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B

ASCAE IR GB/T 1.1 2020C bR AL ARSI 55 1 853« vl A SO ) 45 R AR RS 5 10 U ) f) 1

AR GB/T 8381. 112005 (Bt rp Eh IR & A MK ) I 28 S WM A% k). 5

GB/T 8381.11—2005 AH b , B &5 #4 9 4% F0 g 3B P e sh b s EEH AR AT .

L]
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fAF R B R AW 2 &R E A
i R EE MR MK B i RE

1 el

A SCAFA IR T Rk v R 2 P A L £ AT Jg A Y TR R v TR P 125 2B A €2 35 R YRR € 7 - R
JoT 3 I R Tk

A SO 3 T BC A TR R 4 DR ORSRERD FERE LTS R TR A 4RDRL AR A B ARDREAS N 0] b R R
PRI L 2 ST fig 245 VR T 0 i g s bl ) 00

AR S 15 OB 635 32 SR R T WA BR S 10 mg/kg . E PR A 20 mg/kg; £ AL A H g 4
R R 0.2 mg/keg, R 0.4 mg/kg; it Fie MERERRAS R 6 mg/kg, R K 12 mg/kg., WA A
- HA T A B YR 0.02 mg/kg . EmBRYIN 0.05 mg/kg.

2 MEMSIAXH

A S H B P A A S R S T | R T A SO AN T A ek, b, T H Y 51 S
4 ALz BT R A RRASTE T A SO s AN I 51 SO, B i iioAS CRL 4 e A i 48 el o) 38 7
A,

GB/T 6682 43 B 5 5 28 FH /K A& A58 5 v

GB/T 20195 shiiakl ke 0 il &

3 RBFMEX
A B T BT AR TE R E L.
4 BYAEMBEILE

4.1 JRiE

TR A R 0 0 P T T R I, 8 e AR L 23 K S TR Y 8 I A A EORE A v RO 3
B SRHIMG I A5 P IR SO A I 5 I RE L SRk E R

4.2 RXFIS AR

R AE 55 A B E AU o3 A sl )
4.2.1 JK.GB/T 6682, —%.
4.2.2 WAk,
423 1Fc k.
4.2.4  FREUAWL W EEL2.2 MRS W VAP E) +VOK) =4-+1,
425 WEMENZ W R 0.2 g BETR 481, 13.68 ¢ =K AMMA @ . HAKBEMITEARR
1000 mL, JE4),
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4.2.6 WKPEEWR FBH 10 mL HEE4.2.2) K BIFERE 100 mL.IRA],

4.2.7  BEBERRER M W (0.005 mol/L) FRH 1 g BERefisf FR 40 T 800 mL /K v bR ## . M A 6 mL —
LG 24 mL KSR HKEZZE 1000 mL. R4,

4.2.8 BV PR PR BT (4.2.7) MU B (4. 2. 2) IR A V R I i FR ANV O +V (B =141,
4.2.9 FRIEMEE T (0.5 mg/mL)  HEBFRICER IR 2 Ik (CAS 5. 137-88-2, 4li AT 98.0%0) . L%
T e % FH R (CAS 5 :59-06-3, 4l FE AR T 98.0%0) | it il MBI (CAS 5. 59-40-5, 4 B R T 98.0%0)
% 50 mgCKE# 2 0.01 mg) .43+ 51'E T 100 mL F &I+, H P BE4.2.2) Bt e & 5. —18 CLU
T ORAF 5 R 2 P9 Wb TG B T TR L £ ST B 2R T T s A B A VA R A U 34 Sl 9 A T Tl g WS R R A 7
A RN R 6 1~ H

4.2.10  FREPEE I (100 png/mL) « HEHHFE HUOPR A & IR (4.2.9) 45 10 mL, 4351 T 50 mL & &t i
FORH RG22 ES RS . —18 CLUN R AN 3 AN H o &5k < H g A o v |
VBT H R (4.2.2) T B 20 %55 (5 pg/mI) ],

4.2.11  IRAARIE RN A RS TGS B AR TP R U (4.2.10) , W (4.2.8) Be i i Eh e N
WRBT RN 1 pg/mL.2 pg/mL.5 pg/mL .10 pg/mL .20 pg/mL F1 50 pg/ml., Z 5 BE MR H g it &
e 0.05 pg/mL.0.1 pg/mL.0.25 pg/ml 0.5 pg/mL 1.0 pg/mL Ml 2.5 pg/mL , fif i s hEm i 2 ik
JEH 0.6 pg/mL. 1.2 pg/mL.3 pg/mL.6 pg/mL. 12 pg/mL Fl 30 pg/mL FIRG AR UER I . 16 H]
BT

4.2.12  [EFAFEBE B K GEIR M4, 60 mg/3 mL, s REA Y & .

