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OE ARSCHEST T T AR 3% 5 B Ultivo SR U6 DU AR T BT 3% 156 FH 45 AR 2 RS K iR - g
EHER (PFOA) A HELERERR (PFOS) A9 7772 AR AT 4 ERE 5 43 S 28 R B AR US| 255 1 B8 155 i
HE S R R B R BaA T . 7E 0.5—200 pg- L' WP, PFOA Fl PROS Ay R K 47, [3119
FHORT 0997,k PFOA F1 PFOS [ HBR4514 0.1 ng+ L™ A1 0.3 ng- L7 I H RN 4 ng-kg ™' F
7 ng-kg™' . PFOA 1 PFOS 7E £l 7K | b 32 A R ZK FL B b 4 38l IRLCR 53 5 A+ 88.4%—98.8% Fll 88.0%—
97.3% 2 18], MIX R eI 22 (RSD ,n=6) /NTF 14%. —FTE2sE = AR A FE I8 5 1 [0 R 23 34 F 98.6%—
113%7#1 96.8%—111% 22 [ ,RSD /NF 7% G552 i ik R L e ol 5, 7T LI R A BEK 5 H 3840 B
S PFOA F1 PFOS fity Wil 2k .

KGR LR (PFOA) , RIERERIR (PFOS) WIS BRI R i, /K, 4.

Determination of perfluorooctanoic acid and perfluorooctanesulfonates
in environmental water and soil matrixes using ultra high performance liquid
chromatography coupled with state-of-art tandem quadrupole mass spectrometry
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Abstract: To establish determination of perfluorooctanoic acid and perfluorooctanesulfonates in environmental water
and soil matrixes using ultra high performance liquid chromatography coupled with state-of-art tandem quadrupole
mass spectrometry, In the range of 0.5—200 mg-L™", the linear response of PFOA and PFOS is good, and the
regression coefficient is greater than 0.997. The detection limits of water samples PFOA and PFOS were 0.1 and
0.3 ng-L™", respectively; the soil detection limits were 4 and 7 ng-kg™", respectively. The recovery rates of PFOA and
PFOS in pure water, surface water and wastewater matrix were between 90.7%—98.8% and 88.0%—97.3%, respectively,
and the relative standard deviation (RSD, n=6) was less than 14%. The recoveries of the two in blank soil, farm soil and
sediment were between 98.6%—113% and 96.8%—111%, respectively, and the RSD was less than 7%.
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I EIUE.

o ER AL S B PR R 3 AR SRAH R E SRR SR A& & BT PFOA 1 PFOS 28 8. H K it & B
T 2016 AEEEEAT T & PFOA Hl PFOS Rl il Am i Jr i, B TS 2075 B BREE A0 BT b 24 o (R Gl o7 v B, Sy ik
— 19 IR TTA R B SR ) 2 B 4t T A R 2 A A

B T e R BOR e R A R VBORE €2 3% R B DO AT ST R 125 (LC-MS/MS) # ) VZ W JI T* PFOA \PFOS FIILAS ) 45
Wk T $85 LC-MS/MS (106 0 A 25 R0 T Sk | 61 B AH €03 O B3 RN 55 B B8 7 38 48 ( WA X)) HILER e A At 32 4
SR RTALER , LS E SRR AR H R A WAX AR AR pH B f il B AR #e i b a0 B8 fE 1, e ok RE & +
HEPR IR Y & AL FERBUR M RE AR LT, SN 1948 25 8] 5 BB AE , JT & 3k 188 = B50RUAH 4 1% ( UHPLC ) -3 284 £ B DU A
FF 1% (Ultivo MS/MS) B Fa A6l 7 k.

