_NHPCBAIEDIBE !
HR2aTrS579HD
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=EIE. B8iiE. BAHIED /DN
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FI)r—arvt 24—
hF B3R
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1. RIE#&

fezmhOMEPCBIZEI AESAIEEY=27IL
(B2 DREYO R

2. F2hk EMREEDHENT (—E)

3. mEFTEiTZE

LWV =8 AF e A7 1k (negative ion

chemical ionization, NICI) ;D24

4. GC/IMSIMSIZKBAFAA XL UEERHTEDBA
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iR H P DM EPCBAIE
(1) HESHTE- - HAR, RE

3 earip
(R 4 EMERETURE 2 | ot —— PCBEEEY
=B HHE —— PCB || mEER
Rt BEEEW (EipnE )
— QWMBERZE FRFWRI=LS | (2) NEFEFEREOBEEDESE
ﬁ BEAHIBAELIRNICE
J"EE BF)
Eit 0.5mo/kgEL T+
Fi '#tﬂ:'. \
B2 R o [FCEmEMEELAL
(B H TFR0.3mg/kg)

F1.3.1 EEIHEFI-HAZh-EEHPORMEPCE BIEEFTHOEAA

ALEFIEE: TRIELUTZERLZEICHE
g AR DM BPCBICE T S S REAT=27 )L (E1HR)
(BHEERY U173 R ELERYED)
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FEHIEEDER

PR RELGHBBIFOHHZ N
WMEPCBE#IL., 9120855
MEPCBEADAREMIL. £96505 &

- R HI TE L (C K S5 R T2 A
R -PCBEEWMIBZEET
B -5 EELZTPCBEEY (0.5mg/kgiB) TS XUTHAINEIEHITE

- Nig7Z Tk, & A OEIR
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B EE

1. ARYOTNTSTIBEFHER R (GC/ECD)

2. AROOINI SDIE 5 fEseE & 7 #EH(GC/HRMS)

3. NJTIRT—=ORARHORNTSTOEEHHEHGC/IMS/MS)

4. ARYOINTSTIMEER EE 57 HTEHGC/IQMS)

5. AMAUILFEAF U ILEE S HET (GC/NICI-MS)

6. PCB D—EDILEMEEILLPCB BEEZHETIHAEEE
7. £EYEMAEE

RIEEY A
http://www.env.go.jp/press/file_view.php?serial=15923&hou_id=1
2664

JAIMA2010 FriifirsiBAs

The Mea of Confidance Agilent Technologies



VIR FE A

bk

1. ARIORNTSDIEFHER KRS (GC/ECD)
2. HROOZKISIBM4AILEAA A LEE S HET (GC/INICI-MS)

3. EVFMFE

RIEEY A
http://www.env.go.jp/press/file_view.php?serial=15923&hou_id=1
2664
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RHEHBOBRESLUVI)—2T7YT

1. BRHEFZERME
HRMS >ECD>LRMS

2. DVY—27wT
LRMS>ECD>HRMS
DIEIZZEDHEAEHEIDBE,
BIEHMBICECT=2)—T YT ORRNEE,

PCB& ML DR DYEE L
‘-DMSO/AFTH > 5 BEd (PCBIZDMSOfI~N#1T)

- lﬁﬁﬁkii (/EH ﬁﬁ"’éﬁ:‘ﬁ@)

BT IVHASLOORMNT ST ENTHBE S DRIEKFBENBGEH)

GPC

- E A~ DR EA
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Bz E=EEDHNE

1. GC/ECD
- SRERBOEI AT VAT LS E— HEICKYBIEZO—H3D
-MEZRBIAT IWASLITIVITFHSL— BlIEFZ7O—F1D
-BRERUBIOEZ LR B - A3 L—hR)T—HS LS E— BIE70—[F1D
VIS I— 32903 TSTNERIINTIVHS LSO XM JIS1TERUTIE) RE

2. GC/HRMS
BEERSRB VAT VAT LOEMRRABDETIZEHY

3. GC/MS/MS
-MBAZEUAFIVASLITIVEFHS L

4. GC/QMS
-MBAZRBIATILASLIT)

1” 1

LEFTHh5 L

5. GC/NICI-MS
s ANWAREFIRH—R D

6. EYFEMAE
-MBAZE AT IVASLITIVEFHS L
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o I TE & DR ALE

1. GC/ECD
-SO3FIMEREEZE ) AT LI
S>HKBHGF14E—O o 2PCBREZHEH

2. GC/NICI-MS
AFYUHER

3. EMEIAE
"BREEREBR AT IVAS LoHEICKYBAIEIO—A3D

-TREEALIE/DMS O H/TEER SR h S LR E g K YAIE7O0—H'2D
MBBRE)ASTIASLITIVEFHS L
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1. RIE#&

fezmhOMEPCBIZEI AESAIEEY=27IL
(B2 DREYO R

2. F2hRk EMREEDHEST (—E)

3. mEFTEiTZE

LWV =8 AF e A7 1k (negative ion

chemical ionization, NICI) ;£ D #B4t

4. GC/IMSIMSIZKBAFAA XL UEERHTEDBA
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F2hr EMNRTEEDFBN (—EB)
1. BZEFIFEE
1-1 GC/NICI-MS(AXHUFR)

2. BEEEE
2-1 GC/NICI-MS (RILEFRFIRFA—R)UD)

2-2 GC/ECD(BREEMIBICEZ AR B -A291)L—kRY)

