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1 Agilent 6490 = EMI{%4F LC/MS
A% L ERREHEH#HFR
LC/MS/MS F5EEEHS K
B9—4A 20 FhigT

R A Rl
FRiE

HE

FEA—MICNSKPREFNHEEIIRIE LC/MS/MS 7%, KA 80 pL i#
HEKEEZEREESR, SEHBUSKP—A 20 MIERYNEERR.
DERNTF 14 D8, ZEIETYMNG ARSI (MRL) A 3-39 ng/L, %%
BTN EBRMEIS/NT 30%, 20 TP E 19 MBERMBEZERER
¥ < 5%,
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R K HBRBSKFEESTHREBNLEY (TOrC),
BEAY). KA. TUHEYHDANIFERm. SKhEK
BIFBAHAARNSS RAIEINISK, BHEErEE
TOrC HENIRAKIR, FoRERER. XMESREHEE
BYJLBER SIS BIESK (1] FEEXKEIRATRL , X—iA]
BRAZBEMEL, SREBILTHHNEEYERSIAK
B,

BABH—LE TOrC WEEMFALNEEEARTM,
BRBRMITAKPIXELSYNRRERSYZE R
MR, EERM. A, EARPEEETOCHHRE
FERFH EIEERETE, WNEPRES—FT0C 2FN
K. HNFBENR— M EEBAREIRAKFISKE R
FEBERANETYYIR, FTLARIEFEEME. XEiTHE.
W R F AR5 K O ERRERARNBENET
YEATIE

ANAERSET —HMERRNAR, KiEXTEEH
BB AKRNSRRMFEREN XSGR, BE—TAITT
ERMTIER (1], ARXNEEREKOE #HITHEUHAR,
BRI T IRAISE A 1%,

B TOC HmBRE R EHITENN B INIERAIRGEL B,
XREKDITEEAN EHERED M, SARERNS
%, BESMKREEIE/SBERIE (HPLC/MS/MS) R4 £
HITEERAKRERE, 2ERENSE, NmRACENHT
FHEEFE D INETE. FREMERAERNARD, TEXRE
KAERER, WAL TRURF CECITERNEE
(ERA) » BEERERMETIRFIENIZS MRM B9 Agilent 6490
=EMRIT LC/MS BRI UERMERIERBE, gEF1R
BRI 20 ML EMRNRESE, HEDInEARR%ESE
E 13 535,

XM EREBEE 20 M TOrC, HAFMEHSYEREM
FOSKRE FHED=ZREH—RU L, B—EKE
MEETREGSIERT, FERERSS, HEE
PR RT ATE IR A 7K AR 2l

LIRS

ES ST iy

FRE A FIAATE RITIRXE (1] FRid A RR1G. FAE

IR BRATER (ILSS) FEE RN,

X3

fEFREZE 100 pL M EEIFHI Agilent 1260 Infinity HPLC

RHITHH. B EILEME (Agilent Pursuit XRs C-8, 100 x

2.0 mm, 3 pm) 5 Agilent 6490 = EPUIRFF LC/MS RZELA,
888 Agilent Source Optimizer THEEX RAITI TR HITM

&, W& 1T

HmRESHILIE

E—FENENFREEHE, FEVRERBERFESKE
B MHIBUS K . FTEFEIIELF SR 1082
BIRE, LEBREBREWHERNTM, HAMATIAM
RN B R IERR IR EMEKIEIF. SN
fREX 1 mL, DON2pg/LILSS BEY), ELER 0.2 um B
BABR (PES) £tk:diR28 N\ B ot 83 iR HE T 2