1 ZIEEs
L1 AR GG SR

WRIBFUY (1290 Infinity 1T UHPLC-Ultivo QQQ, 5[ Agilent 23] ) ; FIAIZEHCH & F 85 O ( 35 - Sigma A F) ) 3 KA
(2 Organomation A ) ) s WEMIRS) 28 (FERE IKA A ;Milli-Q B4k (22 Millipore 27 ; FRiES PFOA PFOS K °C
[l ZHRER VLG C,-PFOA P C,-PFOA F1°C,-PFOS, ¥4 50 pg-ml™" , FABSSATR (INEE K Wellington Laboratories ) . S5 Ff
FHERILYS S R PIR (PP) B . 5296 I B 0 L LR | SRR UK (W% = 25% ) S i 28 ( 36 ) Fisher 23R ) 5 2896 K 28
Milli-Q FREALABAIK (HFEZ 182 MQ-cm) s WAX BEHHZEIE (150 mg/6 mL, 26 Agilent A H]).
1.2 BEACRESRA

i3 K I 7K 0 531 2R 1 5 b A 0T 300 R Tl B /K HE K 1T, - 33 0 SR SR B i B A7 2 I8 GB 17378.3 il HI/T 166
— JBEPERLAE SRAERURE A2 i B JETE 4 °C N REGIRAT, 2 JE P9 5E BURR S RT AL R AN H P58 BEE ST
1.3 FEARTA I

B 500 mL ZKFE A 10 ng ®C,-PFOA & 10 ng ®C,-PFOS bR {04y , 1R 51 )5 20 D yg A k. 4R 5 F 4 i LA 3—
5 mL-min" B9 FEEE S TICL 0.5% Z K PR BB AR E LA WAX A ERESEEL)S IR UCR ] 8 mL #84li/K A
8 mL ZFRZE MR (pH=4) IR¥b/M:, B T4 1 h R, 8 m F gt /M, SR 4ntik v Y 06 6 mLL 0.5% 2K B i
VWM /IVEE | AR PRI B R 45 2205 T SR E AL 10/ng B C,-PFOA [ I B E 45 % 1 mL, 28 0.22 pm JEME I JE S
RS % 2 mL PP—# B Ay HEREIE AR

TR T YR 432 8 HY 613—2011 347002 HEFAFREL 5.00 g B3 TRES B T BLOE S, A 10 ng P C,-PFOA
J2 10 ng P C,-PFOS FRAERLH A 10 mL FFRK B (V/V, 1:1) IR FER SIS 2 T 200 remin ' 235 30 min % 6 F#
AL 30 min (6000 remin™ B0 5 min e EEWRCE R 3 K, AT EEWR, KRR E R B EILT 10%.8)5 3 1
KBTI AL B 4R

X FARUES INEE b, 25 58 B R BERE 5 H PROA/PROS 1155 B3 YR BE AR 25 55K, SE 56 Hp BT X6 A [ 35 5 SR FHAS [) 1) 928 o e
B Al K BRI :2.5.40.0,200 ng- L7 ; #1 £ /K . 2.5.40.0 ng- L' JE /K : 200 ng-L7'. 55 (4 L8 (4 FERD) .0.5.5.0,
20.0 pg kg™ 3 AR H AN KIRYE ;5.0.20.0 pg- kg™ AR EEKE-EE 6 YOI AE AR b 78 /KRR 2 8 B 4R $2 Ui
AR HEAT AR B SR TR ad .
1.4 WM &I

S8R ] Poroshell 120 EC-C18 fa38%43: (2.1 x 100 mm, 2.7 pm, 35 E Agilent 237)) , K1 35 °C, #FHAT 5.0 pL. i3
AH A 2 2.0 mmol - L™ W Z R EK VAW ; B S 2 3 3K 0.30 mL-min™ B BRI F AN T .0—3 min, B MM 30% 2
T+#] 65% ;3—4 min, B FLEFFLE 65% ;4—5 min, B AHZM:THE] 100% , 4E55 3 min. ES0 A B SEAGTR A4 3 min, (3% H: 5
HR VR 2 Fh 0 O P 55 B T ORI A B T RS SR AR SR 1A B F 2 IR M DU ( MRM) A0 B F IR S BN R . TR AR
325 °C; A 6 mL-min™' ; ZALA T 30 psi; BEFAIREE 350 C; ¥HMAME 11 mL-min™' ; BAIE HE 2500 VB
WEHLE O V;CAV BLE 9 V.PFOA PFOS K HL[RI K FARAT MRM RESHULE 1.