— | Y | V A Gr= =\

~N—7)27.L7718])
RIEEY A
http://www.env.go.jp/press/file_view.php?serial=15923&hou_id=1
2664
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IR NICI vs. ECD, MS/MS (EI)

|~5>Z7J"f)l/'::' PCB

ML : A H U RROS

-1 = = 35 . 00 (3Ba4. 70 — 3BS.70D0: pchb 1 1a4 D>data.rms

340 -

s=o NICI

33300 -

Zeo 4L S0EFR

e PCB ;%N (0.004ppm)

2 b bl L

o-

T T T T T T T T T T T T
1O OO0 12 00 1< OO0 16 OO0 18 00 20 00 =22 OO0 =29 00 26 OO0 =28 00 30 OO0 32 .00

ECD
A AL 5ofEHmIR
™ PCB7#N0(0.004ppm)

QQQ (MRM)
6 A4 20ZFR
s PCBi7Z0(0.01ppm)
N

~£%- Agilent Technologies
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GC/NICI-MS (R3EHITE ;%)
1. 9)—27v7
AEHU(ZEB100EER

2. NEEEYE
1,4->7 0T F+74LY

3. E¥EWME
AroO0—)LEERS

4. PCBIE#REK
PCBZEFHULRFEANDERMEZHI1%ESD

5. IRHRRE
-KCESEB#47%0.003mg/L. E—4-&FS60%F S/N 3Ll L
B1EKNDE—V%MHERTES
-4 MPPCB/EE0.5mg/kg 5EILILBIFE 100 0.3mg/kgLlTF
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GC/NICI-MS (RZEHITE %)

6. EEX
RE$H 0.3,0.5,1.0, 5.0, 10, 50mg/kg (— )
81— MCB%Z AL

JAIMA2010 iR
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GC/NICI-MS;ZND 70—

HEES L g AR 7 F A EERRE TS,

l

PIERERE (1,437 o+ 741-2) 0.6ml #NE 5.

l
l

S T ASECE L, GO/NICI-MS IERE &+ 5.

~~F4 T 10nl W EET D

it i mh DMEPCBICEI A H R EY=217 L (52hR)
(REBEEARED-VIM I A RBEFREREYR)
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GC/NICI-MS (:E:R$EE) 5

HhoL : HP-5MS 30m, 0.25mm, 0.25um
EAE : 1~3ul

EANE : INLARRT)wRL X (25psi, 2min)
FEAOERE : 300°C

Y R : 70°C(2min)-30°C/min-185°C(0min)-6°C/min-300°C(0min)
DS LRE : 1.0mlIImin(EREE—F)

A2 —TTARBE :280°C

B LM : 5min

1A VIRBE : 250°C

1A EE—F : NICI(BRZEH R A2Y)

SIMAL#A> : m/z 35(18FK), 81(RR)
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GC/NICI-MS
ARE A% (KC-mix 0.003ppm)

— = = =5 OO0 B3 70 — 35 . 70D: 1 OOa=3=E 3 o dat=a rma=s
== =00

==oo:  KC-mix

= 1 OO

=532 0.3 mg/kg(0.003 ppm)

=200
OO
[N e X e B
S5 O o
- OO
OO
OO
1 OO0

dododod e Wl

OO O
DS OO
BO O
T OO
SoOooOo

oo mlz 35

=BO O
2O O
1 OO

=4 T T T T T T T T T T T T T T
v OO = _ oo 2 OO0 1 O OCtT 1 _ OC1 2 _ OCi S5 _ OCt < OCl S OCl S _ OCl 7 Ol 2 _ OCl 9 OCZCOoO Ocz=2 1 _ oo

\
;

- —_ = = =S5 OO0 <AL 7O — 35 . 70D 1 OO0 A= S 6S odata o rva=
Soo

—mToo -

=== KC-mix

oo -

~5Z 0.3 mg/kg(0.003 ppm)
sos-  {EZGIM1%ET

oo
soo:
oo :
1T oo
SsSoo -
sSoo -
oo :
1 oo

ddddddddddPNNNNRN
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GC/NICI-MS #UiRL

RERRE B

VEAVZ PP

800
700-
600-

500-

14

1%y

N
L

/

35.00 (34.70 ~ 35.70): 10042868.D¥data.ms
35.00 (34.70 ~ 35.70): 10042869.D¥data.ms
35.00 (34.70 ~ 35.70): 10042870.D¥data.ms
34100 (34.70 ~ 35.70): 10042871.D¥datams
35100 (34.70 ~ 35.70): 10042872 D¥datams

35100 (34.70 ~ 35.70): 10042873.D¥data.ms

R4 (n=7)

Hi1‘y’°“d;. (KC-mix 0.3mg/kg)

PAAVZ D

O vt e e
9.20 9.25 9.30 9.35 9.40 9.45 9.50 9.55 9.60 9.65 9.70 9.75 9.80 9.85

TPINVHIA

BefEl-—>

40000-

35000-

30000-

25000-

20000-

15000

10000-

5000-

81.00 (80.70 ~ 81.70):
81.00 (80.70 ~ 81.70):
81.00 (80.70 ~ 81.70):
81.00 (80.70 ~ 81.70):
81.00 (80.70 ~ 81.70):
: 10042873 .D¥data.ms
: 10042874.D¥datams

1,4-27AFFTELY

81.00 (80.70 ~
81.00 (80.70 ~

10042868.D¥data.ms
10042869.D¥data.ms
10042870.D¥data.ms
10042871.D¥data.ms
10042872 D¥data.ms

B>

2000

1800

1600

1400

1200

1000

800

600

400

200

35.00 (34.70
35.00 (34.70
35.00 (34.70
35.00 (34.70
35.00 (34.70
35.00 (34.70
35.00 (34.70

KC-mix
0.3 mg/kg
(0.003 ppm)

