7 P (8] AH € BASGI 52 7K A 24 R B WL
1 HIY
ATTERYE CEIERH KRR T GRS (GB/T 5750. 8-2006) FfxB “[EFHZE
W/ S G- BRI e PR AL A AT CEISIRAK BARAE) (6B
5749-2006) A HLATEFRH 16 Fi P48 R A NI FE bR RN EL R, a7 [R5 Fof (1) 45 K%
PEREAT i PRl e A o
2 EHVaH
A7 B e AT AR K« KRB KR R /K AT 4 C TS B M AR U R B« 9 L AT 44
MR ANAE Y LR 1 o AR 5 iRl 150 753 R AR WAL A ) TAEARAERR (A WL (P
#2) .
3 JE
IKFEFE NG YHECL8 EAHZE R B . H =S b 28 S BRBe i, el ik4i; H
SARERE B S B SN A S, UGS E RIS, SHTK AU S RNE .
H A5 53 (1) 5 Vi R R B8 R 0] 55 1 SROATL % 2 w1 o il Pl N R B B ) 4 0o REEA T 5 s
PEH R 7 IR BERGR T e B 8 T 5 WA € & 5 1 R BiEm S . AR & 2
HIREE I NARGED), AR IERR 70 5E .
4 Ak
4.1 RFFER
4.1.1 B ER — N A
4.1. 2 REERAKFERS, S4TH B RKBOKL2min J5, 7K EZ500mL/min, FRAFE
HRAEIKEE,  HH U R
4.1.3 KFEBERIGRY: FEREEISEIGE T, IMAZ40~50mg TERRERAN 22 bR R & (FEINER
WpH RUDAUED » BT UKFEH4° C fRAF.
4.1.4 FESISRA 22, EAEIL0. 450 m FLAEMEREE, Fra ML OERERF14 K2
WHEAT I FHAEEL, ZEROGHRSE T % BN, ZEEIEA T4 CULT, FFEZRERUE30 RN 5E
B3 o
4.2 FESATACEE, B -—FR
4.2.1 §54k: B EFAERE > B H5mL & ke, 5mL ZFRAMEE, 10mL HFEEAIIONL /K
WAL, TEARE, ARERLF AR T

Kl—: AUTO SPE 06Cizf{THEfF

Mo. RS | mw | JEE, | R || e |
1 |5& Tk —EFE 5.0 5 B5  EFE
2 |5&fk Pl ] 5.0 5 65 iEH
3 |51k EAfs 5.0 10 125 =
4 |55k ak 50 10 125 [FHik
T == 18.0 1000 BE.7

6 |=it z0.0 5 0.2 Eik
El o= 15.0

8 | FRFAIER HHES 10.0 2 0z EEs
3 | |« | Z.B8 7 o 10.0 2 0z EH
10 |3l —— ] 20 5 15.5

e Pl ] 1 20 5 15.5

12 =i 20.0 5 0.3 UeEE
13 |3 dE SR 0.0

14 [sFTE 151.E

4.2.2 WeBff: FEIL KFEEEEL BERSFERIE T, H6mol/L BIERERMPH /N F2, fnAbmL H
f, VB2, IMA20u L RE NS0 ¢/mL HIWNARIR, SLZTRS] . KFELLZ)15mL/min BV &EiE
ok [ A AR Bk



4.2.3 T FHEATRER R

4.2.4 e

4.2.4.1 FH5mL =G B Bl AN A B0, P SmL R TR It [ AH 2 B0k

4.2.4.2 BEFEFE S SmL S B, SmL LR L8 7 Bk i To/KBRER AN f5 5 P i v & It
4.2.4.3 PEBBAE4S° C R, HESRELO. 5nL, 2R OEEERZE0. 5mL; Al b i
FRIIR AL, Oy g/mLs

