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AR B ROV E

1 EE

AR SO AR T AR e 22 3 A 2 YRR 0 ER I T S R R AU A T I Tk

AR SO FH T C A RDRE M 4 TDRE RS R RS e BRI A TR A R v 22 R R A

A SC A v YRR T T B R S R BR R 0. 04 mg/ke R FR R 0. 10 mg/ ke 25 A0 AH 4 1% 55 1
R 2 mg/kg o BB R 5 mg/kg.

2 MeiEsS| A

B S I PN 2 A S R | I A AR S A b AR AT D i Sk sk . o, T H I 51 SC
PF L AIZ H X I 8 RRAS 35 AR SO 5 R H O 51 SO H SRR RO (B BT R 48 Bl i) 3 T
A

GB/T 6682 7379255 2 FH/K KUA% Flial 46 5 ik

GB/T 20195 ikt kel &

3 REBEBMEX
AR SCF B A 5 B E AR TR FE
4 KrEEIE-R BB (hEE)

4.1 B

TR ) 22 5 5 R AR R VA W B I, VR A 185 P 5 1 1 AH A8 BUME v Ak IS o ROAH €0 335 — B B 0 3% 1
W AE 5 BRI 1,
4.2 KFI AR

FEMARRRHMCE ERBARAELERBEBETRES,

WAl o A B A 43 A gl 7]
4.2.1 J/K.GB/T 6682 MEH—HK,
4.2.2 HWE.@AER,
4.2.3 Mg,
4.2.4 WR. 359,
4.2.5 HWEE. AR,
4.2.6 ERFRWEW (0.1 mol/L) : BHL 8. 4 mL WL R . /KRB EAE 1 000 mL, R4,
4.2.7 5Y%HEIKPELEW 20 mL B (4. 2. 2) T 100 mL A&, A 5 mL &K, 58 5 B
(4. 2. 2) A IR
4.2.8 ZTREVEW (0.01 mol/L) :FRHL 0. 77 g LWk, /KM IERBEZ 1 000 mL,IEA],
4.2.9 ZFREVEW (0. 002 mol/L) : B 100 mL Z MREZ W (4. 2. 8) , /KR #E 2 500 mL, R4,
4.2.10 Z¥W B 20 mL FR (4. 2. 4) .10 mL SENEE(4. 2. 5) A1 170 mL LMREEH W (4. 2. 9, IRA],
R (4. 2. HIFY pH 2 0. 8,
4.2 11 FRUERHA W (1 mg/mL) EFIFRIL 29. 5 mg AR %25 25 R AREM (CAS:65710-07-8, 4l FE A
T 9620 T 25 mL RWIEA S, KM IFER RS, T2 C~8 CRAA. AN 1INA.
4.2.12  FRufEPEEW (100 pg/mL) EFIFEE 10 mL FRERE AW (4. 2. 11D T 100 mL BN 4 2 5

