

















(mL)

2 4 2 53 43536 4525°€6
2 4253435 364¢65€6

(mg/L) | S.D.(mg/L) CV %
1. 2 219 - -
2.2 3 6 | 240 26.9 11.2
3.3 4 68 | 238 14.4 6.0
4. 4 5 246 | 225 9.28 4.1
5. 5 6 85 | 213 9.42 4.4
6. 6 15 | 225 24.1 10.7
()




mL

(mg/L) S.D.(mg/L) CV %
1. 3.0 2 | 221 - -
2. 3.0 4.5 61 | 235 18.0 7.6
3.4.5 6.5 355 | 223 11.8 5.3
4. 6.5 8.0 0| - - -
5. 8.0 1 | 215 - -
()




(/L) |SD.(my/L) | W%
1. (2000/L) 323 | 24 13.4 6.0
2. 46 | 224 16.6 7.4
3. 2% | 233 12.0 5.1
4. 2% | 227 10.1 4.5
(D

1 3

( 2 (1000g/L) (5009/L)
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10mL
2mL
225mg/L

4mL
4.5mL 4.5>1000><0.2+225=4(mL)



0
O
O

mL
m_
mL
10 7.9 0.2

2 2000/L 3.59 0.765

2 3.63 0.45
225mg/L
4dmL

5mmol/L 45 6.5mL

45 6.5mL
















(2

1

2

@YD) |S.D.(g) | ov ¥
1. 377 | 261 42.8 16.4
2. 0 | 238 53.5 22.5
3. 0 - = -
(D




(mg/L) S.D.(mg/L) CV %
1. 78 269 34.7 12.9
2. ( 21 262 38.9 14.9
3. 81 281 42.2 15.0
4. 8 276 28.3 10.3
5. 7 270 70.0 25.9
6. 168 248 42.5 17.1
7. 1 6 12 251 32.2 12.8
¢ D

1 6 3 6

¢ 2)




(m/L) |S.D.(m/L) | V%

6.
6.1 BOD seed 97 | 250 40.5 16.2
6.2 polyseed 27 | 243 47.9 19.7
6.3 44 | 247 44.0 17.8

()




(ma/L) | S.D.(mg/L) CV %
1. 5. 195 274 40.0 14.7
6. 168 248 42.5 17.1
)
1 2

80 [ 80 I
70 70 |
60 | 60 |
50 | 50 r
w0k 40
w0 | 30 [
el I 20
10 10 ;_A_A_A_A.HL
0 A A 0 0.0 1.0 = I2I.0I I2.I35I

0.0 o 10 . 20 235 0.5 15

. 1
260mg/L) 200mg/L)




(/L) |SD.(moh) | V%
1. 9 | X0 51.0 20.4
2. 0| - - -
3. 316 | 262 41.5 15.8
4. 1| 26 - -
()




JIS K0102:2008 21 (19)

Ny
n, mL / mL









BOD 0.6 1mgiL

oDO
DO
DO

oBOD
40 70









"

(/L) |SD-(myl) | v
1. 162 | 9.27 | 0.561 6.0
11| 9.39 | 0.4% 5.2
141 | 9.57 | 0.601 6.3
CFC 50 | 9.51 | 0.449 4.7
5 ) 1] 98 | - -
)

1314




T

(mg/L) S.D.(mg/L) CV %
144 9.23 0.574 6.2
17 9.58 0.290 3.0
(mg/L) S.D.(mg/L) CV %
9.29 0.544 5.9
9.70 - -
(mg/L) S.D.(mg/L) CV %
9 9.25 0.745 8.0
132 9.59 0.588 6.1




T

(ma/L) S.D.(mg/L) CV %
161 9.23 0.579 6.3
152 9.59 0.556 5.8
80
70 I 80 -
60 70
50 60 [
40 50
30 40
20 30 F
10 I 20 -
0 [ . I T N | 10
00 1.0 20 235 0 bt sinoin
0.5 15 0.0 1.0 20 235
1 05 15
2oy . 9.42mg/L)






















1 3 2 3

(mg/L) S.D.(mg/L) CV %
1. 91 159 5.60 3.5
2. 159 158 5.58 3.5
3. 9 165 9.58 5.8
(

