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ASHERER. CUBNGEEREEEONE SHRAEE-
Bt/ s

v

FE—ERAKRREN AR N ERREETIEMSSEREN. AREFRIEHAARIRERNR £
. EREERERNESMREMBERER, FRIEFEEREXENNENFE.

1 SEE

AKRHERUE T NS HoRs HAE R LM R Tt P ke P 01 vt B € 00— s / il i vk
AbsEE TSR 25, WA NSRRI R R . COMER A i e R 5 B R

2 HeEsI A

I HNSCAE XS F AR R S AN T A o MR H S Sk, O3 H IR I RRASE H F A 3¢
fFo FUREAE AR SIS, HEfRA CRAEITA MBS &R A

GB/T 6379 MK 7% 45 R AHER L (HERA RS 5K %5 B

GB/T 6682 43 #T SEIG = FH KRR FH 5256 72

GB/T 8170  H{E &L RN 55 B BRI 1) 2R 7= FHH) 58

3 R

TORE AR KUK R RN e e P AT S I, LMl ] LS SR, ZePSARS AR AC UMk, 1T 26—
HZRIR AR (3+1) VB, P R 8OO (i il / B ASUAGrll . AMRid e it

4 WRE S

Br AU EHAN, BRI A ali, ZKCAGB/T 66828 1 —2K .
OB (CHOND) + faikali,

2K (CHs): faithali,

P (CH0): fhifhal,

F% (HCOOH): fhiff4li,
CNE-HRRAWW (3+1): EH3 M CHEF 1 I HR, R4,

0. 1%FFER /K. 1 4y FHER+999 37K .

ZHE-0. 1% R (3+1): BEL3 51 4 0. 1%HR/K, 1B,
AHAHEALIEEL: 0. 22 pm.

.9 PSA(N—INIEZ %) FAIAEURE: 500 mg/6 mL siAH4: 1EHRT, 10 nL ZJE-FH2E (4.5)
.

4.10 AZyFRUE S

4.10.1 FEHHAR (CisHuNOs, 24 99. 5%, CAS No. 70630-17-0).

N R s
0 N o g b~ W N =
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4.10.2 J5EATE ( CoolioFaNoOs, 4HJE 4 99. 0%, CAS No. 141517-21-7) &

4.10.3 CMEEE (CoHuNoSs, ZHJE K 99. 0%, CAS No. 79983-71-4) .

411 ARVEARE R o> AIARICKS FRE R A5 B AR ME S 10.0 mg CKERIAE 0.1 mg), ZrHIE T 100 mL
RO AR, A, JEE ASEH R 100 ng/mL FIFRAERE & FRECC MR FRUE S 10. 0 mg
CKiffiz 0.1 mg), ZrmlE T 100 mL AREA BT, MM, e BBCHRIAKE 100 rg/ml bR
e, 4°C LU RAF

412 ARdETARM s HERES UbRUEGE 2 1M, KGR R AT B e I, CMeRE ] OIS RRE .
2, RO AT ) TAERR R, DU B .

5 X3

e A € — T DY SR AT R G
R JEER 0.001 g F10.0001 g
LML 10000 r/min.
WERA 2% o

JiE e 25 AN o

HEHL

A AL .

oo g oo o
~N OO O AW N =

[=2]

AR &

6.1 BEASM. R 3 HIIADT 200 g 1XFE, B TAHLUGRHL . Y, AR
%E‘j ’ jSj" %_20°C1%ﬁ0

6.2 AZThifile: BUANDT 200 g AZlfE, 80 CHET, JFRAFIL 180£7. 6 pm i, FEANTHIFA L
i, EEHRAE

1 SHTR

7.1 ABFRE
7.1.1 S#ERE
FEFAR MR IF AR AR, FREXZ120.0 g, KEHAFIL 0 mg, 1200 mLESLMVEH,
7.1.2 FTHIRE
FRELZ910.0 g, KEHAFIL 0 mg, T-200 mLEO4 .
7.2 RXRE
7.2.1 12E

