I RAE 5 il = B AR bR v
(K 2,4-—E B 2.4.6-=E R ELEBD
ME &R B BRIk
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OKF 2,4-—&E. 2,4,6-=EBMAMLEBMHITE =R
BAH S R IEVEY Jw Ui Be

1 MEER

L1 BEWE. BRERX

111 HAREE YD EALE JFI IR R fa 55
2454 (Chlorophenols, CPs) 228 FHEHA ST 1B KA AP &
o EMR AR A EENA TERRR R, BETEPIE. RS R
B FAERT SR BEEA . JHEEA R RGRIRIBR L. S BT AR B DT IR
LG T AR, BA “ =008 ML ek, wridid A= Prsk SARE X
MNEF S H, HARMEREME . RIL, SSRGS YR R it 5 A1 215 1k %
Y. EE A S PRI R S KRR SIS B TR R, S S K
A KA A E Y EERE A — 7 2 & & R b 3
AN S O R s 59— T TR KA R SR N S0 B A b 2 DR AR F A AR
SR A KA L& EEAA2-AM . 4-80. 2,6- &8y, 2,4- &,
2,4,6- =AM LA M. Hd, 2,4- &K, 2.4,6- =%ML& K EERR. 15
e MECARRARSERE AL, R ER e m 00 fe . i H, X =R R
BAK, 4390829 pg/Ls 350 pg/LAI23 pg/L, fESTHBEER ARG =4, FECHER”,
“OTEFURT. LR SERURIRA, U ESROKBIEF A . R, FREAETOH
IK DAERRE . HhZR/K IR B2 B AR v A R /K BT B br v o JL AT T PRAE A RE
AhR e B X2,4- &M 2,4,6- = F R LAY EEAT e BT A I, =R H AR AL
EPEEARE BVE KL

=

o>
(aYay



Rl ZEMLEYERRER

CASE

Zish

'

aFR

B

24-2F
oy

2,4-Dichlorophenol
(DCP)

120-83-2

163.00

CsH4CLO

SREN R N
42°C, WTHE.
LEE. LEWEEAHL
WAL A TR

2,4,6-=
Ay

2,4,6-Trichlorophenol
(TCP)

88-06-2

197.45

CsH3C150

HO Cl

WO, A
64°C, T HEE.
LW AL
W, TR

Ty

Pentachlorophenol

(PCP)

87-86-5

266.34

C6HCI50

cl
Cl
Ccl

HO
Cl

FLEE A, R
187°C, V& T HIEE.
LW CEREAHL
R, AT K

1.1.2 [E P &K 5 AH b v

H1T2,4- & B, 2.4,6- =SB A LB I H RO, AR R E R, X K

5] b ZH 2L #00 FLRE 7 AH B I B PR, BRAELYE I 7E0.005~0.2 mg/L, L2, &
[ (1) 1t 2 7K R 555 R T v (GB3838-2002) %1 2,4- &« 2,4,6- = S Al TL S By #d ik 17
FRAEME, 20 51°50.093 mg/L. 0.2 mg/LF10.009 mg/L; A% H 7K A br i (GB
5749-2006)F13h K 7K 5 B AR 1HE(GB/T 14848-2017)#B%2,4,6- = S My Al HL & My i 1 AH [A]
IR AL E , PRAE 7351 290.2 mg/LA10.009 mg/L.
F2 FEEZMEFRAELN B IS YR RE

PR H Ak WH W FRAEL(mg/L)
294':%% -
r ] A RO K AR A it
2,4,6- =& 0.2
(GB5749-2006)
TLE 0.009
FR ] b 2R K A5 T 2 AR i 2,4- 5 0.093
(GB3838-2002) 2,4,6- =& 0.2




L 0.009

B 2,4-— 5 —

RSB R iR ¢ —
2,4,6- =5 0.02
(GB/T14848-2017)

TLE 0.009

294':%% -

SN A R AR K R o v 2,4,6- =AM 0.02
TLE 0.009

2,4- 5 0.9
JNEE KRR K5 bR e 2,4,6- =& 0.005
LR 0.06

2,4- 5 —

T T A 40 AV R K R 2 e S 2,4,6- =M 0.2
TLE 0.009

1.2 EWSMER D HTTIERT R

1.2.1 FEEK X R EFRE L FR#E 5 Hr 7%
HAT, KA S EYRARAE b7 7 10 BER AT AR S Bk . S
o ] A V& ROF K AR dE R 58 7 % GB/T
5750.10-2006(12) 1 A= A 3A 55 58 HI676-2013 .+ [E 7K K #5 SL 463-2009. %
EPAS041A FlIE FrdriEfb 4141 1SO 8165-2-1999 Z5hnite, $41K T AAH € iyZ: [ A
MW 2,4- W 2,4,6- = FLE W, KFERTAER T KON A I B AL, )5
Zrifid FID kil i A= 46 ECD Al o [H A= A5 3A 5 #6 HY 744-2015. 3£ [H EPA 528.
EPA 8270D H1 EPA 1625 %5 br#E35 K F UAH (0 1% B 12 A I S0 840 &4, KA 4b
7 A EA ORI AR ORI 2 IRER A o P RS CI/T 141-2018 (IR
PR FAR R 56 7712 TSR FH T ] A A A v s, [RIB ar l 2,4- — G0
2,4,6- =5 M. HEME 6 Filnk.

W VR AR ik (R 3D

% 3 ETEEREERALZMKHED T 5E

iRz
g TES Hisb &9 BUALEE IrHT 75 e TR EHVE
Hh AR 24- "5, 24.6- =88, | 4.4-48 MK HUR K
HJ 676-2013 TR EL GC-FID/ECD B
et T 13 Mg ng/L A& TG KA Tl




JRK
WA AUAT 0.4-0.8
HE K, HTF K
A A 24-H M. 2,4.6- =5 Ak ng/L -
N HJ 744-2015 GC-MS A TG KA Tl
52 TS 14 Fhpy [ FH A5 B AT 0.4 Bk
<)
A pg/L
o LC- AR K B K
TS 12 feR 2y U 0.79 pg/L i
Cl/T MS/MS PEIK
P R 43 2
141-2018 2,4-ZE M. 2.4,6- =519 . 0.27- IRAE ALK L =K
[i] FF A HY LC-UV
TLEYEE 6 P2k 0.54 pg/L PEIK
2,4-EMy. 2,4,6-=5 8. WRIRFEL 0.49-3.09 pg/L | HiFsKk. HTFK
HEKFIER | SL 463-2009 e GC-FID P
R 13 R ERTES 0.15-0.90 pg/L R
GB/T - e U ;
2-GWy . 2,4- &Y. 2,4,6- | WIRZERUAT AETE R K B
FE GB/T | 5750.10-2006 GC-ECD
1) =5, LA AL 0.03-3.2 ug/L | 7K¥FAK
2,4-"FB . 2,4,6- =58 0.027-0.25 pug/L
2£[H EPA EPA 528 [# AH FE HY GC-MS JRIK
TLEEYES 12 Py R HAFRD
2,4-"& . 2.4,6-=5 .
2£[H EPA EPA 8270E W FEHL GC-MS 10.0 pg/L WK
TLE YA 20 Fhpyk
ZE . 2,4,6- =&MW | IR A/
% [H EPA EPA 8041A GC-FID/ECD — WK
LA 16 Fhmpyk AHAEHY
2,4-"& . 2.4,6-=5 .
2£[H EPA EPA 1625 R GC-MS 10.0-50.0 pg/L JRIK
TLEYEE 11 Fhmyk
. ) WK HUTFK
ES|N i ISO 2,4-Z& W 2,4.6-=&My. | EAHFEIUAT o
GC-ECD — Je s YR
HZ 1SO 8165-2-1999 TS 35 Fipy 1k K
7
1.2.2 53 i a5 i3t g

FHETEE . VB il BT
ARG A
T R AR bt 3 T PR 1)
VRS RIIRIIREES

RLEWE, K SR SR T T A U
IPICCREE. BAE RUKE. BALSEIESE. o, AT
WA TERESE A H o) 2, (ERIX AT
HAEFER, KT

E’ila /2

BN KRR AT 2R S SR A3,
VEERBE R RN B . BN AR NE RO UK b UE S 56 7 7 GB/T

Wy, A

ﬁlﬁ/fx ﬂ}i




5750.10-2006(12)K AT A=A S AH E 32000 5 AR 35 AR 7K S KR 1 &y, 10712
T BRI ZE AL, X BARHATAT AR A AL B, AR BN BB [ A I
HEKAT A ARECT/T 141-2018F01 3 [F EPA 52873 5 5K FH A €003 ok A= 5 166 FH 9246 1)
ISR, XA TNEES R AR AR E AT A B T B, R B IL KR B SRR 4
ImL, FEAERRIRK,  TEik S AR ) PO A I

AR C s R RS E (LC-MIS/MIS) A1 [R] Bisf S L 00335 1) s 250 40 3 A S 11 7
RGERAERE, 23 TR EISE. LC-MS/MSIE T A 5 KB i R
AN R PGERI, KRB PrTitae i, T BA NS R
i B T D BT AL B, AR VR Al ik pg/ LG R S R A HLIE R, B
IR T RE ARSI BN A FIATR A o P 3T (/K AT AR AECT/T 141-2018+, R
FILC-MS/MS I 7K A4 o 1) T By AR 24, 75 2% U i)l 58 BRI 300,79 pg/Lo
AR LI S5 N\ SR FH 8 1 A €0 3 B BB 3 CUPLC-MIS/MIS), B 1 A= 3 IR FH /K
2,4,6- = S AN T B PRI RS I o 3 25 R FFUPLC-MS/MSSEI 1 A= 5 IR I K S HK
VUK PSR DR . HER . = R

B, H AT A 0K v OB i o i R g K 2,4- 5. 2,4.6-
=S A LS IR HE ST E . AARAETE R @ I FE T, TEVRUAR 23 BBl AR 6 1
JRVE A B S B SRR S5 A 55 7 T SIREAT T A F AR R AR, DA —8iE
T K 2,4-Z 508 2,4,6- = S0 A1 T 508 5] B RSl (R b o 7 125 o

2 TAEMRIM
2.1 1E55RIE
ASFRE A A IVE B RORURE €01 R 1 v g K R 2,4- &, 2,4,6- =&y A .

SIS o | 2R B 55 et A PR 7] T-20184E 12 F £E 7K S By KAk S ks
FREERARWT TR b, ) ARE 2 il sl b 2 52 iz B R b e e v, PR T
FHOCTR LA .

20194E1 H21H, T7ARA Tl i 2 21 235 SO0 BUARREREAT SLIAE S, 4
WHEXNFEPWTR NE T O FKEH ISk T FiE2019F BIATRHER 1T

6



TRITE GE—H# s ay CERT (2019) 15, OKHPEmELESWNE =
OB G - B R ME R AR HE L —, BAIAH . [, RIEERE
W, brAEAFRESECN OKF12,4- 58 2,4,6- =SB A1 L& I s RORAHE (i
JRAEED o

AP ER ) R B SS e B IR AR SE ARG ATk 7 H, JRE
K S5 A PR A FI A R BB KA PR A R R FE R R R AR E . IR
IR SR Gy IRYIZK S5 AR BUK B Ut o SR MIAr A m] e dfrebts s 225848
AR AT S 7RI E R SRIE TAR.

