XXt

Damien Moodie, Drew Szabo,

Bradley O. Clarke Australian
Laboratory for Emerging
Contaminants, School of
Chemistry, University of
Melbourne, Victoria, Australia

Tarun Anumol,
Matthew Giardina
Agilent Technologies, Inc.

Agilent

Trusted Answers

Ch = Bl Agilent 6495 QQQ
LC/MSE 0| &%t HI0|2 = LY
CHES AIE PFAS SA| H&k

)

o EQF0f| A=l PFAS(Per- and polyfluoroalkyl substances) @& HH0| 2
t0]|2%2|E, biosolids)0| 1 X4t A S22 QU MA| o2 X0l M
HZF e 0 QsLch matd 359 2EA s Mel 3l 3240 0|X=
SiStr| @Il HHO|2 1Y = OHERIA U 0|2 =& 2| PFASE E 2ot HESHA|
e 4 U= At Mot 2M U0 L 2 88 XtE& Agilent 6495
QQQ LC/MS A|AEIT} Agilent 1290 Infinity 1| LCS Z$t AL23101 9749] 89| A Zof
AL 44Z PFAS 27 HIO|R NHES =& A FHOt= 2HESH D Anst HXtel MtdS
USYLICE BME PFASOH= 7| &, ME, TN PFASZE e[ ASLICEH AX| A| =0
Ciet 24 Metd 2 =3 I8, YUELZ|0F F, 23 ME T =X 2| 2ol M xiF ot
19702l HIO|2 NHE ARE B4t SHEUSLICE i OfHTE SR8 2 A
HIO|2 R E AlZ0l| CHSH 40t 2|81 TUHNQI M E 7ts 42 Maf&LICh

09k o
A
on

mjo rot nyo
© Mo

02 0> kI o
=

0o 1N



ME

MA o] X|HofM, Bzt 22 EXE
O|2StHA H|E0| 0| =& OiZlo|Lt
A2t2 EStH7|E Tlsty| fo &4
rY st M2l =l st £2{XIE EX[O
IotD QUELICEH d2iLt B3] HI0| L
AE0/2tn 2= 0] 2Z 2 PFASH|

o QEE & JUSLICEH PFASE 212
SIS 2 M A, 2w, TEH|,
LZEXMZ | Ar2 D Gt
PFASE DI SEStMEZ QI A Sl S5
KILHO Al AF2ERIX] Qf ZEREILCEH 0]
23 EbA AFS0| 774 0| A0l PFASE
MAo| =M E 0| 7HE =& LICH
021 520 A2 H0|2 IHE
EQNEA|Cl EX| AL 2 QI X|H@l

2! X|Str2l Rl 8242 PFAS 2& 0|
B0E0 M2st 2|7 &1 QgL T3

%2 F

10 Kz

IHebM 0| 59| et A St HEl
t

o o
QB M= D12 +=F2| PFASE Hefotn
S e 4~ As Aot L&st
BN 7|=0] He YL PFAS EEO
It BOI MEEIE V7] 72 EAER
O|2=HESI)E ol ¢t HHE AIS =Xt
A2 2A7|(LC/MS/MS) 2t HgtE! x|
S Z20tEeH I LTt

r
0l
00

Xtz = Agilent 6495 QQQ LC/MS

A AHEID} Agilent 1290 Infinity 1| LCS 2%
AHESH0] HIO|QR DHEZ2HE] 9742 A2
CHE Shel AlZol 2El 445 PFASE

= 9l Yakste Ztetstn Ast

Hxte| Moo chslf dEEL|CH 2AE
PFASO|= 7| &, AZE, HFH| PFAST}

ToE|AELICH SHE OHAHE SR HS
AX| Ol DHE A 29| 3|48 8l

ME 7ts4ol cis WotHELICH 2 88
A=2of| MEE EME2 Moodie 542 Edf
S 39| 197 X (CtYet TA|, s &, MY
7|2 iEX|2t M2 CHE X2] 7|&S
LSHO M xHESHPFAS BIO|Q TEHE A2
240 SZHOZE HEE[JAGLICH

Al
<f

AMZ, Aoh, A EEEE

BAE ofers 3 BOto| AR E "
CHA| EE=EE E 10] 7[X{=[0f
USLICH SIHL EX| RFAHIE
oot PFAS EESZE 2 Wellington
Laboratories(Ontario, Canada)Of| Af
TYAELICE HPLC X 59 S22
OFMIE A2 Honeywell Burdick &

0 43

Jackson(Muskegon, MI, USA) HIEJL|Ct.