VEL: 47 B B0 AL 0T DA A T3 O LK RE S Bk St b, U LA E B &, R T LA s
4.2. 4. 23518

VE2: BT HIRA A, RGBT IR0, RS IR A UL LA B % o

W3 BATREP T, T T E S o825psi, WRYEIE 120 8913psi, AR SEBRTE LAY

SIEIEYSE Jix

5.1 X%

SRR Agilent 7890A+5975C PULRAT M (i i1 AY (4B A T])

[ FHASHURE B ;. Reeko AUTO SPE 06C;

B AHAHUATE: Waters Sep—Pak C18 (6 mL, 0.5 g) (& Supelco ENVI-18 (6 mL, 0.5 g) ,
e iR IR G 2% 5

5.2 At

k. Varian VF-5 MS 60mX250u mX0.25p m ; #/< ( &) -

1. Oml/min, EE; BEFECHREE: 270°C, AmHEFE. #HiR: RGEE45 CIAFFInin, LA20°C
/min FHEA160°C, fr¥F2min, FFLA5C/min F+H|190°C, fREF2min; FLAS'C/min F+2215°C,
{#¥F6ming FELASC/min JHEI250°C, {R#F5min, FLLI2°C/min FHHI310°C, {R#EF15min;
AR E: 280C.

PGB EIL, 70 eV

JRIEFEYEE . 45 £450 amu;

HFRIRE: 280°C.

6 5f5 R

6.1 ¥Rl —EH . CRROTE. NEAREE, B9 25 8RS 7).

6.2 4li/K: RIFVEFHHAANSEIRIAK, 2iKPT Y0 E TR T Tk AR s
HPR .

6.3 #LEL: 6 mol/L, UZKL4E,

6.4 Jo/KERIREN: B 600° C fn#6h.

6.5 FRIUEAEIR

6.5. 1 ARifEl &l

FREY) B H AccuStandard A K& E AR G, BIEEEHBERZ, AL

FAkZ, Z2HER, ZEWOR, MR _HRERRENEY, WwHEYR GRS 502 : M-507A,
M-507B, M-507C, M-507D, M-507E, M-507F-R2, M-525-1-5X, M-525-2-5X, M-525-4-R-5X,
EPA525 Update phthalate Esters Mix, EPA 505/525 Updatepesticides Mix B, GSB G23011-92,
GSB G23037-92, GSB 05-1869-2005, GSBG23009-92, GSB G23018-92, GSB G23035-92, GSB
G23034-92, GSB G23010-92, GBW (E) 060133, GBW (E) 080473, 3:it103 Fhik&4, vEW
FRE I B o

6. 5.2 bRk IR

BERRAEN 28 IR 18 SRR REBC 1 50. Oy g/mL BIARTEE A VAR o Kb A )V R 75
Bl A F4° C 1.

6. 5.3 FrEfE TR



W FRUE T [A) IR T 2.8 26 PR IC #7310, 00 g/mL FROFRUAE AR FH VAV o K fd P IR G 72 3] 22
HUm T4 C fRAT.

6.5. 4 NHRXARICHIT IR

FRUEB AW : BARMIM-525. 2-1S & =ML &, 7302 MR = 4E (Acenaphthene—d10),

+ ZMAE (Chrysene—d12) Fi+5AC3E (Phenanthrene—-d10) .

FRUEFRICHD: FRAEFRICYIM-525. 2-SS AL 51, 3- —HIRE 2Rl L2, JE-d12 MI=EERBE=Fh
WEY . AhREARICIIR IR 18 LB R REBCH$50. Op g/mL FIBRAESE V. TCT %
M4 C ARAE.

Vi BRAERARM BT BT WRRE R bR, T T BRI, R AT AR B N, i
FRUERRICHIMAE ARG/ MSAR e M, TEER TN .

6.5.5 GC/MS M RERIHEA

RGN RERAEY) FIM-525. 2-TS A& 9 =AHRE (DFTPP) , SLINHIAI4, 4” -DDT =Ffb &
Yo AR s B N5, Op g/mL IHIR =K (DFTPP) , IR, 4,47 -DDT %
W, T eiimh4° C PR 1.