2.2 TAETE

2.2.1 WIHSLI, ROLAREgm ] TAE /N

20184E12, T AR Mg /K 4545 PR 28 ) X6t 7K rp S (RS DU AR DG B A e SR gk A7 A 3
gL, 1) RA TR e K &SRS WIRINE 5 BORAH G- ek
JREE) FARR R E THRI . [FI RO T BRI AR N, JT ARSI 0 AR,
W58 T R EE R RN . 2019E 1 H21H, T ARG oWt th 2@t 1 hrdE
ML TPPeE, Tk T e OKPEMBUEDITNE S8R - 2 BT %)
PRAERESS . RN, R KEN, PRESSRESCY OKh2,4- 8B, 24,6-=
FH A LA B E S RO i T )
2.2.2 EifE A AME AR AN SCIR BERE

2019412 7, 1EFEBIFRHEREAES5 )5, PrEdm ) TAE DRI AR fIETT
TARE BRI NERA R E, FR . A RICER [ A S AR AE RIS AR SCHR B .
Lol O o N S e PN B SRS /IO okl W e sk SR W E RN P N W RN g7
iy VR RN RO R B RS . A EOR, SRR G B v R A
SR —ME R dEM . REUW T, B HEETE P AR S RGR A 5 A [
PRSI K 2,4 Gy 2,4,6-— G A L S0 AR AE T 7 925
2.2.3 JEIEHIS, 1l Ao o Gt o) Jo D00 D B2 25

2019 E3H, LAENAX AR R HOR BERBEATIR NS BT, JF R
TEORT, B T AKRHER B AR 2 TR R R 2655, WA T X2,4- &8 2,4,6-

7



=GR LY, SR e RO B SR R AR T, SEIU K H 3R B LA
frobhod . REL AERIE .
2.2.4 JFRESE % N VEIE TAE

201943 A% 6 A, briftduiil TAE/NGE KELAFIRE, LT J5i%m % 1
SAT, FESRER AT R TR R . RS BE AR AE R BB E LA, JFREAT
THAE LA BT SR s R, =M E ARSI R N 0.21~0.91
pg/L, WIE T FRA 0.84~3.64 ug/L, % TR S5 H AR bR vH: A 22 Y0 B N 2.6% ~
8.8%, MART-HIELEA 86.7%~110%, 7] LHLJR 2 E BT
2.2.5  HYUFRAMESLR = 7 E TAE

2019 4F 7~8 H, TAE/NHML T HME 5 KR KIS = AT HERAE, T
2019 4 10 Alal 7 A RIS IER S o I0AE LS BB AT AR H R, EIR
U, JiEuER ISR, B s
2.2.6 Gl bR SR HAE K = W

2019 4F 9~10 H, TAE/NHAHTIC S50 5 5 A AM R S0 = 1B, 205 58
F CPRAETESR = AR A Cgml Ui, FEEEAT AT B 5, SR — 2 R A 5
fESR = M

3 v il R U A5 AR B %

3.1 ArvEgm R U

3.1 bR ARG M2 BUASRHE S BINE) BSR4 Sl 1 »
OGS BHFE S SR B bR AT g

3.1.2 JPiRMERATTRE, R S U AR R AR I K

3.1.3 JiERA S wEERYE, & THET .

3.1.4 #%IEGB/T 1.1-2009 (PRt TAESN SB1E67>: RS9 S) MGB/T
20001.4-2015 ChrifEdm 5 RN 55435 I EbRE) BIERME .

3.2 WEREREEMNEZLANE
ARAEE T AR RHIK . MK AT 7K 2,4- 5. 2,4,6- =S 1 1L

8



oy (0 U0 52

I AT GEuE. BRSO W Rk, FaiE. BRI LK
JRiE CRAUETHIE. B HEfLEBIE. MiEAEED T KRB SEG T UL,
HENTL A AR AN ST S 77V . 2HSS T3tk 7 Ak 40 5, i LC-MS/MSH 2 [ ¥
IR (MRMD #4705, SEBUK IR E2,4- 580 2,4,6- =59 A .05 1 &
R RE HERIRI .

3.3 PRAEGIBIT IH AR B LR
APRAERI B BE 2R A 1 P

Bk h3fh B — JE— “
LC—MS/MSﬁ*ﬁ'ﬁff > %ﬁﬁ)‘fﬁﬂiﬁﬁiﬁ > ﬁ*.ﬁﬂﬁﬁﬂ
ThumEen. = | /| GESREEE0NS |5 | | BTkAteElE
EEETH. ETE. SR E (T EER MRERFEERE
ME, MRS MIiE RN
Tl B EEE SRR, Bk RN E R,
e T WHIR, KR A | =ErASE
EiE W EWIER T .
SRERNNRL: i RIERIEER, i
T, 5 AR IR, .| sAnE
*%wu..‘ff{\ ;EE%E e

B 1 ARAERIEIT R B2
4 PREREEERNE

4.1 HFEFRK B IR

FENEH T AR IR K MR KR K H2.4- &My 2,4,6- =0 A L &
W 5E 1 S 280RAR B T ey, SEIL B AR LA IR B B BT .
4.2 FEEHE

FH 0 800 3 o By A M KB R 1 2,4- 5 2,4,6-— A MA HE B . %%

RS (MRM) J7 2%, KA (R B TR AE 35 T, SMbRI st
9



4.3 SRR
4.3.1 S K

ZMGB/T 6682-2008, K —Z/KA/E ALK,
4.3.2 iR

(1) HmE. Opka,

(2) L. Bikal,

(3) PURIMER: rHrak.

(4) FKBRARBREREN: Zrhrat.
(5) 0.01% ZPR/KIE AR 73 50) -

4.3.3 briEYIIT

At H BT 1Y) E BRGS0 bs T I 35 A AccuStandard I UEFRAETE WL, IR FE
%I°4100 mg/L, HEEA R
4.3.4 SLEG AR

AN S 1o R BB A A P BT 5 P R R R 2-3 0k, DARR IR R TS SCR ML T
£
43.5 SIS

A S AR L A 299.999%.

4.4 (BB E

A g 1) /N 2H K FH 785 g Waters OA Acquity UPLC TQD MS/MS Ff) 15 250 A
RS BRI R, I ARV IR K MR KRN R K2, 4- —E By . 2,4,6- —E W)
AN LS R 58 T

4.5 FE5
4.5.1 B¢ FAL TR

KA ERERT R LA 90.22 pn(¥155 7K 58 DU 96 AR D RS UiE , 38 S 7K 1) SR A7)
TEREREI B ZE (il . AARHEgm /N R — KR (IR — 2 R 1 B AR &)
Hh AR B BRI DE S P AT A I, 45 SR L3R 4. g5 R, R A FL4240.22

10



um R 2E K SV LA IR JEI  JEATIE A H AL SR TE W] 2224, il
TEAN 2 X6 B e AR 7 A S
R4 WBRHWARLE R

_ F—R BEZR FE=R SE¥ME
Bzt &9 =

(ng/L) (ng/L) (ng/L) (ng/L)
AKEE CHERT) 24.9 22.3 22.5 23.2

2,4':%%
KEE GER) 22.7 23.0 23.7 23.1
AKEE CHERD) 21.5 18.1 18.9 19.5

2.4,6- =4
KEE GERB) 18.6 18.9 19.0 18.8
IKEE CHERD) 5.10 5.17 4.56 4.94

T
KEE GERD 4.48 4.58 478 4.61

4.5.2 BREFIER

SRy TBE G A SR A T AR KR 5 RIS, AR v ) /N LRI 90 T P P
S, IR B A FLKBRARER BN, o A= 3 R K BR R i [E1 e (o, 1 LRSS
SIS SRR, 20-60 mg/LyK FE VG N PTIR MR, 5%20-80 mg/Lit A 1) Tk B AR
BRERENTE N ET, IbR RIS AES0% L b (R, AR 35 KA it RS i
IRINPOIA MR 5k FLKBRACHRER AN (100 mL/KFEINA2 mg) VENBREG, RS
YR KRE R ARG MU KNI T /KRE i JE T BEAT B A A

K5 BREAFRAE A EREKETE (n=3)

_ EE (%)
BHirib &9 &
20 mg/L 40 mg/L 60 mg/L 80 mg/L

TLKBRAHR R 113 104 92.3 98.3

2,4- % I
YUK MR 93.6 93.1 125 110
TLKBRACHR R 101 105 93.5 99.6

2,4,6- =5
YA R 96.2 98.4 95.5 70.6
FLKTRARER R 91.5 99.9 83.5 93.7
HEE i

YA R 91.6 107 86.8 90.6

4.5.3 FEAEIRAF AT

AR N R BORAE KRR B TAR B, I T4 COKFEOLIRE, 7
KNI 58 o ARG ) /NI BEK REBEAT INAR , X 7R P9 H AR &7 Ik BEEAT
PRECAGIN, VEW 6. KL FEE, TRN =FhH br k&Y 80 E B sh 3 N

11




-5.4%~+1.3% 18], 25 RrTCRuEHERG, 52 TS E K.
6 MAREERRFNNRSE R

A et | R (R B—K | BZK E=W g | RUEE

(ng/L) (ng/L) (ng/L) (ng/L) (%)

0 13.6 14.2 16.9 14.9 —

1 13.8 15.2 15.1 14.7 -1.3

24— 2 13.6 16.4 13.3 14.4 -3.4
3 13.2 15.6 13.9 14.2 -4.7

5 16.0 14.4 12.2 14.2 -4.7

7 124 13.5 16.5 14.1 -5.4

0 17.0 16.3 14.5 159 —

1 16.6 14.7 16.4 159 0.0

24,6 =5 2 17.0 15.5 15.9 16.1 +1.3
3 16.7 13.6 16.4 15.6 -1.9

5 17.5 16.4 13.7 159 0.0

7 16.2 154 15.6 15.7 -1.3

0 4.15 3.97 3.94 4.02 —

1 3.86 3.90 4.00 3.92 -2.5

5 2 3.75 3.84 3.91 3.83 -4.7

3 4.04 4.10 3.98 4.04 +0.5

5 3.69 3.89 3.90 3.83 -4.7

7 3.94 4.01 3.65 3.87 -3.7

4.6 ARG KPR

4.6.1 WAH I S A1k R
4.6.1.1 FENFHILEEE

2 CH/T 141-2018771%, K SR/ H AR i s AHeS, 5 A BT
[y AR o AR bR G fNELRFE 7T 1 AN [ Eb A1) 2 R K T RN F B R s AR B, 2,4-
TS 2,4,6- = S A TS I 4 B BCR AR R O, AR IR . AR EAH
HIINO0.01% ) Z R, 2,4- &Y 2,4,6- =S AN &M 1 20 B8 ORI, Bl 2
B2 Lk — P RIS, AR A Y e R A 2 A Rk, AR A v 4 o) /) 2HL G 45
0.01% £ BR 7K AN FY v VR i s AH o

12




7000 (A) 0.01% Z.8%

6000 4

S000

Responss

3000 o

2000 4
1
1000 4 L 2 t—
1 S L.

