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LC/MS/MS
ESI-negative

KEEM [l 48 #h H B = e

100~500 mL HLB+WAX A& /—JL,3mL BFEMSIH, 1mL

(518) 0.1%-7 >E =77 7K/MeOH, 3 mL
LC/MSHITE &
LC : Shimadz LC-20AD & 1) —X
FAE : 5ul JiE: 0.2 mL/min
£ 848 10mM BFER 7 V&= LKBRE/T7E = kY J)L(gradient)
ho L . Inertsil ODS-3 (150 mm, 2.1 mm ®, 5 um)
MS . Applide biosystems 3200
A4k ESIRATaT A4 LEE : -4500V

FIEE—F : SRM A4+ {LBE :400C 4
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MDL" EZR—A% EZR—A%

No. feEm 0 VR TRESE e VR TRECR

(m/z) (m/z) (m/z) (m/z)
1 PFBA 0.21 212.8 169.1 (1) BC*PFHxA 314.8 269.7
2 PFPA 0.23 262.8 219.1
3 PFHxA 0.12 312.8 268.8
4  PFHpA 0.08 362.8 169.0
5 PFOA 0.17 412.8 3689  (2) c,-PFOA 416.9 372.0
6 PFNA 0.13 462.9 4189  (3) “C.-PFNA 467.7 423.1
7 PFDA 0.10 512.8 4689  (4) “C,-PFDA 514.8 470.0
8 PFUnDA 0.26 562.9 5189  (5) °C,-PFUnDA 564.9 519.6
9 PFDoDA 0.21 612.9 569.0  (6) “C,-PFDoDA 614.8 569.6
10 PFTrDA 0.22 662.9 618.8
11 PFTeDA 0.10 712.9 668.9
12 PFHxDA 0.09 812.9 768.8
13 PFBS 0.10 298.8 80.0  (7) '0,-PFHxS 402.6 84.1
14 PFHXxS 0.07 398.8 80.0
15 PFOS 0.06 498.9 798  (8) '*C,-PFOS 500 8 8010
16 PFDS 0.05 598.9 79.8
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B RITH 1+ SHPFCsIREDFHE

PFHXA PFHpA PFOA PFNA PFDA

No.1 | No.3 | No.4 | No.5 | No.1 | No.3 | No.4 | No.5 | No.1 | No.3 | No.4 | No.5 | No.l | No.3 | No.4 | No.5 ] No.l | No.3 | No.4 | No.5

PFHXA | No.1 1

No.3| 0.18| 1.00

No4l 010 067 | 1.00

No.5| 0.16| 0.60| 0.92 | 1.00

PFHpA | No.11 086 | -0.16 | -0.37 | -0.18 | 1.00

No3| 0.97|-0.07| 0.23| 0.23]-0.30| 1.00

No4| 0o98|-0.10| 0.24| 0.21]-0.15| 0.97| 1.00

No.5| 0.95| -0.16| 0.08| 0.08| 0.22| 0.98| 0.98| 1.00

PFOA | No.l1l 21| 0.19|-0.21| -0.08| 0.85| -0.24 | -0.20 | -0.05| 1.00

No3|.0.23| 0.27| 053 | 0.76]-0.31| 0.11| 0.07| 0.00| 0.29 | 1.00

No4l 008| 0.20| 051| 0.72]|-0.15 0.12| 0.10| 0.03| 059 0.99| 1.00

NoS| .0.23| 0.23| 044 | 064 0.14| 0.08| 005 0.02]| 0.78| 1.00| 0.97| 1.00

PENA | No.1l 923 | -0.01|-0.23| -0.19| 0.79| -0.30 | -0.18 | -0.03| 0.93 | -0.25| 0.44| 0.65| 1.00

No.3| 0.04| 0.01| 046| 0.24] 0.00| 0.15| 0.19| 0.11] 0.08| -0.20 | -0.17 | -0.21| 0.21| 1.00

No4] 030 -0.28| -0.07 | -0.11| 0.40 | 0.47 | 040 | 0.54| 0.56 -0.05| 0.02| 0.14| 0.73 | 0.48| 1.00

No5| .0.38| -0.04| -0.19 | -0.24| 0.31| -0.44 | -0.25| -0.10]| 0.70 | -0.11 | -0.06 | 0.12| 0.78| 0.59| 0.70| 1.00

PFDA | No.1l 46| 0.15|-0.93 -0.59| 0.69 | -0.45| -0.40 | -0.27| 0.98 0.02| 055| 0.72| 0.93| 0.84| 0.64| 0.86 1

No.3| 020| 0.25| 0.31| 0.38]-0.25| 0.08 | -0.07 | -0.12| 0.07| 0.22| 0.18| 0.20] -0.14| 0.36 | -0.14| 0.55]| 0.18| 1.00

No4| 012| 0.24| 054 | 053] -0.28 0.09| 0.05|-0.02| 003 0.24| 0.25| 0.24|-0.02 0.68| 0.15| 0.34| 0.28 0.82| 1.00