3 2 3
(mg/L) | S.D.(mg/L) CV %

1. 250 158 5.58 3.5
2. - 3 159 9.29 5.9
3. - 4 172 7.43 4.4
4. - 2 160 - -
(

























(Hpg/L) S.D.(M g/L) CV %
1. 1.1. 102 1.12 0.219 19.5
1.5 65 1.00 0.214 21.4
T 168 | 1.08 | 0.224 | 20.8
(2. 2.1, | 8 | 1.15 | o0.s01 | 26.1
2. 10 1.12 0.236 21.2
2. | 19 | 1.14 | 0.253 | 22.2
C )
1.1 1.5
(HmMg/L) S.D.(Hg/L) CV %
1. 1. 97 3.31 0.427 12.9
1. 70 3.34 0.571 17.1
I Y 169 | 3.3 | 0.504 | 151
2. 2. 7 3.28 0.820 25.0 -
2. 8 3.75 0.674 18.0
2. | 19 | 3.59 | 0.7288¢ | 20.3
« )
1 2 1.1 1.5




1 2 9 114 0.177 15.5
10 N |10 0.243 23.1
12 3 | 1.13 0.19/ 17.5




(ug/L) | S.D.(pg/Ll) CV %
1. -GC/MS 22 1.14 0.219 19.3
2. -GC/MS 165 1.08 0.227 21.1
3.
-GC/MS/MS 1 0.928 - -

(

)




(M g/L) | S.D.(mg/L) CV %
1. 82 1.07 0.205 19.1
2. 13 1.02 0.261 25 .6
3. 25 1.11 0.174 15.7
4. 1 2 18 1.10 0.375 34.0
5. 1 3 14 1.03 0.254 24 .6
6. 2 3 11 1.09 0.146 13.5
7. 1 2 2 1.12 - -
(

(M g/L) | S.D.(mg/L) CV %
1. 82 3.28 0.475 14.5
2. 12 3.42 0.481 14.1
3. 27 3.32 0.471 14 .2
4. 1 2 18 3.36 0.617 18.4
5. 1 3 14 3.23 0.481 14.9
6. 2 3 11 3.46 0.530 15.3
7. 1 2 2 3.47 - -
(




(/L) |SD.(/l) | Vb
1.
1.1 10 1 | 1.12 | 0.3% 29.1
1210 30 46 | 1.09 | 0.253 23.1
1.330 60 40 | 1.07 | 0.2 21.7
1.4 60 180 ) 16 | 1.00 | 0.171 16.9
2.
2.1 10 6 | 1.11 | 0.445 40.1
2.210 30 3% | 1.07 | 0.264 24.7
2.330 €0 1 |13 |- -
2.4 60 30 ) 0 |- - -
( 1)




JIS K 0128

(g/L) | S.D.(pg/L) CV %
1. 112 1.09 0.219 20.2
2. 75 1.08 0.239 22.1
( )

(g/L) | S.D.(pg/L) CV %
1. 6 1.20 0.118 9.8
2. 176 1.08 0.230 21.2
C )
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(0.32mm><30m, 0.25um)
:60 (1 min)-
10 /min-280 (0 min)
1pL
: 250

| varoa

3. 00

3. B0e+006- ffﬁ

2. 006 +006 /
1. 50e+006-
1. 00¢H006

R

R
HH

W oRE 2 (DOVED

eH00E !

0 2. 00e+003 4, O0e+o0d
Tafxk

= T. 78002 A+A + 4 50et002 A = 9. 3Bet004
RS (r ) = 000 RS —vdhis




BPMC

: ZB5MS
(0.25mm><30m, 0.25um)
:50 (2 min)-
10 /min-250 (0 min)
2 uL
: 220

DDVE
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RT: 8.52-12.52 SM: 1G RT: 13.18-17.19 SM: 1G
RT: 10.52 NL: RT: 15.19 NL:
100— AA: 736363 5.85E4 AA: 6298241 342E6
] miz= 100 V=
] 108.50- 120.50-
8 80 108.50 F; E 80 121.50 F:
' —
E 60-] g 60
2 40 é 4°j
- 2 1
i:? 20: x 207
] 11.92 11387 C)- 1678
:_ﬂ_a_.r?a__w,_ S 1 e LI S I e 4 T T T
u T T | T ] H I T T T T I T T I T T 1‘ T5 13 1?
9 10 1 12 Time (min)

Time (min)

300 ng/mL




- e

(PEG)

=X OO0

F-E-a—a-1

ET T T Y

o OO

ol O-O-0-0F

[-E-2—p-1

: DB5 (MS)
(0.25mm>=<30m, 0.25um)
M/2=109) _ :50 (1.5 rpm)—
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[#ll:l-lﬂ - : Rtx5 (MS) (0.25mm>30m, 0.25um)
2.0 :80 (2min)-20 /min-180 (0 min)-
5 /min-280 (0 min)
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PFOS PFOA