7.2.1.1 FEHERAEGENE: IRk, IR 80 mL, PUEM 72 GRig. = #8HA5%)
P GAHE S min MED J&, LL5000 r/min B0 5 min, B EIEW, BRI, FiA 80 mL A
B, EAEIRI—IK, &I LER, T 35 CTREfikg 2o, MALKE-F2E (4.5) 5l ¥,
k.
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7.2.1.2 M. EURREIFAIEE, A CHE 80 mL, LAEXM X (BiiE. =i, BAEZ) £l G§
JE5 min AE)D J5, LL5000 r/min &0 5 min, B LV, BERIRGHET, HIOA 80 mL L5, TE
P —K, AIELIEW, T35 C gk 2T, MACK-F2K (4.5) 5 nL &%, 55t

7.2.2 &k

10 mLZMG-F2K (4.5) TMkVEREAHASROR: (4. 9), WRUERFF 250 K55 mLARBGR (7.2. 1) ML
AHZERCRE Y, 20 mL -2 (4.5) MEATVEM . WA A vt Wi 1250 mLyk 4, 1-35 “CoKgH
TR GG 2T o HEFIIIA2. 0 mLZME, INaa7s /Wi, £ 0.22 um JEBEEIE)S T-1. 5 nLBERERH,
PRI 10 3% - BT / BTl 5 o
7.2.3 WE

O35 225 5 AT

a) i Cs (2.1 mmX 150 mm, Fif2 5 um) BAH 243,

b)  JRBNAH S WA 1

c)  iEFERE: 40 C;

d)  #EFEE: 10 ul;

R ORESERREIRE

R ST/ (mind g/ (uL/min) 0. 1%FRAKIEFW/ (%) g/ o)
1 0.0 250 50 50
2 8.0 250 10 90
3 12.0 250 10 90
4 12.1 250 50 50
5 18.0 250 50 50
JUit 225 5 AT

a) HRTA: ERTHEE, 2 RN MRM;

b)  BTIE: W YR (ESD)

c) BRI (TEM) : 725 C;

d) g RS YR (BSD

e) HIWIZH[R: + 5.0 kV;

£)  EPEE . RS AR LR, AR R MR O R LR 2.

R2 RFHENETF (n/2). MEBSEERERBREZFSH

RZGZFR | REIT/ (min) | EREE T/ (wz) | EETX/ (w2 | K/ (V) | BEESRER (eV)
280. 1>192. 1 15
K5 AR R 3.68 280.1>192. 1 100
280. 1>220. 0 10
N 314.1>70. 1 45
ALY 8.43 314. 1>70. 1 34
314. 1>159. 1 45
- 409. 3>186. 1 15
Ji5 B i 12. 49 409. 3>186. 1 120
409. 3>206. 2 10

G T INRE R T IR A, DM ANGS O G-/ B T I S 8. BEE 2 BN ORAIE (il
D I B2 23 5 T e RERS 1 BRI 20 8, R RBET I S EAENTE AT (K.
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7.2.4 S{REHREAEEIKE

FE EIRZAEN RS HUR R AR 0. 02 ng,  CUMERE R A AS Y584 0. 05 ng,  fi5 1 1 ) B M1
Kt B 0. 05 ngs K AR R SEBRAS IR B AL HE R B 040, 002 mg/L, MR SIZ i i ) doe IS, HH I S5
0. 005 mg/L, 5T B S BRids iR i Al HE A< B 05 0. 005 mg /Lo
IR Skt K &

FEARTT BT E RILC-MS/MSELI 4 AF R, 73 Ik NSRS R R . COMERE A B Rl 265 AN ]k
FEAT IR A TIN5, LR W R AR, DAV TR PARARREA T 2R PERDA 73 4o FE AR R e
WA T R 2k IE T REAIAT R R B3

R EHER. CHEMBREELEFIRZFHEIRN

7.2.4.1

VTR N etk e FRRE ()
KRR R y=4. 25X 10'x+2. 38 X 10° 0. 9992
O P i y=3.0X 10'x+111944 0. 9998
15 B i y=2.0X10°x—4. 0X 10° 0. 9994

