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National food safety standards—
Determination of multiple residue of organochlorine pesticides in milk and dairy
products

Gas chromatography - mass spectrometry
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RmREERFE

A LI B @RS HFNERAZRBENNE
SHEeE-R%/FEE

1 EE

AHRERLAE T 5L S FUH i 22 Py LSO 245 B O G- o i o oA I i

AARHEE TGS U0k BRYY CEEZ UK. I3RS E LB a -/S8K ~ B8N
7N MRPES 8757575 o p -G p,p - B o,p AR pp -, o,p - p,p -
SRR IR BR. HEERE. LRAL KR KR ARG . Ak IR -5
RA-FES AT ot BB BRPHRER L NEOR . DUSRUREEE A FLRREAROR . IR
R TSR BE AR K . K IOR A 301 A ML UK 25 5% B B O IIE ANIE, e i whv] Z AT .

2 MEMESI A

ISR F A A B R AN TT D 1) i H IR 5] SO, AU B I RS A5
o FLRAEBMR G SO, HE#hioA CBFEITA B SER) & A,

GB 2763 i @A B FbRAE £ iR 25 B Kk B B

GB/T 6682 7156 % FH /K HRE FRES 75 v

3 JR¥E

AP RAE ISR 255 B I IE C -l (1+1, ARFRED) EBEREL, REBORZWRSi)G, ZEIREE
AR % PR A, H UM B - T SN 2 A, AMbR I T ARV E B

4 WIRFAR

BRI H RSN, BRI e, JKONGBIT 6682 K2 I — %7K
1 &)

1.1 IECkE (CeHy): faiffal,

1.2 TABd (CsHgO): fhihali,

1 TEMHBE (CHCly): i,

1.4 Okt (CeHin)o

1 LFRZTE (C4HO) .

1.6 TC/KERERHN (Na,SO,): 650 CHIBE4h, fETRIsNAHE=RIE, I TEEHmh&H.
1.7 &A% (NaCh.

2 BRECH
2

2

2

3

3

4

~N O O1 B W DN~

L1 IREGH: BUEEIE SN ERE AR 11 TR A
L2 BRBIE GV BUE R CREM LR LB IR 11 i TR A
23 [EFHAEUBE ML : BOE & IE Chi A SR bed AR AR B 5:95 BETIR G
RS
L1 REGFEYIR . A =95 %.
PR AR
1 ARAEGE S TR HERAREOE = AR, FH IE CUGERC R B 100 pg/mL AR HEfE &0
WAL 0 'C~4 CHECARAT

s s e e e e
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4.4.2 bRAETIRIVE: BOE B RS MR ERE VAL BOHIR 2 pg/mL BVR S ARHE TAETEW,  IIERAE
0 ‘C~4 CREOLIRTE

4.4.3  bRAETAREMR: BOSEE RS MR AEGE S VAL O RS R R TR A AR v AR VA AR TAE
i EWEE RNV
4.5 #R

4.5.1 % BEEELFEAHEBUNME: 1g/6mL, BiREYSE, A5 mL FokkiEib.
4.5.2 THFLIERE: 0.45 um, BAHLFR.
{XEEFE &
AAH G- PR PTREA: BCH R EIE (ED.
BB I A .
B R JEE 0.01 g F10.0001 g.
TETRTE >4 o
B HL: B K E P 5000 r/min.
Jie e 28 AL o
WAL .
HIEFEOE: BRI LM, 50 mL.

R ESHRE

WSy BRYY . UKLk : HUEARERYEREZ) 100 g, 28 NE S R A B MR, %8I niN, T 0~4 C
VKFE N ERAT

Uky. WhpE: BCERERMEFEZ100 g, ZEAESFESENREE, FEIPMGFRR, THEE T TR
1Fo

TESIREER VR I RE A2 1EFF 5 52 B35 G sl R AR R R & B AR 1k

v DL ERE SRR AL 1ZGB 2763 SRAAT

7 SHPE

7.1 &H
HERAFREL 10 g W0FF CRERAE] 0.01g) T 50 mL HLIZES.OE T (K. WhBEIN 10 mL /KIEAR), A
59 #&H, B 10 mL $EEGE, F e S484E3% 1 min, 4000 r/min &0 3 min, A VAHEE R
100 mL FEZENA T, BRI 5 10 mL S BURSE IR X, BSOEIFA N, 18 40°C R ARG &2
I, F 10 mL 3 Cibt- £ CBRIR G IR TR i Rk, i 0.45 um JEME, FRiSL.
7.2 %
7.2.1 BRESZEGIERKE
7.2.1.1 8EEZH
a) {fbAE: 400 mm>25 mm (i.d.), % Bio-Beads, S-X3, 38 pm~75 pm 3ERL, iMEREA 2 .
by WEIAH: HOki-LBRAER (1+1, KR,
c) Jii#E: 5mL/min;
d) HEFEE: 5mL;
e) JFEAWCEERTIE: 10 min;
f) SRR E: 22 min.
7.2.1.2 BB

