


1.08pg/L
3.30pg/L

PFOS  1.39ng/L
PFOA 2.49ng/L

PFOS PFOA



PFOS PFOA

=

(==
4'



PFOS PFOA



PFOS PFOA

(FTD)
(FFD)
(ECD)

O 0 0 O

(LC/VS)
(LC/NS/NS)

ol

ol

ol







H23 H22

( ) * ( )

1.08g/L | 0.14 3.50/L 0.44 8jg/L

3.3 pg/L | 0.11 4.2110/L 0.14 30g/L
(

GC/MS GC/MS

GC(FTD FPD ECD)

H23 H22




50¢g
100mL

50mL



3mlL

50mlL



Grubbs

2.6( 1.6

3.6( 3.6)




Gruobs

0.204

1.9%

1.08

1.44

021

3.36




S.D.

191 8.26 |84.5 0.317 1.03

188 | 1.08 0.226 0.317 1.08

197 | 23.9 245 1.02 3.34

190 | 3.36 0.534 1.86 3.33 |3.30
ND

S.D.
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20 2.35
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3.36p1g/L




Grubbs

-GC/MS 23 0

-GC/MS 169 0

-GC/MS/MS 1 0
193 0

Grubbs

-GC/MS 23

-GC/MS 173

-GC/MS/MS 1 0
197 1




8ug/L

1.08pg/L

pm—_—

1ug/L

“

2pg/L
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. Rtx5 (MS)
(0.25mm><30m, 0.25um)
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1000

Fneisd A& 100,00 (10870 ~ 100,70F 0020
A& 155,00 (18470 ~ 185.70% 002D
S0l Aty 700 (3870 ~ 79.90k 0020
1} & snnd A2 (DDYE)
L] Amt:a58.5409pg
| ] Resp:1 27677
MaxAb38l
000 01%:29.58
Q%2180
2000 I

"

N

I""-‘ﬁl-t'._

Time——> 720 740 180 780 800 820 B4 88D

i vﬁ':&g. Fz 12100 (120070 ~ 121,70k 4020
120 {7 15000 (148.70 ~ 150.70% 4020
. ‘Eléi!“P_ngl.Dﬁ (9070 ~ 9170} 0620
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Amid 1393 100
200 1441 Raapd 20534
Blaafib:TRIT
G1%31.38
&non Q%013
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200 \
A
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|Tlrnna- F 1200 1250 13,04 1350 1400

400 ng/mL

G

: HPS (MS)
(0.32mm><30m, 0.25um)
:60 (1 min)-
10 /min-280 (0 min)

R
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! 5 ukk 2 (DOVE)
| v oA
1. D0et0DE !
A
2. 5064006 fjﬁ
4
/
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2, 006 H06 /
1. 50e+006-
1. 00006
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BPMC

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

DDVE
RT:8.50-1250 SM: 1G RT: 13.19-17.19 SM: 1G
RT. 10.50 e RT: 15.19 NL:
100 AR 1823642 1ES AA: 5314078 2.71E6
1 mize 100 miz=
1 108.50- 3 120.50-
att 10050 F. 8 80 12150 F:
g ] MS data20 § - MS data20
80 § 60
3 5 2 -
!4°j % 40—
. 1
: x 20
- mi 1 Ho 678
1 922 4.81 = — 0 T L2 B e B T T
o T T 14 15 16 17
g 10 1 12 Time (min)
Time {min)
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 e 1678
:_ﬂ_a_.r?a__w,_ S 07— LI S I e 4 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)
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300 ng/mL




- e

(PEG)
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[-E-2—p-1

: DB5 (MS)
(0.25mm>=<30m, 0.25um)
M/2=109) _ :50 (1.5 rpm)—
30 /min-150 (0 min) -
6 /min-270 (3 min)
oro oxo ooo o_oo odo LT oo o oo 1 |J|_
e d IO OO Sl XA, TD — W X0_TONs EL OO R WO s pas : 250
M/z=185)
8.0
y = 0.320x - 0.029
oro oxoc o Lo o_bo o_d o o_so oo 60 R2 = 0.999
4.0 /
2.0
PEG
0.0
0 10 20 30
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100001 'I HI' Tul
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8000 | lL,
[
N (100 ng/mL)
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200 ng/mL
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: DBS (MS)
(0.25mm><30m, 0.25um)
:50 (1 min)-
30 /min-180 (0 min) -
5 /min-200 (0 min) -
20 /min-270 (3 min)
1L

100 ng/mL
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or ?

