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ATTEFRF WAX 1T, @I P& pH [ERITHI2RMFER (PFOA) M2 @mF behafk (PFOS)
A ERVRERET), SERUKIFERTIERERNEENSE, FARESNRBRE - =
BRI FIERANITEEENE.

SIS ER 53

HRXESRE

P RAURE. THXFRFSE GB 17378.3 Fl HJ/T 166 —ARMEE. REMEF R
REXWNERT 4°C TELRT, 2 ARSTAFERFINE, 1 MARNTHERD .
ER RS ES

BY 500 mL 7k#¥, AN 10 ng “C,PFOA Xz 10 ng “C,PFOS trEERY), RAEE
AEEETE, ABERBERLU 3-5 mL/min BUREET TS S 0.5% R/KREEAR.
FREEFIBLAACEWE WAX H, EHSEEEE, KRKA 8 mL B4k 8 mL 2%
R (pH = 4) MV, BE=FIR 1 hE, #8 8 mL BEMIVE, FiEMER.
BEA 6 mL 0.5% SUKFEARER/ME, WEARBAHIVORER LT, RGN
A 10ng °C,PFOA, ERREESZE TmL, 2022 ym EETEEEBZE 2mLPP
M BREIE R PR

TIEERTYRAKDSE HI 613-2011 #ITNE. HEFFREX 5.00 g FBTERET
BOES, M1 10ng “C,PFOA K 10 ng '°C,-PFOS fR AR5k, MO 10 mL BB
F2IGRR (v/v, 1/1), SRITESEZER T 200rpm #&75% 30 min. =8 FEBAIEE 30
min. 6000 rpm B0 5 mine W& EER. EERIWN=X, &aH LER BKERE
ZHRESERT 10%. AESRKEHITEVESE.



BERG

BILHE  Agilent Poroshell 120 EC-C18 (100 mm x 2.1 mm, 2.7 pm)
o8 © A) 2 mmol/L ZERERKAR, B) 288, HMENTR
FIR 1 0.3 mL/min

R 1 35°C

HIES 5L

x1.
BY{&] (min) B (%)
0 30
3 65
4 65
5 100
8 100

JEF#BYi8): 3 min

g &4

BTR : ESl, ABETFER
EMEBE : 2500V
IEIEERE : OV

Z1S : 30 psi

BHSURE 1 350°C

UM 11 L/min

R 2. ZRUENFME

way BETF FEF [ hifiERE IEERAY

= (m/z) (m/z) E (V) = (V) & (ms)
PFOA 413 369*/169 80 7*/18 50
5C,-PFOA 415 370%/169 80 7518 50
15C,-PFOA 417 372*/169 80 7518 50
PFOS 499 99*/80 190 50%/54 50
*C,-PFOS 503 99*/80 190 50%/54 50

EREERET

ZR5TE

BIESRIERMHHNRK

EMUENEBIERIEFMET, EAREEYTE 5 min RSKIIEL
DB, WTERKMEEEFERER, HEMUSYIRHEET
&, RBAZERR 3 min, REIGEFERBEALEIED,
WNRARLGH PFOA/PFOS AR S, B LUEHFESRIHEK—3Z
HEIERIIEIER, KRB LC RANTIYHITHSE, MM
RESBEMNE, BETH, SUBREEYRERES.,

PFOA

| MRM Frag=70.0v CID@7.0 (4170

4+700V CID@180 (¢130 >

2 Rs
E—
2 ](5
[E—
C,-PFOA
106704120.> 090)s0 20000

PFOS

C,-PFOS

- §°NAm302A;§cANJE Nhoz 8<;5;°<N“i.aANwiu

42 44 48
Counts vs. Acquisition Time (min)

B 1. PFOA 1 PFOS & EFEiIZ=M4E (°C,-PFOAF] °C,-PFOS) HIFZEX MRM &IEE

SKMEES A EERENREE

RARMRHEREAHRITES, £ 0.50-200 pg/L BIRESEEA
PFOA #1 PFOS &M RYF, [MARHIDIEE 0.997, 75l
FEEMAKM TIBEAERKITFN A EZNERENBEEE. 8
FIFERE AR PFOA/PFOS MIZRBIREMEERA, KIWAPEXT
FEERXBFAENIMTRE. 8 MREKFEEE 6 XUE,
W RTEKEES RS T AR ENET IO, ARE#HITHEN AIIEEN
ANEIR, KRERWNEK 3 Fim, ENRN=REKET,
PFOA TE45i7k BB ERSE 91.1%-94.1% 8], B TRERE
(RSD) 7£ 1.3%-4.8% 2 [8] ; PFOS B [a] U Z 7£ 88.0%-93.8%
218, RSD 7£ 0.80%—5.3% Z[8lo X FHRAKFMEKITAERH
IFRRET, PFOAF PFOS BIEIWZE D7 TTF 88.4%-98.8%
#1 90.8%-97.3% =z 18], RSD %3 3" F 2.2%-14% 1 0.9%—



41% 28l WFEALT. TESKE, THENNMTRE
T, PFOA BIMAREIURZENF 98.5%-113% 28, RSD F
0.6%-5.7% 28] ; PFOS BIMNAREINZETT 96.8%-111% Z I8,
RSD NF 0.4%-6.6% (8l L E45RFREE, KNG EEBER
ISR LI F K S TIBE B FRER PFOA 1 PFOS,

*® 3. B AEKS HEERTINREIRE SERE

_ PFOA PFOS
E=354 INARRE
144 (%) | RSD (%) | EIUREE (%) | RSD (%)

2.5ng/L 91.1 26 88.0 5.3
k=B 40 ng/L 94.1 13 93.4 0.8
200 ng/L 92.0 48 93.8 5.3
2.5ng/L 90.7 14 95.5 41

K
40 ng/L 88.4 35 90.8 0.9
Bk 200 ng/L 98.8 22 97.3 2.0
0.50 pg/kg 113 1.2 1 0.7
T8 5.0 pg/kg 101 0.6 99.5 15
20 pg/kg 98.9 0.6 98.6 0.8
5.0 pg/kg 103 18 97.6 0.4

tTiE
20 pg/kg 98.6 0.9 926.8 2.9
5.0 pg/kg 103 42 102 22

|23
20 pg/kg 104 5.7 103 6.6

= =
MV ES T Y i

ERRGENIERME M TR RN E A MR
778N EMEERZTR @ LR RK R T 7K PFOA A
PFOS BYSREB/KFRTJLEIJL+ ng/L MREKF, Z5HIZE
BIX ; BT EAIRAARYIH PFOA & PFOS KREF DR
o

e

ASEN SRR TR HITIF RAIL R, SEeBEMRIEE
5% = B RIS B R R AN EIEKES T1EAH
PFOA #1 PFOS. A A1 BEMESEHERERFERTHNER
T, RBES, KECET, RWENBRREHTERTE
SEXR, AJRTFIFREKES TEERFEE PFOA 1 PFOS 89
DHfo

(FEEES M 5994-0437ZHCN)
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Rk T EYAFR/URM A
e AIVTRINED A BYIIRE

[

CIR=

A7 ERFRMIFREAK, TIEMEYEFB7IRF+ " (HBCD) FIRINE A
(TBBPA) » ¥ mIRENEELKIMERIAK. EREEMRES, ERBEBRE
BIES ZBNRMTEKARA#ITRN, RBRUERREETES, AR
R RIS ERFRTPREN/NRI+ TIEMIUENE A, T2HEHNIRE
KILE I NE K,

SRISER S

ES RS ES

£ 500 mL KEFHES BB, MANRIRERRM 20 mL E2k, BIZURS
2min. BHENEGE, WNEREDE, STKMEHER K. BRI 20 mL ESE
BE FRRIE, &3 2 REEUR, £ 40° C KA FIRERAREELT, N 5mL
FokER, BEURIVERZESR 10 mL ECkUELEMEEREEEEAE (1.9, 6 mL)
£, R 2 mL IECktt, B 5 mL Z& Rkl AR T 40 ° C TRESWT,
AN 1.00 mL BEEEA, 2 0.22 um BYBHMILERD EE 9.

i MRRMREYES (YFE), FREX500g CEMZE 0019 EF 50 mL B
Eoh, MARFMIEER®RF 15 mL E2k, SRR 1 min, BEIR% 10 min /5,
£ 6000 r/min B 5 min, & EEREEEREZEAM ; FER 15 mL ECkE
SRR, FIBLEREHERRELM, 1F 40 °C KA TREZAREELT,
ION 5 mL ESRER, B TIER DR ELITIE,



Bt
B © Agilent Poroshell 120 EC-C18 (100 mm x 2.1 mm, 2.7 pm)

MEpAE 1 A) K, B) ZfE, BEN TR
IR 0.3 mL/min

R 1 40°C

HIES 5L

x1.
BY{&] (min) B (%)
0 30
3 65
4 65
5 100
8 100

JEF#BYi8): 3 min

g &4

BTR : ESl, ABTEREIN
EJHEBE 1 3000V

MBI ERE 2000 V

e BETF FBET jread=ch hifiERE pE3eai
= (m/z) (m/z) £ (V) = (V) i&] (ms)
HBCD 640.7 78.9%/80.9 80 10%/17 100
C,,-HBCD 652.7 78.9 80 10 100
TBBPA 5427 78.9/417.9 200 67%/46 100
5C,,-TBBPA 554.8 78.9 200 62 100
T RREER

FZR51TIE
&S RS
BEE. FRARILS, HECD =M EASHETRNEL

7%, TBBPA. HBCD MEFMIZEAARAVEE MRM &IEEN
B 1 o

B-HBCD
A-HBCD s 4978 "

AN

V-HBCD

oo
TBBPA -

B 1. TBBPA. HBCD &HBMIZEARAI MRM BIEE (1 pg/L)

SRS A AERENREE

R ERABMERREHITES. 7 0.1-100.0 pg/L BIR
ESEERN, TBBPA 1 HBCD L4 HEXM4RY, HXRHITA
2 0999, LUEK. BFE AR EBEIEAER, EAREHN
HBCD MN#RAREKFE T ENH AR ERE, LRERMNEK 3
PR, EABRMIRET, EEBRAH HBCD NEWZEYE
68.3 — 118.2% 2 [8l, RILERKAE, K5 EEBER. Ik
HINE I EFERFIEEM HBCD,

R 3. B ERT HBCD MAREILE (%)

E=95 INFRRE a-HBCD B-HBCD y-HBCD
2ng/L 83.0 80.0 68.3
gk 20 ng/L 110.8 100.3 1151
40 ng/L 102.6 107.0 103.0
0.4 ng/g 1157 98.2 9.5
SRR
2ng/g 118.2 104.7 106.7
& 2ng/g 845 102.4 83.3
~
18

R EXRBEREEITFRANNES, ERBSMREEIE

M=BMRA BB RA, SEaRUEREE, FIIENE

B SHPREN TBBPA # HBCD. ZARAIBHEEHE
MREXAFRTHNERTIL, REES, LECEE, BIWERRE
EEREERNER,
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IR AP AR B SSFN BR AR BZ 2R 1Y
SYIRYNE

[

CIR=

AXKARFBOCZEMNRTRAEKARS, BT (CENARY) RN
LHNE RIBBIE - ZERAFUEE) fRET 15 RSN RRE NSRS
DIPSE D

LI ER S

ELT RS

20 (HENUARY) R LEMBCRRRLRINE RIEIE - ZSURMFRUEE) fne
FRTMET 2,

BIgFE M

BIEFE ¢ Agilent Eclipse Plus C18 (100 mm x 3.0 mm, 1.8 pym)

EHAE : A) 0.01% BRERICATR, B)0.01% FRANEREAR, HHELA

JRER 1 0.4 mL/min

& 40°C

HIEE 10 uL

x1.
B8] (min) B (%)
0 15
9 95
10 95

JEFEBTiE 13 min



G £ 2. SRAEIE )

BTR D ESL EBFRA wam 887 | FBEY | wuaE | wEes
- B (m/z) (m/z) ) V)
RS _
EAERIE 3000V BERZ-d8 193 174 109 32
I EBE © 1000 V #R-ds 99 82 120 20
TS ¢ 40 psi 33 -ZEBERE-d6 259 160 110 52
T o P N-TEREE Z K Az-d6 205 175 65 12
SEE 1 380°C
SR 12 L/min
i N, \
TIRSUREE 1 300°C GRETIE
THESMIE - 8 L/min BIESRIEFGML

ZEE, FUEFMHLE, 15 MERREMBCRIZ SN EYY
AISEIRIFHEIE DR, RE 0.5 ug/L FURETFR MRM &

® 2. ZRUENFME

BEF FEF ERBE hiERE S N —
& 3t = 4 &
wan ) ) V) W) IEEIGIE 1 PRo
185 167 85 32
BERRR H
185 141 85 28 - Ja—— 25
94 77 40 20 s
e -
94 51 40 36
108 91 100 20 i pp—
AFRERRR w]  TE | 2mwwe | \
108 65 100 32 o \ <
0 | SRR |
124 109 85 20 \‘ [
2-REEER o | AEER | \\”*m’”&
124 92 85 20 - ‘\ ) 33 SRR
o1s | N-TERSE R
108 91 105 20 o & 0
3 RERE A
108 65 105 32 - e R
108 91 100 20 B 1. 15 MR FEMEBRRZ LS (0.5 pg/L) BI MRM &% E
2-FAERER
108 65 100 32
122 79 105 24
24-—BRERRR
122 107 105 16
139 122 85 12
A-THERER
139 92 85 24
139 93 95 20
3-FHERRZ
139 76 95 36
128 1M 100 24
4-SURRZ
128 93 100 20
144 127 90 24
2-582
144 77 90 44
122 105 105 16
2,6-—ERELRRR
122 79 105 24
128 1M 100 24
3-RERR
128 93 100 20
253 217 130 24
33 - TR
253 182 130 32
199 169 80 10
N-TEFHE KRR
199 66 80 32

11




ROEZ

RTTEXRBNINERITESE. B 0.05-100 pg/L ARESEREIA
FUBAR TIEAR, MORERFDHT, BURERL, SR
Pime MAPILIEH, BUEYNAIERXMERY, BXRW
15X 0997 LUE, PISKELXYBIrYDERES.

benzidine- 3 Levels 8Levels Used, 47 Points 47 Points Used, 0GCs

dine -8 Levels. Lovels Used, 47 Poins, 47 Poinis Used, 0 GCs
52

. L ERCL — LR I
24
i iz 7SS P A-FRERR
2 3¢ ~
‘] 0.05ug/L~100ug/L ¥ 0.05ug/L~100pg/L ss| 0.05pg/L~100pg/L
: R’=0.9987 i R’=0.9975 I R?=0.9979
o o 2
os o s
02 04- 1
. 02 os.
02 o 0-
I P Y S SV T .
BT e condoratin e ot Q2 s e ge T % e ge T

v T [
P i -
£ £ i
i i I 2 FREE:
s S g I § PN
i 2-FREERR i 3-FRERRR 2 0.0sug/t~100n8/L
~ p ~ 0
251 0.05ug/L~100pg/L .4 0.05ug/L~100pg/L N R220.9997
2, 2, =V.
: R?=0.9984 2 R?=0.9998
A 15 15:
-1 354;47%“‘: 47 Points Used, 0 QCs 4-nivoaniline -8 Levels, 8 Levels Used. 47 Points, 47 Paints Used, 0 QCs 3-niwoaniline -8 Levels, 8 Levels Used, 47 Points, 47 Points Used, 0 QCs
1 H 2 S 102 R 0B
£ e § o[PS e § o] P e
H 0
: e s oo
£l oosmg/i~toous/L e A-RELRRR ™ 3-REEIRRR
5 e HE, © 71 0.05ug/L~100pg/L © ] 0.05pg/L~100pg/L
R?=0.9984 b b
" os R?=0.9987 > R?=0.9996
: ox =
P o os
Rl condenenin S N
s T e7srsecoos PRI e e ey
R PR § oA RS
§ | e i B S R oo woighe | RS e i
£ £ o
< . < s — .
L 4-SURRR 2-250% 2,6- " FRELRRR
H I ~ ~
€ ] 0.05pg/L~100pg/L € 375)  0.05pg/L~100pg/L '] 0.05pg/L~100pg/L
f
e R?=0.9999 s2s R?=0.9994 os R?=0.9998
g
12 275 oe
e o
: 5
o
f
o os
o6 = o
o7 oz
o5
o 0.25- o1
o 5 o
02 T T T T T T T T T T T T T T T T T T T o
ReiieConchrosion Reisbe Conchson Rl Conchnmion
v -8 Level 8 Lol Used 47 Pt 47 P Used. 0005 53-deherbersdine-8LevesSLvels Used, 4 Pins 47 PiisUsed 00 \Niosadhenvtamin - 8Leves SLevelsUsed. 47 Poins 47 PoinUsed, 00Cs
s T 208 PR Tt PR AT
K Boos]Rio e
Tyme Linear. Originlanore, Weight 15 £ *2] etinear. Ongintgnore. weight i 22] Type Linear Grginignore ieght i
s i
] 3
i W8
3 P 3 e et —
3-SR & el 33-T"SUBCRER E N-VF AR A
o
%] 0.05ug/L~100pg/L ss]  0.05pg/L~100pg/L 13 0.05pg/L~100pg/L
bi s 2 p b
oz R?=0.9999 N R?=0.9999 I R?=0.9998
ats : i
o 3 05
o3 : 5
] o
02 05
015 i o4
o
o 22
008 oe of
T T T T T T T T T T T T T T T T T T T T T T 02 T T T T T T T T T T T
T 0 95 o5 T % 1 T o @ & 1 % e, s ] S S
Rl Conchnon Reles Concinasin