o
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WAL 210 mLRE F, FHBRBE G003k, 10 min~22 minflitkiei, 7£40°C
TEIRAE 22 mL, Ry 952 B A [ AR U L
7.2.2 [EEZERSRL

¥ RS B s ) 35 % B L E AR ZE RO, USRI, 8 mL & bE- 1E ORI
Vet WCAELEL T 40 CHERZERIRARZIE T, A 1 mL IE e ki, i 0.45 um JEME, fHI5E ..
7.3 W=E
7.3.1 {({RSEFH

a) failifFE: TR-35ms, 30 mXx0.25 mmXx0.25 um, BkIEAEF ¥,

b) AEE: 55 CARFF 1 min, LL40 C/min X% 140 'C, {#FE5 min, L2 C/min X%
210 C, LA 10 C/min ## % 280 C, fiREF 10 min;

c) HEFEEAE: 250 C;

d BTIRIEE: 250 C;

e) AR 250 C;

f) BT BTEREE T

g) WEra: EERSENE (SRMD;

hy WIS F(miz): S FENLERZEHE IS X E 83 7t REfEREE & ERTEL I A
R AL

) A AR dEAET 99.999 %;

i) ViEE: 1.2 mL/min;

) & 1pL;

m) HEREE: 70eV;

7.3.2  BiENESHIE

F RT3 LSRH - S5 0/ 5 U 2% A1) 8 YRR ARAE ARV, AR 2 RE T A AL SR 255k 7
o FEM PRI TER R NAEARAE IV 2y, G SRR R AR HE T VG, RO TIE SR T
IR AT, SMA LS TSR BT I ] DL SRAFRRAL. RS R B TR A E A 2 R
o7 I €5 1 P AL B SR B AR A I BL AR B L2,

TEAHFSCER 261 T, S S ARAE AR AR A 53 119 5 B i s AR X OR B BRI FE £2.5 %A, JF
HAENBRTS 55 AR S U Gl b, TR X 2 B, (RIS S bR S AR 3 B e v w25 AN
e AT, AT WA i R A S R A

F1 S - R IPE R G VR AR B T i K AR

SRR (i) >50 % >20 %% 50 % >10 %% 20 % <10 %
FEVF BRI R 22 +20 % +25 % +30 % +50 %
7.4 Z=EIRE

BRASPRECAE SN, 4% F3b i e D BREAT .
8 LRITEMzTE
AL B AT SR, B hIbR AR 26, 42050 (LD TR P A PIRAR AR E & .

X ~ ¢;xV x1000
' 'm x1000

A Xi— e AR AR R, AN RoTRET 58 (ualkg);
Ci— MbrHERZAS BIRIRERT | ARSI EE, A ETT (pg/L);
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V. —— FERERLER AP, BADNZF (mL);

m —— BRARRRFTCERREERRE, BANT (@),

Ve MG RAUNRAS FE, MES SR AT AP RN, R B AT
9 KBEE
9.1 FEEREZVEFM NSRS E g5 Rideaxt ZE S HEARFREME (B9%) , NAFE
P KB ELK
9.2 TEFFILPE S R IRAF I PE OOTI 5E 25 R 4axt ZE S HEARFBMENHE (A% , BFEH
Sk C ZEK.