T BAEPIR

7.1 a2

7.1, UbnitE RN RIBCH] O BT ACH)D

$410. 00p g/mL HIFRAE TARECH, 5= 5, AR, 2nlbrid BST, S2, S3,

S4, S5, HEIES S HIMA20u L, 50 L, 100 L, 250y L, 500u LiniE T/

F100p  LIgEiE a8 5E20u L 50. 0p g/mLEI A ARM-525. 2-TSTE A, IIAS1 S5,

FImLEEFEAT NN IE B B8 B8 2 R 2 1L, TR AT, 185 FHE R A WU FE 4371128 0. 20, 0. 50,
1.0, 2.5, 5,y g/mLIAriE RS, WARIKEE N1, Op g/mL;

7.2 JREE]

7.2.1 GC/MS RGEMEREMIK

FFRATHTIBITIFUENS, R EE N5, Op g/ml I+ =2K3EBE (DFTPP) K #AGC/MS &R
GRTIEFWEREIEARE R . PEREMNAZ RIS ZHON: EL 70eV, i JEHI35~500amu, #ff
T S EEUR R RIS BIPIR3 1IEK,

7.2.2 CREAWIE]: FEARTTVEPHLE RSRAE T, 117 Mk &0 Ok B I 1B LB 1.

7.2.3 KRR AL

SEFRFEART IS AR 42 AR bRl 4, BAANRSGN T H, s, M, BEee
HE M

7.2.4 BEAHAERRSR T AL

TERE ST Z 11, SCHT I FE AR ZE B S A AU 2 RIS, PRAE AT L SIS 2 2 375 5

ST RS ) ) TR V5 G BB G A0 2K R, REEA AN e Vs gl SR R AR AU 2
TSR BHMSRS, (BB R IR & . 488 —HIRER R AR T &
e R SR, AEKFEA AR, a0 SRy Jei i A i st o 00 AR Afe 1k RO B2, TR 4 SR
T AL A AT AL BE

7.2.5 SIS ARG R

M4 BT ANREEN2~5p g/L IARAERE S, ARIEACES I R BURE, WP N R AE R IR th 4 1)
HE VG . AR A VDR N AR AL S IR BE S AET0~130% P, RSD<30% , HIRAFFEIX
ANFRUE, PEHR R SRYR, FCHIET AR ERE S, BRI . BRI R A

7.2.6 F—HERMIFERTEL2 /NET PRI — IR 25 FSESS, DU RA RS S5 4kl 48
o AR A U BRI, AT AR 2 5L

7.2.7 [Fl—HEREIRE AT LLEEAT — M FRAERE S 0 B o WUERAFE B I 20 Ay, RiRE20 ANFE



B — PR ERE d Mo URAMERR A A BIZOR, NAIRE AR, R4 R0 1ok,

B E .
7.2.8 [F—HEKHIRE S S — N IR E, DA E TS G BeRFE I 7 AL 10, 382 HIpE
ahAE IR T A

7.3 bfEEIE
FE R N AP (v B L 1
B R TR ARt TE ] (5u g/mL )

=E PRl 4
4000000

3500000
3000000
2500000 23 437
39.713

2000000

1500000 30, (360

35.935 546

45 14p8 92.33%
31580
7 3T=4T8n0 Ay 49 oo 52 ¥51 B, co
I 45% zﬂa% 41'ﬁr s M) 48 mkszz A
L | AL |

1000000

500000 11,865 5 goo
15 6

idl--> 10,00 3000 35.00 4000 4500 50/00° 55,100 600

7.4 R
IR it 0 DR B IS TRDMUVRFALE B8 134T 52 1E, LA RRIR RS RS2 R 5~ (RRF) 528 hRiEs
WREEKFRRE B A FREMR 2 (RSD) /NT-20 I, fEHSFIYRRFn 47 @ EiHE . Bk

—F:

