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BRPHERBRARHDZBENNZE
RAE B - R REE

1 EHE

FAEHETHRKTRMEMERBEY 5-F EGHR-3-FE2-EM 2 H (FHF AMOZ) .5
AREGA B R ER (HFx SEM) (0 % B 9 U 1-FE-2-ABIR (R BR AHD) ok w8 8 U9
3-FH-2-MEM G B W (R FR AOZ) 5% B 2 ) Wi £, 33 5 K I AR U 58 0 2k

FREEATHRTHEABARBYREROWE.

2 MEHSIAXHE

THIXHFREFESERENG ATRAEGENERK. LEEHBRSIAXH . KEEFRA
MEEE (REEHRNARBITREARER TR, AT, ZMREAREER DS TR
EETERXSEXHENRFEE. LEREHBNTAXH  HBHRAER THARE.

GB/T 6682 4r#riLie= FKMAEFIRLE ¥ = (GB/T 6682—1992,neq ISO 3696:1987)

3 LERE

AR EAYESNMEANR RS HLFELBEERFR S, TARBDEDIVEAESAE
BARSH, T4olE. AREAGT,. SEORAARGOMERWRGYRBE DI E LK, 5L
AR RERT AL 16 h, ZRZBRRIUS . W4 2 2, IO (- S R BUEOE , Ain s 2 B .

A e

KR4 GB/T 6682 MIEHI—% K.,

@ .HPLC 4.

ZBRZ B -HPLC %,

Z M HPLC 4.

KRR E . bl

TR 4.

PESEE TR ATl

Eh#R :36%~38 Xariral.,

[ % W 4% : AHD-** C3, AMOZ-D5, AOZ-D4,SEM « HCI-(*C,"*N2),100 pg/mL, @i >98%.
4,10 AOZ.SEM « HCI,AMOZ # AHD » HCl iR ¥ : SifF>98%.

4.11 AOZ.SEM,AMOZ f1 AHD R & ¥ W 1 mg/mL. RHRBEGERE A AOZ.SEM - HCI,
AMOZ F1 AHD » HCl #3 %45 (4. 10), FI B RS (4. 2) KR 1.0 mg/mL MRS A M. BERUEAE
ACHKHET,1 FHH.

4.12 AOZ.SEM,AMOZ #1 AHD #r¥E TAE# i - F P B4 5 R AR BE S 100 ng/mL.10 ng/mL #5¥
TAEWB R TEBBE ACRE. 3 MAFR.

413 HNRBEHR -FAFEEHREEN S ng/mL MFHRRESERHR. ARBEABREICRE. 1 ¥
AR,

4.14 FEA{LPEW 50 mmol/L SPAS RS, FFHL 0.037 8 g MM EFEF R (4. DB 50 mL £4F

1
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th, A 5 mL TR, 6B, BA.
4.15 BEMRE _HEMMB (] mol/L) . FREL 87. 1 g T/KBERRE — 41 (4.5, M A 500 mL /K¥#&##.

5 {u=8

5.1 WHEAE-PREBNERUET - EFEEFHTE.
5.2 AWRFEE001gMO0.1mgH—F.

5.3 RERRNIMLE.

5.4 XKWIRGE.

5.5 JERIESHE.

5.6 I ¥#%:50 mL.

5.7 REE:HAZENXT 80 kPa,

5.8 ®.Lil.

5.9 B¥WEE: 5 mL,200 pL,

5.10 B.0%:50 mL,HLEE,

6 HENHESRTE

6.1 REEH&E
BLREFBEHENS, W 0.5 kg fERNERH. HlS&FHNIAERETHEMRS D, B, HH LR,
6.2 RERE
HiIRETEHRRETHREIST).,
7 WMESR
7.1 $&E

KPR 2. 00 g A, B T 50 mL HER.OCE S, HEFMA 0.100 mL 50 ng/mL WFHHFRREESH
¥ (4.13).4 mL 7K ,0.5 mL 1 mol/L HC1,150 uL 4P XA BB (4. 10, TRERBESBR LERE
30 s, 37C/AKBIRF LA (16 b, BUBHR . BHBZREMA 3.5 mL BERE_HEHMERA.15),
WP RESBER pH 7~7.5. A 8mL ZBMZE,IBA 30s,2 500 r/min #.0» 5 min, R ERZMRZEH
WE 50 mL HBABF, EMA S mL ZRZE . EX FARRER, SHEBE 10CKBRERE
F. FFBKEBRA+6)1.0 mL E&, i 0.45 wm B BEREDI SEREM . GLIB0H €033 52 IR (U 2
7.2 WHEBENITEL

4> FIMER B 100 ng/mL 1 10 ng/mL PYFFRHETR & # ¥ (4. 120. 20 mL.0. 10 mL #1 0. 050 mL
AR FH69 50 mL BEREE.OE , EHAA 0. 100 mL PU#F 7% R ARIE & ¥ (4. 13),0. 5 mL 1 mol/L
HCL.150 pL SPREXFRBER (4. 19, TRBRRESIH LRERE 30 s, STCABRGER A6 b &
BEERRBRAE . DJE, S8 a5 BKREH W E.

