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AR B Z XYM E

1 el

A SO R T DR B B 22 288 24 1) B ROAH € 3 £ BB BT 3 AR v S0 AH €3 DU e T

A SIS T T B A ARDRE U 46 ARDRE R RN FERE S IR TR 5 ARDRE AR S AL RDEL S ) o 2 2
KEZ AT ERZ T % 55 E AR ] B Z I E

R SO R 0, 1 R I R RS B A HH BR M 0.01 mg/kg. B EEFR M 0.03 mg/ kg s 5 A0 (0,1 2 1 K
HFRA 0.5 mg/kg, EHR A 1 mg/kg.

2 MEMSIAXH

B S B PR S A SR AR R 5 R T A SO A AT A Sk, b, T H Y 51 SC
P AZ B X  RUAS 38 AR SO s AR H 0 51 SCPF L S8 RS CRL3E i A7 (48 2B 36 B T
AR,

GB/T 6682 43 Hr 55 56 % FH /K #LAE A6 Ty v

GB/T 20195 Sh¥iakl ke 0 il &

3 RNIBMENX
AR SCAF A 5 B E AR TR FE
4 HHEBE-REKRIEE

4.1 [RIE
TR TP B AR D 0 28 0N B T AR A IBORE ¥ A, ROAH €3 8 TR B 4SO 5 L N AR 1
4.2 WFIS A

R AE 55 A B E AU o3 A 2l )
4.2.1 JK.GB/T 6682, —%.
4.2.2 W, Akl
4.2.3 LI ik,
4.2.4 WIR. Ak,
4.2.5 CLPRE: A% aE,
4.2.6 BRIRE.
4.2.7 AL,
4.2.8 ZPRERVEW (0.005 mol/L) : FREX 0.19 g LM%k (4.2.5) , /K% 568 2 500 mL Al . &
RS
4.2.9 EUW A 200 mL 215 (4.2.3)F 1 000 mL ZFEH T, A 2 mL HER (4.2.4), FKF B &
RS
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4.2.10  ARUEGEA AR (1 mg/mL)  MER AR L2 ORI b2 B % R R L % R AT L 2 A
T B Z AR (CAS 55505 BB AL SEEE XA IRT 99.02%6) 4% 10 mg GRS & 0.01 mg) » 435Il &
F 10 mL ZEIEH P BEA2. 2% JER R . —18 CULTRAF. AR 6 A~ H . Sl LA iEbR
HER W

4.211 RAPRMET MR 1 (10 pg/mL) « 23 5 HEGH B BUPR EAE 255 (4.2.100 4% 0.1 mL F 10 mL %
TR 2. OMRER RS . 18 CULTI A AR 141,

4.2.12 RAWEPRIER D (1 pg/mL) AHEFRBEER 1 mLIBAREPRRER 1 (4.2.1DF 10 mL F &
b P EE (422D R CE A LIRS, IR,

4.2.13  WARIRE A6 B (1 mg/mL) - 8 BRI B b 22-d5 R b Z-d5 AL 0 B L 2-d5 b o
(CAS 52545 BULM 3¢ AL aiE AT 99.0%)4% 10 mgUEHIE 0.01 mg) . & T 10 mL A&+ . H
HE (4.2.2) R ER LIRS, —18 CULNRAE. A6 A~ H .

4.2.14  WNARRE P EIFR (10 pg/mL) A 0.1 mL WARR A& HE I (4.2.13)F 10 mL 558
LA 2.2 MR CER RS, —18 CULTIAE. AR 11 H.

4,215 WHIES TAERW (1 pg/mL) : MEFHRE 1 mL WARES P RIE R (4.2.14) F 10 mL A&
O EE 2.2 R CER LIRS, IR,

4.2.16 TR bR E R IR - B RS OE H R A An o DA 1T (4.2.12) B2 100 pL AR & TAE W )
(4.2.15)F 10 mL ZE i rf, FA W (4.2.9) W B Lo 2% TR 4, e il Jd 5 2 vk B2 43 591 2 0.01 pg/mlL,
0.05 pg/mL.0.1 pg/mL.0.2 pg/mL.0.5 pg/mL FMNARBEEKE N 0.01 pg/mL IR G R MER I
W, I HEEC .