Time (min)

T Ero.02% 8

Response

1
1000 l 2

' SRS I8 NS S
] 1 2 3 a 5
Time {min)

] (C) 0.05% 7.8

Response
w

1000 12
0 L]
2

T 7
o 1 3

Tirme {mir)

B2 MR ZBEEREH. (A) 0.01%; (B) 0.02%; (C) 0.05%.

e 1:2,4-—5W, 16.0 pg/L; 2:2,4,6- =%, 16.0 pg/L; 3: 1158, 4.00 pg/L.
4.6.1.2 AL

A b HE g 1) 2N 4L WF 7T 7 Waters ACQUITY UPLC HSS T3 . Waters ACQUITY
UPLC CSH Fluoro-Phenyl Al Waters ACQUITY UPLC BEH C18 =FK [&] {4 1% /> HrkE
Xt E PR G5 B, TEILEI3 . 45 3R B, K Fl Waters ACQUITY UPLC HSS T3
TER IS HTAE,  H AR &Y 53 B8 850 R A R B #RAL T Waters ACQUITY UPLC
CSH Fluoro-Phenyl flWaters ACQUITY UPLC BEH C18. [Klitt, Ak g /N 2H # i
K F Waters ACQUITY UPLC HSS T3 E A A [ RCR It i A4 7K $12,4- — &)
2,4,6- = G RN SIS WU 1) €00 % 3 BT A

13



Qoo (A)HSS T3

6. 0107

40107

Response

2,001 0% 4

1 2
B T OO
2 3 4 5
Tirme {miny

0 1
Bx107q  (BYEEH Gy
7107
Bl 07

5107 4

w

107 4

Response

1 0° 4
2:10° 4
15107 15
I W |
0 1 2 3
5x10° 4 C) CSH Titne (mir)

.
[a]

4x10°

3n10°

Response

2x10°

13%10° 3
0 IJls e

0 1 2 3 1 5
Tirme (min)

B3 NRGEEREmM. (A) HSST3; (B) BEHC18 (C) CSH.
T 1:2,4- 75, 16.0 pg/L; 2:2,4,6-=58, 16.0 pg/L; 3: F.EH, 4.00 pg/L.
4.6.1.3 BhBEGEIAE P e %
PL0.01% LB /K I AN F BV A i 8l AH,  Waters ACQUITY UPLC HSS T34k
NEEHRE, DU TR TR IRAR . SRR RUNR TR .
R 7T BAHEERE R T

i (min) MIE (mL/min) %A %B
0.00 0.400 80.0 20.0
2.00 0.400 40.0 60.0
3.00 0.400 20.0 80.0
3.50 0.400 5.0 95.0
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4.6.2 JRIEFIFIER

B LR BB RS Rl AR SR

4.00 0.400 5.0 95.0
4.50 0.400 80.0 20.0
5.00 0.400 80.0 20.0

E: AN0.01%ZEE, BNHEE

ARG, PL0.01% LR 7K U HY B U i s Al SR A B 55 5 1 J (ESD),
XF370 H AR SV BTG SRR AT AL . AR E AL E VIR T )a, R TE T
T TR REAT IR, HE T e R TR BE IR Tt @ B

Ty

PR EESH, (3R HArfe G

WG SRR Bl tE . ARG, PR IR BT IR SR LR
WA EBEAT I, ML SIS TIORCRIE B e, R&HE H s &0
ZET BN (MRMD 24 IR 8 7R .
X8 LB RILLI %M

F5 Bt EY | BB F/z) | FEFm/z) | BENEs | #EFLBE/V | REEE/V
B 160.7 34.9 32 14
1 2,4-— 5% 0.030
160.7* 124.9 32 14
L 194.7% 34.9 44 20
2 2.4.6-=45 M 0.030
194.7 158.9 44 22
264.7* 34.9 46 22
3 TLE 0.030
264.7 36.9 46 25

TE: N E R T

4.7 BEHE 2k
4.7.1 &MEJEHE

Boi RANA R HE R 2, BF R OEI ARG . 25 /R, 2,4- &, 2,4.6-
=& AN LA 73 H#E4.00~400 pg/L, 4.00~400 ng/LAT11.00~60.0 png/LiEE K,
AR RZE0>0.995, ZlhRI4F, 4587 KA.

15




1800 4

1500

1200 o

600 o

300 4

1200

900

300

2800 4

2400

2000 4

Respanse
> B @
= (=3 [}
s &8 B2

|

£
=
=

=

472 BHEMZAH R REL

MRYE LR TAE K, LROBCHIbRHE TARR RS (SR . EIZIKEIEH A3

Response
o
=4
2
1

2 A-dichlorophenol; 4.00~400 pg/L

Response
m
o
2
1

B4 LeivaE

r=0.9993 A
T T T T
0 100 200 300 400
conc (pgil)
1 2.4 Gtrichlorophenol: 4 00-400 Wil
r=0.9997
T T T T
i 100 200 300 400
Conc (pg/L)
Pentachlorophenol: 1.00-60.0 pgiL
r=0.996 a
L]
0 10 0 30 40 0 80
Conc (pgll)

FH AR E B R R B K T0.995, L& 10.

9 TR RS

R

Hirtk
=Y

253K

B (ng/L)

STD 1

STD 2 STD 3

STD 4

STD 5

STD 6

2.4- Ay

4.00

8.00 16.0

24.0

32.0

40.0

16




2,4,6- =5 4.00 8.00 16.0 24.0 32.0 40.0

A 1.00 2.00 4.00 6.00 8.00 10.0
10 AL
Hirt s 8RS HRRE
24- 5% y=2.45 x-1.46 r=0.998
2,4,6- =5 y=2.13x-0.38 r=0.997
FE y=46.5 x-5.43 r=0.998

4.7.3 WORH /5 1 B

TEARPMEHER P IS TS S 444, HARME &R 6 /5 1 s 5 1 K
S,

2.0x10° - 3
1.5x10° -
L 1.0x10° -
5,0x10° 1
I 2
1
0.04— — N L | WS b ——
T L] L T

2 3
5810 @] (min)

K5 WG/ REEETRE

e 1 2,4- 5B (400 pg/L) 5 2:2,4,6-=5M (40.0 pg/L) ; 3: LA (10.0 pg/L) -
4.8 SCI = PR HIFR

IRAEHI168 IR, LT 74N 0 5 25 A INARFE o A HR A% RABEE 1 0L,
ARSI FE2,4- AWy, 2,4,6- =AM N TS J94.00. 4.00H11.00 pg/LI 7S HK
INFRKKE, BEHI 7 PATELBUKBEREAT 4007, B4R WK 11, B H R (MDL)
TR AN (1), FFLAAREIAS HBRAE A 571l 8 R

MDL=t .1, 0.09, X S (1)
X : MDL——J7 246 HHBR 5

n——FF it (K147 00 E ORH

17



t——H B n-1, EAEEN99%I it A CRAND
n{JCPATINE RS TR 22 o

S

n=7,t a1, 099, =3.143

R JrEm HRARE TR (0=7)

MEfE (pg/L) ey | WHERE | BER | piseFR

Bzt &%
bl s e s | e | 7 | MW Gy | gy | (gD
24-HW | 405 | 3.50 | 3.65 | 407 | 3.40 | 337 | 3.62 | 3.67 0.29 0.91 3.64
246-ZH | 372 | 414 | 434 | 426 | 438 | 445 | 389 | 4.17 0.27 0.85 3.40
HEM | 093 | 098 | 095 | 1.04 | 1.03 | 1.03 | 0.86 | 0.97 0.07 0.21 0.84

4.9 HERREEE

ASZER MG . S = ANIREE A INAR ) 2 A KEEEA T RS 2 B, 25 2R L
RI12FFR14, 55K, AS[EIREEINFR AR A X b v I 22 292.6%-8.8%, it B 77 7%
FRURG 255 B R0, T A R

12 KIREREELE (n=6)

Sy NEE (pg/L) FHME | AAERE | AEXRAE
- > 3 1 5 : (ng/L) (ng/L) | ZE (%)
2,4- & 379 | 439 | 368 | 3.69 | 3.81 4.44 3.97 0.35 8.8
2,4,6-— &} 4.08 389 | 4.38 3.81 3.83 4.56 4.09 0.35 8.6
EEL) 1.04 1.01 1.03 | 090 | 091 0.92 0.97 0.06 6.2
F13 PREREESR (n=6)
Sy WEE (pg/L) FHE | ARERE | AR AE
- 5 3 Z 5 - (ng/L) (ng/L) | RZE (%)
2,4- & 16.6 15.1 15.9 16.2 15.7 16.0 15.9 0.50 3.2
2,4,6-— &} 14.8 17.4 17.0 16.5 16.2 16.5 16.4 0.89 5.4
T 404 | 396 | 407 | 407 | 426 | 422 4.10 0.11 2.8

18



R4 BREREESLE (n=6)

AL A WEE (pg/L) FHE | AERE | X AE
I 2 3 1 5 5 (pg/L) (ng/L) | RZE (%)
2,4- A 317 | 342 | 337 | 347 | 315 | 332 33.1 1.31 4.0
2,4,6-=& | 326 | 313 | 329 | 309 | 297 | 334 31.8 1.41 4.4
FA T 829 | 777 | 794 | 7.75 | 8.08 | 7.86 7.95 0.21 2.6

4.10 FEKUERE

ARSI = A RIZRAL I SERR KR CEVSIRAK . R AKRIH TR KD A B iRtk
YRR ATIE, SRBAKGE . B, 3. B S EAAKCPIRE R bR
[FISCSERS, ~PATECHI6 e, MESS R INRISHIERLT. SRR, KEERINFR R
RIE86.7%~110% 2 [8], Tt IEMTHERGE R AT, W e Fs R,
F15 EFRKAKIMFERER (n=6)

ER7N AR BE iRgE R (ng/L) SEHME | nARE
EY (pg/L) 1 2 3 4 5 6 (pg/L) | & (%)
4.00 367 | 3.81 385 | 430 | 4.01 422 3.98 99.5
2,4-— &M 16.0 17.1 14.2 17.2 15.0 16.9 16.8 16.2 101
32.0 325 | 36.1 318 | 338 | 338 | 337 32.8 103
24625 4.00 388 | 4.07 | 347 | 371 430 | 425 3.95 98.8
16.0 13.9 17.0 13.9 163 13.7 14.4 14.9 92.9
i 32.0 327 | 292 | 317 | 296 | 356 | 322 31.8 99.5
1.00 0.95 1.10 1.00 | 0.91 1.08 1.10 1.02 102
FE 4.00 412 | 415 | 415 | 419 | 397 | 3.94 4.09 102
8.00 766 | 764 | 770 | 763 | 792 | 813 7.78 97.2
K16 HRKMFERLER (n=6)
=R AR B IFRgE R (ug/L) FIE | dsE
&Y (ng/L) 1 2 3 4 5 6 (ng/L) | & (%)
4.00 3.74 | 371 410 | 450 | 465 | 4.09 4.13 103
2,4- & 16.0 16.6 17.4 16.8 15.6 153 17.0 16.4 103
32.0 282 | 33.1 280 | 324 | 312 | 301 30.5 95.3
2,4.6- =& 4.00 354 | 419 | 349 | 369 | 347 | 3.76 3.69 92.2
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iy 16.0 16.7 153 155 16.1 17.8 15.1 16.1 101
32.0 334 | 343 | 346 | 311 350 | 336 33.7 105
1.00 1.14 1.00 | 1.10 1.14 1.10 1.10 1.10 110
L 4.00 445 | 430 | 433 | 463 | 449 | 426 4.41 110
8.00 786 | 756 | 762 | 802 | 7.77 | 7.68 7.75 96.9
F17 W KIFFERLER (n=6)
ER7S ARk IbREs R (ug/L) FIE | dsE
&Y (ng/L) 1 2 3 4 5 6 (ng/L) | & (%)
4.00 383 | 377 | 395 | 424 | 372 | 423 3.96 99.0
2,4-— &M 16.0 16.1 14.7 145 15.1 153 14.1 15.0 93.5
32.0 285 | 296 | 315 | 282 | 318 | 335 30.5 95.4
24625 4.00 363 | 403 | 349 | 360 | 384 | 3.62 3.70 92.5
16.0 15.2 14.2 14.1 15.1 12.6 12.0 13.9 86.7
i 32.0 292 | 30.1 315 | 268 | 294 | 287 29.3 91.5
1.00 097 | 094 | 0.93 1.00 1.11 0.89 0.97 97.0
HAB 4.00 4.01 378 | 3.97 | 371 394 | 3.96 3.90 97.5
8.00 760 | 794 | 750 | 769 | 765 | 782 7.70 96.2
4.11 ERIHE
4.11.1 BT

e 1B B 7RI 0 L 1Y) 3 | MR H AL . Wl Bt 6 5
PRAEE B A AR & V) D) B IR 8] (AT 22 0E £2.5% 2 N, % HbsMe e s 1
L5 bR VA VR T PRGSO R PR RS AR R, AN R 18 “ Se v i R i 22
RLAE IV FEL, DU AT E D dh AR A7 AT B K A AR 54