z=& 8 M0 AFSE LC/MS 532
HIEF22 Merck Millipore(Bayswater,
Victoria) MZELICt M2t ZE7[(15mL
£, 100/pk, B2 ¥ 5982-9312)2t
C18 S&H|, 1At 2K+ OF2I(PSA)(dispersive
SPE 2mL, Al g7 A2 &, AOAC, 5
S 5082-5122)2 Agilent Technologies
St

A
o
of
N
=)
o
inl
°
d
2t
il
o
3
re
4 [

o
70, MUH HFS LIEH S S5 e,
4| £ 8|0, B2 A Holo| HaK 2| &
(WWTPS)OlLAf SEf8H&LIC,

A2 HK 2

Nas o2t 528 dXRSH O]M|SHA|
EHASLICE 50mL S22
HeE2l FEOIM 0.5~1g2 244

A =0l 25ng2| =23 EX|E PFASE
AIO|38H 2 10mM HIEFES N
FUSHLIEES M 465mLE
FIFAGLICE O 2 A|RE 3027 22Tt
Me[stn 12412t St 2hA TIEFRSLICH
FES2YXM100uLE S3St
2oz HAMSLICL W2 = C18
100mg2t PSA 50mge &7+t ZHd
SgtEg MAMSLICL =552 A
127t ubret © A2 2|(10°Col|A
10,000rpme 2 102) ;S LICE O] BXt=
T W E=EASLICL 2522 0.45mm
Agilent Captiva Polyethersulphone(PES)
Al2IX] ZE(Prem PES 0.45um, 25mm,
100/pk, 22 1S 5190-5099)2 AFE5}0]
Zejof=2 AY 2 11mm(100/pk, 2
S 5182-0542)0| Q= Ze|Z=2Tal

= 20FE 21| BEO[Z(TmL, 100/pk,
EE #HS 5182-0567)0 {2t &L|CE
AEIX HE = LC/MS S22 HIEtE =2
ol2| dH&L|CH

O A EH
AN BIO|2 DHE A 2= 12702 HiX]
ANZ2F)E FEHOH, 2 HiX|ol= 28
ZYE et AR 2 2ng/g HE B
(dw)22 Ano|Z st 22| A|Z (MO 2
MNH3t e BHE2|A)Ih ISt A GLICE
NZE 33 g2 2MELICH

i LS VN =]