" Reishis Concanraton

B 2. 15 MRRABRR R LSRR E L

it

ISR B RECBEIRIBEIEN ZEMRATFUEEKA R,
ZEENITE, FINEPERME (LEATIRY) REZEMEE
RREBINE BAB®IE - —ZEURMRIEE) o8, BiLT 15
MERREME R LU BRI DTN T %, 2 ERBES,
HIEEED, FEEREENER,
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KRR AR A S A 29 AV TE

e
=

AR T RIS 15 MEERREEST A ZAERR RE. R
BES, TERmEMERERNIER,

s}

T ERSY
HamaibiE

BKESES GBS 0.22 pm BRI JE, AINEERREHIED .
BIEEMG

BIEHE : Agilent Eclipse Plus C18 (3.0 X 150 mm, 1.8 ym)
TREhAE  A) 0.1% BRERICAR, B) FEZ, HENTXR
IR © 0.3 mL/min

R 1 40°C

HEEE 1 20 L

x1.
Bia] (min) B (%)
0 5
1 60
7 85
7.1 100
10 100

JEFBTIE 14 min

13



Big &4

BFR:ESl, EBEFREN
EERBE : 3000V
IEIEERE OV

Z= : 35psi

BSRE 1 300°C

SHSOME L 11 L/min

® 2. ZRUENFME

wam BEF FEF TEREE WiERESE
(m/z) (m/2) v) v)
239.1 182.1 104 15
T B Pirimicarb
239.1 721 104 25
166 109.1 84 9
R K, Metolcarb
166 94.1 84 37
2101 168.1 68 5
FEZREL Propoxur
2101 111.1 68 13
2221 165.1 92 9
SEEE Carbofuran
2221 123.1 92 23
2021 145.1 78 5
FAZERE] Carbaryl
2021 127.1 78 33
194.1 137.1 94 3
S A= 1soprocarb
194.1 95.1 94 3
208.1 152.1 100 5
T R Fenobucarb
208.1 95.1 100 13
208.1 151.2 96 5
$&3<EL Promecarb
208.1 109.1 96 17
226 169 94 9
KB Methiocarb
226 121 94 21
RS 106 5 78 3
Methomyl-oxime 106 42 78 45
R 23,5 194 137 92 9
Trimethacarb 194 122 92 29
224 167 88 5
& $ & Bendiocarb
224 109 88 17
SREE 214 157 96 9
Carbanolate 214 121 96 25
163.1 106.1 58 9
K% @ Methomyl
163.1 88.1 58 5
3-OHE HE 3-0H 238 181 108 9
Carbofuran 238 163 108 13

R 2. ZRMENFMFER)

wawy BEF FEF BREE TitiEaE S
= (m/z) (m/z) ) )
FRZEE-D7
209 152 85 9
Carbaryl-D7
REE-D3
225 165 54 9
Carbofuran-D3
FEiREL-D3
229 169 78 9
Methiocarb-D3
KZE-D3
166 106 60 9
Methomyl-D3 1

HZR5E

BESRIERMHNRK
KEEFEFRMA NG, TFEFE 10 DA 15 Ma
ERRENEEEENN, XKABELRSINEIEREETLR

9F, BREVGIEEGNE 1 P

x10%

; ;

15

14

13

12

1.1

1

09

08

07 12

06 f 9

o ‘\\ . &”‘io N Y
03 111 16 |

02 | 4 ‘ 12 A LL N
N M2 NAMW Qe AAN

3 32 34 36 38 4 42 44 46 48 5 52 54 56 58 6 62 64 66 68 7 72 74 7.6 78 8 82 84 86

Counts vs. Acquisition Time (min)

B 1. 15 FEERREATA 4 MR RARN MRM Bi%E

1. Methomyl-oxime ;2. Methomyl; 3. Methomyl-D3;4. 3-OH Carbofuran;5. Pirimicarb;

6. Metolcarb;7.Bendiocarb;8. Propoxur;9. Carbofuran-D3;10. Carbofuran;11. Carbaryl-D7;
12. Carbaryl;13. Isoprocarb;14. Carbanolate;15. 2,3,5-Trimethacarb;16. Fenobucarb;

17. Methiocarb-D3;18. Methiocarb;19. Promecarb



SMEESHEAERENBEEE
KRFERBRMIEBREZHITES, 1T 2-100 ng/L KESCE
NE B FRIELMAEXE R, SMEXREIIAT 0,999,
AT EKERGIRERN 2.0 10 A 100 ng/L BIMNFRIE 5,
AT 6 R, ERFENERENRERE, RRERTE 3
Fim, SaERBEEINEIYE 70.8-124.4% (8], RSD
£ 0.69-7.57% Zi8lo SKILERRBARTT A L. RIS
KNF R KPRESEFREX NV EY.

® 3. A PREELINAE REHEIBEERLRER n=6)

2ng/L 10 ng/L 100 ng/L
wam Bk | RSD | EWK®E | RSD | EKE | RSD
(%) (%) (%) (%) (%) (%)
AR
e 70.8 3.29 83.6 2.15 106.1 4.36
Pirimicarb
106.8 1.95 83.9 3.78 99.7 4.27
Metolcarb
T Propoxur 102.6 7.57 96.4 4.72 106.3 1.26
SER
87.4 1.05 90.7 6.32 105.1 2.67
Carbofuran
FRZE R Carbaryl 101.5 5.62 89.8 1.59 106.4 2.74
SHRE
78.2 2.59 88.0 0.77 108.1 1.59
Isoprocarb
TR
102.5 7.98 80.1 1.49 100.6 4.82
Fenobucarb
AR
96.7 4.62 83.7 1.48 106.6 2.88
Promecarb
KRB
K 91.5 5.34 88.1 2.28 103.0 1.31
Methiocarb
RZRE
. 117.2 7.10 99.7 3.27 124.4 3.40
Methomyloxime
B 23,5
K 86.3 10.60 90.6 7.36 115.1 0.69
Trimethacarb
ERE
. 76.6 5.76 88.5 7.92 109.0 0.84
Bendiocarb
Ve
82.6 2.86 98.0 4.04 102.4 113
Carbanolate
RZEL
109.5 4.47 105.7 4.04 106.3 3.07
Methomyl
IFRERER
100.6 6.56 85.3 213 94.9 1.21
3-0OH Carbofuran

e

ARERAEREFNREURHERENEKPRERREXR
7, ZIEERRR. RYES. EMNIRELETFES, 8
35 EFR KR HIE K.

(aYay
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Trusted Answers

KR 19 ARz I E R RVIE

=7,

Ay
AR IR AR ACIR KA T AKEF IR KA AL R ARV KT, 7
XiRMT —METFREGIE = ERATFUE T S FERRIN 19 MHERZ BT IRIE.
REL. EHRYS .

o

SIS ER 53

Hmaiahig

£=HY 500 mL 74, 0N EDTA FERZRERE] 0.5 g/L, BTKEN pH E 4-7 2
B, MABIWERY (ST, 1S2 M 1S3) f&, BT ARETIE. BiTIEEKEFEUL
5-10 mL/min BYAE p0E 2)F05E L RY AgilentBondElut PPL-SPE #£ (500 mg, 6 mL)
M, B 5mLakimistia, BT SPER, BA 7mL & 2% fUKNBRERR. %
BRRTE 40 °C THRASTER, FRAMR <0.5mL, MNFEERTR (1S4), BAKE
BE 1mL, RORIEES, 7 13000 rpm MEETELO 5 9%, 183 B35 REA
LC/MS/MS #1751



BIEFN

® 2. ZRNENEM

BIgHE  Agilent Poroshell 120 EC-C18 (2.1 mm x 150 mm, 2.7 pm) wam sEz | zmy | BER | W@ -
E (V) £ (V)
JZN = . A N7 =]
/)ILEij[:E . A) 0.2% Z@&ﬂ@ﬁ/ﬁi, B) Eﬁ@?; *%EJ’TH:% 315.4 92 130 43
Sulfaphenazole 1S3
)IL ai O 3 mL/mln 315.4 65 130 78
311.4 156 130 18
g - o Sulfadimethoxine 1S3
18 135°C 311.4 92 130 34
== — 311.4 156 130 22
ﬁ$$i 22 UL Sulfadaxine 1S2
311.4 92 130 38
301.4 156.1 110 16
x1. Sulfaquinoxaline 1S3
301.4 92.1 110 36
Bi&) (min) B (%) 291.3 261 120 28
Trimethoprim 1S2
0 10 291.3 230.1 120 36
8 40 285 156 100 14
Sulfachloropyridazine 1S2
12 65 285 92 100 36
13 95 281.3 156 70 16
Sulfamonomethoxine 1S2
16 95 281.3 92.2 70 34
i en 2813 92.2 100 34
[&Ff7E18]: 3 min Sulfamethoxypyridazine 1S2
281.3 156 100 18
281.3 156 110 16
Sulfameter 1S2
Fﬁ sk Az {q: 281.3 92.2 110 32
=
279.3 92.1 100 32
=75 - =T == Sulfamethazine 1S2
BFIR  ESl, EEFREIN 2793 652 100 o
==y e 277.2 156 80 12
%’Hi & EE’E - 3500V Sulfabenzamide 1S3
277.2 108 80 28
PRI ERIE
FURFELE 1 500V 271.3 92.1 90 28
Sulfamethizole 1S2
= = - :
‘Ef‘%'f'b_\, : 30 pS| 271.3 65.1 90 56
%ﬁ/_ }"_ 268.3 155.9 100 12
4 = :350°C Sulphisoxazole 1S2
= 268.3 921 100 30
FEEAUE C 11 L/min 265.3 92 110 32
Sulfamerazine 1S2
265.3 65.2 110 58
5 =3 .
FIRSEE :325°C
256 156.1 100 14
o Sulfathiazole 1S1
FIRSMR 6 L/min 256 65.2 100 56
2543 156 100 16
Sulfamethoxazole 1S2
2543 65.2 100 54
251.3 156 100 16
Sulfadiazine IS1
251.3 92 100 32
250.3 156 110 16
Sulfapyridine IS1
250.3 91.9 110 32
215.2 156 65 7
Sulphacetamide 1S1
215.2 108 65 20
15C,-Sulfapyridine (1S1) 256 162 110 21
15C,-Trimethoprim (1S2) 294 230 120 38
'%C-Sulfadimethoxine
317 162 130 21
(I1S3)
13C-Sulfamethizole
277 162 90 38

(1S4)

17



ZR5E

BIRSRIEFMAHRK
ZEE. FERHRLE NARDSHELHELS S,
ARE 0.5 pg/L BIBBRRE ST E) MRM BIEENNE 1 FR.

9.814
8252

azine
Sulfadaxine
&
;iulfaquinoxaline
NI

| ll

Sulfadimethoxine

phisoxazole

NSulphac
Sulfaphenazole

IRz (i+#7)

10.603

1418

2 3 4 s & 7 8 9 10 11
B 1. BERSESRAE (0.5 pg/L) B9 MRM 1% E

FEREESEE. ERENBEEE

K ERBAMEREARITER, 7 0.5-200 pg/L BORE
SRR REER LA RI BN EE, ME 2 Ff
T, EIARE (R2) WEF 0.99,

® 6470 e Ultivo

1.004
1.002

L R LR S L e
099 - Cleg
T
0.994
0.992
0.99

01234567 8910111213141516171819

2.0.5-200 pg/L R ESEENEZHLIERIIFRE (RY)

£ 500 mL ZKIEEERS B0 100 100 A 200 ng W%, 179
6k, ERFZNERENEERE, ER0OE 3 IR &
T PZAY[El U R IYTE 70.5%-96.4% 208, RSD 7 0.3%-12.3%
28], REARTFEREBER. B EMNITRKERNRESRE
RRWEY,

m 400ng/L ®m200ng/L = 20ng/L

Sulfaquinoxaline
Sulfadimethoxine
Sulfaphenazole
Sulfabenzamide
Sulphisoxazole
Sulfadaxine
Sulfamonomethoxine
Sulfamethoxazole
Sulfachloropyridazine
Sulfamethoxypyridazine
Sulfamethazine
Sulfamethizole
Sulfameter
Trimethoprim
Sulfamerazine
Sulfapyridine
Sulfathiazole
Sulfadiazine

!

Sulphacetamide

20 40 60 80 100
3. K= MRERF) (20, 200 #1400 ng/L) BERZAIEIKE (%)

]

e

AR EARARRECEFREEEENREREY Bond
Elut PPL SPE /NMEHITIH @ANMES, FREBEXRIEEIE
M=BMURATRIEBAEAR, £EREMNERREL TNERE
B EFRREMBRENEY. ZHEIHER, LMD
EFE, EIENEEESREEREENER,
(F4BEES M 5994-1676ZHCN)
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KA 8 AL AE AR BTN E

[

CIR=

AN T RAE B IE = B RIEIANE KF 8 FILAERE U EMIBINE /575,
BHEIEN-TREE —FHRE (NDMA). N-TTRSE — Z 8% (NDEA). N- 75l 503
(NMOR). N- RS EIREE (NPIP). N- A EMIZIE (NPYR). N- RS E B 7%
(NMEA). N- TPREE TR (NDBA) #0N- WHEE _EWAZ (NDPA) .

LG ER 5

BIGFEMY

BIEHE © Agilent Poroshell 120 EC-C18 (100 mm x 2.1 mm, 2.7 um)
N8 L A) 0.1% RER/KGAR, B) BEE, MENTE

JRIR 1 0.4 mL/min

R 40°C

HIES 10 uL

x1.
BYi&] (min) B (%)
0 5
1 20
5 95
7 95

JEFEBYiE 13 min

19



Fig &4

B APCl, EEFIEL
E4HEBIE : 3000V
EBEEM 4 PA
ZE=RE 1 250°C
Z1S : 35psi

FIRSBE 1 325°C

FIESRIR © 4 L/min

® 2. ZREENFME

way BEF FBF HREBE fitfEREE
(m/z) (m/z) V) ()

NDBA 159.2 41.1/57.1 80 25/14
NDEA 103.1 47.1/75.1 90 17/9
NDMA 751 43.1/58 90 18/12
NDPA 131.2 43.1/89.1 80 14/9
NMEA 89.1 43.1/61.1 80 11/12
NMor 117.1 45.1/87.1 80 21/11
NPip 1156.1 41.1/69.1 100 25/15
NPyr 101.1 41/55.1 90 30/19

NDPA-d14 145.1 50.1/97 100 16/11

HR5TiE
BIESRIEFMHHML

SEE. FUEFHRLE, AE 7 DA 8 ML
BRoBEMMN. 8 MR EIRAITRE MRM BIEEYD
1 Ffrizo

5
‘ N
o A L 7
WL

02 04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38
Counts vs. Acquisition Time

i 42 44 46 48 5 52 54 56 58 6 62 64 66 68
(min)

B 1. N- RS &89 MRM &3 E] (50 pg/L)

1:NDMA;2:NMOR;3:NMEA; 4NPyr;5:NDEA;6:NPIP; 7:NDPA-d14;8:NDPA;9:NDBA

20

SMSCESH A ERENMEEE

BEdIIRE R/ 0 ug /L. 10 pg /L. 20 pg /L. 40 pg /L. 100
g /L F 200 pg /L B9 N- WHERR RIIITAER R, TEiZKRESTE
A 8 F b EMIMIEXREIIAT 0.995 AMXHRRF, %
HIZFRIKIEASLPTER, 7E 5.0 ug/L F1 20.0 pg/L SREKFE Tt
ITINAREIURERER, B NREKFE TS 6 (D F1TiEm, BiEd
BESH, FHIHE 6 MNERNBENIEREMINIREIME, £2
0% 3 Fr%l), MNAREIMRERTE 03.0%-99.2% (8], FEXIIRER
2 (RSD) £ 1.9%5.3 % Zi8l, LI EIestBRIA T AR
. A SO RKEPRRET L,

R I METKIMITEEESERELER (n=06)

wam 5.0 pg/L 20.0 pg/L
B (%) RSD (%) B (%) RSD (%)

NDMA 96.6 3.8 96.3 4.8
NMor 93.3 4.5 99.2 4.5
NMEA 94.4 2.5 99.2 3.0
NPyr 95.0 4.8 95.2 3.6
NDEA 93.5 53 97.9 3.2
NPip 94.0 3.9 93.0 2.7
NDPA 95.5 3.2 98.8 2.7
NDBA 95.3 29 98.4 1.9

N

£518

R EXRABAEIE ZERMTRIEES R NIRRT K H
8 MILIERR BT T DITNE, RENINEEE, 757ER
= E. REES, BEBREITINFER.
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IR ERED R S VIR E

CIR=

AR ABESMBRAEEN = EMURATEA R SR T BERHFNEKET 4 ﬁﬂFEE
EREBMUEYNTGE. WA RS REBEIMMAY KB HEMELSYRINE
BB EIE - ZERTRKUEE) /EFT -2, HERRER= EE*&H/&EH%
RRZEABEINNRILIEEREN RBE,

LG ER 5
BIGFEMY
B © Agilent Zorbax SB-C18 (2.1 x 100 mm, 1.8 pm)
JRapiE 1 A) 10 mmol/L BRERER - FRERKRR, pH = 4.0 ; B) BREZ ; BEN T &

R 1 0.2 mL/min

38 1 30°C

HES 10l

=1

A& (min) B (%)

0 25
8 60
9 95
10 95

JEFEBYiE 13 min

21



Fig &4

BFIR ES, ABFRA
EHERBE : 2500V
BEEBE C OV

Z1S : 35psi

ESUEE 1300°C
BSUMER © 12 L/min
FIESRE 1 250°C

FIRSURR © 5 L/min

R 2. ZREENFME

way BEF FEF 2] hbiERE pE3=:h)
= (m/z) (m/z) £ (V) = (V) {8l (ms)
2,4,6-= Rl EE 228 182/198 110 16/12 20
2,4- " HEE) 183 109/123 110 24/16 20
2,4-ZFHEE)-
a3 186 112/126 100 24/16 20
2,6- B ELE) 183 64/79 110 24/20 20
4-TYEER 138 46/92 100 40/20 20

HZR51E

i85 IR IR

AR 10 HEAT 4 FBERBZL (W EWTA LO-MS/
MS BY T, SRl EME 1. WEREIUEY, KA
R IRF SR BB RS RTINS BAIER.