R 18 MR BT EER SRR AT RE

BAAL: %
HYBEFEE K K > 50 20<K<50 10<K<20 K<10
ARTFHBEKRRE £20 £25 +30 £50
4112 E=DHMNT

20




Hirfe Gz et En)a, RieER Trgms, 2o (2) TR TR
7y ) o R

a (2)

R PR E ARSI R RIRE, ng/Ls

y—— WS S (EmERD;

a——RREIHE it 2 AR

b—— UM AR

S —— R
4.12 RERIES FREEH
4.12.1 AT

SIGIERE, — BB, A ARG 2,4- & m, 2.4,6- = FEYR A B 2R

Ao R R D — AN RIS A, A FERNAR T O R, 75 0 R
B JE A o

4.12.2 FZUEh 2%

Kt it 26 1R AE ¢ R BN >0.995, 75 M| 3 25 3 22 s v il 4%
4.12.3 HEERUE

£ 20 MERELEEIR DT 20 AMEER/ALD H3EAT 1 PRIk ER LK, TEE S
TSV R A A PR R T (i 22 N <20%, 15 DU I8 2 3 20t s v T 2% o
4.12.4 ~FATEERIIN 2

REFERE N AT B2 10% AT RER (CRADTF 14 TilE. JllES RN 10
R BR AN CRLEE 10 A5G B BR D) » “PATFERIAR G 22 Ni<50%, 4l & 45 R KT
10 R PR, ~PATRE AR X 22 W <20% .
4.12.5 FHAA bR

BERLRE A N AT D 10% B3R bR ke O T 14D J5E, InbR & 9 Re G & &)
21



0.5~2f%, SEFREE S INFRENECR RAET0%~130% A
5 FHiEAE

5.1 TR BAL
A v G 1) /N AL S SR AN R SR 06 = 0 A AR HEEAT O VA SR, TELER 19,
#19 SIRERIELRE LR EABEL

75 FRAL L FR WA RS i R4t
1 AR R AR S E P LC-30A Shimadzu LC-MS 8045
2 RYNTT KSR BT A Acquity UPLC Waters TQD
3 TRYN 7K 55 5 A 7K ot s 3 Acquity UPLC Waters XEVO-TQS micro
4 LN YR /AT T SR LC-30A Shimadzu LC-MS 8045
5 ZHERHEA R A A 1290 Infinity 1l Agilent 6470

5.2 FIERAEER

AR S M) 7 Y PR B FEE AN A 2 1) R B R SR A G R, bl D7 vk
IEARTS, IOUEEE B AR VAR i 2. AR DE N R KT HER L.
5.2.1 Rtk

FAR20M B HEI 2 (S HIRED, MK R K T0.995.

20 RAEMBIRE
iRl A 4 ERIREE (ng/L)
STD 1 STD 2 STD 3 STD 4 STD 5 STD 6
2,4,- Ay 4.00 8.00 16.0 24.0 32.0 40.0
2,4,6- =) 4.00 8.00 16.0 24.0 32.0 40.0
EEL) 1.00 2.00 4.00 6.00 8.00 10.0

5.2.2 Rt BRI E TR
T BRI 5E - BCHI 7O IR BE 2 K IRk AR EAT D e , X bk s 285 2R )5
W% B 7R E 25 Rt B IHARME R ZES, iR H FRMDL =S X 3.143 (n=7).
JIERIIE N R AT5ELARE 7 iR HER (MDL) #5E 4 B A& il i
bR

22



5.2.3 JiEKEEE

FAR2NBCHMR. P @ =R EEACT IR I 2 KRBT A 3 P s, TATRC

B BEATIE , AR SR8 25 B S5 AN B v i 22

21 REE AR E

_ AWK E (pg/LD
Bzt &9 —
97 35° Rk IR
2.4- 5 4.00 16.0 32.0
2.4.6-=45 My 4.00 16.0 32.0
TLE M 1.00 4.00 8.00

5.2.4 FHikHERRE

AN BRI IR IR T3 R KRR R BEAT A [FIIR EEInAR ORI g« 2
FR2D2BAT IR RS, PATECHI6 M #EATIE , R EnAR R

22 ERRKEEIARIR

B AR E (ng/LD
Bk &9 —
(97 35° Hhk R
2.4-— A 4.00 16.0 32.0
2,4,6- =4 4.00 16.0 32.0
Ty 1.00 4.00 8.00

5.3 HERIESRE

F BTV I0E 77 RUE LI F i, TEJTVEIGTERT, B ORZS INIGAIE B N 518
PR EAR T VRR I RS . JrVRI R IR A T R R AR
B KW BN S TR B R . SEIGE AT (O ERAEIR ) T MHE.
5.4 BHEEEH

(1) A H BRANI 2 T PR o A 25 /N S0 5 (R gm il /N 206 0 I 45 SR mT 4 (3R
23), =M HREYRIRE IR N0.21 ng/L~0.97 pg/L, 5E N 90.84 ng/L~3.88

pg/Lo
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R 23 ANF LR EA I R E TR RICE

. 24-—F B 2,4,6- =5 B HLEB
o o R Ii5E TR far HH R Ii5E T PR far HH R Ii5E T R
(ng/L) (ng/L) (ng/L) (ng/L) (ng/L) (ng/L)

CSATRC X AR 0.78 3.12 0.88 3.52 0.04 0.16
Bk AL 2 0.97 3.88 0.78 3.12 0.19 0.76
B EFRAL 3 0.27 1.08 0.30 1.20 0.06 0.24
Bk FLAT 4 0.72 2.88 0.85 3.40 0.06 0.24
ErATIRC X VAR 0.37 2.00 0.38 2.00 0.03 0.10
PN S 0.91 3.64 0.85 3.40 0.21 0.84

=IN| 0.97 3.88 0.88 3.52 0.21 0.84

(2) KWEE . NEEEE (Gl B EET &, . &
SANREACE A FAREE R IR, SREe g RS R 24PN . SR E A X AR it
23 579 N0.8%~8.8%- 0.5%~10.9%- 0.5%~6.4%; S5 % A] A X bs v fm 25 43 ) A
2.8%~6.8%- 4.0%~4.5%- 2.0%~3.8%; BEEVEFRI7IN: 0.12 pg/L~0.76 pg/L. 0.35
ng/L ~2.26 pg/L+ 0.37 ug/L ~3.58 pg/L; FIMER 751 4: 0.13 ug/L~1.04 pg/L. 0.61

pug/L~2.81 pg/L. 0.92 ng/L~4.64 ng/L.

K24 AEXEREHERLERILE

BVME | inkrikE | B PM | EREAMAX | SR=EHEN | E5ERr | BIMAERR
Y | (mg/L) | (ug/L) | WERE%) | RERZE(%) (ng/L) (ng/L)
4.00 4.06 4.2-8.8 5.6 0.74 0.93
—&Mm | 160 15.8 2.1-7.2 4.0 1.81 2.42
32.0 32.0 1.8-5.6 2.0 3.44 3.62
4.00 4.10 3.5-8.6 6.8 0.76 1.04
=& | 16.0 16.0 0.8-10.9 43 226 2.81
32.0 32.5 1.4-6.4 3.6 3.58 4.64
1.00 1.00 0.8-6.2 2.8 0.12 0.13
FLEE | 4.00 4.12 0.5-2.8 4.5 0.35 0.61
8.00 8.05 0.5-2.6 3.8 0.37 0.92

(3) HERARE . NFRSER S (Rl N S50 %) RAEIRTOH K, KA T
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K E HAMLE AT Py S =R EACE ISR, SEIegh B s ang 2507
TN o AEVE R K 2 AR B R 4 ) R 98.7% £ 15.8%~104% £ 20.8% «  100% +
24.2%~109%+ 8.6%+ 103% +8.0%~106% = 10.8%; Hh 3 /KT Inks [F1 U 2 45 9l A

100% =+ 12.4%~105% £ 20.8%

101% 20.8%~110% £ 8.6%+ 103% £ 9.4%~104% =+

22.8%; MR KR B 43 B N 101% £ 13.2%~102% + 20.6% «  100% +

8.0%~107% 1 13.4%.

101% £ 14.0%~102% £9.0%.

R 25 ARLREHHELERILE

~ AETER AKX Hi R K HR K
| ks
H 45 » I bk » RESRNITRELES | P ndw E R
e W | [mig 35 [ 5 255 EEVE e
=] | Ze sl Il MY EIle 285}
(ng/L) (%) (%) FEl(%)
%) (%) (%) (%) (%) (%)
400 | 88.5-112 | 98.7 [98.7+15.8| 91.3-110 | 100 | 100£12.4 | 95.5-112 | 101 | 101+13.2
& | 16.0 | 95.6-104 | 101 | 101+6.0 | 100-106 | 104 | 104%+5.2 | 93.5-106 | 100 | 100%8.0
320 | 97.8-109 | 103 | 103+7.2 | 95.3-106 | 103 | 103+9.4 | 954-106 | 101 | 101+8.2
400 | 88.2-112 | 104 |104+17.6| 92.2-115 | 105 | 105+17.4 | 92.5-118 | 102 | 102+18.8
=&% | 16.0 | 80.0-112 | 100 |100+24.2| 80.6-111 | 101 | 101£21.8 | 86.7-110 | 102 | 102£19.2
320 | 99.5-112 | 106 |106+10.8 | 81.6-112 | 104 | 104+22.8 | 91.5-111 | 101 | 101+14.0
1.00 | 85.0-115 | 104 |[104+20.8| 85.0-114 | 105 | 105+20.8 | 86.0-114 | 102 | 102+20.6
T | 4.00 | 102-114 | 109 | 109+8.6 | 104-115 | 110 | 110£8.6 | 97.5-116 | 107 | 107+13.4
8.00 | 97.2-108 | 103 | 103+8.0 | 96.9-106 | 103 | 103+6.4 | 96.2-109 | 102 | 102+9.0

AN TR CH N ESEIR ) RIS R ATR, AR IR, B3
PERLF, JriEdEimraE, BASmE A, seii gk h2,4-—Em . 2.4,6- =5

AN 1 S AR T 25K
6. SHUTHXZER, ZEH. AREREXRE, FA2EFIMERERNTD
LGk

AARAERT & B SO IR VL R SR R bR v

25




7. EXDEERAILTEL T F4kHE
A bR AEAE L T AR TR R W3 B
8. BRHMRENERFIEREEIN

EBChRHER AT Ja ,  HEHRK FAT ALK b S G I I L AR bR AE A AR 3R A5 2
RIS 3 1 PRk /K 3 AT ) A Sl A B AR b, A A R K i A
TRES TR AE A K, S Al T &

9. MM (F3ERIERS)

FHPE—: D7 IR —— ) AR PR T A T
PR R 45 —— VRN TR TR
PR = 7 VIR 5 —— IR K 55 2 B KR M 0
PRI 7 RIE R4 —— Sy M 2w S e
PRI DRIt —— 2 I R R A )

10 235 3R

1. GB3838-2002 Hh3 /K IR:E )i S brifE

2. GB5749-2006 A& FH7K A bR ifE

3. GB/T14848-2017 Hb R 7K Jifi & hr

NI R KK T b

NS KK 7K o b

5 AR AU A K o &4 bR it

HJ 676-2013 JKJiT By2RAL SPIHIIE TBORAEL U B2
HJ 744-2015 7K By KA & WilE =M il - B ik

9. CJ/T 141-2018 ALK K o bR HEAG 56 7V

10.SL 463-2009 < AH & ikl K Ry 2R A1)

11.GB/T 5750-2006 A= & Uk B 7K b vHE A7 56 77 75
26
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12.EPA 528 RFH/K Py i E [ AH A B — U 0 % o 1%

13.EPA 8270E F4E K MEAHAIIMIE ~AH (3 o1k

14.EPA 8041A My2RMIE ~AH o3k

15.EPA 1625 FH# MG HARINE [FAL MR (i 5T 1502

16.1SO 8165-2-1999 /KJii iEFENE— M RHIME SB2807: T EREE
17.5008, K A&, BUEE. fMRUE0G SR R ERITEv it ). L
5K ER, 2016, 3(33): 198-207.