(pg/L) S.D.(Mg/L) CV %
1. 29 1.37 0.283 20.6
2. 1.7%] 0.282 16.4
3_ K
4. - \ - -
( D N\
( 2) 67

(pg/L) S.D.-(pg/L) CV %
1. 30 2.64 0.306 11.6
2. 2 2.82 - -
3. 0 - - -
4. 0 - - -
(




PFOS

CV(%)

| 1

—




(PFOS PFOA)

PFOA

Grubbs

(
)

4.0ng/L

PFOS

PFOA
Grubbs

(
)

5.3ng/L




(PFOS PFOA)

Relat'r-.;é Abundance

499.0 >99.0 ,499.0 >80.0
xmj*; Ratio =209.1 (4304 % |

£

| 413.0 > 360.0
| & x102

PFOS

8
8 0.8
| € |
1.06ng/L i§ asd
- | s i
B |
_ & 041
1]
o
0.2 ——
! 01—
a 9.5 3

Acquisition Time (min)

Acquisition Time (min)

PFOS PFOA
1.25ng/L 2.61ng/L
m/z 499
m/z 413
>m/280 >m/z 369
il
WL SN U—

: 2mmx100mm, ODS
:A: 1T0mM NH,OAc, B: AcCN

:B 0—10min 40% , 10—15min 90%
:0.2ml/min

: 2. 1mmx150mm, ODS

:A: 10mM NH,OAc, B: AcCN

: B 45%(3min)-10min-80%(5min)

:0.2ml/min




Intensity, cps

230

m/z 499
->m/z 80

PFOS
1.35ng/L

1200
1100+
1000+
900+
800+
700
600
500+
400
300
200

100- 2.48

i - . s
A NANAG AN

10 12 1.4 16 18 20 22 2.4 26 28 30 32 34 36 38
Time, min

PFOS 12499 PFOA PEOA P
PFOS m/z PFOA m/z
1 PPOS Smizso | 8% 308nglL /2369
90 4 202ng/L 90 1 ( A)

3.48

10.51.11.06 12.60

.98 6.63

17.51.18.35 19.48

T Min

— min

: 2.1mmx50mm, ODS

: A:10mM NH,0Ac, B:AcCN

: 2.1mmx100mm, Cq

: A:10mM NH,OAc, B:AcCN
: (A:B=1:4)
: 0.2mL/min

ODS

LC/MS/MS

LC/MS

: B:50->80%(1->10min) :0.2mL/min
H99,7 (OCYTII IOTE 1301 5)  APLES Neg, SN, Frag: var - T
m/z 499 e 5 <
ol o PFOS 1.08ng/L e A :
5000 S - PN
o T !‘} by B = 1%. 7._ A 7 7;?\“ R
Taizg (DE‘.?‘\?TV.‘@T.{T?)’.H 5i  APIES, Heg, SiF, frag var ~ -
oo M/2413 §
N t PFOA2.05ng/L
1060 4 j{“r R / \‘w~ e o e e e e s e e
- F S S ) 2




(PFOS PFOA)

PFOS(499)C8 - 7 Levels, 7 Levels Used, 7 Points, 7 Points Used, 0 QCs
§ x10 1
5 11
1.05

L y =0.8921 * x

00k PFOS
RA2 = 0.99963009

0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1
0.05
0
-0.05¢
-0.1

Relative Respo

. y=0.0833x-:0.0104

R2=1

| S———

3 L

=il 0 1 2 3 4 5 6 7 8 9] 10

Relative Concentratiol

12

Arag Ratie

PFLS
Vo= JATTIE T 011857 - D051 547G R
R"2 = *.0CC0 W Equal

4 PFOS
_|' ) ! | T |
C 1 2 3 4




PFOS PFOA



PFOS PFOA

vV 0
—

O

» PFOS

> PFOS PFOS

> PFOS 0.04ng/L PFOA
0.07ng/L












1,2,3,7,8-PeCDF |1,2,3,4,8-PeCDF

1,2,3,4,7,8+xDF (1,2,3,4,7,9-+HXCDF

2,3,4,6,7,8+Hx(DF (1,2,3,6,8,9-+XCDF

2,3,3",4,4"Pe(B (3,3",4,5,5"-PeCB
(#10%) #120)

2,3,4,4" ,5-PeCB  (3,3",4,5,5"-PeCB
#14) #120)




1,2,3,7,8-PeCDF

=
.’