4,217  EAHZEBUNME R N-HEZ e (PSA)  BEREES =B e T /A5 (C18) . & i A7 B Ak %
M (CarbonS) F1 14 5% 71 A% [ 2 B3 W i 37 (EMR-Lipid) , 595 mg/6 mL, s{ M GEAH S % ,

4.2.18 fHFLIEME . 0.22 pm, HHLEK.

4.3 X|/E&E

4.3.1 VA5 R I TSN . B FL WSS B R (ESD
4.3.2 BT RF KR 0.01 g F10.01 mg.

4.3.3 WiERA

4.3.4 T EOHL FBHAKT 10 000 r/min,

4.3.5 [EFFERCEE .,

4.3.6 AMAL,

4.4 HAEEHE

% GB/T 20195 il #4E i, 2/ 200 g, 3 Bl A R 5d T 0.425 mm LA A IRE 7 RS 450 A
WAL S

45 HBESE

4.5.1 #HRE

AT AR5 . FREGRAE 2 gCRERRE 0.01 @) T 50 mL B0 M\ A 0.02 mL NARIES T
VEVETR (4.2.15)F1 10 mL(V ) 25 (4.2.3) ,#8J€ 5 min, 10 000 r/min B.L> 5 min, FER .

452 &k

B EWE W (4.5. D) F 50 mL B8 mA 3 mL K, ¥ 5E 1 min, IIA 4 ¢ BiEEN(4.2.6).1 g
2
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SALAN (4.2.7), € 1 min, 10 000 r/min .0 5 min, MEHFIE _EIEW 5 mL(V,) i & A % BN AE
(4.217), WM, T 40 CAREBIE T EHMA 1 mL(V)EHEE (4.2.9) , HE 1 min, 33 FHFLIE K

(4.2.18) , P& W A5 0

4.5.3 ME

o

4531 HHEBESEZMG

WAR (3% S5 55T
a)  RERE . C il K 100 mm, AR 2.1 mm, ki4E 1.8 pm, BCPEREA 24 % 5
b) AR 40 C;

o HERER 2 pL;

d) Vi :0.3 mL/min;
e) VRENA A MH 0.005 mol/L ZTREFTA (4.2.8) . B NG (4.2.3) BBV FEE WL 32 1,

x1 MBEXBRER
i ] A FH AR H0 B A (R B0
min % %
0.00 75 25
7.00 70 30
7.01 0 100
8.50 0 100
8.51 75 25
9.50 75 25
4532 RiEsE&H
S H AT .
a) BT EWESE R R
by HEE I R
o) R Tr A 2 RO I (MRMD ;
& BFIEERE 450 °C,
Z Jz o W5 (MRMD B FXF M Alf i fe & W& 2,
K2 ZRMBMNMRM) EFITRLHEERES
2z B s > EL B o 3 s Al 2L
- & P X E B TR Tilf 48 fiE
m/z m/z eV
183.0>>42.0 38
[ 183.0>>42.0
183.0>>140.0 17
231.0>>42.1 42
KM 231.0>42.1
231.0>>85.1 18
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x2 ZREENMRM BFXRAERES (£

.. A S T X E B N il 5 RE &=
1 ) 42 B
m/z m/z eV
225.2>42.1 42
AN 225.2>42.1
225.2>>182.2 18
225.2>>42.1 42
5 E 225.2>>42.1
225.2>>182.2 17
237.1>42.1 44
=Y 237.1>42.1
237.1>>194.3 17
211.2>>168.2 18
T B H % 211.2>>168.2
211.2>>42.1 38
M %Z-d5 236.2>>193.1 236.2>>193.1 20
S L Z-d5 230.2>42.1 230.2>>42.1 42
B Z-d5 230.2>>42.1 230.2>>42.1 42

