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SIAMTTIREAR, 7T 20

KB MAHERE - S HEPURATIE; SRbE A e,

(T

R SAL S (PFASs ) J&— K& b
B (CFon) AR SS ', FhEC-F i
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AR O et Bk N s, B
FAE AR A L A WA o B A
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WERME ST, BRI, SRAZOTRNE 13 PFASs 1
AW RE FEVERE e AR TE . PRI, ASHIF 9T R A H e
P A e 24 Fh PFASs, ARG - =&
PUBAT itk (LC-TQMS ) g Hodr i, XA
B FEHEATIPE , B SEO OGRS i, e izl
TR AR T AR R S

| RS

IR wilEE T

L1l EZH
RARRW . 2T HERIR (PFBA) . 2Rk
IR (PFPeA) . &R ORI (PFHxA ) . 4%
BEleRR (PFHpA ) . &FFELEARIR (PFOA) . 4
T BER MR (PFNA) . 29 S LR R (PFDA) |
LRt — kiR (PFUnDA) . &8 T %
% (PFDoDA ). 23 T = Hi R R (PFTDA) . &
S DU ke R IR (PFTeDA ) . 4 FIE TN R IR
(PFHxDA ) . 2% 1E+/\kEfR (PFODA) . &% T
PEETR (PFBS) . 4% 2R EHR (PFHXS ) . 2%
FLEMi R (PFOS) . 2B LifiiR (PFDS) . 4
B -3,7- W AR (PF-3,7-DMOA ) . & &%
HEWE R (PFPeS) . 1H,1H,2H,2H- 4> % 2% L i iR
(8-2FTS) . 49 B FILMi 2 (PFHpS) . 4= 9 T b
i (PFNS) . 1H,1H,2H,2H- & CLeifiie (4-
2FTS) . 1H,1H,2H,2H- &5 Rl (6-2FTS)
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W 1 KR R R A R A

Hofl. HEE, MS%, HEGANHE; LML,
HPLC %, #HFHYE; NG, MS %, JHHEAF;
SERS KR B 4tk o
112 EFUL

SCIEX Tripley Quad TM 5500+ System Y& AH 2,31 —
= DU RS AL, SCIEX /A 75 Sorvall LYNX400
Y i 3 B0 AL, Thermo Scientifi 23 7] 5 KQ-100DB
PTG TEAS, RS R 5 IR A A FR A HD
Poroshell 120 EC-C18 2.7 pm (2.1 mm x 50 mm ) iR
HE, ZEHEAT]; 16 D EFHAERUY, AT,
1.2 PFASs MY$2HCS I
1.2.1  brife g2

s o V5 B 2 38 1 A W TR B VA TR (1000
mg + L), SCESHTEE 10 pL FRfEEHRE 10 mL 45
wi, MM ERZEZ IS, RAG B bR
W (1mg - L7, Bl EEC2, 5, 10, 20, 50,
100, 200. 500. 1000, 2000 wL [ H 6] B 4 % W
T 10 mL M E RIS, O EREZE 55,
Gy ARAS bR AE I 2 TAE S BRI (0.2, 0.5, 1,
2. 5. 10, 20, 50, 100, 200 pg - L")
122 AEFTALIE S

B & 1) R S, BFEE, a0 (0149
mm) 5, WEBAFREL10 g ( 001 g) 1 i J5 FUAE i,
JIA 25 mL HEEEF PR 2K, B0y, B DIEVR,
SRR, B E TR 3 R, AT TR, Ak
il , THPEERZE 1ml, it 022 wm LIRS
UEJE R LC-TQMS X} 3t i i A T e = bt o
1.2.3  AXER b 554

RS, BERERE 1 pl, KRR 40°C, Wik 0.3
mL « min~' ., WBEIAH ZHE (A) F1'5S mmol - L™ i
FRE /KR (B) . VRRRFINER 1 iR,

1 RIEREERR S

HiF ] pITRLS L R OK I
(min) (mL - min™") (%) (%)
0~ 14 0.3 20 80
14 ~ 16 0.3 90 10
16 ~ 20 0.3 20 80

B A TEME TR, BFmiEg
JE 4500 V, B FIRIEE 500°C, FAL S E N 50
mL * min”, FHEESHEN 40 mL - min"', BLHS
BETE W 2,
— 256 —

®2 RESH

. HREF FET ZUEEE R
Bz N N

(m-z") (m-z") (V) (V)

