13012—2,3 44" 5-PeCB (#118) 5 5 5 5 5 5
E£/74)Lk|PCi,-2'3.4,4' 5-PeCB (#123) 5 5 5 5 5 5
PCBs |c,,~2,3,3",4,4"5-HxCB (#156) 5 5 5 5 5 5
36,,-2,3,3',4,4' 5'-HxCB (#157) 5 5 5 5 5 5
¥C,,-2,3'4,4'5,5-HxCB (#167) 5 5 5 5 5 5
36,,-2,3,3'4,4'5,5'-HpCB (#189) 5 5 5 5 5 5
RNIZEME 13 -
(SR8 5) Cy,-3,3'4,5'-TeCB (#79) 5 5 5 5 5 5
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# 2 FAFXV FEBIED SRM 448
#*2-1)PCDD/PCDFs

EEAAY EEAFY
1tEw 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 3918 32838 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 394.8 15 4597 396.8 15
2,3,7.8-TeCDF 303.9 2409 25 305.9 2429 25
AR 1237,8-PeCDF 339.9 276.9 25 3379 2749 25
2,3,4,7,8-PeCDF
1,2,3,4,7,8-HxCDF
1,2,3,6,7,8-HxCDF 3738 3109 3758 3129
PCDFs 1.2.3.7.8.9-HxCDF (371.8)" (308.9) 25 (373.8) (310.9) 25
2,3,4,6,7,8-HxCDF
12.34,6,7,8-HpCDF 40738 3448 25 4098 346.8 25
1,2,3.4,7,8.9-HpCDF
OCDF 4417 378.8 25 4437 380.8 25
'3C,,-2,3,7,8-TeCDD 3319 268.0 15 333.9 270.0 15
13G,,-1,2,3,7,8-PeCDD 367.9 303.9 15 365.9 301.9 15
13C,,-1,2,3,4,7,8-HxCDD
PCDDs |'"*C,,-1,2,3,6,7,8-HxCDD 4019 337.9 15 4039 339.9 15
'3C,,-1,2,3,7,8,9-HxCDD
13G,,-1,2,3,4,6,7,8-~HpCDD 43538 3718 15 43738 373.8 15
'3c,,~0CDD 469.8 405.8 15 471.8 407.8 15
REEE Y 130,,-2,3,7,8-TeCDF 315.9 252.0 25 317.9 254.0 25
1)— W 13 _ _
(7;/\0;;,7 wgz_;i;‘:;:_:ggi 3519 2879 25 3499 28538 25
'3¢,,-1,2,3,4,7,8-HxCDF
PCDFs 120‘2_1'2'3'6‘7'8_HXCDF 385.9 3219 25 387.9 3239 25
C1,-1,2,3,7,8,.9-HxCDF
'3C,,-2,3,4,6,7,8-HxCDF
20‘2_1'2'3'4'6'7‘8_HDCDF 419.8 355.9 25 4218 357.9 25
Cy,-1,2,3,4,7,8.9-HpCDF
'3C,,~OCDF 453.8 389.8 25 455.8 391.8 25
(/:Tjgi"t?iw 13G,,-1,2,3,4-TeCDD 3319 268.0 15 3339 270.0 15

1) RH-12msBIEBHDE=S—(1F >
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$22-2) Co-PCBs

EEAFY EHEAEY
t&w 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 22 291.9 221.9 22
JUAIVN|3,4,4,5-TCB (#81)
PCBs (3344 5-PeCB (#126) 3239 2539 22 3259 255.9 22
3,3'.4,4'55-HxCB (#169) 357.9 2879 25 359.9 289.9 25
2,3,3'4,4'-PeCB (#105)
S EME 2.344'5-PeCB (#114) 3239 253.9 22 3259 255.9 22
2,3'4,4'5-PeCB (#118)
E/FIVN|2'3.44'5-PeCB (#123)
PCBs 1233 4,4'5-HxCB (#156)
2,3,3',4,4'5-HxCB (#157) 357.9 2879 25 359.9 289.9 25
2,3'4.4'55-HxCB (#167)
2,3,3'4.4'55'-HpCB (#189) 391.9 3219 28 393.9 323.9 28
120‘2_3‘3"4,‘4Y_TCB (#77) 301.9 2319 22 3039 233.9 22
JoA IR |PC,-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
'3C,,-3,3',4,4'5,5'~HxCB (#169) 369.9 299.9 25 371.9 301.9 25
— 12012—2,3,3’4:4'—%08 (#105)
D=7y _Ciz2.34.4'5-PeCB @114) 335.9 265.9 22 3379 2679 22
20845) C1,-2,3"4,4',5-PeCB (#118)
E/4 LR |3C1,-2'3,4,4' 5-PeCB (#123)
PCBs |'C,,-2,3,3"4,4',5-HxCB (#156)
'3C1,-2,3,3',4,4'5'-HxCB (#157) 369.9 299.9 25 3719 301.9 25
'3C,,~2,3'4,4'5,5'-HxCB (#167)
'3C,,-2,3,3',4,4'5,5'-HpCB (#189) 403.9 333.9 28 405.9 335.9 28
</5qjgi%/;§4,7) 130,,-3,3'4,5'-TCB (#79) 301.9 231.9 22 303.9 233.9 22
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# 3 REBIERAEERD RRF & U RRFss
#3-1)PCDD/PCDFs

PCDD/PCDFs EFRQ?E RRF%’%%%‘I ;ZF;SE RRFss%ﬁﬂ%%ﬁz
2,3,7.8-TeCDD 0.996 6.9 1636 45
1,2,3,7,8-PeCDD 1.065 23 1194 29
1,2,3.4,7.8-HxCDD 0.864 5.2 1018 35

PCDDs |1,2,3,6,7,8-HxCDD 0.863 55 1.089 35
1,2,3,7,8,.9-HxCDD 0.892 40 1.004 35
1,2,3.4,6,7,8-HpCDD 1111 6.6 0.759 40
0CDD 1027 53 0.493 43
2,3,7,8-TeCDF 0.950 4.1 2416 23
1,2,3,7,8-PeCDF 1147 49 1822 32
2.3,4,7,8-PeCDF 1.048 1.9 1,690 4.1
1,2,34,7,8-HxCDF 1.047 42 1.341 53

bopps |2:36.7:8-HXCOF 1.008 5.2 1422 5.4
1,2,3,7,8,.9-HxCDF " 0.626 5.4 1.030 74
2,3,4,6,7,8-HxCDF " 0.606 44 1.282 7.3
1,2,3.4,6,7,8-HpCDF 1135 47 1.161 28
1,2,3.4,7,8,9-HpCDF 1112 8.4 0.921 1.7
OCDF 1.007 38 0717 59

1) RH-12msBIET—4

#23-2) Co-PCBs

Co-PCBs RRF RREEE) R RRFss RRFssZEIR

THE (%) THE (%)

3,3'4,4-TeCB(#77) 1.047 2.7 0.788 55
JUAILR|34.45-TeCB(#81) 1.031 18 0.830 46
PCBs 1334 4 5-PeCB(#126) 0.984 39 0556 6.2
334,455 -HxCB(#169) 0918 33 0.386 7.0
2,3,3'4,4'-PeCB(#105) 0.958 25 0.625 3.7

23,44 5-PeCB(#114) 0.944 3.4 0.650 43

2344’ 5-PeCB(#118) 0.993 32 0.642 46

EJ4 LK [2,34,4 5-PeCB(#123) 0.954 22 0.643 38
PCBs  |53,3 4,4'5-HxCB(#156) 0.873 26 0413 47
23,344 5'-HxCB(#157) 0.882 28 0.436 6.3
2.3'4.4'55-HxCB(#167) 0.940 3.2 0411 45
23,3'4.4'55-HpCB(#189) 0.907 28 0.267 58
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# 4 RBHIERFO LODs kU LOQs (H i)
$%4-1)PCDD/PCDFs

PCDD/PCDFs LODs" Loas” | BiZiRH FIRY
(pg/8) (pg/g) (pe/g)
2,3,7,8-TeCDD 0.001 0.003 0.01
1,2,3,7,8-PeCDD 0.001 0.003 0.01
1,2,3,4,7,8-HxCDD 0.002 0.006 0.02
PCDDs |1,2,3,6,7,8-HxCDD 0.001 0.005 0.02
1,2,3,7,8,9-HxCDD 0.001 0.005 0.02
1,2,3,4,6,7,8-HpCDD 0.002 0.007 0.02
0CDD 0.003 0.011 0.05
2,3,7,8-TeCDF 0.001 0.002 0.01
1,2,3,7,8-PeCDF 0.001 0.003 0.01
2,3,4,7,8-PeCDF 0.001 0.002 0.01
1,2,3,4,7,8-HxCDF 0.001 0.004 0.02
bopp. 23078 HXCDF 0.002 0.005 0.02
1,2,3,7,8,9-HxCDF 0.003 0.010 0.02
2,3,4,6,7,8-HxCDF 0.001 0.004 0.02
1,2,3,4,6,7,8-HpCDF 0.001 0.004 0.02
1,2,3,4,7,8.9-HpCDF 0.001 0.004 0.02
OCDF 0.003 0.010 0.05
1B RER 50 ofF A
NBRDPDIAF XLV EOAERZTEEHARSA2 (FRK205E2A)
#F4-2) Co-PCBs
GCo-PCBs LoDs"” Loqs" | BERH TR
(pe/g) (pg/g) (pe/g)
3,3'44'-TeCB(#77) 0.001 0.005 0.1
JoA LK [34.45-TeCBG#81) 0.001 0.004 0.1
PCBs 3344 5-PeCB(#126) 0.002 0.007 0.1
3,3'4,4'55-HxCB(#169) 0.003 0.01 0.1
23,3'4,4-PeCB(#105) 0.04 0.1 1
2,344’ 5-PeCB(#114) 0.06 0.2 1
2,3'4,4' 5-PeCB(#118) 0.04 0.1 1
E/74JLR|2.344 5-PeCB(#123) 0.04 0.1 1
PCBs  |233'4.4'5-HxCB(#156) 0.06 0.2 1
23,3 4,4 5~HxCB#157) 0.08 03 1
2,3'4,4'55-HxCB(#167) 0.08 0.3 1
23,3 4,4 55-HpCB(#189) 0.05 0.2 1

NERHF50 off Ak

BGHPDIAF XL EDUEFEEEA MRS/ (FR20%2R)
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# 5 FRAEEAEREL (WMF-01) D23 #7 s 5

HAA% 45 ’;grira‘ GC—MpSg//I\g/IS(A) ﬁﬁ‘ﬁf;:/Ms(B) A/B
2,3,7,8-TeCDD 131+ 44 131 12.9 10
1,2,3,7,8-PeCDD 272 =+ 13 2.7 2.7 1.0
1,2,3,4,7,8-HxCDD 022 %" = 03 0.12 0.11 1.1
1,2,3,6,7,8-HxCDD 088 =+ 04 0.91 0.95 10
1,2,3,7,8.9-HxCDD 027 % =+ 04 0.07 0.10 0.7
1,2,3,4,6,7,8-HpCDD 059 % = 07 0.20 0.19 1.1
0oCDD 391% + 62 0.49 0.56 0.9
2,3,7,8-TeCDF 131 * 49 134 131 1.0
1,2,37,8-PeCDF 153% =+ 14 0.92 1.03 0.9
2,34,7,8-PeCDF 715 =+ 22 6.56 6.57 1.0
1,2,3,4,7,8-HxCDF 086% = 10 0.52 0.54 1.0
1,2,3,6,7,8-HxCDF 051 % =+ 07 0.24 0.30 0.8
1,2,3,7,89-HxCDF 025% =+ 04 -2 - -
2,3,4,6,7,8—HxCDF 068* =+ 12 0.20 0.18 1.1
1,2,3,4,6,7,8-HpCDF 101 % =+ 19 0.13 0.12 1.1
1,2,3,4,7,89-HpCDF 030% = 05 - - -
OCDF 138 % =+ 21 - - -
3,3 ,4,4-TeCB(#77) 2233 = 720 2,144 2,243 10
344 5-TeCB(#81) 201 + 58 198 220 0.9
3,344’ 5-PeCB(#126) 739+ 260 751 794 0.9
3,3' 4.4 5,5-HxCB(#169) 76 =+ 30 70 72 1.0
2,3,34,4-PeCB(#105) 49050  * 14,200 57,813 55,706 1.0
2,344 5-PeCB(#114) 3523 = 1670 4,076 3,968 1.0
2,344 5-PeCB(#118) 130,100 =+ 32,500 144,967 130,703 1.1
23,44’ 5-PeCB(#123) 4233 =+ 2620 4,463 4,270 1.0
2,3,3' 4,4 5-HxCB(#156) 14890 =+ 5020 16,109 15,613 10
2,3,34,4' 5-HxCB(#157) 3488 =+ 870 4,125 3,749 1.1
2,344’5 5-HxCB(#167) 9750 = 3,090 10813 10,482 1.0
2,3,3'4,4'55-HpCB(#189) 2016 = 611 2,285 2171 1.1

N*IEBEE
2) LOQs3k i
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2,3,7,8-TeCDD

03_2378TCDD

RT: 17.38
MA: 6728
100 1
80
60
40
20

1,2,3,7,8-PeCDD

10_12378PeCDD

RT: 20.91

MA: 5930
100 p

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

18_123478HxCDD

RT: 24.49

MA: 7527
100 A

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

20_123678HxCDD

RT: 24.61
MA: 8467

1 R EMRAE R A E Y (Conc.

13C,,-2,3,7,8-TeCDD

02_13C-2378TCDD

RT: 17.36

AA: 1601013
100 F

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

09_13C-12378PeCDD

RT: 20.89

AA: 1092462
100 i

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

17_13C-123478HxCDD

RT: 24.48
100 AA: 978425

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

19_13C-123678HxCDD

RT: 24.59
AA: 1003422

100 A

80

60

40

20

o 5

1) ® SRM Zu<hr7Z A, (PCDD/PCDFs)
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1,2,3,7,8,9-HxCDD

24_123789HxCDD

RT:24.93

MA: 8605
100 P

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

30_1234678HpCDD

RT: 28.50
AA: 7647
100 p
80
60
40
20
0 T
283 284 285 286 287
34_0CDD
RT: 32.71
MA: 12283
100 ;
80
60 -
404
204
0

2,3,6,7,8-TeCDF

05_2378TCDF

RT: 16.95

MA: 10078
100 i

- 146 -

15C,,-1,2,3,7,8.9-HxCDD

23_13C-123789HxCDD

RT: 24.93

AA: 938827
100 A

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

29_13C-1234678HpCDD

RT: 28.50

AA: 719053
100 A

33_13C-OCDD

RT: 32.69
AA: 952671

13G,,-2,3,6,7,8-TeCDF

04_13C-2378TCDF

RT: 16.95

MA: 2233321
100 F

1 BREGIERFE®WR (Conc.1) ® SRM Zu<hr25.. (PCDD/PCDFs) (m3%)



1,2,3,7,8-PeCDF

08_12378PeCDF

RT: 19.87
MA: 9163

2,3,4,1,8-PeCDF

12_23478PeCDF

RT: 31.79
MA: 9431
100 f
80
60
40
20
0-y T T T
31.4 31.6 31.8 32.0

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

14_123478HxCDF

RT: 23.58

MA: 11390
100 A

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

16_123678HxCDF

RT: 23.71
MA: 11756
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15G,,~1,2,3,7,8-PeCDF