H 1. 245 PFAS 51812, Agilent MassHunter2 /& sHel MRM It2t0|Ef B M2 CiM| EES 2

M7 0l 4y ol RT
PFAS OE/822 313t OkX} (m/2) (m/z) CE(V) (min) | CHA| EZEX
Perfluorobutanoic acid PFBA 213 169 6 2.68 PFBA-*C,
Perfluoropentanoic acid PFPeA 263 219 6 4.21 PFPeA-3C,
Perfluorohexanoic acid PFHXA 313 269(119) 6(22) 4.82 PFHXA-C,
Perfluoroheptanoic acid PFHpA 363 318.9(168.9) 6(18) 5.45 PFOA-*C,
Perfluorooctanoic acid PFOA 413 368.9(169) 6(18) 6.11 PFOA-"*C,
(P:;fclizr)ocarboxyl'c Eelc Perfluorononanoic acid PFNA 463 418.9(218.9) 10(18) 6.79 PFDA-C,
Perfluorodecanoic acid PFDA 512.9 469(268.9) 6(18) 7.44 PFDA-"*C,
Perfluoroundecanoic acid PFUDA 563 518.9(268.9) 12(16) 8.03 PFDA-"*C,
Perfluorododecanoic acid PFDoDA 612.9 569(319) 14(22) 8.56 PFDoDA-"*C,
Perfluorotridecanoic acid PFTrDA 663 618.9(168.9) 14(34) 9.03 PFTeDA-"*C,
Perfluorotetradecanoic acid PFTeDA 712.9 668.9(168.9) 10(38) 9.42 PFTeDA-"*C,
Perfluorobutane sulfonic acid PFBS 299 80(99) 44(36) 4.35 PFBS-°C,
Perfluoropentane sulfonic acid PFPeS 3489 80(99) 40(36) 4.89 PFHxS-"*C,
Perfluorohexane sulfonic acid PFHxS 399 80(99,119) 48(44, 44) 5.49 PFHxS-"*C,
Perfluorosulfonic acid Perfluoroheptane sulfonic acid PFHpS 449 80(99) 50(46) 6.15 PFOS-*C,
(PFSAs) Perfluorooctane sulfonic acid PFOS 498.9 80(99) 56(56) 6.80 PFOS-C,
1-Nonanesulfonic acid PFNS 548.9 80(98.9) 76(48) 7.44 PFOS-*C,
Perfluorodecane sulfonic acid PFDS 598.9 80(98.9) 60(60) 8.01 PFOS-*C,
Perfluorododecanesulfonic acid PFDoDS 698.9 80(98.9) 64(60) 8.99 PFTeA-*C,
(P::::Z;Ophos‘)ho"'c e Perfluorohexylphosphonic acid PFHXPA 398.9 79 56 422 PFOPA-CI
Bis(perfluorohexyl)phosphinic acid 6:6 PFPIA 700.9 400.9(63.1) 56(60) 8.81 PFTeA-"°C,
:Ceir;L”?;‘;?i'ZS')phOSphin'c ::::;::::ylperﬂuoroocwl 6:8 PFPIA 800.9 400.9(501,63.1) | 68(64,76) | 9.51 | 8:2diPAP-C,
Bis(perfluorooctyl)phosphinic acid 8:8 PFPIA 900.9 500.9(63.1) 76(80) 10.06 | 8:2 diPAP-°C,
B ettt oo | o | e | e | sw | eroare,
Perfluoroether carboxylic/
sulfonic acids (PFEC/SAs) 9-chlorohexadecafluoro-3-oxanonane-1-sulfonate 6:2 CI-PFESA 530.9 350.9(98.9, 83) 28(28,32) 7.19 PFOS-"*C,
11-chloroeicosafluoro-3-oxaundecane-1-sulfonate 8:2 CI-PFESA 630.9 451(98.9, 83) 32(32,42) 8.33 PFOS-*C,
Perfluorooctylsulfonamide FOSA 497.9 78 38 8.07 PFOS-**C,
Perfluoro-N-methyloctanesulfonamide MeFOSA 512 169(218.9) 28(28) 9.15 EtFOSA-D
Perfluorooctanesulfo- N-Ethylperfluorooctylsulfonamide EtFOSA 526 169(218.9) 32(28) 9.52 EtFOSA-D
-amides (FOSAs) 2-(N-Methylperfluoro-1-octanesulfonamido)ethanol MeFOSE 616 59.2 16 9.16 EtFOSE-D,
-amidoethanols (FOSEs) 2-[N-Ethyl-N-(perfluorooctylsulfonyl) amino]ethanol EtFOSE 630 59.2 44 9.51 EtFOSE-D,
-amidoacetic acids (FOSAA) ™\ i cafluorooctyl)sulfonyll Glycine FOSAA 556 498(78) 32(48) 735 | EtFOSAA-D,
2-(N-Methylperfluorooctanesulfoamido) acetic acid MeFOSAA 570 418.9(512, 168.9) 20(20, 32) 7.73 EtFOSAA-D,
2-(N-Ethylperfluorooctanesulfonamido) acetic acid EtFOSAA 584 418.9(526, 168.9) 20(20, 36) 8.03 EtFOSAA-D,
SAMPAP Bis(2-perfluorooctylsulfonyl-Nethylaminoethyl) diSAMPAP 1203 525.9(168.9) 48(72) | 1065 | 8:2diPAP-"C,

Phosphate ammonium salt




Hol2 dygol2 RT

PFAS OE/25 stk OFX} (m/z) (m/2) CE(V) (min) | CHHl EZSH
3:3 Fluorotelomer carboxylic acid 3:3FTCA 241 177(117.1) 4(36) 4.18 PFPeA-"C,
zlaurzz)i:;ti ida::eiliosnzlirl'CAs) 5:3 Fluorotelomer carboxylic acid 5:3 FTCA 341 237(217) 12(28) 5.56 PFOA-C,
7:3 Fluorotelomer carboxylic acid 7:3FTCA 441 336.9(316.9) 8(24) 6.97 PFOA-*C,
4:2 Fluorotelomer sulfonic acid 4:2 FTSA 327 307(81)* 16(44)* 4.76 6:2 FTSA-°C
Fluorinated telomer sulfonic | 6:2 Fluorotelomer sulfonic acid 6:2 FTSA 426.9 407(81, 80) 28(44, 44) 6.07 6:2 FTSA-"°C
acids (FTSAs) 8:2 Fluorotelomer sulfonic acid 8:2 FTSA 526.9 507(80) 32(52) 7.41 6:2 FTSA-3C
10:2 Fluorotelomer sulfonic acid 10:2 FTSA 627 607(80.1) 36(56) 8.56 PFOS-"C,
Bis[2-(perfluorohexyl)ethyl] phosphate 6:2 diPAP 789 97(79) PFTeA-"°C,
Di-substituted ﬁf;f’,;ﬁﬁ(;‘:ﬁfc;miy'ﬁ'&9'9'1 01010 8:2 diPAP 989 (97.1)791 8:2 diPAP-*C,

