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AND ELECTRON CAPTURE GAS CHROMATOGRAPHY, 5 T 5% I8 IR 24 1)
SAREREENNR )77 GB/T 18412.4-2006 (44l RZAFRH BN 5 4 3
gy UBRHEEEEAR ) THRUE TR A AR (- 3R ES (GC-ECD) M A
- (GCMSOMIE 745 T 12 FhbhBi AR 255 B 8 1) 7572  HG/T 5244-2017
(FEABRIRZE) , e 7 AR R 2 T A e 2 B e, A H 02 U -
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6.3 NFFHENHE
6.3.1 UFFHUILEE
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CanAE) iy NETEFE A b [ e A SR & A o AR IR, &4
T NETRERE i B TSR], 2 20 85 o SRADE M SR ek R 40, HilfE
A 1 85 2L IR 0 T A P )RR P € P, R T o ) £ B B (R R, )
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FID1 A, #i#{5 5 (WML\WML-PERMETHRIN 2023-05-11 15-30-01\108F0401.D)
11—t |
100;
80;
60;
40
20 ]
1 T T T T T T T
12 13 14 15 16 17 18 min|
NE ST v Y ) i
Bl 1 GC 320 1 7 o 271 1 3%
L1 FID1A i 5 (WML\WWML-PERMETHRIN 2023-05-11 15-30-01\105F0102.D)

1 FID1A, i

[ FID1 A, §T#{E S (WML\WML-PERMETHRIN 2023-05-11 15-30-01\108F0401.D)

J—AE
100%
soé
80
70
60 4
soé
40%

304

204

Bl 2 GC k7 s 340 71 P = B
ERGBAR L (HPLC) BRI NIRENAH, R @RS RS, KR AE
AR P B — I 7R AN 5] B AT FRIVR A5 7] 22 i S TR B A 2R N8 [ S AR 1%
M AR SRR B R, BEAAS I SR REAT R, AT SEBLRHARE I Mo
ROBAR (k2 T o M b AN S0 4RI S 2 IRANRESE AN 7 T BRI AL
e, BAwE. @k moE. mR B S EE R R
3 o 3 T e RGBT E 2 X By S8 B b S e A T 1, A — AR
FERAR IS T FATINA 3 O, MRS R EIAELF. (WK 4D,
A N 045531050
.

04

T T T T T T T T T T T T T T T T T T T T T T T T T
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VWD1 A, Wavelength=230 nm (WMLIWNML 2023-06-13 08-28-10111.D)
VWD1 A, Wavelength=230 nm (WMLIWML 2023-06-13 08-28-10112.)
VWD1 A, Wavelength=230 nm (WML\WML 2023-06-13 08-28-10113.0)

150
100

T T T T T T T T T T T T T T T T T T T T T T T T T
1 2 3 4 5 mir|

K 4 HPLC 203 7 g R 34 5751 ) = 30 1
21 ASFEC IR B I R B b S T S B (%)

FE GC ¥ HPLC ¥
FE& 1# 19.72 19.06
FE il 2# 9.45 9.37
FE il 34 19.25 18.67
FE i 44 13.19 13.18
FE il S# 9.36 9.05
FE il 6# 9.26 9.25

M 1- ] 4 (3 B AT DU 31, ASORH T R e S5 B €038 o 977 I 5751 o 7S
AT IRGF 1 73 B, HBUMEAAREE s MR 1 IBIETT LLE 2], AF S
X [R]—H if FROIN A SR A 22 850y, ELAE RAT 5 T o 3 1 B O € T v A v 0
T 28T A D 5 B 20 M A B R A SR

ATTER AR G A D e S By O 7R b R R S A s, T2
&L P R
(1) BUTHIS TR d4a s (RIERESER) 1 E SbRiE STk bRrEF, 95%LL
XA YRR QR EAT 20 A, A U i 8 R T A e B B By R B )
RS R, WS HAARHERAT e G B 255 [ S hn A H A
AL AR SR b, AWEFUR A i
(2) WAHETE T ZRCHRAIE, LB PEE . LIEEA NI, =
LTI BT L3585 BB IE AP RN DL A R AL, AT 0RO