~ 35.70):
~ 35.70):
~ 35.70):
~ 35.70):
~ 35.70):
~ 35.70):
~ 35.70):

10042868.D¥data.ms
10042869.D¥data.ms
10042870.D¥data.ms
10042871. D¥data ms

TINUHD R

1050
1000

AAAAAAN
SYNNNY
[UU¥uvY

35.00 (34.70 ~ 35.70):
35.00 (34.70 ~ 35.70):
35.00 (34.70 ~ 35.70):
35.00 (34.70 ~ 35.70):
35.00 (34.70 ~ 35.70):
35.00 (34.70 ~ 35.70):
35.00 (34.70 ~ 35.70):

10042868.D¥data.ms
10042869.D¥data.ms
10042870.D¥data.ms
10042871.D¥data.ms
10042872 .D¥data.ms
10042873.D¥data.ms
10042874.D¥data.ms

O T T T T T T T T T T T
14.25 14.30 14.35 14.40 14.45 14,50 14.55 14,60 14.65 14.70 14.75 14.80

PCBI/RE

[m

g/kg]
0.343
0.325
0332
0.326
0.337
0323
0.334

0.331

T
18.40

T T
18.50 18.60

B>
ZERE RSD
o [ %]
0.007350 22

Agilent Technologies

T T T
18.70 18.80 18.90

T T T
19.00 19.10 19.20

T
19.30

BRHETR EETR

30
0.02

100

0.07
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GC/NICI-MS #&YxLEBEIRTE (n=7)
SEBR BB H1%ET (KC-mix 0.5mg/kg)

T =T 35 00 (BaA4. 70 — 3B5.70D>: 10042875 D¥data.rms
T = 35 00 C3a4.70 — 3J5.70>: 10042876 . D¥data_.rms=s
- - == 35 00 C3aA4. 70 — 35.70>: 10042877 D¥data_.rms=s
5000 - T =H T 35 00 (3BaA4. 70 — BS.70>: 10042879 D¥data_rms
- T 35 00 C3aA4.70 — 3JS5.70>: 10042880 _ Ddata.rms
- -0 = = 35 . 00 (34a4.70 —_— 5. 70D OO a4aZ2ss3 1 D> data.rms
soo T T 35 00 <3470 — 3Z5.705: 100428832 D¥data rms=s
AO000 -
3500 -
OO0 O0 -
2500 -
-Yeolola)
1 500 -
1000
500
A J\ A

O T T T T T
[Sele) 1O OO0 11 OO0 12 OO0 1 3.00 1 4‘_00 a 5‘_00 a 6‘.00 a 7‘_00 1 8‘_00 1 Qloo 20‘_00 =21 ‘.oo
By RS>

PCBi=E iy BERE RSD BRETE E=TRE
[mg/kg] o [ %] 30 100
0.522 0519 0.001589 03 0.005 0.02
0.520
0519
0.520
0517
0517
0519
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GC/NICI-MS H> 7 )LAIE #i

e e
- = = =5 OO0 <3470 — 35 _.700: 1 OO0Aa=as8—s oD data s

2 S5 00O
SOoOO0OoO ]

2500

2222 .92 mg/kg
Zooo]
ssoo]
scocoo]
sSsoo]
socoo]
as oo ]

ENele e

=S5 00
BOO0OoO
=25 00
2 OO0
1 SO0
rEee m/z 35
S5 00
A .

o T T T T T T
T OO 2 _ OO0 9 OO0 1O . OCi 1 _ OCT 2 _ OCi 2. OCT <1 OCT S5 OCi1 6 OCi 7 OCT 8 _ OCi1 9 _ OC20 . OCcC= 1 OO

o= S N == o=
—_ = = 5 OO0 <3470 — 3JZS5_.70>: 1 OO0a4=28 30O D> data_rmas

D2 S5 00
DOOO
=500
BOOO
-=-= 0.15 mg/kg
"

T OOO

S S5 00
S OO0
oS5 00
S5 000
- S5 OO
OO O
=S5 00
OO0
2500

20000

= il e
== Z 7»WAM~WMMMM LA, /\M.M,/th

T T T T T T T T T T T T T T
T OO =2 _o0o00o S OO0 1 O OCtT 1 OCT =2 OC1T 3 _ OCtT < OCt S OC1 & OC1 7 OCl1 828 _ OCl © OC20 OoOocCc=21 _ OO

B=F e —— =

e ETLES
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GC/NICI-MS (f§ 5 E =

N

)

1. 9)—=27vT
mER LI (1% RIERBR=SEH)
RILIRFIRATLA—R) YD
AXH(ZLB100fEFHIR

2. H)—2TPYTRINAOIEHEYE
2.3,5-+)~AAEZ7x =)L (IUPAC No.23)
2,4,6-,F)~20AE7x=/)L(IUPAC No.30)
2,3,3’,4-7F>5-8AEZ7x=/L (IUPAC No.55)
2,2°.3.3’,4,4’,5.6,6°-/7/~00E 7z =)L (IUPAC No.207)

JAIMA2010 FriifirsiBAs
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GC/NICI-MS (‘B E &%)

3.