4.5.3.3 RAMERIABMIXERRNE

TEALER B e A 25 AE T L 20 0 IBGIR 5 B v R 9 TR (4.2.16) FINEAR IR (4.5.2) B HLIE . Fp il 4y #
PRI s 9 8 9 114 R i € 33 PR L R 5 B

4.5.3.4 TEMH

TE AR RIS 25 PF T SR I I8 v 1o 00 0 1) % B 18] 5 0 o A 9k O 5 B A 25 o ) 3 B Ik 1] A
X i 2 76 42 2.5 6 Z N I EL @ BT b 5 P B X 9 AR T B2 5 R BT B0 AR v AR I R N E T
TS B AR RS B AT H B S A N i 25 AR 2ok 3 3 R A 9 BT D00 RT S BT Sk ARk v A AR X R A R A

®3 EUWEINBEANEFEENRALFIRE

M BETFEE/% >50 >20~50 >10~20 <10
R AV 22/ %% +20 +25 +30 +50

4535 EE

DA 0 A 45 0y e J3E 5 R o o 8 ) LA DA A s L o 0 A 5 0y e v R A s e T R ) LU ALy 2 A2
22 1 s v A il G, A 5 R BN T 099 SRR U 0 R 1 00 P Y o TR N T A A i R A TRV
FEL PN o P 5 L O 9 8 et i BRI I o B R I R YA P R D A £ ok T
RV R B0 5T i Y B AR 22 AN 3000, T LEZ P TIPS PE o AR AT L b R b 2-dS
LR SR M I Z-dS R R R R [ %-dS E R,

4.6 HIEBIELLIE

TR T BRI B A DL R AR o, F L B DL = T BT (mg/ke) TR, £ A HER A (D I
B E A HERRE A (O3 R
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~ p XV, XV, X1000
"V, Xm X 1000

(1)

A
b v A5 0 A R I R R D ) ) S R B R O B 2 T (pg/mL)
Vi REUE R AR, A Z T (mL)
Ve EEWRRBL BN Z T ()
V,  —— EHEER AR A Z T (mL)
m o —— R R TR T (@) 5

1000 — #3280,

AKX A, X py XV, X m X 1000

vl L
A IR WA I € 0 T A
A e VN s ) (5 W T AR
» o vV R DO ) 1 O R B O B e AR T (pg/mL)
o IREIE IR N AR 0 B R L B O B 2 T (pg/ mL)
Vi — U IBOR Y SRR B 2 T (mL)
V, —— EEBNERL B Z T (mL)
Al o VRV YR A 0 ) (3 0 T AR
A R R N AR Y (3 e T AR
O o U N A 0 8 B A B, BRSO O B T (g /L)
Vy,  —— BB, B AN Z T (mL)
m 71ﬁﬁﬂﬁ}ﬁ§,ﬁl§ﬁjﬂﬁ(g),

1000 — B 2%,
I 52 &5 SR A7 00 1 AR S 3498 6w R R 3 A SIUBE

W

TEFE SRR AET WU Sz P2 2R A5 R S S (i 28 0 22 (ER R FIZ B ARCEBI{ERY 209,

5 BRKMERIEE

5.1

5.2

5.2.1

JRI2
R F A AR I 0 28 0 B I [ AR A JBORE ¥ Ak o RORORE G35 (I 1 L AP v E
A

B Al o5 A7 Uk A L U 3 i 2]
JK:GB/T 6682, —%%.

5.2.2 W @ik,

5.2.3 Nkl

5.2.4  BRIRE.

5.2.5 Gk,

5.2.6 R A AN (0.01 mol/L) FREL 1.2 g TooK W — &80, K | A= i . E 25 %2 1 000 mL, TR 2T,
5.2.7 20% CMEW B HL 20 mL 2 (5.2.3)F 100 mL &P KRB ER RS .
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5.2.8 FRMESERIEI (1 mg/mL)  HEBFRICE 2 DR 2 R H 2 S b ] AT B B AL
T ZARUE S (CAS 5555 B WL AL S ART 99.020) 4 10 mg (K1 & 0.01mg) , 73 5 & T
10 mL B P EEG.2.20 %M GER GRS, —18 CULNRAE. AW 6 4~ H . 8l LA JIE bR i
W .