( 2

1

1,2,3,4,8-PeCDF

(pg/9) | S-D-(p/g) |CV' %
1. 50 |24.9 [3.45 13.9
2. 49 |34.7 |4.18 12.0
3. 3 /29.8 |4.65 15.6
(




1,2,3,7,8-PeCDF

GC
(po/g9) | S-D.(pg/g) | CV %

1.BPX-DXN 40 |24.8 3.56 14.3| 0
2.BPX-DXN1 2 |23.8 - - 0
3.DB5(MS) 1 |27.0 - - 0
4_RH12(MS) 7 | 25.4 3.65 14.4 | 0
5.CP-Sil88 8 |33.4 5.29 15.8 | 0
6.RTX-2330 1 |30.5 - - 0
7.SP2331 40 |35.1 3.94 11.2 | 0

)

1 517 45 47




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

(p/9) | S-D-(p/g) | VY%
1 51 |%.7 |5.% 10.0
2 48 |59.5 |5.76 9.7
3. 3 |57.7 |0.577 1.0
(D

1 2
( 2 1,2,3,4,7,9+XCDF




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

GC
(pg/g) | S-.D-(pg/g) |CV %
1.BPX-DXN 45 |55.9 5.71 10.2 | 0
2.BPX-DXN1 2 |55.8 - - 0
3.DB5(MS) 1 |59.0 - - 0
4 _RH12(MS) 2 |52.3 - - 0
5.5P2331 1 |53.3 - - 0
6.CP-Sil88 8 |59.5 6.32 10.6 | 0
7.Rtx2330 1 |54.0 - - 0
8.5P2331 39 |59.6 5.74 9.6 | 0

(

)




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

(po/g) | S-D-(pa/g) | CV %
1. 83 | 67.8 7.04 10.4
2. 15 (728 [105 14.4
3. 2 |73 |- -
(D
1 2
( 2 1,2,3,6,8,9-HXCOF




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

GC
(pg/9) | S-D.(pg/g) |CV %
1.BPX-DXN 19 |66.6 6.63 10.0 | ©
2 .BPX-DXN 2 |66.0 - - 0
3.CP-Sil88 8 |65.5 8.54 13.0 | 0
4.DB17(MS HT) 3 |68.8 8.58 125 | 0
5.RH12(MS) 6 |69.1 6.17 8.9 | 1
6.Rt2330 1 |62.5 - - 0
7.SP2331 44 | 68.7 6.99 10.2 | 1
8.BPX-DXN 14 |73.2 10.8 14.8 | 1
9.RH12(MS) 1 |68.0 - - 0

(

)
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LockMass / 330.9792 SP2331 4-6Cl
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DgData

DQ Main View Page 1
DgData : k:\DXN\DXN2011\MethodData\l,“xSC—I\456CL_T1,2,4,4-2\456CL
Injection : T1

T4CDF | , T4CDF
500000
i SP2331

400000

300000 -

200000 -

Intensity

100000 -

0_"\.—~___.J—LA~\f
T I L ' T T7T I LI I B | | LI L I LI I L L i T T T 1 | 1T 177 l LI L L l T T T , L L } T LI i 1T 71 T |
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' Retention Time (min)

Calculated Retention Time



Totals HpCDF HpCDF TEQ Voltage SIR El+

WUY2137@76037 Smooth(Mn, 1x1)

WUY2137@76037 DB17 409.7788
400 1234689HpCDF 2.243e+007
00 1234678HpCDF 953 :
. 9.10 1270485.00

679545.19

1234789HpCDF
1 10.28
] 62483.15 _
0 T T T T 'I T T T T L -1 T L Jé?‘: T T T ] T T T T I T T T T I T T T T ] T T T | mln
8.50 8.75 9.75 10.00 10.25 10.50 10.75 11.00 11.25 11.50
Totals HpCDF
WUY2137@76037 Smooth(Mn,1x1} Voliage SIR,El+
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100~ 1234689HpCDF 1.221e+007
00 1234678HpCDF 0.53
. 9.10 697197.75
] 364343.66
%_
g 1234789HpCDF
] 10.28
] 32435.61 _
G T T T T | T T T T = T T 1 T T T T T i T T T i T I:;:i T T T ’ T T T I T T [ T I T T T = T [ T T T T I mln
8.50 8.75 9.00 9.25 9.50 9.75 10.00 10.25 10.50 10.75 11.00 11.25 11.50
Totals 13C-HpCDF
WUY2137@76037 Smooth(Mn,1x1) Voltage SIR El+
WUY2137@76037 421.8191
100 13c-123a91617(')8HpCDF_ - 13C-1234689HpCDF  13C-1234789HpCDF 2.496e+006
1 - 0.52 10.28
i 138453.73 128630.45 1029_1 8.01
%] :
0 T T T T T T T T ] T T T [ T T T - T T T I T T T T ] T T T T ] T T T T [ T T T T I min
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9.76 10.00 10.25 10.50 10.75 11.00 11.25 11.50