polyfluoroalkylphosphate

Phosphori id,
esters (diPAPSs) osphoric act

mono(3,3,4,4,5,5,6,6,7,7,8,89,9,10,10,10-

hoptadeeafivorodeoyh mona(33.44 556677888 | 6% B2dPAP| 889 97(442.9,79) 40(20,80) | 9.95 | 8:2diPAP-*C,
tridecafluorooctyl) ester
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Agilent 6495 QQQ LC/MS It2to|Ef=

I 30f 7|xH=of AELICH B 2A7(0l=
MI7|25 0|23+l (ESI)0| HAtE Ao H
20|22 3! CHE Bh8 2 LIEZ(MRM)
RER ASEJELICE MRM IH2t0|E

(E )= 2Ho 43S 2ldh Agilent
MassHunter Optimizer =& AF26H04

A HMo&LIC

BN 2MEHE Agilent MassHunter

Hak 2M AT EQ0E ARSI

HEE AlZH S 5 7H2] 0|2 Tolof| 2JsH
STEEASLICE 2F 2t 201 Chotod, Stte)
Mol= Mg I Ar8otRin, &
HMol= "M =ols lsh AHERHSLICEH

Hak2 Coggan §0| 7= CHA|
HFEEH 29 s gMgHo=2

S 0 H 4. UH[HI0|Q IH= AMZO| LIS ZIE EX PFAS 240 E S 21t 29f (N2 24 E AlZ 4 Det= PFAS
O|FOXSLICE S1120| ZBE AIZ 4, % Detis AIZ 4 7| PFAS 3121 20| AZE Al HHIE)
2AH B SHA(MRL)= 10:1 0| Afe] ¢l . : :
xroy ooz *ﬂﬁHOEH 7|_ﬂ % Mean St. Min Median Max
h &2 |(S/N) Ooo—=—= Som=-1,"71c PFAS OE/25% OFR} N | Det | Det. | (ng/g) | Dev. | (ng/g) | (ng/g) | (ng/g)
o [ -
S22 dE ZE(0.01ng/mL) E= U PFBA 19 | 18 | 95 | 080 1.0 ND <MRL 38
E 7t S5l W= [e]
HHEF A|2(MB) Ul 2 otefE = =2f 38 PFPeA 19 | 19 | 100 2.0 23 | <MRL 1.6 9.6
=M =0 O|BH A s
S0 =2 2402 HoGLICt o|2{st PFHxA 19 | 19 | 100 | 28 37 | <MRL 2.1 17
=oll= =H&FSEK| OF ERHSH= =
7|E0= o] oLt EXst= Alz= PFHpA 19 | 19 | 100 | 0.90 1.9 | <MRL | <MRL 8.5
ol = OF XFA
<MRLZ EOH SH 2°F &d Al PFOA 19 | 19 |100| 83 | 104 | <MRL | 49 45
o| My SICFSH A Perfluorocarboxylic acid
MRLC| BHIO 2 St &Lt (PFC:S) xylic act PFNA 19 | 18 | 95 | 090 | 11 ND 0.8 49
ZFEMB RO HE S =
2 2 =20l 4= 2t (LOD)= S/NH PFDA 19 | 19 | 100 14 11.2 | <MRL 13.2 34
. X o|sHo L E
<312 FOAUCH H 40| LIEtH SA PFUNDA 19 | 19 | 100 | 0.60 0.8 ND <MRL 3.0
oF XHA] o= Xo|sHA
Kof 24 Al0ez FolgL PFDODA 19 | 19 | 100 5.9 54 | <MRL 40 18
PFTIDA 19 | 18 | 95 0.50 0.5 ND 0.3 1.8
PFTeDA 19 | 19 | 100 1.2 13 | <MRL 0.7 42
PFBS 19 | 12 | 63 23 3.7 ND 0.7 15
PFPeS 19 6 | 32 0.20 0.6 ND ND 25
PFHXS 19 | 11 | 58 18 3.6 ND <MRL 13
Perfluorosulfonic acid PFHpS 19 7 37 0.5 1.1 ND ND 39
(PFSAs) PFOS 19 | 19 | 100 23 442 0.9 7.4 190
PFNS 18 2 | 11 | <MRL | 0.1 ND ND 0.40
PFDS 19 4 | 21 | <MRL | 04 ND ND 1.5
PFDOS 18 4 | 22 0.6 14 ND ND 5.6
6:6 PFPIA 17 7 | 41 | <MRL | 04 ND ND 1.7
Perfluoroalkyl phosphinic -
i ) 6:8 PFPIA 17 6 | 35 | <MRL | 0.4 ND ND 1.3
acids (PFPiAs)
8:8 PFPIA 17 | 10 | 59 0.5 0.5 ND <MRL 14
ADONA 17 0 0 | <MRL | 00 ND ND ND
Perfluoroether carboxylic,
N Ylie/ o clpresa | 17 0 0 | <MRL | 00 ND ND ND
sulfonic acids (PFEC/SAs)
8:2 Cl-PFESA | 17 0 0 | <MRL | 00 ND ND ND