1
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L K RBER RS, T2 °C~8 CIEMF. AR R 5 K,
4.2.13  FRMETAEBMW (10 pg/mL) HEFIR I 10 mL AR E AW (4. 2. 12) .5 T 100 mL BN EA R
R B 4 2. 1O R B E 4IRS . I LR .
4.2. 14  NARMEE& AR (0. 02 mg/mL)  MEFIFREL 1. 11 mg MRS & E-D, fpdidh (4 E AMET 96 %) T
50 mL RGBT MK B I ER GRS . F 2 C~8 CRAF. AR N 1 4H.
4.2.15 PIARTAEH W (10 pg/mL)  HEFIREHL 5 mL ARG & (4. 2. 1) F 10 mL BINHEE =R .
HAMBER RS, T2 C~8 CIr. AR N 2 .
4.2.16 IRAFRAER G - R RS BUE bR ME AR R (4. 2. 1) A AR AR (4. 2. 15) F 10 mL R
P2 s b, 52 0 W (4 2. 10) Fil B 25 0 TR A s o 2 910 5 R, 9T A VR B 43 O3 1 20 ng/mlL
50 ng/mL.100 ng/mL.250 ng/mL.500 ng/mL.1 000 ng/mL., WHRHE K 250 ng/mL. Il HIE,
4.2.17 WM A:BH 5 mL HER (4. 2. 4),10 mL ZMREIFEW (4. 2. 8) ML (4. 2. 3D ERKZE 500 mL,
1’2,
2,18 WiEhAH B AAE 5 mL W2 (4. 2.4),10 mL ZFREHER (4. 2. 8) K ERZE 500 mL, R4,
2.19  TRA RIS PHES 1 A B .60 mg/3 mL, s PERER 23 .
20 THALVEME 0. 22 pm HHLER.
I REiE &
VO AH €0 33— HR BT 3 < O AT LB 55 B TR
TR KEBE R 0.1 mg.
B0 ANIEF 7 000 r/min,
W ETR A5 .
7 T VAR
R EESITE S,
pH it Kk 0. 01,
&
i GB/T 20195 il &£ dh . /0 200 g, M el H 43R 1t 0. 425 mm fL&&E B M TR 20, 36 A
AR TR A
4.5 KBS
4.5.1 R
AT 2 IR, FRIBGRAEZ) 2 gCRE A E 0. 1 mg) ., & T 50 mL BB E L&A 0.1 mL HAR
TAEV W (4. 2. 15) JHERRI A 20 mL EHFRIE W (4. 2. 6) . W HEIR S 1 min, A $2H 30 min.7 000 r/min &
L 10 min, B S,
4.5.2 &k
WK 5 mL HIEE(4. 2. 2) .5 mL ERBR W (4. 2. 6) 3% Ak [ AH AL UM (4. 2. 19) , MERRAS B 5 mL |3 i
(4.5 DaddE 0 AL 1 mL/min, 2351 H 5 mL EhERE B (4. 2. 6) .5 mL B EE (4. 2. 2) #k %,
T, H 5 mL 5% %K BB W (4. 2. 7 BRI, WOAR VR T R IR 25 04 b 7E 60°C A AR T . HER A
1 mL ZHEW 4. 2. 10O I HEIR AT i AL IR B (4. 2. 20) F R M b, 7l
4.5.3 MmE
4.5.3.1 HHEBIESEEZHG
WAH TS S % 5
a)  {OGERE B A 100 mm, AR 2.1 mm AR 1.7 pms BMERERT Y % .
b)  HE:35 C,
¢) ik :0.3 mL/min,

& HERERE 10 L,

I N
~N O O BB W DN =
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e VLBIHH B REREBIREE ILA 1.

£ 1 BEERRF (REGE-RBRE®)
fif 8] » min Wl A% WA B, %
0.0 80 20
2.5 80 20
3.5 35 65
5.5 10 90
6.7 10 90
7.5 80 20
12.0 80 20

4.5.3.2 RiBEEH

il 2% & P F

a)  HEI A WS R R R B (EST ),
by gy = 22 O I (MRMD
o EBHERE:3.5kV,
& TR 300 C,
22 I W (MIRMD) 25— X6 L H R B il 43 g 1 DL 2,
F2 ZRMEEN(MRM)BEFX EFLBERMZEEENSEE

o W T A HEAL AL i B
B4 F
m/z \Y4 eV
540.1>216.9 92 28
LSS :
540.1>>378. 0" 92 16
547.3>217.0 154 28
EUHHD, ,
547.3>381. 1" 154 16
B T
4.5.3.3 REMERIIBRIXHERRNE

TEAL S Y SR A5 PR R 20 S IBUIR 5 A o R SV IR (4. 2. 16) FNAARE TR IR (4. 5. 2) EALIIGE .
B b TRV VA A 10 (3 P LR SR AL

4.5.3.4 EMH

BEFRIR

FERA TR A5 PF T AR 5 9 5 T P v 2R B 3 T b 22 35 i 2% 1) O B IF ) AR T i 22 B AE + 2. 500 2
P o MR 2 B 4% 00 VR 1 X, P Al 38 ] b 22 3% o K PR 1 O ARDON S 1 B R R R Y
TR b 1 2R 90 P80 Y0 T NS 0L 14 R P 8 B R R 8 1 R R A i 22 AN 3R 3 R Y FRL L DU AT B S R i

IR ETER.
x3 EMENENENBEFFEENEARLTRE
AR A
AHXT B T B >50 >20~50 >10~20 <10
iR K AT A 2 +20 +25 +30 +50
4535 EE

D22 3 3R o v R 97 R SR A R DR B Al A R D P s 1 0 TR B O A AR s 2% A s o

fH 2k, s o T 2k B AT O 2R BOBE AN T 0. 99 . IaURE A5 b VT IR b 22 38 i 3R A1 W O {4 o7 7 4SO A T )
LRAMEVO L PN L A0 2 M TR T N 4. 50 1 FERT AL B I E . B RS E R I SRR A TR P AR Y
e JE 5 TR b vV T 4 3 R AR Y R MR A 22 AT 3004,
4.6 RAIEHIELE
R P B R A B AR 0 B w T BUE LN Z S T 08 (mg/ke) Row » 2 BT A 0D 3
3
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B A (T
~ pXV XV, Xn X1 000