RRF = (A%Ci)/ (Ai%C) (1)
Cn = (An*Ms) / (As*RRF*S) 2)
H{r:

RRE : AH X ] ¥ [R5

A: FRUERF AL 5) e B B UG T AR

Ci: i RFFIMANRIKE, Y g/mL;

Al: ARdERFIF PR E B S T UETAR

C: AREBEMA K, Y g/mL;

Cn: SERRFEMBEMA T IREE, u g/Ls

An: H2H 5y € BB T TR

Ms: MMAPFRE, 2000ng;

As: PARE B3 TR

S:  JKHFERAFFEE1000mL

8. M

SEAREERR = T lR, R CHEREE—/ D AR E . BT AWK A TR E, R

AT M. BRA, TEARTTEATE IR MRS T, e, SRERBEANRE T Bk

B

9. SIG L5 R

APRAERE e TR RIS HERL IR 775 A AL FEFR (GB/T5750. 8-2006) 3B
B AR HL/ S - 5 vk I 2 E R A AL A

wEY 5 B Bt
& 7 M7 | R1 R2 R3 RSD
G fees 7 o
B
1] —&E-D10 |2 |62 / [ / | / |




38 3E-D10 188 | 24.584 / / / /
91 JH-D12 240 | 45.765 / / / /
B4

2 St /K i 82 | 10.505 | 76.5 75.8 76.3 0.39
3 (e 109 | 11.853 | 74.7 73.4 74. 8 0.79
4 INEARIA L 237 | 13.498 | 56.1 54. 1 55.5 1.00
5 T L 128 | 13.641 | 111.2 110.5 111.6 0. 56
6 2, 4, 6-=5W 196 | 13.865 | 121.4 119.9 120. 6 0.75
7 K 127 | 14.682 | 86.2 84. 1 86. 4 1. 27
8 TEH 146 | 14.839 | 101.6 99.0 99.8 1.33
9 KEHH 128 | 15.182 | 110.6 108.7 110.8 1. 14
10 ARoK R e 163 | 15.329 | 92.5 91.8 92.0 0.33
11 FLEG 128 | 15.449 | 110.1 108.3 110. 1 1.05
12 2, 6- AHFEHR 128 | 15.595 | 54.3 31.2 48.5 12. 00
13 J& 152 | 15.927 | 104.9 101.8 102.9 1. 59
14 2- S 188 | 16.611 | 90.9 90. 1 86. 1 2. 60
15 TR 156 | 16.81 | 119.6 129.0 120.3 5.19
16 2, 4-FHEHIZE 165 | 17.149 | 53.9 52.3 54.3 1. 09
17 REH 126 | 17.409 | 114.7 113.9 116.3 1. 20
18 AR HIR — 4l 149 | 18.148 | 121.5 124.9 125.2 2.03
19 % 166 | 18.829 | 108.3 105.5 107. 2 1. 40
20 K LTk 158 | 19.412 | 123.7 120. 2 125.9 2.84
21 R 83 | 19.597 | 114.2 113.2 116.0 1. 40
22 ARG R 127 | 19.995 | 128.8 98. 1 153.6 27.77
23 alpha—666 181 | 21.844 | 115.2 114.6 116.0 0. 69
24 2, 3-TEBERE 222 | 21.87 93.0 92. 1 90. 2 1. 42
25 INER 184 | 22.121 | 79.2 77.5 75. 6 1. 80
26 SRR 87 [22.371 | 39.3 39. 1 39.6 0. 26
27 75l 196 |22.174 | 76.3 76.0 77.0 0. 50
28 DS 225 | 22.45 | 114.8 114.8 117.5 1.56
29 PEIE 1 201 | 22.661 | 72.3 73.4 73.1 0. 56
30 F5 K 200 | 22.872 | 113.3 114.4 114.9 0.79
31 F K 214 | 23.03 | 114.5 115.3 116.6 1.08
32 beta—666 181 | 23.254 | 114.2 114.5 115.9 0.91
33 H A 266 | 23.399 | 130.1 132.1 139.5 4. 99
34 T B 231 |23.662 | 110.7 106. 5 110.9 2.52
35 lindane 181 | 23.768 | 114.7 114.9 116. 2 0. 81
36 TR 137 | 23.82 93.1 93.8 94. 7 0. 80
37 ERF 173 | 23.86 | 119.2 117.8 121.3 1.78
39 HEE 266 | 24.656 | 107.8 109. 2 111.4 1. 80
40 E[S 178 | 24.727 | 104.7 103.9 105.5 0.79
41 V=21 88 | 25.044 | 101.4 101. 2 100. 1 0. 69
42 B 178 | 25.044 | 100.2 100. 1 99.0 0. 65




