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i 20 3k, —TUkEERNATES—RUFEFHRK TR
9, BERARNFERINNEERRBizZ—. YT AFER
@ (PPCPs) RSHMH—ASEMNRNER, ETERAEN
e, ENAPERRENTE, C2FEH—ZIBEXLENR
A%, BEREXTH EPA J7ik 1694 (2007 %12 A)
[1]. EPA HyiXFhE(ER EBZEEL (SPE) HHEARERIHI&1].
RN EZR SBRENAT, SHEEYRE—MERE
T, AEAREERTHAXHAEINRECHERAAR, B

%1 AXEFEHHEAMY
EPA 1694 Y5 1 AL S : 46 BT

Agilent 6410A LC/MS = B BREEPRFF FUEUEE THIE. &
3 EPA 77i% 1694 WM N FiEzE T PPCPs R &HIHHI 65 &
wWawY (B2 75 ML) #0117 BARIZRARR (B4t 20
), SMLEWA—# MRM REBRTHITOM. GRRA: 3K
Hit kMR RTERS.) %HE+ ., B Agilent C-18
HFHILIC # GRAKEHEEERBILH) MREUEMHTIN.
ATEIESHENWIER, 3 65 MY 60 FEM
MATEZ# MRM HE%T, ARBENETERL EPA ik
BEERIE. AXFHARMAWERIE 1,
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SF5EZ AXRT AT FUEE IR TR AR
MaEE FstrE SR HAEE PR 2 FEFaER
]t 3531 EEEH BEDE ety E S
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EPA 1694 Ry 2, 3F14ALEY . 19 BT
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=853
HHEM(3)
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HEHZE(2) AWRET (4)
ZEAL(4)
FZBREEZ(2) 4-ZRMIRE(2) FEFTF(3) ERET (4)
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RiC AR
13C,- N3 Z B L Bc, 48B% 13C - R R FR WERE 13C,- RE T EMEE
BC, HEE FAEIT-dg 13C - R RE B R EiES-d,
13C.,- Mk E EHFF-dg 13C,245-=4- FEHEE-,
FEHZER (NETFEPATEH)
13C,-1N-FR b 2 13C,- ik 3F 13Ce-ZSE
AXT-d, 13C-E LA d, 18c,,- S84
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HEHE

HRIERMBE Sigma (St. Louis, MO), RIERMAMAL A
R, BAZERREHSE—HEINARIDER, REAH
1,000 pg/mL, #£-18 °C 775, XL &R, A ZBEMABREH
R IIERAERR.

JK#EM Boulder Creek (Boulder, CO) i57k 03B B9HEAK O XS,
1% EPA iR, RERNBEMN—MAFFEK/FEMEN
SPE BREMMFIEBES FRHHERIRE. B "8 5K
REH & ERERRRERRATRIE. E5KZRWMNER
BHMIRERR. FINARKERMEER CREERAN 0.1~
500 ng/mL 5 ppb), #AEH LC/MS/MS 54,

LC/MS/MS U BRH

RHE EPA MIBRIBEUGE, BROTHHE, SENKERIES
MABFHNT:

F1ANREEERE—BRIMRR, RREEETE (ESI+) (&N

ik Agilent ZORBAX Eclipse Plus C18
2.1 x 100 mm, 3.5 p (545 959793-902)
Hig 25°C
ZFE-0.1% KIBRBKARR (1:9)

R 0.2-0.3 mL/min
HE ty = 10% Z &, 0.2 mL/min
t;=10% Z%, 0.2 mL/min
ts=10% Z%, 0.3 mL/min
t), = 60% Z &, 0.3 mL/min
tyy = 100% Z &
15 pL

N
Tk
Helo

2 AMRHEeEEt—RMRR, |NFERTE (ESl+) (EEH

by Agilent ZORBAX Eclipse Plus C18
2.1 x 100 mm, 3.5 p (5445 959793-902)
iR 25°C
i ZFE-0.1% MBBKER (1:9)
R 0.2 mL/min
WE t, = 10% ZH&
t,g=10% ZHE
ty = 100% Z %
= 15 uL

3 An AR —RERR, EREAETH (ESI-) NBRH

Bk Agilent ZORBAX Eclipse Plus C18

2.1 x 100 mm, 3.5 p (B34S 959793-902)

iR 25°C
AL FBZ-5 mM BRBR$%/K A& (4:6, pH5.5)
iR 0.2 mL/min
B ty5 = 40% FEE
t, = 100% FE
HHEE 15 L

F 4 ARRESERE—RERR, BREAETH (ESI-) NBFRHG

it Agilent ZORBAX HILIC Plus

2.1 x 100 mm, 3.5 pm (EB4S 959793-901
H 2008 5 11 B 1 HgEZiTH)