Z,d-dQ\(ronhenol
|

|
|

B 1. 4 MIEEEB LU ESMARTYN MRM &I5E (10 ng/mL)

22

ZEEE S HERERE

FRRBER/KF 4 MR mBYR &R REEL 10 ng/L-50 pg/L BY
ERTIEL, TEEMRERIIERPIAN 10.0 L WIFR
BEERR, ERRHIRERERN 2.0 yg/Lo FEUIIKRESTER,
4 TR AR BYIRVER X R IBIIART 0996, LMXFR
Rif. WEXERESHEMFRKNWEBFEZFIIAN 0.7 ng/mL
(L1) 0 10ng/mL (L2) YR EAVERB R, #HiFDHITEHR
[ElR, ERWE 2 Fin, 4 MIEEREZE L SYIBIRINRE
83%-118% Z[8lo

HEXRR R SYEREE (%)

2,6-dinitrophenol  2,4-dinitrophenol 2,4,6-trinitrophenol  4-Nitrophenol

120

Yol
o

D
o

w
o

Bu | WP

2. MK ERE (LS W IAR R

e

K7 EERREC ZENRITRREKARAY 4 MMEEERE
RUEWHITIRN, ZPEBERE. SRBE. FEHNNRE
MRS R, BEHRERKRADITHNER,
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IR R FRERZEBRE TR E

ERIFIRETF 2015 F 12 B 7 HJ 7702015 (kBT RERBRLREFONE
BWAEBIE / BEXFUEE), XKPREREREFRETBIRNHTT T AE. AXfEA
Agilent 6470 ZEPURTREEXB RS, BRI 7 RERLNtR KD 8 RARERIFE
FINDHT 3 7E. %3 ER LITEURE T#HITIE, REEZRIMET AR 50-100 1,
BAEENMENT RFHREME.

KIS ER S

ETEIRUSES

INB/KIFEES GBS 0.22 pm BT IR, HINEERIREHE DT,
BIERMG

BILHE  Agilent Zorbax SB-C18 (2.1 x 100 mm, 1.8um)

TREAE 1 A) 2 mmol/L ZEREEAGER, B) 2B, BEIL TR

JRIR 0.2 mL/min

R 40°C

HEEE 0L

®1
B @] (min) B (%)
0 12
1 12
5 50
55 95
8 95

JaF#BYi8): 3 min

23



Fig &4

BFIR ESl, fABFER
EERBE : 3000V
MEMEEBE : OV

Z1S : 35psi

BSURE 1 300°C

ZEEESHREE

RAASFTAR A ETE 50 ng/L-100 pg/L "RESEEIRNT 8 Fhx
FRBREREFNAMEAXEHTINE, SMUEYIIRAT
8 MNREZR, SNFREEHEE IR, KREBEAT 104
BEUAMEEEXRE R AT 099, ZUEXMRT. 7T
MFRKT BERFRBRPRNNERRERLFEFB R ST E
AR, IIAFRAREZ 100 ng/L, FAT0H 1008, ERTEFEE.
SRIRLERINE 3 Fys, AMRAREITRET, 8 MLEIRE

MR 12 1L/min
EIFR RSD fE197E 10% LIN, EEMERF.
TESRE 1 260°C
FRIMIE 6 L/min & 3. FAZENIFHES (100 ng/L) IBERAY RSD {8
=2 ZRMISTEHE F;g]é 2,4-D | MCPA | MCPP | 2,4-DP | 2,4,5-T 2’_;_1":5- 2,4-DB | MCPB
o BEF FEF R HiEaeE 1 1635 1485 1298 2108 4042 2986 775 677
(m/z) (m/z) v) () 2 1622 | 1618 | 1112 | 2089 | 3910 | 2976 801 617
24,5-TP 269/267 197/195 70 12/12 3 1767 1603 1335 1981 3984 3243 735 625
24,5T 255/253 197/195 70 10/12 4 1889 1485 1343 2180 4311 2763 667 586
2,4-DB 249/247 163/161 60 5/5 5 1717 1495 1371 2411 4050 2872 832 710
2,4-DP 235/233 163/161 70 12/12 6 1938 1332 1186 2004 3721 2811 788 702
MCPB 229/227 143/141 60 5/8 7 1732 1476 1274 2206 4363 2791 803 663
2,4-D 221/219 163/161 70 12/12 8 1750 1427 1472 2374 4305 2686 742 587
MCPP 215/213 143/141 80 12/15 9 1733 1351 1249 2194 3905 2634 640 614
MCPA 227/225 169/167 70 12/12 10 1661 1357 1457 2324 3833 3340 690 659
2,4-D-"%C, 227/225 163/161 70 12/12 RSDfE 509 6.8 8.6 6.8 5.4 7.9 8.6 7.0

ER5E
5 R R IR
$H£TT8

ﬁDE 1 Pi7Ro

2,4-DB

\, MCPB
—

P HANY 8 MEEREREIFEF M LC/MS/

D, XKEBERREINEEIEIETRY, HUGIEE

T T T T T T T 1_"\_ T T T T T
09 13 17 21 25 29 33 37 41 45 49 53 57 61
MARY vs. SREERTIE] (min)

1. 8 MR EAREL K IREF R SR (50 ng/mL) By MRM B35 E

24

T T T
6.5 69 73

SRRk REROHE T
SRR A 75350 B T X R AR L B MR A TR B,
LRI H R

1L

A FER=ENRTRFAKBRSRINTZI T X7k 8 fhak
SHRBREBREFINSIEE. R, RENTEEDT. &5
MBS H BKPRERIRLFREFIRI RS0 MF R
MEK,

(FHEEEZSI 5991-8661ZHCN)
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= BRI REEXA RS

KRS Z=MIIE

Sl

B

A S

AT RAREC ZFEORTRAEKA RGN M HE RS R HTREMEH
EENBITT %o

KIS ER S

FmaihiE

IMBIKIELZ 0.22 ym BRI IEfE, BEHED.

BIERMG

BT © Agilent Poroshell 120 EC-C18, 3.0 x 100 mm), 2.7 um

MENAE L A) & 0.1% FERA 1 mmol/L #IZRYACERK, B) 0.1% RERM AR,
BENLTE

JRIR © 0.4 mL/min

Mg 45°C

HEFE D10l

x1.
BYi&] (min) B (%)
0 30
8 95
10 95

JEF#BYi8):3 min

25



i &
BFR ESl, EEFER
EMEBE : 4500V
IRIERBE @ 500 V
Z1S : 35psi
BB 1 380°C

®:

M 12 L/min

® 2. ZRTENFME

wam BT FBEF BEE i
- (m/z) (m/z) V) (V)
995.6 213 200 58
LR
995.6 135 200 110
520.1 213 140 35
RR
520.1 135 140 30
910.5 213 170 50
LA
910.5 135 170 75
986.5 213 170 68
LF
986.5 135 170 78
1059.6 106.7 220 147
HtyR
1059.6 103 220 155
1009.6 106.7 210 128
HilR
1009.6 103 210 160

ZR511ie

BIESRILEGNRL

AFSEEIE 10 D ENSERNT 6 M ERSENELETEED
#ro EF MC-RR ¥ [M+2H]" fERBEF, HMbEYIRA
IM+H]' (EABEF. B 14 6 RS EFAEE MRM
BIEE.,.

RR

LF

1. 6 FhiE R SF H=ART (100 pg/L) I MRM &% E
26

ZEEESRME

REEEHEZE, SUEYE 0.1-100 ug/L RESTEAMER
FRIFHIEMR R, &3 FIHTEUEYBIRNR (LOD) ME
2R (L0Q), HhEWHINRAE 0.01-0.1 ug/L Zi8), RFIX
FR7KANHERACEAMERT Tpg/L BIPRENR . o

R 3. AMHEESZIRNIRFE SR

LOD (ug/L) LOQ (pg/L)
RR 0.01 0.05
HtyR 0.05 0.1
LR 0.1 0.5
HilR 0.05 0.1
LA 0.05 0.1
LF 0.05 0.1

FEERESHEEE

REERKEAT AMTRAFERPAMZ L EYHIEREIR
B, TIN5 R, ERFENERE. HIEREN 0.5 ug/L
= HMFRKIMAF BB REIUNR, KRLERME 4 PR, &
T2 S5 R BIIKNEIYTE 93.7%-100.3% i8], RSD 7E 1.8%-
7% 2Zi8), RBAARTIARETGS/EW. B RN R KPIRE

BHE RS R,

RANEESFREWEMBEMRBER (n=5)

B (%) RSD (%)
RR 98.0 1.8
HtyR 99.5 4.5
LR 94.8 4.2
HilR 93.7 5.3
LA 97.0 5.5
LF 100.3 71

e

AR TEHEAFEENEHERSE (MCs) WRESEER
BT 5125 75 R B B IR KR ACE MBI PR EAT 4,
REOZENE. A SN K REBNHERESE,

(FHEEEZS N 5994-0007EN)



= BRI REEXA RS

Agllent

Trusted Answers

IKHER 23 FpEBRzR — FRBR g 2SS 18 B 50 Y
MNE

B

A S

PE_RRERUCEYABRBHOMERIEFER, JUSBIGERADBEL, X
ANERRRETENRS. AXKARBEE - ZENRMT TS ED BRI RKR
h 23 MR REREE LAY, %AEER. RE, AERSHNERENEEE.

SRISER Y

BN

f@IEHE © Poroshell 120 EC-C18, 2.1 x 100 mm, 2.7 um (53 4f#%)
Poroshell 120 EC-C18,3.0 x 50 mm, 2.7 ym (#i&El, TSTiHeREE

FRE#FEZIE)
ot 1 A) & 0.1% FRERA] 5 mmol/L ZERFZAVAKE K, B) 5 mmol/L ZER5ZHIFREZ

&, BEITER
R : 0.3 mL/min

P
-
Bt
TR

B 40°C
WS 5L

x1.
BYi&] (min) B (%)
0 25
1 50
5 50
6 80
10 80
101 20
17 100
21 100

JEFBTiE 13 min

27



Fig &4

BFIR ESl, EBFIER
EMEBE : 3000V
IEIEERE : OV

E{S : 40 psi

$S0BE 1 350°C
=

® 2. ZRTENFME

wam BEF FEF ERBE WiERESE wa BEF FETF ERBE HifEREE
(m/2) (m/2) V) V) (m/2) (m/2) V) (V)
DIDP 4473 307 104 1 DPhP 319.1 225.1 70 4
DIDP 447.3 289 104 1 DPhP 319.1 772 70 41
DIDP 447.3 149 104 25 BBP 313.2 149 90 7
DINP (&) 419.3 293 95 1 BBP 313.2 91.1 90 25
DINP (&) 419.3 275 95 1 DEEP 311.2 221 70 1
DINP (&) 419.3 149 95 21 DEEP 311.2 732 70 7
DNP (/&) 419.3 275.2 95 3 DNPeP (/5) 307.2 149 92 15
DNP (/&) 419.3 149 95 10 DNPeP (/5) 307.2 65.1 92 61
DNP (/&) 419.3 126.9 95 15 DIPeP (&) 307.1 219.3 92 2
DNP (/&) 419.3 57.2 95 50 DIPeP (&) 307.1 149 92 15
DEHP (&) 391.2 279 90 5 DMEP 283.2 207.2 70 1
DEHP (&f) 391.2 167 90 15 DMEP 283.2 59.3 70 20
DEHP (&f) 391.2 149 90 15 DBP (/@) 279.2 205.1 72 1
DNOP (f5) 391.3 261.1 95 1 DBP (&) 279.2 149 72 9
DNOP () 391.3 149 95 9 DIBP (&%) 279.2 205.1 72 1
DNOP (f5) 391.3 120.9 95 50 DIBP () 279.2 149 72 9
DBEP 367.3 248.9 90 7 DPrP (/&) 251.1 191 72 1
DBEP 367.3 101.1 90 13 DPrP (/&) 251.1 149 72 9
DHEPP 363.2 149 110 18 DIPrP (&) 251 149 72 9
DHEPP 363.2 57.3 110 34 DIPrP (&) 251 65 72 53
DNHP (%) 335.2 233 85 1 DAP 247.1 189 72 1
DNHP (/&) 335.2 149 85 9 DAP 247.1 149 72 15
BMPP (&) 335.1 166.8 75 6 DEP 223.1 177 72 1
BMPP (&) 335.1 149 75 20 DEP 223.1 148.9 72 13
DCHP 331.2 167 72 9 DMP 195.1 163 72 5
DCHP 331.2 148.9 72 21 DMP 195.1 77 72 40

28




R 5150 i

BESRIERMHNRK FCRARFECZENMRITREKARS, BILTNE 23 #
ZEERELERWE, LARYD B TMEL S E, PR BB RIBIBFIAN TS E, %5 7ATE 1.0-100.0 pg/L B9
BRAUSRRE — FARAESSE AATAES) MRM BEEE 1 Fir. RESTEEERIFNEEXANRNENEEY, BHEIFRK

FEARIE BT E 8 D ATRI TR Ko

b i

B 1. PR —BRERER R EWRR (50 pg/L) BEBIEE

BREHMES G EREE
AFERBIMPIERITES, 7£1.0-100.0 pg/L BRESEE
AEEERRELIEAX TR, LMRVIRIIAE] 0,992,
DUt R K BN SRERF dR,  BOHIARED 1.0 po/L BIIATHE &,
FAIDM 6 R, HE 6 RNEREMTERE, HERME 3
FiR, SWAYENIERE (RSD) 7 1.1%-9.6% 28, &
BRIFNESE M.

R 3 MRAKPDE_RREEEFEELER (0=6)

ey RSD (%) ey RSD (%)
DMP 9.6 DCHP 2.8
DEP 2.2 DEHP 3.7
DIPrP 1.8 DPhP 3.3
DAP 1.9 DNOP 1.1
DPrP 1.7 DNP 5.6
DIBP 7.0 BMPP 2.7
DBP 5.9 DIPP 3.1
DMEP 3.6 DHXP 2.3
DEEP 3.1 DHP 1.7
DPP (DNPeP) 1.5 DINP 5.0
BBP 2.4 DIDP 5.3
DBEP 2.4

29
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KT EE=IRERAVIE

I
TEERRHBAED, B—MHERIEREBIDEST, EF - FEmEdER,
TERRBREAMOZEEN £XRE, BNAERDBOMEEKFENMEK, BRIX

RKRMFE, BT ERRREEHRTIASEPIVERRAK. MRNRHSTE
MIME Z—, (MIFRAFFFEARE) (GB 3838-2002) HAE T HEREIMEREN
0.005 mg/L ; CESEIRFAKBAEARE) (GB 5749-2006) FFEATERE S 0.001 mg/
Lo AT EEINTIFREREAVETS KHATE, 2018 £ 12 AESIFRE LM T (0K
1 TRERRNE RIA®IE - ZERTHEREE) (HJ 1002-2018), XBE
Bt - BeREEE / FUEUEKFTEERE, ZAARFER. RE, BE
RepERENEEE.

