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APRHERLE 1o B0 €558 - b SR MS) A 4 - il (GC-MS)
5 97 2% P B SK FN 2 3R 1
AR MEE R T /Kt 0954

WCHR €0 L R 5 55 R T IR T
T Heax 1 B0 S0HH 6630 T 1 ( GC- MS)&E!'JJJ 2

TFAILKE R 1 mg/keg &L

2 MEHSIAXH

F AL TE H WA RRA 3 B T 4 3C
A< S .

B3 SO R T AR SO g PR R
fF. FURATE B B0 5] S0,
GB/T 3922 #5a s {4 i
GB/T 6682 ﬁﬁ%%ﬁ%mﬂﬁﬂﬁﬁﬁ%
GB/T 8170 % {fi e 29 48 W 5 1% il -

3 Kk . HEeH-ERMEEH

3.1 R¥E

BAE o 9 47 B R 25 2 O LB
WS LA 5% ) A L A o

3.2 A

B3: 53 47 L S o AT SR 449 4 4
3.2.1 HIRE. (il
3.2.2 MAMREE. (RGE4L.
3.2.3 L BEAA . (R4 al.
3.2.4 K ARIE GB/T 3922 i H05E AL MR 14 7 ¥, FEAN A2 Bt L2 B4R B 3L v S8 0 0.12 g/LL.
AL BL .
3.2.5 HUIERIRAERL65.5 pg/ g MEA O » B FCARME D) I b 0 L SRPEREAE 2 %
3.2.6 ZIERIRAENHL.76.4 pg/ g MEA TR 8 FEHRME 9 I b o, SR REAE S %
3.2.7 MR ZIERARME TR B LR % 50 pL F 50 mL 2 WM P 13 O 5
3 0 AR50 RO E 20 70 pug/ L bR T A VA . AR B R R [0 v ) T
M. AT LR ME T 8 M R 5 PR

17 A LR 5 55 B 1 1 L

b/ T 6682 #liE 1 — 2K .
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3.3 UERFR&E

3.3.1 WM AIEL.

3.3.2 U RHEA R TR R

3.3.3 fHERKBRSGER . (37+2)C . RFHAE K 60 K /min,
3.3.4 ¥ K R 0.01 g 10,000 1 g,

3.3.5 HEHIEM 250 mL,

3.3.6 KFELIEM.0.45 pm,

3. TR
3.1 HMmaratiR

AR TR DY MEE 4 5 mm X5 mm,iB5). PRI 4 ¢, K £ 0.01 g, BT 250 mL HETE
(3.3.5) %, A 80 mL FH(3.2.4), i EIE)G R 0UR3h (LT 4E 50 IR . FEAF OB E RK i
e i %% i (3.3.3) % 60 min, FXHGH LK AR WEAR (3.3.6) L U8 S5 - 155 AL R% 73 ik

32 HEBAESESEHS

TR 5 R S A AR R A X HE AR RES A RSN, RATISH
C # 0E B 0 i i 5l Y
a) {oidk &%, 0% Zorbax Eclipse Plus C-18(4.6 mm X 150 mm,5 pm) 8 24 3 ;
b) WzhH:A H:&A 10 mmol/L BEEREE M 0.1204 L e R MR 7K 7 Wl 5
B #H : ¥ 5
AM:BM=92:8({kfHI).
¢) i :1.0 mL/min;
d) SRR .20 pl,

343 BHEBASEFERESESRH

di T 00 R 4% S 5 i (0 FH A A 88 R AR A 5%, B I AS o B 45 ) e SRR 5 26 B 1 T3 2o ) 0l 2
8. K F 2500 #louk oA xR Al Y .

a) RFEEFRE:Hg 202;

b) F4rtE 0.5 s;

c) IhE.1550 W;

d)  FALAF: [ F RS

e) WK .F|S O =99.999%;

f) #AWE.0.60 L/ min~1.20 L./min;

g) MM A SR SR 1.0 L/min~1.2 L/min 2Z[] ;

h)  REEREF:10.0 mm;

i) HHEFENIE.<0.2 mm,

3.4.4 WE

A4 FE i A 0 0 M TR O 4 ) AR 2 3 ol SRR 4 4 B T R I AR o PR

i 0 4 ) L B0 O O s A 7 At i A FLOR R R R R . IR PILR AR MERE dh (B 2
WA AL,
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& bR S5 A TR AR BRI TT S il 5, PIGRIERT A RBA S AT HMAILERILSY .
3.5 ZRITEAMERT

REPHILRAESY i HFREADIHR.