07_13C-12378PeCDF

RT: 19.86

AA: 1677645
100 A

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

11_13C-23478PeCDF

RT: 31.79
MA: 1750836

100 A

80

60

40

20

0 T
314 31.6 31.8 32.0

13G,,~1,2,3.4,7,8-HxCDF

13_13C-123478HxCDF

RT: 23.57
100 AA: 1301671

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

15_13C-123678HxCDF

RT: 23.70
AA: 1355699

1 BREHIERFAE®R (Conc.1) ® SRM Zu<hrs 5. (PCDD/PCDFs) (mD-3%)



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

26_123789HxCDF

RT: 38.13
MA: 7171
100 A

80

60

40

20

0 T T T T
37.8 38.0 38.2 38.4

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

22_234678HxCDF

RT: 36.64
MA: 7532
100 1

80

60

40

20

0 T T T T
36.4 36.6 36.8 37.0

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

28_1234678HpCDF

RT: 27.16
MA: 12246
100 \

80

60

40

20

0 T T T T T
27.0 271 27.2 27.3 27.4

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

32_1234789HpCDF

RT: 29.21
AA: 9193
100 A

80

60

40

20

0 T T T T T
29.0 29.1 29.2 29.3 29.4

1 MREBRERR FAIZE %R (Conc.

1) ® SRM Zu~<hr2"Z 2. (PCDD/PCDFs) (0-3%)
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13C,,-1,2,3,7,8.9-HxCDF

25_13C-123789HxCDF

RT: 38.12
MA: 1102045
100 f

80

60

40

20

0 T T T T
37.8 38.0 38.2 38.4

15G,,-2,3,4,6,7,8-HxCDF

21_13C-234678HxCDF

RT: 36.61
MA: 1359831
100 A
80
60
40
20
0 T T T T
36.4 36.6 36.8 37.0

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

27_13C-1234678HpCDF

RT: 27.14
AA: 1069265
100 A
80
60
40
20
O—fr T T T T
26.9 27.0 271 27.2 27.3

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

31_13C-1234789HpCDF

RT: 29.20
AA: 1007340
100 p

80

60

40

20

0 T T T T T
29.0 29.1 292 293 29.4



OCDF 13G,,~OCDF

36_OCDF 35_13C-OCDF
RT: 33.00 RT: 33.00
MA: 15834 AA: 1338078
100 ; 100 ;
80 80
60 60
40 40
20 20
0 0 r
328 329 330 331 332 328 329 330 331 332

1 BREGIERFE®WR (Conc.1) ® SRM Zu<hr25.. (PCDD/PCDFs) (m3%)
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PCB 77

04_PCB77
RT: 34.53
MA: 51054
100 4 A
80 -]
60 -]
40
20
0
342 344 346 348
02_PCBB81
RT: 33.23
MA: 54130
100 -
80
60
40
20
0 &= i
33.0 332 334 336
14_PCB126
RT: 4225
MA: 36793
100 ;
80
60
40
20
0
420 422 424 426
22_PCB169
RT: 48.30
MA: 21979
100 i
80
60
40
20
0 T T
48.0 482 48.4 4856

2 FREMIERFEYER (Conc.1) ® SRM 7~k 5 A (Co-PCBs)

- 150 -

13C,,~PCB 77

05_13CPCB77

RT: 34.50
MA: 4737552
100 A
80
60
40
20
0
34.2 344 34.6 34.8
1 —
3G,,~PCB 81
03_13C-PCB81
RT: 33.20
MA: 5041792
100 n
80
60
40
20
Y T T
33.0 33.2 33.4 336
15_13C-PCB126
RT: 42.22
MA: 3374643
100 = A
80 -
60
40 -
20 -
0 T T T
420 422 424 426

13G,,~-PCB 169

23_13C-PCB169

RT: 48.28
MA: 2378972
100 F

80

60

40

20

0 T T
48.0 48.2 48.4 48.6



PCB 105 13G,,~PCB 105

12_PCB105 13_13C-PCB105
RT: 39.83 RT: 39.80
MA: 39427 AA: 3972655
100 H 100 H
80 80
60 60
40 40
20 20
0 T T T T 0 T T T T
39.6 39.8 40.0 402 39.4 39.6 39.8 40.0
13 —
PCB 114 C,,~PCB 114
10_PCB114 11_13C-PCB114
RT: 37.77 RT: 37.74
MA: 37781 MA: 3994943
100 A 100 9
80 80
60 60
40 40
20 20
0 0
37.4 37.6 37.8 38.0 37.4 37.6 37.8 38.0

PCB 118 13G,,~PCB 118

08_PCB118 09_13C-PCB118
RT: 36.08 RT: 36.06
MA: 41457 MA: 3965603
100 i 100 A
80 80
60 60
40 40
20 20
0 T T T T 0 T T T T
3538 36.0 36.2 36.4 3538 36.0 36.2 36.4
13 —
PCB 123 C,,~PCB 123
06_PCB123 07_13C-PCB123
RT: 35.71
. MA: 3994184
RT: 35.74 ;
100 MA: 37542 100
80 80
60 60
40 40
20 20
0 : 0
35.4 356 3538 36.0 354 356 35.8 36.0

2 MEBIERFAIZE®R (Conc.1) ® SRM Zu~<hkZ 5 A (Co-PCBs) (m-3%)
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PCB 156 13C,,-PCB 156

19_13C-PCB156

18_PCB156
RT: 45.92 RT: 45.89
MA: 21376 AA: 2661943
100 i 100 6
80 80
60 60
40 40
20 20
0 0 T
456 458 46.0 46.2 45.6 45.8 46.0 46.2
1 —
PCB 157 3C,,~PCB 157
20_PCB157 21_13C-PCB157
RT: 46.56 RT: 46.54
MA: 22705 AA: 2783304
100 A 100 A
80 80
60 60
40 40
20 20
0 0 ey
46.2 46.4 46.6 46.8 46.2 46.4 46.6 46.8
PCB 167 13¢,,~PCB 167
16_PCB167 17_13C-PCB167
RT: 43.02 RT: 42.99
MA: 25016 AA: 2559808
100 A 100 A
80 80
60 60
40 40
20 20
0 T T T T 0 T T T T
42.8 43.0 432 43.4 42.6 428 43.0 43.2
PCB 189 13G,,~PCB 189
24_PCB189 25_13C-PCB189
RT: 50.18 RT: 50.16
MA: 15294 AA: 1616871
100 4 n 100 A
80 o 80
60 4 60
40 40
204 20
0 0
49.8 50.0 50.2 50.4 49.8 50.0 50.2 50.4

2 BMEBIERFAIZE®R (Conc.1) ® SRM Zu~<hk7 5 A (Co-PCBs) (m-3%)
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2,3,7,8-TeCDD

03_2378TCDD

RT: 17.37
AA: 1464310
100 A
80
60
40
20

1,2,3,7,8-PeCDD

10_12378PeCDD

RT: 20.90
MA: 242916
100 A

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

18_123478HxCDD

100

RT: 24.48
AA: 6831

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

20_123678HxCDD

RT: 24.60
AA: 64606

3 ZWEFiE %R B (WMF-01) ® SRM Z7u~< k25 A (PCDD/PCDFs)
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13C,,-2,3,7,8-TeCDD

02_13C-2378TCDD

RT: 17.36
AA: 1116100
100 A

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

09_13C-12378PeCDD

RT: 20.89
AA: 953881
100 1

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

17_13C-123478HxCDD

RT: 24.47
AA: 752103

100 4

804

60 -

404

204

T T T T
243 24.4 245 246 247

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

19_13C-123678HxCDD

RT: 24.58
AA: 865685
100 A
80
60
40
20




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

24_123789HxCDD

RT:24.93

MA: 6679
100 A

T T T T T
24.7 24.8 24.9 25.0 251

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

30_1234678HpCDD

RT: 28.50
MA: 10669
100 A
80
60
40
20
0 T T
283 284 285 286 287
34_0CDD
RT: 32.70
MA: 11176
100 A
80
60
40
20
0

2,3,6,7,8-TeCDF

RT: 16.95

AA: 2093865
100 A

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

23_13C-123789HxCDD

RT: 24.92

AA: 747594
100 A

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

29_13C-1234678HpCDD

RT: 28.49

MA: 492980
100 n

33_13C-OCDD

RT: 32.69

MA: 476650
100 A

13G,,-2,3,6,7,8-TeCDF

04_13C-2378TCDF

RT: 16.95
AA: 1708341

100 A

80

60

40

20

o T T

3 FRErErEHR B (WMF-01) ® SRM Zu<h2 5.4 (PCDD/PCDFs) (-3%)
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X 3

B

1,2,3,7,8-PeCDF

08_12378PeCDF

RT: 19.86

AA: 180051
100 = A

80 -
60 -
40 4

20

2,3,4,7,8-PeCDF

12_23478PeCDF

RT: 31.79
MA: 918242
100 A
80
60
40
20
0-r T T T
31.4 31.6 31.8 32.0

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

14_123478HxCDF

RT: 23.57

MA: 56586
100 A

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

16_123678HxCDF

100
80
RT: 23.70
60 AA: 30404

-155-

15C,,~1,2,3,7,8-PeCDF

07_13C-12378PeCDF

RT: 19.85
AA: 1478681

11_13C-23478PeCDF

RT: 31.77
MA: 1283487

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

13_13C-123478HxCDF

RT: 23.55

100 AA’ 1046441

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

15_13C-123678HxCDF

RT: 23.69
AA: 1129730

SR ¥E R B (WMF-01) @ SRM Zu<h2"54 (PCDD/PCDFs) (03

&)



X 3

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

26_123789HxCDF

100
80 \/\/\A/\/\/\/\»/\/\

T T T T
37.8 38.0 38.2 38.4

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

22_234678HxCDF

100
80
RT: 36.63
60 AA: 12881

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

28_1234678HpCDF

RT: 27.14

MA: 10571
100 A

T T T T T
26.9 27.0 271 27.2 27.3

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

32_1234789HpCDF

100

283 %E 3B (WMF-01) @ SRM Zue< k25 A (PCDD/PCDFs) (o3%)
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13C,,-1,2,3,7,8.9-HxCDF

25_13C-123789HxCDF

RT: 38.11
MA: 919980
100 A
80
60
40
20
0
37.8 38.0 38.2 38.4

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

21_13C-234678HxCDF

RT: 36.60
MA: 1046684
100 A
80
60
40
20
0
36.4 36.6 36.8 37.0

15G,,~1,2,3,4,6,7,8-HpCDF

27_13C-1234678HpCDF

RT: 27.12

AA: 773709
100 '

13C,,-1,2,3,4,7,89-HICDF

31_13C-1234789HpCDF

RT: 29.19
MA: 676612




OCDF 13C,,~OCDF

36_OCDF 35_13C-OCDF
RT: 32.99
AA: 673819
100 100 \

80 80

60 60

40 40

20 20

o 0 T T T T
328 329 33.0 33.1 332 328 329 33.0 33.1 33.2

2
al

B (WMF-01) ® SRM Zu<h75 5 (PCDD/PCDFs) (3%)

S
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PCB 77

04_PCB77
RT: 34.57
AA: 203061067
100 A
80
60
40
20
0 T
34.2 34.4 346 34.8
02_PCB81
RT: 33.27
AA: 17077186
100 A
80
60
40
20
0 T - !
33.0 33.2 334 336
14_PCB126
RT: 42.28
MA: 49238368
100 A
80
60
40
20
0 T T
42.0 422 42.4 426
22_PCB169
RT: 48.32
MA: 3570371
100 A
80
60
40
20
0 T T
48.0 48.2 48.4 48.6
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13G,,-PCB 77

05_13CPCB77

RT: 34.53
AA: 2200445
100 A

80
60
40
20

0 T

342 344 346 348
1 —
3G,,~PCB 81
03_13C-PCB81
RT: 33.24
AA: 2112156

100 q

80

60

40

20

0 -
33.0 33.2 334 336

15_13C-PCB126

RT: 42.26
MA: 1652951
100 \

80

60

40

20 \

0 T . T
42.0 422 424 426

15C,,~PCB 169

23_13C-PCB169

RT: 48.30
MA: 1394146
100 F

80

60

40

20

0 -
48.0 48.2 48.4 48.6



PCB 105

12_PCB105
RT: 39.87
AA: 255601345
100 A
80
60
40
20
0
396 39.8 40.0 402
10_PCB114
RT: 37.83
MA: 17055400
100 A
80
60
40
20
0
376 37.8 38.0 38.2
08_PCB118
RT: 36.13
MA: 850760025
100 i
80
60
40
20
0 T
35.8 36.0 36.2 36.4
06_PCB123
100
80
60
40 RT: 35.78
MA: 21397620
20
0 =

T T T
35.6 35.7 35.8 35.9

iy

X 4 7B

k=

13_13C-PCB105

1

RT: 39.84
AA: 2854445
00 P

11_13C-PCB114
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RT: 37.79
AA: 2788325
100 A

80

60

40

20

0 T T T
37.4 376 37.8 38.0

09_13C-PCB118

RT: 36.11
AA: 3623177
100 1

80

60

40

20

0 T T T T
35.8 36.0 36.2 36.4

07_13C-PCB123

RT: 35.75
100 AA: 3246719

80
60
40
20
0

35.4 356 3538 36.0

A= % 2B (WMF-01) @ SRM Zr< k7 5. (Co-PCBs) (3%)



PCB 156 13C,,~PCB 156

19_13C-PCB156

18_PCB156
RT: 45.95 RT: 45.93
AA: 49700853 AA: 2210629
100 A 100 A
80 80
60 60
40 40
20 20
0 T T T T 0 T r T T
456 458 46.0 46.2 456 45.8 46.0 46.2
PCB 157 13C,,~PCB 157
20_PCB157 21_13C-PCB157
RT: 46.60 RT: 46.57
MA: 12467512 MA: 2113088
100 A 100
80 80
60 60
40 40
20 20
0 T T T T 0 T T
46.4 46.6 46.8 47.0 46.2 46.4 46.6 46.8
PCB 167 13C,,~PCB 167
16_PCB167 17_13C-PCB167
RT: 43.06 RT: 43.03
MA: 34559373 AA: 2112696
100 A 100 A
80 80
60 60
40 40
20 20
0 T T T T 0
428 43.0 432 43.4 428 43.0 432 434
PCB 189 13C,,~PCB 189
24_PCB189 25_13C-PCB189
RT: 50.20 RT: 50.19
MA: 4939915 MA: 1474678
100 R 100 i
80 80
60 60
40 40
20 20
0 T T 0 T
49.8 50.0 50.2 50.4 49.8 50.0 50.2 50.4

VAN

X 4 32FFHE %R E (WMF-01) @ SRM Zu<hZ 54 (Co-PCBs) (m-3%)
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. sy faafFgea s &
(3) A = D1 B AHE B E 2 B O B S B3 H I 5T
(3-2) LC-MS/MS IZX DB M TP DRV R T Y — /LR
SR HRWL AN D 53 BT s D R gt