SRISER Y

ESTY NP USE

KEXLfrrmfE, BETHRERERTD ; BR/08K BHE pH FTE 9-10, T4 °C
LUR R IRTF 5 7E 48 /N AT DT DITEIRAFLIE 0.22 um BUIERE (57K
MERRG. KIBAERFKMERNAIE) #HTILIE, ANEENAREEEHF D,



BERGt

B4 ¢ Agilent Poroshell HPH-C18, 50 mm x 2.1 mm, 1.9 um
ohiE  A) KAKGARM (pH9.5), B) 285, BMEN TR

JER 1 0.3 mL/min

HR 1 40°C

HIEE 5L

®1.
B &) (min) B (%)
0 5
05 5
2 95
3 95

JEFBTIE 13 min

BUg M

BT ESl, TR
EMEBIE : 2000V
PRIEEBE © 1000 V

$HSRE 1 350°C
SRR 11 L/min

R 2. ZRENFME

waw BEF FEF ERBE WiERESE
B (m/z) (m/z) V) )
TEHERR 148.9 72.9/70.9 74 7117
13C,-2,4-D (MHT#) 227 169 80 8

SRS

Fig 5 e RARMni

TEERRERMERA TRE, SCRARUKER (pH9.5) M2
FErmohiE, BIEEFRAMEMEIRIE C18 Bifft, TH
BRBIRIERA, ERAEE LRERSS. EEDTRBRINE,
R RARZH 24- —SFX A (°Ce-2,4-D) AR T
B & R KL EUZRAARAVEE MRM BIEEE 1 Ao

1. TRERRRRNRN MRM GiEE

RAEMES AN EREMBEE

KRFERBAMEHRITES, £ 0.5-100 pg/L BRESEEA
TEBEREREEEXERE, KMERIIRHBEZIXAE] 0991, L
MR AKMERSEFRESE, TE 5.0 pg/L MNARKE T #TINAREIHR
K50, BCHl 6 HFEITHEMR, BERHEDN, HE 6 NEN
EITREREMINFRENE, ERIE 3, FHIMIRERER
85.4%, MEXMHTERE (RSD) A 3.4%. ARFAXRTG AR E
M. AISHQNKAN T EERRL,

& 3. MRKFTEEFRRFIMEIURLIER

S MERE (Hg/L) WS MERE (Hg/L)
1 4.29 5 4.07
2 4.36 6 413
3 4.38 TiyE 4.27
4 4.43 RSD (%) 3.4
£51e

KARFECEBSMAEREN ZEMRMTREKARA, 45
Win%, PIERRRKEFHN T EHERE. ZHERBE
=, LMTEE, LWXRNERELREEHTEENENR.
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KA 16 MAENLEE R 2589 E

B

A S

AXFRT —MRBERITZMAKR 16 MERBNBKRENTGE, RHEET=
BT RRASRAHDEE RV MR (AIMRM) KSR BENEED T, B
BAE. R REESFER, REREKRETENBNBER,

SKISER S
BIgF Y
BT : Agilent ZORBAX RRHD Eclipse Plus C18 (2.1 x 100 mm, 1.8 pym)

RENAE L A) & 0.01% BHERF 5 mmol/L REREERIAKIBR ; B) 2 0.01% BRI 5
mmol/L FRERSEIIFREZ AR ; BEIL TR

SRR 1 0.3 mL/min
38 1 45°C
WS 2L

®1
B8] (min) B (%)
0 5
0.8 40
3.5 40
5 60
6 60
12 65
17 95

JEFEBiE 13 min
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BFIR ESl, EEFEI

EMEBLE :

3500V

MBI ERE 400 V

ES : 40 psi

® 2. ZRTENFME

wa BETF FEF BRBE | MEEE | REE e BEF FEF BRBE | HEEE | REE
= (m/z) (m/z) (v) ) (min) = (m/z) (m/z) () v) (min)
346 137.1 20 331 285 5
SRR 80 9.41
346 97 32 331 127 5
ZEAWH 346 771 80 45 10.6 225.1 193 15
R 100 3.55
346 160 10 225.1 127 15
346 132 10 214 183 5
atrR 80 1.95
318.1 261 14 214 125 20
AR 80 7.71
318.1 132 8 292 264 5
359.1 155.1 10 292 236 10
ERR 120 14.35 XFER A 100 12.21
359.1 99 10 292 97 32
363 306.9 15 292 94.1 45
BER 120 13.82
363 227 20 264 125 20
FAEXIAREE 120 8.19
231 89 10 264 79 40
FAEPIR B 80 4.6
231 61 35 314.1 162.1 20
=1 120 10.13
223 109 10 314.1 119 20
221 145 15 256.9 221 5
R 120 4.5 HER 120 3.24
221 127 20 256.9 109 15
221 109 15
230 199 8
R 80 3.17
230 125 20
278 125 16
IR 120 9.63
278 109 12
279.1 246.8 4
279.1 168.9 12
BT 115 13.01
279 109.1 24
279 105.1 20
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SER51118 451t

BIEMRBREHRK IXANET RASHRIEEIE = BT FOEER SR+
R EEFE R USHSENDBENRHE, 1877 16 MENRRANG A, BHARE ¥ AEHEHE
LS BRI EIEE, 72 21 HHARMRT 16 MENER  BF ERENZEE,

N\ N sz
ZBY534To (F4B%UR S 5991-5304CHCN)

E

F

il
J X108
759 1.8
7 17
65 B 15
N ' 15
5] | z 14
553 = 13
5 | 12
2 45| | « 1
; 4] @ 1.0
£ | T
3] ‘ ‘ 07
259 06
7: ‘ Bk ‘ j“ 05
15 % |81 E £ - 0.4
1N JLL@ I\ & A 5B s \% Anoh e 01

2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125 13 135 14 145 15
SREEBTIE] (min)

B 1. KR 16 FENBERE (5 ug/L) BBIERE

SRS A AERENEEE

FRBWEYE 1.0-100.0 pg/L BIRESEERNIYE R RTFH
EMXFR, AMEIRI R H3KF) 0998, HEFM TKIEN
BRRIFNAZNEBENBERE, BEIKERN 5pg/L &
BIAnESR, FTHIEDT 6 X, HEBIWERFMBII AT &R
Z (RSD)o KILERWE 3 AT, SENBNKESYLIWETE
75.5%-117.5% 28] (FEE RSN, RSD 7E 3.2%-8.1% Z[&l
KIOHERRBZ SR ER. A5,

® 3. BHEIIIIRES R SHEEE (n=6)

Bl RSD [El=E | RSD

(%) (%) (%) (%)

ALER 84.5 7.3 = EavEitd 106.7 3.4
RR 117.5 4.9 IRTREE 105.0 5.0
BER 142.4 43 ZEE 105.8 3.2
BB 110.3 4.0 ZEBTH 105.8 45
FRERIREE 99.2 6.0 BB 105.0 37
HEER 92.4 37 =g 75.5 8.1
B 111.9 4.6 R EH 102.5 3.4

B E AR 110.2 6.7 shE 106.9 32
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IKHR 28 M2 / ZRIEE NS YIRY
I E

2L

A&

K ENBESMRERES ZENRTRIERBRASHE. EEHEEDKE
28 MREELH / ZEGENEY (PFAS). RAKEIZAAHITITMG, HA
EHITEE DT, ERKRE, EHRME. L. WNRE. ERENEEESEY
RETLANRRNER. %A BTRBNHEEDITIRF. BRK #RK
# KB ZKEFIRAY PFAS 78B4,

SRISER Sy

FmaihiE

BWKEFERBERE (1 vy), AEIZIE (Captiva NY/GF 0.2 um, 3 H = 5190-
5132), FAZER pH BT ER.

BIERMN

B Agilent Zorbax SB-C18 (100 mm x 2.1 mm, 1.8 pym)

FHEERE © Agilent Zorbax SB-C18 (50 mm x 3.0 mm, 1.8 um) (BETILSEHEZETR
5i#rEEs 2 08])

TENAE : A) 0.1% ZERKAR, B)0.1% ZERMBEAR, BENTE

JRIR 0.4 mL/min

& 1 50°C

HiEsS 30 UL

x1.
B8] (min) B (%)
0 5
14 95
15 100
18 100

JEFHBiE 7 min
35



BRig &M

BFR ESl, MBEFER
EMEBE : 3500V

DB FRJE ¢ 2000 V

36

R2. ZRNENEA
e U] = ap =
TR Eh 11CI-PF30UdS 630.9 450.9 14.35 152 32
TR Eh 11CI-PF30UdS 630.9 83 14.35 152 32
FTS 4-2FTS 327 306.9 10.25 125 24
FTS 4-2FTS 327 80.9 10.25 125 44
FTS 8-2FTS 527 506.8 13.76 170 28
FTS 8-2FTS 527 80.9 13.76 170 40
TEEREh 9CI-PF30NS 530.9 350.9 13.32 152 28
TR Eh 9CI-PF30NS 530.9 83 13.32 152 32
[id ADONA 377 250.9 11.76 54 8
[id ADONA 377 85.1 11.76 54 32
[id ADONA 377 85.1 11.76 54 32
FOSAA d5-N-EtFOSAA 589 418.9 14.5 115 24
FTS M2 4-2 FTS 329 309 10.25 125 20
FTS M2 8-2 FTS 529 509 13.76 170 28
[id M2PFDoA 614.9 570 14.96 79 8
[id M2PFTreA 715 670 15.78 100 13
TR Eh M3PFBS 302 80 9.09 100 37
TR Eh M3PFHxS 402 80 11.48 100 53
[id M4PFBA 217 172 6.12 60 8
[id M4PFHpA 367 322 1.7 72 1
[id MS5PFHxXA 318 273 10.59 70 4
[id M5PFPeA 268 223 8.96 60 4
i M6PFDA 519 474 13.93 81 8
[id M7PFUnA 570 525 14.48 100 12
FOSA M8FOSA 506 77.9 13.44 125 40
[id M8PFOA 421 376 12.58 69 8
TR Eh M8PFOS 507 80 12.99 100 54
[ig M9PFNA 472 427 133 66 8
FOSAA N-EtFOSAA 584 483 14.5 115 16
FOSAA N-EtFOSAA 584 418.9 14.5 115 20
FOSAA N-MeFOSAA 570 482.9 14.28 115 12
FOSAA N-MeFOSAA 570 419 14.28 115 20
[id PFBA 213 169 6.12 60 8
TR Eh PFBS 298.9 98.9 9.09 100 33
TR Eh PFBS 298.9 80 9.09 100 45
[id PFDA 513 469 13.93 81 8
[id PFDA 513 218.7 13.93 100 16
[id PFDoA 613 569 14.96 79 8
[id PFDoA 613 268.7 14.96 100 20
TR Eh PFDS 598.9 99 1411 100 56
TR Eh PFDS 598.9 80 1411 100 72




HZR5191E

RYDEMMN

FIBENES2 RSN (AMRM) 151 PFAS, ZERBHHTT, &
3 MS/MS B F ST HIERI R LR AURBETBIRES 1 BRI 4T
MSEENTFRIEHF. B 1A 28§ PFAS BISE MRM
EI5E,

55 60 65 70 75 80 85 90 95 100 105 110 115 120 125 130 135 140 145 150 155 160
SRHEIE (min)

Bl 1. 28 F PFAS #7#¥ (80 ng/L) i MRM &34

SKMEE S HAERETREE

£ 5-200 ng/L BRESEEA, Xz AT G, Fraks
YRR ERIARE R’ EYST 0.99, EERZIEFRTIM
NIRRT SIS R E R 160 ng/L BUIIAREESR, 470
ER, BFNEERENBERZE, PREF@INRIRIITHRE
9160 ng/Le B 2 B/RTARE 160 ng/L B 28 # PFAS 1
e B ERERNEE E LR,

140

120

10T T+ 7TT1 T - - § - T B e _ T

80

P

60

40

20

0 < <

" wm 1] 1% (2} w0

P2 I SF8 3383583955238 35832¢
o> b L S s oLt orwIIIIsLiioolontdE=rRES>S
Baa@gB8d8aerarawittrgzaadacar et
ST oI o Loaaaaog o ool aa
& o Frrc
= s zz
o o =z

Bl 2. PFAS JIAREE&R (160 ng/L) BN & ERE (MIAREIRER, %) FIFEZE (RSD,%) »
n==6

SCRRAE il

MALLIHER A UMK KT HmDTERMEN
YIINAR IR IR 3 Fim. BAMIIIAREIETE 70%-130%
SEEA, HEPTERINBY PFAS 1/ VTR,

& 3. FmOTERNE Y INAREUE

HRMTER, no/L RARIAFEIRE (%), BRTFMIFRER 160 no/L
food b A bl FA FH FH FH FA FA FA FR
an ki1 k2 kH¥3 k4 kS k6 k1 K2 KHE3 k¥4 kEES k6
11CI-PF30UdS <RL <RL <RL <RL <RL <RL
4-2FTS <AL <RL <AL <RL <RL <RL
M2 4-2FTS 1655 1786 1634 1597 1608 1482 m 19 109 107 108 99
8-2FTS <RL <AL <RL <AL <AL <AL
M28-2FTS 1781 190 187.1 1608 1848 164.1 116 128 122 105 120 107
9CI-PF30NS <RL <RL <RL <RL <RL <RL
ADONA <AL <AL <AL <AL <RL <AL
N-EtFOSAA <RL <RL <AL <RL <RL <RL
d5-N-EtFOSAA 2058 1911 195.7 181.2 1906 1771 129 9 122 n3 ng m
N-MeFOSAA <RL <RL <AL <RL <RL <RL
d3 N-MeFOSAA 1922 2002 1928 1745 1899 1622 120 125 120 109 ng 101
PFBA <AL <AL <AL <AL <AL <AL
M4PFBA 1646 1750 167.0 1657 1433 1508 103 109 104 104 EY 9
PFBS. <RL <RL <RL <AL <RL <AL
M3PFBS 1839 1780 1795 1768 1651 1643 124 120 21 19 m 110
PFDA <RL <RL <RL <RL <RL <RL
M6PFDA 167.1 2042 189.1 1477 1984 1714 104 128 18 92 124 107
PFDoA <AL <RL <AL <RL <RL <RL
M2PFDoA 1806 187.8 195.2 1569 1939 193.7 n3 n7 122 98 vl 2
PFDS <AL <AL <AL <AL <RL <RL
PFEESA <AL <RL <AL <AL <RL <RL
PFHpA <RL <RL <RL <RL <RL <RL
M4PFHpA 1727 186.5 1737 157.5 1606 165.5 108 nr 109 98 100 103
PFHpS <RL <RL <AL <RL <RL <RL
PFHXA <RL <RL <RL <RL <RL <RL
MSPFHXA 1820 1921 1809 179 1775 1706 4 120 13 107 m 107
PFHxS <RL <RL <AL <RL <RL <RL
M3PFHxS 1791 1879 75 7.0 1704 1449 ng 124 n3 n3 n3 %
PFMBA <RL <RL <RL <AL <AL <AL
PFNA <AL <RL <AL <RL <RL <RL
M9PFNA 1875 1983 2004 1802 1807 1615 nr 124 125 n3 n3 101
PFNS <RL <RL <RL <AL <AL <AL
PFOA <AL <RL <AL <AL <RL <RL
MB8PFOA 169.2 1821 2038 1702 1752 167.9 106 n 127 106 109 105
PFOS <RL <RL <RL <AL <AL <AL
M8PFOS 1918 189.1 164.7 1753 1702 168.2 125 123 108 n m 110
PFOSA <AL <RL <AL <RL <RL <RL
MB8PFOSA 1997 2064 1931 1743 196.1 1844 125 129 bl 109 123 ns
PFPeA <AL <AL <AL <AL <AL <AL
MS5PFPeA 1757 1729 1705 1655 1607 1647 10 108 107 103 100 103
PFPeS <RL <RL <RL <RL <RL <RL
PFTreA <AL <AL <AL <RL <AL <AL
M2PFTreA 137.7 144 166.0 1342 1741 1385 86 2 104 84 109 87
PFTAA <RL <RL <RL <RL <RL <RL
PFUnA <AL <AL <AL <AL <AL <AL
M7PFUNA 2043 1929 197.0 1569 1901 1975 128 121 123 98 19 123

FIR

e

AXNET XBEBRAEBIE = SR BIENE K RF
16 MENBKRANTS X %HEEE &% BEHEsE
W, BIMMENREE,

(FAEIEZSM 5991-5304CHCN)
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TXRKR X BRI SE T YIrNE

B

Al &

M ZBRIENIRAKSWETSH—LEEZRESEITY), FJ5EE DNA fifs, SBRE
S, ARAKENPRTZREESRIFTY), RXFRT —IMPREER D

IRAKAR 1 2B, RERSBMSBREEFRIFYNG L, A ERE. RE.

RYED, TEBHEERTEZEREVHIER.

RIS ER S

BIEFM

B © Agilent InfinityLab Poroshell 120 HPH-C18 (3.0 x 150 mm, 2.7 pym)
TMEhAE ¢ A) 0.05% FRER/KAR, B) BEE, MEIT&

JRIR : 0.25 mL/min

R 1 40°C

HIES 20 uL

x1.
B8] (min) B (%)
0 5
9 95

JE 8T8 : 3 min



Bk

BB ESl, MBFRI

EMEBE 2500V

BEBE: 0V
ES : 40 psi
SRE 150
BHSUMIR ¢
TFIESEE

S8
TR

°C

10 L/min
120°C
6 L/min

® 2. ZRTENFME

wam BEF FEF BREE | MfiEgEE ﬁ%’a’?ETI'ETJ
(m/z) (m/z) v) V) (min)
Bro®- 126.9 1109 90 24 2.71
Clo®- 82.9 67.1 25 24 293
DCAA 127 83 85 6 431
MCAA 93 35 80 7 4.44
M13CAA 94 35 80 7 4.44
BCAA 173 81 49 5 4.80
MBAA 137 79 80 8 5.09
DBAA 217 173 85 3 5.38
TCAA 161 117 65 2 6.06
BDCAA 163 81 60 6 6.36
CDBAA 207 79 80 3 6.66
TBAA 251 79 50 24 6.93

SRS

810, 5 560 5102

2.861

clo, 2932

40| |

Counts (%)  Counts (%)

MCAA 4.451 —  |eocaa 6356

IS 4448 —. |coeaa 6.657

BCCA 4821

04 P
24 28 32 36 40 44 48 52 56 60 64 68

Acquisition time (min)

1 IRAKS 11 MRZBRIEHSEIFY (2 pg/L) BIEE

ZUEESHEERENBEE

FrEHEYITE 0.02-100.0 pg/L BYRESEENDFE RIFAIL
MXR, LMETRE R AT 0,997, EEIRAKIERE
FURIFN 3 EBERENREE, 23EHIRERN 1 pg/L M
100 ug/L IZBREB AT Fan, FATHIEDT 6 0%, HEID
WERMAB IR ERE (RSD)o SRIVEERUNE 3 Fm, BUEY)
B ZRTE 84%-107% Z i8], RSD /T 14%, LU ELERIE
BRIZ73 A . FISE.