&1 PFOA Fil PFOS KH[F NI NFRAY MRM REESH
Table 1 MRM mass spectrometric acquisition parameters of PFOA and PFOS

e BB F (m/2) FEF(m/2) 43N VAY e ATATVAY T ]/ ms
PFOA 413 369 * /169 80 1*/12 30
13C,-PFOA 415 370" /169 80 1*/12 30
13C,-PFOA 417 372% /169 80 1%/12 30
PFOS 499 99* /80 190 52* /68 30
3¢,-PFOS 503 99* /80 190 52% /68 30

T = [ARERH T
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AR S T AT TSR B H AR A A [ M-H ] RERS T, 40 0 A6 T 404 B 28 el R R Fl 1 ik
iR T R g e A T S R e AR O 1 23 T A S e FE PR AL DAL S B SO
T VAEFER TSRO T 4 C18 QAN LiE/ IR K IR R R BEAT 7085, W 1 s, HARE G 7E 5 min
SR 2

PFOA x102| PFOS
X10%
1.0 F
‘\‘\‘ 7 413.0->369.0 499.0->99.0
05 U as0s1600 o5 499.0->80.0
|| 3.0- k :
o Ink
g5 L 0 - .
% 13C,-PFOA 13C,-PFOS
= X103 + x102| ¥
|
I
Il H/v 417.0->372.0 4+ 503.0->99.0
I 2t 503.0-80.0 «—J|
| |_~417.0>169.0
0 _ 1 — ﬁ'—i S S _ e 0 I I I 1
25 3.0 35 4.0 25 3.0 35 4.0
{R B B 1H] /min A 83 B5F ] /min

B 1 PFOA 1 PFOS K H: R Z AR (°C,-PFOA " C,-PFOS) HY4RHL MRM {1 [%]
Fig.1 MRM chromatograms of PFOA and PFOS

X TAlK S B BT, 5 min A% BEAR T BRI 2 03 T 2K 5 (X T K FIR IR 45 52 e T, 2 B An Ak & i 1 34T
Joi , R AL ZAEVERE 3 min, RUPTRESEZE B L FR I H (i A N SR R G5 PROA/PROS A R4S , 1T LATE BERE RS T HR e — 32
AH R ECRY 54 Kok A LC R THRP#ATIIAR WL S BARY 4 25, KB T4, S5 BARb & 90 i v o
2.2 :HERE TR BERR

BRI BT K 1 TOC & =5 H KA i fE M8+ PFOA J PFOS MR BU R AT /%R T
3% 3 AR IEFDH RIS R T, YR INbR N 5 pg kg ' PFOA K PFOS #EFFIE. % 1L T 3% 1% M b s W Ay =X
HIBR IR G5 1 o, B RR 5 X AR BOCR ¥ K T 80%,, ¥R I 2 /M Bk % F TOC A &, 92043 il 1% 4% TOC &
0.81% .1.17% 2.40%<5 3 Fh 2SR () - ewe 5 AT a3t 25 S S - SR BUAR PR 58 I, R TOC & 2 119 e B
BB 2 R R TR BUAT , e T K AR (V/V, /1) B 1%KOH 7K 1% KOH H /KB (V/V,1/1) |
19%KOH HIEE3L 6 R 3 A58 45 R WK, S AW BER 4 P58 PFOA K PFOS B4R AR KT 80% , A
B HEER R 3 PFOS AYSRBGECERAN T 10% .55 31, KOH AT 2 BOSCR BEAT 35 PR i Ho v B B
PRI AR v Ml 222 /N4l P BB 5 T S 2o Y s AR B LA 20 T 1 O 22 5 S A00 H xe T s B 2 AR 5 3
PP EOK W ANE N PFOA & PEOS B4R % 7.
2.3 K5 RO AR AR Pk

SFAES T EIAHAE I (WAX) AE7E pH 4.0 B X%} PFOA & PFOS A2 B RE AR5 , #E S & S5 , [ pH 4.0 (WZE i Ak
)5, PFOA/PFOS 54 it it A A 7 O B AE A DR A P AR BsEgp st AT A 2B i i T4 Fn 2 5, T A 0.59% 20K HF it
VRIBEALIBOH: IR L W T, 7T LA R 47 1Tl PFOA/PFOS. Zeadt t Ak, 264 8 mL HY AR itk i 7. 38 2k 43 B PFOA J% PFOS
1 0.5% 2K FEEH P M Z: (B 2) ,4 mL B BARfb A RIBCRIEA TR B 100%. 75 JEAHLK Y 25 5, %8 6 mL 0.5% &
K AR S PRI AR,
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Fig.2 Elution curve of PFOA and PFOS
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2.4 RIEMNE 507 2k R

SR R B R BT R i, 76 0.50 pg- L7 E 200 pg- L™ AL PFOA Il PROS Ay 2R PE R4, 813 R 4k
] 0.997( W3 2) ; IEARES TN (KERE 2.5 ng- L', £3% 0.50 pg-kg™') T A EI%RIAMER SN 3 BT R 1) 3
BE AR A BRI ng- LUK (R 2).

