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(E)KDSF? PP PBME > FEISmLAE s gy M T ELFD
1 mL -
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(imig 2 954 2

FRE O T ARG F S 4um & 1 pm 3 S Ay

2. FlAp F B A

(DBAApFEBF 42 SmL ? fEinik 1 =
F) O RBRFN SmLBEAKAE 1% (i s 9EH 2
F) ot wE Y kAR R RSE R

(2)P~ 400 mL £ &% ~ 500 mL g% 5 iF 57 > £k 4 200
pg/L env kR R = Z2 M E® R 100 pul - 5912 6
mL/min 5% id RS F AR B A 0 W FCEAR B 4 o

QAP FP g p der SmL T FE TR £4F 200 e h
£ # >t KD o
(4 %205 40°C T F F NPk 2 8 0.5mL 5 > 117 ff 25

X 1ImL-
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4 45 55
4.1 12 88
6 2 98
6.5 98 2
10.5 98 2
(4)7~i# : 0.45 mL/min °
()i r £ 1 10puL -
(6)F HLiE & : 40°C -
(7)~ #7 PR : 10.5 min °
2.8 B R (GLI)
(1)Ionization mode : { &+ 7 v L AFHZE 5t

(1)3z+ #f ) & /& (Ion spray voltage) : -4200 V ©

()% ™ # %8 (Nebulizer gas) : 7 psi

— AE

(2)# /& # % (Curtain gas) :

10 psi ©

(3)#id% # %4 (Collision gas) : 5 psi °

(4)*4c #8 & (Temperature) : 430 °C

Q)F % S e w -
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Soil, Sediment, and Biosolids by HPLC/MS/MS. Method 1694,
2007.
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BRI

- MEFAFD- T

B2 LA v LA CAS No.
Estriol ot §ild 50-27-1
Bisphenol A B A 80-05-7
17 B -estradiol 17p-¥¢= f% 50-28-2
17 a -ethynyl estradiol 1To-2 *rg - B 57-63-6
Estrone o il 53-16-7
4-tert-Octylphenol F AP 85771-77-3
4-Nonylphenol I i 104-40-5
Ibuprofen EoFom 15687-27-1
= FEALAFAD- T4
B LR PR RHE CAS No.
Acetaminophen v fipRRs 103-90-2
Aminopyrine F Hob 4k 58-15-1
Phenazone(Antipyrine) IR Z (& FHR) 60-80-0
Finasteride(Proscar) =R (G 2+ ) 98319-26-7
Oxybenzone = F 0 AR 131-57-7
Methylbenzylidene camphor PHLTELT AR % 36861-47-9
Benzophenone = F [ 119-61-9
DEET o 134-62-3
Caffeine phr ez ] 58-08-2
Huperzine A 14k © 102518-79-6
SN

=R

1.200 mL # S2E &7 88 % ¢
Baker Polar Plus C18 (50 mg) 3 3~ - F|4p 3B~ ¢ 4 &
= fF 2 5mLpH3.0 2
Frgts  TRITHAPERE

R pH B2 30 sk B RE S UARE S T

voSml ? R -
AR 88% T L AE)im ik - =
o 2 03mL ® ffe 0.3mL © R =

7 =(l l)ﬂfrg ﬁ% T
> $& &4 5 mL/min 05 i Gn

#F 7=l /‘”f%ﬁ

Zoo AE TR RRY BN ot 2 RS PTFE # w@;‘fggpi(o,zz pm > 13 mm)iE g i5

2 45°C T o 10 torr B4 T B 7R R A R Sl /kiﬁ__L"’l‘\

(Vortex) » #4451 0.5mL -

2. /é]*}‘r?ﬁk*wi;a Kinetex PFP » SOmmX21mm 2.6 um & 5 &
BEAkE SmM s
b0 45 A ss pE A/B=90/10 ’ E.L%-*rn% Y

RS T AT

(93]

. Ionization mode :

4R MRS

13C,-15Ni-Acetaminophen -

Oxybenzone(*Cg-phenyl) ~ 2Dio-Benzophenone

B Lo AL S

13C,-Aminopyrine ~ ?Ds-Phenazone -

13C;-Caffeine °

v #dp AZdedp B A Y
1 0.8 mL/min > - B 45 # 48 A/B=10/90 -

’D¢-DEET ~

ImL > 4c 0.3 mL :#28-KiFER &

7 pE
R IR R B4R A
05 AgRda v A/B=10/90 0 T A4
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BRI