7.2.4.2 FEMMNE

22 JERORH £ 5 — S5 / T 2 P A2 R MUBR HE AR08, 1R 5T 10 1 0 O B I ) L5 B ity 0]
O 18 D B B i) i 224 2. 5% -2 A 5 FLAURE R 25 400 P 8 AROATDRT = 5 B ok P R b A s AT
IO FR) 5 PR 1 (AT FE AT LU, W2 AN R A (Y T, Um0 e o A X T PR D o

R4 TEMEWIEREXNBETFEEMRARITRE

AN B R >50% >10%420% <10%
SCVF IO AH ST 22 +20% +30% +50%
7.2.4.3 EFENE

AR AR H AR S G D0, RO NAEAT I AR AT 20 M, X TR AR
FIIIE 2 AT 2R BURRE o st HE A WBORTREIR AR 000400 16 Wi T Y40 P SRS e P i 2 v L Y 5 i
OREE I TR AR B T, e PR 70t o B 10 B L SR C e

7.3 FHATIREE
F2 UL EB N A AR AT AT R
7.4 Z=HRAK
PRI R, SR 56 4 A [ R0 B A TP AT 4

8 #HRItHE
F X (D) THEARRE P RERR R 255 B
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x o AXGN (1)
A xm
Rofe 1 —— R AR, B (ug/e) s
Ay —— PR R 25 S TR
A bR T AR R 25 TR
CoFRUE TR R 28 SO, BB AFAETE (ug/ul)
V — PR AR, ARAETE (L)
n —— RO, SR ()
e TG RAR R NERUG 20 A ET VHELEE RN R AR EE - BUE A8 5 AR R U 2 s R E K TR GB /T 8170
BUEAE L TN 5545 BR A () R AR e AT . DR T792:5 45 R MERA 2 J/GB/T 6379, 23k4T »

<

9 BEE

9.1 EEEM

S 5 P PAT I E 18] R ATDR i 25 AN KT 15%. X AS IR 250 AT NSN3 AR, (9]
T3 RIAR O i 2 DL PR SRA

9.2 BIM

S0 5 R AT I E 8 (RO AH 22 AN K F-25% S5 IN LA NS IO 25 MR AZES I3 A
(I FRJA B2, [T R MRE O] i 22 L B =B o
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Mt & A
(ERIEMF)
FERER. CHEBEMBERERNKESTER. EEREBTRE

RA1 FBHRER. CHEMBEEAURELE. QERRESER

0. 002 81.5 13. 27 0. 005 86. 6 8.71
NS 0.01 83.7 9.31 N i 0.01 87.0 7.69
0. 10 78.0 10. 47 0. 10 87.5 11.24
0. 002 80. 5 10. 33 0. 005 86. 4 13.13
N = 0.01 82.4 7.70 N = 0.01 86.9 6. 94
0. 10 82.2 6. 72 0.10 89. 7 10. 54
FEHIRE R J¥3 AT i
0. 002 82.0 9.18 0. 005 87.8 10. 60
NZH 0.01 80.7 5.63 NZH 0.01 84.8 6. 85
0. 10 89. 1 6.97 0. 10 91.6 7.08
0. 002 81.0 15. 62 0. 005 86.0 9. 43
TAZ 0.01 82.0 6. 35 FAZ 0.01 84.7 4,92
0. 10 89. 1 8.17 0.10 88. 8 8.25
0. 005 82.6 8.71
NS 0.01 84.2 7.69
0. 10 85. 2 11. 24
0. 005 83.0 13.13
N = 0.01 83.4 6.94
- 0. 10 92.2 10. 54
0. 005 83.0 10. 60
NZH 0.01 83.7 6. 85
0. 10 89. 5 7.08
0. 005 83.0 6. 25
TAZ 0.01 83. 4 4.27
0. 10 90. 3 5.12
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#B.1 HEEIE-FRIL/FEENEMEIERE SR

A2 [URE (VAR A S [ BT ELS NS5 A 04 72 B VT NSRRGSR S0 A 127 (i WA J g oy 478 [t A2 7 s e Y AR

i y JAi 922 Jrd WIS R A L ot o e Al i
(mg/kg) | TIME/ | Bl | P39ME/ | BB/ | T3ME/ || P3afl/ | Bl | SFRME/ | R/ | %/ (%) T cv/ %