18 AT, B0, Xl i . U AL W i T7 VR et R (0], AL L3RR, 2010, 6(30):
496-500.

19. BRE 7. 7K i S S4B D IR R 4 2 SORR il Al 7 v ). I3t K, 2018, 2:
48-50.

2075505 5. A ACEAHE UK T S M SR T ER T i SC, 2019,
2LRBIRS, BT, H RS, e RORURE i/ H B 2 A A i R K H 2,4
2,4,6- =AM A H A ER ). IE ARG E, 2008, 12(18): 2463-2466.
22,15 RO 1/ = DY AT T 0% 43 B A R R K R S R T[], AR
fb2, 2014, 11(33): 1-3.
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(Fkeh 2 4-—G B, 2,4, 6-=SWMFMES
EAEINE SICRMEEIERIEE)
IIER

WHA&H Kb 24- . 2.4.6- =SB A H S
(RN 5 RACRURE € JoT 1S Yk

FIERAL | AREEIRKE R AR A

RIEEY 201948 A 13T

WE AL AR B T

WIEH® 201948 H 19.H




— BAFAR A

FFRIR: T REEKERM AR .

BSTFNZSE: K 2.4- 5y, 2.4.6-= VR FLAE DM g o RICHLAH i o 1
%) .

YSUE AR AR . e FRR . RS BE. METRAL.
= TR TT A4

L. A AN Rt

LA, ikl HURMAR: dral.

2. {UEBFEE

1 BOR M A1 H B 154 (Shimadzu LC-MS 8045 MS/MS)  Ff i B 3kid
JERE.

3. WsE D o%

A VE O KRR SR IR AR RR S (BE100 mL/KEEZR M2 me) , {#H10.22 pmi?)
PTFEJEB L IE /G, BX2 mL/KFE ZAE S ARSI o /K A3t /KA {€/H0.22 pm
(PTFEJEM L UE S, B2 mL/KFE RS L AL

4. BIEKAT

a3k . Waters ACQUITY UPLC HSS T3 {Aif#F 1.8 um 2.1 X50 mm (H42) .

TENAL: 0.01%ZBRiE (AR ED , HEE.

BEFERE: 10 pL.

FEif: 35 C. P

T e ST

il Jmﬁﬁg&ﬁﬁ&&%ﬁ
#f 8 Cmin) JUE (mL/min)  JBAHA: om%z.&:#ﬁ(%) HishiEB: HEE (%)

-o\ 7

0.00 0.400 H-L.;_‘_&n.ev’ 20.0
2.00 0.400 40.0 60.0
3.00 0.400 20.0 80.0
3.50 0.400 5.0 95.0
4.00 0.400 5.0 95.0
4.50 0.400 80.0 20.0
5.00 0.400 80.0 20.0

Rt A1

-2



HE & 2 (electrospray ionization, ESI) : ESIHLSHIA: BAE HE 3.0 kV:
EA65 3.0 L/min: F8/< 10 L/min; M 10 L/ming BRI E R 250 Cs i
PR RE 400 °C; 3ELIEFE 300 C.

i

#2 BB 2 & T R IR & 4

S8 HEAY BET(m TET (ma BamEs O & CERE Q3mE

IV Y% Y%
161.0 34.9 0.200 18 22 10
1 2.4-— A
161.0* 125.0* 0.200 10 16 22
. 195.0% 34.9* 0.200 12 23 12
2 2.4.,6-—
195.0 159.0 0.200 22 18 28
— 265.0% 34.9% 0.200 18 25 10
3 1. A U E =
265.0 36.9 0.200 18 26 13
SE: AP esE R TR
=, MWedR
1. brifEdREL . MK AR
3 EEbrE TERARIIRE
H #rik HZRWRE (ug/L)
L) STD1 | STD2 | STD3 | STD4 | STDS5 | STD6 | STD7 | STD 8
2.4- W% — — 4.00-1"800. | 160 | 240 | 32.0 | 40.0
2.4.6-= 5 - — 4.00. /[ 8067 ~16.0 | 24.0 | 32.0 | 40.0
HAE 020 | 050 /| T00 fi200 |~400 | 600 | 8.00 | 10.0
4 SRR
HAxe &Y “ARMEMZE HRXRE
2.4-— A y=155x+116 r=0.9996
2.4.6- = y=172 x-46.5 r=0.9994
H & y=1.26%10%x+1.08*10° r=0.9998

(P



2. JPEROKSHBR. ME TR
#5 HEKHR. ZE TR (n=7)
WEE (ug/L _ o 5
W i THIME | bR | ‘mi?
=
L L /L
1 2 3 4 5 6 7 (we/l) (ug/L) (wg/l) (ug/L)
24-Fr | 427 | 442 | 474 | 490 | 440 | 442 | 422 | 448 0.25 0.78 3.12
246-=%(fr | 465 | 483 | 423 | 4.15 | 474 | 458 | 4.22 4.49 0.28 0.88 3.52
A 0.18 | 0.20 | 0.19 | 0.19 | 0.20 | 0.22 | 0.20 0.20 0.013 0.04 0.16
3. HIENRE#EE
6 RKERFELBLER (n=6)
WEE (ug/L) FIME | WRERE | X ARE
Bzt &)
1 5 3 i . ” (ug/L) (ug/L) | w#E (%)
2.4- 5 3.92 3.93 3.71 4.04 4.16 3.76 3.95 0.17 4.3
2.4.6-=3F 4,27 4.21 4.09 4.42 4.80 4.25 4.34 0.25 5.8
Fi 8 1.02 0.96 0.99 1.02 ‘0._9? 1.01 1.00 0.03 3.0
#7 BREREELRER (n=6)
) P (ug/l) THE | bRAEIRE | ARXhRE
Hirte &Y
i 5 5 4 5 p (ug/L) (ug/L) | RZE (%)
2.4- "% 16.3 17.5 16.0 15.6 17.5 17.1 16.7 0.81 4.9
24.6-=3 16.2 16.2 17.2 16.7 16.9 16.5 16.6 0.44 3.8
A 411 | 432 | 422 | 435 | 409 | 431 423 0.11 2.6
RS HREHEEELRER (n=6)
WEE (ug/L) FIME | tRERE | AEXARAE
Hizxtb &%
1 2 3 4 5 6 (ug/L) (ug/l) | Iz (%)




24— | 318 | 313 | 317 | 332 | 330 | 330 32.2 0.87 25
246-=5M | 337 | 343 | 358 | 348 | 348 | 343 34.6 0.71 2.1
LA 848 | 839 | 828 | 844 | 846 | 8.0 8.41 0.08 1.0
4,  HIEMERRE
R AETFERAHAKINIRELERER (n=6)
IR BE Indrgs R (ug/L) SFEE | InkRE
H¥rbay
(ug/L) 1 2 3 4 5 6 (ug/L) (%)
4.00 377 | 407 | 352 | 346 | 396 | 3.65 3.74 93.5
2.4-— 16.0 159 | 164 | 164 | 155 | 169 | 157 16.1 101
32.0 337 | 333 | 297 | 345 | 331 | 324 32.8 102
4.00 456 | 447 | 444 | 465 | 403 | 4.11 4.38 10
2.4.6-= 5 En 16.0 17.7 175 16.7 18.0 17.9 17.0 | 109
32.0 366 | 333 | 353 | 362 | 369 | 350 35.6 11
1.00 086 | 0.84 | 088 | 086 | 085 | 082 0.85 85.0
A 4.00 430 | 428 | 418 | 421 | 431 | 431 4.26 106
8.00 861 | 850 | 850 | 842 | 849 | 853 8.51 106
e RER R FARTIAHLL. 7% T 22N
#10 HFKIFFEBLER (n=6)
e L mRGR () Fig | MARE
H AR A sy
(ug/L) L | el EERSeS | s 6 | wgl) | E (%
4.00 377 | 3.97"43.75..0+3.87 | 403 | 4.00 3.90 97.5
2.4-— 5 16.0 163 | 157 | 170 | 177 | 173 | 173 16.9 106
32.0 332 | 340 | 350 | 329 | 313 | 340 33.4 106
4.00 447 | 394 | 431 | 406 | 386 | 4.01 4.11 103
2,4,6-= % 16.0 183 | 168 | 154 | 175 | 182 | 183 17.4 109
32.0 364 | 353 | 354 | 377 | 359 | 344 35.9 12
1.00 083 | 08 | 084 | 08 | 088 | 085 0.85 85.0
5 4.00 412 | 415 | 417 | 414 | 421 | 424 4.17 104
8.00 836 | 836 | 841 | 835 | 839 | 845 8.39 105

e FESP E AR AR .