& 3. AP ZER IR R SHERE (n = 6)

BIESRIEFEHNL
MEBERIEFHURIRENDBENISE. B1 277
MAENRNEIEE, 112 HRTAT 11 HEIERE
HERIFYIRI DT,

1 pg/L 100 pg/L
B4 (%) RSD (%) B (%) RSD (%)

MCAA 98.0 7.0 106.7 7.4
MBAA 100.9 9.2 95.6 49
DCAA 100.5 0.8 94.0 3.3
DBAA 98.0 2.4 96.2 2.1
TCAA 97.4 4.2 98.7 4.7
TBAA 101.5 13.7 104.2 4.7
BCAA 99.3 4.4 98.2 3.2
BDCAA 100.7 1.7 96.4 4.0
CDBAA 98.4 9.0 88.5 12.6
Bro®- 84.1 3.5 102.9 8.4
Clo3- 88.9 49 100.0 9.4
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KR ma

KA LERFECNEAZRTHUEN 6 MIBKER, K
IERIIK 3 Fim. HA TCAA FRHMNZBIEERS,
BT BORER 80%. FPRiEMmT S6 HmPNXR IR 28T
USEPA #I7EBY 60 ug/L FIBR 24T,

® 3. ERTW 6 MIAKFRENER (ug/L)

S1 S2 S3 S4 S5 S6
MCAA 0.45 + 0.01 - 0.41 £ 0.01 1.29 £ 0.06 575+ 0.16
MBAA 0.07 = 0.01 0.37 +0.01
DCAA 0.74 = 0.04 - 0.27 £ 0.03 1.67 £ 0.02 5.59 = 0.03 44.81 +0.93
DBAA 0.06 = 0.01 0.48 £ 0.01
TCAA 34.90 = 0.12 25.47 £ 0.73 31.91 £ 0.11 1.02 = 0.03 31.83 £ 0.35 32.56 = 0.35
TBAA 0.25 + 0.01 0.16 = 0.02 0.28 £0.03 0.28 = 0.04 0.13 £ 0.02
BCAA - - - 0.15 £ 0.01 0.85 = 0.03 6.69 £ 0.20
BDCAA 4.19 £ 0.05 3.59 £ 0.05 3.76 = 0.04 0.13 £ 0.01 4.63 £ 0.05 4.48 = 0.03
CDBAA 0.57 = 0.03 0.46 £ 0.02 0.70 = 0.04 0.02 = 0.004 0.54 = 0.03 0.47 £ 0.04
BrO®-
Clo3- 1.56 = 0.01 2.06 £ 0.04 0.43 £ 0.02 0.62 £ 0.06 1.33 £ 0.05 1.09 = 0.07
23t 41.10 29.70 37.30 3.00 45.10 95.70
~
it

AXNAET—MER. PR, EWOIENRRAE BTFOM
MEAKFPHR R, SRERZBMKERE, %550 EEERF,
THRAAGEXNERTE, MMAKES TRMNNE, ZH5
A USEPA 557 7 A RA(E, [EIWNERTE 84.2%-107% Z I8l
RSD fF 14%. SKILERKPE, ZAAEWAISE, ESATX
KPR ZER. REREF RERELBIFRE Do
(EEIES I 5994-1275EN)
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KRR A B RZ RYIIE

B

Ay

AXNBT —MHRREGBERIEKA R TKPREHRRN G . 1ZFHEE
50, ENMERY, BERBES, PJLURERRKTRRGERICIAISLRER,

ol

KIS ER S

EiR

BIEHE © Agilent Polaris Amide-C18 (150 x 3.0 mm, 3 um)
TNt L A) 0.1% RERKGAR, B) 288, BMENTE
TRIR : 0.4 mL/min

& :30°C

HIEE 5L

®1
B @] (min) B (%)
0 0
3 0
35 20
6.5 20
7 0
10 0

41



Fig &4

BEFR :ESl, EBEFIRI
EERBE : 4000V
MEEERE : OV

E1S : 40 psi

BHSRE 1 325°C
BSUMER ¢ 11 L/min
FI=BE : 250°C

TIESRIE ¢ 7 L/min

® 2. ZRTENFME

wam BEF FEF TEHEE fiEREE
(m/z) (m/z) ) v)
(S 72 55 30 10
AR 72 44 30 30
SC-RIRELAR 73 56 30 10

ZR5E

BIESRIERGNMRL

AEFRRR M RR, HIEF, MEM C18 HEARNMR ALK
mohiE, —RARXERFRZRA AQ I RIGBELIZHIT M. &
X EEE T Agilent Poroshell 120 SB-Aq (2.7 um, 3.0 mm x 100
mm) & & #+ F Agilent PolarisAmide-C18 (3 pm, 150 x 3.0
mm) BIEHF. FA SB-AQ BT HITOME, RIEELZAIR
BEER 1 min £f, WEFRYNARBHESE —ENT
;1058 Polaris 8215+, RGHAZAVIREE T8/ 3.0 min £45,
Bl AR/ MR T IR, RERENENRE, B1 85
TERERERFMCENRENEIEE, 10 FHNER T
AGEELRZB Do

42

x10* 13C-Acrylamide: +ESI MRM Frag=30.0V CID@10.0 (73.0 -> 56.0) std_20ppb.d
3 -

T T T T T 1 T T T 1 1 T T T T
21 22 2324 25 26 27 28:29 3 31 3.2 33 34 35 36 3.7 3.8'3.9

x 1037 Acrylamide: +ES| MRM Frag=30.0V CID@30.0 (72.0 -> 44.0) std_20ppb.d

24

1.5
7 \
T

T T T T T T T T T T T T T T T T T T
21 222324252627 2829 3 31 323334353637 38 39
x ][]:; Acrylamide: +ES| MRM Frag=30.0V CID@10.0 (72.0 ->55.0) std_20ppb.d

2.5
2
1.5+
14
0.5+

T T T T T T T T T T T T T T T T T T
21 22 23 24 2 72829 3 31 323334353637 3839

T
5262

1. RGBT (20 pg/L) BIEE

“KieE
RIBBLBZAE 2-200.0 ug/L BURESEEN AR REFHLIEXR,
LHIEARR I R2 9 0.9986, LERINE 2 Fimo

FIEBEE — 7 NRE, BEEA 7NRE, 14 NS, BER 1410 58,00C
Jy=0917527+ x + 0.079772
- RA2 = 0.99858631
T HEEM, B R, LT

T T T T T T T T T T T T T T T T T T T T
051 05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9
HESRE

B 2. RIGEL AR RTLE

£

ALY — MR A =BT R RER RGN E M R KP R
BRI BRIDIN %, R EBEZA, KIEEEE, B
R AR RSB AR E Ko
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Trusted Answers

IKHR 8 AR BUNE

B

A S

AXFRT —FFRAZBORITREKBRAERAS KNI IRKF 8 MEZRNT
o %ITERA 100Ul RIAFEF LIRS REE, p]UERRNMRKMIXAEKS
B8N ng/L RAVHE, BT HEFIAIENE, FNRESIREMRIEM,

SKISER S

BIgF Y

B : Agilent InfinityLab Poroshell 120 EC-C18 (150 mm x 2.1 mm, 2.7 ym)
TREDAE 1 A) 5 mmol/L ZE5EAKER, B) 25, MELTR

R 0.3 mL/min

R :25°C

HEEE 100 pL

=1
A& (min) B (%)
0 30
10 100
1 100

JEFBYiE 14 min
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Fig &4

BEFR ESl, IF/HBEFER

EMEHBE : 3000V

IFIEEBE 0V (EEF&E) /500V (A F&E)
ES : 40 psi

BSURE 1 350°C

® 2. ZRTENFME

way BEF | FETF | BB | itEg | R®REHN Tt
[=] S .
(m/z) (m/z) E (V) £ (V) [&](min)
17-a-Ethinyles-
. 295.2 183/145 150 40/40 6 il
tradiol
17-B-Estradiol 271.2 183/145 160 45/45 55 £
4-Androstene-3,
287.2 109/97 110 25/20 6.3 iE
17-dione
Equilin 267.1 223/143 140 35/35 6.1 il
Estriol 287.1 171/145 180 40/45 2.8 il
Estrone 269.2 183/145 150 40/40 6.2 il
Progesterone 315.2 109/97 120 25/20 8 na
Testosterone 289.2 109/97 120 25/20 5.6 na

HR5E
B S RISR TR

%ﬁﬁﬁb%\ MRM R&EFR, SEEREFEMILE, AILUE
DEHATR T 8 MBENS. B 1 B3R 7 BRAKF 8 F
,%ﬁz? (100 ng/L) B9 A,

11 Estriol
3.0

Testosterone

17-a-Ethinyles

Counts (%)
~ 4Androstene-3,17-dione

24 26 28 3.0 32 34 3.6 38 40 42 44 46 48 50 52 54 56 58 6.0 6.2 64 66 68 7.0 7.2 74 7.6 78 8.0 8.2 84

Acquisition time (min)

Bl 1. B3R7KH 8 FU#ER (100 ng/L) EIEE (J3—1b)

44

LU 2 FrROEER B, 7E 1.0-500.0 ng/L BFRESEREIRNA
BEREFNEMXR, ZMELTRH R BT 0.998, FiE 8 @
HEYEAR RIFHIE M.

y = 22.323570* - 130.422993
111 Re=0.9988

0 50 100 150 200 250 300 350 400 450 500
Concentration (ng/L)

Bl 2. WERROERLE (1.0-500.0 ng/L)

£ie

AR T — M EEFHENEK T 8 FE IMEN A%, %5
EEE. PR, RE, AIAEMKNREKERRRENSE.
(ARSI 5994-0317EN)



= BRI REEXA RS

Agilent

Trusted Answers

IKFRED A BYIE

A S

RXRMET —FRAZEORTRRERKA R EEAFONNE A WSESE &
TR ACRTINE A BIF

KIS ER S

BIGFEMY

BIE+E © Agilent Poroshell 120 EC-C18 (100 mm x 3.0 mm, 2.7 pym)
SNt ¢ A) 2 mmol/L ZERIZAGAR, B) BEE, BEIT&R

TRIR : 0.4 mL/min

& 40°C

HIEE 5L

x1.
Bia] (min) B (%)
0 60
45 20
7 95
75 95

JEFEBdiE : 3 min
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i &

BFR ESl, MEFER
EMEBE : 4000V
IRIEFEEE - 1500 V
Z1S : 35psi

#SBEE :380°C
=

FSUMIE 10 L/min
FIg=EE 1 350°C
FIESRIE ¢ 8 L/min

® 2. ZRTENFME

waw BEF | FBF | BREE | WEEE | {REHE
= (m/z) (m/2) ) v) (min)
Bisphenol A 2271 133.1 120 24 412
Bisphenol A 2271 2121 120 16 412
oA 4t
SCIS4h

HEEEE S MER
1 BRTEBEREFEMAENE A BVHEEEEE, £
0.5-100.0 pg/L BYRESEE, Wi A BB RFALMEX R,

102 - MRM CF—0.000 DF-0.000 (227.1 -> 133.1) WorkiistData-STD2-r002.d

1. & A (1.0 ug/L) B MRM BiEE
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= BRI REEXA RS

Agllent

Trusted Answers

IKFRZGY)A D A3FIE R aa (PPCP) BY

_‘_\ EAK_L/JHJ

BIS

IR BRFECZEWURITRREB RS, B 7T WEMNRKFEYI D AIFER
ma (PPCP) (I3 7%, XHPHMBEZHFSI, WA MRM REEALILTFH
BYXIRIR KA 377 M PPCP BREEMBITHENEE DT, BIEERSE 104 M. 3¢
B 29 T BRI 40 Fh KETRAL 48 Fh MRARIERE 28 M. FUTEEE 13
DIMESR 20 . KE 48 LI EAMZE 41 M, 2 ZEAERE. SRBENEBES
SBEMERR, EGTETI PPCP Si@ERHENN,

SKISER S

ELTENR S E

SKER/KFER A 0.22 pm JEREIREEZ#HF 20 L #1704

BIgF Y

BIEHE © Agilent ZORBAX Eclipse Plus C18, 2.1 x 100 mm, 1.8 um

JRIR 0.3 mL/min

R 40°C

HIES 20 uL

EEFRIURENAE : A) & 5 mmol/L ZERTEM 0.02% ZERAER, B) 2R, BE
&R

x1.
Bia] (min) B (%)
0 5
45 5
1 100
15 100

JETF#BYi8): 3 min
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MEFEIAENAE A 0.005% ZEKGAR, B) 28, #
ERT*
*=2.
B @] (min) B (%)

0 5

0.5 5

6 100

9 100

JEFBTiE] 3 min

FRig &4

BFRESl, [E/NBFER

EMEEBE : 3000V

BEERE © OV (IE) /2000V (fh)

Z1S : 40 psi

BB 1 380°C

SR 12 L/min

FIRSBE 1 250°C (IE) /200°C (f)
FIESAE : 16 L/min (IE) 12 L/min (f2)
A% S N M4 DL AR 81 5991-8660ZHCN

HR5191E

i 5 RIS R AR

BNITRSIREEEN B HRETRM, FHE 20 min 7
%f 377 ¥ PPCP #TEMS Bo SUEWMLRL, H£AS
AW NRAET 10 ng/L, REERBB, TEHTH
mE&. B 1 E£/R7 100 ng/L PPCP JEERERF mAVIEENE
FeEEBmE,

48

1.377 7 PPCP EEIERAR CRE 100 ng/L) EEBFERI (A) MABFE
= (B) TH MRM i & INE

SMER

RAAXPTARF AT 10 ng/L-100 pg/L BRESEERYT 377
f PPCP BV MEAEXIEHITE R, WE 2 FIREBFRINTH
IO B FRIU NIRRT A, RUERZRVE X
R (RY) 2509 0.996 F1 0.995, LMXRRY, KAZHLE
YIEIE AR REIYKRT 0.99

Buctn, 1t 9Ll U, 19k, s U 0005
8 x106] y = 10703.081132 * 05375«652

2 1.15{ R"2=0.99495244

& 7] opetincar. onaingnore, wegh:

S0 5 T 15 2 5 B 3 40 45 %0 %5 6 65 70 5 B 8 0 S5 e

2. PSR (A) A8 55 (B) MOROEHRLE CRESEE 10-10° ng/L)



BN RENERE

AREA 100 ng/L SKFRKF ARG, ELREHF 7 5, HES
WEYBENIERE. SRUE 3 Fis, B 78% ks
WIRERT RSD /T 20%, REAZISEEE RIFFIFEE,

M <10%

M 10-20%

M 20-30%
>30%

3.100 ng/L IR E ELL#HE 7 HFTEEEY) RSD DR E

KPR o

KRR R B A RIE A RSEIAKE, 7F 10 MREME D!
BY 10 KA, KA 0.22 pm iREEEEEHEF 20 L #1T
Dfrtele £R90F 3 Fk, HA@E 13 7 PPCP, HAE
BEREREBT 4ug/L, MAIBEHR. FoF. BIERR. [
FhDR. |, SR Z R /K RRRERT 100 ng/Lo

& 3. LFRoKEF PPCP MR CRESRML: ng/L)

AREJ 100 ng/L SKER/KIFINATRAE fB, R EZEIFEE D,
HEEWE, ERWME 4 Fir, KZEFmEIWERE 80%-
120% Z 8], [EWERRYF,

M <50%

50 - 80%
H 80-120%
Il 120-160%
M >160%

4.100 ng/L IIFRRE P EAEYEIRED R E

£5ie

AR Agilent 1290 Infinity 1| ARG /6495 = EMIRATR
FREXR RS, MBS MRM 73 TAIHSEEL T EIRY IR EE K
377 # PPCP & R BME. IRIR. B EMBTHENEE D,
KRB FES EEHEF S AR EBMQNER, BEhT&E
TR REENRCTE, MNMEERSFLOITEE,
(F4REUES I 5991-8660ZHCN)

HEAS | MARR | el | pmmk | goR | Aus | HABE | mEe | TOF | gwme | ssr | amw | oie | RER
& RE | BE
1 - 58 45.8 47.0 19.4 82.6 43.0 245 13.5 84.0 43.4 9336.2 68.2
2 - 4.7 453 11.5 10.7 31.9 64.3 17.8 12.9 70.6 14.2 4548.3 31.0
3 4.3 3.6 8.3 10 56.5 10.0 18.1 46.9 7.3 8265.4 9.1
4 4.9 2.7 38.4 23.8 19.5 51.9 144 171 11.9 24.0 8.7 9906.1 15.6
5 - 9.5 29.5 53.8 28.8 104 69.6 49.1 10.6 54.6 14.7 4289.8 127.4
6 1.7 3.8 43.8 228 20.5 66.8 53.1 11.5 332 226 9879.2 12.6
7 - 71 69.1 90.2 23.8 160 79.9 40.7 14.2 62.6 54 7010.9 279.5
8 92.7 8.3 144.7 88.4 257 164.3 859 39.8 401 559 10.0 6581.0 146.9
9 - 6.1 42.5 52.7 203 99.8 64.2 339 11.2 31.3 8.9 5288.0 35.5
10 4.5 212 285.5 137.4 6.6 560.7 70.7 54.1 40.1 240.8 57 54209 197.9
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L EEZEBRREEA RS

(Online SPE LC-MS)