7



VAR N e B IO HE ) & SR B
6.3.2 GIERHFAIEE
6.3.2.1 BIEFERIEEE

il
&
<
*

ST AR M (iR HP-5 (30 m x 0.32 mmx0.25 pum, {3 iR VL
-60~325°C) Stk DB-FFAP (30 mx 0.32 mmx0.25 pm, {76575
40~250°C ) AR 25 F A2

H—1E J
1103
100
e
80
70
e
50
40
30%
2077 ék'é' P S S

15 ARHEE € HEREHP S U AR H
FIDT A, W75 5 (WMLWML-PERMETHRIN 2023-06-12 13-30-28\103F0201 D)
H—1E

60

55

50

45

40

35

30

25

T T T T T T T T T T T T T T T T
10 15 20 25 min|

o

K6 M i FEDB-FFAPI R S5 1k 1 1 P

2 AN Co A M S 2 T ) PR B ) 5 0 AR

i {3 B4 B [B] /min IR TE A
HP-5 16.5-17.5 401.9
DB-FFAP 26.0-30.0 312.9

M AT 6 AR A 5 W P i AL I i SR B T Kk, HP-5Hh T HAE
i 52 B 5 151 T DB-FFAP, 7] DAFECRAIEZH 73 73 25 175 0 F0 H 2 T FAAE S 4 1 1) O B
6], 3% m AR s AR R — I S 1 S S R b it B, A P HIP-5 (1 06 T AR



K T'DB-FFAP, 15 BA 5 F ARAR 14 2 B A HP-SI, S8 AR B AE B v e DT,
AR JTE IR FEHP-S1E Ayl a7 s B 7] v SR T B = i AT
6.3.2.2 MIXNSHAVIXE

22 [E AR E AN AT AR AE 1) SO E S 2 5 FHR A, AR S B0t S 6
B T MRS SR, R T DA AR R A DA B H A % TS

%k HP-5 30m>0.32mmx0.25um

B 100 °C LN 200 °C LN 270 °C (5 min)

HEFE IR E: 280°C

Rl g (FID) ¥ 300°C, A/ E30mL/min, ¥ E400mL/min, &
Wit f25mL/min;

B AR, 4i5E>99.999%, ¥iid2.0mL/min;

BERETTR: AR EEL:30

HEFEE: 1ul
6.3.3 SHMEE 7 SRS

FHG IR B RN s 3G 4, 977 IR B 7] o ) G4 T e i e i 5 s e 4
RHREY), ABBARIILLBIANE, S 7 i 50 SR T 1 7 6 A0 77 02 2579 v S5
B A AL IRE I, 43 0l PO A [ VAR 2 ) AR R ek o S e e R S 5 T
W S S A A TR D AT SRR i s B0 A, P AR O B I 1) 5 e T A



FID1 A, i {55 (WML\WML-PERMETHRIN 2023-06-05 08-57-38\105F0501.D)
pA ]

40
354
301
251

B R S e AL e e e e e e LA B e e e e B L A
15 155 16 16.5 17 17.5 18 18.5 mi

FID1 A, 55 5 (WMLWML-PERMETHRIN 2023-06-05 08-57-38\106F0601.D)

pA ]

45
40
354
30
253

77— — T
15 165 16 16.5 17 17.5 18 185 mi
FID1 A, i #f5 5 (WML\WML-PERMETHRIN 2023-06-05 08-57-38\102F0201.D)

5 185 B 165 A s B 185 mn
B 7 SR e R A 10 <OR i 1]
3 G MR AL AR B R B I 1) 5 e T AN

Tl ) £ B i 18] /min e TR R
i 2 17.047 143.9
Sk 17.270 147.1

SREIRED 17.048,17.269 143.0

M7 R S35 i S e A 1) AR € i LR 62 3 11 S8 T S ) AR PR O B[] 5 e
AR, S5 T AT A AT s A 10 O B I 18] 5 S8 i S A AR IR 0 i
DR B I 8] — 250 AEARRI A S BRIR L VT ARUEL o B3l 1 ) S B T 1) 5
HE) Ao I 2 ) o S T 15 B e A R AS TR
6.3.4 SEBHEEHIFI