43 P e o 4 il 109 | 24.733 | 102.6 86. 6 104.8 9.92
44 R E 161 | 25.296 | 116.6 124.6 119. 4 4. 06
45 delta-666 181 | 25.296 | 110.1 111.5 111.1 0.72
46 2,4, 5- = FIBR 256 | 26.025 | 81.0 79.6 78.8 1.10
47 IR . ] 198 | 26.806 | 56.7 59. 2 57.9 1.22
48 FH 5 X6 A 1 109 | 27.169 | 110.8 106.5 114.0 3.76
49 H i 160 | 27.144 | 111.1 111.1 111.4 0.17
50 VG 5L 213 | 27.39 81.6 82.0 81.0 0. 54
51 L& 272 | 27.864 | 81.8 75.1 78.8 3.37
52 75 K 227 | 27.578 | 114.8 113.1 116.0 1. 41
53 N7 241 | 27.702 | 111.5 111.4 111.6 0.12
54 FET 226 | 28.574 | 113.2 113.2 114.3 0.63
55 BR e 205 | 28.897 | 143.2 145. 2 143.9 1. 05
56 AT HER IETHE | 149 | 28.892 | 109.1 100. 1 109.9 5.47
57 LRI 173 | 29.116 | 115.9 115. 4 117.9 1.33
58 2,2, 4,4 -DUEHZE | 292 | 29.504 | 73.3 71.3 73.7 1.31
59 SR CN 162 | 29.635 | 113.0 113.1 114.2 0.65
60 e 197 | 29.723 | 104.5 105.5 107.0 1. 24
61 IR 263 |30.329 | 76.5 72.0 74. 4 2.21
62 ot i 291 | 30.333 | 103.7 99. 6 106. 1 3.30
63 = Wi 208 | 30.528 | 119.9 119.7 123.5 2. 11
64 WU B i 167 | 31.55 | 113.0 115.3 113.3 1. 24
65 W% 164 | 31.573 | 106.9 106. 1 104.0 1. 47
66 HE LA 353 | 33.303 | 104.6 105. 1 105. 6 0. 50
67 2230 4;6’ UK 326 | 33.451 | 74.5 71.9 76. 6 2.35
N
68 alpha-%J} 373 | 34.975 | 87.2 86. 1 89. 4 1. 70
69 Al 329 | 35.068 | 134.0 134.3 136. 7 1.43
70 T 176 | 35.189 | 116.0 116.5 116.9 0. 48
71 t 202 | 35.913 | 99.9 105. 2 104. 4 2. 87
72 gamma— 57 373 | 35.854 | 94.4 93.9 98.5 2. 54
73 AL 409 | 36.01 80.3 79.2 83.3 2.12
74 L 303 | 35.941 | 71.4 76.3 58. 4 9.23
75 L 72 ]36.207 | 118.6 120.9 120. 7 1.25
76 N1 189 |37.132 | 87.6 97. 4 93.6 4.93
77 P, p’ -DDE 246 | 37.159 | 175.8 75. 2 80.9 3.13
78 A I 79 | 37.624 | 104.2 106. 7 107. 4 1.67
79 22" 44’ 56’ —/NEILIE | 360 | 37.556 | 64.4 52.7 67. 1 7.63
80 ZEHR 143 | 37.785 | 109.2 116. 3 110.0 3.87
81 S IR 263 | 38.917 | 137.2 133.8 97.0 22. 28
82 P, p’ -DDD 235 | 39.737 | 74.9 77.1 75.6 0. 74
83 0,p’ -DDT 235 | 39.882 | 172.5 67.5 79.2 5. 86
84 S 145 | 41.459 | 119.2 129.8 126. 7 5.43