inQ<m><1 00051 000 B R @ D)
K
o HIbRIEIT AT B B R R P A R TR R AR SR S A s A = T (ng/mL)
Vo RO AR BB, B ZE T (mL)
Vi — ZEE R B, B8 Z T (ml)
n 7 HE 2 LAY T R A 8
1000 —#55 R4
V, e RS B AR U R O Z T (m)
m o URE B O RUE L AL BE () .
AXA (KXo Xp XV XV, Xn X1 000

w:AiSXASXp/i,. XV 5m X1 000X 1 000 B PPN ¢
A
A IR R 22 A A (0 e T A 5
Ay TR b TV T P s ) 0 T AR
I TR R 22 8 2R B R R R BUE S A e B 2 T (ng/mL)

i~ RRVE TR A BR R R RE BB B A s B = T (ng/mL)
Ay —URR I IO AR A D T AR
A, T A I8 Y 2 3 R R A e Tl A
o TR PR YV 00 PR bR T e B A BRCfEL B N B 2 T (ng/mL)
5 25 5 LA T I05E B 5P B R RS RO B 3 LA AT
4.7 HEE
TEFZAEZAT T -2 YOI S D05 25 0 5 RSP S (B ) 46 %0 22 (HA R T2 AR 152,

S BRKMERIEE

5.1 FRiIE
TR HR 0 22 3 5 25 FH R R VA TR L, 22 R TR 5 BH 5 1 T AH 4K BURE vk A0 R R RE AT AR ) L Ak
VRAH 3 43 B 8 SR T B AG I L A vk 8
5.2 R FI = A
FEMARRBRHNMOE HRBERAEEREEMRESR,
AR 53 A HLE AU 43 B il )
5.2.1 JK:GB/T 6682 &I —ZK,
5.2.2 WEE. %,
5.2.3 W 0%,
5.2.4 ERFRVEW (0.1 mol/L) : WL 8. 4 mL WL, /KM EAZR 1000 mL,iRA,
5.2.5 5% %KW B HE 20 mL FIEE(5. 2. 2) F 100 mL &8 H P ImA 5 mL &K, R )5 JH H B
(5. 2. )RR,
5.2.6 S AMENA (6 mol/L)  FREL 240 g &UAALEN . FIKIE i R H 2 0 K E 4% 1 000 mL,
oA
5.2.7 WHFRERGE v W BRI 24. 73 g BRI A 900 mL /K%, A A AL B W (5. 2. 6) I pH & 9.5,
KR REERZE 1000 mL, IR,
5.2.8 Ak FREL 0. 134 g 47K T 25 mL A# A2 B KK 5 mL HEE(S. 2.2) 0. 1 mL
25 W RGO MR SR MW (5. 2. DER BZIE RS . ERRAE.
4
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5.2.9 FRUEME S IF W (1 mg/mL)  HEFHFRI 29. 5 mg iR % % 55 R Ar & (CAS:65710-07-8 , 4 fiF
AMETF 96 %) F 25 mL BINEAE M P, MKEM IFER RS, T2 C~8 CHRA. AW H 1
A,
5.2.10  ARUEFREIVA W (100 pg/mL) : WAL EL 10 mL AR fEAE A& W (5. 2. 9) T 100 mL BRI 2 B
L KRB ER RS, T 2 C~8 CIREFE . AR R 5 K,
5.2. 11 bRl RIVE W - B AL HUE i 2235 25 R AR e b 1A W (5. 2. 100, FII IR Eh 2 vh I W (5. 2. D B¢
FE A TR AR UE R B I, I W A R 0.500 pg/mL.1.00 pg/mL.2.00 pg/mL.5.00 pg/mL,
10. 0 pg/mL, lmFHELEC .
5.2.12 PR TREGH - FREL 0. 77 g ZFREE M A 800 mL 7K, R 5 . 40 mL & /&, HK T B
ERRE 1000 mL,IRA],
5.2.13 RAMGEIHE 7R AHAE B 60 mg/3 mL. o HEREF 2 %,
214 BRFLUERR 0. 45 pm KR,
3 MUEBiEE
301 A A BRI S
SRRV KT BEH 0.1 mg,
RHER A
7 I R
BOML HEAEF 7 000 r/min,
CIR RS TE S
fE R K 7B 5
AIRAL
pH it A5 H 0. 01,
&
il 4.4,
5 AR
55,1 &
AT 2 iR . AREBURAEZ 2 gOEHIE 0. 1 mg) . BT 50 mL B E L& HERINA 20 mL
ERRIE W (5. 2. 4)  IHEIRA 1 min, # A $2H 30 min,7 000 r/min B0 10 min, 3§ & .
5.5.2 %k
M 5 mL HIEECS. 2.2) .5 mL ERFRIA I (5. 2. O TG AL A A BURE (5. 2. 13) , fERI AL HL 5 mL F i
(5. 5. D ke HHE AL 1 mL/min, 428 5 mL SEBRIF M (5. 2. 4) .5 mL HIEE(5. 2. 2) K ¥k, il
T, 5 mL 5% Z0K A IR (5. 2. 5) PR, AR VR TR T R N 25 045 v L #E 60 C AU T . HERRINA
1 mL R ER 22 Wi W (5. 2. DO iR ETR AT o s AL B AR (5. 2. 1) F R P b, R
5.5.3 WE
5.5.3.1 WHEBIESEEH
WAH S % 55T
a) AL C L, K 250 mm, 4% 4. 6 mm, KR 5 pm. BPEREA 23,
b)  HiR:30 C,
c)  Ki#s . AWK 230 nm, 5T K 389 nm.,
d)  Wi#:1.0 mL/min,
e)  HEREHE .20 pl,
D WEMHAMYLR-CREBE (5. 2.12) . BH N ZNE 5. 2. 3) M EVEBIFEFE W% 4,