(mg/kg) (%) (mg/kg) %) (mg/kg) |/ (%) | (mg/kg) % (mg/kg) % )

A 0. 002 0.0018 91.5 0.0018 89.5 0.0019 94.5 0.0015 75.0 0.0021 105.0 | 91.10 0.0018 | 11.86
% 0.01 0. 0083 83.0 0.0101 101.0 0.0084 | 84.3 0. 0094 94. 1 0. 0081 81.0 88.68 | 0.0089 9.63
i 0.10 0.0941 94. 1 0. 1051 105. 1 0. 0824 82.4 0. 0859 85.9 0. 0989 98.9 93.28 | 0.0933 9.96
0. 002 0.0014 70.0 0.0019 94.5 0. 0016 81.0 0.0016 81.5 0. 0015 76.5 80.70 | 0.0016 11. 14
mt 0.01 0. 0085 85.2 0. 0082 81.6 0. 0086 86.0 0. 0098 98.1 0. 0081 81.0 86.38 | 0.0086 7.99
H H 0. 10 0.0781 78.1 0. 0891 89. 1 0. 0889 88.9 0. 0821 82.1 0. 0821 82.1 84.06 | 0.0841 5.71
R 0. 002 0.0014 70.0 0.0019 94.5 0.0015 74.5 0.0018 91.0 0.0018 91.0 84.20 | 0.0017 | 13.20
ES 0.01 0. 0082 82.0 0. 0081 81.0 0. 0093 93.0 0. 0083 83.0 0. 0086 86. 0 85.00 | 0.0085 5.70
0.10 0. 0881 88.1 0.0791 79.1 0.0783 78.3 0. 0889 88.9 0. 0889 88.9 84.66 | 0.0847 6. 45
T 0. 002 0.0015 75.0 0.0019 94. 8 0. 0016 81.0 0.0017 86.0 0.0017 86.0 84.55 | 0.0017 8.62
A 0.01 0. 0087 87.0 0. 0089 89.0 0. 0097 97.0 0. 0085 85.0 0. 0079 79.0 87.40 | 0.0087 7.49
Z 0.10 0. 0892 89. 2 0.0781 78.1 0. 0835 83.5 0. 0813 81.3 0. 0834 83.4 83.10 | 0.0831 4.88
A 0. 005 0. 0042 84.0 0.0041 82.0 0.0044 | 88.0 0. 0047 94.0 0. 0039 78.0 85.20 | 0.0043 7.16
% 0.01 0. 0086 86.0 0.0072 72.0 0. 0091 91.0 0. 0095 95.0 0. 0085 85.0 85.80 | 0.0086 | 10.14
i 0.10 0. 0889 88.9 0. 0985 98.5 0. 085 85.0 0. 0815 81.5 0. 085 85.0 87.78 | 0.0878 7.45
0. 005 0. 0049 98.0 0. 0048 96.0 0. 0039 78.0 0.0047 94.0 0. 0047 94.0 92.00 | 0.0046 8.70
mt 0.01 0.0081 81.0 0. 0092 92.0 0. 0091 91.0 0. 0091 91.0 0. 0085 85.0 88.00 | 0.0088 5.45
L 0.10 0. 0819 81.9 0.0912 91.2 0. 087 87.0 0. 0815 81.5 0. 0955 95.5 87.42 | 0.0874 6. 89
it 0. 005 0. 0046 92.0 0.0043 86. 0 0. 0049 98.0 0. 0047 94.0 0. 0039 78.0 89.60 | 0.0045 8.70
ES 0.01 0. 0086 86.0 0. 0092 92.0 0. 0097 97.0 0. 0085 85.0 0. 0082 82.0 88.40 | 0.0088 6. 82
0.10 0. 0823 82.3 0. 0932 93.2 0. 0815 81.5 0. 0875 87.5 0. 0855 85.5 86.00 | 0.0860 5. 46
T 0. 005 0.0041 82.0 0. 0053 106. 0 0. 0042 84.0 0.0043 86.0 0. 0037 74.0 86.40 | 0.0043 13.73
A 0.01 0. 0089 89.0 0. 0082 82.0 0. 0087 87.0 0. 0099 99.0 0. 0081 81.0 87.60 | 0.0088 8.22
Z 0.10 0. 0815 81.5 0. 0832 83.2 0. 0925 92.5 0. 0805 80. 5 0. 0894 89. 4 85.42 | 0.0854 6. 15
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F&B.1 (8 RBRIE-FUE/FULENERY I IEIRIE 4 R