4.2.13  fRALIEME . 0.45 pm, HHLER,

4.3 X|/E&E

4.3.1 AR BN B A 2 AN I A (BB B R SR T A5 ) RN S G A T 2% . 92 O A T 8 BB IR TR 55 A A
Mz 5.

4.3.2 SRR RS EE 0.1 mg.0.01 mg,

4.3.3 JEWIEG A% .

4.3.4 EFEPIEVER .

4.3.5 EOHLFHHE AT 5 000 r/min,

4.3.6  [EHHACKE .

4.3.7 AWAL,

4.4 #Hm

¥t GB/T 20195 #l &k &, 270 200 g, By i fdi H 423058 5 0.425 mm FLAR AR ER 0f , 50 TR 40 28 A
BE P, & .

45 HKETEH
45.1 R

AT AR5 . FREL 2 gOm G ZE 0.1 m) ik FE T 50 mL B.0E o HEM A 25 mL #EHUR K
(4.2.4) I8~ A R 30 min (Y (8] 4 F% 10 min J8$E 1 ¥K) .5 000 r/min B0 5 min, WHE LIE R . 5RE
EEER KA LERV) L &H.

452 %
4521 B

HEL 8 mL & MW (4.5. 1), M A 5 mL IEC % (4.2.3) . 1% i€ 1 min,5 000 r/min B> 5 min, HEFHE
2
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BUF )2 5 mL (V) GBI 7 #0E & ok s R & BUEDRE AR IR A2 B 1 mL) . F 40 C PR E
T, 3 mL B EL 22 v (4.2.5) IR IEAE 8, IR 2,5 000 r/min B.0> 5 min, B FEWR . & H .

45.2.2 EHZER

K 3 mL FEE(4.2.2) .3 mL KM 3 mL BEEREE 22 Whitk (4.2.5) T& AL B AR 2 B (4.2.12) , &
(4.5.2. D4 A MKW 3 mL 7K .3 mL KPR (4.2.6) Wkt . 3T, F 3 mL HEE(4.2.2) B, B 5
Ve T 40 C TFTAAKREEF. MEFIMA 1 mL(V,) BER (4.2.8) R, IWIERS . Lk
(4.2.13) 3Lug . 50,

453 ME
45.3.1 SHBHEBESHEEMH

i RO (1% 225 25T

a) R Cu i K 250 mm, 4E 4.6 mm, Kif8 5 pm, SCPEREAH 2 5

b) .30 C;

¢ FENAH A KN BE B R R NI R (4.2.7) B RN BB (4.2.2) , BR VR AR LR 1
d) W1 mL/min;

e) HEFEEE .20 pls

D AP 267 nm;

g)  POEK LR AP 306 nm, &K H UK 350 nm.,

R BEREER

i [ A GRS H0 B A (43 80
min % %
0.0 70 30
30.0 52 48
32.0 10 90
35.0 10 90
35.1 70 30
40.0 70 30

4532 RAWMERIBBMLERENE

AL S B AR ST 4 WIBUR S PR UE RN A M (4.2.10) AR A TR (4.5.2.2) F ML G , 224046
Al TR A B B RGN ) I S S T P R R A e s AR, 0 S ARG T 2% 0 SE £ SR BRI R R . TR A RS E
T TR 1 SRR (o TR DL SR AL

4.5.3.3 EM

PABR B I 8] 72 1, 150RE 35 9005 TR 6 A o AR 0 3 R0 O e B A 25D o A5 10 2 ) B I i) — 30, AR X
TRZETEE2.5062Z W,

4534 TEE

DA T R P A 00 A T e B8 DA A A s € 3 0 TR AR A A AR A 2 i o oA T 2K HCA S R OB AN A1

3
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T0.99, TREVE I AP A I 400 F ) IO (L I v 9 pi e A VU LA R S L DA IR Y T A
42,80 B I BTN AE o B U o IS SRR P 90 P 1 000 0 A Jo o R B2 A A TR JB A R A
2R 30% .