11375 B BB R B e ok B LA R v T, (HAD By Xt (S
Mg, PRI SIS RARAL, AT FUAE P AR [R] ORGSR A T 5 U

i, WU SRR AL 52 R SR A R I 2 B



FID1 A, 1 #{& 5 (WML\WML-PERMETHRIN 2023-05-11 08-31-16\112F0601.D)
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70

40

20

Kl 8 AT I UM il 1

FID1 A, T #5 5 (WML\WML-PERMETHRIN 2023-05-25 14-53-49\106F0102.D)

90
80
70
60

50

40 -

30 -
T T T T T T
16 17 18 19 20 21 min|

K9 SUES R UM B i

M P8 [ 9 U4 i A SU USRI B (1 <A E i ERE, P FPL &4 (1 TR BE B TR AS
A, &% s R BE I A 7 16.5-17.5min 2 8], 17 & 49 BS A fR BT TR AR
18.4-19.2minZ 1], ¢ B A7 92 AT LAk SRS B X 977 50 2 7] o S04 s 2 )
SE IIRZ o
6.4 HERATCELHRIRIL
6.4.1 AIALIRTTERYIESE

R TE S TR G AR, BRIHR F A 4R BT iR AT 2L
s MR 75 Y A BRI 1 BE LR B O B U RIS L SR BT [R) L SR IR AR SR
6.4.2 HREEUAFIRYIESE

T A B . 4FE. NER. IECk. LR ZEESAT WL A ] iE i,
AR5 DA CA B A LA ) S B 70 AT R BOBCR X L S

AERRAREL 0.1 g CK5RAZE 0.000 1g) FrE&h IR 2#, B TR,
SrHER N 30.0 mL $2HGAT, %R, =i FE AR 30 min, $REGEA
MEERG, BBEFEM, HOMERSE S0mL, HH g IE 2,
R, RS GRS T CPATIE 3 ANFE, 5SS RN S B A B
frszm (LR 4)..
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R4 AFEREFHRBUR AR S & (%)

b7l
5
iz Y. Fok 2R 7. A
FEdm 1# 19.70 19.75 19.60 19.66 19.79
FE i 2# 9.40 9.51 9.27 9.30 9.60

ML EE SR A0 HT, LEARRI AT AL B 26 1R, ARV 7R URE rh &U46  H AR )
MIREBOLRAR, (EREREZEF AR SHEAHREBCR R 2 A,
Ut CIE, AR 72 e LU A, B IS RIS RI I 22 4 5O, 45 Sl
BB
6.4.3 fZEURTEIRYIZEE

AEFIFREN0.1 g CRERAZ20.000 1g) FEM 1AL 2%, B T RIS,
FIMA30mMLAEE, # MRS, i T2 5 A 10 min, 20 min, 30 min. 40
min. 50 min, REGRAAHAEFR)G, BREEEM, HIEEAES0mL, HH
BR kit et P B RE SR, YA ST . CPATIEIARER, BRI
I TR0 A B AR B R (s, 4 R RS

5 AFERHUS R AT SR (%)

P 10min 20min 30min 40min 50min
e 1# 19.58 19.70 19.78 19.80 19.70
FE 5 2# 9.35 9.43 9.55 9.50 9.60

M2 55 404, BREUN E) A 10min B9ANEJy 30min W, RFE R
H AR S B 2 g i o, 10 B LA B ST TR) (R38R, R BSR4k
S3G AR IS 8] 22 40min A1 50min, BAE RN B ) SR R 7 B S 30min IR 2
AR, LR L 4k S N SRR [N R 3 AR BUskcRe . (Rl ART7VE R R AR iR
XIS [A) /& 30min.
6.4.4 REVATRRVIZE

HERIARENO.1 g CR5RIA20.000 1g) AESH I#FIRESh2#, BT HEMHEIIT,
BMASmL. 10 mL. 20mL. 30 mL. 50 mLZ&E, MRS, TEHIR MilHi
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B30 min, fEBORRHEZ=R)G, HREREMR, HOEERE50mL, A
Joid e g UE B A, BRI T CPATIES AR, R AUA
BN A BRIEIICR 5w, 25 R K6,