SR 4 EERAFBITEHERESFEEMIE (ROLOTZEEAREEDTEEE)
BEN LA AT S EYEEREOFAMEZDTIER R DD D3
o ARG

(3) A7 B ORI 2\ B AT O B (B B8
(3-2) LC-MS/MS 2L DR AL DR R T — )V SRR EN D 53 B O

N

3 =)

WrgeorEs 8 B E fi

[H]

[ 58 i B dn e AR DT JE T B A

MRER

B DR N T )L R ERIMRILIN A (BT) D75 Y L RECHE BB HE E I LD &
A7 DR HAYEL T, LC-MS/MS % iV 7= BT 2310 LC-MS/MS I 4 K ONHI & Jg
IZOWTHETLTZ MS §ef:E LT, A4 ABIEICIT ESI DRV T4 7B —RA®IR L, 13 fid BT
[ZBW T B AN M SN, BIRL =7 a b Ay 1+ 7V —H— A3 L LT
EZEH LRI C L > TEbDND T ad I A4 D SRM HIE M4 ik LTz, BED T 212
ODS W17 L%  BEMHIZAY /—/V L N5 mM FEET B =0 AR (99: 1) IRIRE W TT AV
TT AT M AT o T2 T DOFEF, ATO BT 28 30 23 ANITIA I LT=08, B EA A K OVEMEA
F U MIE—ThDH UV-320 & UV-350 DE— I B3R CE/2h o7, ODS 7 L% W/ 7V
VIS HTIZOWTHRRRIL7228, UV-320 & UV-350 D — 743 BE l RE72 /T =0 hab % [
ZLIEXTERD T, BEFHDAY ) — )V EJ DS 2AH KK AZ /— VY 5 mM
XL T T =17 LNV (10:89:1) JRIE A VA ZET UV-320 & UV-350 D — 7 /3Bl X AT REE 72 -
723, PIERF Y 1 BERIEIC /o7, @EiifE ODS A7 A0 ALY, JIEREFIXEHE 28
TE, 23D, UV-320 & UV-350 DB — 2 53ffh RA4F Chh o7z, B EHTFHILDHIE TIk, #0k
VN 7 AL DBNE DD VIR N HHEZE T T 2035, 22T, ODS LIS D FEtE
BNDT1Z7 WD THRFLTRER, 7T T IR Z A0 HIZED UV-320 & UV-350 Dt —
I BEDIRD BT, MRFETLTZ ODS #7174, @i ODS 77 ABLOT VX /LT IR T L% v
T LCIMSIMS DJEJERHMSEEAT > T-RE e, MEHIE, 0.01~0.5 ug/L M OY 1~50 pg/L i fEds
P C RAFRERMEAZ R L, 0.01 pg/L IBEFEERIROAE — 271X, Wb SIN = 10 Th-oTe,

Mo IE il (BT) 13, AL RE ) D3EIL THRD,| T
s T R AR AR SRR HIZIRLE S T D,

HAEISREE, A0F T

A BFEER

URAMRIIAN T SRS L2 (k& < B
Fy L TBB R NS T AT 7 85 S 2 F S 4L
TND, BRI, RV R 7Y — LR SR BRI

HETIL, 2007 41T 2-(2H-1,2,3-~ R
T = v-2-A V) -4,6-F-tert-7 F LT = ) — )b
(UV-320) 38 e L i 26 FEME & OV R 133
NHDHEL T, ALFEME DOFEE K OSSO
FNZBI T 2iEME (kiE) OF 1 ke /L s Y
BITHRESIL, oS | A K OME 23 Al
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S T0D Y, F72, 2004 FIT1X 2,4--tert-
7 F)-6-(5-7mm-2H-1,2,3-_ Y ") T — )b~
2-A V) 7= /— /L (UV-327) . 2006 4EIZ1E 2-
(2H-1,2,3-_ R T —)L-2-A )L ) 6- (7 H -
2-A V) -4-tert-7 F )L 7 = ) — L (UV350) 23 [E1E
DAY E IR ESh, B, AR &
OM@BEmERIT LN AETTND 2, Fio
BAE, 2-(2H-1,2,3- X0V R TV —L-2-A L) -
4.6--tert-~F L7 = ) —)L (UV-328) AW
RRBICER AL 52 DM ENHHELT, [HEE
o4 (POPs 5=49) D #LI et G40 /B ~ D18 N 755
MENTEY, 5%, DREICEBWTH, Bl o
KR LD AR HD 99, UV-320, UV-327
KO} UV-350 BISkod BT X, 2 3 {LEaWIC
BRILIALFREEL A T80 0 bbT |
S RLE B L COBHNIEAR N,

UV-320 (X8t Rtk @B REETHDHIE
7>, PPARa 7 VST U CIF Bt A5 5
ZEDRHIESNTWD 9, K#iHID BT (2o T
b, L= B b E 2 A L, [RERO
FEZRFOFREMENR DY WK, MRS A
fhy FRICRAM OGN R SIS TWD, &6
(2, ENERLFI2N D BT L7V iiE S 6
DO, BALHFNLORBELIREINDLD, BT IZX
DO RN 5 YL FE RIS DOV TD
G N ey s QTAVAN AR

B EYE OB EARB OSSR E DY A7 B
AT 27201 E, EREPRAECEIEHEE X
RN, K R OVEE D BT {5YL5EHEIC
DONWTIZERESNTODH D7 I EHD
BT /GYSEREIC DV TR A 237wy 19719 &
7o, 2 HOHE TIiE, UV-320, UV-327 KO
UV-328 =& L T 4 LG E it gel
TWDGE L, ZHbHD BT ZiffdiEl T
VY,

AT TIIN A~ BT {FYFRESC BT
BEINEHE T I DR AEI A7 OEEL B E
LT, aNnEEsREL7 LC-MSIMS % Hu iz
BT o #riEIC oW TG 5, AL LC-
MS/MS I E St Je ONAE RGBS 1T DU TR FT L

7':,
—o

B. BFHEGIE
1. SFTRBILEY

ARETTIE, 2-(2H-1,2,3-_ N T — )L -
2-A V) -4-AF )7 = ) — )L (UV-P) . 2- (2H-
1,2,3-_ NI T Y = L-2-A L) -A-tert-T F LT
= /—/L (UV-PS), 2-(2H-1,2,3-~/ KT/ —
JV-2-AIV) -b4-AF )L-6- (T 1/8-2- 2 -1-A V) 7
= /—/L(UV-9), 2-[3-(2H-1,2,3- XV )T
—L-2-A)V)-4-ERuXT 7 =)V ] =F )L 2-AF
N7asR-2- )7 —hk (UV-090) | 2-(2H-1,2,3-X
Y RNIT Y = 2-A V) -4,6-E A (2-T == )V
a8 -2-A V) 7 = )—L (UV-234) . UV-320. 2-
(tert-7' F )V ) -4-AF )L -6- (5-7 m2-2H-1,2,3-X
VYR T = L2-A V) 7 = /) — /L (UV-326) .
UV-327, UV-328, 2-(2H-1,2,3- VR 7 —
JL-2-A)V) -d-tert-4 2 F )7 = ) —)L (UV-329)
UV-350, 2- (2H-1,2,3- X K7 —)L-2-1 L)
-6-{[3-(2H-1,2,3- VNI T Y —)L-2-1 L) -2-
ERBEF T -5-(2,4,4-NIAF )L B 2 2-4A V) 7
=)V AF IV} 4- (2,8,4-RIATF LR B 2-A
V)7 = /) —v (UV-360) TN 2-(2H-1,2,3-X
SIRNIT Y = -2-A V) -6-(2-7 == )L T N -2-
AN) 4= (24 4-RIAF NS B 2-A)N) T )
—/L (UV-928) D42 13{bEW) (4 1) & 53 BT k42
EL7=,

2. AIK

UV-P Bl 100.0% (AccuStandard )
UV-PS HH#E i, -4l 100.0% (AccuStandard H)
UV-9 FEE#E 5, 4l 100.0% (AccuStandard )
UV-090 4 % 1, - fifi B 99.79% (Toronto Research
Chemicals )

UV-234 FEHEN, i 99.9% (AccuStandard )
UV-320 AZH#E 5 - 4% 100.0% (AccuStandard L)
UV-326 FEHES, SHE 100.0% (& 7 v 2 F0¢
FliFEERL)

UV-327 FZH#E N 4l 100.0% (AccuStandard L)
UV-328 HEHE N % 98.0% (AccuStandard i)
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UV-329 FE#E : i 98.0% (AccuStandard )
UV-350 FZEH#E 5, 4l 97.52% (Toronto Research
Chemicals i)

UV-360 12 7 5 : 4l = 98% (Toronto Research
Chemicals i)

UV-928 HEHE N, : fifiE 98% (BLD pharm )
TR R R -PCB BB (B L
gy

7Eh=RJ/L:HPLC Al (BIH L524)

A% 7—)v:HPLC i (B sk~ )

ZREE7K HPLC A (B H{b7iY)

X% LC-MS ] (& -7 /L IR i)
FERE : LC-MS JH (& L7 /L ARl sy)
XRRT =0 bk (8 L7 0 DTG HEER
gy

FEl T B =0 I Rk (8 7 4L ARG REER
gy

3. FEYENRR - YERIR DT

UV-360 LIS OREAERUK : 25K L 20 mg
FEL., 7 b TIRMEL T 1000 mo/L ¥4 7R
L7z,

UV-360 £ e 5K VL 20 mg ZFEFEL, 7
o TEREL T 100 mo/L i AR 7-,

AL T 2= al i AR HEVR IR - A A e IR &
0.1 vol %F¥EE A7 Er=r/L KUK (1:1) &
AR, 100 po/L ISk A2 R 7-,
LC-MSIMS 734 FH B — i /3 A YRR - A5 A ¥
i A A% ) — LT EATRL . 1~100 pg/L # ik
AL,

LC-MS/MS 7341 FHIR G AR HE TR IR - A AR Y UK
AR )— LTl EATRL, 0.01~50 pg/L DA
WIRAE LT,

4. HE3R

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

T — A ALEE : MassLynx Ver.4.1 (Waters )

5. LC-MS/MS &

1) LC &t
@ ODS #ZAIZLDHIE
#17 2 InertSustain C18 (GL Sciences )
(N 2.1 mm, X 150 mm, K 1-£& 3 um)
FEENFH T : 0.2 mL/min
N5 UL
A7 LI 1 40°C
BENAH
AR AR K
B ik : A% ) — v
CiR:5mM FE7 E=0 LK

kFfE] (7)) A(%) B (%) C (%)

0 10 89 1
27.5 10 89 1
27.6 0 99 1
58.0 0 99 1
58.1 10 89 1
65.0 10 89 1

W ERFH] 65 47

@ EE ODS 77 ML BHIE
777 2 InertSustain C18 (GL Sciences )
(NFE 2.1 mm, F& 150 mm, K 1-£8 2 um)
FEhFEE : 0.4 mL/min
HENE:5 UL
717 L :50°C
BEhA -
AR 7K
B i : A% ) — v
CH&:5mM FERT &= NIRIK

kel (70)  A(%) B (%) C (%)

0 10 89 1
12.5 10 89 1
12.6 0 99 1
27.0 0 99 1
27.1 10 89 1
35.0 10 89 1

W E R 35 47

® RP-Amide 5 ALIZXBHIE
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#1572 Supelco Ascentis RP-Amide (Merck i)
(N 2.1 mm, £ 150 mm, R 7-£& 3 um)

FENFR R : 0.2 mL/min

N5 UL
717 MR 1 40°C
BE)FE
AR 7R R 7K
B ik : A% ) — v
Ci&:5mM FE7T L E=0 LA
IF R (47) A% B C%)
0 13 86 1
25.0 13 86 1
25.1 0 99 1
43.0 0 99 1
43.1 13 86 1
50.0 13 86 1

W E R 50 47

2) MS &4

HEE—R GBIREUSE=ZU 7 (SRM)

AA A ESI(+)
Fyt 7 —E:3.0kV
A A AR 1150°C
VA IR : 500°C
a— A A% 150 Lihr
PRI A - 2256 1000 L/hr
ayal HA: 7L 0.15 mL/min
EBEBAL L L OEEAL
UV-P:m/z 226—120[30 V/15 eV]
m/z 226—107[30 /20 eV]
UV-PS:m/z 268—212[40 V/20 eV]
m/z 268—57[40 V/25 eV]
UV-9:m/z 266—119[40 V/20 eV]
m/z 266—91[40 V/30 eV]
UV-090: m/z 324—238[30 V/15 eV]
m/z 324—91[30 V/30 eV]
UV-234:m/z 448—370[40 V/20 eV]
m/z 448—119[40 V/30 eV]
UV-320:m/z 324—268[30 V/20 eV
m/z 324—212[30 V/25 eV]

UV-326:m/z 316—260[30 V/20 eV
m/z 318—262[30 V/20 eV
UV-327:m/z 358—302[40 V/20 eV]
m/z 360—304[40 V/20 eV]
UV-328:m/z 352—282[30 /20 eV]
m/z 352—71[30 V/25 eV
UV-329:m/z 324—212[30 V/25 eV]
m/z 324—57[30 V/25 eV
UV-350:m/z 324—268[30 V/20 eV
m/z 324—212[30 V/25 eV
UV-360:m/z 659—336[30 V/20 eV
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
LB EREAAY FEEMEAA
[a—BEA)Yar ¥ —]

C. WIERRRUNELE
1. T BRILE I ORERS

LD, &H 1 R E L FME THD UV-
320, Bt L E CTHDH UV-327 KTV UV-
350, /% T POPs DB xI RE ~DiB
MRS TS UV-328 Z okt L=
1)~4)o

Fo, R 19~21 FEOTR S F DOV RY
T = VEOTRE R EVEB S | COaMT RIS E
LTz UV-P, UV-326 } % UV-329 (25T
LT RE LTz 10718,

S5, B EICENTOFYERRHERE T
fE T KEREE T OKE R OVEE) LT R
ORI G L7 > T - UV-PS, UV-9, UV-
090 K TN UV-234 x5 b7z 9719,

IENITH | DA TFATRE T 72 UV-360
KR UV-928 IO\ Th st R e LT,

UL b 131683 BT 08 xt&e L=,

2. PO

BT ®OIEIL. LC-MS/MS? 10 1618 & 1} GC-
MS (GC-MS/MS) ©) 8 9 1192 FR N CHIIE 35 5
ERRE SN TOVD, ARRETTIE, NI LT A
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DR R B B L IR R
REICHIET HZEATED LCMSIMS &L
TUTORIEATTE,

1) MS &HED#E
O AAANERRTVI—Y— A3 Ot
AT 2—Ta BT IV A A A E R YT
H—Y—=AF DT EAT ol AT 22—V
VAYHTIEL HiEE 10 pl/min TRERL -4 BT 12
R KA AT ARIEANT D HEEUT, A4
{BIEIZIE BSI AL, RO T 47— R K%
HT 47 F—RTH BT DA AT ENENHR
Lz, ZOfEFR, ESI 2 AT 47 E—R T34
BT I+ TRt S eino7z7- | ESI
NOTA47TE—RERAL, RIZ, % BT OE
B L2V — Y — A A BRI LT, =D
fER, &2 TCo BT T, Zabh AN 12 R
Niz, % BT O~AAIMLEK 2-(a)~14-(a)
WRLTE,