A L. MV
X. = PSSR IR 000 e (1)
A.Xm

A

X, —idAEPAILKRLESY  HF R, 20 HZERE T %W (mg/keg);

A, — P HIGKREESY BB

A WETIHEERPAIRLAESY 890w ;

C,— HHETFERBPAEIRESY « BWKE, LA ZETHHA (mg/L) ;
V —HERER. B8 ZEHA (mL);

m ——AFEE BN ().

) S G5 DL A PIL R 9K 0 55 1 o 9 s T RS R B /NS e A

4 FHiE2.5HEBE-RiE*E

4.1 RE

ALY TRAERE . F pH=4.04+0.1 MR T . LA Z 2001084 R A7 4 16X 77 . 0 28 0 i
3L 5K 1 2 36 R 4 35 U AR Ak AU 680 - TR (L (GC-MS) I 5E . LA R B B 8] 5 P S s i 5 it

4.2 K

Bk 7 A ALE b Br A R i ali . IX38 K AR5 GB/T 6682 HLE /Y — 2K
4.2.1  Jo7K Y 5 Kk g
4.2.2 FEk.
4.2.3 MRYPETFH, B GB/T 3922 Y HL B AR 14 1 i, o3 PR B .
4.2.4 RN 1 mol/L ZERENE IR, HIKZBRIM%E pH=4.040.1,
4.25 FKBHRRH,HOER X KHEME, T 650 CHH 4 hBHEE T TSP &EH.
4.26 PIZIEILEm . EME S &M T RE 200 mg MZ REMILE T 10 mL fFEE KD, H

JC7K Pk il L SE R . M RO BE N 20 mg/mL OB BMRED) . I BOATEE M BLACBLA] .
i ¢ BB vk ol AR RS BB PO 2 R L B 3L 5 A AR e A e e R R

4.2.7 A LR b oG 6 T8 00 - 45 A DL R B o i 4 0 0 Al BE K T 5 T 98 00 9 AT BIL K i ofE 4 T AC
W< LLAT BILoK P B o B BC i A ik T -
a)  FIERPRMESE & W (1 000 pg/mL) . HEW PRI AL B B OR FrofE & 0.116 4 g, 3% T JC K P4 = ok
W2, EH5FE 100 ml,
b)  ZFHERIRHEME AW (1 000 pg/mL)  HEHHFRIBUE AL £ AL R brfEdn 0.115 2 g, 3 T JCoK U & ok
W4.2.D)% EHEZE 100 mL,
i AR EMGEFBRNERAFRRP. T 200 CHATRIF.RFEMAE1TH.
4.2.8 FULKRRMETAERFB L pg/mL) 20 5 58 BUH 3R 55 6l & 75 W[ 4.2.7.a) 190 & 265k s MEAf & 7%
W[4.2.7.) & 1 mL F 100 mL FEAERMSP X KYAKA2DEFZEZE . E2). KigWR+P S
AULRMEE FHRERN 10 pg/mL, 0 10 mL & EH 10 pg/ml MEFEHE T 100 mL fFRAEEREKRS AL
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K VYR (4.2, D) SERF LIRS A OURGRE TAER AT SE N BLACBLA .
4.3 iZ@EMNER

4.3.1  SAH - K AN

4.3.2 fEEAKBIRSER.37T+2)C IRFME L 60 IX/min,

4.3.3 KM ER .50 mm X 0.45 pm,

4.3.4 JERLEEES 125 mL,

4.3.5 HZFE . fS# %K 30 L/min, R JE 0.07 MPa,

436 BE.LE:50 mL.,

4.3.7 BH.LHL.

4.3.8 imBE{Y.