7.3 ME
7.3.1 $EHHEEHESG

a) fiEEE:Cy,5 pm, 150 mmX 2.1 mm(HE) , A K F;

b) WiEhAH: FEE(A) +0.5 mmol/L Z BEKE W (B);

c¢) FE:0.25 mL/min;

d) BEYWEKEF:0 min~6.0 min 20% ~60% A,6 min~8 min 60% A,8 min~9 min 60% ~

80%A,9 min~9. 1 min 80% ~20%A,9.1 min~10. 5 min 20%A;

e HR:ZEHR;

D FHPER25 uL,
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7.3.2 BEREEXH
a) BTR:-BBREHFARRRESD, ERTREN;
b) N R EFEE TRM (SRM);
o FHRBINFRARTMUBNRAIS
d) WEREEEESEEEAIRCERERBE;
e) BWHEBMTFIIEIL

x1 EERTX
BHEF FHETF
NEWR (m/z) (m/z)
134. 0"
AOZ 236.0
104.0
AOZ-D4 240.0 134. 0
166, 0*
SEM 209.0
192.0
SEM-(®C,"N2) 212.0 168. 0
134*
AHD 249.0
178
AHD-"C3 252.0 134°
291
AMOZ 335.0
262
AMOZ-D5 340.0 296.0°
a2 EFEET.

7.3.3 HHESE-SERKRENE

WA R TARBR . DERM M- RRKFERE ARG T 4 IHERE, UARES ARY EE
BEEN A LER , TAER WO (ng/mL) B AR, 2% 6 SibRE TAEMIZR (0. 5 ng/mL~20 ng/mL),
FIARYE TAR M R X R AT E B, FE G B WP A ME B W N (B 39 DT AR R W E R E I N . E LR
REM T, AN AR EY R AR CHEMBRKAEES LA A. 1 f1/8 A. 2,
7.4 ZARAR

BRI AGREESD , 2 bR BRFEAT.

8 SRitH
ZRAGHEBELHENREI(DHEERTRHERERBYNEE . ERBNBRS A
A, +m,
e RN E B
L

o FE R RN Bk mE AR W O MR B , BT N L T R (pe/ k)5
A i e ok e A, T o T B L P e T R L
m,—— KRS PR R R, B AN (ng) 5
A, M i # S vk W T R  A E P AR e E BR ELE

m—HE R R, AR ().
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9 R BR A0 [ 0 3 35 B

25 5 1 v D el 2 ok P AR 1 B W S BRI K 0. 5 pg/kg.

i A% o D e g ek A S e B R [ o R L (AR IE) B IR B 3B (n=10)
0.5 pg/kg BHUAK T, E MR EAE 9226 ~104%;

1.0 pg/kg WK, B ERTEE A 876 ~120%;

2.0 pg/kg WHIKF, EIRBREZE 91%~112%.
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100 )
- AHD 249>134 K
o
100 — 1.0
- IS-AHD 252>>134 /\
0
7.62
100
. AOZ 236>134 f\
0 7.59
100 — ’
3 18-A0Z 240>>134 K
o
100 7.77
SEM 209> 166 /\
0
100 T
15-5EM 2122168 K
0

100

AMOZ 335>291 k

100

1S-AMOZ 340>>296

M A

4 ] B
f/min

HEEWARGWINRAEARKFREHE
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134.0
133.90
100 AHD 100 AOZ
90 90
80 80
70 70
60 103. 97 60
104.1
50 50
40 40
30 30
20 20
10 10
103.970  103.975 133,900  133.905 104. 060 104. 065 133. 995 134. 000
m'z m'z m/z miz
EM 291. 00
100- 166. 00 S 100 AMOZ
g0 192. 00 90
PYE 80
704 70
60 60
501 50
40° 40
262. 00
307 30
204 20
10 10
[IF —— : : SN} SRS EI T ———— S —
165.995  166.000 191.995  192. 000 261.995  262.000 262. 005 291.000 291.005
m'z m/z m'z m'z

A2 HEHBHERERHEW_HFREFFE