R HFAKINFREREER (n=6)

2 4- By, 2.4.6-= SUEy A A S0 NI 5E -

-

o

P

BSIF {ﬂ]ﬂ“ uU\ = ?fz

,.

w‘-&

f,["hx\ﬁi’ 'f_."_ ( mﬁ )‘

r‘i""“

‘\

0

M H -

S~
C T3 IR /R 4%

R

201948 F 19 H

Ik g MIrgER (ug/L) FHEME | nAREIL
HArfb &4
(ug/L) 1 2 3 4 5 6 (ug/l) | E (%)
4.00 3.68 | 400 | 379 | 363 | 422 | 4.13 3.91 97.8
24-—FF 16.0 14.7 17.9 17.2 15.5 16.3 15.4 16.2 101
32.0 35.8 35.2 3.2 3.1 34.8 34.5 33.8 106
4.00 442 | 437 | 438 | 415 | 4.03 | 401 4.22 106
2.4.6- =58 16.0 16.5 17.2 17.8 16.8 18.0 17.6 17.3 108
32.0 352 | 357 | 362 | 357 | 353 | 356 35.6 11
1.00 08 | 084 | 089 | 085 | 089 | 08I 0.86 86.0
T 4.00 437 | 431 428 | 434 | 440 | 429 433 108
8.00 8.51 874 | 877 | 882 | 882 | 8.64 8.72 109
E: FEdh B AR .
., it
JER IR, EMMERL, kM, A SmEHE, e LK




-=SEMMAES
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—_— =
<<7}(E:l 2r 4_—'%@5}\ 21 41!
M= =635 >3ifr MY 1 RN
% E{J IE“\IJ/:E % f&:‘fﬁifa 1%. 1E 18 v /i //
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v BRI AN A
FERE: T RE UK F A A BRA v
BAFN AR KD 2.4- . 2.4.6- = E AN ALY I8 o R8O AH faiis o
%) .
USRI R e NRR. REEEE . HERREE
o BT A AT
1. AT R
LTRANMIEE ., (il PUAMmMER: Hral.
2. AR
RGBT A% H DR IR %A (Waters ACQ-TQD MS/MS) « FEf i B Ll JEAS .
3. Mg DR
AR AKRE S B TR M BRBR 50 (BE100 mL/KFER N2 mg) » {HR10.22 pm(1
PTFEJE LI, B2 mL/KFE SRS AU . 2K At KRR S H10.22 pm
(IPTFEJEMLL )5, M2 mL/KFE 2 FF SO AL .
4, 'f_fll.n %A1
{4 Waters ACQUITY UPLC HSS T3 {4 1.8 um 2.1 X50 mm (N4%) .
Wkl 0.01%Z RN (ABIED , HREEIR
HERE R 10 pL.
Hih: 35 Co
IR Ry R S U
& 1 Pz R Ve & AT
WHE (min)  $0# (mL/min)  FBIAHA: 0.01%LBEB (%) WEHB: HE (%)

0.00 0.400 80.0 20.0
2.00 0.400 40.0 60.0
3.00 0.400 20.0 80.0
3.30 0.400 5.0 95.0
4.00 0.400 5.0 95.0
4.50 0.400 80.0 20.0
5.00 U.400 80.0 20.0
5. R A

HL T %5 F1 24 (electrospray ionization, ESI) : ESI'HL g B0 B4 HUK 0.50 kV:

-2

AN



BTYRIREE 120 °C: WIAFAUEEE 450 C; AR/ i 800 L/h: I H: 20

L/h.
LT RN A (MRM) , HARZAL L& 2.
X2 B A2 A TR &M
. N i HEFLE R e AE B
e Hbstt 5% RBE1F(m/z) 8T (mlz)  SEEE /s o ,-"Vb
_ 160.9 34.9 0.200 50 18
2.4- R
' A 160.9% 124.9% 0.200 50 18
- 194.9% 34.9% 0.080 50 20
2 2.4.6- — SUH
194.9 158.9 0.080 50 22
- 264.7* 34.9% 0.030 46 22
3 el
2L 264.7 36.9 0.030 46 25
FE PR s B A
=\ NesgR
1. bruEdhZe. HICRE
3 Sy hRAE TVEW R VIR
2T (ug/L)
Hizt &9
STD1| STD2 STD3 STD4 STD 5 STD 6
2.4-— 1 4.00 8.00 16.0 24.0 32.0 40.0
2.4,6- - 4.00 8.00 16.0 24.0 32.0 40.0
[1. 5415 1.00 2.00 4.00 6.00 8.00 10.0
#4 FEybrdE £k
H#r &9 bRk 2% MXRHE
N A AT =4 &4 1L O AT =0 008
B A AT ] J Tl A (¥ E Rl
2.4.6-— A y=5.78 x -3.74 r=0.996
.5 y=122 x + 18.2 r=0.997

- et



2. HEMREHER. ME FR
25 HEEK R, WlE FR (n=7)
ﬁuiﬁ n‘!L & -[|-.‘.: i |
. kel i | s | domm |
= “_, I
i 5 4 i 5 6 , (ug/L) (ng/L) (ng/L) wg/L) i
24- GKFy | 445 | 444 | 3.64 | 425 | 400 | 422 | 450 421 0.31 0.97 3.88 ‘
|
24.6- M | 448 | 426 | 436 | 422 | 473 | 476 | 4.80 4.52 0.25 0.78 3.12 !
F. 0 095 | 1.02 | 099 | 091 | 1.01 | 1.03 | 0.88 0.97 0.06 0.19 0.76 |
| e
3. HIEWIKIEE
#6 (IR LWL R (n=6)
1 e (ug/L) A | bRdERZE | AN bRdE
Hix b5 B
] 5 3 i 2 (ug/L) (ug/L) | % (%)
2.4- 4.45 435 | 4.08 | 455 | 447 | 4.68 4.43 0.20 45
2.4,6- =& M 405 | 438 | 494 | 484 | 430 | 4.65 4.53 0.34 7.5 |
1A% 0.97 0.98 0.98 1.02 0.98 1.01 0.99 0.02 2.0
X7 PIREERERELRLER (n=6)
i
WA (ug/L) SEME | bRdEMRZE | ADEHARAE
HAstb &9
i 5 3 2 6 (ug/L) (ug/L) | % (%)
2.4- B 16.3 15.5 15.7 16.6 15.6 15.7 15.9 0.44 2.8
2.4.6- KM 16.5 16.5 16.9 16.3 17.1 16.4 16.6 0.31 1.9 -
H. 5y 440 | 4.14 | 408 | 430 | 438 | 4.75 4.34 0.24 5.5 ;
8 IR LR R (n=6)
PEAL (ug/L) SEEIME | brdERZE | AR ARAE 23
His &t )
0 ) 3 4 6 (ug/L) (ug/L) | iz (%)
I




2.4- 5y 303 | 33.6 | 338 | 31.2 | 328 | 306 32.0 1.54 4.8
2,4.6- % 306 | 333 | 322 | 303 | 310 | 337 31.8 1.44 4.5
Fi. 50y 852 | 866 | 843 | 836 | 846 | 820 8.44 0.15 18& _
4,  JIRIHER R
&K AEWHEKHAKMARLRLE R (n=6)
IRk BE IFREE R (ug/L) M | ks
Histb &4
(ug/L) 1 2 3 4 5 6 mg/Ly | F (%) |
4.00 428 | 476 | 468 | 445 | 461 4.20 4.50 2
2.4- G 16.0 15.2 14.8 15.0 15.8 15.2 16.0 15.3 9*‘6
32.0 329 | 316 | 320 | 316 | 300 | 297 31.3 97.8
4.00 438 | 457 | 404 | 427 | 455 | 4.10 4.32 108
2.4.6- 5 W 16.0 15.7 16.4 15.4 16.5 16.5 15.4 16.0 100 |
32.0 31.7 | 31.8 | 323 | 324 | 306 | 333 20 | 100
1.00 1.01 1.00 1.00 | 1.03 | 0.98 1.06 1.01 lor |
15y 4.00 426 | 433 | 435 | 455 | 456 | 439 4.41 110- “
8.00 7.75 | 8.0I 794 | 800 | 797 | 8.14 7.97 99.6
e PRSP HARAE H .
10 HRAKMFR LKL R (n=6)
IR MR (gl TE | bR
RIS
(ug/L) | 2 3 4 5 6 (mg/lL) | E (%)
4.00 4.18 | 441 450 | 456 | 438 | 431 4.39 110
2 A SR 160 153 159 160 16.6 154 16.3 16.0 I(}t.)ﬂ
32.0 305 | 323 | 304 | 336 | 338 | 299 31.8 99.4
4.00 472 | 507 | 401 504 | 463 | 4.07 4.59 -'1 |5-
2.4.6- 5 16.0 17.0 17.5 15.6 16.8 16.0 15.7 16.4 102
32.0 327 | 335 | 329 | 332 | 359 | 344 33.8 I[)f)_
1.00 1.02 1.10 1.03 1.06 1.00 1.08 1.05 ms_ _.
H Sy 4.00 455 | 433 | 462 | 462 | 460 | 465 4.56 1 |4" __\
8.00 8.16 | 842 | 853 | 807 | 803 | 833 8.26 103 |

e PRSP H AR ARG H .

N (0 ,L"\(»)/



1 HFAMARSLK LR (n=6)

IRk e IERES R (ug/L) T | ARG
Hrfb A
(ug/L) 2 3 4 5 6 (mg/l)y | E (%)
4.00 442 4,95 4.29 4.58 4,11 4.53 4.48 112 |
-y 16.0 15.1 16.6 16.5 16.8 16.7 15.7 16.2 101 |
32.0 29.0 29.6 30.8 32.5 32.3 33.4 31.3 97.8 |
4.00 4.84 4.54 4.82 448 4.75 4.92 4.72 _i_IS |
2.4.6- 1AM 16.0 17.4 17.2 17.6 16.8 18.2 18.3 17.6 110
32.0 323 34.5 32,7 33.6 33.7 31.1 33.0 ];l.?
1.00 1.03 1.03 1.05 1.06 1.06 1.02 1.04 I():l
1.5 F 4.00 4.45 4.48 443 4.54 4.47 4.53 4.48 112 |
8.00 8.32 8.23 8.09 8.22 8.20 8.15 8.20 I(lé |
P o R ARG 1.
. i

JPERH BRAI, ILPE RAF, JikdER O gE, HA

1 2.4-E . 2.4.6-—

oAt %&

fﬂ"ﬂ

r/&*‘

-
2
\l:pq {}1\‘44—

= S AN S (IS o

&& 2 V3 I
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IR AR 55 \% ( Lg

FTE, GE8g i

MR 2019467 A 23 ||

o



Ik 2, 4-—SFp . 2,4, - =ZKEFNESR
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Euﬁﬁﬁi

WH &/ K 24- 58 2.4.6- =S A TS
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AL [ RBERKERM AR
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—, BERR AR
SV TR S R IR AT

AIENZ: Ok 2,4-Z Y. 2,4,6- = SRR SR IO e e RGP R 5

) .

YoE ORI . s R WAL, YRR
— . WRTER A

| RARAE

ZIpAIH ., failtal, HURMER: sira.

2. AR E

hi

UM (2135 E R X (Waaters 'XEVO_-TQS micro MS/MS) . FEfIE. £k

JUR/ L

3, MELIR

T Fﬁi’l\ﬁnn{ﬂﬂﬂj—ﬁf 1 A B 5 (ﬁtIOO mL/KEEZR N2 mg) , {#H0.22 pmfH]
PTFEERIL USSR, IR2 mL/KHE 2 SR EHURI. HOZORALE T KRR E 1022 pm

CUPTFEMSBULVER , B2 mLACHE 2 RE S L AL
4, A

(14 : . Waters ACQUITY UPLC HSS T3 4L 1.8 pm 2.1X 50 mm (W) -

TENH: 0.01%Z BRI (AR ED » HEER.
HEFERE: 10 pLo "
Hi#: 35 C.
BN ABABE 2R TE LR 1.
2 1 WiBhHE BB BE Ve It 2k A

fiFfE] Cmin) FiE (mL/min) ViBHHA: 0.01%ZRRIEB (%) MEHB: HEE (%)
0.00 0.400 80.0 20.0
1.00 0.400 40.0 60.0
2.00 0.400 20.0 80.0
3.00 0.400 5.0 95.0
3.50 0.400 5.0 95.0
4.00 0.400 80.0 20.0
* 450 0.400 80.0 20.0

5. JRE AT

b2



Hi 0525 HL 89 (electrospray ionization, ESI) : ESI'HLEIHEC: E4HE f L 0.50 kV;
BCTYEIR T 150 Cy B RIACIREE 500 °Cy WA ATHE 800 L/ SRR 20

L/h.
LHETRMBEMAR (MRM) , BARFA LK 2.