PFBA 213 169 40 13
PFPeA 263 219 40 10
PFHxA 313 269 45 13
PFHpA 363 319 30 14
PFOA 413 369 40 14
PFNA 463 419 35 16
PFDA 513 469 40 18
PFUnDA 563 519 70 16
PFDoDA 619 569 70 18
PFTrDA 663 619 65 20
PFTeDA 713 669 85 20
PFHxDA 813 769 90 90
PFODA 913 869 40 25
PFBS 299 80 90 90
PFHxS 399 80 90 90
PFOS 499 80 105 110
PFDS 599 80 120 124
PF-3,7-DMOA 513 469 50 16
PFPeS 349 80 120 70
8-2FTS 527 507 75 28
PFHpS 449 80 150 106
PEFNS 549 80 170 120
4-2FTS 327 307 115 34
6-2FTS 427 407 145 40

1.3 AR
3t PRASs (AT
CoV .
W=—-x10 (1)
M

A, W 4 h PFASs B9 & &, ng - kg''s
Co A A HE O S0 - 24 W B, ng - mL
M EFERREUT o5 V MARBORIAFL, mL.
L4 T E R

HR A5 S 90 5 e A A, SR ] LC-TQMS
FE I PFASs AT AN 2 B VR T AR VA TR e
il ARHEM IS . RPBOR TR . B
HAG WG SR NSRS, IR 3,

%3 XRERRE R

S 5 25
B e Uy (C) B
P& U, (S) A

SRR AR U (V) B
T rERR U (M) B
GivzRllhny u.s (R) A

T [ S U6 (1) A

S

(T
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2 ERS5H5H

TR A AR A 2
PRI 5 LA AN 2 B2

i o v W TE ) 2ok A2 e, AT 2] 10 mL A 2%
FREEABRIT 11K, 1 ~ 10 pL A JHE W 4 3 1k,
10 ~ 100 pL AT JEFE W 4% 4 K, 100 ~ 1000 wL 7]
PRSI AS 4 Ko

BRI EC ] 5 1A AR SRR AT 22 B vh
25 bR 25 AR AR AL R BURTRE Ak I A Ak, 4%
X (2) AT, RS RIENE 4.

2.1
2.1.1

n [(axAtxV)? (AV)?
urel(V>_V/\/[ K, ] +(k2) (2)
urel.l(c>: Zurel (Vi)z (3)
iz

A (2)(3) W, n hE A HREG m b E sl
25 o HEWEBRIEIK R, BRI
1.37x107°°C ™' At IR AR L, BUS5°C 5 AV A%
AR A2, mL; k. k WEEH T, RS
MEN/3 5V AEREGERA, mL,

R4 REHEZMESINNAHEE

fren AL ZE A2 (ml) U, U
10 mL A 45w 11 +0.020 0.0453
1 ~ 10 pL A PRSI e 3 +0.002 0.0119 00510
10 ~ 100 wL Al JERS s 4 +0.002 0.0158
100 ~ 1000 wL 7] A% 4 +0.008 0.0158
2.1.2 pRUEMZAG 5 R A B
FRUEM RIS E 6 DVRBERIE S, AR E S0V - (bX, 4a) ]’
3, HE/N B E A WERE AE R S, = | = (6)

VTR, DA B A AR, R B A R AL R
PRENLPERIA DR, RRAE S DIE 6 Ik, MAR
HEMZE 14415 3 £ 3 24 Fp PRASs (172 i
WeEE, MR (4) ~ (6) iHEAEMLIETIA
XA EANEA 2 B . AR 5,

n—2

X (4) ~ (6) H, Sy AINERIEN 225 n A ARIE
VEE U5 TR I 1S B8 (6 S B2 2 S 39
n N 18 ) 5 POARFINAE A AR E o & 2
5 b oM AUE 2R Co o AR SR OGRS I Y F
P e B, ng - mL7'5 X, A bR 2R A5 A6 B TR