Hig 25°C
e ZHE-10 mM BEBR$RK AR (98:2, pH6.7)

iR 0.25 mL/min
B t, = 98% ZH&
t; = 70% ZH&
t,,=70% ZHE
HHE 15 uL



FrE&ARANRLEEENT:
Agilent G6410A =5 S BXPURAT ik (B4 Bt 5 14

R BREETFUEREARENRAESTE
AFAFFER

ElE 40 psig

FiEsTE 9 L/min

ERERE 4000 V

FRSEE 300 °C

HiEFSHERE 70-130 V

fibtERE = 535V

ERNEMNAH (MRM)  BMLEDET 2 # transitions, B 1

T B AT 10 msec

BRI
LC/MS/MS &1t

NEMRIABAHET, E—BIMNENAYNEFSHREE
E#TIRE, UERBFEERANEGES. BEERRFLS
FEATGKBEF. ER—HEEF (RELRKLATN
MassHunter (£ 1E) SHERUENA ST, KEESHEE
THRFBERL RESBEIRSERRES. ARHELEYE
RFHTEHNE, BESHMERENEYE. TESTFHRM.,

RIERIEREE 4 5~ 35 V Z[8.MRM transitions F{EhliE

R 2A~2D,

F2A.  F1HZYHIMRM transitions FIMS B8 ((FiE MY R FET )

e HiHEF SRR E E MRM transitions (m/z) HifEREE (eV)
I Z Bt R E R 90 152 — 110 15
152 — 65 35
3C,-15N-¥ Z Bt = £ 90 155 — 111 15
155 — 93 25
ATHER 70 350 — 160 10
350 — 106 15
Be,-EmEiE 120 219 5177 15
219 — 98 25
M&HSEE 130 749.5 — 591.4 30
749.5 — 158 35
1] 355] 110 195 — 138 15
195 — 110 25
13C,- o 110 198 — 140 15
198 — 112 25
+E% 80 263 — 231 5
263 — 130 35
£O@/E 110 237 — 194 15
237 — 179 35
FBAEF-d,, 110 247 — 204 15
247 — 202 35
LHER 90 456 — 396 5
456 — 324 5
HAELE 110 332 — 314 20
332 — 231 35
3¢,-N-IRALE 110 336 — 318 15
336 — 235 35



F2A. £ 148ZYHEIMBM transitions FIMS B# (FRiZARYEUBEGFRT ) &

teMm HiERSREEE MRM transitions (m/z) HiEEER (eV)
RABE 110 748.5 — 158 25
7485 — 590 15
PIAEBEE 90 436 — 160 15
436 — 277 15
R 130 300 — 215 25
300 — 165 35
AXT 90 177 — 98 25
177 — 80 25
XT-dy 90 180 — 80 25
180 — 101 25
Fit S 3 S 130 345 — 284 25
345 — 268 25
HMESE 90 391 — 355 15
391 — 337 15
EE &Y, FhmRL
H/RHRE 130 415178 25
415 — 150 25
1.7-ZFREFER 90 181 — 124 15
181 — 99 15
Fighiag 70 256 — 167 15
256 — 152 35
BiEE 130 360 — 316 15
360 — 342 15
18% 90 7345 — 158 35
734.5 — 576 15
BC,-IB% 90 736.5 — 160 25
736.5 — 578 15
BAIER 90 716.5 — 158 25
716.5 — 116 25
I 90 262 — 174 35
262 — 244 15
amiT 90 310 — 148 5
FET-dg 90 316 — 154 5
HAER 110 407 — 126 25
407 — 359 15
BEDE 130 352 — 308 15
352 — 265 25
R PR 90 415 — 159 35
415 — 69 25
ERE 70 320 — 302 15
320 — 276 15
SEE 110 362 — 318 15
362 — 261 25



F24.  F1HZYEIMRM transitions FIMS B3 ((FiZiFYFRUEGFZRT ) 4

iA=L WiESSREEE MRM transitions (m./z) HiEREE (eV)
FREEZ 70 402 — 160 15
402 — 243 5
IR 90 262 — 244 15
262 — 216 25
BBEG 90 335 — 160 5
335 — 176 5
HEZV 70 351 — 160 5
351 — 114 25
TAEZR 130 837.5 — 679 15
837.5 — 158 35
2 130 386 — 299 25
386 — 368 25
TR S 90 285 — 156 10
285 — 92 25
TERENEE 110 251 — 156 15
251 — 92 25
iR = RREE 80 311 — 156 20
311 - 92 35
T R R E 0T 110 265 — 156 15
265 — 92 25
T B — FRIENE 90 279 — 156 15
279 — 186 15
13¢ -k — FRIE0E 90 285 — 186 25
285 — 162 25
s 80 271 — 156 10
271 — 92 25
TR T 110 254 — 156 15
254 — 92 25
3¢ ;- Tk 110 260 — 162 15
260 — 98 25
TRk 70 173 — 156 5
173 - 92 15
T Ik e 130 202 — 175 25
202 — 131 35
BC;-245-=H-FRELK 110 259 — 201 5
259 — 165 25
RS TR 110 291 — 230 25
291 — 261 25
B3¢,- PEFRIER 110 294 — 233 25
294 — 264 25
REEE 110 916.5 — 174 35
916.5 — 772 35
HEREZR 110 526 — 508 5
526 — 355 15