*6 NFEFEMARMSASIE SR (%)

e 5 mL 10 mL 20mL 30 mL 50 mL
e 1# 19.53 19.68 19.80 19.85 19.78
FEfh 2# 9.31 9.49 9.53 9.50 9.44

MEZIG S5 B, GIREUARIAS5. 100 20 mLES, FEESRBUARR G0,
BURE ARSI 21 Fr) SRS B 2 BRI I, BB PR BRI K SRR KT
SET30 mLI, SR PRI 3 1) H AR SR TR R AR A 2 A AR UM 10 38 o v 4k 45
Hm, IR TRE .. ATNEIEBRBUAFIRIUAT N30 mL.

6.5 MXAE
6.5.1 FRAERRLZLLRH

R TR ERE 2 VAT, 1000 mg/L: HERIAREX 0.1 g CRR A 0.000 1 g) &%
FEAbRUEVIBT, F OB mRE, JEEAR S 100 mL A& .

SRR TAREW: 2 BIMEFFEEL 0.25 mLy 0.5mL. I mL. 2.5mL. 5mL
ARG AT 10 mL A&, HOMEmBEREZIE, /33 25 mg/L. 50
mg/L. 100 mg/L. 250 mg/L. 500 mg/L bR TA/EETR.

2R S N 25 mg/L~1000 mg/L IS5 EabRAE T/EIIZE, 4550 A 10.
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A PG B i 28
v = 0.4125x — 3.5928
R> = 0.999
450
400 -
350 “’,ﬁ””"
__ 300 =
= 250 —
= 200 >
= 150
100 “’,t*"'
50
0 _/ 1 ] 1 ] ]
0 200 400 600 800 1000 1200
W IE mg/L
Bl 10 SUS B brvE 2
6.5.2 I=2E

HERIFREY 0.1 g CREAAA2 0.000 1 g) FEdh, BT 100 mL BEHEIEM A, A
30 mL 2.8, TEAmAARPIRI (30£2) min. RIGEAHEREG, &
BHREM, HOBERE S0mL, FHE LIS IER T IERAE GRS, A
ST .
6.5.3 ST E
6.5.3.1 S

H TR 45 R T s F AR, DRI AN vT e A €l 2 1T Vs F S 4
52 102 BN ARAIE €8 8 45 0 2 Pl 20 3 5 FL A 20 2 BE S 45 B4 20 43 5, LA
A S HGIE R A AT

a) filiHE: HP-5, 30 mx0.32 mmx0.25 um, A%

20°C/min 5°C/min

b) AiE: 100°C —>200°C — > 270 °C (5 min)

c) BEEUREE: 280 °C;

d) FIEEEE: 300 °C, &S0 E 30 mL/min, 7SI & 400 mL/min, J&
WA & 25 mL/min;

e) WA BA, 4iE>99.999% (AR ;

) FAUIE: 2.0 mL/min;

g rikh: 1:30;

14



h HFEE: 1.0 uL;
6.5.3.2 EM D

53 BRI IR R ARV AT 23 A o dld BB I S b e ARV
VBLER) R B N TR EAT S8 P20 Ar, U A S BT ASE iy o A A7 AR AH L IR )
6.5.3.3 SHBIEEESTH

ARAERE Rl P i 2 i, e B S AB AR T R A i TAEOEEAT 200 o DA H A
W E A TR AR OB S SURIE AR AD AR, DLEARLEY)
(IR BE AR AL ARV E AR HE LA 2k, 4% BRAMR AT 8 S THE . A AR AR
VAV FE R DD D I AR 340 8 A A R T L P, S SR R e b e 2RV R,
JH 2 TS R B3 R FE J5 AT o
6.5.4 =ERIALW

BRAINAE AN, $46.5.2~6.5 315605 T4 .
6.5.5 D ESH
6.5.5.1 LMK R AN ERIR

FEARAG I T8 S5 A N HEATINE , PSS IR AR AEAL S ) (i T AR OIS 44
PR THTAR 2 ) S A S (4 00 VR BE AT AR A R o 5, 49 B2 01 )3 5 R ATAH O
R2E (R (WERTHE 1D, 7palLMEREL (SN 3 FIERELL (S/N) 9 10
I (1 R A P A 2 9 R PR (LOD) AT EARFR (LOQ). A4S BEARFEIZR
PEFH R RECN 0.999, FEHIFR 3.0 mg/L, WIEKBRS 10.0 mg/L.