B2 LA A CAS No.
Dichlofenac-Na Wi TEa 15307-79-6
Indomethacine vilei £ 53-86-1
Ketoprofen G B 22071-15-4
Naproxen £ B R 22204-53-1
Acetylsalicylic acid T gk pe 50-78-2
Fenoprofen ETR L 4T 31879-05-7
Meclofenamic acid v oF RN 644-62-2
Triclosan S F 3380-34-5
4-chloro-3,5-xylenol 4-% -35-2 " L Fpe 88-04-0
Methyl paraben 4-52 L F TR Ay 99-76-3
Ethyl paraben 4-5z L F T L fy 120-47-8
Propyl paraben 4-52 L ¥ 9 B2 fin 94-13-3
Butyl paraben 4-5= A ¥ 9 AL g 94-26-8
s

1.200 mL # &2k 88% " s pHEL 315 ﬂ]‘ e A EES UHPEFEF R LT

Baker Polar Plus C18 (50 mg) % P~ o B Ap X B~ g4 & 0 SmL " i} /= & 7 = (l:1)fo® pRinit
= > £ 5mLpH3.0 2 3#H k(01 88 % ¥ pasd H)onik— = > & &4 5 mL/min nid
WEPFRE > SR EAPTI A -

L ]

£ 03mL " f@fe 03mL ¥ A3 = & 7 =(L:) &P

@

4

B B E TR R BN o e 2 M4 PTFE # F iR (0.22 um 0 13 mm)if iy

6% 45°C T 5 10torr B4 Tk 7 RR AL gk dE 0 kAR )Y

iR & (Vortex) » 4 k41 0.5mL

I'mL > 74 03 mL 323k iE

2. & 47 fEH 5 Ascentis Express C18 > 50 mm x 2.1 mm, 2.7 pm & fe & 5 > #24p A 21848 B A
B 59 Ak s 10mM © Bk eB et o i 0.5 mL/min o — B 4s 5 s dp A/B=10/90 - KERE

BH/BHA A b > 4 24P AB=90/10 > 4
A/B=10/90 » T H7 A 4% o

ALSPRAE S L e

3. lonization mode : § &t T vf B AFHLE H5Y -

4EHP RS

1.5 &~ 48 > ™

: 2D4-Dichlofenac ~ *Ds-Indomethacine ~ 3C4-?Ds-Ketoprofen ~ *C1-?Ds.

Naproxen ~ 3Cs-Methyl paraben ~ 2Ds-Triclosan ~ 2D4-17B-Estradiol °

0.5 & 454 4p & »
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# 2 MRM 3+ ¥ % ¥ ESI 4
Compound name Q1 Mass —-Q3 Mass  DP FP EP CE CXP
(amu) (volts) (volts) (volts) (volts) (volts)
Estriol 287.1—-171.1 -59 -354 -10 -50 -8
287.1—145.0 -56 -10
BPA-dis (ISTD) 241 —223 -48 -306 -10 -27 -8
241 —141.9 -35 -10
Bisphenol A 226.9—212 -48 -308 -10 -25 -10
226.9—133 -34 -8
Estrone-ds4 (ISTD) 273 —147 -55 -356 -10 -54 -9
273 —187 -52 -8
Estradiol 271.1—144.9 -56 -354 -10 -52 -9
271.1—183.1 -62 -10
17 a -Ethynyl estradiol 295.1—145.1 -52 -361 -10 -52 -6
295.1—158.8 -50 -6
Estrone 269.1—145.1 -60 -352 -10 -50 -12
269.1—-182.8 -46 -14
Octylphenol 204.9—132.9 -48 -333 -10 -37 -8
204.9—117 -46 -14
4-tert-Octylphenol-'3Cs 211—138.9 -50  -320  -10 -36 -11
(ISTD)
4-Nonylpheol 219.1-132.9 -46 -316 -10 -47 -8
219.1—-105.8 -29 -8
Ibuprofen 205—161 -20 -300 -10 -10 -8
205—159 -10 -5
Ibuprofen-13C; 208—163 -20 -300 -10 -10 -8
(ISTD)
Acetaminophen 152.1 —=110.0 101 377 11 22 8
152.1 —93.0 31 7
Aminopyrine 2323 —113.2 89 81 11 20 5
232.3 —-98.1 24 4
Phenazone 189.2 =56.2 129 330 5 50 3
189.2 —=77.1 57 3
Finasteride 373.5—305.1 79 321 11 39 18
373.5—=57.4 71 8
Oxybenzone 229.2 —151.0 75 375 11 26 11
229.2 —105.0 28 7
Methylbenzylidene 255.4—91.2 78 345 11 65 8
camphor 255.4 —105.1 41 16
Benzophenone 183.2 —105.2 17 80 11 22 4
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Compound name Q1 Mass —-Q3 Mass  DP FP EP CE CXP
(amu) (volts) (volts) (volts) (volts) (volts)
183.2 —=77.2 43 5
DEET 192.2 —119.0 74 330 10 24 10
192.2 —91.0 43 7
Caffeine 195.2 —138.0 75 342 11 27 10
195.2 —110.0 32 8
Huperzine A 243.4 —225.1 62 301 10 31 2
243.4 —210.1 42 7
Dichlofenac 293.9 —249.9 -32 -187 -10 -16 -16
293.9 —214.1 -30 -13
Indomethacine 356.3 >312.0 -23 -152 -5 -13 -7
356.3 —297.0 -27 -6
Ketoprofen 253.1 —209.1 -19 -130 -5 -12 -3
253.1 —197.2 -10 -3
Naprofen 229.2 —185.0 -21 -165 -4 -10 -11
229.2 —169.8 221 -9
Acetylsalicylic acid 179.0 —146.7 -107  -350 -10 -23 -8
137.0 -92.9 -30 -155 -10 -23 -3
Fenoprofen 241.1 -93.2 -46 -257 -11 -52 -3
241.1 —197.1 -13 -3
Meclofenamic acid 294.3 —258.0 -24 -239 -5 -20 -16
2943 —214.3 -27 -13
Triclosan 287.0 —35.1 -72 -385 -5 -29 -4
289.0 —35.1 -56 -363 -9 -30 -4
4-Chloro-3,5-xylenol 155.1 =35.1 -48 -226 -10 -35 -4
155.1 —119.1 -24 -5
Methyl paraben 151.1 —=92.1 -40 -207 -11 -28 -3
151.1 —=136.1 -20 -6
Ethyl paraben 165.1 =92.1 -44 =211 -10 -36 -3
165.1 —137.1 -24 -7
Propyl paraben 179.2 —92.2 -44 =211 -10 -36 -3
179.2 —136.2 -24 -7
Butyl paraben 193.2 —-92.2 -39 -204 -1 -34 -15
193.2 —135.9 -22 -7