@ FuF I A ORE

DOEFED FETAL T 2—ar AT
% BT O aX IhAF o A v L E R FE LT~
(X 2-(b) ~14- (b) K O'X 2-(¢c)~14-(c)), % BT
T, b A FAF TV — Y — A
LT, LA Lo TR LNt R
DRENAT L% EBAT AT, RITHRED R E
WAFT B EMAT AL, B, th#Ex
GAHLTVWS BT(UV326 KT UV327) 12O\ T
X, EORNAERD T ar ANy A4 %7
B ——AF T HIE TR Z E DT,

2) LC &fEntkst

Wk 20 AREETR AN LIZA A4 A,
PCB. #EBAAISE O B EHE & & UG YL ERED
ORI BT 25T S AR SR D TR S o~
VN7 — VB OGE R E EBR S ) O s E )
EBEITLC FIFOBREAToT,

O ODS IZ7LDEIR

LC-MS/IMS % H\ 7= BT O3 1% Tl ODS
A7 2% T2 G < DT 11010718 K
i ODS 717 LD — 7 JEARS° MS DR IZ-DOU
Tz Uiz, BEMRICAZ /— /L Y 5 mM fE
WeT = DYRWE (99: 1) IR E FVHE UV-
320 DIRFED N EDIAE 30D 1, [RIZAFTO
UV-320 DB —ZJZIR KT MS DREEIZDWNT
L-column ODS ( (— ) 1k 749 & FFAm AT ZE Ak
#) | Atlantis T3 &% U" XBridge C18 (Waters %) |
InertSustain C18 (GL Sciences ) DN 2~2.1
mm, £ 150 mm, ki {-£8 3~3.5 um DA 7 L%
MWTHRILT, £ORER, 2 TOHTLTHR
BIFeAE R 351, 23D MS DIREDEh->
7= InertSustain C18 Z£R L 7=,

© BEIHORRY

BENAE ~OTIMBNTHONT, XHe, FElE, X
7 e=y LR OFRET o E=0 L2 i L
7=, ENORAFEET BT O YEREREICB
THIH A BDdbh-o7- UV-326 ZFEEE L Tk
ML R, X7 = AORIMNZBWT
MS DREN T K TH-7272 (¥ 15) . FHET
vESULAERMALL, £, mEtL2EICE
FAHREET =T AOEHEIEEILSmMM Th-o
7= (1% 16)

BB O EIAIEIZ W TR, TR =RV
FOAZ )= D55 BAFIREEE G DD S
HINTNDBIEND W A ) — VaE L,

UL EXD BEIHICAZ ) —L KON 5 mM g
T UESY NEWR (99: D IRIRE W CT AV T
T A HTUTZRE SR 42T BT 23 30 3 LA
WHLT= (X 17), LInLRA D, EBEAA VKO
EVEAA N E— T2 UV-320 & UV-350 DE
— 7B+ TR 72 (K 18-(a) ), 72
B. 77V MEHRFIZOWTHREF L
73, InertSustain C18 % AT UV-320 & UV-350
DY — %5y BRI RE 7 77 = U R R R
2Tz,

ZI T BEHOAY ) — VDR RS
5HZET UV-320 & UV-350 Dt —27 &3S
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HLHZENTERVDRF LT, AZ /— /L DR
ZTFIF5ZET UV-320 & UV-350 DE— 2745k
IXATREE 2D ZRBE K, AZ /— /L Y 5 mM &
BT =0 NIRIR (10:89: 1) IRIK CT AV 0T
TA I EAT TG R, W — 27 D53 BED e
RTEZ (1 18-(b)) . LLARNE, ZREEK, AX
J—V N5 mM XERT =T AYATR (10:89
T DIRIRTT AV IT7T 497 0 &175&. ODS
717 DIPBEAZITE &35 UV-360 O PR 7 RE(H
1% 80 77 LA E&ieoTz,

L7=D3> T, BENFEIZIZ, ZRBEK, A¥ /) — )b
KO 5 mM XEET = AR (10:89: 1) IR
J1°C UV-320 & UV-350 2y L 7= . B EhFH D
R E AZ )= N5 MM KR T =0 LA
% (99:1) JRIRE LT, UV-360 % AREZR[RY F.<
ST EBALZ (¥ 19, %] 20),

L2ONLR 30 B LB STl lE
IRF[EI 65 3 & L 7=72 , &t & ODS 77 LD
il LY, JERF 2 A TE RV R
7=, InertSustain C18 (IN£% 2.1 mm, £ & 150
mm. Ki%% 2 um:GL Sciences #) Zf# FHL T,
AL IS TOMT LR =, ek
[i1E 35 7l AifE C&E7- (X 21 RN 22), 7272
L. UV-360 OB —ZTRSEALL TWDRICHE
BERETho7-, ZO I T, BEiEO
TR NP B OB IC K S ES A Al HE
PEDHEZZSNDD . FDFEMICHOWTIZI S H D
RAFRE TH D,

3) ZDfDOKERY

LC-MS/MS [ZELHIEIZRNT, B~y
7 XD MNTE ~ DR (A A Ao A A
L 5R) DD 72N BT EZ R FT T 2 LD
%o ZZ T, ODS SO FIHEFND 7T AN T
SIHTxEE: BT OB —22R & OV UV-320 & UV-
350 DB —2 5 BEAS T REINE I E MR LTz,

O RP-Amide 77 A
TFLT IR IS FREANIAE S TS iFE
F 77 L TéhD Supelco Ascentis RP-Amide (PN

2.1 mm, £ 150 mm, F7 728 3 um: Merck H4)
ZHWTHRFLT., ZOfER, &2 To BT IZBW
TRI72E— 7RO B, 77D, UV-320
L UV-350 DffE — 2% 3BT 523 C& | JIIE
I 50 43 Tdh-72 (1K 23 KOV 24),

©® ZDMDOHT A

X select CSH Fluoro-Phenyl (N 2.1 mm, £
S 100 mm, K7 f-£& 3.5 um = Waters f) |
TSKgel Amide-80 (% 2.0 mm, E& 150 mm,
W28 3 um: Y — ) & OV SeQuant ZIC-
HILIC (& 2.1 mm, £ 100 mm, K27 5 pm
:Merck ) & T LC ofF A2t L7228, 4 1E
BELI-BEMETIE Wb UV-320 & UV-
350 D=7 Doy HEA 53 TIdRh Tz,

3. LC-MS/MS Il & D% EE 5 & O B
1) ODS #ZAIZEBHEIE

KEBHAAA O — 7R EAE VT, #
KRR EAE I IR ER A ERR LT, LC SR
2. TR LTk LTz, M 25 KO 26 1245
BT O &AM OFIZRLTZ,

0.01~0.5 pg/L 2 T8 1~50 pg/L O E#iPE T,
ZAVE IR R L 7o B B B o0 AH B AR E0E
0.9939~0.9999 K TX 0.9996~0.9999 > F4f-72E
AR LT,

0.01 po/L IR AEHEIR IR DA E—71F, WTTh
HSIN = 10 Th-oT-,

2) EME ODS 77 MEHHIE

KEBHAAT O — R EAE VT, H#
SRR EAEIC IR ER A ERR LT, LC S
2. TR LTk LT, M 27 RO 28 1245
BT O &AM OFIZRLTZ,

0.01~0.5 pg/L K T* 1~50 pg/L O FEHiPHC,
ZAVERIERL L 72 B B BR o0 HH B AR B0
0.9955~1.0000 K TX 0.9990~1.0000 ¢ F 472
BMEAE R LT,

0.01 ug/L IR AR OB E— 21, Wi
HSIN = 10 Th-oT-,
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3) RP-Amide 7 AZEBHIE

KEBHAAA O — R EAE AT, H#
SRR EAEIC IO EMAERR LT, X 29 KO}
30 {24 BT OREMROFIZ R LT,

0.01~0.5 pg/L & % 1~50 pg/L O FE#iE <,
ZAVE AR R L T B B R o0 AH B AR E0E
0.9964~1.0000 K TX 0.9969~1.0000 D F 472
BMEAE R LT,

0.01 po/L IR AIEHEIRIR DA E—71F, WTT
HSIN = 10 Th-oT-,

D. #&am

LC-MS/MS % F\ /= 13 Fliod BT HIE LM
DWTHRFI LT, A ABIEIZIEL ESI DRV T+
TE—REEIL, £7TO BT 2B\ rhr
NGy 1D S 7e, BIRL =7 a4y
THTVH—P—AA LU T, B2 AR
FoTHLNAT B 7hA4 D SRM HIE A
Ehaomib Uz, BEMRICIE, BT T=T A5
AR ) — - KR% . 717 213 InertSustain C18
(£ 2.1 mm, £& 150 mm, Ki £ 3 um) .
InertSustain C18 (N£% 2.1 mm, £ 150 mm,
B8 2 um) F£7=13 Supelco Ascentis RP-Amide
(ML 2.1 mm, £ 150 mm, Ki £ 3 pm) %
W=, ZNFNDAT L% FWTZRIE T, B
1%, 0.01~0.5 pg/L & OY 1~50 pg/L D FE &b
TRAREREEZRL, 2>, 0.01 pg/L BAHE
EREOEE—71F, WTih SIN = 10 Th
77,

Ltk AR EUCEM S T 25
ICE DGR 2 MRt L, 3R D A M) 2%
RN R ET DAL L RET T 2 TETH
%o S7BETT MOV TIL, LC-MSIMS % =
BT AT TELHE SV TS ODS T L TD
Bt TELTCWD, el SHEEORTHIR
W, RIE ODS A7 A X HHE T, JIE
ARG T& 7228 UV-360 OE —ZHZIk D
{EMFBEHLINTZ, ZOREZE LT, 7BED T 2
\Z DU T, InertSustain C18 (X 2.1 mm,

F& 150 mm, K728 3 pm) 2 WA B
IO T ETHD, LN, ODS BT AIZK
DB 72 A A AL E72 13 A A A 5R 2h 3
DERDONT- A TAXATIRNT AL A
FEFEMTH T ETHD,

E. 253k

1) RFEEER (LFPWHEHOFE K ORIESE
OGN DIER 5 1 R e E
https://www.meti.go.jp/policy/
chemical_management/kasinhou/about/
classlspecified_index.html

2) REEEE LTFWEOFE K OGS
DN 25 Bty E —&
https://www.meti.go.jp/policy/
chemical_management/kasinhou/files/
ippantou/monitoring_chemicals_list.pdf

3) Stockholm Convention HP
http://www.pops.int/TheConvention/
POPsReviewCommittee/Recommendations/
tabid/243/Default.aspx

4) REIA REMAELGREERSNEZAES
%5 18 124 (POPRC18) DAEFLIZ DT
https://www.env.go.jp/press/press_00665.ht
ml

5) M. Hirata-Koizumi et

demonstrate  that

al.:Transcriptome

analyses Peroxisome
Proliferator-Activated Receptor o= (PPARa)
activity of an ultraviolet absorber, 2- (2’-
hydroxy-3’,5’-di-tert-butylphenyl )
benzotriazole, as possible mechanism of their
toxicity and the gender differences. The
Journal of Toxicological Sciences, 41, 693-
700, 2016

6) RS PR B SR SE 2021 R
WFFER R S A BRIEOHEE TS
NV RIT Y =V IR AN LD FL
IRA~DYAT A

7)) HaksE E R ERN ORI B LUK
L[ DR N T Y — L R SRS RIS
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8)

9)

10)

11)

12)

13)

14)

15)

16)

DIFYLFREIZ O, BREFE, 31, 30-39,
2021

B S 1T E NI T AR
WE (~F VT aerr7aRk T e LWy
VRIT Y L RSN ) D 3L R FERE
A A [ [E N2 BR SR ZE pr IR 3L [RIAF 28 T = N
BT D b E B E Y E O HE R B L
BREDMEH] | 28U ). 5L, 28, 69-
76, 2018

AR AL A I ER N NIT Y — )L
IR N D AT IE D RRGS, 75 24 [5]
L Fatam =2 5, P-070, 2015

BEJRUIE R, A B BROR S - R ISR
BEE H HBCD K& Of BUVS DOERE 534 i
K. F 25 [FIERLEG LA =2 A, P-045,
2016

A ZR = 130> :GCIMS (2L D KRB D
RN T L R EE MR A O E B
BG4 2 IR L P A= 2 5, P-
126, 2017

H RS SE 130 T3 SEIMR I T o
DX N T — ALE I K D R B Y
FREIZONTC. 5527 AR Fit i~ 2
5, 1B-08, 2018

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

and

Occurrence concentrations of

benzotriazole UV stabilizers in marine
organisms and sediments from the Ariake Sea,
Japan. Environmental Science & Technology,
43, 6920-6926,2009

HH R = 1E>: GCIMSIMS (28547
IO RNIANI VRS- L e-
DERIEMRTT. 5 25 [FIRLELF 7=
Z 5, P-115, 2016

SR < AR T R A FE A B & (R D%
L - MR HEMERF FTFE) SRR 19 4R B4y
fptstEmsEE (2-4) BdHh U T

17)

18)

— VOB E 5 DB
LR R AR ST R SRR B (R D%
i ZARTERHEMENT TR HE) Rk 20 AR FE 4y
Mgt E (2-4) B T
— VE O B E 15 DB
PRI R AE ST R SRR B & (R D%
i ZARTERHEENT TR ) Sopk 21 R FE 4y
st E (2-4) Bdh Y ITY
— VEA ORI V5 DB S

F.AFFEEME
1. FwsURER

L
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UV-P CH;
N
— \
N
\N/ HiC CH; =
UV-320 cn, =

H,C CHs CHy
UV-PS . cH, CH, e CH;
3
@j \ UV-350
/.\I . CH,
=, @i’ N\
/
"o UV-326 CH,4 N

Cl N HO
= \
N H;C CH,
CH; = / ’ )

uv-9 N
\N / CH;
HO
\C

H,
o,

uv-327

H,C a N
‘z—cuj =N\
o N

UV-090 \ ~y
o
S

N
HO

UV-234

X 1 WL ELE BT OREER
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225.94 1.50e8
100 21884 | ~240.86
< 156.88 216.88
] 260.91 975 94
o bndd -

50 100 150 200 250 300
X 2-(a) UV-P =RRAZhL
AX v #i [ :50~300 amu
I ESFESI(+) . CV =30V

(CV:corn voltage)

100 119.83 225731827

106.85

P

o SV RS L O Ao
50 75 100 125 150 175 200
2-(b) UV-P
FaZ I AL F U RRIMV (EREH)
TVH—Y—AF 2 :mlz 226
I 7E S ESI(+)
Cv=30V, CE=15¢eV
(CV:corn voltage, CE:collision

L
225

energy)

100+ 106.83\119'83 1.64e7
.1 7881
S

18083 22573
0 Ly m'z
50 75 100 125 150 175 200 225

X 2-(c) UV-P

FuF IrAF ARV (GEHER)
TV —Y—AF 2 mlz 226
W E S F ESI(+)
Cv=30V,. CE=20eV
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100~ 268.45.1.29e8
1 185.19
< 267.62<
] 12874 157.76 226 78
113.76

ol ui”n] Muﬂh‘ \M ldl -

50
X 3- (a) UV-PS ¥RARIKL
Ay #i[H :50~275 amu
M E S ESI(+) . CV =40V
(CV:corn voltage)

7.38¢7
100~ 211.85 o
.15688
7 267.76
o T aLiais. At byt et m'z

50 100 150 200 250
3-(b) UV-PS
FaZ I AL F U RRIMV (EREH)
TV —H— A4 :mlz 268
I 7E S - ESI(+)
Cv=40V, CE=20eV
(CV:corn voltage, CE:collision
energy)