OO RINMIIEEEYE
2-FE/JO0FEDJx=I)L
2.4->7JAFE7I=IL
2.46-F)JAEET7T=IL
3,3',5,5-Th570FEDI=)L
2,2°,4,4,6,6’-AXHYJOEETII=IL

hroo0—ILEEES

RHRE
g P EPCBEE0.15mg/kgLL T
EEiE

RE$H 0.5,1.0,5.0, 10mg/kg(—Hl)
CB%ZFRlL\%
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GC/NICI-MS (5 5

Tl
il
Elo-

o ok L T 0D 44 B
LTOREMNGWNIGE

1RZFEETIIZILOE—IFRDOEL
(BEH1BLTOIa—K{k)

28 FR{ELETIZIILOE—HRIKDEIL
(BEH1/5LL T NI a—K1E)

-m/z 35 HIOTRTSLNDEE
(R=RASAVD LR . E—URBDOEILL. E—UDTO—F1t)

BEORBSETOE—IREERT
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GC/NI

CI-MS (fZ E=%)

B AL IR

EJd— 1

W W v

el OFF B (0. 2, WITE)

G = T oop T EAPNA 7 FEIMCL00 e L)

~~FA N Cel) B E S - BOSEE

1550, i m il i i (dul) - B -

~F4 OB (A E o VE)

8468 (£9 0. Gul)
L

AME[F#RDIEL

The

HEt: B H P OMEPCBICEI AR AEEY=27 /L (52hR)
(REBEEREEW- VMV EREREEZYR)
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GC/NICI-MS (5 5 5
AIALVIEDOO— 2

W W v

£2X)

v

ANFEFEFH— ) 2 kRPN — T

Lo e oA A BN Oml)

EE(~FH 2, 20ul)

24 FAR~FE

GC/NICT-MSH#I

H iR P OMEPCBICEY M A AEEY—a7 L (F2hR)
(REEREY- VIR EREXRREZEYR)
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GC/NICI-MS(fE S EEX) i

HhoL : HP-5MS 30m, 0.25mm, 0.25um
EAE : 1~3ul

EANE : INLARR TR X (25psi, 2min)
FEAOERE : 300°C

Y R : 70°C(1.5min)-30°C/min-185°C(0min)-6°C/min-300°C(0min)
DS LRE : 1.0mlImin((EREE—F)
A=A RBE :280°C

B LM : 5min

1A VIRBE : 250°C

1A EE—F : NICI(BREA R : AF2Y)

SIMAL#A> : m/z 35(18FK), 81(RFR)
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BRI/ OEZ LR E Y- A9 L—F R —HS LS HE
/GC/ECD ([ ZEEE)

—

1. 9)—27vF
i ER A0 EE 2 0]
Ef#HE (CEZIREUIAZOYL—FRY<— 39g)
i ER A0 EE 1 [E]
RERLIEDEBINANELTIESHY
ANXHUTI0EER

2. D)= PYTRINAIIBHEYE
2,3,3,4,4°,5,5-H7CB (IUPAC No.189)

JAIMA2010 iR
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RERLIR/ OEZ IR E Y- AP U—FRYT—hS L5 E
/GC/ECD ([ ZEEE)

-}

3. VUVDRINAIBRENE
D10CB (IUPAC No.209)

4. 1ZEME
AroO0—)LEERS

5. IRHRRE
PCBIE# A& 5ng/mLARE TES
E—H&ES43DEF—% SIN3LLE
(#2PCB;RE 80%MiEH)

6. EE%
CB%% A%
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MR/ OEZIAREY- A9 ) L—FR)T—hS LS E
/GC/ECD ([ ZEEE)

—

DEZNWARVEUIAZH)L—FHREESR
(AZHYL—PM A —ILEEZEA)

39S REA—TUoASLICEXFTIE

CH;

KBRS AT AL

V4
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-

BRI/ DEZ IRV ED - A0 L—RRYT—HT L5
/GC/ECD (fI A EEiE)
AIALIEZO— 1

R 01 g E88L ~F4T 10mL IZEH
= =T F 2278 500 ng'ml ¥ 20 p LS

EEARALER(2(=)
| — magm 25 mL DE L
WES5 10 min AR L—kAYT—(3 g HSL
|

O 20 min B
WE R E R % —
I T A iram il
HH:T&,“EF'EE"“ — A% — )L 20 mL
i O—&)—TsifL—%— 35°C —AUFOE LT La—)L 20 mL
! — Ay 20 mL
A~ RERYEL 1 mL IZE2E
FERET
[— ~x4oTER

fRAEYT 1EmLERETH

PCB B4 1631 mL(H1SmLIFABT S

Ht g m T DMEPCBICEI 5B AEEY=27 L (52hR)
(REERZEW- )M ERERREEDF)

The Mea of Confidance
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RERILIR/ DE LR E - A1) L— R —HS LD E
/GC/ECD (R TEEE)
BIALEO— 2

-t

i A AN B
| — MkE 25 mL
# L3 10 min
|

HE 20 min BE
BiEERE
]

b0 Bk
| 05 mol/L KEHEH LB 1 mL
AEHER S LB ERERE
| — GBS LK) 20g
AR E R

M R—&1)—X/ GRL—8— 35°C
| — U2 AL 500 ngimL & 20 s L 3EM

AFHRERDEL | mL IZEF
l

ME Frd 3 —h5LGC/ECDME

Ht g m T DMEPCBICEI 5B AEEY=27 L (52hR)
(REERZEW- )M ERERREEDF)
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N

1. RIE&

fezmhOMEPCBIZEI AESAIEEY=27IL
(F2kR) DFEYO R

2. F2hk EMREEDHENT (—E)

3. REFTRiTE.

LV =8 A4F LA 721k (negative ion

chemical ionization, NICI) ;D34

4. GC/IMSIMSIZKBAFAA XL UEERHTEDBA

IMA2010 #FHEfiiERBAS
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Agilent 1A A7 21k (NICI) D&

* AutoCIH#EE QEEBDEEA A A/ RAREHES X T L)

A AAE(CYDER LY TV REHRDREN.