or oo oo oo oo o o1 o
O 0O ~N OO O A W N —

o1
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R4 BEXAHEER(BREHERIEEX)

B (8] , min A% B, %
0. 00 95 5
3.00 95 5
5.50 75 25
8. 50 30 70
8.51 95 5
15. 00 95 5

5.5.3.2 fHRERIIBARMRFEARRUNE

TERA A BURR ME R AN VAR (5. 2. 1D FHRFEE W (5. 5. 2) %% 0.4 mL TRAEFHEREM T IA 0. 2 mL 17
A5 (5. 2. 8) IR ST AT AR 5 min JiF o 37 RIFE AU 19 Je A 25 4 T DU A v R P IS RN AR VS W . 8 R
o VR VA5 VR 1 3 A58V A i 1] DL SR B
5.5.3.3 &

AR B3 B ) 2 1 o SR V5 8 v 22 5 8 28 % B ) ) L 5 B o 2R 40 Y T O o vk 2 3 ) b 2 8 R R AR
B R ] — B0, HARR w2278 2. 5 %0 2 .
5.5.3.4 EE

DA 22 5 25 22 b M 2R 90 VS VI JB kv EE Dy R A s, €8 3 06 T B A N A B L 42 T b o i B o it 2 B A
REBANART 0. 99, U W5 A5 T VB Hh 22 35 25 22 10 ) . {1 X5 I 26 S0 25 R 1 7 2 4 31 1 P i
LRV L DRE VAR R A R 9 (5. 5. 2) F IR £k 4% P (5. 2. 7) B B O BB 80 ) R IE BBl N L A3
A BALINE o B e B SRR VR P A A R T VR S AR ME VS T i R A 22 AT 3096
5.6 KIEHELE

TRRE v 22 8 Y DL T M B o T U DL Z R T 5 (mg/ k) Fom . 2 R MR A (D) I
B SRR A (DT,
_ pXVXV, XnX1 000

w V, Xm X1 000 n
K.
0 ——— F A o e A 3 1) R VS T e R VR P B R A O B = T (pg/mL)
A% — JURE P O AR AR 0 B A = T (mL)
Vi — BHEEERBSEAE, A Z T (ml) s
n — 8 G T AR R A
1 000 — B 25
V, — AL B RS IR L WA B B o Z T (mD)
m R BB B R v ()
A X p XV XV, Xn X1 000

W S X1 000 N D)

K.

A —BURR I R b 22 3 e 2K (3 e 1 A

2 P v VA T 22 3 B R A R MR B O O B T (pg/mL)
A, B T U 22 3 g 2K Y (3 e 1 A

I 2 S AT SR T L TS SRR B 3 A BT
5.7 WEE
AE TSR 2 PF T 2 7 0 5 5 0 5 B AR T 4 (81 4 0k 9 (1R K T R A9 19 15%
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G
()
REBERAGERAECRATN CME

L Z IR A PR (20 ng/ml) &2 2 3 X% ILE AL,

BA REBERSFERE(20 ng/ml) EREF it E
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Mt & B
(BFRE)
REEZRERRS U EBEBIEE

YRR (10 pg/mL) & 8508 A (135 14 0L 1A B,

|25

B ZEZIRMRAERRK(I0 ug/mL) SR HEBIEE