100 56.88 211.85 3.92e7

i

o-wmmw iz
50 100 150 200 250
X 3-(c) UV-PS
FuFIAF AR GEMER)
VI —Y—AF > :mlz 268
I S 1 ESI(+)
CV =40V, CE=25eV
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100- 265.931.57¢8
1 18487 4490
: 266.95
O\O_
] 128.74
{1 9075 “
0- .|.|L..u|.|.l|a| Wz

50 100 150 200 250
X 4-(a) UV-9 wRARZKML
Ay i :50~275 amu
M E S ESI(+) . CV =40V
(CV:corn voltage)

100 118.87 5.11e7
e
1 146.81
00.84 237.81
O_-_.L_.J—u_lj - -lL-I‘ - ...J m/Z

50 100 150 200 250
4-(b) UV-9
TuF I rAF VATV (EER)
TVH—Y—AF > :mlz 266
I 7E S ESI(+)
Cv=40V, CE=20eV
(CV:corn voltage, CE:collision
energy)

o0 08 2727

118.87

A/ I

16481 166.80 237.83
O_-I-- |L.J| L_-l..u._u._-l - m/z
50 100 150 200 250

B 4-(c) UV-9
FuF IrAF ARV (GEHER)
VI —Y—AF > :mlz 266
W E S F ESI(+)
CV =40V, CE=30eV
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23791 1.40e8
346

. N

100+

oL

50 100 150 200 250 300 350
X 5-(a) UV-090 ~RA~_ZhK)V
AX ¥y #i [ :50~350 amu
I ESFESI(+) . CV =30V
(CV:corn voltage)

100+ 237.86 4.37e7

i Ll Lo s it s Lt wasd it sty sl 174
50 100 150 200 250 300

5-(b) UV-090
T I F VATV (EEA)
TVH—Y —AF 2 :mlz 324
I 7E S ESI(+)
Cv=30V, CE=15¢eV
(CV:corn voltage, CE:collision

energy)
1004 9084 1.71e7
1 118.85
OQ_
] 237.86
0_-_.|_.._L..u. .-.._._‘.I_H..I.I_L.L R

T T T T T T A AT e e V2
50 100 150 200 250 300

X 5-(c) UV-090
FuF IrAF ARV (GEHER)
VI —Y—AF > :mlz 324
W E S F ESI(+)
Cv=30V, CE=30eV
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448.011.41e8

421.06
186.73 55, g7 381.03

100 200 300
X 6-(a) UV-234 <RA_IK)V
AX v #i [ :50~450 amu
M E S ESI(+) . CV =40V
(CV:corn voltage)

100- 360.89 7.97e7

e

118.86

U LA Ly LA s s "|""'J m'z
100 200 300 400

6-(b) UV-234
TuF I rAF VATV (EER)
TVH—Y —AF 2 :mlz 448
I 7E S ESI(+)
Cv=40V, CE=20eV
(CV:corn voltage, CE:collision
energy)

100 118.85 6.67e7

...

| 369.88
4 90.79

291.86

] |
U o ARAS aaaay sanan nany e ey wann 1 4
100 200 300 400

X 6-(c) UV-234
FuF IrAF ARV (GEHER)
TV —Y—AF 2 :mlz 448
W E S ESIH(+)
CV =40V, CE=30¢eV
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284.13  1.28e8

50 100 150 200 250 300 350
X 7-(a) UV-320 ~RAIh)V
AX ¥y #i [ :50~350 amu
I ESFESI(+) . CV =30V
(CV:corn voltage)

100+ 267.88 8.14e7

323.73

o

50 100 150 200 250 = 300
7-(b) UV-320
TuF I rAF VATV (EER)
TVH—Y —AF 2 :mlz 324
I 7E S ESI(+)
Cv=30V, CE=20eV
(CV:corn voltage, CE:collision

energy)
2667
100- 267.89 6.26e
S 211.87
156.90
323.74
L e . L s
0 |||||j|||| """" m'z

50 100 150 200 250 = 300
X 7-(c) UV-320
FuF IrAF ARV (GEHER)
VI —Y—AF > :mlz 324
W E S F ESI(+)
CVv=30V, CE=25eV
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218.87 1.43e8
155.89 315.92

240.89
317.88

m'z

50 100 150 200 250 300
X 8-(a) UV-326 wRARIhI)L
AX v #i [ :50~330 amu
I ESFESI(+) . CV =30V
(CV:corn voltage)

100- 259.80  4.86e7

315.84

1. il \
0 ||‘|||J||||]i m'z
50 100 150 200 250 300

8-(b) UV-326
T I F VATV (EEA)
TVH—Y—AF > :mlz 316
I 7E S ESI(+)
Cv=30V, CE=20eV
(CV:corn voltage, CE:collision

energy)
1.40e7
100 261.81 Oe
2 317.70
1 56.92
10684 15578

] 0

L L e L L L s --|---if'-'-'- m'z
50 100 150 200 250 300

X 8-(c) UV-326
FuF IrAF ARV (GEHER)
TV F—Y—AF > :m/z 318
W E S F ESI(+)
Cv=30V,. CE=20eV
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357.951.46e8

284.12
359.88

< 185.19

50 100 150 200 250 300 350 400
X 9-(a) UV-327 wRARIK)V
AX v #i [ :50~400 amu
M E S ESI(+) . CV =40V

(CV:corn voltage)

301.83 2.96e7

100
1 357.69

o

] 56.88
245.81

O i e w1 2
50 100 150 200 250 300 350

9-(b) UV-327
TuF I rAF VATV (EER)
TV —Y —AF > :mlz 358
I 7E S ESI(+)
Cv=40V, CE=20eV
(CV:corn voltage, CE:collision

energy)
100+ 303.84 151e7
] 359.73
<
] 56.87
0‘-----. ' | P 'z

50 100 150 200 250 300 350
X 9-(c) UV-320
FuF IrAF ARV (GEHER)
VI —HY—AF > :m/z 360
W E S F ESI(+)
CV =40V, CE=20eV
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352.04- 1.35e8

353.04

nvz

50 100 150 200 250 300 350
X 10-(a) UV-328 <wRANRIRIL
AX v #i[H :50~375 amu
I ESFESI(+) . CV =30V

(CV:corn voltage)

100+ 28191  2.63e7

351.73

L

170.90

(G L e L L ..l.. MYz

AL A Rl LA A M LAl
50 100 150 200 250 300 350

10-(b) UV-328
FaZ I AL F U RRIMV (EREH)
TVH—Y —AF > :mlz 352
I 7E S ESI(+)
Cv=30V, CE=20eV
(CV:corn voltage, CE:collision

energy)
100- 28190  2.46e7
=
1700 21187
351.74
O R (12

50 100 150 200 250 300 350
X 10-(c) UVv-328
FuF IrAF ARV (GEHER)
TV —H—AF> :mlz 352
W E S ESIH(+)
CV =30V, CE=25¢eV
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100- 32395, 1228

325.02
128.80 157.76 22591 26593

O_W"WWWW m/z
50 100 150 200 250 300 350

X 11-(a) UV-329 <wRAXRIRIL
AX ¥y #i [ :50~350 amu
I ESFESI(+) . CV =30V
(CV:corn voltage)

1004 _56.90 211.89 3.51e7
<
i 323.75
| | NP .
0 L I.|J|,II 2

50 100 150 200 250 = 300
11-(b) UV-329
FaZ I AL F U RRIMV (EREH)
TVH—Y —AF 2 :mlz 324
I 7E S ESI(+)
Cv=30V, CE=25¢eV
(CV:corn voltage, CE:collision

energy)
100 _56.90 211.89 3.51e7
C\C’_
| 323.75
| | PR
0 '"|'"'|""|""|"'I'|""|' "LI"I"JII'.'-'.'I-"'.'-'II'“"' m'z
50 100 150 200 250 300

K 11-(c) UV-329
FuF IrAF ARV (GEHER)
VI —Y—AF > :mlz 324
W E S ESIH(+)
CV =30V, CE=25¢eV
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284.11  121e8

324.36

50 100 150 200 250 300 350
X 12-(a) UV-350 wRAXRIRIL
AX ¥y #i [ :50~350 amu
I ESFESI(+) . CV =30V
(CV:corn voltage)

83e7
100+ 267.88 6.83¢

oL

211.87 323.74

O T T R M/Z
50 100 150 200 250 300
12-(b) UV-350
FaZ I AL F U RRIMV (EREH)
TVH—Y —AF 2 :mlz 324
I 7E S ESI(+)
Cv=30V, CE=20eV
(CV:corn voltage, CE:collision
energy)

100+ 211.88 267,89 4.21e7

AN

156.90

50( .

5

TR Y |

e AR L e Lt ''|""|""|'7""_'|"""'I nm'z
100 150 200 250 300

K 12-(c) UV-350
FuF IrAF ARV (GEHER)
VI —Y—AF > :mlz 324
W E S F ESI(+)
CV =30V, CE=25¢eV

0
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100 681.15~, 5.45e7

545.14

523.21

633.18

682.13

500 700
X 13-(a) UV-360 wARAXRZKL
A% [ :50~700 amu

% X 1% 500~700amu D #i P D A~ kL
W E S ESI(+) . CV =30 V
(CV:corn voltage)

100 335.93 8.38e6
o
658.76
] | e o
O_I'I"' LR LR L LR LR LR LN LR LLELE LRLE LLLLY | m/Z

100 200 300 400 500 600
13-(b) UV-360
FaZ I AL F U RRIMV (EREH)
7V —H%—AF > :mlz 659
I 7E S - ESI(+)
Cv=30V, CE=20eV
(CV:corn voltage, CE:collision

energy)
100+ 335.95 7.88¢6
e
223.82
O i e s a e  w VL

100 200 300 400 500 600
K 13-(c) UV-360
FuF IrAF ARV (GEHER)
TV —H—AA> :mlz 659
W E S ESIH(+)
CV =30V, CE=30¢eV
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184.90 1.37e8

1007 214,89 300.91

300 400

X 14-(a) UV-928 <wRARIRKL
A i PH :50~450 amu
W E G ESI(+) . CV =30V
(CV:corn voltage)

391 4157
100+ 36391 415

L

251.79

0 ".'.'.'.",'.‘.'.'.',T.'.",. AREmEmay, ",' - ' m/z
100 200 300 400
14-(b) UV-928
FaF IrAF U ARIMV(EER)
TV —H—AF > :mlz 442
I TE S 1 - ESI(+)
CvV =30V, CE=25eV
(CV:corn voltage, CE:collision energy)

100- 36391 4.15e7

e

251.79

0_ [ PRy [ p—— aryrTpeny poge

100 200 0 30
14-(c) UV-928
T I F ARV GEMER)
TVH—H—AF 2 mlz 442
W E S ESH(+)
Cv=30V, CE=30eV
(CV:corn voltage. CE:collision energy)

Hrrier Yz
400
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100

»
(o]
w

O—I—I—I—I%—I—I—I—l

100

100

100

100

(@ CH,OH/5mM CH,COONH,=99/1 /\ 6.03e6
ARSI LRSS NULLE RARAE LS LS AL RS INULLE AN MRS L IUULLE IULLE IUMLE RN AR
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
6.93
§:1 (b) CH,OH /5 mM HCOONH, =99/ 1 /\ 1.2567
A L A Lo A RS ) A LLE LSS RARAY REASS AL LSS RAALE EARAS LAY
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
0\0:1 (c) CH,OH /1 vol % CH,COOH =99/1 1.88e6
0 |||||||||||||/|\|| RSN AR
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
o\°:1 (d) CH,OH / 1 vol % HCOOH =99/ 1 2.08e6
0 |||||||||||||{\|| T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
6.93
o\°:1 (€) CH,OH/H,0=99/1 J\ 8.63e3
700
B N L s L B B o B L Ll L Loy Al LS Sn MRS LAy SR nan
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00

15 ™A o EF UV326(m/z 316—260)

777 2 : InertSustain C18 (N4 2.1 mm, £ 150 mm, K. 748 3 um: GL Sciences %)

UV-326 12 #EPR K 5 FE - 100 pg/L, 7 A& :5 pL

BEMH: () A% /—L KON 5mM FEfE 7 o E=72(99:1) IRk
(b) A% /=LY 5mM T E=74(99:1) IRk
(c) A% 7— KN 1vol % MHERE (99:1) IRIK
(d) A%/—/L KO 1vol % P (99:1) IRk
(e) AH /) —V R OFREE /K (99:1) IRIK
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100+
2| (a) CH,OH /500 mM HCOONH, = 99/ 1 7.54¢4
6.20

OL
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

100+

| (b) CH,OH / 50 MM HCOONH, = 99 / 1 1.44e5
1 6.25
0““\““\““““\““““\““““\““““\““““\““““\““““\““““\““\““\
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

100 6.25

<! (c) CH,OH /5 mM HCOONH, = 99 / 1 3.86e5
0““\““\““““\““““\““““\““““\““““\““““\““““\““““\““\““\Time
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

16 FMT7TUE=ULBEEOKRTT UV326(m/z 316—260)

777 2 : InertSustain C18 (4% 2.1 mm, £ 150 mm, K. 748 3 um: GL Sciences %)
UV-326 1 HEPRIE L FE 1 pg/L, A &5 ub
BEifH: (a) A% /— LK OY 500 MM ¥ 7 =04 (99:1) Rk

(b) A% /— /LY 50 mM X7 =L (99:1) IR

() AZ/—/ O 5mM FET7 o E=UL (99:1)IRHK
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0
<] m/z 324 — 238
SN 30886
0.00 ‘ 2‘50 ‘ 10100 ‘ 12‘.50 ‘ 15[00
UV-P
100+
<] m/z 226 — 120
SR LS
0.00 ‘ 2‘50 ‘ IOEOO ‘ 12‘.50 ‘ 15[00
UV-PS
100+
" m/z 268 — 212
EN— . 1.08e6
-0.00 ‘ 2.‘50 ‘ 10100 ‘ 12‘.50 ‘ 15[00
uv-9
100+
<] m/z 266 — 119
SN e 2040
-0.00 ‘ 2.‘50 ‘ ‘ IOEOO ‘ 12‘.50 ‘ 15[00
UV-329
100+
. m/z 324 — 212
% 4.49e5
000 | 250 | 5 oo 1250 | 1500
UV-350
100+
< m/z 324 — 268
R 1.78e6
000 250 o0 1250 1500
UV-326
100+
o] m/z 316 — 260
] 3.33e5
Oy T T ey Time
-0.00 2.50 .50 10.00 12.50 15.00