4.6 HIEHIELE

RE R I Y DU 3w, T BUE DA Z A T 58 (mg/kg) Ron , 2 iR HETR A (D T
AL R AKX (23,
_pi XV XV, X f X 1000

w V, X m X 1 000 AR
A,
i — H bR AE IR 2 A A5 1 R T VR TP AR I A o R R B A B g T (g /mL)
Vo — AR IBUA R B, A Z T (mL)
V, — & ARTIEEHEBAEBL A 2T (mL)
£ AR LS B BT AL
Vo Al A T R R B O TR A AR R B O Z T (mD)
m R, AL ()
1000 — 45 R B,
A, X i XV XV, X f X 1000
w, = v (2)

A, XV, Xm X1000

A

Ay IRR R R A € 0 T

Pis o v P T AR I Ay £ o A R L B R RO B T (pg/mL)
Vo RO MR SRR B Z T (mD)

V, AT AR B 2 T (mD)

f L o il 2R T A 25

Al o o P T R DN 0 A € T e T AR

Vi e B R £ B A R B O = T (mD)

m 7iﬁﬁ)ﬁ§»$fﬁﬂﬂ%(g);

1 000 — B R %K,
T 5 &5 SR VAT 00 22 1 BB AR S 4 6w PR B8 3 A B .

47 BEE

TEE S AYEAAET - U 70 5E 45 28 5 FEB AR B MR A9 2 0 22 (A R T2 ARFI9(E R 102,
5 KiAEBIL-HEKEEE

5.1 JRiE

TR T R D A P I VR AR I, 28 1 O e AR L 2 K SR TR S 7 11 AR AS BORE 1A IS L WBOR €0 - HR 0B
T ASCIN 5, e 5t DG T o v Y 2k S e L b 12
5.2 XA M

B AR 55 A MLE | AU 20 A 2151

5.2.1 7K:GB/T 6682,—%,
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5.2.2 WIEE. ke,

5.2.3 Mgk,

5.2.4 1FE k.

5.2.5 FEHUAWE  HEEG.2.2) MKIRG W, VAP ED) +VOK) =4+1,

5.2.6  WEFRERZE R FREL 0.2 g BER A 81, 13.68 g = /KA MR A 4, FH/K % i IF % 25 1 000 mL,
HES

5.2.7 WRUEEB AE 10 mL HEE(5.2.2) , FIKFBOIEE A 2 100 mL,iR2],

5.2.8 0.1% FMREW A 1 mL R, /KM BIFEZRZE 1000 mL,

5.2.9 EHREW 01U HRBRIFEK(G.2.) ML G.2.DRAB. VI HRIER) +V LK) =3+7,
5.2.10  HR{EREAIE K (0.5 mg/mL)  FRECER IR 2 N Ik (CAS 5 : 137-88-2, 4l JE AR T 98.0%60) . £ Al Bk
Fe R R (CAS % :59-06-3, 4li B AT 8.0 %) | fiff il WEREMK (CAS 5 : 59-40-5, 4l FE AN IKF 98.0%0) 4%
50 mgORE B & 0.01 mg), 43l T 100 mL ZF &b B G22It E 4.1, —18 CUT R
A o B0 TR 2 TR W 585 25 VA TR 0 AR T e 2R Y TR s T A 8 VS VA 8T 38 O 9 A L Tl g s W AR A o A 5 U
WA RN R 6 A H

5.2.11 RAARUHEH HIE W (100 pg/mL) . HERH AL BUPR HEAf A5 15 WK (5.2.10) 4 10 mL T 50 mL %
FORFREG2OMBEERE RS, T—18 CUTRE. A5 31,

5.2.12  TRARIE Z B I B0 R BGE AR A A o P R (5.2.11)  FI B IR (5. 2.9) T ) B o 2
W N 1 ng/mL.2 ng/mL.10 ng/mL.20 ng/mL.100 ng/mL.200 ng/mL ARG Fr i R 5 %
W, I LR .

5.2.13  [EAHAE U : 35K SE MR P FE .60 mg/3 mL, i PEREAH Y % .

5.2.14 ffLIERL.0.22 pm, HAHLAR

5.3 UHF{i&&

5.3.1 VR AH (35 B BT . BCAT ML T 55 B 1R .
5.3.2 I RKFAGE N 0.1 mg.0.01 mg,

5.3.3 JEiRIE G .

5.3.4 WA IEVER .

5.3.5 Bl FEE AL T 5 000 r/min,

5.3.6 [EMA IR E

5.3.7 AMAL.

5.4 ¥

2 GB/T 20195 il &4 i, 2270 200 g B Bl H A 83 4 0.425 mm FLAR A KB 0 L S8R AT A
VB TR 25 T . s RO YA ] ¥ 5 — B, HLAE 755 00 40 £ B ek 18] Ak, 4035 w92 6L /N T 53k € PR 30 04
(9 BRDRHRR dh L VR D 25 AR A

55 RIGHFE
5.5.1 $2H

AT A S . FRER 2 gCm G2 0.1 me) ik FE T 50 mL B0 H L ER A 25 mL $EBUR R
(5.2.5) BB AR H 30 min(BAE EFE 10 min $R4% 1 ¥K) 5 000 r/min &0 5 min, E FIEWK . REE L
PR —K,EH EHRV) & .