0.60

8,652

: DB5 (MS) (0.25mm><30m, 0.25um)
:50 (1 min)-20 /min-140 (O
min) -10 /min-250 (2 min)
1L
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L 185%1.0(

50 ng/mL
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Qion: 185
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30

(0O min) -

(0O min) -5 /min-230

:50 (1 min)-30 /min-200

: DB5 (MS) (0.32mm><60m, 0.25um)
20 /min-270 (8 min)

1L

: 250
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: InertCap 5 (MS) (0.25mm><30m, 0.25um)

:50 (1 min)-30 /min-180 (0 min)-5 /min-

200 (0 min)-20 /min-270 (4min)

1 uL
: 260

' HP5

1100

1y

(MS) (0.32mm><30m, 1 pm)
(5 min)-10 /min-250 (0 min)
L

: 250




[#ll:l I.I:] - : Rtx5 (MS) (0.25mm>30m, 0.25um)
2.0 :80 (2min)-20 /min-180 (0 min)-
5 /min-280 (0 min)
2 uL
: 250
1.0
- 3
AE-.G 2.4 5.0
[0 ]
|
e EE RFaRSE#T  Elafhrsdl
ML
[%10°0] 4 B H (mgsl) 0.1 pg/mL
= 1 0.400
LU ._I_____s_%" z D‘chl : Rtx-1 (0.25mm>30m, 1 um)
0.5 L 3 1.200 150 (2min)-20 /min-180
P 4 L.BDD | [2 /min-210 (O min)-10 /min-280
0.0 == i ] . (0 1uL
E-GT 1.0 2.0 200
[#10° 0]

(0 min)-
(4.5 min)

I







(Mng/L) S.D.(Mg/L) CV %
1. 44 1.12 0.226 20.2
2. 5 80 1.09 0.201 18.4
3. 10 35 1.03 0.235 22.8
4. 10 11 1.14 0.397 34.7
(

(Mng/L) S.D.(Mg/L) CV %
1. 56 3.30 0.378 11.4
2. 5 76 3.39 0.556 16.4
3. 10 32 3.40 0.576 17.0
4. 10 7 3.13 0.715 22.8
(




(Hng/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
(Mg/L) S.D.(Mg/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




(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 - -
(

(pMg/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 - -
(




( 2

(jg/L) |S.D.(jg/L) CV %

1.

1.1 10 11 | 1.12 0.325 29.1
1.2 10 30 46 | 1.09 0.253 23.1
1.3 30 60 40 | 1.07 0.232 21.7
1.4 60 ( 180 ) 16 | 1.01 0.171 16.9
2.

2.1 10 6 | 1.11 0.445 40.1
2.2 10 30 35 | 1.07 0.264 24.7
2.3 30 60 1 |1.34 - -
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 )




=

10 285 (0.0040mg/L |[0.00331mg/L 35.6
281 (0.040 mg/L |[0.0362 mg/L 33.9
226 (0.011 mg/L |[0.00942mg/L 32.5
11 152 |0.025 mg/L |0.0223 mg/L 29.5
205 (0.0085mg/L |[0.00825mg/L 26.5
55 |0.070 mg/L |0.0528 mg/L 45.3
14 24 10.034 pg/L [0.0384pg/L 33.2
19 |p,p ~-DDE 41 (0.18 pg/L |[0.173 pg/L 17.5
p,p ~-DDD 40 |(0.12 pg/L |(0.118 pag/L 17.5
20 (p,p =-DDE 48 (0.084pg/L |0.0756pag/L 12.0 (H19 )
p,p ~-DDD 49 |0.066pag/7L |0.0625p97L 17.3 0.img/L
22 178 (3.5 pMg/L [3.45 pg/L 29.5
177 (4.2 pg/L [(4.14 pg/L 16.0
23 188 |- 1.08 pg/L 20.9 (H22 )
190 (3.3 pg/L [3.36 pg/L 15.9 (
)

(

)




GC/MS




GC/MS




PFOS

PFOA



PFOS PFOA

H23 H22

( ) ( )
PFOS 1.39 ng/L | 35 5.74ng/L | 154 0.04ng/L
PFOA | 2.49 ng/L | 36 §.98ng/L | 128 0.07ng/L