10 EERMEWE

101 EEMR
KIFER S FANLEARZ] 1) E =R 0.8 pglkg.
10.2 [EfE

FERF R 62, 2%~116. 8%,
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Mt & A
(FTAHEFE3R)
SEREEH
JRIE %A
a) iR EZ ik
b) B T#: CEl (Close ED)
c) BEFIRIEE: 250 C
&) AT22Hf: 25 pA
e) QlI&%E: 0.7 FWHM
) fE¥EE: 055
g) ik EEE: 3.0s
hy S @R, AEAME T 99.999%
i) b )E . 1.5 mTorr
D OEMBETX. EEE A, s AEFEELILE AL
FA1 30MENERGHMEHABTE . CAS. EMEE T3, &S T3 ARG &
A 7 1 [sedingt| TET | dEgE | HEREET
_ e _ CAS  |[BHET(mi2) e e
(min) (min) (m/z) (eV) FEH (%)
259 201 15
UfSwisERSN 15.9 117-18-0 81
261 203* 15
284 214 20
NEE 19.6 608-73-1 96
286 251* 20
181 145* 15
13.0~25.0 e RYAVAVA 20.5 319-84-6 48
219 183 15
237 143 25
EIRWIEE=S:S 23.2 82-68-8 22
295 237* 20
181 145* 15
Pt 24.0 58-89-9 22
219 183 15
181 145 15
B-7S7N7N 26.3 319-85-7 67
219 183 15
272 237* 15
t& 27.1 76-44-8 63
274 239 15
265 158* 30
LA 27.8 527-20-8 74
25.0~33.0 265 192 30
181 145* 15
ORYAVAVAY 28.8 319-86-8 85
219 183 15
\ 263 193* 32
SR 29.9 309-00-2 26
263 228 26
FH 3 L SR S Wit Tk 313 1825-19-0 296 263* 20 61
L A1 30 FHPERLHMEHEIE. CAS. EMWE TR, BEE X RuHEAEE (42

VAR B B A BTSSR SRR E thermo TSQ Quantum GC AR (3 - B BB A R oe i), b g1 i
BG5S DONRMESE, FFAN KR B, Silbrde i & 22 R X 5 A 3s
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298 265 20

ANEST 34.1 27304-13-8 387 263* 15 74
387 323 15

353 253* 15 58

HE LR 35.2 28044-83-9

353 289 15
373 266* 18

-5t 37.2 5103-74-2 46
375 268 18
373 266* 18

=-S5t 38.3 5103-71-9 41
375 268 18
246 176* 25

0,p "-¥i i £ 38.4 72-55-9 41
248 176 20
241 206* 20

a Bt 38.4 959-98-8 74
272 237 18
246 176* 25

p,p i i 40.5 72-55-9 52
248 176 20
277 205 20

Ik B 40.5 60-57-1 19
263 193* 26
235 165* 20

0,p "-¥i i ¥4 41.1 53-19-0 64
237 165 20
263 193* 26

KR 419 72-20-8 40
281 245 12
235 165* 20

0, "~ i ¥ofs 426 789-02-6 66
237 165 20

39.5~45.3

o 235 165* 20

p,p - ¥ % 43.0 72-54-8 65
237 165 20
241 206* 20

B-B S 43,0 33213-65-9 97
272 237 18
. 235 165* 20

p,p I T 5 439 789-02-6 65
237 165 20
) 345 317* 10

SEAK PR 439 7421-93-4 41
347 319 10
272 237* 15

R FHR R £ 445 1031-07-8 54
274 239 15
‘ 227 212 15

FH A2 T YR 46.1 72-43-5 68
227 169* 20
) 315 279 10

45.3~48.0 FEIK B 46.2 53494-70-5 75
317 281* 10
270 235 15

KILR 46.6 2385-85-5 60
272 237* 15

VR ERET




RT:0.00-47.31
100

95
90
85
80
75
70
65
60
55
50
45
40
35
30
25
20
15

10

%B.1

RT: 10.27 - 20.13

RT: 15.90

100

10 15

RT: 16.33 - 22.08

100

50—
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Mt & A

(FEREHESR)
EikE

41.45

2326 24.07

20 25 30 35 40
Time (min)

S0MAHLAEAR SRR S TR ik & (4p/LD

RT: 18.47 - 30.44

RT: 19.57 —_—
100—

] RT:24.05

50 l
.