1. HPLC FIMS (B85 14

HPLC 1% MS 1%
DE Agilent Pursuit XRs C-8, 100 x 2.0 mm, 3 pm RESH ESI R0, BT IRER TR FEE HITIES BB S,
(RS A6011100X020) &7 MRM
R 80 pL HEIRBYA] 0.5 min
R 30°C ESI EBFIRT ESI ABFIR
BieLiE! A) 0.1 % (v/v) FRER7KIBR HSRE 350 °C 350 °C
ES
B 2R HTE 11 L/min 11 L/min
E??ETI[E—'J :;5 mlr;j\;;r%n;én EE?E’E{”E—'J = q:;k;‘é/;ﬁﬁlg 275 °C 275 °C
min A H
. FIERTR 18 L/min 18 L/min
TR 0.4 mL/min TRES 45 osi 5
N = B psig psi
B BE (min)  %B - ‘
0 ) M e & 1500 V oV
15 2 ERNEBE 3000V 3000V
8 60 &IE RF 150 V 90V
105 100
15 9 R/E RF 60V 60V
EiE364E] 15 min A EMV 400V 400V
AL ik
* 2 ETHETYYIRIELH 20 LS RESERNT
K% N % (MRM) B £33,
2. MRM ESI 5358
REEetE BEF FEF BHEE fiiEgEs
wEaEm (min) (m/2) (m/2) (V) (V) ESI iE5
REE 5.2 162 82.1 380 13 il
REE, 5.2 166.1 86.1 380 10 al
PRI &R /R 4.2 267.1 190.1 380 15 iE
145 380 20 E
IR IR-d, 42 274 190.1 380 15 IE
MNEER] 5.4 195.1 138 380 24 iE
110.1 380 16 E
WMERE-13C, 5.4 198.1 140 380 16 IE
*EEF 8.0 237 194 380 15 E
179 380 35 E
TEEFd, 8.0 247 204 380 15 E
WBEHYAZ (DEET) 8.8 192 119 380 15 N
91 380 30 E
DEET-d; 8.8 198 119 380 15 E
WRIER 103 294 250 380 4 il
214 380 16 il
KIGHIRA 6.5 256.2 167.1 380 4 hd
165.1 380 44 I
KIGHIBA-d, 6.5 261.2 172.1 380 4 iE



RYgetia BEF FEF HiiEgE=

wEaEm (min) (m/2) (m/2) (V) ESI #5#5(
HIETTT 108 249.2 121 6 1
HIETFF-dg 108 255 121 6 7l
SaIE% 6.0 296 268.9 10 1
204.7 15 il
sz 4.2 821.9 803.8 20 il
M TRE 48 7918 572.8 22 iE
558.8 28 E
BanaES-d, 2.3 781 562 22 E
BR/RIB 7.0 219 158 5 n
55 20 E
AR/RiE-dg 7.0 2221 161.1 5 i
FKER 6.3 2193 162.1 9 E
91.1 25 E
=SS 5.9 419 239 15 iE
221 15 iE
=SUERE-dg 5.9 425 243 15 E
Tt e B T 7.1 254 156 10 iE
92 30 iE
F R FR G- 13C, 7.1 260 162 10 iE
TCEP 9.0 285 223 10 iE
TCEP-d;, 8.6 297 232 13 iE
TCPP 9.8 327 99 16 E
81 70 iE
=|FkM 11.0 313 160 5 il
126 25 1
=SR-3, 11.0 318.9 160 5 il
=84 1.1 289 37 5 il
287 35 5 1
=84%-%¢,, 111 299 35 5 il
BEFE 5.1 291 261 25 iE
230 25 E
FREFIE-d, 5.1 294 264 25 E
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RIEXN ZERRHNXEIOER, ERMKITD RS (PSS)
Xt 48 F TorC BB EIERMYIRET T AEMITH, ¥
DHEKIBESA R EIME DF). FIRE (FER
B) UREHBISKPRECENEXARIE (BfF
REE) . ZUIVEBTIRSEDN 3 5, XEFEKEY
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IR, K 20 MMEEIE Y, S0E 3 FiR.
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* ZERDRI DF (I8 SRR
3 (> 85%)

P BFERERS ETEORE)
2(201-500 ng /L), 3 (> 500 ng/L)

PHRES (BTHREE) ¢ 1(2-4), 2(5-9), 3(>9)

1 (51%=70%), 2 (71%-85%),

2 1(51-200 ng /L),

FiEIERE

BBEXE RS RAESH OIS EZIRE R
(MRL) F{Y23E 2R (LOQ), 05K 4 Fimo BR=SEHEIN,
20 L EHIH9 MRL £3%7E 3-37 ng/L ROSEEZIE] (R 4) o
RA=SFENERN MRL XS (302ng/L), BHBESK
RN EtEEHHE. 20MEEMHPRSEN
L0Q < 20 ng/L, SEETE 2-100 ng/L 28 (R 4),

X4 20 FETHIEI MRL #1100

1ET MRL (ng/L)  LOQ (ng/L)
REE 4 5
FRIE 78R 37 20
U JE[FS| 8 5
*EHEF 3 2
DEET 34" 10
WA 14 10
KIGHIEA 7 5
HIEFF 23 50
SRER 15 10
T 13 10
S 39 20
BR/RIE 8 10
FKER 9 10
=SUERR 302 100
TR PR 5 5
TCEP 20 20
TCPP 22" 10
=SFU 14 10
=84 15 10
REFIE 11 5