2
wo=on [ Ly O ZOT e, we i ORI B
Y (X,-X)? BESEHIE, H38.9 ng - mL™'; Y, LA 2R 4 T
- VI SR IR B TR X, 5 Y, B R L 6,
u,(8) Co BT WZR 7,
u,,,(8)= (5)
Co
5 EMSNASINGRBREE
H 74y et AR HXRY R FEHFRADL oz (3)
(ng - mL™") (ng - mL™")
PFBA y =223236x — 173027 0.2 ~ 200 0.9997 0.2 0.0615
PFPeA y =276899x — 382179 0.2 ~ 200 0.9989 0.2 0.498
PFHxA y = 346804x — 376932 0.2 ~ 200 0.9993 0.2 0.453
PFHpA y =270547x - 275059 0.2 ~ 200 0.9986 0.2 0.419
PFOA y =368132x — 308171 0.2 ~ 200 0.9995 0.2 0.0538
PFNA y = 254352x - 252099 0.2 ~ 200 0.9995 0.2 0.118
PFDA y =213014x — 97253 0.2 ~ 200 0.9998 0.2 0.165
PFUnDA y = 344225x — 424713 0.2 ~ 200 0.9993 0.2 0.382
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~ . NEE N KPR MDL
Hir4) LT B MR RE R . U, (S)
(ng'mL ) (ng'mL )
PFDoDA y = 313601x — 84575 0.2 ~ 200 0.9984 0.2 0.267
PFT:DA y = 272360x - 165350 0.2 ~ 200 0.9997 0.2 0.135
PFTeDA y = 332599x + 84125 0.2 ~ 200 0.9997 0.2 0.292
PFHxDA y = 69512x — 91895 0.2 ~ 200 0.9989 0.2 0.462
PFODA y =399.77x — 668.72 0.2 ~ 200 0.9978 0.2 0.259
PFBS y = 54344x — 44435 0.2 ~ 200 0.9996 0.2 0.0910
PFHxS y = 93351x — 93393 0.2 ~ 200 0.9996 0.2 0.0859
PFOS y = 81237x - 85765 0.2 ~ 200 0.9995 0.2 0.0855
PFDS y = 80620x — 110467 0.2 ~ 200 0.9992 0.2 0.461
PF-3,7-DMOA y =211003x - 263431 0.2 ~ 200 0.9987 0.2 0.499
PFPeS y = 94320x — 134288 0.2 ~ 200 0.9992 0.2 0.310
8-2FTS y = 75690x — 100375 0.2 ~ 200 0.9991 0.2 0.468
PFHpS y = 66198x — 45037 0.2 ~ 200 0.9990 0.2 0.249
PFNS y =90195x — 125267 0.2 ~ 200 0.9987 0.2 0.492
4-2FTS y = 94638x — 75516 0.2 ~ 200 0.9987 0.2 0.233
6-2FTS y=110197x - 118243 0.2 ~ 200 0.9992 0.2 0.152
%‘% 6 ﬁﬁﬁ&iﬂﬂﬂm’éﬁ 3 (ng - mL™")
X;
Y,
0.200 0.500 1.00 2.00 5.00 10.0 20.0 50.0 100 200
PFBA 427x 10" 1.15x10° 1.66x10° 3.63x10° 895x10° 226x10° 390x10° 1.07x10" 2.19x10" 4.47x 10
PFPeA 3.89x 10" 125%x10° 1.92x10° 4.13x10°  1.10x10° 279x10° 455x10° 122x10" 2.68x10" 5.56x 10’
PFHxA 505x10°  1.77x10°  253x10°  533x10° 134x10° 3.51x10° 6.07x10° 1.56x10" 3.40x10" 6.95x 10
PFHpA 430x 10" 120x10° 208x10° 420x10° 1.09x10° 2.69x10° 484x10° 132x10° 251x10° 547x 10’
PFOA 5.92x10°  144x10° 2.69x10° 579x10° 145x10° 3.86x10° 625x10° 1.70x 10" 3.70x 10" 7.34x 10
PFNA 325%10°  1.08x10° 1.77x10° 3.92x10° 9.66x10° 249x10° 448x10° 1.16x10" 253x10" 5.08x 10
PFDA 3.06x 10" 9.65x10° 1.80x10° 3.75x10° 9.44x10° 233x10° 3.97x10° 1.02x10" 2.10x10" 4.27x 10
PFUnDA 380x 10"  143x10° 245x10° 487x10° 125x10° 3.41x10° 588x10° 1.58x10"° 3.32x10" 6.91x 10
PFDoDA 461x10° 137x10° 237x10° 491x10° 136x10° 3.42x10° 576x10° 1.44x10° 3.32x10° 6.20x 10
PFTrDA 380x10°  121x10° 2.05x10° 429x10° 1.19x10° 286x10° 517x10° 1.28x10" 2.68x 10" 5.46x 10
PFTeDA 544x 10" 156%x10° 253x10° 559%x10°  145x10° 3.82x10° 643x10° 1.73x10" 339x10" 6.62x 10
PFHxDA 144 x 10" 3.86x 10" 542x10° 1.04x10° 275x10° 694x10° 1.17x10° 3.13x10" 6.62x10° 1.40x 10
PFODA 827x 10 273x10° 4.62x10° 290x10° 1.63x10° 3.11x10° 621x10° 1.65x10" 3.93x10° 8.01x10*
PFBS 879x10°  274x 10" 423x10° 837x10" 2.15x10° 493x10° 9.19x10° 258x10° 551x10° 1.08x 10’
PFHxS 1.67x 10" 4.64x10°  7.17x10" 136%x10° 3.85x10° 9.06x10° 1.64x10° 430x10° 9.15x10° 1.87x 10’
PFOS 142x 10" 3.69%x 10" 589%x10" 1.18x10° 293x10° 8.18x10° 1.46x10° 3.73x10° 7.89x10° 1.63x 10’
PFDS 127x10"  3.67x10° 569x10°  1.16x10° 3.10x10° 7.70x10° 124x10° 3.62x10° 7.97x10° 1.61x10
PF-3,7-DMOA  1.95x 10 1.00x10° 1.60x10° 344x10° 829x10° 216x10° 3.60x10° 9.77x10° 198x10" 4.26x10
PFPeS 1.63x 10" 426x10"  6.65x10" 143x10° 351x10° 890x10° 148x10° 428x10° 9.15x10° 1.89x 10’
8-2ITS 995x10°  3.67x10" 5.62x10° 1.08x10° 284x10° 732x10° 1.29x10° 3.40x10° 7.30x10° 1.52x 10
PFHpS L11x 10" 324x10° 508x10° 9.75x10° 272x10° 597x10° 1.17x10° 3.06x10° 6.89x10° 1.31x 10’
PFNS 1.44x 10" 398x10" 640x10° 127x10° 333x10° 858x10° 1.59x10° 4.12x10° 846x10° 1.82x 10’
4-2FTS 1.59x 10" 4.62x10°  7.07x10° 142x10° 3.78x10° 9.78x10° 1.69x10° 4.15x10° 9.76x10° 1.88x 10’
6-2FTS 580x10°  891x10° 122x10° 192x10° 450x10° 1.06x10° 1.82x10° 4.96x10° 1.08x10" 2.21x 10’
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2.1.3 PRI R ARG AR B