AX ) —ADF1—= T % E E.Mt — % jJ ﬂ:

AEHARELGET RTDNGA—E—ZRFATHE
— HEFHDOHERMNIEE

(I AAEREE x|
—IRITOH AR IRLIERE
WIEMHD - ON
AADERY A W B AT
RFEDR [ HA B L
£ R e =1 |l v i R |
ARARGE P A S~ ~
2670016900 Ratio: -——- | | ™ = o

ok | et | |
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Agilent EA4A{EFEAF 2 (NIC) DEFE

* El-CI
-ClAAVIRIZKBELRITE A AT
—IT7)—=0DFyIZFIFHAIEE

Pkl

B AEET=27IL(FE2iR)
0.116, 181

HEDHE
EITCOKEERDFVY

-
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ClAA 2 RIZ&LSELRIE
PCBIZ#E ;8% 8ppm

FINUH R
13 o
65000 - TIC: F’CBQ}Z{S.D¥data.ms
60000- = ‘ e T N
20000 S R T Mt
50000- e
45000- .
40000 32
35000- ° 19
30000 21 o
25000 22 37 46 65
20000- 4
15000- BRCHN I
10000 o~
=L MR L LA L
R e

10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00 32.00
BFFfEl——
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Agilent 1474 EZEALF 21k (NIC)) DHFE

AA2RIFATDOEIBHAERS
AAB%E350°CIZLIF, H)—=24",
ITFORBEELRE

Lo XZD &L, MEHBDODIZIEA
INEHICLEIEENNALND
KOGTIOYRNRFE

IA—IH
R K DARFEANSL,
200°CE TIEBD INFAA I HE
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NICI
1. EFhE

AB +e — AB* (HIBEFHHE)
AB+e > A +B (MREEMEHIBEFHE)
AB+e > A*+B +e ([AURER)

2. A4 — 5 F R

M+X > [M-HI"+XH (FALBE))
M+X > M +X (BHEZH)

M+ X — MX~ CGR&4fFm)

AB +X > BX+A (R#xE#L)

JAIMA2010 FriifirsiBAs
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PCBMDNICIRAAANYRIL

Abundance C I
-

4500- 35

4000; C I

3500; Q O
3000;

2500° cl

2000~

1000~

Scan 1126 (10495 min): PCBO1.D (-1111) ()

260 75‘43 328 357 383 407 433 457 491

T
0 50 100 150 200 250 300 350 400 450
m/z-—->

Abundance

Scan 4084 (28.663 min): PCBO1.D (-4059) (-)
120000

cl cc  cl

110000 M -
\

100000 / \

ca cac d
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NICI /N\SA—-ZD&FiEL

R HPPCBRIE Tl Bt IBmERIGID
£LCAm/z 35.Cl ZzE=4—

S
1] SHEA, BIEE, KBE, XBE, RRSHE, E4 B0, EHEE, HORE,
IR, 13, 959 (2003)

JAIMA2010 iR
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NICI I3yl arBROEE
PCB window definers 100 pg each, m/z 35

7 I NS 2

-1 == 35 00 (B34. 70 — 35.70)>: PCBOS D¥xdata.rms
30004

00000 Emission: 50uA

20004

LAAJLﬂA[LLJLMJUwA

T T T T T T T
1 0.00 15 00 20.00 25 00 30.00 35 00 L lelele)

-1 == 35 00 (34. 70 — 35.70>: PCBOG D¥xdata.rms=s

:: Emission: 300uA 7C] 8Cl
6ClI

ooooo 2C| 5CI
soo L 10Cl
50: e A_J . A JJL J - LLANAM L

T T T T T T T
1000 15 00 20.00 25 00 30 .00 35 .00 40 00O
B RES—>
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NICI /1A VIRREDEE
PCB window definers 100 pg each, m/z 35

-1 == 35 .00 (B34.70 — 35.70): PCBOG6 . D¥data.ms=s

A1FVRERE:150°C

s000-
6000O-
Z2000:
ol | ) L Ly 1 T IS | |
10.00 15.00 z0. 00 25.00 3;0.00 35.00 a0.00
Bl ——>
SFIN =2
T ==~ 3500 (34.70 — 35.70>: PCEBO7.D¥data.ms
1z2000:
2200 AAVIREE:210°C
cooo JRml% .
6000:-
=o00: ﬂ | L Ly Jk I |
o- A T T T T e T 7 T T T T y T T T T T T T T T T 7 T T T T T T
10.00 15 .00 z0o.00 25 00 30.00 35.00 a0.00
B ——>
TZIN S 2
-1 == 35 .00 (34.70 — 35.70)>: PCBOS. D¥xdata.ms
1z2000:
2000: ’ 0NV ) 2, -
6000O:-
o- ! T T T 7
10.00 15.00 z0. 00 25.00 3;0.00 35.00 a0.00

BESRE—>
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NICI A2V REDEE
PCB window definers 100 pg each, m/z 35

D7 IS =2

20000
1 5000
1 0000

5000

B Rsl——>
ISz

20000
1 5000
1 0000

5000

4
'y
\/\/
N

20000
15000
10000

5000

BFREE—>
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- == 35.00 (34.70

Flow: 40%

N

.