X2 HELEMIN L BT R A

HEFLHLE R AE B

FE  BFASY BETF(niz) FETF (m/iz) R/

A% A%
B 160.8 34.9 0.082 10 16
1 2.4-— _
160.8* 124.9% 0.082 10 18
o 195.0* 34.9% 0.081 10 20
2 2.4,6- =
195.0 159.0 0.081 10 17
5 ' — 264.8* 34.9* 0.081 50 29
AW
264.8 - 36.9 0.08T 50 27
e R TR -
=, WEgR
1. FreEmZR. MR
3 SURARAE TAEW R IR EE
H 5k HZRWREE (ug/L)
&Y STD1 | STD2 | STD3 | STD4 | STD5 | STD6 | STD7 | STD 8
¢
2.4-—F 1.00 | 200 | 4.00 | 800 | 160 | 240 | 32.0 | 40.0
2,4,6-= K 1.00 | 2.00 | 4.00 | 8.00 | 160 | 240 | 320 | 400
. 0.25 0.50 1.00 | 2.00 | 4.00 | 6.00 8.00 10.0
- 4 FUEYARAE ith 25
Hirtb &4 PRt il 45 MK REL
24- - y=22.1x-2.11 r=0.9997
2,4,6-= 5 iy y=23.0 x+3.82 r=0.9996
HaEm - y=158 x+1.43 =0.9996
3

/

IR ¥



2. HYEMKSHER. g TR
%5 HrEA IR, TR TR (0=
il /L, 3l
) MR (/) it | e | mm | e T
- HEs A . wgll) wglL) B
| 12| 3| 4| s 7 & & ¥ (ug/L)
24-—4® | 096 | 1.02 | 1.12 | 1.09 | 0.88 | 1.07 | 1.10 1.03 0.087 0.27 1.08
2,4.6-=5% | 0.96 | 092 117 | 1.01 | 0.88 | 0.93 | 0.92 0.97 0.097 0.30 1.20
TS 024 | 022 | 0.21 | 0.24 '| 022 | 026 | 021 0.23 0.019 0.06 0.24
1
3. AN
%6 IRIKBERIZ LR (n=6)
) PEM (ug/L) SEHME | ARMERZE | AHXRRAE
HErfe &9
; 5 3 p 5 g (ug/L) (ug/L) | WZE (%)
2.4-— A8 406 | 425 | 402 | 388 | 478 | 429 421 0.32 7.6
2,4.6- =5 4.00 382 |.3.91 3.74 356 | 4.02 3.84 0.17 4.4
FicN 090 | .1.04 0.94 0.97 0.93 1.05 0.97 0.06 6.2
"%7 o R B R R SRR EE R (n=6)
WEM (ug/l) SE¥E | bRdERZE | AR ARAE
Hirb &Y _
1y 5 3 4 5 6 wg/L) |- (ue/L) | i (%)
2.4-— 5 16.1 16.3 16.1 15.9 15.4 15.6 15.9 0.34 2.1
2,4.6-= A 1 15.6 15.2 16.1 158 - 154 16.1 15.7 0.37 2.3
. 4,04 3.93 4.10 3.97 4.02 3.82 3.98 0.10 2.5
8 EWREERE LA R (n=6)
W EE (ug/L) SEHMYE | ARAERZE | AHXRRAE
Hirb &9
i 5 3 4 5 6 (ug/L) (ug/L) | W%z (%)
2.4- % 31.8 32.4 30.8 31.9 32.2 32.0 31.8 0.56 1.8




246-=5W | 307 | 308 | 319 | 320 | 321 | 324 31.6 0.72 2.3
h 3 7.92 7.77 7.53 7.63 7.57 7.76 7.70 0.15 1.9
4, FPVEMHERRE
. #9 ETEUHAKINAR LR LR (n=6)
v R IR R (ug/l) T | bR
Hirtb &4 ¢ :
(ug/L) ! 2 3 4 5, 6 gLy | F (%)
4.00 397 | 394 | 384 | 406 | 401 3.82 3.94 98.5
2.4- 5 16.0 164 | 17.0 | 16.1 16.7 | 163 16.3 16.5 103
32.0 329 | 325 | 324 | 323 | 328 | 334 32.7 102
4.00 436 | 432 | 371 | 426 | 418 | 4.08 4.15 104
2,4,6-=J 1% 16.0 173 | 169 | 17.8 175 | 123 17.2 17.3 108
520 | 336 | 342 | 355 | 352 | 348 | 354 | 348 109
1.00 106 | L14 | LII 1.09 | 1.08 | 1.09 1.10 110
Bk 4.00 424 | 4.44 4.45 4.11 4.29 4.36 432 108
. 8.00 848 | 796 | 853 | 835 | 837 | 828 8.33 104
PRSP B AR AR .
10 HFRAMIFEIE R (n=6)
IRk IMFREE R (ug/L) P | kR E
H x5 '
(ug/L) I 2 3 4 5 6 (ug/L) £ (%)
4.00 369 | 3.67 | 3.63 | 383 | 3.62 | 347 3.65 91.3
2,4-— F i 16.0 16.0 | 15.7 15.8 163 | 16.1 16.6 16.1 101
: 32.0 333 | 339 | 326 | 352 | 344 | 346 34.0 106
4.00 441 | 415 | 416 | 464 | 407 | 3.97 4.23 106
2.4,6- =5 F 160, 16.6 | 171 168 | 167 | 168 16.3 16.7 104
' 32.0 358 | 352 | 351 | 346 | 351 | 355 35.2 110
1.00 © | 1.13 1.03 | 1.09 | L16 | 112 1.15 111 111
1.5 4.00 4.31 420 | 418 | 436 | 433 4.16 4.26 106
8.00 8§28 | 820 | 827 | 830 | 818 | 852 | 831 104

e BES T BRI ARR .

wn



11 T AIBRERBER (n=6)

—

IR ' IFREE R (ug/L) EEME | bR E
Hbrfb & : -
(ug/L) 1 2 3 4 5 6 (ug/L) | # (%)
4.00 365 | 400 | 403 | 368 | 391 | 3.6 3.84 96.0
2.4-— 5 16.0 160 { 15.2 158 | 156 | 16.1 16.6 15.9 99.3
32.0 ¢ 338 | 333 | 333 | 329 | 319.| 327 33.0 103
4.00 370 | 413 | 369 | 357 | 396 | 343 375 93.8
2.4,6-= 55 16.0 174 | 169 | 16.6 168 | 164 | 169 16.8 105
32.0 345 | 349 | 326 | 335 | 339 | 343 | 340 106
1.00 107 | 110 | 118 | 1.09 | 112 1.10 1.11 111
hS 4.00 4.14 431 4.06 4.22 4.02 4.17 4.15 104
8.00 799 | 825 | 8.16 | 845 | 838 | 8.19 8.24 103

i FES R HARARR .

. 45
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- BIEAA A A
TR TR SRS R A PR A .
AEN 2 COKH 2,4- 500 2,4,6- =M A A I E e RO Gl i i
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1. AR E
CLERAIPEL.: Bkl HURMmER: s brab.
2. AR
S BGRR (% B3 BT 1A (Shimadzu LC-MS 8045 MS/MS) . FEMJM. 41 kil
TER .
3. e L gR
TSR K RE S S TR R B 50 (AF100 mL/KFEER N2 mg) 5 f4/10.22 um(1y
PTFEJEN L JE S, B2 mL/KFE AL S EALAS I o 22 AHHE R /KR il 45 1] 0.22 pm
(UPTFEJEMSLIE G, W2 mL/KFE R FE SR LRI .

4, iR
{5k Waters ACQUITY UPLC HSS T3 (&b 1.8 um 2.1X 50 mm (N4 .
WA : 0.01%LERH (ARG ED , WEHFR

HEFERE: 10 pL.
Meiih: 35 C.
ENFABH L SR WA 1.
R 1 B BB B Ve R AT
BffE] (min)  ## (mL/min) BIHA: 0.01%ZBREW® (%) MEAEB: FEE (%)

0.00 0.400 80.0 20.0
2.00 0.400 40.0 60.0
3.00 0.400 20.0 80.0
3.50 0.400 5.0 95.0
4.00 0.400 5.0 95.0
4.50 0.400 80.0 20.0
5.00 0.400 80.0 20.0
5. Bk i
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HIM5 %5 H1 12 (electrospray ionization, ESI) : ESTHLE I BYHE L 3.0kV:
%465 3.0 L/min; T 10 L/min;  JI#4< 10 L/min: By RIS EE 250 C: In#d
BIEUR 400 C: #E10E 300 C.

LTSI (MRM) , BARSME L& 2.

*2 B EMNE BT RN

B2 EEAAY BET(nn FET ug  HERES Q‘ffﬁ; CE®E Q3 HE

v AY
— 161.0 349 0.013 20 36 11
| 2.4-— 5k
161.0%* 125.0%* 0.013 18 17 12
A 195.0%* 34.9* 0.013 25 22 12
2 2.4,6-=
195.0 158.9 0.013 26 19 17
P 264.8* 35.0% 0.013 14 26 13
3 T 5B
264.8 36.6 0.013 15 28 15
SE: AT E B A
=, We4gR

1. FbrdEdhZe. MR &R

3 SRR TR RTIREE

Hirtk IR (ug/L)
= STD1 | STD2 | STD3 | STD4 | STD5 | STD6 | STD7 | STD 8
2.4- 4 — — 400 | 800 | 16.0 | 240 | 320 | 400
2,4,6- =5 — — 400 | 800 | 16.0 | 240 | 320 | 400
1L 025 | 050 | 1.00 | 200 | 400 | 600 | 800 | 10.0
Ra EABirEdh LR
sk &% PR 8 HRRH
2,4- 4K y=223 x-28.6 0.999
2,4,6-= 51 y=129 x-70.2 0.996
TS y=1.58*10%x+341 0.999




2. JNERIREHIER . e B R
5 HERHB. AETR (=7 o
WEE e/l N ;
. i Tl | R | AR |
RAmiERR wgl) | (ugl) | (ug/lL) B
1 2 | 3| 4| s | 6 | 7 & : (ug/L)
24-—4 | 4.14 | 434 | 4.19 | 4.07 | 3.73 | 4.15 | 447 4.16 0.23 0.72 2.88
24.6-=%E | 3.93 | 3.61 | 4.01 | 3.52 | 4.12 | 4.24 | 4.05 3.93 0.27 0.85 3.40
i i 0.22 | 020 | 025 | 0.24 | 0.24 | 0.26 | 0.24 0.24 0.02 0.06 0.24
3. LIRSS
xKo RKREREELLER (n=6)
~ EE (ug/l) ERIME | bRERE | AEXRE
B e
| 5 3 4 . ; (ug/L) (ug/L) | RE (%)
2.4- 3.84 3.58 3.84 3.61 3.99 3.87 3.79 0.16 4.2
2.4.6- =5 3.88 3.88 3.46 3.53 4.11 4.23 3.85 0.31 8.1
LA 1.07 1.03 0.98 1.00 1.06 1.08 1.04 0.04 3.8
7 PIREREFELRLER (n=6)
~ WEE (ug/l) FHME | eERE | AR
HirL &Y
| 5 3 4 s 6 (ug/L) (mg/L) | RZE (%)
2.4-— 4 13.7 14.5 13.6 16.4 15.5 14.8 14.8 1.07 72
2.4.6-= 5 14.8 13.3 16.0 17.5 13.2 15.3 15.0 1.64 10.9
FrEd) 3.79 3.79 3.92 3.86 3.83 3.78 3.83 0.05 1.3
#®8 HMIREREELRER (n=6)
B MEE (ug/L) EHE | dRERE | FXERE
Bisth &9
1 2 3 4 5 6 (ug/L) wg/L) | WE (%)
2.4- 4 29.5 29.1 32.7 32.8 32.5 30.0 31.1 1.74 5.6




246-=4® | 357 | 323 | 346 | 331 | 335 | 295 33.1 2.13 6.4
IR 788 | 785 | 7.71 | 7.99 | 7.84 | 7.82 7.85 0.09 1.1
4, JPIRMOHEREE
R AEFRAKIFFERER (n=6)
TR B ERgER (ug/l) SEEME | AR EE
Hizsb &