PFOS(67 33 ) |PFOS(99 )

PFOA(99 ) N\ | PFOA(99 )

PFHXS PFHpA PFNA  \ \\

PFDA PFUA PFDOA \\\\

H23

22 \\\\‘\\\\\\

N\

PFOS ]




PFOS

«—

PFOA

1 <« 4mol/L

0.1mL

l

0.5mL

LC/MS

5mL

10mL

LC/MS/MS

10ng/mL 100 L
500aL pH 3.5

/ 1:4v/v 5nmL
/ 1:1v/v



PFOS PFOA

Grubbs
ce 0 0 | 0 | 0.0(0.0
40 0 2 | 2 | 5.0(5.0)




PFOS PFOA

Grubbs

0.486 2.30 1.39

1.74 3.56 2.65




PFOS PFOA

S.D. CV % ( )
PFOS 39| 1.39 0.300 | 21.5|1.01 2.13 1.31
39| 1.39 0.300 | 21.5(1.01 2.13 1.31 |1.39
PFOA 40| 2.75 0.568 | 20.7|2.05 5.46 2.61
38| 2.65 0.301 | 11.4|2.05 3.44 2.61 |2.49

ND




(PFOS PFOA)

80
70 [
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1.39ng/L) 30 |
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05 15

1
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(PFOS PFOA)

PFOA
Grubbs 4.0ng/L PFOS
(

)
PFOA
Grubbs 5.3ng/L
(

)




(PFOS PFOA)

Reiafr'.;é Abundance

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

PFOS
1.06ng/L

Relalive Abundance
o
e ]
N [

| 413.0 > 369.0

;Exﬂ}zi 4

a 9.5 3
Acquisition Time (min)

S S

| PFOA
2.57ng/L |

Acquisition Time (min)

PFOS PFOA
1.25ng/L 2.61ng/L
m/z 499
m/z 413
om0 ->m/z 369
N,
L O |

: 2mmx100mm, ODS
:A: 10mM 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

12004
11004
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 PFOA)

S/N

PFOS 12499 PFOA PEOA 12013
PFOS m/z PFOA m/z
17 PFOS ->m/z 80 _ 695 3.98ng/L >m/z 369
%0 2.02ng/L 90| ( A)

— min

3.48 308 663

10.51.11.06 12.60

17.51.18.35 19.48

— min

: 2.1mmx50mm, ODS

: B:50-80%(1->10min)

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

:0.2mL/min

: 2.1mmx100mm, Cq

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

ODS

LC/MS/MS

#99,7 (OCYTIT 1OTE 1301 5)  APLES Neg, SN, Frag: var <
m/z 499 5 -
o PFOS 1.08ng/L '
5000 T s /|
OV S . S
e I st pR— o
5 o 15 o
/ TAi3.7 eTITTVSE TIN5 APIES, Neg. SIF, fiag Var — -
ol M/2413 @
e t PFOA 2.05ng/L
106 ’____”j"“,\,,A;”F’VVﬂ7<7, \\,k i,
e : e
5 19 1% 20

LC/MS




(PFOS PFOA)

PFOS(499)C8 - 7 Levels, 7 Levels Used, 7 Points, 7 Points Used, 0 QCs
é’;‘ x10 1
5 11
1.05

i y=0.8921 * x PFOS
ol RA2 = 0.99963009

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 Respol

y=0.0833x-0.0104

3 L

Arag Ratie

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

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







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\
C 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 - - -
C ) )




PFOS

CV(%)

| 1

—




B/A | CV
A ng/L |B ng/L
2| 36 | 5.74 6.02 |1.05( 23.5 |(H23 H22 )
23 | 39 | 1.39 1.39 |1.00|] 21.5 | H23 (PAHIXS PFHp
22 | 36 | 8.98 9.25 |1.03] 11.2 (A PRNA PFDA PFUdA PFDoA)
23 | 38 | 2.49 2.65 [1.06| 11.4 | PROS H22( ) H23(
)
PFOA H22 H23




PFOS PFOA



PFOS PFOA

vV 0
—

O

» PFOS

> PFOS PFOS

> PFOS 0.04ng/L PFOA
0.07ng/L