. Agilent

Trusted Answers

T2% SPE—UHPLC/I\/IS/I\/IS K M7k Ay
HTH BN T2

t

5
KXNAT ML SPE SEBESRURBERE - BECRIE (UHPLC/MS/MS) EXARY
7375, BTRNENEKERPIFHENISEY) (EOC). HIFEL 87 FisHt)
TERBERMLEY), B 58 MY AIPER MM (PPCP). 22 M2 R EY)R (PFAS)
7 MENBEAT (PFR). B ELEEERFREESHM LC/MS DB
M, 2T EERAK. #IFRKFSKMIRHKFIFZKRR 87 MLEYHTT
THEEIT. MWENHEEERIEFNAE. DMREE. EMENBEE, FF
MM TR KRR AE N S RIS BRI B

a1

S )

BIGFEMY

DT ¢ Agilent InfinityLab Poroshell 120 EC-C18 (3.0 mm x 50 mm, 2.7 pum)
ZEM : Agilent PLRP-S (2.1 x 12.5 mm, 15-20 um)

FEERENE 1 0.05% FREAACATR

EEERER ¢ 1 mL/min

LHEBTIE] ¢ 4 min

MnAE © A) 0.05% ZERKAR, B) ZFE, BMEIT&R

JRIR 0.3 mL/min

48 :30°C

S 1.8mL

x1.
BY{&] (min) B (%)
0 5
4 5
9 40
16 100
21 100

JEF#BYiE 19 min
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g4

BFIJR ESl, E/ABFER

EMERBE 1 3500V

RIEEBE : 500V

Z1S : 45 psi

HSEE 350°C

BSUMIR ¢ 7 L/min

FIRSEE :300°C

FIESUME © 7 L/min

NS % [ N7 M 2% 4 D0 R AR 1E14% 5994-1819EN

A SPET in loading Solvent Analytical
SPE2 in elution selection column
valve S 6470 QQQ

Quaternary
pump

Autosampler Binary Waste
pump
B SPET in elution Solvent Analytical
SPE2 in loading selection column
valve S 6470 QQQ

| SPE2

Quaternary
pump

Autosampler Binary Waste

pump

Bl 1. L SPE R ARSI REE
KA BIREGRD SPE B HTHMEEMDN

52

ZR51118

EIfBZEBY E R RY%EE

REFERERE=fpHE G. 78 10 F, S HMELE
MEENESEFNEREHITIHE. REMLEMEIRLF S
RAENES, %EH 20 FEERXMNHUEYRBETENE
EFMEINLER, RIERNE 2 Fim. EARE pHET, F
F3 PLRP-S BEfS AL EMRERELRE, Hit, ®HF
PLRP-S fENE&E,

—
é‘wu B I |' - | . i

&7 [ ] f i Fi | [ | - S 1

) I ! il K
| i ||I || I, || || |I h i ;n~|| |Ii || ||| " it T || ||; || " ||_ |I|| || ||| il || II“

130 45 5A F538 82FTS BA 85 SMR SMP SDM LOM ENR ERY TyL DC TET IND BEZ PRO TDCIPP

RP  mEipseC18  mPCX  =PhenyiHexyl ®PLRP-s  mSB-AQ

pH3

T T TR

g A4S F53 82FTS 8A  8S SMR SMP SOM LOM ENR ERY TYL DC TET IND BEZ PRO TOCPP
S pHIO
8 100

il 1l 1 v:
%75 1 i
:350 I l v|| | "I |||7 |T |7r| r
2 1 o
25 1
oA ot S A AR LA Al £ HOE A .

134 45 SA F53B B2FTS BA 8BS SMR SMP SDM LOM ENR ERY TYL DC TET IND  BEZ PRO TOCIPP

B 2. 7£ A pH & T/ MEEZ NS £ RE I EE

2E. BEMREFRAFNMRK
ERUENELERERMBELIESFET, 87 MERKE
YR AR D BN, REESETE 7-20 min Zja], HARY
MRM &3E & MEIN A 3 Fro

Response Intensity (Counts) ,,

I \
04 ‘ il ‘ \
o2 - ‘) “‘ ) | W, \! “ | Ll_ Y ﬁ‘ lk ‘m
o _'_'_'_'_'_'_’_1’4_1'5_1'6_1’7_'_’_2'0_
Retention Time (min)

[ 3. ZBKARFTA 87 34T # (100 ng/L) BYE I MRM & I&E



FiETE

FRUNE R E 2 ERENRN, SRR RAIRERAEHTT
EE. FENEMEEAKPFEFITITE, KRERTE 4A PR,
£ 1.0-200 ng/L BYKRESCEIA, 87 MEMRLEYH 85 F1k
BYINLMELARE R) &F 098, KEXRARYE, AT
EE2ND M. WRZER (DLOA) A NN- ZZ E (8] KL (DEET)
MRS, HRAETAKPXEHEEYNE SRS,
Fitb R BEXT EHITE Do

TEIRAZK (DW). HhiFRIK (SW) FIS57K AR H K (WWE) =FpEF
BKERPN A AN THEFRIT TN W& 4B Fm, XIF
FRERIESNEN 85 Mv&Y (RE1E DLOA # DEET), &
PRAEKPHEER (LOQ) KT 10 ng/L ; FEHIZRKA, 7 F
WEYIMEERE 10-20 ng/L 28, ERatsEEREN
f5F 10 ng/L ; 7E55 K H kA, 15 MORYINESERE
10-20 ng/L Z[8), HRAMYHEERMETF 10 ng/Le FEIX
FA7K. HIFRAFSAMIREHKA, 85 F L EYHDBIE 76%.
65% M 48% N EWHE SR T 5 ng/L. XLELERKAA,
ZhFEBHENREE,

& =Fok BB AN 25 ng/L #1100 ng/L #RE ST
A ANERENBRE, SRUNAE 4C Fim. MEHTEILL
EH, EAK. #RAMSKGEE KD, 87% LI ERIL
BYIMEINETE 60%-130% i8], MM RSD 1£ 20% LA,
EIRERIEN DI EBRKEE PFAS. PFR FIJLARMELE
Y, ERFRAZLEEERIFNVERE,

B

DW ®=SW =WWE

- 80
Gl 8 5
40 35 560 52
20 £ 4
Sao0 =
20 5 2
3 o 20 20 15
10 2 £ 7 7
B - ¢, e M |
0 — o Ml |
>:0995 0990995 098099 095098 <Ing/L 1-5ng/l 510ng/L 1020 ng/L

L
Linearity (R2) Range LOQ Range

=0-30% =30-60% =60-130% 130-150%

100

81
2 g8 z9 75 80 74 76
g
£ 60
8
g
o 40
£
&% 7 4 4 4 3 4 2 3 4 5
2 3 2 2 2
o 1 mmil° - RS s 2. L
ow sw WWE ow sw WWE
25ng/L 100 ng/L

A FETESRIRER 1 A) 41 (1.0-200 ng/L) ; B) FRAA7K (DW). HhZR7K (SW)
A5 KB H K (WWE) FREYE &£FR 5 C) 25 ng/L #1100 ng/L IARKRE FAYRIKER

f

Number of Compounds 3>

it

XN E T —FENE IR KPR 87 M BN 5ERY)
(EOC) BUF53%, Z A =RB1E4 SPE 5RBEMKRIEEIL - RER
& (UHPLC/MS/MS) B, EEm@E=2. &MeE . HBR
BEE S, R SN AT RN D AR HET
K EMEN S RYIRTEL SPE 217,

(FLREIESM 5094-1819EN)
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AL EREZERRRECR RS

(Online SPE LC-MS)

. Agilent

Trusted Answers

= R USRIk R HE 255

[
i

KA, A PAPEFRMN T AFRERSEEPRAETZ, KRS T K
REVER 2KV XEBVSIYHREZR (CHRERAKS) 7]
RETEIL ppt ERX ppt (ng/L) SEEZEIKE. NARXIMEREEEDH, LC/MS 2
fEEREFEHTIFmES. RENBAEET AR ERERZERIGREFEBKE
Riffh. X—IERNFER, ERTERBUARFY. ELk SPE BRAFREMT
Bt ELiFmES, RANRES TN BEN TIENER, AfRN—4H8S
51 MSRYM S HITOMN. PIARMNDITYEERE. REAEY. R 2
aLEY. BEBHEF ANBFEN TN 25% K EY), AXKMAEL SPE-
BB RS, FIENBEFRETIREBEEREEINT, X 51 MEEY#HT 71l
I HNR (LOD) MAEXTREMRZE (RSD) /LA EIER T ZAFRIH B1EhE.



SEIRER Sy

BIERG
53 M #E © Agilent InfinityLab Poroshell 120 EC-C18 (3.0 mm x
250 mm, 2.7 um)

EEM : Agilent PLRP (2.1 x 12.5 mm, 15-20 um)
ERERBIAE 1 0.1% RERACAR

ERERER ¢ 1.5 mL/min

HEEBTIE] ¢ 4 min

TRENHE 1 A) & 0.01% 28 .« 1 mmol/L ZE&EEFN 0.1 mmol/L
|NERBIKAR ; B) & 0.01% ZEHNZERR ; BEN Tx
IR 1 0.4 mL/min

R :40°C

HIEE 1 900 pL

=1
B8] (min) B (%)
0 2
4 2
6 40
16.5 98
18 98

JEF#8YIE] 13 min

Fig &4

BFE ESl, IE/BFIER

EMEBE : 4000V (EBFER) /3500V (ABFIER)
MEMEER & @ 500 V

Z1S : 45psi

BSRE 1 375°C

SHSUMIE 12 L/min

Agilent Poroshell

L8 120 EC C18 &3t
Agilent 1290
Infinity FlexCub
SPE2 (ifRt)
IT&ﬁ'Ji&#ﬁi
EER
SPE1 (E#¥) )
y
Agilent 1260 Infinity Il MultiSampler i B
(900 pL i+ %) BiltR
s Agilent Poroshell
Lo 120 EC C18 @it

Agilent 1290

Infinity FIexCubeI

Eﬁﬂﬁ#iﬁ

EER

SPE1 (%)

Agilent 1260 Infinity || MultiSampler 1
(900 L %) BN

Bl 1. RiFfCTELL SPE RAREBRAASK T REE
FEARATBREHEE D SPE B HITIEREEMNDOH

ZR51718

a5k

HEZBHEGEIRERN 05 mg/L HEER, BEBRESELEY
LUMNSFRB DT B 14 UL EREE R 3.5 uL &1k
&Y (2 mg/L &) MO 13.98 mL Millipore 7K&, {10
OREIAE] 500 ng/L. FERAZARESI 8 MUERE (200,
100. 50. 20. 10. 5. 25F125ng/L). B NREESHF
7R, REMRMNEBIE, RALMEMET 1/x IS I A2
RO R” BT 099, B 2 BR 7T NPEE LSRR
LR,
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x10*

3-RERER
61 R2=0.999 2
‘ 1
2
o
0 0 100 2060 300 400 500
0 100 200 300 400 500 SREE (pg/mL)
. REE (pg/mL) x10°
x10 PFOA
R?=0.999
10
05
0
0 100 200 300 400 500 0 160 200 300 400 500
; i /mL)
0 HREE (pg/mL) 105 BZ (pg/mL)
RERH,
41 R?=0.999
3 06
2
1 02
0 o
0 100 200 300 400 500 0 100 200 300 400 500
HRE (pa/mL) AREZ (pg/mL)

2. HEME S YRR L

FERME
3 BT KHIREN 10 ng/L B9 51 MULEYIHERE. T
ZWEYRIUERT 1.25 ng/L HRERVERRURE MK,

x10?

1.751
1.501
1.25]

1;5[? 1.00

0.751

0.50+

0.251

.W V 12
SRIEF1E (min)

10

3.10 ng/L &R @ MRM BIEE]

EER (LOQ) HIEMELE (S/N) BT 10 R{RERHITITE,
EARREBENEFEDEMNREEERERE 80%-120% Z
B B4 E8R7T 51 MUEYONREENHE. pJUEH,
86% MIDHTHIREIETE(R T 10 ng/L BURE TSEEMRTE £,

56

M <5ppt
M 510 ppt
M 10-20 ppt
[l >20ppt

4.51 ML eV EBRDHE

FEREE

£ 1.25-500 ng/L BURESEEIAN, RESNABEHFNER,
HEEUEMEEMR T RSD GOREENEHZE DR
TEERIEWES 80-120%) o RIZERIE 5 Fim. Br—H
wEYILLIN, FiB RSD MMET 20%, RERHBFENRZREFERADN
BE/IVEMEREN—BU4,

M 1%-5%
M 5%-10%
M 10%-15%
M 15%-50%
[ >20%

5. 51 ML AMIEEERRLEER (n=6)



6 BT ERBEEAMIEE/NMENBERT, RERN 20
ng/L B9t 6 ROMHBEMBIEE. MZEHRRLEL, %
RFHIEERAIR BB B B A RIFAIRRE Mo

7 8 [ 10 1 12 13 14 15
SREERE (min)

6. 20 ng/L B 7RO EINE I & IEE

£

SRIOLERKRBA, FERARELHEL SPE BE = SRR FEE
RSB KPHREEEN SR TE REERN, Fit
279900 pL MIER T, KZHD YRR LUEE ng/L &89
RERINERTES. BR—LamIt, R/ T MENLMERN
BRE, A XRETEENEL SPE HAERENKIT
WE, HPETHMEE. TEEMATHAZ.
(F4BEUES L 5991-8767ZHCN)
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AL EREZERRRECR RS

(Online SPE LC-MS)

TR, #IZRIKAM N KPR BRE R
Rl il

k
i

a1

Tl
EXNAT RALZRICIEL SPE EERAEHKB AL DK 27 MREEREFNS
7o ZITETTATERE DIN f0E 38407-36, &R T NE ST KFIIRFE/KREME R
M BRI AR E IS,

RIS ER S

BIgFEMY

IHTHE © Agilent ZORBAX Eclipse Plus C18 (2.1 x 150 mm, 3.5 pum)
EEM : Agilent PLRP (2.1 x 12.5 mm, 15-20 pm)

EHERENAE 1 K

LEREERIR ¢ 1 mL/min

LHEBTIE] © 2 min

TREAE ¢ A) & 0.1% FERFN 5 mmol/L BFERERBIACER ;5 B) & 0.1% EFER. 5 mmol/L
FREREZAN 5% KHZBE ; BMEL TR

JRER 1 0.4 mL/min

R :30°C

HREE 900 L

=1
B i@l (min) B (%)
0 2
2 2
25 25
12 100
22 100

Ja 818 : 10 min
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Big &M

BFJR ESl, EBEFIRL

EMEBE : 3500V
MM EB[E © 500 V
E1¢S ;45 psi
$SURE 1 300°C
AR 112 L/min
TIRSEE 1 260°C
FI&= :

FE 2 9 L/min

® 2. ZRNENEFMS

Agilent 1290
Infinity Flexible *

Agilent ZORBAX Eclipse
Plus C18 S3fiiE

Agilent 6460
EEMBFRE

ki)
TR

SPE2 (L)

R

Agilent 1260 Infinity T2 EE)
B (900 uL K

(e

SPE1

Agilent 1260 Infinity PITE3

1. ZRECIEL SPE RRBKBRATEE
FARMTBREFRD SPE FRXEHTIERBEEMOH

Agilent 1290
ty Flexible t

Agilent ZORBAX Eclipse
Plus C18 534

Agilent 6460
EEMRHRE

AR

Agilent 1260 Infinity R4 EIE)
HIFEE (900 pL iHEK)

857 FEF1 WEERES 1 (V) FEF2 | HIEGEE 2 (V) BESEBLE (V) {REZRY{E] (min)
2,6-—SAH
S 191 109 40 172.9 16 100 6.5
AR 270.1 238.1 4 45.1 28 75 11.2
FEE 216.1 174 16 104 28 105 8.89
RZEFEZR 188.1 104 28 68.1 36 105 6.73
SREEER 1741 104.2 24 68.1 32 95 6.12
TEREE AR 343 307 16 271 32 130 10.66
FREE 261 205 8 188 28 105 7.74
SEF 237.1 194.1 16 192 20 135 7.93
SHE 359 155 8 99 28 70 11.41
REB 222 922 24 104.2 20 125 6.73
REE 160 130.1 24 88 36 120 5.51
E27q 350 97 32 198 16 95 13.53
FRZE 213.1/215 72.1 20 721 20 100 8.66
HERE 233.1/235 72 16 72 16 100 9.05
Sk 304.1 121.1 27 161.2 31 85 10.84
SRAE 207.1 72.1 20 165 8 85 8.92
HEE 235.1 153.1 12 136.1 36 70 8.09
RER 280.2 220 8 192.1 16 70 8.89
RIRER 203.1 175.1 12 104.1 24 105 6.57
DH MBS R 278.1 210.1 4 134.1 20 85 9.54
SRPER 284.1 252.1 12 176.1 24 90 11.14
IRESER 215.1 187.2 25 84 29 105 8.32
ZHEXRR 282.2 2122 4 194 16 125 13.57
EaR 308 196.9 36 262 52 150 13.19
==t 202.1 104 24 124 16 120 7.94
TR 230.1 174 12 104 32 105 10.05
BRZEFT 2 202.1 146 12 104 28 80 8.06

Agilent 1260 Infinity EU75%
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ZR5E

VaP:-54k

RABELIERM, MEDLMKE (BFEEFRK. #TFKHMHE
MARMZRK) BB 27 MEFET, B2 BR7T 27 FERER
AVEAEIEE (BRMMVERR, 50ng/L),

FofI & 27 FBREFIR 1000 ng/L (E&K, BERERHIE—
RIRERN 10 ng/L ITIERR, DRI UEHIR
L. KEEMUEYTE 10-500 ng/L BORESEEAAER R
FFRVELNE, HEXRMET 0999

