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Determination of P-estradiol residues in milk and milk powder—

Gas chromatography-negative-ion chemical ionization

mass spectrometry method
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e RO o Bl A BB A
SR - S AL L R

1 el

EIFERETHTMP B - —ERE ES A IE- ik B B RS E FIE.
ErEERATH MRS - _ERE BN,
BRHER T ERER 495 0. 25 ng/ke, §i%r 2 ng/ke.

2 MetEs| BXHF

5 304 o 9 R G T AKRE B BRI TR R A AR R A 8K, LR E BRI 5 X, BB BT A
4 28 g 2 (R4 35 BR B0 PO 720D BRAB ST BRI R B T ASAR o, SR T » B AR 3 A A v i SR DML B9 4% T B 5%
B XSSO BT AR A . AERE A RS H X, BB 5 R 4E T A bR

GB/T6379.1 MEFNBEEZBRVEHREF(EHESHEEE) F1Ho-f2l5EX
(GB/T 6379.1—2004,1S0 5725-1:1994,1DT)

GB/T 6379.2 WEFBES5ZERENEHRBE(ERESHEEZE) FE2H-BERENEFEER
WS EBAER A S (GB/T 6379. 2—2004,1S0 5725-2:1994,1DT)

GB/T 6682 AR ZH/KAEBMAKE FEGB/T 6682—2008,1S0 3696:1987, MOD)

3 RE

£ A M — B2 T B K R FH 2 BB AR R AR B U T 7R AN 4R U AT SRR, B A AR U L S
ZBLTEE  ASHAE- A B EREXEERN T HUEXWE, AR ER.

4 IR FER

BRBAEMES, RN N Hra, KR GB/T 6682 HER—RIK.
4.1 BHETHRE/SEMBRE M Helix pomatia, §ZF & B-HH HRREE 100 000 47, BEZ T Hl R
FEEE<C1 000 BL{7,
g - i A
LIE - Aiga.
LRI : BBkt
IEC ke A4,
nt BE . €5, 4
¥ AR,
IEEE : P gk .
A0 RN FOE A B B, B B A B S VR R K
.10 BRERE N
11 ZIKZERA.
12 LA
13 0LINZEREW - B 0.1 mL )KZBE, FH/KE®A 100 mL,

Ww o0 ~N O O A W N

R i R
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4.14 ZBYPIBEWMB(pH=5.2) . KRB 43 ¢ =/KZ B4 1) BKEMR A 25.2 g IKZBRRAKZERHF
2 1 000 mL,

415 THRZBZEB - EEZEFHLXETPMA 500 mg T/KBEMNM 20 mL ZBLE, RZIES 2 30 min
5,2 000 r/min 4> 10 min,

4.16 ZBRZEE-MLAE(9-+1) K 10 mL MEAEFI 90 mL TR ZBRZEE . 1D)IRE, ZRRFF.

4.17 0.5 mol/L BREBBE S (NaHCO,)) B W : ¥ 5 g NaHCO; F 100 mL A EMF  FAKEEZZE.
4.18 Qasis HLB EAHZRAE &K H X # .60 mg,3 mL, FHARM2RKKHE 6 mL BEE,3 mL 0. 1% Z

BRIBB A 3 mL gdi/kKE, FEEEEH,

4. 19 FIR¥EYISE . B-ME B, HiEE>99%.

4.20 HIrbHEY R B-M —F¥-2,4,16,16-4 FFAC (- B D4) ,4i[E=>99%.

4.21 B _WIrEBR . EHRKE O mg iZEYRUAU 1D T 100 mL ZEBP HHEBEUG DEF
ZZEHE 100 pg/mLEREET —20C. BUFERREEHKENER, RAET 4 Cik
.

4.22 WHRRHERB ERKRE 10 mg AR EY A4, 20425 F 100 mL FEBR P . HHEWU. 2)E
NEZIEWE 100 pg/mLESBREHFT—20C. BUPEBERENEZHEKENBR . RHFET 4 Ci
P,

4.23 WETIEBWH G - _ERAERT 4. 21 3-8 — 8B D4 AR ERR (4. 22)IBE,%KR 7. 3
T RTELE SR,

5 {X#F

SHEF-RIEN -EBRRLFR.