(ug/L) 1 2 3 4 5 6 ug/lL) | E (%)

4.00 333 | 395 | 3.68 | 467 | 468 | 3.70 4.00 100

2,4- M 16.0 14.5 16.9 15.9 16.9 17.4 18.1 16.6 104

32.0 334 | 36.1 36.6 | 324 | 354 | 354 34.9 109

4.00 452 | 424 | 429 | 466 | 448 | 4.63 4.47 112

2,4,6-= & 16.0 17.2 17.8 194 | 204 | 17.3 15.2 17.9 112

32.0 354 | 347 | 348 | 349 | 384 | 36.0 35.7 112

1.00 1.05 1.06 1.04 | 1.12 1.09 | 1.10 1.08 108

) 4.00 447 | 445 | 456 | 443 | 448 | 455 4.49 112

8.00 857 | 857 | 843 | 874 | 862 | 879 8.62 108

E: PR AR AR
£10 HRAKMFERER (n=6)
TFRIR ARG R (ug/L) SE¥ME | AndREYL
Hirb &%

(ug/L) 1 2 3 4 5 6 (ug/L) | E (%)

4.00 399 | 434 | 413 | 324 | 380 | 424 3.96 99.0

2,4- S 16.0 15.3 16.1 18.5 164 | 18.0 16.4 16.8 105

32.0 346 | 326 | 33.1 33.6 | 36.1 34.0 34.0 106

4.00 494 | 446 | 397 | 514 | 446 | 432 4.55 114

2,4,6-= 5B 16.0 17.1 18.5 | 20.1 152 | 193 16.0 17.7 111

32.0 352 | 357 | 365 | 349 | 357 | 349 355 111

1.00 1.03 1.05 1.09 1.10 | 1.03 1.10 1.07 107

15 4.00 435 | 436 | 443 | 444 | 444 | 447 4.42 110

8.00 847 | 848 | 852 | 842 | 859 | 844 | 849 106

o FES R HARIARRL




F11 HFKINARLERER (n=6)

pilifa7d; 3 IFRGER (ug/l) SEEIME | ndREE
Ep N iAEY]
(ug/L) 1 2 3 4 5 6 (ug/L) | £ (%)
4.00 4.69 | 3.91 3.66 | 3.60 | 381 3.26 3.82 95.5
2.4-— 5 16.0 16.7 169 | 152 159 | 153 16.0 16.0 100
32.0 290 | 330 | 328 | 333 | 325 | 323 32:2 101
4.00 399 | 477 | 3.65 | 3.89 | 3.57 | 3.66 3.92 98.0
2,4,6-= 5 16.0 18.5 16.9 159 | 164 16.0 19.1 17.1 107
32.0 342 | 332 | 322 | 342 | 300 | 305 324 101
1.00 095 | 098 | 098 | 099 | 098 | 096 0.97 97.0
1. 508 4.00 405 | 415 | 412 | 407 | 421 4.15 4.12 103
8.00 7.91 784 | 807 | 792 | 798 | 791 7.94 99.2
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—\ BIEIX AR

TERIE: TR EHEK G B A A IRA .

BAENZS: Kb 2,4- 50 2,4,6- = SUBMRT HL SRR OO E o RO RH £ 08 o
%) .

RUEJNEMRG R J5E FER KEEE. HERE.
= W A&

1 kA R

CERFIHEE: Ailkal; HIRILER: 2Fréd.

2. (UESEAIA

RG] L IR AL (Agilent 6470 MS/MS) « FESMHL. EF it 8 4%

3. Wl R

A= SR AKRE dh s ik i ER 4 50 (BF100 mL/KFEZSIN2 me) » 1£)H0.22 umfiy
PTFEZERLIE 85, B2 mLAKFE S AE S LU . Hb 3R /K RIHE /K F & 8 A1 0.22 pm
WIPTFEJEBL JE )5, L2 mL/KFE S FE S _E LRSI -

4. faifk %1k

ik Waters ACQUITY UPLC HSS T3 (Riff4E 1.8 um 2.1 X50 mm (N1%) .

BEFERE: 10 L.
FEiR: 35 C.
LA 2 I 1.

1 JIEHAE B Ve &
B (8] Cmin) FE (mL/min)  JiEIAHA: 0.01%ZBRVEW (%)  izhiEe: HEE (%)

0.00 0.400 80.0 20.0

1.00 0.400 50.0 50.0

3.00 0.400 20.0 80.0

3.50 0.400 5.0 95.0

5.00 0.400 5.0 95.0
Post time 2 min

5. Wit
HH 15 % 1 2 (electrospray ionization, ESI) : ESIHLZFi; T4 ik 3.0 kv;

WEME R 1.0 kV: THRJE 250 C; T-HS0H 6 L/min; Z54b 2%/ 1) 45 psi; #575
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IR 350 C; #AUULIE 11 L/min.
2B R NI T (MRM) , LR ZE L 2.

2 HIRCADNE BT R &4

FE BRFteY BEF(miz) TEF (miz) BHEHEES

EHEH AR

[mE:RE VA A%
L 160.7 34.9 0.050 120 48
1 2,4-—F @
160.7* 124.9* 0.050 120 20
194.7* 34.9% 0.050 140 36
2 2,4,6- =
194.7 158.9 0.050 140 24
5 ) 264.7* 34.9% 0.050 136 32
e 264.7 36.9 0.050 136 32
e R ERE T
=\ WEgR
1. IedERNZE. HIRREL
#3 EBnETIERARTIRE
) HERIRE (ug/L)
Bz &9
STD 1 STD2 STD3 STD4 STDS5 | STD6 | STD7 | STD8
2,4- Gy = 2.00 4.00 8.00 16.0 24.0 32.0 40.0
2,4,6-— = 2.00 4.00 8.00 16.0 24.0 320 40.0
TL 0.10 0.50 1.00 2.00 4.00 6.00 8.00 10.0
Fa WBinvE L
Bzt v T 25 FRAH |
2,4- y=2.58 x-1.07 r=0.998
2,4,6-— W y=22.4%-7.23 r=0.999
B el =4.55%10° x -14 r=0.999




2. VERKSHBR. JE FER
#&5 HERHER. WZTFR (n=7)
by | L o
o WIEE (ug/L) i | sz | R WET _
R | iy | el | Gty |
1 2 | 3| a | 5| 6| 7 g 1= He (ug/L)
2,4- " | 207 | 2.06 | 210 | 2.09 | 226 | 1.93 | 2.27 2.11 0.12 0.37 2.00
2,4,6-—#F | 213 | 213 | 197 | 2.08 | 2.14 | 231 | 230 2.15 0.12 0.38 2.00
1. 7 012 | 0.12 | 010 | 0.11 | 0.11 | 0.11 | 0.12 | 0.1 0.01 0.03 0.10
3. )J fi— HJ“FH !1
e MIRERFELRER (n=6)
WEHE (ug/L) FHME | RdERE | XA
Bintb &9
i 5 3 4 g ¢ (ng/L) (ng/L) | "E (%)
4-— G 3.90 4.51 3.67 3.80 4.20 3.85 3.99 0.31 7.8
2,4,6-= &/ 4.16 4.12 3.80 4.00 3.90 3.89 3.98 0.14 35
T S0 102 | 102 1.04 1.02 1.03 1.02
1 PRERFELRER (n
WIELE (ug/L)
Bz &Y
1 2 3 4 5 6 (ne/L) (ug/L) | RE (%)
2,4-—5A 15.5 16.0 15.2 14.8 15.5 15.2 15.4 0.40 2.6
2,4,6-— 5 15.3 15.3 15.6 15.5 15.3 15.5 15.4 0.13 0.8
. Z 4.22 4.23 4,18 II 4.21 4.25 4.22 4.22 0.02 0.5
#R8 MIKEREELRLER (n=6)
MIZEE (ug/L) SFIME | WRHERE | AT ERUE
Birtb &9
1 2 3 4 5 6 (ug/L) (ug/l) | IRE (%)
2,4-— 5 31.4 33.0 316 | 33.0 30.7 324 32.0 0.93 2.9




323 J 31.9

2,4,6-= 5y } 31.4 ' 31.7 32.6 316 31.9 ‘ 0.45 1.4
5 { 7.94 r 7.88 7.93 ( 7.99 7.98 7.98 7.95 0.04 0.5
4. JiikIdE e
R EFWFAKIMIZELBLER (n=6)
|
- AR E IARER (ug/L) FIME | kR ENE ‘
Biriba .
(ug/L) 1 2 3 4 5 6 (ug/L) E (%) |
4.00 3.43 3.46 3.12 3.79 3.83 3.59 3.54 88.4
2,4- By 16.0 15.8 16.2 15.8 15.6 16.6 14.9 15.8 98.9 |
=
32.0 30.7 343 327 33.9 325 35.0 33.2 104
4.00 3.49 3.50 3.52 3.53 3.58 3.54 3.53 88.2 ‘
2,4,6-= 5[ 16.0 12.9 13.0 125 13.0 12.9 12.4 12.8 80.0
32.0 34.2 33.7 34.2 34.2 349 34.6 343 107 [
1.00 1.15 1.15 1.17 1.16 1.14 1.13 1.15 115 \
EiE 4.00 451 | 455 | 453 | 453 | 461 | 456 4.
CAlg)
800 816 | 826 | 827 | 830 | 833 % Ci'g!
e BT = e o ".',-a'_""
VE: FR R H AR R @5‘ AT
R10 BIAKMFLERLER (n=6) WO\ -]
el / ’
om = N7 N7
) IR e MFERE (ug/) S e
Birtt &9 1
(pe/L) 1 2 3 4 5 6 (ug/L)
| 4.00 4.39 4.13 4.03 3.69 3.51 4.07 3.97 993 |
|
‘ 2,4-— 5 16.0 16.3 18.4 16.6 15.1 18.4 17.4 17.0 106
1 32.0 349 329 33.6 34.1 335 34.6 33.9 106
| 4.00 4.16 4.16 4.18 3.86 3.82 3.94 4.02 100
2,4,6-— M By 16.0 12.8 12.9 13.0 12.8 12.8 13.0 12.9 80.6
32.0 26.3 25.9 26.3 25.9 26.0 26.3 26.1 81.6
1.00 1.15 1.16 1.14 1.13 1.12 1.14 1.14 114
A 4.00 4,57 4.55 4.58 4.60 4.60 461 4.59 115 |
|
| 8.00 8.22 8.29 8.36 8.21 8.27 8.32 8.28 103 [
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F11 HFAKIMAREELER (n=6)

IFRIR FREER (ug/L) SEHEME | ndRE
BREy
(ug/L) 1 2 3 4 5 6 (ng/L) £ (%)
4,00 411 4.28 433 4.6 3.74 4.29 4.23 106
4-_H8 16.0 169 16.6 17.2 17.1 16.8 16.9 16.9 106
32.0 32.8 32.0 35.0 34.3 33.4 33.9 33.6 105
4.00 4.00 4.24 3.91 4.19 4.30 4.12 4.13 103
2,4,6-— 5 16.0 14.9 14.7 14.4 15.0 14.5 15.1 14.8 92.5
32.0 30.2 30.2 31.0 30.7 30.9 31.2 30.7 95.9
1.00 1.14 1.14 1.15 1.15 1.14 1.14 1.14 114
R 4.00 4.52 4.62 4.59 4.62 4.72 4.65 4.62 116
8.00 8.40 8.40 8.42 8.46 8.43 8.46 8.43 105
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