UV-320 09

100

" }L m/z 324 — 268

-0.00 2.50 5.00 7.50 10.00 12.50 15.00

o, UV234 6w

< ]k m/z 448 — 370

Ohrerrrrerrrrrerrrr e 868

-0.00 2.50 5.00 7.50 10.00 12.50 15.00
UV-327 6.77

%

100
f m/z 358 — 302
4.53e5

%

'
O

.00 2.50 5.00 7.50 10.00

100
] m/z 352 — 282
] 1.25e6

IRBBRASE il
12.50 15.00

UV-328 216

-0.00 ‘ 2.150 ‘ 5.50 ‘ 7."50 ‘ 10‘.00 ‘ 12i50 ‘ 15‘.00
uv-928

100 7.89

< m/z 442 — 364

; 3.65e6

-0.00 ‘ 2.150 ‘ 5.60 ‘ 7.‘50 ‘ 10‘.00 ‘ 12150 ‘ 15‘.00
UV-360

100 23.49

B

m/z 659 — 336
4.58e4

T T T T T T T 1
15.00 17.50 20.00 22.50 25.00 27.50 30.00

17 AZ)—)LEO5mMM X7 U= LA BIKR (99:1) IBIRT AV IT7T 40753 ¥

SRM 7u<hrJ b (B — 5 K)

717 2 InertSustain C18 (N4 2.1 mm, £ X 150 mm, ki 7-#& 3 um: GL Sciences %)
T &) FH it - 0.2 mL/min, U7 AR EE - 40°C, I EREfH - 30 47

BAEUEPRTTIEE 11 pg/L, FEAE 5 uL

BENMH : A% )— L N5 mM X7 =7 LK (99:1) 1R iK
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(a) CH,OH / 5 mM HCOONH,

99/1
100+
UV-350 uUVv-320
S 5.84 min 6.09 min
1.78e6 1.85e6
O e e e e e Time
3.00 4.00 5.00 6.00 7.00 8.00 9.00

(b) CH,OH / H,0 / 5 mM HCOONH,

89/10/1

100+

1 UV-350 uUVv-320

s 23.05 min 25.25

1 3.17e6 i

2.96e6

O T e e e e Time
21.00 22.00 23.00 24.00 25.00 26.00 27.00

18 BEIME L RICEAEIL UV-320 K Ot UV-350(m/z 324—268)

777 2 : InertSustain C18 (N4 2.1 mm, £ 150 mm, K. 748 3 um: GL Sciences %)
BAEREVRIRIRE : 1 ug/L, EAE 5L
BEI: (a) AZ/— KO 5mM BT =7 (99:1) IR

(b) ZREEK, AZ /=LK 5mM FEE7 =74 (10:89:1) i
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ng[\!—OQO 5.50 UV-3204.23
% m/z 324 — 238 ; m/z 324 — 268
] 1.95e6 3.92e5
AL AL R T BN UL L O T T T T
-00.00 5.00 10.00 15.00 20.00 25.00 20.00 25.00 30.00 35.00 40.00 45.00
%X'P 573 HO\] -234 3013
o m/z 226 — 120 o m/z 448 — 370
] 4.48¢5 X 1.13¢6
So0 a0 roge | 1se0 2000 | 2500 2000 2500 | 3000 = 3500 | 4000 4500
%(\}('PS 8.24 H¥'327 31.60
o m/z 268 — 212 o m/z 358 — 302
] 4.38e5 K 3.90e5
S0 s toge | 1se0 2000 | 2500 2000 | 2500 3000 | 3500 | 4000 4500
llg(\k/'g 10.81 H¥'328 3231
o m/z 266 — 119 < m/z 352 — 282
] 7.18e5 i 1.18¢6
000 500 | 1000 | 1500 = 2000 | 2500 2000 | 2500 3000 | 3500 | 4000 4500
%¥'329 15.67 H&/'QZS 34.54
o mMz324-212 < m/z 442 — 364
1.47e5 ] 5.63e6
LR L N L L B B I ] O e Time
-0.00 5.00 10.00 15.00 20.00 25.00 20.00 25.00 30.00 35.00 40.00 45.00
33-326 2183 UV-360 55.27
o m/z 316 — 260 . m/z 659 — 336
R 8.11e4 1.11e5 ,
000 | 500 | 1000 | 1500 | 2000 | 2500 3500 4000 | 4500 | 5000 | 5500 | 6000 | 6500
UV-350
100, 22.47
o m/z 324 — 268
] 4.17e5
O L I I L B S B R = Time
0.00 5.00 10.00 15.00 20.00 25.00
X 19 ODS 7 A3 H SRM Zu~hr T A (B — R EERK)
777 2 InertSustain C18 (4% 2.1 mm, E& 150 mm, ki 1-£% 3 um: GL Sciences )
BB AH JitdE : 0.2 mL/min, 57 AR :40°C, & K[ : 65
BAEUEPRIR IR L -1 pg/L, FEAE 5 pL
BB AR AREK B () A(%) B(%)  C(%)
B if: A%/ — L 0~27.5 10 89 1
Cik:5mM FEET E=0 LIEIK 27 6~58.0 0 99 1
58.1~65.0 10 89 1
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uv-320

UV-090 ]
100, 5.44 Ul\()0§5022.57 24.52
% m/z 324 — 238 K Ve m/z 324 — 268
05 1.59e6 GZ 3.70e5
000 | 500 1000 | 1500 | 2000 2500 = 30.00 2000 | 2500 3000 = 3500 4000 4500 5000
UV-P UV-234
100, 5.68 1004 30.47
K miz 226 — 120 % m/z 448 — 370
05 3.55e5 OE 1.06e6
000 | 500 | 1000 | 1500 | 2000 2500 = 30.00 2000 | 2500 = 3000 3500 4000 4500 5000
UV-PS UV-327
100 8.19 100, 31.60
% m/z 268 — 212 % m/z 358 — 302
] 3.53e5 (% 3.64e5
—0.0‘0“ T 5 60 T 10‘00 T 15‘00 v 20‘00 W 25‘00 v 30‘00 20.00 25.00 30.00 35.00 40.00 45.00 50.00
UV-9 UV-328
100, 10.71 1004 32.31
% m/z 266 — 119 % m/z 352 — 282
] 5.88e5 OE 1.20e6
000 | 500 | 1000 = 1500 = 2000 = 2500 = 3000 2000 | 2500 3000 = 3500 4000 4500 5000
%¥'329 15.54 HCY'gZS 34.49
% miz 324 — 212 % m/z 442 — 364
] 1 17e5 ] 5.26e6
O T T T e e T O e ey Time
-0.00 5.00 10.00 15.00 20.00 25 00 30 00 20.00 25.00 30.00 35.00 40.00 45.00 50.00
UV-326 UV-360
100, 22,04 oo 55,27
m/z 316 — 260 1 m/z 659 — 336
| 7.36e4 i 2.05€5
00 e 1000 1500 2000 | 2800 3000 3500 4000 4500 3000 " 8500 | 6000 | 6500
%¥_350 UV—35022'55 24'55UV—320
<] m/z 324 — 268
, 3.67e5
O T T T T — Time
0.00 5.00 10.00 15.00 20.00 25.00 30 00
20 ODS HZ A5 H SRM Zu~<h/ 75 (RAIEHERRK)
717 25 InertSustain C18 (N £% 2.1 mm, £ 150 mm, K. 48 3 um: GL Sciences %)
BB AR 1 0.2 mL/min, 57 A6 :40°C., | & FFRE - 65 4y
TRAAE UEVR I IR FE - 1 pg/L, VE A& 5 uL
BEVE AR REK HER(4Y) A(%)  B(%)  C(%)
B i A% ) —v 0~27.5 10 89 1
Ci:5mM FET > E =0 AR 27.6~58.0 0 99 1

58.1~65.0 10 89 1




ltgcy-0902_50 1%{;/'320 11.22
K m/z 324 — 238 K m/z 324 — 268
GE 2.64¢6 GE 4.13¢5
000 | 250 | 500 | 750 | 1000 = 1250 = 1500 500 | 750 | 1000 = 1250 = 1500 = 1750 | 20.00
UV-P UV-234
100, 2.64 100 13.58
% m/z 226 — 120 % m/z 448 — 370
] 5.36€5 GE 1.53e6
000 | 250 | 500 | 750 | 1000 = 1250 = 15.00 500 | 750 | 1000 = 1250 = 1500 = 1750 | 20.00
HX'PS 3.79 1l0J(>/'327 14.56
% m/z 268 — 212 1 m/z 358 — 302
X 5.16€5 GZ 4.04e5
000 | 250 | 500 | 750 | 1000 = 1250 = 1500 500 | 750 | 1000 = 1250 = 1500 = 1750 | 20.00
H&/-g 4.90 1L0J(>/'328 14.81
% m/z 266 — 119 1 m/z 352 — 282
X 7.66€5 GZ 1.35e6
000 | 250 | 500 | 750 | 1000 = 1250 | 1500 500 | 750 | 1000 = 1250 = 1500 @ 1750 | 20.00
H(y'329 7.06 1L0J(>/'928 15.87
o m/z 324 — 212 1 m/z 442 — 364
] 1.73e5 ] 7.62e6 _
0 O ey Time
-0.00 2.50 5.00 7.50 10.00 12.50 15.00 5.00 7.50 10.00 12.50 15.00 17.50 20.00
UV-326 UV-360
100 10.19 100, 24.42
o m/z 316 — 260 < m/z 659 — 336
OE 6.53e4 ] 6.92e5 .
000 | 250 | 500 | 750 & 1000 = 1250 1500 1500 1780 | 2000 | 2250 | 2800 | 2750 | 3000
UV-350
100+ 10.22
" m/z 324 — 268
] 4.82e5 .
O e ey Time
0.00 2.50 5.00 7.50 10.00 12.50 15.00
21 BME ODS #TZ7AL45# SRM Zu~<hbr/Ih (B— RO ERERK)
717 25 InertSustain C18 (N % 2.1 mm, £ 150 mm, K. 4% 2 um: GL Sciences %)
B ENFR I IE : 0.4 mL/min, 77 L35 :50°C., I & HEfE - 35 4y
A YRS T 1 pg/L, TEAE 5 L
BB AR AREK W (59 A(%)  B(%)  C(%)
B ift: A%/ — L 0~12.5 10 89 1
Cifi:5mM FRT > F =0 LRI 12.6~27.0 0 99 1
27.1~35.0 10 89 1
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100
. m/z 324 — 238
. 2.74e6
000 250 | 500 | 750 | 1000 | 1250 | 1500
Uv-p
1004 2.61
. m/z 226 — 120
GE 5.25e5
000 250 | 500 | 750 | 1000 | 1250 ' 1500
UV-PS
100, 3.75
o m/z 268 — 212
k 5.49e5
000 250 | 500 | 750 | 1000 | 1250 ' 1500
uv-9
1004 4.86
. m/z 266 — 119
E 8.29e5
000 250 | 500 | 750 | 1000 | 1250 ' 1500
UVv-329
100 6.96
o m/z 324 — 212
% 1. 82e5
000 250 | 500 | 750 | 1000 | 1250 ' 1500
UV-326
100- 10.04
o m/z 316 — 260
% 7.35e4
000 250 | 500 | 750 | 1000 1250 ' 1500
1l(){)y_350 UV—35010'11 11.01
o m/z 324 — 268 UV-320
] 5.04¢5 .
O ey Time
-0.00 2.50 5.00 7 50 10.00 12.50 15.00

22 BME ODS #F-45#F SRM 7u<h/ILh (RS EREEIK)

717 25 InertSustain C18 (N £% 2.1 mm, £ 150 mm, K. 4% 2 um: GL Sciences %)
R E AR : 0.4 mL/min, 777 AR 50°C, JI & RFfE 2 35 47

IRAEYEVR IR IR E « 1 pg/L, VA& :5 uL
B AWK : AR K

B ik : A% ) —)L
CiZ:5mM XEET L E=0 LIRIK

1L()JOY-320 10.12 17 02

o UV-3%0 uv-320  m/z 324 — 268
0? 5.05e5
500 750 | 1000 1250 1500 1750  20.00
uv-234
100 13.33

<] m/z 448 — 370
0 I I G 164e6
5.00 ‘ 7.‘50 ‘ 10i00 ‘ 12‘.50 ‘ 15i00 ‘ 1750 2000
oy-821 14.46

s mM/z358 > 302

ol 36285
5.00 ‘ 7.‘50 ‘ 1000 1250 K 15i00 ‘ 17‘.50 ‘ ZOEOO
HOY'328 14.78

< m/z 352 — 282

OE”‘W”‘W‘”W‘”‘ 1 3766“W‘”W‘”\””\””\”‘W
5.00 7.50 10.00 12.50 15.00 17.50 20.00
1%Jo\i/-928 15.80

< m/z 442 — 364

0,: Time
5.00 7.50 10.00 12.50 15.00 17.50 20.00
UV-360
100 24.42

o m/z 659 — 336

o 8.86e5

1500 | 1750 | 2000 = 2250 2500  27.50 30,00
IR (59) A(%) B((%) C(%)

0~125 10 89 1
12.6~27.0 0 99 1

27.1~35.0 10 89 1




100+
R m/z 324 — 238
] 2.78e6
S0 sho 1000 1500 2000 3500 3000
Uv-P
100+ 5.40
m/z 226 — 120
] 6.17e5
S0 st 1000 1500 2000 | 2500 3000
UV-PS
100+ 7.74
m/z 268 — 212
] 4.51e5
D00 sho 1000 150 2000 | 2500 3000
uv-9
100, 10.28
m/z 266 — 119
] 8.09e5
D00 ko 1000 150 | 2000 | 2500 3000
UV-329
100, 14.49
m/z 324 — 212
] 1. 55€5
D00 sho 1000 1500 | 2000 | 2500 3000
UV-350
100, 20.53
m/z 324 — 268
] 4.30e5
D00 sbo 1000 1500 " 2000 | 2500 3000
UV-320
100, 22.29
R m/z 324 — 268
] 5.04e5
G’““\““\“"\““\““\““\“"\‘“‘\““\““\““\““\Time
-0.00 5.00 10.00 15.00 20.00 25.00 30.00

UV-32
100, 21.47
E m/z 316 — 260
] 7.00e4
2000 2500 3000 w00 4000 4500 5000
UV-234
100, 25.38
] m/z 448 — 370
: 1.23¢6
2000 2500 3000 3500 4000 | 4500 5000
UV-328
100, 29.34
E m/z 352 — 282
j 1.39¢6
2000 2500 2000 3500 4000 4500 5000
uV-327
100 29.92
E m/z 358 — 302
E 5.38¢e5
2000 2500 3000 3500 | 4000 | 4500 5000
UV-928
100, 30.65
] miz 442 — 364
g 2.51e6
2000 2500 3000 3500 4000 | 4500 5000
UV-360
10 40.15
m/z 659 — 336
i 4.58e5
P e e e Time
20.00 25.00 30.00 35.00 40.00 45.00 50.00

X 23 RP-Amide A543 #F SRM Zua<hrS5h (B — R 5 E B EEIiK)

717 2 Supelco Ascentis RP-Amide (N4 2.1 mm, £ & 150 mm, K7 7-£& 3 um: Merck %)

B ENFAFEEE 1 0.2 mL/min, VE A& 5 uL, BT AR E 140°C, H & FERE 50 4y

FAEAEVIRIRE - 1 pg/l, FEA 5 L
BB AR : 2K

B ik : AX ) — v

Cii:5mM FET L E=0 LK

R (53)  A(%)  B(%)  C(%)
0~25.0 13 86 1

25.1~43.0 0 99 1

43.1~50.0 13 86 1
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uVv-090

100, 2491

] m/z 324 — 238
=]