(o2}
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5.5.2 &1k
5.5.2.1 PBkAg

BH 8 mL MW (5.5.1), M A 5 mL IES%8(5.2.4), #HE 1 min,5 000 r/min &.0> 10 min. #EH
BT EHEW 5 mL (V) GRINFBUR A ek R A B AR A ZE 1 mL), F 40 CTFTRAKEILR
T, M 3 mL BEERER 2% iR (5.2.6) M IR R, 1R 2J .5 000 r/min B0 5 min, BT L IiEWR, & .

5.5.2.2 EItHZEK

YR 3 mL HEE(5.2.2) .3 mL /KA1 3 mL B2 £h 28 vl il (5.2.6) 76 Ak [ A 28 A (5.2.13) , 2
(5.5.2. D4 FRE A KW 3 mL 7K .3 mL WBEE M (5.2.7) kst Jh T,/ 3 mL HEE(5.2.2) e, i 4k
PR TF 40 CTF AW ELE T EMINA 2 mL(V,) BIER(5.2.9 %M IRIeiRA . MILIEE(5.2.14)
kLR,

5.5.3 ERILERGIRE R B &G H

2 5.5.1 M1 5.5.2 AL 6 {2 FaURE 25 R I W A T 5 20 ) I TR 6 A 1 R 9 IR TR
(5.2.12) 4% 1 mL, B BEIR &), Bl % i & o B 4> %~ 1 ng/mL.2 ng/mL.10 ng/mL. 20 ng/mL.
100 ng/mL.200 ng/ml B3 T UL ALIR A A5 HE R 5

55.4 ME
5.5.4.1 HHEBESELEH

WAH % 2% 25 F

a)  (AIEFE Cos bt K 100 mm, WA 2.1 mm . Ki4E 2.7 pm, BEPERERT 24 3 ;

b)  #i:30 C;

c) Ui 0.2 mL/min;

& RS pL;

e) WM A M 0.1 % HRIER(5.2.8) . B NN (5.2.3) KR VERAE T ILE 2.

R2 BERBER

B 1) AR RS 50 B AR (AT O
min % %
0.0 70 30
2.0 70 30
3.0 5 95
4.0 5 95
1.1 70 30
6.0 70 30

5.5.4.2 RikEsx&H

TN L I
a) AR IS B R IR B TR N(EST )
6
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by ke Jr 3 22 W I (MRMD ;

o EBHEHIE:3.5kV;

d BFIRIEE.150 C;

e)  JB¥FIREE 350 °C;

D Z O I CMRM) B 5% K il i fig i 25 (5 UL 3R 3.

x3 ZREENMRM BFX #ABERMERESEE

. B VBT SE i BT HEFL HL IR Tilf 43 AE &
CRIUE/ER
m/z m/z A% eV
243.3/150.1 14 15
EINEZNTNNUIN 243.3/150.1
243.3/94.2 12 25
238.3/136.2 27 35
.5 Tk e R Y g 238.3/136.2
238.3/164.2 20 25
301.2/156.1 27 11
i i s bl 301.2/156.1
301.2/108.1 17 22

5.5.4.3 EFLER A RAER BRI R RNE

TEALES P B AR ME T L 43 S U VS FE R A5 b M 2R B A R (5.5.3) AR FE VR W (5.5.2.2) ML 22 .
i I DT TR A b VHE VA TR S B S T (R 1A L SR B
5.5.4.4 E

TEAR [ RS A5 R L RV i 5 2 T DE R 5 s A 2R 910 0 i B0 A 5 R ) v 758 D0 40 1 £ 7 (1)
— 8 HAMI MR ZEE £2.5% 2 N MRIEEE 3 A EEE FXF, AR R I E 2 I v A