85 AROE IR T HEEHEERS | 149 | 41.667 | 113.0 118.1 116.5 2.57
86 P, p’ -DDT 235 | 42.164 | 91.7 88. 6 99. 2 5.48
87 R 171 | 42.526 | 115.0 122.6 118.0 3. 84
88 B=m= (;ba%aﬁg) 129 | 42.635 | 95.8 96. 0 105. 2 5. 36
H
2,2°3,3 4,4, 6L
89 i 294 | 45.46 79.1 83.9 91.7 6. 37
5FN
90 AH (a) B 228 | 45.709 | 84.7 97.9 96. 6 7.25
92 FH S 30 Yk 227 | 45.785 | 136.8 124. 2 133.1 6. 48
93 Ji 228 | 45.939 | 102.0 101.8 108. 7 3.93
2,2°,3,3,4,5,6,6 -
94 430 | 45.737 | 94.8 86. 0 93. 1 4. 67
AE NS
95 FE-RM-2ED 149 | 46.545 | 119.6 115.0 119.1 0. 44
5 e

96 SRS I i 139 | 48.3 145.0 133.9 135.2 6.09
97 Jii S5 T 183 | 49.286 | 114.3 104. 9 119. 4 7.34
98 RS H 183 | 49.286 | 152.0 142.7 157.6 7.53
99 K9t (b) % & 252 | 50.89 91.5 97.0 59. 7 20. 13
100 2RIt (k) 7% 1 252 | 50.89 95.8 101.3 64. 1 20. 07
101 AR 328 | 52.127 | 139.5 149.8 145.0 5.15
102 TRE S 181 | 52.228 | 89.4 97.2 91. 1 2.45
103 It (a) 252 | 52.318 | 82.2 90. 1 83.5 4.21
104 B3t (123-cd) ¥ 276 | 57.975 | 91.9 99. 2 98.0 3.94
105 Z 2 (a, h) HHE 278 | 58.099 | 96.7 137.0 136. 4 23.12
106 9 (g, h, i) 4k 276 | 59.569 | 98.1 107.9 103.7 4. 96