NoS| .0.24| 0.18| 0.07| 0.15]-0.20| -0.01 | -0.18 | -0.17| 0.10 | 0.01| -0.05| 0.00| -0.09 | 0.26 | -0.12 | 0.33]| 0.11| 0.96 | 0.70 | 1.00




PFHXATEE DR

(PFHXA/PFOA)

PFHXA

—

30000

10000

8351107
K S3T10C
H T35 T10C
K 2140102
K 835010¢
K S35010¢

K 2350102
K 216007
H 835600¢
K 0T25800¢

K TT5£007

K L35200C

(Ratio)




o o
o o
S 2 <
S S E;
< N o —
H 845110
Avm HS$T10C
I
L H 451102
o
K ¢T450T0¢
H845010¢
= S S S S K S450T0¢
) © < ~ o & <
£ z H ¢35010¢
H8T107 &
H ¢T35600C
S TT0?
HS% K 8256007
| <,
A E ¢ T10¢ X NMV H0T4800¢
| a
| ) 7
H¢l4010 33339 H TT45L00¢
| [ ] ” 1
#rxﬂ E 8450107 + + (IR H L35,00C
ﬁ_& m\\\\\\,\\\\\.\,\w ,
M H S45010¢ m m m m °© T
M hrd o o o o %
I a geotor ¥ ™ N o =
o m
o
S H ZT=45600¢
. i
’_ H 85600C e
<
K0T =5800¢ T
L
S 3 o
2 2 K 11254002 o
tH :
H L25£00C =
=) o o o o =)
(=] o o o e}
o o o o ©
o o o o o
< ™ N — —




= o
o o .
S S 2
S S £
l
— 835110
<
ANn m.u HS31T0C
LL (a
N
o <C HZT10C
=z
LL
a K 21350107
4.. K 835010C
o o o o — S =
g & & 8 =) L{S250T0T
0 \e) <t ~ Wo
= L{245010C
K8 TI0 &
K ZT35600¢
H SHTTC
“““““““ 835600
¢ KT T1( 5
i K0T 45800¢
< |
Heixol 2233
< === HTT=5£00C
i £{8250TC + + |
g f : L L25£00T
< H S3501C | | =
O o o o o o ]
| o H 2250
[a .
o
= H ¢T35600C
il
¢ K 8256007 T
| S =
| o | E0T35800C I
< L
” O O o O,
TT T L TT45L002 3
i N
L L L 45002
4 5
o o o o s}
< o ~N — Wa



1,500

1,000

500

—+—PFHXA —=—PFHpA —+—PFDA —=— PFOA

No.6

11§ 11§
— o
i i
# #
N~ o0
o o
o o
(@] (V]

~— PFNA
30,000
#TF/K (No.6, No.7)
_ B
20,000 1= B H- é PFCS;EE*E@
10,000
0
o
o0
I (ng/L)
=
—+—PFHXA —=—PFHpA —=—PFNA ——PFDA —=— PFOA
600 30,000
400 20,000
200 | 10,000
0 o — e, o 0
(ng/L)

2007%118

20085108 |

2009488
2010588
201158 A




Intensity, cps

PFOSEMEAEIZDINT

3504

300 -

2504

2004

1504

100 1

504

2008410H

201048 H

20115 8H

11.57
7435 2188
_—— 2131 00
o0 ] 1706
A000 1
201068 Hitotu-ya 00
5000 4 00
11.06 2 wn | -
- 4000
jon)
*g 100 4
H 30004 1001
300
=
2000 4 -
7.9ng/L 5.3ng/Lm: 5ng/LFEE
100
1000
N 2084 00 16.14
M
0’1. A b fhp b nl""lxl b nﬁ.r'l!ﬂv..f‘\np-.mnrqnﬂﬁ.n ol , . . : . . 0 dg . . . ,Jn'% . . A . h
7 g 9 m 11 12 13 14 15 13 19 a0 2l 22 et 4 140 143 150 155 160 165 170 175 180 185 190 195 200
Tire, Tain Time, min

Time, min

PFOA:23000ng/L

17000ng/L

#h T 7K-No.6

10000ng/LFEFE

13



Intensity, cps

PFOSEMEMAIZDINT

20074114

2007411
334 =

S30ed{  rminami-befu

2 54

1.5ed 4

e 46ng/L

50000 4

.56,
) hy,
oo r r P e

+ 12004

" 1oo0d

PFOA:26000ng/L

2008%E10H

2000 4 1158
1200 4
1600 4

1400 4 1107

300 4
600 4

400 4

60ng/L

7 8 9 1@ 11 12 13
Tizce, tuin

18000ng/L

#h T 7K-No.7

Intensity, cps

2.0e4 4

1.5e4 4

1.0e4 4

50000 4

0o

20115 8H

17.00
1652,

40ng/LIEE

14

15 16 17 18 19 20 21

Tirne, roin

10000ng/L T2

14



(2) #FKIZH TS PFCSIRE
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