4.3.9 ¥ KB 0.01 g f10

4.3.10 —WHEHESRE:2 mL,

4.3.11 AV IEM . 55— P TE 4T 4% (4.3.10) 45 pm,

4.3.12 VFIEBeM . BB 0% ,50 ml.,
i o B AT 3 3 A% L AE (F A0 & IR EL

4.4 SHHRE
4.4.1 ERR® &

B ACRIER AR By R 5
HEIEH S . A 80 mL EE#: i (4.2.3),
FHECA 7K M 8 B (4.3.3) Ay i 77l i
fiT L H

44.2 T

FRS 0 ME W P2 B 20 mL
W .2 ml DU Z 3010 BN T (4.
5 min, £iE#H 10 min 5, F
HH o e R (4.3.11) A9 7 5 8% (4.3.1

4.4.3 FRAER NS &S &

M EBOE R AR E TR R (4.2.8)F 50 mL FIEEHR A3 12) b, n ABBHTHK (4.2.3) F
20 mL o I WA R b o S 0 3 9 Bl [ B R 4.4.2 TiTAEE.

4.4.4 {LERSh
4.4.4.1 GC-MS 9 &4

MRS EHAXREMEREAE L HEATRESG OIS ES8. RRATHZH
£ # 3iF PH X i 58 i 1Y .
a) faikH . HP-5MS,30 mXx0.25 mm X0.25 pm, 84 24 #;

h, 3 F KUk T

W% 0.01 g, 8 F 150 mL H3E
38 A TR % 28 (4.3.2) 1 %60 min,
T R B2 3 (4.3.5) ] 4 2 BE ol it

A2 mL ZB4.2.4) % vhiF
W T, fE R HEAN (4.3.8) I iR B
min, B F 2. 28 A Al
GC-MS) 4 #r.

10 'C /min 50 C /min

b) faiEfEEEF.40 °C(3 min) »160 C (2 min)— +280 C(5 min);
c) HFEQRBEF.250 C;
d) Eltl:ﬁm.::fﬂﬂ T3
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f R EE 270 C ¢

£ BB REH A B 7wy SIM(LE 1),

g)
h)

AR A ES 45 =99.999% ; #ifit . 1.0 mL/min;
'11%}1 A El;

1) HEAER.70 eV,

1)
k)

P FE 7 3 A i R
JEH'"M‘I ;11_,3

4442 GC-MSWZEERPAMESE RMWBIE

AT A L )5 B FE i (4.4.2) A br g TN i 1R AT . A PR b
amTAEPH GC-MS THAEE S

0 S5 5 b o T A 0 T 0 ) B DU AR R 1 R R
F X H W E .

ﬁilﬁﬁi{ H' r'E‘; f amu

i1 4 9 24 R

et
3 7, 3t 202,215,246
— LK F 202,258,260

445 zZHAE
3 W 5E A TR B8 T I

45 HZRUTHEMRTF
KEPAILREEGY Wy

I
h .
A,
A;
r;-.

v

m

APLKR: HEF& &,

— TP ALK ¢ T8

fiT e e s P ALK « findk MWJ#’EEF”
PRERRINIE P A S ALK S FAMRE B N ZEWH T (mg/L) ;
B AR R, B N Z T (mL) ;

— AR A AR B, LN T () .

W 5 45 2% LA 25 A7 LK B RS I 45 3R o1 3 R0 H RS R F R B/NBUS G — (L.

5 MER

R IR AR R S

o
3
=

HPLC-ICP/MS & i) A #1735 K PR 24 0.01 mg/kg,GC-MS #0894 PL&E M E KR A 0.20 mg/kg.

6 WMEHE

{Em] -

-SC R E L i () — 4 1 P R 1) 5 %, e R 1) A 0 58 A i O o e (i) g X ) g Y X 42 A
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REMEELMAHLTHAS:
a) AFRUHER RS

b) B i A9 il A 5

c) X5 HW;

d)  EREER

e) SASKRHE M) ] (W 2% .
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