Jo R 1 BE AR AR T AR 1 T B AR AR

51 198 = HH130% ~60% 199 198 FiEH15% ~9%

68 /NT69 FTEHI2% 275 198 JREHMI10%~30%

70 /NT69 i EE2% 365 KTF198 FEEM1%

127 JR B HUHI140 % ~60% 441 HEL, HANT443 FRERNFEE

197 /NT198 JrEEI 1% 442 KT198 Jri = #1140 %

198 Helg, AXTFEEEN100% 443 442 JRERI1T%~23%

GB 5749-2006 HMUAE ) # 73 F4% A MEAT WAL S8 b S IR AEL

75 ZFR PFRAE (p g/LD
1 2, 4, 6-=%M 200
2 ELRE 10
3 AR 1
4 LGRS 1
5 e 30
6 X} Tt ke 3




B 5 0o T Tl 20
Aok —HR (2- 2 23E) g

MFF
10 AVAVAMGSS 9 5

11 NI
12 E ORI 250
13 +H& 0.4
14 FL S 9
15 IR 20
16 5 L 2

T ARIK I EREE Y O I BR AR 5 B ISR, AR AR, A0 SR 5 B P A7 AR I 41 — PR R I S 20
A ORI o

T WERERR
1 HIY
AITERIECB/T 20466-2006  “/K P UBEERRIME " , "lwie CEIERHK I AFRHE)
(GB 5749-2006) FIG WL bR A FEBEFR bR A 225K
2 &R
AT B AT O K WK, TR R K PR i R 7 R LR, TR KRR,
MIEHERFR-YR.
3 JREE
IKFER A TR K AWC18 AR B BB, PellivREkas; FmAE ki T
YRS, PO B = PG R A A AR, AT K PR I, AN R IERR
JE o
4 Ak
4.1 RAEER
FR/K 2% KA 1500mL " 2000mL /KR ORFERAE 585 G ROZ TAh W HEAT RTAC B D ERD , H1500
H BB X 38, R 2 K8 T I cE AN 22, B 98 5 iR KRE ek s it €30, 45
p mfiE, HX1200mL#H
VE: NSRRI IR KRR BT 0T, B TR AR, E-20°CHRAE, ATRAE30d
4.2 FERETAREE, WE—FrR
4.2.1 354k BN EFHRERUE > A 10ml FEEATIOML ZKiEAL, SEARA, ASEELEHEEAIK
Wt

K—: AUTO SPE 06CizfTHLFF

No. BEmS | aww | R %ﬁ|ﬁﬁmm e

1 &k FEs 5.0 10 1453 @
2 |5k A E.0 10| 1453 K
EE: 8.0 1000 12533

4 |3 Ak 10.0 10 853 [k
5 |4k 2OEREEK 100 10 653 ER
B |FHREHE FRES 10.0 2 073 IEH|
7[R FREs 20 10 32.53

5 |=it 20.0 5 337 =
9 et 30.00
o |wE 238.10

4.2.2 Webf: JEIL AKEEEIHELL BBk R, KI8T 10mL/min AV SR [ A AL H




¥

4.2.3 Wk, MRIRA10mL, 10mL 20% B B K V3 I/ e [ AH 28 BUR:

4.2.4 Wi

4.2.4.1 FH10mL FH 3 Mo [T AH 22 HUR:

4.2.4.2 PeWAE40° C R, HAESRKRZELIET, HInl BB B IREEREY, R )EH
IR, FI100u L 50%FH EE /K 2

IESIESENES

1 5

1. 1FEE (HPLC TEDIA) .

L. 27K: 4k, HHEKT 18.2MQ .

1.3 20%H K VAW:  20mL FF % 5 80mL /K IR &

1.4 50%H K IAW: 50mL FH 5 50mL KR4

L5 WEYIT: BT R LR, R & RR, BRI 7 3 - YRAEEAMIK T-95%.

1.6 ARSI FRBCERRIFRUEDIR (5. 1.5) , B 2 28 51 Omg/ LTS vEE % 259«
L7 AR : EBCERRIFRMERE A (5.1.6) , FHERBRS00u o/ LA bRkt

o1 o1 o1 o1 o1 o1 O O Ol

i

5.1.8 FrAEZRA, WREE & AR AEE R, F50% B B K E 25, BedliR s N1y /L, 2.5
U g/L,5u g/L, 10u g/L, 50u g/LIIkRitE &5,

6 1 Lokt

6.1 1X#%

TR - R BRPU AT it . Agilent 1260+6410 = PUZRAT 5 BE TR AL (2 5EIE A F])

W FHAZHURE B ; Reeko AUTO SPE 06C; [EIAHZEHUF:: Waters Sep—Pak C18 (6 mL, 0.5 g) ,
TEimIR G Ay ATNIEM 500 H s EFFLIEMEEE; 0. 45p muEME;

6.2 i

6.2.1 ol fE: Proshell 120 EC-C18 2. 7um; 3.0%50mm; P.N. 699975-302

6.2.2 PEBIBAEE:  AMH: 4k BAH: 0. 1%FHRRZIE

i [ B%
0.01 40%
4 40%
5 45%
5.01 100%
7.5 100%
7.51 40%
10 40%

6.3 oIk Ak

GAS TEMP 350°C
GAS FLOW 10L/MIN
NUBULIZER 15psi
Capillary 4000V
Positive ion mode