DFs . .
TeC Column:BPX-DXN
File:S20111102BPX #1-404 Acq: 2-NOV-2011 12:22:09 GC BI+ Voltage BIR Autospec - ms Y18 GC EL+ Voltage SIR AutospecAUltimaE

E: N N

Samplefi¢ Text:11-105D Xp : TEE- BPX ~DX] &-RPX-DX]

317.9389 5:4 ]

100% _9.185
903 E8.2ES
802 E£7.3BE5
703 . £6.3E5
602 . [5.4E5
503 E4. 585
403 E3.6E5
303 E2.7ES
203 E1.8ES
103 £9.1E4
a 0.080

22100 T 23t00 24100 25100 E i 25100 26100 27100 Time

315.9419 S:4

100% 7.0E5
903 F6.3E5
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| 603 ' E4.2E5

| 503 e E3.585

IELE £2.885
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. 203 . ) ) E2.685 203 . E1.485
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0. 0.0E0 0 0.0E0
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305.8987 S:4 N 305.8987 S:2
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903 ’ E4.7ES 903 F1.1E6
803 E4.2E5 804 [1.0E6
704 £3.7E5 704 . £8.9E5
50] E3.1E5 603 E7.685
503 E2.6E5 504 ' E6.3E5
404 E2.1ES 403 E5.1E5
304 E1.6E5 303 E3.BE5
203 E1.0E5 20 E2.5ES
104 E5.2E4 104 E1.3E5
04 Eo.0E0 o 0.0E0

22100 ) 23100 24100 25100 26100 27100 Time 22100 23100 24100 25100 26100 27100 Time
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03 N p— EO0.0EQ 0.0EC

22100 23100 24100 25100 26100 27100 Time 22100 24700 25100 26100 27100 Tine

LOCK_MASS_CHECK S:4 LOCK_MASS_CHECK §:2

100% i _2.4E7 100% ~2.4E7
30 2. 287 90 £2.2E7
80] E2.087 803 E1.987
703 . E1.787 70 E1.7E7
604 E1.5E7 60 . F1.4B7
504 E1.287 504 F1.2E7
403 £5.8E6 404 F9.6E6
309 E£7.3E6 303 £7.2E6
204 £4.9E6 20§ f4.8E6
103 £2.4E6 103 . £2.4E6
CE ’ Eo.oE0 LE! Eo.0E0

22:00 23100 24100 25100 26100 27100 Time 22100 23700 24100 25100 26100 27100 Time




T4CDD / 319.8965

36742
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DqData : x:\Program Files\DioK\G-Labo\MethodDatz\BPH231108-1\BPH231108 172 176 180 184 188 192 198 200 204 208 212 216220
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PSCDF [ 339.8598
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[s2]
[(e]
2
z 2
2 | g
2
= j
0 b A A A A
T T ] T T , gl T T T T T T T T T T T T T T T T T T T T T T '1 L
20 21 22 23 24 25 26 27 28 29
Retention Time (min) g
13C-TeCDD / 331.9368
i o D
[=8 Q.
> 1 wn wn
% 1000000 — =] o
g 1 © <
£ ] & &
] N v
0 LI T R | T I T I I L G B i L T T T T D i B T
20 21 22 23 24 25 26 27 28 29
Retention Time (min)
TeCDD / 321.8936 0
2000000 1 @ |
= \
S e B :
@ [a2] === ~ e
o> -
2
=
0 Jay A Al A ‘
T T T T T T T T T T T T T T T T T T T T T T | T L \"‘[’ T T T T T T T T
20 21 22 23 24 25 26 27 28 29
Retention Time (min)
13C-TeCDD / 333.9339
o f=2
2000000 = o
(] ™~
A ,
‘® © <
= - M~ o«
[ ] ™ (o]
"":‘ o~ ~—
.
0 T T T T T T I T T T T T T ‘ T T T T '[ T T T T ! T T I T T T ‘ T T r*r"“r'”'
20 21 22 23 24 25 26 27 28 29
Retention Time (min)
PFK/330.9792
>
% ©000000
c
2 I\
£
S e S F'T’| T T T ‘ T T T T | T T T ‘ T T T | T | T T T T | T T T T ‘ T T T r T"'l' .
20 21 22 23 24 25 26 27 28 29

Retention Time (min)



PeCDF, HxCDD, HxCDF
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