" HFYUESRIZEM, MRLIBEBATERER 2 5



EHRRME T KRS KAE (WWTP) BIHERBGS KRER
B 20 Fh#E7"YI7E 1000 ng/L F0 5000 ng/L 7R E T EYINARLE]
WK, BR=SERE (WWTP 1 7E 5000 ng/L T 67%) FAH
7SE2 (WWTP 17 1000 ng/L F 46%) 9, ®ZE WWTP 7£
IR R E T RIEIURERIITE 83%-138% ZiBlo WWTP 1
HERUS KR =ZREEMBSENRELLRINITVKES
20 1%, XAlRERENEIWERIENRERE, iR =
ELERNBEERYT, 20 MEEYPHAZHESH
IARRE TRIESR WWTP 55K FREVAEXT iR &R ZE (RSD)
4 < 5%,

BRI IAREML R BT (ILSS) BULEE
MG Bk INTRERE ILSS AR EFR Z Lh i EHIRIS 7K

PR, RALRKREAML X LS FIMEE.
MR EE AR BRI N RS (REAE 60%) ,
B2MERNPHORSHESKAERYEN <30%
(BE1) . BRBERSERRFEN=-_SEENGES, M

Xy Efth 18 ik SHINIRILEEBHDHIER.

IRENNIS S EYIEY MRL EHEMHE 10 pg/L HIRE
Hh%%, 20 MiERYIRE 15 MBIEXFRER (RY) > 0995,
FRrEIsTYII R B39 > 099 (R5) ., FRASMLEYHN
FOESRE 2 pg/L ARE THEERBZE, BRNERE
IR AEIRZE (RSD) 33 < 5% (5% 5) » 7E 20 Mk &R,
B 14 EYHIBIE RSD <5%, BREIEE=(2-RZE)E
(TCEP, 14%) FI =R EHE (12%) 9+, FRELK S Y BIE
RSD 3 < 10%.

B WWTP1
60 m WWTP2
E 40
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B 1. HR5KIELF D E A g (ILSS) BIEFAL (n = 5)



X5 20 IETYIBIREE R B

REERRN BNERRE S

e (%) (%) (R)

RERE 1.4 0.35 0.9987
FaIE & 7R 1.7 13 0.9964
IEEPS] 0.69 3.8 0.9967
£5EF 6.2 15 0.9989
DEET 0.47 4.6 0.9951
WRTTEL 2.0 1.0 0.9982
FiEhirA 2.1 2.1 0.9904
HIETTT 3.3 3.8 0.9974
SREE 1.0 25 0.9983
[t 0.48 19 0.9988
W B AR 22 18 0.9975
BR/RIE@ 12 15 0.9975
FRER 0.12 2.7 0.9963
=REE 12 0.55 0.9970
fE AR FR G 0.30 22 0.9971
TCEP 14 0.84 0.9974
TCPP 5.6 24 0.9924
=S8R 9.9 2.3 0.9929
=84 1.1 1.0 0.9927
FRE I 0.97 2.8 0.9941

BIKHR B

RIS #HITTHKRERN D, —FERES
KT HmEEMEam. FrE 20 M TOrC f&RYERED
FOSKAE PR EL=ZREH—RU L. SRER.
LTERE. ZRERE. BMER=2-2RE)E (TCPP) MIiE
EEFETYEREEaPRREIRENRES, Btk
A TERBRE IR ARG . XEMEIENISKITHR
@RI RIFEEE,

HitfsmRREBESTH MRL, EATAESKLE
B AETZMEE. ERRMEREINURETELN
fEtr. XEAETYBRIE=RE. ERREM. MR
=D PEH DEET, X 20 MisTR YIRS DA LARZE
FERMUFMRHARE, HIMA] BT ENHRSK
WEMARNETHNMIEER, AIEMNETRYTIR (10
KAFRHENTIR) NFHR T0C NITABHNRBEKR
HIPKBF B AT mEXREE,

#Hie

fEFABEEHEE LC/MS/MS AN —AHRBUS K BEST
MRME T —MIRRE T ENGE. FRAEM80uL, =
BRT AIRERIERK D ITETIEL. FREBEE. PR EERMY
MBEZENEDIRMSE, 20 MIERYTBR=SEE
(302 ng/L) 4b, HRIETWE MRL 3979 3-37 ng/Le K%
HUESYHNEHRMBEREE <5% (TRHRH) . E¥
HEMHNERMAIIFEIBRRIE, HESTHRHITE
30% LA, XM 75 IEBENRSE R —HIs RN AKIR
RS KTERY), HSMEKGIE NI ZHERURSE
THMIEER,
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