F2B. £ 2 AZWEI MBM transitions FIMS S#

tem WSS REEE MRM transitions (m./z) HiEREE (eV)
Btk 3RE 90 427 — 410 15
427 — 154 25
£EZ 110 479 — 462 15
479 — 197 35
FRLEZ 130 465 — 430 25
465 — 448 15
BNEER 110 445 — 428 15
445 — 154 25
4-ZRMRKMEIFE (EATC) 90 427 — 410 15
427 — 105 35
4-ZRMINE (ETC) 110 445 — 410 15
445 — 427 5
2 I 90 458 — 441 15
MUERE (TC) 110 445 — 410 15
445 — 427 5
F2C. % 3HZYHI MRM transitions FIMS S#
e i SEEEE MRM transitions (m/z) HitZEER (eV)
FETF 100 249 — 121 5
HEDF-d; 100 255 — 121 5
wigsF 75 205 — 161 5
BC,- ik 75 208 — 163 5
BLE 75 229 — 169 25
229 — 170 5
Be-FEHE-q, 75 233 — 169 25
233 — 170 5
e 100 313 — 160 10
313 — 126 25
BCs-=RFH 90 319 — 160 5
319 > 132 25
=84 75 287 — 35 5
B¢, =8&% 75 299 — 35 5
i 125 307 — 117 35
307 — 161 15
EEL-dg 90 312 > 161 15
312 — 255 25



)
tew
T Rz

£ 4 HZ5YHI MRM transitions FIMS 3

HERSHEEE
90

MRM transitions (m/2)

240 — 148
240 — 166

ERET

100

253 — 159

253 — 95

Z AR

80

130 — 60
130 = 71

ERET

110

315 — 176
315 — 130

SAMZEUEWHITEESE, BB MRM transitions K3
BriEA 10 28, B 1A~ 1D ARAHWRERMERLEELE
(LR 100 ppb) . RBEA B TIERE RFU S FRE
FBTH MRM transitions 7331152 TIRIVE FRIEE.
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<108 | 479 — 462

x102 | 465 — 430

x102 , 458 — 44 1
0 j\lﬂn

X109 | 445 — 410 A ]
. N .

xio? || 445 — 428 H 1

0
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| 427410 | :
0
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W vs. RERE (580)

B 1B. %2 A%HH MRM REEFEEE , (WET—H transitions. EWHETLEELE 2B

x10%
1 312> 159.7 k 1
0
%102
1 301 —> 116.7 ]\ 1
0
x10'
1 287 — 34.6 f\ 1
0 n
x103
1 289 — 120.8 /\ 1
0
x102
1 229 — 168.8 /\ 1
0
X107 | 205 — 160.9 1
0 —"— _/\;__ I\
| | | | | | | | | | | | | | | | | | | | | | |
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P vs REMIE (535)

Bi1c.  #3AZYH MRM ERBEFEER, (VEF— transitions, HEWHEELERELE 20



x10*
3.2 1
3- T
2.8 240 - 166
2.6 - 148
2.4
2.2 -
5 253 - 159
. - 95
. ERET B
i 13071
1.4 60
1.2
| 315> 176
! 130
0.8
EREBT
0.6
0.4 -
0.2 - J
0 I I I I - _\ I I I I I I I I I
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TH vs RERTE (54h)

B 1D. %4 BZHH MRM 1B FEiEE

Xt 757Kk B SE RIS R

ATIEXEFENEHEMMTAER Y, BiSKQE HORKS
KIEAERR, #l%&T 8 MIREKE (01,05, 1,5, 10,50, 100
500 ng/mL 3 ppb) BIIEREERIHIT AT, A3 Z BRE BB AR A
M&AG, ME 2R, BZ, MENKEYHERTHENR
BE, HEEZNMHEQANRETENRA L RIFM&NE,
r2>0.99,




gilent MassHunter Quantitative Analysis - Calibration curves Group 1 - Group 1 Calibration - x

° Ele Edt View Analyze Method Update Report Tools Help
i v | G| GF anelyzeBatch | @ ¢ Layout: fF [ B [ (Al %] Restore Default Layout

| Batch Table x
Sample: &| £ | Sample Type: <al> ~ | Compound: [#] 1: Acetaminophen v [ 1sTD: Time Segment: <All> -
Sarnple Acetanin.. Acetaminophen Results