DP : Declustering potential ~ FP : Focusing potential ~ EP :

CXP : Collision cell exit potential

Entrance potential ~ CE : Collision energy ~
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BT ERIEG TR S

. ISTD Concentration (pg/L)

Compounds ISTD RT(min) RT(min) lowest highest
E3 BPA-dis 3.17 3.72 0.2 800
BPA BPA-dis 3.76 3.72 0.2 800
E2 El-d4 3.83 4.18 0.2 800
IBU IBU-C; 3.85 3.86 0.2 800
EE2 El-d4 4.01 4.18 0.2 800
El El-d4 4.20 4.18 0.2 800
OP 4-t-OP-Cs 5.16 5.15 0.2 800
4-NP 4-t-OP-Cs 5.76 5.15 2 800

# > LC/MS/MS & % 554 /& 4 4+ %+ 5 (lon ratio) . §#

P %158 B (% of Base peak) I ST o3 N GOR= 5 4 §
>50% +20%
>20% to 50% +25%
>10% to 20% +30%

=10% +50%
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2= H-95%3 70 5T kR Ongl)
NP  BPA OP IBU E3 E2 EE2 El

Glass SPE (n=4) T a@E 172 32 ND. ND. ND. ND. ND. N.D.
Z®EEX 119 1.1 - - - - - -
Plastic SPE (n=5) T2 854 114 N.D. ND. N.D. ND. N.D. ND.
E®E 259 9.6 - - - - - -
3Lt P~ 400 mL @Ak ;’L;',’lt tek B 5 200 pg/L ke ok pORE S 100 pl o S FAR F B W oE L

Peid o P RRERE RMFM T EE D ImL-

+

AN E-FHRILIEARFFAPREL EREEH TR (%)

NP BPA opP IBU E3 E2 EE2 El

Glass SPE (n=4) T3=@E 972 1103 100.8 113.5 106.0 112.8 128.5 108.3

T8I 8.3 59 6.6 4.4 133 84 288 7.2
Plastic SPE (n=4) T35@  92.0 110.0 96.5 111.8 100.8 102.0 108.4 103.8
E 8 F 15.6 5.3 2.2 9.5 6.6 6.8 8.1 6.2

PP 400 mLEAIK 0 Ak ek R 5 200 pg/L ke g MRS 100 L 2 kR G 2,000 pg/L ik
Bipie SOpL AP EBE @ L B PRI RSN T BLF L ImL-

44 H¥- ?%iiﬁ”ﬂﬁﬁﬁﬁniﬁ:ﬁﬁr%ii FER 2 H % R (0=3) (%)

NP BPA OP IBU E3 E2 EE2 El
T o 86.9 1063 973 1052 1039 117.3 1145 121.0
Bk 8.7 3.6 4.8 16.5 9.2 292 282 240

B 400mL 0 £ ik 5 200 pg/L Pl =k P RIS 100 uL 22 R 52,000 pg/L ik
i SOWL > LI FAPEIE W R F I PR ST BAF D lmL-
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BRI

Intensity, cps

10eq I
6000.0
055 2g53.00] | 2623 5w

05 10 15 20 26 20 35

TR 4R Sk B 20 pg/L >t Synergi™ 4 um polar-RP column 2 & 17 Bl 3 Bl