3R 2 PFOA Fil PFOS BYZRIEI R S Ad th R
Table 2 R?>,LOD and linear range of PFOA and PFOS

Py . BUES R HiR(LOD)
SHT = PO [T , -

(pg-L7) (r*) K/ (ng-L71) +3¢/ (ng-kg™")
PFOA 0.50—200 Y=0.991860X+0.72707 0.9971 0.1 4
PFOS 0.50—200 Y=0.989824X+0.013012 0.9971 0.3 7

T e BRUERE IEVE R P 43 BT 40 55 5% 7 PR A9 7 32 LU AL o oSS TE T VR R AT 00 253 X IO PR s ) €633 0 T R ) L £
2.5 5 R RO 2

S 43 S BE R4S Bl KRN A+ H A S B ORITAN J7 vk B HERR RIS 2% 8. N 3% 3 B, AE ARy 3 AN MR JK -, PFOA
FESEA T AR 91.1%—94.1% , M AR (R 2% (RSD) 1.3%—4.8% 2 ] ; PFOS 1) [AII5 %.7E 88.09%—93.8% , RSD 7E
0.8%—35.3% 2 I] X} T Hiu 3 K R K ZEAR R AR ANHR BE R, PFOA F1 PFOS (14 [FTCR 43514 T 88.4%—98.8% F190.8% —
97.3% 28] ,RSD 5354 F 2.2%—14%F1 0.9%—4.1%Z [Al. %t F 25 A+ RS IR TE, 7E A R AES vk BT, PROA 19
JNEBCRA T 98.6%—113% ,RSD 4+ F 0.6%—5.7% ; PFOS HIES I [FNCR 1E 96.8%—111% 220 ,RSD 4 F 0.4%—6.6%.
DL 85 RG] AR 07 vk B v PT SE HA T 25 2B K S R TR Y PROA il PFOS.

R 3 AFOREKS LR AN RO R
Table 3 Recoveries and RSD of PFOA and PFOS

R KT rro Pros
IR/ % RSD/ % IR/ % RSD/%

2.5 ng-L™! 91.1 2.6 88.0 5.3
KEH 40 ng-1.7! 94.1 1.3 93.4 0.8
200 ng-L™! 92.0 4.8 93.8 5.3
2.5 ng-L7! 90.7 14 95.5 4.1
(KIS 40 ng-1”! 88.4 3.5 90.8 0.9
JEAK 200 ng-1.”! 98.8 2.2 97.3 2.0
0.50 pg-kg™! 113 1.2 111 0.7
+%=H 5.0 pg-kg™! 101 0.6 99.5 1.5
20 pg-kg™! 98.9 0.6 98.6 0.8
B 5.0 pgekg™! 103 1.8 97.6 0.4
45 2001g-kg ! 98.6 0.9 96.8 2.9
= 5.0 pg-kg™! 103 4.2 102 2.2
i 20 pig- ke 104 5.7 103 6.6

2.6 SERREES AT

it FHAS 7 g e A6 BT X K 3K B 11 R TR HEAT T . W 4 SRR A b Tl X M R K Bl TR K
PFOA F PFOS (5% B K AL F LB LA ng LR K-, 5275 YRR BE R ; Jl i M X 1 + 38 Je U o PROA J¢ PFOS
KRG EIAR .

3 it

7 FH 55 B B A 3t A TR il T AL B, 245 5 M i BSOS AT B Y Ultivo — T DUAR AT BEH AR | R0 240 R
EMRBE KRS 3 PFOA #1 PFOS. »z%zﬂﬁ MEEIFEBRE IR TP R T, R S ML 5, DR
RIS % P A7 B 8 R, T T ERB KR S 1L R & PFOA A1 PFOS A9 44T
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