BEE/RBR/
2 SRE
19
18 ?Q %
1.7 il e
1.6 B = E
15 Fg o >
14 7 = P
1.3 = iok
® =

12 e 9.504 &

B e L 93936 11.167

= it it SN 84154

= i # A ;
09 o 2 [ M
0.8 = #r %
07 WoaE 0 mfz! £
s g niee M i
05 g K o %
0.4 Xk Of o8 o [}
0.3 473 B R R i
0.2 6,699 13550
o 12654 11.745 #3158
0 866

9 95 10 105 11 115 12 125 13 135 14 145 15
SKEERY[E] (min)

45 5 55 6 65 7 75 8 85

[ 2. 27 MEREFREE G (50 ng/L) B MRM &35 E

FEERENEEE

SRR BRIK. HITFKFHRKERHRREREBIIIAREE G,
T 4R, TR ABINNARERERNESTRERZE (RSD).
SR TFER 3 . MNFAILIEY, FTOMBSMHKERNLE
AERREFIHAE RIFVRMEINE, ERWPZEFEA 2
MEEREEER, SRETZENEDNEIESHE, BER
RSD BT 5%0

60

+® 3. 27 MBREFEREMBEERRER
B3Rk HTRK

M mw= | R | BT mmw | e

woy | P gy | @

REH 0.08 111 4.3 0.05 128 3.8
2o =R 0.05 100 50 0.16 123 3.1

iz

BERES LR 0.1 112 1.7 0.08 123 1.7
KIZEER 0.08 115 1.9 0.1 120 1.4
REH 0.1 98 12 0.12 77 1.0
RZEFER 0.05 106 1.0 0.16 89 1.7
IR 0.08 115 1.9 0.1 110 1.2
FRERE 0.1 129 2.0 0.08 118 2.6
[iB ) 0.08 113 1.5 0.1 102 2.4
®EETE 0.1 106 0.4 0.05 107 1.4
BRZ BT T2 0.05 116 0.9 0.16 111 0.3
FEE 0.08 113 0.9 0.1 114 0.3

ML P B e 0.08 119 0.3 0.05 124 13
BER 0.05 112 1.0 0.08 116 0.9
FEE 0.08 130 1.6 0.05 161 22
HEE 0.05 111 1.1 0.12 107 2.1
BARE 0.12 116 0.9 0.05 114 1.5
HEE 0.08 119 0.9 0.05 114 1.0
fiiES 0.1 104 6.8 0.12 117 12.3
TEEAE AR 0.08 122 1.1 0.1 119 22
B2 0.1 127 0.6 0.12 128 0.6
HER 0.08 120 0.5 0.1 129 13
BRPER 0.08 115 0.3 0.16 118 0.9
HRR 0.05 124 1.2 0.12 121 2.1
Hie 0.12 35 6.9 0.05 108 0.8
EEaR 0.08 9% 8.9 0.16 76 3.8
ZRRER 0.1 139 8.6 0.12 103 1.5




% 3. 27 W BRI RIS RIESR (4) 598

kaall HTk2 IR KA RAKBIRAREBRR, WUREFRE+DE
ME emz | o | M gy | s Z, AXNBT —FRECEL SPE EERRHARLNE
wo | O | e | KEBREAB 5, SRRITR, T REAETNASRET
iﬁf O T A T B W WAY, ZRAREBEIEL 05% WRMEIKE, HAI%E
z'sﬁgﬂ o 109 i 8 29 SEENNER, AZHUESYNERREE/NT 5%, B
memEEE® | 016 | 105 | 0o | oos | s | 25 MBI = SR FOL (N AR S B RA TR R
#AEm | 005 | e | 21 | o8 | 7 | 25 SRR, EREITRETHE AR ST B SPE
REH 0.05 94 1.8 0.16 73 7.4 TR RS,
BRZEFRZR 0.1 132 1.8 0.14 116 4.1
BT 0.18 102 15 0.062 98 24 (FAEIES I 5991-2405CHCN)
FREE 0.05 110 5.3 0.3 92 5.2
Ficpez)= 4 0.16 107 2.0 0.05 99 2.2
*BEF 0.137 121 1.2 0.274 123 0.8
BRZEFT 2 0.08 115 2.1 0.1 111 0.8
BEE 0.068 110 0.6 0.16 103 0.4
IR Ak B 0.16 132 1.1 01 118 0.2
RER 0.1 115 1.2 0.353 113 1.0
EFER 0.3 17 1.0 0.1 107 17
HeE 0.18 100 1.1 01 92 26
Bk 0.117 111 08 0.182 103 1.4
HEE 0.3 120 1.0 0.11 110 1.5
ik 0.05 112 11.9 03 94 38
DEBE B 0.16 120 1.5 0.108 107 1.2
BT 0.05 127 0.8 0.16 113 1.4
RER 03 124 1.5 0.05 109 27
BRPER 0.05 120 1.2 0.1 106 17
AR 0.16 122 1.5 0.1 109 3.4
E27d 0.1 94 2.0 0.16 79 36
AR 0.1 59 4.7 0.05 44 6.0
ZHEERR 0.16 87 22 0.05 64 7.5

61



L EEZEBRREEA RS

(Online SPE LC-MS)

KPR REENS T B E R

XA T RALRECTEL SPE ERRAKARGRN 6 MHERSRNTSE &
& MC-RR. MC-HtyR. MC-LR. MC-HilR. MC-LA # MC-LFo

RIS ARG

BIgF MY

g+ : Agilent Poroshell 120 EC-C18,3.0 X 100 mm, 2.7 um
ZEAM : Agilent PLRP, 2.1 X 12.5mm, 15-20 um

EHERENAE 1K

ERETRER 0 1 mL/min

EFEBEYE] ¢ 4 min

it A) 0.1% FRERH 1 mmol/L SEERIIAER, B) 0.1% FERNEAR, BE
VIS

IR © 0.4 mL/min

MR 45°C

LS 1800 pL

=1
B8] (min) B (%)
0 30
4 30
12 95
14 95

JEFEBYiE] 13 min
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B &4
BFR : ESI, EBFER
EMEBE : 4500V

MM EB[E © 500 V

Z1¢= : 35psi

#SRE 1380°C
AR 112 L/min
FIRSRE

FIRE

® 2. ZREENFMF

e BEF FBEF HREBE REGESiE]
[=] .
(m/z) (m/z) V) (min)
995.6 213 200 58
LR
995.6 135 200 110
520.1 213 140 35
RR
520.1 135 140 30
9105 213 170 50
LA
910.5 135 170 75
986.5 213 170 68
LF
986.5 135 170 78
1059.6 106.7 220 147
HtyR
1059.6 103 220 155
1009.6 106.7 210 128
HilR
1009.6 103 210 160
Analytical 6470 LC-MSIMS. Analytical 6470 LC-MSMS.
el s e
Flexible Pump $PE2 Bute) Flexible Pump
o,
r— - P i oees
(900ul head) mp Wast (900ul head) Pump. Waste
B 1. REEMCEL SPERRBARATRRE

ZR5i1ie

BIESRIEFGHNMK

KEERIEZGNML, BF 17 DAY 6 MiE RS
ZNERBETED. HF MC-RR EE M+2H" 1EAFE
¥, EMEEYNEA M+H]" fEREEF. E 2 A 6 MiE
SREHREN MRM BIEE,

x10°

48
4.4

4.04
3.6
324
£28
3
©244
2.0

1.6 HiyR

1.2 HilR \‘
08

0.4

R
1" [a
| g

50 52 54 56 58 60 62 64 66 68 70 72 74 76 78 80 82 84 86 88 90 92 94 96 98 100 102
Acquisition time (min)

B 2. 6 FhiAEER S ZARF (2 ng/L) BY MRM 1% E]

ZEEESRME

KATEL SPE E5E, RMUEYTE 2-2000 ng/L BYKRESEE
WEAE RFNAIE, & 3 7HTSUEYBINRMEER,
ZEWNPRTE 0.05-0.5 ng/L i8], BISRIPIRAKANMtER
IKPREMEESHIEZN,

® 3. NHHEESZORNIRAEER

LOD (ng/L) LOQ (ng/L)
RR 0.05 0.2
HtyR 0.2 1
LR 05 2
HilR 0.2 1
LA 0.2 1
LF 0.2 1
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FAERESHEEE
REERREET AT FLPANZ L EYHIEREIR
B, FIIOM 5 R, ERAENBEE. HIERERN 2ng/L
M= Bt R AKINTAF R E REIWRE, FRIOEK 4 Fim. &
MEREFENEINEIYTE 76.6%-86.3% (8], RSD 7E 3.0%~
8.8% Zlal, SRUNLERFBAARTI VARG AW, B UM IR
KPRENHMERESER.

RIWEESHROWZNEENKULER (n=5)

I (%) RSD (%)
RR 80.4 58
HtyR 86.0 7.6
LR 76.6 53
HilR 86.3 8.8
LA 84.2 6.4
LF 82.4 3.0

64

£

AR T fEER SPE ERHIFEENEMERS R (MCs) BY
BREUTE, &ITER BRI AKMIRAAKPIL ppt &
BNHEESE.

(EAEIEZS I 5994-0007EN)



AL EREZERRRECR RS

(Online SPE LC-MS)

£k SPE BEMERHE AR NKH
4 7 B NERRRSEIME SR

Al
KXNET FBARERTEL SPE/ Bi#HiF BoURREKA AR D7 IRAELESE
MERHERERNKS 4 MABERENER (BESTEM WEAHK. FBHEV
MIRAIAAM) BIT57%. XENEYIRE B ABRENERNAR, SIMRNES

i

BEF RN T ROFR A
SN b)
&R

BIEHE © Agilent ZORBAX Eclipse Plus C18, 50 x 2.1 mm, 1.8 um

E&EM : Agilent PLRP, 2.1 x 12.5 mm, 15-20 um

EFEREDAE 1K

ERERER © 1.5 mL/min

EHEBYE] 1 2 min

FRENAE ¢ A) 27 nmol/L &7K, pH 8 ; B) 13 umol/L REAMIZBEAR, BEIL TR
JRIR © 0.4 mL/min

R :40°C

HEES 1 1500 pL

x1.
B8] (min) B (%)

0 5
2 5
3 25
9 38

9.1 100
12 100

JEF#BYiE 2 min
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PRt

BB ESI, 1E/hBEFEL
EMEBE : 4500V
IR ERE © 1000 V EEFHED /1500 V A FIEL

E£4= : 30

$HSBE 1 350°C

BSIR 11 L/min

® 2. ZREENFMF

psi

1B BEF HREBE FEF hbiEREE

v) W)

319.9 4

IR P 7l 364.1 125 222.9 8
206.4 20

304.1 4

SUFFEM 7l 348.1 90 206.9 8
74 36

207.9 4

FBRV 7l 349.1 90 113.9 16
922 32

159.9 8

R EEYN E 518.2 150 142.2 20
1149 72

B 1. 7E4 SPE/ EE#FENTIMARKARSATEE | A) ZAEER,

B) EEHIFIR

66

ZR5E

Big#EE
ZEBEFIEFGMME, BT 12 DEHREE 4 # B ABRRE
MERREDBEMIER . RUKPILURRESYIINEE, MM
ZIERANIAZ BB UER I/ NI FAMA BB R V B
FERFIITR 4 FURE D579 100 ng/L FIABRRZEMAERR
BENEEE (HEFE 100 pL) WE 2 P, ZEREEHN 311
PR NBSRERITE 5 7E0NR, B 3 FI7IBERAA, &
MIAERBRINIRAE 1-5 ng/L Zi8le R 1 pg/L TEFBET
HEEDN 12 RUERTERFBE, EREANEMINERIE
EFRBIMERIRERE (RSD) ¥/VF 2%, BEEMENEEM,

X102

gg Direct injection, 100 ng/L Piperacillin

6.4

60

56

b Penicillin V

48

44
240 \
S36 |
<32 Ampicilin ( \

28

24

20 Amoxicillin \

16 \ f \

12 |

by K L J e

04

0 05 1o 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95 100
Acquisition time (min)

B 2. 4 B RZEHTAE ZAR4F (100 ng/L) B9 MRM &1 E]

R34 MABBREAERERHFFONRMESIELRER

LOD (ng/L) RSD (%, n = 12)
(GG 5 1.8
SFAEM 1 1.5
WEhI FaAA 2 1.3
EBRYV 1 1.8




T4 SPEEEZ

RBTEL SPE BEASHE 1.5 mL, & PLRP /NEELAESE
EXRASBEHEAERNRRSEREDT. B 3 BEFHA
BB IS AE RINAFRE A 100 ng/L MUK @IS R4 SPE 25
CEFF 1.5 mL) FEEFHF (FF 100 uL) BEINEEEXTL,
Hepirio 2 S EIIE @ B AR RN Eigig

1.0+ Comparison: Online SPE and direct injection () 100 ng/L
Ampicillin

0 05 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95 100
Acquisition time (min)

3. f£4k SPE E5 (HFFE1.5mL) FEE#HFE (HFE 100 L) B9 MRM &%
STEE GREE 100 ng/L, ESHRTREZHITLER)

SEEHEEAL, SF¥EM IRNAMMNEEER V B9EIIK
KIE 51.7%-94.1% Zi8, RAX=MMERT PLRP T LA
BEBNRE, HPRERENIKNAMMESEE V RILY
REMEINE, MAIEFAMRRIENENS 6.5%, BIEFKER,
HtZTEL SPE ESRENEA TREAEMIGN, LIS
A 31 HBEFERNE, BFR 4 REAYINSGRATHN, Stk
KHRIMFRTE 0.2-0.5 ng/L Z[8), RNEZEHFEEN 1/5 £H.
Bl 4 8RR TREN 0.5ng/L WEFEM. IKNAMTNEER V
B MRM &3EE, F 5 ng/L AR BESIMEEE DT 5K,
HREIEEFE T ERE (RSD), £RYITFE 4 1, BRAERR
AN, SFIRAEZRM RSD 1£ 1.9%-5.3% i8], BE{ETEZH
S

R4 ABREMERTL SPE EREXRRER
LOD (ng/L) RSD (%, n = 5) BT (%)
Pl S P Ak - - 6.5
R 0.2 53 51.7
DR3P A 0.5 37 94.1
BFERV 0.2 1.9 83.9

x107 Piperacillin
| Online SPE, 0.5 ng/L

0 o5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95 100
Acquisition time (min)

B 4. &7, IRNAMMBESER VIEAHRF (0.5ng/L) B MRM Bi%E

it

X F)ARBICTEL SPE/ B BRI RS S
FRABIEASEMBEIEHEENKPR 4 FRERR LTS
=, LIOLRRKRE, BEHEQNRE 1-5 ng/L erﬂ, B
BERENERE, MEL SPE 5@ KETOHFEEL
BE, JUBNSEFSMRNIREE (GMERMIN), ERT
KREEMEENSRHESEERN,
(F4REEEZ I 5991-8017EN)
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BRPRREEA R RS

& UHPLC/Q-TOF MS AI¥EHmR 2%
B S TR B A 5K BB i
Gl PSEE S

t

5

KXNAT —MEASDYRIENIFR S I HEBHREE FRB B 5K
BT (WWTP) HKFBIRE. 9D AFER R AEASIN BT 7%,
KABZFERE T HEIASS KA R HKIFam, SKRERBMMERTS0H
FREMHE TEREMT R T BEEEER IR EE X MEF AT B SR TIF
BB

a1

RIS ARG

B maihiE

KIFEFRIRIBA 4 828 U8, 7T —20 °C T NMEBFKEF AR BEE
HPLC #Faeifi .