45

RT: 26.27

NL:
1.75E4
TIC MS
091024-
4ppb-2

RT: 28.75

RT: 1591

L0 e L B B B e

12 14 16
Time (min)

[LERIEESS

T T T
18 20

RT: 19.56

RT: 26.29

RT: 28.76

18 20 22
Time (min)

AT &S

i RT: 20.54
E Wﬂﬁ FAH
O———11 LI B
20 25

Time (min)

ANAZS (alv IBS)

30



RT: 20.32 - 28.81

RT: 22.01-31.74
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RT: 23.35 - 32.66

: RT: 27.11 RT: 27.75
1001 RT.23.22 lOOi lOOi
50| 50| 50
o] , o : o :
100+ RT: 23.24 lOOi RT: 27.12 lOOi RT: 27.72
50 50 50-]
07\\\‘\\\‘\\\‘\\\‘\ 07\\\\\\\\\\\\\\\\\ 07\\\\\\\\\\\\\\\\\
22 24 26 28 24 26 28 30 24 26 28 30 32
Time (min) Time (min) Time (min)
J= Tl e e = J= kb
BIECNTE =S gt R
RT: 25.81 - 33.85 RT: 25.81 - 33.85 RT: 30.18 - 38.92
: RT: 31.27 .
100 RT:29.90 lOOi 100 RT: 34.15
50 507 50
o- RT: 29.90 0 RT: 31.26 o RT. 34.10
100 : lOOi 100 .
50 50 50
07\\\\\\\\\\\\\\\\ L e B B B B 07\ L L L L
26 28 30 32 26 28 30 32 32 34 36 38
Time (min) Time (min) Time (min)
N J=r e S ) J= =
4 A TR Tk AT
RT: 30.18 - 38.92 RT: 34.51 - 40.43 RT: 36.47 - 41.70
: RT: 37.15 . :
lOOi RT:35.20 100j RT: 38.30 1007 RT: 38.36 RT: 40.50
507 507 50
0: o 0: RT:38.93
: RT: 37.1 . .
100— RT: 35.18 100 37.16 RT: 3807 100 RT: 38.36 RT: 40.48
50| 50|
07 T T 7 T 1 1T 17 1T 1T T 7 T T T 7T 0 T T T T T T T T
32 34 36 38 36 38 40 37 38 39 40 41
Time (min) Time (min) Time (min)
/= = =
BEALR P OO DDE(op/pp)



RT: 33.69 - 46.04

RT: 43.01

RT: 38.32-41.74

RT: 40.54
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RT: 40.26 - 44.90
RT: 42.63 RT:43.93

1001 100 100—
] RT: 38.45 ] ]
7 ] 7 RT: 42.98
50 50 50 RT: 41.43
o- o RT: 4054 o- e
100 RT. 38.43 100 T 100 RT: 42.63 RT: 43.93
1 RT: 43.00 ] ] :
50] 50 s0]  RT:41.43 RI:42.98
07\\\ LI 1 1 L0 e L A S Sy B s By s 07\\\‘\\\\\\\\\\\\\’_\‘\\\\\
35 40 45 39 40 41 41 42 43 44
Time (min) Time (min) Time (min)
it CalB A R o0,p’(DDD, DDT,)p,p( DDD DDT)
RT: 40.80 - 45.70 RT: 40.80 - 45.70 RT: 40.87 - 46.30
1003 RT: 41.96 100- RT: 43.89 100- RT: 44.51
50 50 50
] ] ] RT: 43.01
. o ol RT: 46:24_
100 RT: 41.94 100 RT: 43.90 100 RT: 44.49
50 50 50
] ] RT: 44.10 ]
0\\\\\\\\\\\\\\\\\\\\\\\\ 0\\\\\\\\\\\\\\\\\\\\\\\\ L o B B B R R R
41 42 43 44 45 41 42 43 44 45 41 42 43 44 45 46
Time (min) Time (min) Time (min)
SRR Fe K IR TP HR R 2k
RT: 40.30 - 47.31 RT: 44.31 - 47.30 RT: 44.31 - 47.30
100~ RT: 46.12 100 RT: 46.24 100 RT: 46.63
50| 50| 50
] L ] RT: 46.64
0 RT: 46.12 0 RT: 46 2? = 0 RT: 46.64
100 P 100 e 100— e
50 50
07 T T [ T T T T T 1T nmm‘ 07 T T T [ T T T T [ [ T T T 7]
42 44 46 45 46 47
Time (min) Time (min) Time (min)
A i Vi ) =) )| il N
FR LT T 056 3K B i KR

KIB.2 30RMAHLAA ZabRHE RN £ SNV IET (SRM) B 1 il ]

10
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BWAY B R
mg/kg %
<0.001 36

>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
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WA &R KA
ma/kg %
<0.001 54

>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
>1 19
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