B85 mL A 10 mL, B,

B e%.20 pL~200 1,200 pL~1 000 L, 1 000 pL~5 000 pL,
ST R . B8 0.1 mg f 0.01 g.

BHELH . BEEBE—14 C, B XEE 10 000 r/min,
RIEIRSI35

BRAWEL .

IK K-k 2%

e ¥s 78 Z AL

.10 R AY

HEH&FSRE

6.1 KEMNFHF

6. 1.1 49 -WMAENRRERAFEY 500 g, BT ERABSRBERN, B H, FMHIFFRIA.

6.1.2 PR -BMERRERXFELS00 ¢, ENSERAGESRESN, B, MMFRIR. HEHKR 12 g
ABRFEOFHZ 0.01 @ F 250 mL B+, LEEZKIMA 50 mL BB HKB B 60 CLEAMKERE,
WHIEZEFERE BA 100 mLEFEERBRFP, AL BEKSKKERT . HER—FHBATER, BHAKER D
ZIE RS, B &R R ERE AR,

6.2 HMHEHNRE

¥iAFET 4 CRE.

SN RIS I RS BT R
D 0 ~N OO N B W N -

o

—

1) Oasis HLB EHZEBER Waters 2R~ NAR AR SHX—FEREAT T EERGENERSE  FARR
AXTEEAMEAT ., MRAMER R AAHERGRE, WAFEAXEFH™ .
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7 WREDE

7.1 RE

WHBH 2.0 g4 PHER 2.0 mL iy E R G 1.2)EB T So0omL RZEELEFMA 5 mL
ZEBNEMBR(4.14) A1 g FAPUA.12),ERTRY 1 min J§, 1A 10 mL ZiE 4. 3), T kERIE
4 1 min, FAAFEHRGEG 25 L (5. ) EIZiHR Y 2 min, A H 10 min,7 000 r/min F 4 CE.> 10 min,
RS FBBRBAR—BLE. BBEPMA 10mL ZE . T RFEFBRI—K,§HF LER.

EE®EFMA 10 mL IEC5(4.5),BZi#&%% 2 min,7 000 r/min T 4'CE. 5 min, RIEC (. FE
TEBREBZEHNEM . MA LS mLIEFNEBU ) FAOCKAKBREERE(APR I mLEEAETE
#%T). A1 mL ZE,ERERKEY 1 oin, ZEBZ 10 mL ELE, BH 1 mL ZRFHEER—K . BRE®R
ZERELER, Had/KEAF 10 mL,
7.2 H

KR EBUE (7. DBAT £ Oasis HLBR (4. IO PB4, WR LA KT 1 mL/min #5238 F
Oasis HLB& , BB me2iE)E, A3 mL 4k, FELL2WHLE . T. X5H 9 mL 2K
B, IR T 10 mL EZE.LEG. )%, HESHEENG. DRF,
7.3 T&H

EERIOmML REELEPKRKMA 85 pL THR KWL BR Z B (4. 15),500 pl Z R & Ba-Mk BE
(4.16),20 uL AEEHBESE (4. 9),1B5, F 60 CHE 15 min 5, ARKEENKT. A 500 pL
0.5 mol/L BRERE BB 4. 17, RERYG  FHEREBELE . HEHIMA 1 mL ¥ &K, BESRE.FE, I
FE R T E .
7.4 WEFHF
7.4.1 SHBE-RENBRSERNT

a) faigk:.HP-5MS,0.25 um ,30 mX0.25 mm(HNB) A YE;

b) B|R AR, 4iE=99.999%;

) WE.¥WBIETFE 1.0 mL/min,f#%f 5 min,RA)5LL 1.0 mL/min FEEFH 2 3 mL/min;

d) B .120 CEFF 2 min, REFELL 15 C/min FBZE 250 C,HLL 5 C/min AR ZE 300 CRFF

8 min;

e) BHE:1 pL;