— 35.70>: PCBO9.D¥data.ms

L Jt | “ L

T
10.00 15 .00 20.00

-1 == 35.00 (34.70

Flow: 50%

Aoﬂ h nLGOIU ‘

o SN

25 .00 30.00 35.00

— 35.70D>: PCB 1O.D¥data.ms

i ﬂoﬂ

40 .00

T
SO0

=200

-1 == 35.00 (34.70

Flow: 60%

L

I\
‘ —
15.00

|

=25.00

)
0
Q
0]
)
o
0
0

— 35.70D>: PCB11.Ddata.ms

|

T T ; T T 7 - T 7
25 00 30.00 35 .00

A
0
0
0

T T T
40 .00

T T T
10.00
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GC/NICI-MS WFhERSURA /LTI

0.2ppm|ZfH &,

ﬁ *Rﬁ:ll $ @ tt $§ FAEIR2u

FINSE R
AA> 35.00 (34.70 — 35.70): pcb044 . D¥data.ms

160"

140 A14IL 200EFIR

120 +PCB7 /1 (0.01ppm)

1oo§ /\ J\ ﬂ A M A

igg w \ﬂw \\/\\ﬂ hall UJU MJ\JW wa!\-#%

B RS> '6.00 8.00 10.0012.0014 0016.0018.0020.0022 002400260028 0030 0032.00
PINS X

160.- A= 35.00 (34.70 — 35.70): pcb046.D¥data.ms (k)

140 A4 50ZFHR

120 +PCBi#h0(0.004ppm)

| gghw WMWMWMWW“MMMM me

'\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\
6.00 8.00 10.0012.0014.0016.0018.0020.0022.0024.0026.0028.0030.0032.00

EI%F‘._E_.E]——}

FINSE R
160. A =7> 35.00 (34.70 — 35.70): pcb048.D¥data.ms (k)
140 A4 100f5FH]R
120 +PCBiF 0 (0.002ppm)

IS e R S WﬁWﬂMWWUJMWWJJMW

6_.00| 10.0012.0014.0016.0018.0020.0022.0024.0026.0028.0030.0032 OO
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Bz EEL(GC) L&

= ECD

R ©

IR O

ORN(E AR ©

38 EE =oF H< @

RERE (KC—mix. IUPAC 189, IUPAC 209)

KR © (PCB Analyst)

AL REERLIR /SNy INELE4E HRERALIE/KYI— | GPC/Yhi' I

- B (1%5EEHE) 3 i

2 - E E

ik TORT (Sa—H3o) (178, 7REI<IRE)

E#8 2B 2 Ed]
i BEIESL : i
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BaEE

% (GC) LbER2

H= HRMS MS/MS QMS NICI*
R © O O ©
EIRM © @) A ©
R (E ARF) X A O @)

. O O (KC—mix.
i (EZEPCBRU™C1, 5~ JL{EPCB) ERPCBRUIAEEIx=))
T—RERHT O (FE13EMHRE) © (MS Powered)

B AL EE BEFR hnEE+E | hnEAE4E RIILERFRER
3 i i A (1%FRIEREE)

AR (BEEERBE HY)

R " = A= £ £

HHE D 3 (B> h5 ILDsEM)

[El48 I Z B Z B HZ

*NICLEX[EHERE N DFFEFdHY
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FaEHITE L (GC) EEER

FiE ECD NICI*
R&E © ©
IR O ©
JX b CGEAR) © O
4 =4 e © © (KC—mix,

REHR (KC-mix, IUPAC 189, IUPAC 207) | 1,4-070EFT45LY)
T —AEEHT O (KFXE—V14XK) © (MS Powered)
A4 1 SO MEHEBE R VAT IV
b B A 3 i
JRIEDFIA =

El+H ZE

O (ELR R E
*NICLA L EENDRHY (2 A1)
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LEHERVEBAOHE [*a
RNEZE0.18mMmAS LIZLS QJf/b
ERHTH PCB Analysth\f@#izoR—~ (& 1E)
(1) 4 EFEERERAES 2 0 smakgll ———— FUSBESE
=MD Ak —— PCB | mmER
2 X|E BEREH —\Emﬂl'ﬂﬂgﬁ
Q) MBERE (HEWEICLS
% WA BBAIE LR (1) =& %
s o) -
itH S E
Eit 0.5mg/kgllF (QMS. NICI) (MS/MS)
P2 B
HAE P B | ‘ T PCBEEEMI-BULAL

F1.3.1 EEIHESEF l | 'EEROEBAA

FEROAHDENE (1D
NICIFa—=>5 0 HE{E
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KC-mix 0.8ppm VOTRT T L1 16783512237 OFELL

3
: L4 . &
< 5 i 3% : uECD) :
w| ATV
o R OMEPCBIZEET 5
o | BSAIEEI=ATIL(ETIR)
T {F3%2.1.2.108IFE EHHI1
2000~
n:m-: 5l
3 | . - N‘?l “
o 5
ol . DB-5 20m x 0.18mm x 0.18um#% FAL TR RIE
| EESH 1 Livh. BIERE1 OHOTR SS—  ERLICE
s 2
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-
0, = 5 - —|
o IDIH X TITKkRERVTE R
7000

Lhvh. BIEEE1 OOk 3—2 LRICICEE

X 2.37{%
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KC-mix 0.8ppm VAT 5.2  sovk/8—UIFELC
&FR Hi s - UECD)

| AITTI 27.93%
= e
ot W 1 16.71%}
oo | |

- | |

muu—_ | | | II I | | . ‘ | T ‘ | | |
™ ENEASHT 2

= 11.76%
= N !