M AFEFEEE PFASs i B2 2] 25 mlL (95
1R, BREARZEN 025 mL, RO E 250 H 3]
1 mL A HHFREAERM 1R, Azl £0.010
mLo E AR B, W R AT Ik R 4K
B1.19x 107°°C ™5 WA, WERSC, %
2,115 (2) HHEINE, HEBMARRN AR
FeZE 5 A B X A E AN B A B u, (V) =
6.72%x 107, u,, (V,) =6.72x 107,

P WO i A B aE R g R, M X bR
22 R 1%, R pL, IR oM (k=
V3 R, A SRR B I A AR AR AN B A

RSD 0.01
urel(VS)z = (7)

k

L, #2E2.0.0 %X (3) TR L, hiE
{ﬁ1¢$ﬂ§|/\l§]’\]$ﬁﬁﬁ§§jﬁ Upel 3 (V) =0.0111.
214 HFEFRES AN E B

4 BE FR BB B M=10.0071 g, JIf F 43 B R -
K IR Fi KA 2E d =+0.0005 g, H A IE 2 A
(k=3) 35, W EFEFRE G AR A X5 HEAS B

=5.77x107

EFEH
us(M)= =0 g ggii0 (g
' kM /3%10.0071
2.1.5 EEMEG AWAERE

TEFMEZRAET , R AT 6 UOFATINE , 24
Fl PFASs B 25 L% 7, R (9) ~ (11)
HEAT HH X bR HEAS B B B E A, TR RA T
0.00645 ~ 0.0326, WL 7 Fimw,