£ B TR

g) HHEORE:300 C;

h) BOEBEE.280 C;

1) 45150 eV;

) BEFIRIEE 150 C;

k) MHBRHFREE 106 C;

D KRR Bb,diF=>99.99%;

m) RMAHE: 2 mL/min;

n) HEBTFLEN.BUEF.EEE . AFHESIRELR L,

xR BIUSF.FEER . LAFEHIRE

BEHEF (m/2) FEH/ % | RAFHEIFRE/ 1
660 100 | —
- 661 ) 40 o + 25
48 B 30 | +20
450 44 | +25
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7.4.2 EHNERMKE

5 00 4 o 8. 3 U i R B B (6] S AR ME LAE WA — B0 Bt F A B F 55 B B0, B30 A 5 B9 A U B F B
AN ERESHRETIEBFBENENEEREZEZEAKRTER L PIF A FHEITHZE.
7.4.3 EBRNE

BC R PUPR A LAER W (4. 23) Zr wl b , (N5 W %€ B-ME —BE LA m/2 660 A B F, Ats B B
D4 Ll m/z664 WERBE F  UREHRENEELHAETLERSL, AnE L/EMZAREXTERHETT
TR . FmBERPHFUDRGMMEINENFUENEERERN. £ L RAEEZEGT .8 _BEH4E
DS ERERRIZA R 26 min, - _EAAGTEYLE FREAMEEES LM A PRE A1,
A.2 . B A.3.

2GR P 4P -0 RS ok BE B K 2 (6] e 2R i 06 B0 3E 2 L 5% B
7.5 ZHIKE

BRATREBURFESS , B3 EaR PR F 1T

8 HRIWE
PP I ENESREX(DITE.
A C; Asi V 1 000
X = c, XA_E X E:, ) 4 _A_I- 4 ;1_ 4 1000 sasareesccsssssssassscscscrees( ] )
=
X—RHFPHUDERER, LU NHEEET 7 (rg/ke) ;

B RARE TR P B IR E, AU AAZEBEZET (ng/mL) ;
EW e 20 R i RIUE /RN T2
B o HE A YA VP T ) B £ o T
c——BHFEEBRPARYIRE, RUNARTFZF (ng/mL) ;

ci R HETER BT AP RIERE, AN A T B EZ T (ng/mL);
Ai— ERETERRFT AT NG EEEHR;

Ai— IR E P AR Y R 635 08 1 A
vV

B> oo

HRERAESEER, B NEH (mL);
REBEBAARAENER, B 7 (),
HRERMNARZ 8E.

9 WEE

9.1 —M¥TE

P ENEEERIEREER GB/T 6379. 1 MIGB/T 6379. 2 (M EHEN . HEEHEME AT
HRLL IS LTI {5 ERITE.
9.2 EEH

EEEARBERET 495 - BN ESEAE 0. 25 pg/kg ~2.0 pg/kg TEEIA, K15 6 K 1

VURGRAENZEABEIELZ®R r FIRERNERHRERX(2HE:
r=20.239 9 m —0.013 8 N & D

v o
m—0-# " BRI € H AW E , B AT T+ (ng/L) .
MREZEELEEUHR, MEFEAERGRHIEFZEARKETDRBE.
9.3 HBIH
ERAERRFZGT, 40P B B SEAEO0. 25 ng/ke~2.0 pg/kg TLEA,RBH WK M L
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MR ERETEEABSHRAER R, XX BEAEREXGIHE:
R=0.2867 m-+0.010 3 N D
K5
m— - — BRI T {H MR BE , L N B S B T (ng/ L)
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M = A
(B BT B R
- —EEMARTEDE S FREMREHE

FBE
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Bt & B
(HATEMR)
[o] 4 =

AR AP B-8 T BEES vk BE B 3 3 B i R A 1 B B
E 0. 25 pg/kg B, V-3 R E K 95. 3% ;
7E 0.5 pg/kg B, I EIWEK 89.7%;
7 1.0 pg/kg 6F, I EIKE R 84.1%;
£ 2.0 pg/kg B, FEHEIKRER 87. 1%,