1000 | | ‘ |‘ |‘ | | |
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PCB Analyst Ver.2.01 (ECDF
Agilent GCIAT—Y3V(C, PCB AnalystZziB

L 8B G7540): T —hR#H

The Mea of Confidance

- Agilent Technologies

FrAME W-HLAE H50003@ B0 HFeUFL-vau@  LE-RE N chifrig | AL H
oy P B0l DAM 5—Ep{ i) HLT LT R \Q’ RT | RTE | LREVR | E-omo
A AOHLTILT -8 | <
FA . v | 53 Ny 20.771 | -0.003 32.32 4114
14 nE m R HSA— ST L5 = v | B4 20.861 | -0.012 31,72 |#121.133.12
- e T4/ SBARAEF
B o 22 BHET ” W | 55 21.000 | -0.004 s1.02[#148
4| 2 Ul —va: i+ )l IbAEZnST W | 56 [*| 21.261]-0.001 427.97 [#153
B Ry - 7l 3 W |57 |*| 21.402]-0.007 313.64|#105.132
A, N 20 HEA] LRI A N A | 58 21.784 [ -0.005 174.79 [#141
Liti— HERR = = :
Hu2 L7 —4 [ By |~ | 59 21.863 | -0.002 41.22 (#1749
1RENT -V ILERY —d ¥
[ ECDH & 702 H24 Il (FOEDEMD®S AFLEDD D) RRFEHE
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Lo ; ; v | &7 23.338 [ -0.002 76.05 [#162.183
o : : v
‘ Ju\./m\ - - v | 69 #167
I & e a7 | 70 23.777| -0.002 21.56 #1885 L
i Pl & el MICHIES 24.093| 0.000 125.23[#174
& o [EAEE 24.319 [ -0.004 70.00 4177
: =14 =
[T B (% EHEE 33.60[#173,157.20 _
I ECOH & DO R F] (FOE CEMOSCESTOO% D) 4 | v[[]
[ S AT7 L ¢ C:¥CHEWIZ¥1¥DATAYPCE_DENT¥SANFLEDDT.D A
550 B2 H L FAE ] I
s0o- S UT—F)
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s - STOIESR
Bl mE[ 0% ]met omos[ wTE ]
] 57 - o e Y
pie 55 ~ 1 53 - ~PCBRE
o e 55 g TR <] mDL
150 : ' : ' ' BHE[ 07 e B
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KC-MIXM SR8 T—T ILZ1ERL

#164,163,138
180

20mx0.18mm(H2) |- | [X]

(B¥DES 20m_He 005ky
R 700

BE | 008 medl RRF[ 122 | [EE |
FAE [ 20 CBO¥SEt
RT. | LA#vZ | oBow KE
KC-MIXDHOR M5 L5, s ] I I
RET—TINEED, 1o T T T

{ d { !
-R.T.. VARV AL BEHHDIA H 9% 26 401 552 0032 0.006797

= #1949 26.682 140,33 0.654 0.004675

_*JJ @waCBO%EEQE #196.203 26,727 1561 0.7a0 0.005041
FoIVAEMERTRETR e o s o e
_2 E E b\B(i RTt l/7\7R\J7\€’ #1094 2?:84? EDE:E'." D:E#E D:DDEEEE
#2085 27.054 11.70 0.024 0.002081

E E{Ef&{'ﬁ&ﬂyﬂ #2068 20.6ag 54.49 011 0.002037 ||
-RRFI3 5+ 5 {iE -

The Mea of Confidance Agilent Technologies



PCBE—/V%#MHXEICHEE

BET-ALLLRTE, FEEICPCBE—D &R E
NIa7)WVER/RZ17 IV BRIE LIV AIRE TR EE
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- . W | 53 20.771|-0.003 32328114
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— o 7417 —RERHE I —
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[ ECDT A 703 Tl (FEs ey ]
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N

1. RIE#&

fezmhOMEPCBIZEI AESAIEEY=27IL
(B2 DREYO R

2. F2hk EMREEDHENT (—E)

3. mEFTEiTZE

LWV =8 AF e A7 1k (negative ion

chemical ionization, NICI) ;£ D #B4t

4. GC/IMSIMSIZKBAFAA XL UBE SR HTEDBAN
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Al TE &

PCDD(7R-/BAVALY -p-OAFLV)&PCDF(GR)/BAY AR TSY)

Column: HP-5MS Ul 30m, 0.25mm-id, 0.25 film

Carrier: He - 1.0 ml/min constant flow

Oven Table: Ramp °C / min T °C| Hold (min)
0 100 0.4
100 200 6
7.5 235 4
20 310 3

Inject: 1 ul, pulsed splitless: 25 ml / min for 0.5 min

Inject T: 300 °C

Aux 2: 310 °C

Source T: 300 °C

eV: 70

Q1 =02 150 °C

The Mea of Confidance Agilent Technologies
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MRM (multiple reaction monitoring) &4

lon Ratio Parent

Compound
TCDF
TCDD

P.CDF
P.CDD

HsCDF
HsCDD

H,CDD*
H,CDF*

OCDF*
OCDD

o1 o1

306 > 241
322 > 257

340 > 277
356 > 293

374 > 311
390 > 327

426 > 361
410 > 345

444 > 379
460 > 395

Window Transition Fragment 1

lon type
M/M+2
M/M+2

M+2/M+4
M+2/M+4

M+2/M+4
M+2/M+4

M+2/M+4
M+2/M+4

M+2/M+4
M+2/M+4

<1
<1

> 1
> 1

>1
>1

M+2
M+2

M+2
M+2

M+2
M+2

M+4
M+4

M+4
M+4

*Predicted values based on table trends

The Mea of Confidance
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TCDD & TCDF: 250 fg/ul each

+ MRM (3220 > 257.0] C5-1_102908_MRM_1ulD Smoath (1]
101 |Moise (RMS) = 0,32, SNR [13038min) = 168.7

o TCDD

+ MRM [306.0 > 241.00 C5-1_102308 MRM_1ulD Smooth [1]
w101 |Moise [RMS] = 0.19; SNR (13.045min) = 1125