(9)
S(R)
u5<R>=
" (10)
us(R)= (CR> (11)

X (9) ~ (11) ", S (R) Ky 5 W& bR i
255 n IR Gy AR UG R 5 G
R ARSI SR R

x7 BEENESINNAHEE

~ S FRIRIE Co (ng + mL™") SR ERSERIR IR =
HEs) 1 2 3 4 5 6 S Wing-kg')  S(r)(ng-kg") tas (R)

PFBA 8.96 8.83 8.56 8.77 8.91 8.83 8.81 880 0.140 0.0065

PFPeA nd nd nd nd nd nd nd nd — —
PFHxA 2.52 2.56 2.83 241 2.25 2.38 2.49 249 0.199 0.0326
PFHpA 2.97 3.21 3.33 3.12 2.95 3.18 3.13 312 0.146 0.0191
PFOA 14.2 14 13.5 14.2 14.5 13.5 14.0 1397 0.407 0.0119
PFNA 6.21 5.81 6.23 6.15 6.43 6.54 6.23 622 0.253 0.0166
PFDA 3.02 3.11 3.25 2.93 2.87 2.94 3.02 302 0.140 0.0189
PFUnDA 2.43 2.51 2.61 2.25 2.15 2.32 2.38 238 0.171 0.0293
PFDoDA 5.03 4.82 5.43 5.32 5.15 5.13 5.15 514 0.215 0.0170
PFTrDA 4.15 42 431 4.02 3.98 397 4.11 410 0.137 0.0136
PFTeDA 2.53 2.13 2.24 2.36 2.25 2.18 2.28 228 0.144 0.0258
PFHxDA 2.56 2.57 2.72 2.34 2.63 2.49 2.55 255 0.129 0.0207
PFODA 6.04 6.12 6.22 6.53 6.38 5.87 6.19 619 0.238 0.0157
PFBS 7.58 7.45 7.28 7.63 7.54 7.46 7.49 748 0.124 0.0068
PFHxS 8.26 8.39 8.44 8.56 8.23 8.15 8.34 833 0.152 0.0074
PFOS 9.12 9.53 8.87 9.35 9.46 9.55 9.31 931 0.268 0.0118

PFDS nd nd nd nd nd nd nd nd — —
PF-3,7-DMOA 2.56 2.48 2.73 2.54 2.63 2.25 2.53 253 0.162 0.0262
PFPeS 3.26 3.35 3.46 3.33 2.98 2.87 3.21 321 0.231 0.0294
8-2FTS 2.25 2.06 2.27 2.05 2.17 2.29 2.18 218 0.106 0.0199
PFHpS 4.23 4.45 4.16 4.67 442 4.32 4.38 437 0.182 0.0169
PFNS 2.67 2.03 2.56 3.02 2.45 2.57 2.55 255 0.321 0.0514

4-2FTS 8.96 8.83 8.56 8.77 8.91 8.83 nd nd — —

6-2FTS nd nd nd nd nd nd nd nd — —

e nd FoR AR
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2.1.6 bR D SESS 5 | AN 2

ISR RENS S SR (R B AR B, B2 1y
2 HiEE, SEATEAN K (100 50ng - kg') 1Y
TARIECSEES, AR 3 K, #t (12) ~ (14)
HEAT R bR A0 2 B AR, R 8 iR, OF
110 e R 761% ~ 914%, AH X bR HE R 2= K
190% ~ 574%, FHXTBR A B 2 B 00092 ~ 0276,

n

u(r)= 2 (13)
ure].ﬁ( r)= U6f Y (14)

A (12) ~ (14) r, S(v) M & H e E
AH X R VE i 225 n A I o U B0 n R R A TR
T ISR v, R A 22 RN A TR