] 2.45e6
0+ e e T
000 | 500 | 1000 1500 & 2000 = 2500 3000
uv-pP
100, 5.34

] m/z 226 — 120
=

] 6.42e5
[0 S e e L B L w S R R R
000 | 500 | 1000 1500 & 2000 = 2500 3000
UV-PS
100, 7.63

] m/z 268 — 212
=]

] 5.04e5
O+ R T o T T B B i A
000 | 500 | 1000 | 1500 | 2000 = 2500 3000
uv-9
100, 10.20

] m/z 266 — 119
=

] 8.36e5
-0.00 ‘ 5.60 ‘ 10.‘00 ‘ 15‘.00 ‘ 20100 ‘ 25‘.00 ‘ 30100
uvVv-329
100, 14.27

] m/z 324 — 212
=

] 1. 58e5
O+ R e A REREE RS
000 | 500 | 1000 = 1500 = 2000 2500 3000
UV-350
100, Uv.350 2057 22.53

] m/z 324 — 268 UV-320
e

] 4.,37e5
O+ e e e e e
000 | 500 | 1000 | 1500 | 2000 = 2500 3000
UV-320 20.55 22.54
100+ UV-350

] m/z 324 — 268 UV-320
=]

] 4,32e5
O e ey Time
000 500 1000 1500 2000 2500  30.00

UV-32
1004 264'30
E m/z 316 — 260
j 7.05e4
2000 " 7500 3000 | 300 4000 | 4500 | 5000
UV-234
100 25.38
E m/z 448 — 370
E 1.28¢e6
2000 7500 " 3000 | 3500 | 4000 | 4500 | 5000
UV-328
100 29.30
E m/z 352 — 282
1.28¢6
2000 2500 3000 300 4000 4500 | 5000
UV-327
100 29.89
E m/z 358 — 302
5.19¢5
2000 3500 3000 | o0 4000 | 4500 | 5000
UV-928
100 30.60
E m/z 442 — 364
g 3.39¢6
2000 7500 3000 | 3500 4000 | 4500 | 50,00
UV-360
100 40.32
o miz659 — 336
g 5.30e5
O-Frrrr e e e Time
20.00 25.00 30.00 35.00 40.00 45.00 50.00

X 24 RP-Amide A543 #F SRM Z7u<rrSA (B ERBIK)

#17 2: Supelco Ascentis RP-Amide (N4 2.1 mm, £ & 150 mm, KL 7-£& 3 um: Merck %)

BB AR 0.2 mL/min, VE A& 5 uL, BT LR E 140°C, H & FER 50 4y

IRAEVERIRIEE 1 ng/L, FEANE:5 uL
BE AR : 758K

B iR : A¥ ) —)L

Ci&:5mM X7 L E=ULIRIK

BEfE () A(%)  B(%)  C(%)
0~25.0 13 86 1

25.1~43.0 0 99 1

43.1~50.0 13 86 1




uv-P

100000
N y = 125703x +
£ 50000
<
O T T T T T 1
0 0102 03 04 05
ppb
UV-PS
100000
g y = 150819x + 320.7
50000 { R#=0.999
<
O T T T T T 1
0 0102 030405
ppb
UVv-9
200000

© y =278297x +
:LELOOOOO

O T T T T T 1
0 0102 03 04 05
ppb

UV-090
400000
© y = 588722x + 1841
£200000 { R?=0.993
<
O 1 T

0 01 02 03 04 05
ppb

Uv-234

600000

y = 831311x + 3622
00000 17 22— 0 9951
<200000

0

0 0102 8.3 04 05
PP

uvVv-320
150000
100000 y = 220547 +
< 50000

0 T T T T T 1
0 01 0.2 0.3 04 05
ppb

UV-326

y =51043x -
Rz=0

0 0102 03 04 05
ppb

Uv-327

y = 85442x + 707.86

0 T T

0 01 02 03 04 05
ppb

150000
100000

Area

50000

0 T T T T T 1
0 0102 8.3 04 05
pp

uUvV-329

40000

= y =71013x + 7.53
© 20000 R2=09
b

O T T T T T 1
0 01 0.2 8.3 04 05
pp

UV-350
150000

100000 y =216661x +

50000

Area

O T T T T T 1
0 0102030405
ppb

UV-360

100000

50000

Area

600000
400000
o
<200000

O T T T T T 1
0 01 O'EpB'S 04 05

25 ODS I L3 Mk Bor ] YR EE&ERH : 0.01~0.5 pg/L

UV-P:r=0.9991
UV-PS:r =0.9998
UV-9:r =0.9979
UV-090:r = 0.9999

UV-234:r = 0.9976
UV-320:r = 0.9983
UV-326:r = 0.9939
UV-327:r = 0.9999
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UV-328:r = 0.9977
UV-329:r = 0.9989
UV-350:r = 0.9998
UV-360:r = 0.9994
UV-928:r = 0.9999
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15000000
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ARG EICBE T DAy 73RV A RAT )
(POPs Z40) THHI DX R L7 > TS,
BUETIE, ~a b o RERAN 4 248 H
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KA B SO IZ ZORY A i a R 35 2,
ZHUBE BRI, 2011 ARIZHWV TR 50 TR,
2015 421K 68 b SRS TS Y,

OPFRs 14, 225 ", ™R AR Y AfJIK o
DO O O HERRY VRl kR 4 7R
H DO FEFRHRESNTND, o, B
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FNTZY Ul = AT L SRR OO TE M d L OVE
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TR E LT OPFRs ¥/ OEEVERRIRIZ, U
Y IER) = F L (TEP), YR 7 F /L (TBP), U
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(2,3-Y7mE7ur’ /L) (TDBPP)® 15 FikH%
(BR) U=V R TARTN —T %/ 30 Ui
U7 ae’ L(TPrP)? 1 f#%H% Cambridge Isotope

Laboratories, Inc. VA LTz, LA EOWM%EFR
LIZEED T, Fo, T oS aM 1IZEE
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BB AT VB IO G a s Y g A
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/V)=dis (TDCPP—d5), U BEFYA (2-7 v
F 1) -PCy (TBEP-"Cy), VBN 7 == )b
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— VN R VBN e E L —dy
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Inc. VA LTZ,
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3. BB OTREL
3. 1 GC-MS/MS HIE FRBREKR OFRE
WA LT AR HEL D HA~F Y 12T 10 mg/L
W UEPR I A TR . GC-MS/MS D FRSAEM
FHIfEL 7=, £7=. OPFRs16 DX AT 471K E
KO OPFRs7 FHEDZEE [FINAR T ~/UABIRIZD
WT, ZENE L pg/mLIBAIEAERIK (LT
VESIR) BT, AT 4 TIRET SRR
DIRAIEHE 2 AT A TERFIRL T
ARG R LT,
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W) BT, RAT 4T IRET AR D
IROHERE & I AS ) — v e OVUK (1/1) 12T
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s — B2 5% OPFRs D MS A
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T 2= )WIT G BEEEICZE N HDH DD IRDOE —
7L THBIRISNTZ, GC-MS/MS 2 X284
BRIV R 7L Db iadEb4>0 Bk
h%zE& A TEY, LC-MS/MS 7~k LT
WXV EER) ZAB-AF LT == )W) LU R R A (4-
AFNT == )L)DR] T HSNDT2D , 1RDE
— 7 DIDNBRESNDLDEE X BT,

L EO#E B LC-MS/MS IZLDHRIEICE
WTIE SRR BEN AR+ 072728 | ERED
FEMOBRITEE N LETHD, FRCEIEET
SN T-HA1E GC-MS/MS EIZ XD PRI
DHEB D LETHS,

D. f&im

GC-MS/MS #ERB LY LC-MS/MS {#E(Z TV
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£ 1 xR EL OPFRs

Compound name Abbreviation CAS RN Formula Log Pow Monoisotopic mass
Triethyl phosphate TEP 78-40-0 CeH1504P 0.80 182.0708
Tripropyl phosphate TPrP 513-08-6 CoH2104P 1.87 224.1178
Tributyl phosphate TBP 126-73-8 C12H2704P 4.00 266.1647
Tris(2-chloroethyl) phosphate TCEP 115-96-8 CeH12CI304P 1.44 283.9539
Tris(1-chloro-2-propanyl) phosphate TCPP 13674-84-5 CoH18Cl304P 2.59 326.0008
Triphenyl phosphate TPhP 115-86-6 CisH1504P 4.59 326.0708
2-ethylhexyl diphenyl phosphate EHDPhP 1241-94-7  C20H2704P 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 C18H390O7P 3.75 398.4718
Tris(3,5-dimethylphenyl)phosphate T35DMPhP 25155-23-1 Ca4H2704P 7.98 410.1647
Tris(1,3-dichloro-2-propyl) phosphate TDCPP 13674-87-8 CoH15ClsO4P 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 C27H3304P 9.07 452.2116
Tris(2,3-dibromopropyl)phosphate TDBPP 126-72-7 CoH15BrsO4P 4.29 691.5807
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# 2-1 GC-MS/MS #Hl & &4

GC conditions

GC

Column type

Injection

Injection volume
Injector temperature
Carrier gas (Flow rate)

Oven temperature program

Shimadzu GC-2010 Plus

Rxi-5Sil MS (Restek, 0.25mmx30m, 0.25 um)
Splitless

1puL

280 C

He (1.5 mL/min)

50 C (1 min)-10 ‘C/min-280 “C (8.0 min)

MS conditions

MS

lonization mode
Scan type

Electron energy
Interface temperature
Source temperature

Shimadzu GCMS-TQ8030
El positive

Scan / SRM

70 eV

280 C

280 C

#* 2-2 LC-MS/MS HIE &4

LC conditions

LC
Column
Column temperature

Waters Acquity UPLC H-Class Plus Binary
Waters Acquity UPLC BEH C18 (2.1x100 mm, 1.7 um)
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

lonization mode

Scan type

Desolvation temperature
Capillary voltage

ESI-Positive
SRM

400 °C

3.0 kv
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# 3-1 MS/MS %4 (GC-MS/MS)

Target compounds Abbreviation Rete?r:?r; time Transition m/z Collisi(t;nv)energy Surrogate
Triethyl phosphate TEP 8.16 ey o TEP-dys
Tripropyl phosphate TPrP 11.87 1i9128919 250 TPrP-d,;
Tributyl phosphate TBP 15.18 1959528919 250 TBP-dyr
Tris(2-chloroethyl) phosphate TCEP 16.48 zgg:igg 150 rcep
Tris(1-chloro-2-propanyl) phosphate TCPP 16.86 210215119295 155 N
Tris(1,3-dichloro-2-propyl) phosphate TDCPP 21.91 igizgg 18 TDCPP-d;5
Tris(2-butoxyethyl)phosphate TBEP 22.50 119295:14 051 250 TBEP-'3C;
Triphenyl phosphate TPhP 22.57 222:132 ig
2-ethylhexyl diphenyl phosphate EHDPhP 22.74 225511:17573 ig
Tris(2-ethylhexyhphosphate TEHP 22.94 1919;8711 250
Tris(2-methylphenyl) phosphate ToTP 24.02 gggzgé ;8
Tris(3-methylphenyl) phosphate TmTP 24.53 ig?:igg gg TPhP-3C g
Tris(4-methylphenyl) phosphate TpTP 25.37 223:123 ;8

. . . >
Tris(2-isopropylphenyl)phosphate T2iPPhP 25.54 425521>17178 i:
Tris(3,5-dimethylphenyl)phosphate T35DMPhP 26.55 ﬁg:igg ;8
Tris(2,3-dibromopropyl)phosphate TDBPP 29.26 ;i;;g; ;8
Triethyl phosphate-d; 5 TEP-dy5 8.02 12;:2? 155
Tripropyl phosphate-d,; TPrP-dy; 11.69 115013:18033 250
Tributyl phosphate-d,; TBP-d,; 14.97 116073:18033 250
Tris(2-chloroethyl) phosphate-d, , TCEP-dy, 16.37 ;g:igf 150
Tris(1,3-dichloro-2-propyl) phosphate-d; 5 TDCPP-d,5 21.77 211977217093 18
Tris(2-butoxyethyl)phosphate-"3C TBEP-'3Cy 22.50 210217:14 073 250
Triphenyl phosphate-'3C ¢ TPhP-13Cyg 22.56 222:12; ig
Triphenyl phosphate-d; 5 TPhP-d;5 22.50 zii:gg ig
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# 3-2 MS/MS & (LC-MS/MS)

Retention time

Cone Voltage

Transition

Collision energy

Target compounds Abbreviation (ir) V) miz V) Surrogate
183.2>127.0 12
Triethyl phosphate TEP 17 16 183.2>98.9 16 TEP-d;5
183.2>155.0 8
285.0>98.9 24
Tris(2-chloroethyl) phosphate TCEP 19 32 285.0>160.8 18 TCEP-dy,
285.0>222.9 14
327.0>98.9 24
Tris(1-chloro-2-propanyl) phosphate TCPP 34 4 327.0>174.9 14 TPrP-dy;
327.0>80.8 58
225.3>98.9 18
Tripropyl phosphate TPrP 3.4 22 225.3>140.9 10 TPrP-dy;
225.3>183.0 8
431.0>99.0 26
Tris(1,3-dichloro-2-propyl) phosphate TDCPP 5.7 40 431.0>209.1 14 TDCPP-d;5
431.0>321.1 12
327.0>152.0 32
Triphenyl phosphate TPhP 5.8 36 327.0>251.0 28 TPhP-13Cyq
327.0>214.9 26
698.5>99.0 34
Tris(2,3-dibromopropyl)phosphate TDBPP 6.9 50 698.5>299.0 20 TBP-d,;
698.5>200.9 38
267.1>98.8 18
Tributyl phosphate TBP 7.8 30 267.1>154.9 10 TBP-d,;
267.1>211.0 8
399.3>199.0 16
Tris(2-butoxyethyl)phosphate TBEP 8.9 34 399.3>142.9 18 TBEP-13C
399.3>82.9 18
369.2>165.0 44
Tris(2-methylphenyl) phosphate ToTP 10.4 46 369.2>90.9 34 TBEP-*C,
369.2>166.0 44
369.2>165.1 42
Tris(3-methylphenyl) phosphate TmTP 10.9 24 369.2>90.9 34 TBEP—13C6
369.2>243.0 28
369.2>165.0 44
Tris(4-methylphenyl) phosphate TpTP 11.0 70 369.2>90.9 2 TBEP-3Cy
369.2>243.0 28
363.2>251.0 14
2-ethylhexyl diphenyl phosphate EHDPhP 125 22 363.2>152.8 32 TBEP—“CG
363.2>214.9 34
411.3>194.0 28
Tris(3,5-dimethylphenyl)phosphate T35DMPhP 15.8 76 411.3>179.0 40 TBEP-%Cy
411.3>105.0 34
o ] 453.2>152.0 58 13
Tris(2-isopropylphenyl)phosphate T2iPPhP 16.5 52 453.2576.9 62 TBEP-""Cq
435.4>98.8 12
Tris(2-ethylhexyl)phosphate TEHP 22.2 26 435.4>71.0 12 TBEP-3Cy
435.4>211.0 8
Triethyl phosphate-d,s TEP-dis 17 26 iggg:igig 12
Tris(2-chloroethyl) phosphate-d; , TCEP-d;, 1.9 32 ;g;i:iggg ig
Tripropyl phosphate-d,, TPrP-dyy 33 22 zigg:iggg 12
Tris(1,3-dichloro-2-propyl) phosphate-d; s TDCPP-d;5 5.6 40 ii(iiég;g ig
Triphenyl phosphate—1301g TPhP—13C18 5.8 5 21:2:;2?; gg
Tributyl phosphate-dy; TBP-dyy 75 26 ggi:izzgg:g ig
Tris(2-butoxyethylphosphate-1°Cq TBEP-1C, 8.9 8 jg::i:ggii’ 12
Triphenyl phosphate-d 5 TPhP-d,5 5.6 44 3?:122.'22:18715;?9 gg
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Tris(2-isopropylphenyl) phosphate
64532-95-2