BIERMG

BIEHE ¢ Agilent ZORBAX RRHD SB-Ag, 2.1 x 150 mm, 1.8 um

MEAE ¢ A) & 1 mmol/L ZER5RH 0.1% JERRIACERK ; B) 0.1% JEEMZEAR ;
=S

JRIR 1 0.4 mL/min

R 1 40°C

IS ;100 pL

x1.
BY{&] (min) B (%)
0 0
2 0
14 08
16 08
19 0

JEF#BYiE 3 min
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B &4
BFR : ESI, IE/MBEFER
EMEBE : 4500V (IE) /3500V ()
MEIEERE : 500V (IE) /500V (fh)
Z1¢= : 30 psi
BSRE 1 350°C
SRR 12 L/min
FIE=RE 1 160°C
SMIE 16 L/min

MS/MS 18

= : 50-1200 amu
AR © 3 1ZEE / #
Rf¥#EAES : 0/20/40V
B MS/MS & :
MS FRESEE : 100-1200 amu
MS/MS Fa=3EH © 50-1200 amu
AER ;5 1ZEE /7
fitt#aESE : 20V

ZR511e

SRYNERRESES

KAMHENEERIERMG, KE 390 MIF RS RYATER
FUL#HE, RARRE® PCOL #UBE SR SEmEIRRE,
WREZ U EYEIF. DT FEREMNNE _REREES.
AR IFRIEEmEUIER, X5 KAIE HKE SRS
HITHERENTEE9 M. 7 390 MEIRLEYH, FES
FHEX TR 315 Mk &Y, THBEBFHEXTRYE 75 #
&Y, B EEZEHE 100 uL Z UHPLC Q-TOF MS &4, N
IR BRKERF 60% LU EREEYRILITE 10 ng/L ERR
RETE, 35% BILEHI7E 10-100 ng/L BORESEREIAHAG
E, MNE 5% BLEHI7E 200 ng/L B SHSRE THEG .
NFREZHEFNEY), AIERA—IHEENENER B FE
NEMET, HESDFBEFIBEFBFNREEREBRRNT
5ppm. Bl 1 BT —EEESRYLFIARINE FEIEE

Pk BRI,

70

7344685, 158.1176. 576.3742 + 344 (8.914:9.079 min, 9 DRITH) faEs
o, LR = 05,5 (1044 %) | FEEILACIRS) = 823 (M+H)' o ¥ =1711.201920" —30380,252071
0 bk = 52.4 (101 %) 104 734 4685 10 B~ 0.9308
7 | 36| (MeHy y
T oes 3.7
6 B 25
5 0 g/t o
D g
3 l,-, 15
3 12
. 08
. é I\ 0.4 i
ol \
BE 90 94 733 735 737 738 0 400 BOO 1200 1600 2000
REEFHE] (min) Bkl (msz) REE (ng/L)
AT
2051234 . 161.1336 - —## (12.253-12.385 min, S&Efﬁ)w, y = 192666716 — 64,061529
*10' | EES = 27,6 (1000 %) 6] BRBIEES = 863 (MHF o] RE=0.0989
14 | a 05,1234
12 ” - - (MHF 5
1 T fae 2061268 A
B 08 || ng = 2.4 [M-HP B
£ 08 20 207.1294 g 3
0.7 (M-Hp
05 ‘ i )
05 12
o §
02 | o8 !
24 [ &
o1 M 04 0
——— ol -
120 124 205 206 207 208 0 500 1000 1500 2000 2500 3000
FEEFIE (min) AL (m/z) PR ing/L)
WA
2940094, 2500196, 214,0429 —FI (1238612612 min, 7REIE) v = 557.652662"x — 3028,541575
x10t 63 = 44.3 (88.2 %) x10° ) EREHILAZIS S = 838 (M-H x105, A= 0.9995
4] B =116 (917 %) 1.2 11
8 ‘|| 11 94,0094 1.0
35 ‘ 1] | im-HE 08
AT 0.4 y 08
30 | Hng/L by 206007 o
B2k AR | Elyz £ op
= 20 ‘ | S0 £ 5
A 05 04
1 ‘ 04 03
10 | o3| [winf 2080 02
05 ,‘:‘ 0.2 0] o
= " L e
120 124 128 294 206 298 0 400 8OO 1200 1600 2000
FEEHE (min) Lk (msz) PREE (ng/L)
g e
3080040, 196.9789. 213.8621 + 28 (143071407 min, 6RI3E) v =T035RIB343'x —14860.205250
=10 EEE = 338 (1027 %) g, EEIRILERIESY = 91.0 (M+H)* «10', R = 0.9998
284 b = lﬁurosm 2 38
E i 208.0040 32
72 || =31 10 (M+H)* 25
b Hng/l gg 300.8996 24
£ 15 ‘ [Ehy! 2 20
= }; | e Sis
10 u gg 12
i ) 03 e
0.4 1 0.2 K +
0.2 1 3]
ai L ! ¢
138 12 146 307 309 311 G 80 100 150 200 260 300 350 400 450 500 550
SREEDYIE] (min) TG (miz) A (ng/L)

B1.48% (EBTHER) . B85 BFHERER). WaFR (MBEFHRR)
fEaR (EBFHER) NOFEFIRABEFNEC BIEE. PUEELRRE
HhZ

FERFRSEYIFE PCOL #IBREHITRINSRMHEN
TERE

RALECIE T RYTHE PCDL HIBENT 5 KR A K
FRHITE ZHNRNSEIHE. TEEDTR, BREMR
2. BRI HNSERBHESS, BERREZLEREEX
FEEBENREYEEREXREEN, T Agilent MassHunter
TEuES, AIRALEF MS/MS FlEE) MS/MS ffh TIE7R
12, BnhTTREERE. BED FEFMZRERE, H58E
FERRNESEEFHTIE, BIRANENHESER.



2BF MS/MS TFE T{ERE

F2BEF MS/MS TIERESH, TRHITHBSFIEE, AER
fEEEERRUAYBRAE, TatEREPRERF
EEEETHUEM ZRER ., SIEIMERAIEEFDF
EREE, GEVNEREMIEERENCEY D FANRED
LHFBEE, BohfTIBERE. RURSH. ZRFHERR
FIREBTBINILES, B 2 BRT/5KGE Al HKFERPLER
YIBNTRELS R, B 2A NREEEE M RINS FEFEIE
ESEABTEEENENE. FIEAMRBTHSEET
Hmt, X—IMRMAEITEE 2B BUHEMH LR, 1FHE
TER (BEREREED) WE 2C WEaYRERFTT, H9T
BTFH EIC MZED—PUUERER B FRIE RIFHHIRHE,
HERHEDSATF 90 (#5 100), MRS FEFIEMER
EFIEHREEREMRT Sppm, BIRTSSILEREI SRS T,

x10°

w6l A 11997 ==
b 4684095 =
1.4 ™ =
[
1.2: “
=K
10
B
Hos
0.6
0.4
0.2
n6 n7 ns 1.9 120 121 12.2 123 12.4 125
SREEESIE (min)
100
500 B
1
8 5
N -
3
] 0.5
i
B 0.1
4 0.05
3
0.01
ne n7 ne 19 12,0 121 122 123 124 125
¢ SREBYE] (min)
Best # Name ® Formula -+ Score & mz 4 Mass 4 Mass (Tot) # Diff (ppm) & Score(Tg)# RT &
|§ | valsartan| C24H23N503| 55.05| 43623434 453.25752458.21671| 435.22762| 43522704 134 99.09| 11.997|

Coelution Score | CE | Flags(Fls)+ FV & Height & Compound Name 1 RT -+ RT Difi & SNR

mz #
%94| 20| Qualified 12934705| 20709163 Valsartan| 12005 0009 2211

983 20] Qualified 8297279| 291.14785| Valsartan| 12005 0003 1314
985] 20| Qualified 642690 235.09514) Valsartan| 12.005

986 20] Qualified 283336.3| 306.16864 Valsartan| 12005 0.003] 183
991| 40| Qualified 479184.1| 180.08078; Valsartan| 12005  0.003| 282

2. 757KANET Al K RSB EEFNHA B FHEINEE (A). HR
L (B) UM BEHREB/ONUSYMEELER (C

KABTFHELIERE, E5KGE Al IHKPEESN
M8 L KEZAEHFIIMB, BIUMBMSUNMES, BE
EHEZATERET ERHE) RMeHRZYDAFE
R, SERLABR. FRIFFE. AthHIT. EFBRIE
ERH KRR S U S0 N, R ENMEMRE EFE.
IZERE. KUEF. MEE. —HFMER. IEBER. MR,
REBIXEM) LUkemFER (PFOA) MU EIBERES (B

M=, BiiR= (2- RZE ) . BiER=T BeMIBER =2KFR) o
£ AZ #Faa®, HTHB. S8, RIIIB. FERIE
PBE. BABR. XADEFMEAGYEREADEF. B
H=. AR, SRS FERENeRERk,

Bzl MS/MS T & TERE

Bnh MS/MS TBE TEREET REBIMEYNIEHRREE
MS/MS 1B FH 5 1 2 A9 4w A 1 ] 33 4T DU BC SR 0 IE L & 90,
FEATERIEER, BABTMNRER, SSERTIHLL
KR BEIREEENTEE RN AN ESESTEBR. B3R
R~ TEABSh MS/MS TIERERMNM L EYIRGl. £ AZ H
K =RER%, EESHDN 853, HEGETILIAE,
BRANAZEHRE Y. £ Al HKPICH AR R, &
89 HR 915 EREMRENW®EY, ENANERST
FR1EEERF

A B

10! x10¢

11 u 86.09893

s 85.05068 0

0.9 0.9

08 08

0.7 6802406 0.7

05 06
g 05 g 05

0.4 04

03 03 23316877

0.2 60.05566 0.2

01 ‘ 110.04596 01 135.04591 209.12086 | 26517244

) S ) ) e [ [

100 x10¢

125 125

g g 86.09893

1.00 85.05068 1.00

0.75. 68.02406 0.75

050 050 233,16877
g"-ﬁ 60.05566 110.04596 E“-ﬁ 135.04591 209.12086 | 26517244
g | U ! 2 T . 0
025 0,25

050 -0.50

0.75 075

1.00 -1.00

x10°  =BERM CHN, X0 REMAREE C,H,N,0

1 1

o 85.05087 1ol 809643

0.9 09

08 08

07 0.7
B 06 g 06 23316484
g 05 g 05

0.4 04

03 68.02432 03

0.2 02

o1 ‘ 60.06562 110,04612 ol ‘ 12,07569

o | ) [} )
s 6 70 g 9 100 10 120 60 60 100 120 140 160 180 200 220 240 260 280 300 320
AL (m/2) FRALE (m/2)

Bl 3. FIBEE) MS/MS TIERZ NSRS /AR HoKi¥ 5 AZ F=RFELH MS/
MS FUEXTELE] (A) FIHZKIE R Al PR HAREZAY MS/MS FTi% ] (B) BIRTEL

e

KX R T —MHENEE DT KERNIFE T2 TG £,
G EN AT /5 K0 IE ki, Z 5558 AL RBCIE
SRR PCDL #EE. £8F MS/MS & B &) MS/MS i
BEITIERTE, °J R /ER IR K EF B SR Y THE T,
(EMEIES 5991-6627CHCN)
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SAYIRREX A RS

X750 FRRYIA R 75 24 [B1 B 1T EE )
EEMFE M) THE

=
=

=k

RXNBT —MER Agilent 6546 LC/Q-TOF MS R4t A T R RS RYE M
EEDTHILIERIE. RILIEMIEEE RBCMIR S RYEIERE KB (PCDL) M#
hR MassHunter EE T3 F, BIURBSEITIERE EMARNYHE D, BI—RK
HIFER N ENSYNEED TR, HERTHHE SR .

L —

SRISER S

BIERMG

&BIEHE © Agilent InfinityLab Poroshell EC-C18,2.1 X 100 mm, 1.9 um

nopA ¢ IEEFRIL D A) 0.1% REKAR, B) 0.1% RERIEAR
MBFRI ¢ A) T mmol/L |ERIKER, B) LAE
BENTE

JRER 1 0.4 mL/min

& :30°C

HEE 1L

®1.
B8] (min) B (%)
0 2
05 2
155 100
19.5 100
20 2

[EF#8YIE 12 min

72



B &4

BFR : ESI, IE/HBETFELR
EEBE : 3500V

MM EB[E : 500 V

Z1¢= : 30psi

BSRE 1 350°C
SRR 012 L/min
1225°C

: 12 L/min

L 2EF MS/MS
: 50-1050 m/z
< 8 IRIEE / #

: 0/10/20/40 V

Bl
K

4
o
=i
B

HREIIE

IR TIERE

7E Agilent MassHunter T{Euh9, BEXBMLENEIER
EEY AENBFEATREFERN2EF MS/MS #iE.
RETEERUFPNLROCIFZSEMEIRE (82 1451 #
IMESRMER) FEANLEY, RETERZE 8MEY
UBBEFAEERT, EVMMMS/MSERBFAEEET-
EEERHFENHTERVEMNEED TR TTE,
REERERIRE. BN TERZNE 1 Fir.

MassHunter &8R4
i EEBIR & wR&
RE&E way EaltY) #HR

B 1. $EmE MR THE TIERIE

FEEEED

TR ARINRY 23 M AR RRIENIMRTRY), AL
7{h 6546 LC/Q-TOF RAEBIEENHTIERE. B 2 BT BAR
HWEYRHRENREIE FEIEE, £ 0.1-1000 ug/L RESEEN
ERAMEYINEIETERE, |SUEMAEXRRRYE, RUEH
LUNE 3 Fimo 3% 2 RER T RUEYIVIN TR LLOD (F
I2EE S/N > 3) FIRUERIL L MEIAFREL (R,

x 108

20

MR

08

06

0.4

0.2
|

8
9
15
7
10
6
14|
ol
19
i

"N‘ i

21

1. BETR

2. HIE=B

3. EHER

4. RN

5. =A%

6. RIAF

7. WK

8. DEET/&4i%
9. WET

10. fRFE

1. RS (EE2)
12. & (E1)

13, 2-RERE (PRERE)
14, RERIEH
15, BRERIL

16. ZSERFIBRPE
17. WASE

18. HEDTF

19. KEHE

20. FZSHRER

21. =FFH

22. 4-IFERE)
23. AHTN/HABE

T T T T
5 6 7 8 9

B 2. B e YRR EFeikE

'|IU '[I'l
FEERTE] (min)

T T
12 13
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e s0] Fr-osam s0
25 45 a5
40 o
0 s a5
& 230 a0
£ 19 =5 25
10 20 20
15 15
o5 0 10
os 0s
o o o
o 2 a0 e e 10w ¢ m a0 0 w0 w0 T a0 a0 w0 so 100 0 % a0 wo =0 10
E oyml) R rgfmt) B (og/mb) g/t
1 1) srme 10
2329606371 x 0872480 §- SMASII0- 0583450 ] y-ssszssxe assesis o
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% 2. B H AN TRAR LS HEAR K p— }

LEMmBIT EEBF R2 LLOD (pg/L) D N
AHTN/BAES S [M+H]* >0.99 5
EHEE [M+H]* >0.99 1
DEET/#HXAR [M+H]* >0.99 05
WA EL [M+H]* >0.99 25
CEEFIER AR [M+H]* >0.98 50
KEFE [M+H]* >0.99 5
i [M+H]* >0.99 0.5 REwE
mET [M+H]* >0.99 05
FRIVEA [M+H]* >0.99 1
Bz [M+H]* >0.98 0.1
MH+H]* 0.99 5 .
A [+ z & 4. MassHunter LC Screener TE A& &Y TH a5 R
EHER [M+H]* >0.99 05
Y BRI [M+H]* >0.99 05
LR [M+H]* >0.99 25 _ . _ o .
5 RERIIME RN CEIRE, ETXT7TABEFIEIN T
BRARFR TN [M+H]* >0.99 50
[=—=N=1 \ =Asit
=5 M+H]* >0.98 50 IJD__‘)EEE*D ﬁ{L/{#%TﬂEE/D %o
AT [M+H]* >099 0.1 Screening Summary Report “LE Agilent
Sample name: NEG_Alllons_PstSpk_3 Good 8 “Wamis 47 Error 1267
HEER(ET) [M-H] >0.99 2.5 shh: Screening Summary Report Formula Target Ton I":sshn.lnw # of Quaiied Final Conc.
Xanthohumol C21H2205 353.1394 -0.61 PPM 3
s ez mH | 099 : e iR OLE
(-)CP-55,940 C24H4003 375.2905 -0.77 PPM 2
2-FERE (SBREEE) [M-HF >0.99 0.99 (st e mEE o Zm
s Mhiphar 0 woso MEETETT 2
EHBF [MHE >0.99 5 = S mewunm 2
BPS / Bisphenol S C12H10045 0227 0.02 PPM 4
‘Silibinin C25H22010 481.1140 1.58 PPM 3
=g MHE >0.9 5 == S = mm
et 250) (-t s - :
(Cyanox 2246) Z)jZ' (-tert-  C23H3202 339.2330 0.43 PPM 2
4- Y - Curcumin C21H2006 367.1187 045 PPM 2
ol . [M-HJ >0.99 0.99 m CoHBO3 oy TR F
(4-(1)1,3 3-TUERE T &)-KE) TS0 s oty Cotanon e U
e it mme smm
ICBN | Cannabinol Q12602 3091860 0,08 PPM H
Embelin C17H2604 2931758 0.49 PPM 2
raben C11H1403 193.0870 1.77 PPM 2
Dipheryimehoryacetc acd Gaos T omem
e D S
s mem o mm ol
ke Cinos Tt imem 3
SRR E T s e pEoam o
Phenacemide 'C9H10N202 177.0670 0.79 PPM 2
o= s 2oyt — ileioirig oot lrmn  omem 2
MassHunter E&H 4N ER LC Screener T AR ¥ E LRI o g mem
Primidone C12H14N202 217.0%83 4. PPM
\\ A — — <] T —_ = E : '5-Methylbenzotriazole CTH7N3 2.0567 0.05 PPMI
ARERE, FERNEBTINTFBSTFNREHBENRIME. ol Gaeen Zs  amm asses
e " Siodme Ty g :m
=ilevi N AN N = =5 LA Noproen ¥ Y
AL R G SIS RS2 E, BENMLS ot S . .
Estrone (E1) C18H2202 269.1547 1.03 PPM 2 .
= 7‘ f— oI =1 ~ A S 2-Phenyiphenol (Orthophenyiphenol) C12H100 69.0659 0.00 PPM 2 2151786
HESEY. WE 4 Frn, ERBFEN TR TREME ey oo mes sem i
et Pt Sests ok im“
IReEY, MRS T MR EaY. BeRnziay s S g g o
Sefssek== —x A o A * N _ .
REHDE, ABRTZUEYMREFGTRNE, 5. B TER FRRMIFH ST SRS (35

Zit

KIEREESIIR SR THRESIEZEF MassHunter EE=
HBIFINRE, ] IR #1T B b &Y E 2R AN THE DT,
ERTHEERT RN EREEHRENTCE L1E
(E4E3EZ I 5994-0750ZHCN)
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B EHNRECE A0
www.agilent.com/chem/contactus-cn
REELLL:
800-820-3278,400-820-3278 (FHHF)
BRHREA]:
LSCA-China_800@agilent.com
ELamn:

www.agilent.com/chem/erfg-cn
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