Xof B 1 A5 B i B R 0T ) R T DG TEC B 1 R BV R PP S I E P S Y AN B T R L e 25 AN i 3R
4 JURE S U AT A DA A i o A A X R AR

x4 EUENVNERBENBEFFENRALFRE

AN TR B
, >50 >20~50 >10~20 <10
0
BARFRE +20 +25 +30 +50
%
5.5.45 TE=
D35 S DG TC TR A5 s E 2R 900 T v 1o 000 A %) O YR B SR A A b L i S T g BUR AR FR , 2]

v i 2 A SC R BV AR T 0,99, AR T (ﬂﬂ%ﬁﬁﬂﬂfﬁf“ﬁpﬁ/@ﬁﬂ@%?ﬁfi/lzlillj\] A R
P PR IO 9] B B AR R (0 ¥ Ak BT RS B PR (5.5. 1) B MR B F B . B SO o ek B L SRRV TR
HR A ) ) T R - R T DG TR A5 o oA TR A S R R A 2 A 30/

5.6 XIGHIELLE

TRE AR I 8 5 e AR 0 B w0 T BUE DA Z 50 B T 58 (mg/ k) R . 2 AR 2 20 (3) 3
7
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BB SRR A DT,

5.7

p: XV XV, X 1000

“" TV, X m X 1000 X 1000 3
A
o — HI L5 DC FC bR v R A A5 R T VR R N ) 1 o e R L B A e B 22 T (ng/mL)
Vo i R O R SRR B Z T (mD)
V, —R/AAWRTEEERGER. BN Z T (mL) ;
Vo b A e T AR B A W A AR B, B S 2= T (mL)
m 7ﬁt1¢}ﬁ§ ,$1ﬁﬁﬁ(g);
1 000— B R
A, X i XV XV, X 1000

PITAL XV, X m X 1000 X 1 000 )
A
A, A WP R DU A 1 e g i T AR
Ois LT VC L IR G b o A W A I ) 1 O R B RS R AN v B2 T (ng/mL)
\% — R PR O R B AR B, B R Z T (mL)
V, —RAARTREEBBREE, A ZTH(mL) ;
A BE T UC IR A o VP A I A Y e i T A
Vo el A s R A IO W AR R B S T (mL)
m  — B FE T, B () s

1000 — B R %K,
W) 5 25 5 DL A7 00 52 19 B8RS Y9 R R B 3 A RO .

W

TETE R AEZAT T WU ST 0 5 25 51 55 LB P B R A9 46 X0 22 (LA R T3 AR 39 2006,
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Mt X A
(ER
EBREAW. B REREMEREEWESIERRESNRERIER

A1 R TR TR ORIl W A A T 9 TR ) v RO i TR DL IR AL

I EZE/mAU

T

-10

0 5 10 15 20 2 30
B [ /min

brgl 5 U .

1——Fh iR 22 TN Ik 5

2—— Tl file v bk

B A1 HEREAEMAO0 pg/mL) FERREREM (6 pg/mL) 5 #A K B S 2Kk 1E & E

A2 LTI R TG AR vV RO e RO (T UL A2,

15 4

10 -

% %%/ mFL

0 5 10 15 20 % 30
B[] /min
BRI 75 Ui B .
1— A B R S,

B A2 ZEBERFPEE0.5 pg/mL)iRER KRS RREEEE
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Mt & B
(TR
BEBRESAW. ZCEBREREMEREEIREEE FRIEE
ER R 2 P W | L AU Mg 2 Y T R g s R i 5 (835 KT DL IR BT
100 1 NL:4. 08E3
SRM ms2 243. 312
50 [94. 207-94. 209.
150. 136-150. 138]
0
e 100
X 5 NL:8. 09E3
‘% SRM ms2 238. 262
& 50 [136. 154-136. 156.
= 164. 154-164. 1561
0
100
3 NL:1. 28E4
50 SRM ms2 301. 212
[108. 124-108. 126.
156. 070-155. 072]
OI'IVIPllIf|||l|'|'l|l'|lI'I'I'I'

LBMNLEMEN A B B B A B B B B B B B A B B B LA B N MR AL B B B B |

0.0 0.2 0.4 0.6 0.8 1.0 1.2 1.4 1.6 1.8 2.0 2.2 2.4 2.6 2.8 3.0 3.2 3.4 3.6 3.8 4.0 4.2 4.4 4.6 4.8 5.0 5.2 5.4 5.6 5.8 6.0

Iof [A] /min
FR51F 5 3

IR IR A Mk
2 JH O A 5
3 —— LAB A .

B B1 ERERBEBSFAEREPHEBITMW ., Z S B R X B B 06 R EEW (20 ng/mL) EEE F &I E

10