C27H3304P 452.211639

&‘ ’O
P
\
)\éo

Tris (2-methyIphenyl|) phosphate
78-30-8

G21H2104P 368. 117737
(o]
1
0-P=-0
|
[::::::]:::?
Triethyl phosphate
78-40-0
C6H1504P 182. 070801

Triphenyl phosphate
115-86-6

C18H1504P 326. 070801

Tris (3-methyIphenyl) phosphate
563-04-2

C21H2104P 368. 117737
O‘ 0
e
0" W
Tripropyl phosphate
513-08-6
C9H2104P 224117752

2-Ethylhexy!| diphenyl phosphate

1241-94-7
C20H2704P

Tris (4-methylpheny|) phosphate
78-32-0

C21H2104P 368. 117737

< > % o

PN
07
o

Tributyl phosphate
126-73-8

C12H2704P 266. 164703

362. 164703

Tris (3, 5-dimethy|phenyl) phosphate
25155-23-1

C24H2704P 410. 164703

Tris(2-ethylhexyl) phosphate
78-42-2
C24H5104P

1 rxtg L7z OPFRs
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434. 352509

Tris(1-chloro-2-propanyl) phosphate
13674-84-5

G9H18C1304P 326. 000824

Cl

O

]
H/O
o
)
P
(o]
O

Tris(2-chloroethyl) phosphate
115-96-8

C6H12C1304P 283. 953888
Cl
Cl <E>
O
O »
P\
I\O

e

Tris (2-butoxyethy|)phosphate

Tris(2, 3-dibromopropyl) phosphate
126-72-17

C9H15Br604P 691. 58075
Br Br
Br\)\/O:P,O\/&Br
o o

Er

Tris(1,3-dichloro-2-propy|) phosphate
13674-87-8

C9H15C1604P 427.883911

Cl

{ cl
Cl
° o
cl P! cl
3
%

Cl

78-51-3
C18H3907P 398.4718
Cr“r\\\___—c
\\Fy/’Cl\\\,f"“\\Cr/”"“\\/,/"\\\

“a\,//ﬁ“\=¢//(l‘\“//f\i‘Cf/ Q})
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6-22 VUBRRY R (2-F " =F)L) -13C, (TBEP-BC)DFuF IhA A v AF ¥
(FVH—Y—AF; 405.4, a—FBFE;48V, a)Va = xLE—;KH, LC-MS/MS)
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44eV

20230404_OPFR_54 837 (5.755) 2: Daughters of 345ES+
100 83.12 164.34 3.36e6
R
163.26| 180.21
137.36
2502 101.02 Y ‘ 18116  227.34 346 36

O R s R A L) L L L) A L A A A A A R T AU UM e MYz
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440

26eV

20230404_OPFR_54 834 (5.736) 3: Daughters of 345ES+
100 8312 2.59e6

245.28 56397

142.80| 183.36 218.12 348.40

60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440
X 6-23 UVEBERN) 7 =2=/L-13Cis (TPhP-Cs)DFuF IhAF L AF ¥
(FVH—Y—AFr; 345.2, a—2BE;5V, aVParzxA¥—; K+, LC-MS/MS)

40eV
20230404_OPFR_52 801 (5.505) 1: Daughters of 342ES+
100 82.14 2.23e6

0 Bt e N e Mz
6080 100 150 140 160 180 200 250 240 260 280 300 320 340 360 380 400 420 440
38eV
20230404_OPFR_52 801 (5.507) 2: Daughters of 342ES+
100 82.18 160.29 1.28¢6

175.31
157.91 222.44

239.48 262.28

101_83132-81143.88 ;
m/z
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440

6-24 VBN 7 ==/)L-ds (TPhP-d5)D T aF IhAF L A ¥
(FVH—Y—AF; 342.2, a—EBE 44V, aYVa =R —; K H, LC-MS/MS)
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EHDPhP

Pro9.0E1.00 (1.00)
POARR GG R1OO (1.06)
S0 100005 S D0 (1 100)
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7-1 SRM Z7u=hr7F 5 (GC-MS/MS. 1 ug/mL)
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20230420 _OPFR_16 1: MRM of 3 Channels ES+

183.23 > 126.989 (TEP)
100 7.20e6
R
O““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

7-2-1 YBR N =F L (TEP)®D SRM Zu<hkZ 5. (LC-MS/MS. 1 ng/mL)

20230420_OPFR_16 3: MRM of 3 Channels ES+
100 225.277 > 98.888 (TPIP)
6.31e6
K
0“ ““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

K 7-2-2 Y EEN) e’ L (TPrP)?®D SRM Z7va<h2 7 A (LC-MS/MS, 1 ng/mL)

20230420 _OPFR_16 5: MRM of 3 Channels ES+
100 267.133 > 98.819 (TBP)
2.60e6
X
O““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

K 7-2-3 V> ERN 7 FIL(TBP)D SRM 7<=k 5 5 (LC-MS/MS. 1 ng/mL)

20230420 _OPFR_16 6: MRM of 3 Channels ES+
100 284.986 > 98.875 (TCEP)
3.88e5
S
0 SRS T VT [N g AN b Mt e AP A AT A AP A N S s I AAN A AW i Lt e it i At Mt Wt It Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
7-2-4 YVBRRNIR(2-7muxF/)V) (TCEP)® SRM Z7u~<hrJ/Z A (LC-MS/MS, 1
ng/mL)
20230420_OPFR_16 9: MRM of 3 Channels ES+
327.033 > 98.81 (TCPP)
3.50e6
S
L B B L A o L B LR L — Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

7-2-5 YRR X (1-Z7rr-2-7u,=/)L')) (TCPP)® SRM Z7u<hr’5 A,
(LC-MS/MS. 1 ng/mL)
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20230420 OPFR_16 20: MRM of 3 Channels ES+
431.04 > 98.969 (TDCPP)

1007 7.49e5
<

— Time
3 00 4 00 5 OO 6 OO 7 00 8 OO 9 OO 10.00

7-2-6 U‘/@wx(l,3—~‘/“7nu—2—7"nt"w) (TDCPP)® SRM Zu=<hr7"F ..
(LC-MS/MS. 1 ng/mL)

20230420 _OPFR_16 17: MRM of 3 Channels ES+
100 399.275 > 199.009 (TBEP)
8.17e5
S
O““““\““““\““““\““““\““““\““““\““““\““\_‘m“‘\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

7-2-7 YVBBRNIX (2-7 h% F /) (TBEP)®D SRM Zu<=hr/F A5
(LC-MS/MS. 1 ng/mL)

20230420_OPFR_16 10: MRM of 3 Channels ES+
100 327.039 > 152.033 (TPP)
1.23e6
X
O““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

X 7-2-8 YV ERRY 7 ==/)L(TPhP)® SRM Zu<r75 A5 (LC-MS/MS. 1 ng/mL)

20230420_OPFR_16 13: MRM of 3 Channels ES+
100 363.197 > 250.982 (EHDP)
5.93e5
3
O e e Y Time
12.00 14.00 16.00 18.00 20.00 22.00 24.00

K 7-2-9 VU Bg 2-=FINAFI N7 ==L (EHDPhP)® SRM Zua< "5 A
(LC-MS/MS. 1 ng/mL)

- 251 -



20230420 _OPFR_16 21: MRM of 3 Channels ES+

435.38 > 98.81 (TEHP)
100 1.30e6
X
L L B B O B L B B L B B S e R B 1111
12.00 14.00 16.00 18.00 20.00 22.00 24.00

7-2-10 VBRI R (2-=F L ~F)V) (TEHP)® SRM Za<=hr5 5
(LC-MS/MS. 1 ng/mL)

20230420_OPFR_32 15: MRM of 3 Channels ES+
100 369.15 > 165.04 (TOTP)
8.57e5
3
L L B S L L B L B B AL N S IS U S e s B 111
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00

7-2-11 VBN R(2-AF L7 ==)V) (ToTP)®D SRM Za<hr/" 5 A
(LC-MS/MS. 1 ng/mL)

20230420_OPFR_33 14: MRM of 3 Channels ES+
100 369.15 > 165.104 (TMTP)
7.15e5
X
L B i e e L B B B B S e S e e e 141C]
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00

X 7-2-12 VBRIV AR(B-AF )T x==)V) (TmTP)®D SRM Z7u~<r7"F A
(LC-MS/MS. 1 ng/mL)

20230420_OPFR_34 16: MRM of 3 Channels ES+
100 369.15 > 165.04 (TPTP)
7.32e5
K
O B s L e B B B S S e S e e e 141C]
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00

X 7-2-13 VBB R AR(A-AF N T x==)V) (TpTP)®D SRM Za<=r7F A
(LC-MS/MS. 1 ng/mL)
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20230420 _OPFR_16 23: MRM of 2 Channels ES+
453.244 > 152.02 (T2IPPP)

100 2.82e5
ES
L0 L e e B B e [ L A e ~— Time
12.00 14.00 16.00 18.00 20.00 22.00 24.00

T-2-14 YVBRRVR(2-A4Y 7’ /L7 ==/V) (T2iPPhP)® SRM Za<r75 A
(LC-MS/MS. 1 ng/mL)

20230420 _OPFR_16 19: MRM of 3 Channels ES+
100 411.324 > 194.048 (T35DMPP)
7.36e5
X
77T T T T [ime
12.00 14.00 16.00 18.00 20.00 22.00 24.00

7-2-15 VBB RV R(3,56- AF /L7 ==)V) (T35DMPhP)® SRM Zua<=hr7F A
(LC-MS/MS. 1 ng/mL)

20230420_OPFR_16 24: MRM of 3 Channels ES+
100 698.666 > 98.967 (TDBPP)
1.79e5
K
O““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

X 7-2-16 VBN R (2,3-Y 7 vEur’)L) (TDBPP)®D SRM Zu<h7 A
(LC-MS/MS. 1 ng/mL)

20230420_OPFR_16 2: MRM of 2 Channels ES+
100 198.22 > 102.04 (d15TEP)
1.20e7
K
G““““\““““\““““\““““\““““\““““\““““\““““\““““\““ “‘\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

X 7-2-17 VBN =F NV—-dis (TEP-di5)D SRM Z7u<F7 A (LC-MS/MS, 1 ng/mL)
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20230420 _OPFR_16 4: MRM of 2 Channels ES+

100 246.314 > 101.97 (d21TPrP)
5.65e6
=S
O““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

7-2-18 VB R 7t/ L—-d,y (TPrP-d,;)®D SRM Z7u<h 5. (LC-MS/MS. 1 ng/mL)

20230420_OPFR_16 7: MRM of 2 Channels ES+

100 294.408 > 102.028 (d27TBP)
7.34e6
K
0““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

X 7-2-19 VB R) 7 Fv—dy; (TBP-dyr)® SRM Zua~<h27 55 (LC-MS/MS. 1 ng/mL)

20230420_OPFR_16 8: MRM of 2 Channels ES+

100 297.08 > 102.028 (d12TCEP)
3.88e5
X
LG L B B L L L B L B L I R e e B (1915
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

X 7-2-20 VVBRRYR(2-7auxF)V)-dy, (TCEP-di;)®D SRM Zua<hr7 5 .A
(LC-MS/MS. 1 ng/mL)

20230420_OPFR_16 22: MRM of 2 Channels ES+

100 446.096 > 101.958 (d15TDCPP)
4.58e5
X
O““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

7-2-21 VB RYR(1,3-Y7un-2-7Fuat’)L)-ds (TDCPP-d5)® SRM Z7a<hr/"J A
(LC-MS/MS. 1 ng/mL)
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20230420 _OPFR_16 18: MRM of 3 Channels ES+

100 405.359 > 201.136 (13C6TBEP)
1.03e6
ES
O““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

7-2-22 VBRI R (2-F ¥ =F)L) -13C, (TBEP-°C,)® SRM Zu<=hr7"F A
(LC-MS/MS. 1 ng/mL)

20230420 _OPFR_16 12: MRM of 2 Channels ES+
100 345.227 > 164.162 (13C18TPP)
1.02e6
S
O“ ““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

7-2-23 VBRI 7 == -13C 3 (TPhP-"*C5)® SRM Zu~<hrJ7J A
(LC-MS/MS. 1 ng/mL)

20230420_OPFR_16 11: MRM of 2 Channels ES+
100 342.22 > 175.925 (d15TPP)
1.38e5
X
O Hrmrmpopthoppr M g Bt gl o Mt et by Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

X 7-2-24 Vo BRR) T ==)V-dss (TPhP-di5)®D SRM 7a< k77 A (LC-MS/MS, 1 ng/mL)
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8-1 BEHM GC-MS/MS (H3%)
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X 8-2 MREMR LC-MS/MS
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9-2 UVERNUZL A D SIM Z7a<hZ S5 A(GC-MS)

BEARG00 (1,007

VRN AB-AF VT == )V) VR A(A-AF VT == )V)

YRR A (2= AF LT 2L j\

T T T T T T L e LI I e o e e SR B |
2175 200 225 2250 2275 2300 225 250 2175 M0 425 A8 AT %500 2535 550 %575 .00

9-3 YVEBERNVR(AF VLT ==/L)D SIM Z7ua<hs5 L(GC-MS)
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20230417_OPFR_55 6: MRM of 4 Channels ES+
TIC (Tris(methylphenyl) phosphate)
3.68e6

TAIITTT A9

<l (A/B=30/70)

0\““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00
20230417_OPFR_57 6: MRM of 4 Channels ES+
TIC (Tris(methylphenyl) phosphate)
100
. 1.22e7
77k
X
O\““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00

X 9-5 UEERUZL D SRM Zu< k5 A(LC-MS/MS)

20230417_OPFR_51 UV A(2-AF VT 2 =)L) 6: MRM of 4 Channels ES+
DU BN A (3 AT =) TIC (Tris(methylphenyl) phosz?g:it:g
TAIITT A9
$ (A/B=30/70) VAN AU AT LT 2 =)
0\““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00
20230417_OPFR_56 e (. _ 6: MRM of 4 Channels ES+
VIR AG AT T 22 TIC (Tris(methylphenyl) phosphate)
. 1.93e7
ST UURERY A(2-AF VT = =)
77vxh - e DR AU AF AT 22 )
X
O\““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00

9-6 VBNV R(RAF LT ==/L)D SRM Za<hr/FA(LC-MS/MS)
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