- o

H TCDF

12525 12%65 12576 128 12625 12185 12676 127 12725 1276 12775 128 12825 12085 12875 129 125025 12195 12875 13 13025 1305 13075 191 13725 1375 13175 132 13525 1325 13575 193 13525
Counts vs. Acguisition Time [min)

e ETLES
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P.CDD & P.CDF: 500 fg/ul each

+MRM (356.0 -> 293.0) CS-1_102908_MRM_1ul.D Smooth (1)
x10 2 |Noise (RMS) = 0.56; SNR (17.241min) = 152.0

1243 Al 3

i P.CDD -

0.75-
0.7
0.65
0.6
0.55
0.5+
0.45-
0.4

o35 |

+MRM (340.0 -> 277.0) CS-1_102908_MRM_1ul.D Smooth (1)
x10 2 |Noise (RMS) = 0.22; SNR (16.296min) = 649.7

3 3

S | I S A [ S N 1 1 - i S o

161 162 163 164 165 166 167 168 169 17 174 172 173 174 175 176 177 178 179 18 181 182 183 184
Counts vs. Acquisition Time (min)

e ETLES
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P5CDD & P5CDF: 1000 fg & 250 fg

x10 2 |+ MRM (340.0 -> 277.0) CS-2_102908_MRM_1ul.D Smooth (1)
6.2 23 14/3
2252

i

6 i
Hh

5.8 il

| ‘P sCDF — 2 isomers

: |
5.2
I 1
5] 17.0
‘ 1348

o
hid

165 166 167 168 169 17 17.4
Counts vs. Acquisition Time (min)

JAIMA2010 FrkfiTsiBAs

The Meaofconfidanca %% Agilent Technologies

October 30, 2008




H,CDD & H,CDF: 500 fg/ul each

+MRM (390.0 -> 327.0) CS-1_102908_MRM_1ul.D Smooth (1)
x10 2 |Noise (RMS) = 0.28; SNR (19.282min) = 311.8

1244
1 2

1.154
1.1 *258.2
19.105

1.05+
14
0.95
0.9+

o H,CDD, 3 isomers | @

0.75

0.65

L

0.6

e ] |
0.45- / \
] \ \

+ MRM (374.0 -> 311.0) CS-1_102908_MRM_1ul.D Smooth (1)
102 |Noise (RMS) = 0.28; SNR (18.762min) = 271.0
114 254.9
: *246.1 19.038 -
H.CDF, 4. isomers
6 y 21]
19.362

0.85

0.75
0.7
0.65
0.6
0.55
0.5
0.45+
0.4

19 1905 191 1915 192 1925 193 1935 194 1945 195 1955 196 1965
Counts vs. Acquisition Time (min)

0.354
T T T

1855 186 1865 187 1875 188 1885 189 1895

of Confidance ' Agilent Technologies
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H7CDD, 500 fg/pl

+MRM (426.0 -> 361.0) CS-1_102908_MRM_1ul.D Smooth (1)
x10 2 |Noise (RMS) = 0.29; SNR (20.037min) = 473.0

“ H,CDD

1976 1978 198 1982 19.84 19.86 19.88 19.9 1992 1994 1996 19.98 20 2002 2004 2006 2008 20.1 2012 2014 2016 2018 202 2022 2024 2026 2028 203 2032 2034 20.36 20.38
Counts vs. Acquisition Time (min)
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OCDD, OCDF & H,CDF:

1000 fg/ul & 1000 fg/ul & 500 fg/ul, respectively

+ MRM (4600 > 395.0] C5-1_102908_MRM_1ulD Smooth [1)

#1011 [Moise (RMS] = 012 SNR (2181 2min) = 1167

1eT
21.8

4581
161
441

12

3.8+

364

OCDD

+ MRM (4440 > 379.0] C5-1_102908_MRM_1ulD Smooth (1)

w101 |Moise (RMS) = 0.35: SNR (21.865min) = 45.3

5.2

4.8+
4.6+
4.4

4.2+

3.8+

364

OCDF

+ MRM (4100 > 346.0) C5-1_102908_MRM_1ulD Smasth (1)

102 |Noise (RMS) = 0.14; SNF (21 B05min) = 14775

244
224

1.8+
1.6+
1.4+

1.2

0.8
0.6+
0.4

H,CDF, co-elution of 2 isomers

216

21.7

1555 21’65 2175 208 2185 219 2195 2 22105

Caunt;

of Confidence

221

224

2215 222 2225 223 2% 245 225 255 226 2285 227

3 w3, Acquisition Time [min]
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;

Compound Window Transition InjectionV (ul) Conc. (fg/ul) r.t. (min)

TCDD 1 322 > 257 1 250 13.038 169
TCDF 1 306 > 241 1 250 13.045 112
PsCDF 2 340 > 277 1 500 16.296 650
PsCDF 2 340 > 277 1 500 16.960 457
PsCDD 2 356 > 293 1 500 17.241 152
HeCDF 3 374 > 311 1 500 18.711 246
HeCDF 3 374 > 311 1 500 18.762 271
HsCDF 3 374 > 311 1 500 19.038 245
HeCDF 3 374 > 311 1 500 19.362 222
HeCDD 3 390 > 327 1 500 19.105 258
HsCDD 3 390 > 327 1 500 19.148 156
HsCDD 3 390 > 327 1 500 19.282 312
H,CDD 4 426 > 361 1 500 20.037 473
H,CDF 5 410 > 345 1 500 21.809 1478
H,CDF 5 410 > 345 1 500 21.809 1478
OCDF 5 444 > 379 1 1000 21.865 45

OCDD 5 460 > 395 1 1000 21.812 119
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