Ae 2t [k (VAR I 7K ST [P BT NI 60 3| P D VL NG 60 | e A B0 A 5 o 2% (P 5 TR 42 | 5 AR 7 ot o it AFX
5 % Ja I L Bk S L I 5t 1)
(mg/kg) | P/ | Bl | PIME/ | IBIBCR/ | P/ |G| SPME/ | IRleR/ | SFME/ | iR/ | %/ (%) cv/ (%
(mg/kg) %) (mg/kg) %) (mg/kg) |/ (%) | (mg/kg) %) (mg/kg) %) )
0. 005
0. 0043 86. 0 0. 0046 92.0 0.0049 | 98.0 | 0.0047 94.0 0. 0039 78.0 89.60 | 0.0045 8.70
A
0.01
% 0. 0086 86.0 0. 0082 82.0 0.0081 | 81.0 | 0.0091 91.0 0. 0082 82.0 84.40 | 0.0084 4.93
0. 10
0. 0819 81.9 0. 0925 92.5 0.0845 | 84.5 | 0.0855 85.5 0. 0789 78.9 84.66 | 0.0847 5.99
0. 005
0. 0049 98.0 0. 0051 102.0 0.0036 | 72.0 | 0.0048 96. 0 0. 0049 98.0 93.20 | 0.0047 | 12.93
| 0.01
0. 0082 82.0 0. 0076 76.0 0.0092 | 92.0 | 0.0081 81.0 0. 0095 95.0 85.20 | 0.0085 9.37
0.10
J v 0. 0882 88.2 0.0923 92.3 0.0875 | 87.5 | 0.0815 81.5 0. 095 95.0 88.90 | 0.0889 5.79
[l
0. 005
0. 0042 84.0 0. 0041 82.0 0.0044 | 88.0 | 0.0048 96. 0 0. 0039 78.0 85.60 | 0.0043 7.99
% | o.01
0. 0086 86. 0 0. 0092 92.0 0.0082 | 82.0 | 0.0085 85.0 0. 0085 85.0 86.00 | 0.0086 4.27
0. 10
0. 0889 88.9 0. 0885 88.5 0. 085 85.0 | 0.0815 81.5 0. 089 89.0 86.58 | 0.0866 3.80
0. 005
0. 0038 76.0 0. 0047 94.0 0.0049 | 98.0 | 0.0051 102.0 0. 0044 88.0 91.60 | 0.0046 | 11.07
:F_
A 0.01
~ 0. 0081 81.0 0. 0097 97.0 0.0083 | 83.0 | 0.0081 81.0 0. 0095 95.0 87.40 | 0.0087 9.07
0. 10
0. 0821 82.1 0. 0805 80.5 0. 095 95.0 | 0.0897 89.7 0. 081 81.0 85.66 | 0.0857 7.49
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BHRER. CHEMBEEREGIE-FRIE/FIEE KW (MRM) &iEE

10045
B 004
B00ed {
Andud- |

Z00ed !

L8
10 0 an a8 a0 a9 a aa an 04 1na o
Time. min

k1]

C.1 HHREBRIAMFERRERE-FRIE/FEE KK

1y
mm

120 150 180 170

M (MRM) E&E (0. 01 mg/L)
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1.Ted

1.5=4

104

el

S000.0

oo

1.7=4

1524

1.0=24

sy

S000.0

Time, min

3000

2000

1500

WE IS,

1000

s00 1780

Time, min

EC.2 CMEZAIFRAERIBREEIE-FOL/ B % RN (MRM) 3EE (0.01 mg/L)

1.024

R s

so000

1.0md

ek

S000.0

Time.min

B000

4000

RS,

2000

Time, min

EC.3 BFsEBEAIFRAEMIRE BIE- UL/ B % R RSN (MRM) 5B (0. 01 mg/L)

10