B3 2 247 I2t0]E.

nj2to| g s
A EM7| Agilent 6495 QQQ LC/MS
o3tz g0l
s s B 250°C
A Q& 11L/min
Nebulizer 25psi
Sheath 7tA 2= 375°C
Sheath 7tA 9% 11L/min
ez Met 2,500V
20¢tiFunnel RF Mg 90V
X2} iFunnel RF H @t 60V
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1290 Infinity Il LC-6495 QQQ LC/MS

A AEIS 0|23 PFASS| LC/MS/MS
S0 et Yutxol I Z0IE J2HT| M5,
7171 4= SHA(IDL), ¥ A= sA(MDL) =
OHEHE S8 Xtz &2 E 6495 QQQ
LC/MSE AtE3H & Z 50 0/49]

JIE 2 MZ 2 PFAS 2401 M 2ol

2= QEL|Cts

% Mean St. Min Median Max
PFAS O E/27 ofx} N | Det | Det. | (ng/g) | Dev. | (ng/g) | (ng/g) | (ng/g)
FOSA 17 | 7 | M 05 0.9 ND ND 3.0
MeFOSA 17 | 2 | 12 | <MRL | 01 ND ND 0.4
Perfluorooctanesulfo- EtFOSA 17 2 12 | <MRL 0.1 ND ND 0.30
-amides (FOSAs) MeFOSE 17 | 14 | 82 3.6 6.7 ND 1.9 29
-amidoethanols (FOSEs)
D EtFOSE 17 | 5 | 29 38 14 ND ND 57
(FOSAA) FOSAA 17 | 10 | 59 12 16 ND 03 46
MeFOSAA | 17 | 13 | 76 6.0 14 ND 16 56
EtFOSAA 17 | 12 | 7 6.3 13 ND 16 50
SAMPAP disAmPAP | 17 | 8 | 47 0.7 23 ND ND 95
_ 3:3FTCA 16 | 0 0 | <MRL | 0.0 ND ND ND
E;‘;giiﬁida:g’:zg - 53FTCA | 17 | 15 | 88 | 16 21 ND 46 61
7:3FTCA 17 | 16 | 94 12 13 ND 6.9 Py
4:2 FTSA 16 | 0 0 | <MRL | 00 ND ND ND
Elerieicd dema 6:2 FTSA 17 | 6 | 35 0.4 0.9 ND ND 35
sulfonic acids (FTSAs) 8:2 FTSA 16 5 | 31 0.7 13 ND ND 4.0
102FTSA | 17 | 11 | 65 0.7 07 ND 0.30 1.9
Di-substituted 6:2diPAP | 17 | 16 | 94 47 73 ND 32 190
polyfluoroalkylphosphate 8:2 diPAP 17 16 94 67 76 ND 40 240
esters (diPAPs) 6:2,82diPAP | 17 | 16 | 94 47 73 ND 26 300
5,,PFCAs 19 | 19 | 100 | 39 30 23 33 123
5 PFSAs 19 | 19 | 100 | 28 50 0.9 1 220
5, PFPiAs 17 | 14 | 82 0.8 0.8 ND 05 25
5 ,PFEC/SAs 17 | 0 0 0.0 0.0 ND 0.0 0.0
5, FOSA/E/AAS 17 | 15 | 88 19 a4 ND 59 200
5 SAMPAP 17 | 8 | 47 0.6 22 ND 0.0 9.5
5,FTCAs 17 | 16 | 94 24 31 ND 57 9%
5 FTSAs 17 | 12 | 7 15 2.0 ND 05 6.3
3, diPAPs 17 | 16 | 94 | 140 190 ND 95 730
5,.PFAS 19 | 19 | 100 | 260 | 220 42 280 910
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