AR T (RS DRGSO B PR 000 5 A B A o P EOUR: S R s o A3
o AR SAET, 0 IR F 7] b S4B 2 1 I 2 MR PRA 0.50%

x T SAERETER TR

WRPEARDE | WG
AE(R?) (%)

aEw | LA EEl(mg/L) AR EI NS PIp s

s 24.5~986.0 y=0.4125¢c - 3.5928 0.999 0.50

15



AU B bR il £
y = 0.4125x — 3.5928
R? = 0.999
450
400 -
350 _“_,;""~
. 300 —
= 250 —
= 200 A
= 150
50
0 / 1 1 1 1 ]
0 200 400 600 800 1000 1200
I mg/L
B 11 SAG e i h 2k
6.5.6 LERERR

ART7 DN 58 45 R DL e A TN 25 R R
PR PR IR SR X0, BUE% R, % (D 5

X = O X 00 (1)
mxk
A
WOy WK B BUE, B NZ W&
(mg/L) ;
F 3 (172 RIS A VRO BE U, B = e e T
m@m

I E R CIEARRIAUE, A8 ZTE (mL)
f——FREA T

m—HE A K TR AU, AT (@)

k—— A, 1100,

6.6 FFEBINEMGEE
K A EARAC RS2 J7 7k, BN A 21 &% B S & 10 b7 OB FRURE b, 0 )

16



TN =K S BEFRFEE (4R 98.7%), “FATMINR 6 ¥k, iHE [FIILZ % RSD
fE, WFE 8. AITIEMFEIELE 91.7%~104.4%2 18], RSD {HLE 0.78%~4.69% 2.

], BATEAF IR
R AU CIEZE AR SR ARE H L (n=6)

s WEEY% | FFEMAEY% | FEREY RSD%
9.73 100.9 1.21
FE 1# 19.80 19.45 101.2 0.95
38.90 101.6 2.65
5.34 96.5 0.78
FEfh 2# 9.41 10.67 96.0 1.13
21.34 96.2 0.97
10.14 92.7 3.78
FE il 3# 19.11 20.28 91.7 4.69
40.55 92.8 1.24
4.52 99.2 1.33
FE il 4# 9.48 9.03 96.7 0.98
18.07 96.1 2.51
5.92 96.6 2.44
FE i 5# 13.28 11.84 104.4 3.97
23.68 101.5 1.49
4.42 93.3 4.67
FE i 6# 9.36 8.85 92.8 3.11
17.71 97.0 2.14

6.7 SERRFEmAYINE
KA ARAETT 1200 224> T b L 7 ot A FD 977 I8 B AR R BEAT AN, 0 6
RUWEE 9. G5RBIR, AIdxt& &0 BT BCE BRI YE N, BRARZM

&R

R KPR I S BRI 2 R

=4 SR/ Y%
FAL BT RS PR 19.91
e T S 9.42
IENE ik SET 19.23

17



I JHE B s R 5] 9.26

7R A A B s R 5 13.24
TG = B s 4 751) MOS R90 9.36

6.8 /N

AT ARSI (GO MR BREAT 2 B IF e B, X5 &40
RIS R R B ], BB iz @ N . AT IR RN 0.50%,  [m[1
HAE 91.7%~104.4%2 18], RSD fHTE 0.78%~4.69% 8], FLATEUTF (ks 2

7. thESEIERE
AFETT A B IEAETT R

8. FERURSREN, NAPAMHAYHIR~IA

AL BN AE A3 52 A THE RS B A 55 I gl B X A Ok A A BEAT B A R, AR IAR
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