@ ¥ | Name| Type |Level” Acq. Date-Time Data Path Exp.Conc. | RT | Resp. MI| Calc. Conc. | Final Conc. | Accuracy
o|lv Blank. 6/25/2008 417 PM D:\MassHunter\D ata\PPCP_EPA Method\Blank ‘Ww Matrix_Group 1.d 3183 709 r 0.0000
Olv Cal 1 €/25/2008 4.59 PM D:\MassHunter\D ata\PPCP_EPA Method\0.1 ppb W Matrix_Group 1.d 01000 3120] S67 .
2|v Cal 2 6/25/2008 5:41 PM Dr:\MassHunter\D ata\PPCP_EPA Method\0.5 ppb WW Matrix_Group 1.d 0.5000 3148 765 576|
O|v Cal 3 6/25/2008 6:22 PM D:\MassHunter\Data\PPCP_EPA Method\1 ppb Wi Matrix_Group 1.d 1.0000] 3152] 785] 2m1
[Y Cal 4 6/25/2008 7:04 PM D:\MassHunter\D ata\PPCP_EPA Methad\5 ppb \W\W Matrix_Group 1.d 5.0000| 3138] 1695| 806
[¥ Cal 5 6/25/2008 7.46 PM D:\MassHunter\D ata\PPCP_EPA Method\10 ppb Wi Matrix_Group 1.d 10.0000[ 3133 2863] 1338[ 1058
[*] Cal ] 6/25/2008 8:28 PM D:\MassHunter\D ata\PPCP_EPA Method\50 ppb W\ Matrix_Group 1.d 50.0000) 3.142 103.3
Ll 7 W10 Matme_Group 1,d 1000000 2140

Compound Information % ||° Cahbration Curve x
(a0 @ e AT A [2]e 2 A (&[] Typei near v orgni Tpore = Weight None + 1570 [2€]
+MRM [152,0 > 110.0) 100 ppb W Matix_Group 1.d + MRM:E1 [2.994-3.344 min, 26 scans) (1520 -> ™) 100 ppb.. .|E|... $ R~
£ 302 3140 £ %1027 1100 < = = =
3 3 - | Acetaminophen - 7 Levels, 7 Levels Used. 7 Points, 7 Points Used. 0 QCs
< 0394 104 y=201.7048"x +729.0723
22 0854 R"2=0.93926706
I 2l
24 084 5
18 0.75- 184
074
164 0654 Utn
1.4 064 144
055
1.2 054 1.2
1 0.454 14
044
0.8 0354 0.84
o) e}
0.4 2 il
0.24 015+ 0.2
0 0.1
0.054 1520 04
Ve —————r —— 0 o e
72 24 26 28 & 32 34 36 38 4 165 110 115 120 125 130 135 130 135 150 155 5 G % 10 15 20 25 30 35 40 45 50 5 60 65 70 75 80 65 90 % 1015
Acquisition Time [min) Mass-to-Charge [m/z]| Cor [na/ml)

: ' ] [ Acetaminophen | B Samples (810l |

B2 Sk EREHIZEBEERE 7 AEERL, KESEEH 0.1~100 ng/mL (ppb), HMHMAEFBEITES

&E. W EET SAERHTIN, RHEPFEERMS
Y—F SEEMFEHRA, AHMH MRM transitions Xt H#1T
THEMBIE, SARRMPEAHUSYNEESFILILE 3,
WE3HEH MRM RERBEFREEFAT, BT MRM
transitions FIEFEANENEREE, REZAMUEYEE
THREFNERD, NAEBHEMSIEE,




FOEFE FiEh

x104 213
352 79
3.0 - 61
2.5 237 - 194 54 256 — 167
2.0 4
154 34
1.0 2 4
0.5 4 14
0.0 0
><1l];273 x10° ol
6 2.5
5 237 > 179 2.0 4 256 — 152
4 - 1.5
3 1.0
2,
1 0.5 4 k
0 T T T T T T T T T T T T T T T T T T T 00 T T T T T T T T T
14 15 16 17 18 19 20 21 22 23 24 14 15 16 17 1 19 20 2 22
TH vs RERE (54h) T vs. RERIE (54h)

B3 EkEREFDETFRE SRR MRM transitions &R

ik

FRARNERETR, W FEBEHFEKEPAYARMILA, Agilent 6410A ZE HE
MARFF RRiL (LB —Mia R . REMFATERYLEE. Agilent 6410A = E BEEIARATBTE(L
BEMBRALR EPA J5i% 1694 HIRIISEHE,

S5 H
1. EPA Method 1694: Pharmaceuticals and personal care products in water, soil,
sediment, and biosolids by HPLC/MS/MS, December 2007, EPA-821-R-08-002.

www.agilent.com/chem/cn
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