. Dwell time Frag CE

Compound Product ion
(ms) V v
MCs-YR 1045. 5>213 80 159 71
MCs-LR 995. 6>213 80 182 71
520>213 80 179 33

MCs-RR

520>135 80 179 28

6.4 TWEEBERFZR TICK
B = MEEEHFRTICH (50ng/L)

u \

06 &

04 | | A
| Ny v -

02 04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 S5 52 54 56 58 6 62 64 66 68 7 72 74

T INARSEIRSELG gk R
HEREILAKRE (4.1) , JIAN100u LERHERER, #2804, 2513700, Adllgs sk
i

K1 ZFREESFRAERN (50ng/L) HICE (%)

tE R1 R2 R3 Avg RSD
MEHEER R 99.6 89.2 93.4 94.1 5.2
HIEHEEER RR 84.4 91.6 9.4 90.8 6.1
WEEHEER YR 87.8 89.1 97.9 91.6 5.5
=: 2,4-D 5RER:
e 2, 4-D 5 RER & O EAT 558 demo, AL RAfRiR, T 1AR
.

FIFH Auto SPE-06C 4= [ 5 [E FHALHUC AN Sepulco ENVI-18 [ AR 20 Hr i F 7K b 3 Fif
A, B 7RISR 78 10pg/L BIINFR/KF R, 2,4-D B AE 89%~93% [A] RSD
(n=3) =2.0; 7£ 4pg/L WIIIARKF R R EAA ) U 3 AE 84%~90% 2 [H], RSD (n=3) =2.7,

LR S5#EM:

HERAETR A 1 B E A 2BV (Reeko Auto SPE-06C) iAH 4 154X (Waters 2695) # — M
B Z A 25

Sepulco ENVI-18 [E#HZEUH: (6mL, 500mg) ,HEE (fif4li TEDIA) iR (1+1). BA
FREYIR . 2,4-D WRFE 25mg/L. KEFAKSE 10mg/L.

L A5 3E : B 500mL 47K, AR EARAEY) R 200uL, HBRERIER (1+1) P12 PH<2,
1R%]. 28 EPASSS [ [EAHZEE 261, FIF Auto SPE-06C %R 1 Ff {1 [ AH AL HURE 7 [ ef
AbEE 3ANFES, FHAEEASE ImL, ARG RE AR T .
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高亮
甲萘威的方法与此相同，其中调节PH=2改成调节PH=3
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附注


Mo Bfr&d | JE | Ew) #E (AT |
1 FRg 00 5 | 35 Rl O
2 | hi¢ 100 5 | 35 @K O
3 |L# 100 | 500 500 O
4 Bk kX 100 5 | B85 K O
Hs: 100 O
B [%M FEs 20 5 | 155 O
TS 00 10 10 WE O
8 |[RGER 15.0 O
9 |&F 1050 O
B 1 Reeko Auto SPE-06 [ #H*£ UL
KBRS

1. 2,4-D MUKERAERUH 3% EA LU I 70 B S R, WL 2.

2 24-D (5mghkg) FMIKEHS (2mglkg) W itk ]

2. ff 2,4-D 10pg/kg. KHEL dpg/kg BIINARAKT T, P45 TAEFREMRRE (R D), 5%
AR HTIIEESR . A2 A Reeko Auto SPE-06 4 [ 3 [ AH A B IS T T-5h [ A1
RETCIEIRAF) RSD 45, FEH VLN JUIAERE: a 1EEEFE, &b BEb. BFER
AT A bR A0V SR P S A RS AR AR, SeaG S EL R Eh E RSN c.
ZANEIE R T AR, 2 RSD /MI—NMEmR &K,

£ 1 2,4-D 5RKERARERINECER (%)
&) R1 R2 R3 Avg  RSD
2,4-d 92.3 932 895 917 2.0
KEFRS 846 858 89.7 86.7 2.7

3. AutoSPE-06C H AR A GtEeinth, =&, Wilbi, W4 PRI, s,