2, (r=m)’ (12) .
S(r)= =
(n—1)
# 8 MIREIEINNAHEE
B e v (%) SERIeE R AR 2
Hs WHEKF- (10ng - kg™") WHEKF- (50ng - kg™") 1, (%) S(r) (%) tos (1)
PFBA 86.3 912 82.5 854 79.8 83.6 84.8 3.88 0.0187
PFPeA 88.2 86.5 834 81.3 78.6 83.1 835 347 0.0169
PFHxA 923 87.1 91.2 88.5 85.9 90.2 89.2 247 0.0113
PFHpA 776 823 85.4 81.6 832 76.8 81.2 3.33 0.0167
PFOA 94.2 87.6 925 93.6 88.8 914 914 2.65 0.0118
PFNA 88.3 92.1 827 86.5 932 89.7 88.1 3.88 0.0180
PFDA 778 823 85.1 81.8 84.6 823 823 2.59 0.0129
PFUnDA 726 773 758 82.1 735 755 76.1 3.37 0.0181
PFDoDA 815 873 754 91.6 883 85.6 85.0 574 0.0276
PFT:DA 85.4 78.1 83.2 822 835 89.1 83.6 3.63 0.0177
PFTeDA 76.5 80.3 83.8 86.4 813 79.9 814 341 0.0171
PFHxDA 89.6 81.4 84.5 832 84.7 86.8 85.0 2.86 0.0137
PFODA 80.5 88.4 93.2 86.5 81.5 823 85.4 4.90 0.0234
PFBS 724 76.8 777 82.9 744 748 76.5 3.65 0.0195
PFHxS 87.1 84.6 833 81.9 84.5 86.3 84.6 1.90 0.0092
PFOS 9.8 94.5 86.5 88.8 912 86.6 90.1 331 0.0150
PFDS 85.2 81.9 763 80.2 774 74.9 79.3 3.86 0.0198
PF-3,7-DMOA 70.5 81.2 83.6 76.8 75.8 82.1 783 4.90 0.0256
PFPeS 89.2 81.7 914 86.7 825 78.8 85.1 484 0.0232
8-2FTS 85.5 823 87.2 80.9 86.4 76.3 83.1 4.13 0.0203
PFHpS 776 734 82.9 834 79.8 86.6 80.6 470 0.0238
PFNS 91.2 83.6 85.1 832 883 84.7 86.0 3.11 0.0148
4-2FTS 753 78.9 84.4 76.4 74.8 81.2 785 376 0.0195
6-2FTS 823 76.5 84.2 74.8 729 76.5 779 442 0.0232

22 B AR AR E
AR DL A TR A AT, RH R A AN 7 S8 £

A BCHARHERRBCH] . PRiEf &S . SEHROE 2
P EiR = 27 A = % S 0= 1 N K
FIABIATE EA R SRdE (15) FE7H5E.
u, (W)= /uv'el.l (€)1, (8)  +u,, 5 (V) '+
Ueera (M) + U5 ( R)*+ 6 ( r)’

(15)

— 260 —

T8 45 R K 9 i an, 20 Fh PRASs Wl %2 i
T2 1Y AH X FR VS B A B A 0.0701 ~ 0.4053, M
A LA AR E N B A B A A i b (D)
KF, wEMEMA 5 AN ST KR, S
38.3% ~ 82.6%, FrEFIRECH] I AR TTIRIK Z,
mitbh 8.35% ~ 36.9%, +AEFRES|I AR TTHREAR,
Al WA,
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Uncertainty evaluation of 24 perfluoroalkyl substances in soil by liquid chromatography-triple quadrupole mass
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and Environment, Renhuai Guizhou 564507 )

Abstract: To enhance the quality of measurement results for the determination of perfluoroalkyl substances ( PFASs ) in
soil using liquid chromatography-triple quadrupole mass spectrometry ( LC-TQMS ), we analyzed and quantified the
uncertainties associated with the measurement results in accordance with the relevant regulations governing the evaluation and
expression of measurement uncertainties. The findings indicated that the relative standard uncertainties of the method ranged
from 0.0701 to 0.4081, while the extended uncertainties varied between 16-268 ng * kg™' (with an extended factor k=2 ) .
Notably, the largest contribution to the uncertainty was attributed to standard curve fitting, which accounted for 38.3%—
82.6% of the total uncertainty. The second largest contribution arose from standard solution preparation, contributing between
8.35% and 36.9%, whereas the contribution from soil sample weighing was negligible.

Key words: liquid chromatography-triple quadrupole mass spectrometry; perfluoroalkyl substances; uncertainty; soil
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