5.2.9 TRGARUEF I (100 pg/mL) « 43 3 HE 6 B8 BOPR HEAK £ V5 W (5.2.8) 45 1 mL F 10 mL £ &l
OG22 CERRS . —18 CULTAE. AW 1 4 H .

5.2.10  TRA AR IEZR G0 W HE 60 RS OGS f R A AR v W (5.2.9) 200 BV W (5.2. D W B L E
25 IR AT TE ) BT R BE 43 A 0.5 pg/mL 1 pg/mL.5 pg/mL.10 pg/mL.20 pg/mL Fl 50 pg/mL
BT G bR R AW . I FH BTG .

5.2.11 AR BUNME JEE N N-HHZ I (PSA)  BERES =BT/ (C18) . & /7 B b ik
ML (CarbonS) 54 5 5 i Ji5 2 5 W B % (EMR-Lipid) . 595 mg/6 mL .8 AEAH 24 %,

5.2.12  fhFLIERE:0.45 pm, AHLR.

5.3 X\ &

5.3.1 (R0 3 A3« T 5 ARG T #45  A A FE B A T 2

5.3.2 M KPR BEE 0.01 g A1 0.01 mg,

5.3.3 WEIR A,

5.3.4  mEEOHL FEHE AT 10 000 r/min,

5.3.5 [EIAHAHCKE .
5.3.6 A MWAL.

5.4 RXEHE

¥ GB/T 20195 il & #E 5. 2=/ 200 g, Hrfe i H 4@ i 0.425 mm FLAR B8 0 TR & 3847, %%
ANEH BT, & .

55 HBISE
5.5.1 &N

AT 5 . FRBGAFE 2 gORHIE 0.01 @ F 50 mL B0 MEF A 10 mL(V) LK
(5.2.3) ,#AWE 5 min, 10 000 r/min .0 5 min, B 1SR .

5.5.2 &1k

W G5 DFMA 3 mL K, i85E 1 min, MIA 4 g BRFREN(5.2.4) .1 g EALAN (5.2.5) , MIZUHR 3%
1 min,10 000 r/min B> 5 min, AEFE EIEH 5 mL(V,) o BAHZE BUME (5.2.10) LK EJE W . T40 °C
AWRET L HEFMA 20% LB (5.2.7)1 mL(V OB IBHE 1 min, i FLIERRE (5.2.12) , JEW AR .

553 BNEBEBESERY

O S S SRR

a) g Co M K 150 mm, W42 4.6 mm, KifE 2.7 pm, SPEREAT 243

b 30 C;

o) Kl 215 nm;

) VEBEhAH A M ABERR S ANIA W (5.2.6) B AN 205 (5.2.3) B B R AR UL 45
e) Vi :0.45 mL/min;
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D RS pl,

R4 BERHEER

P ] A GRS HO B AH (R B %0
min % %
0.0 85 15
3.0 85 15
4.5 75 25
22.0 73 27
22.5 20 80
26.5 20 80
27.0 85 15
30.0 85 15

5.5.4 JE
5.5.4.1 BEMAERIBRMIKEBRHONE
TEASES B B A 2R AT 40 S0 BBOTR 45 e v 2 90 15 A (5.2, 10) AR BR VA W (5.5.2) EALIAE . AR ¢4
YV I 12 BOTROA €335 1) DL B 5 C
5.5.4.2 RE

DA P B I T P 3 9 T o D00 00 4 B I T 7 5 b v 28 90 9 T O ok 88 A 29 R X I 4
B I 1] — 20, LA O i 25 7E 2.5 0 Z N

5.5.43 TEE

DA D0 00 ) 3 2 by R A e | €0 3 e T ARUh A AR e 2 o B il 2, O SC R BOM AR T 0,99, 1R
VAR (5.5.2) v RR I 4 1 JO Sk Ak R 7 A A v T R A R M TR PN . O S R e R T R (5.5.2)
2000 CIEVE W (5.2.7) 1 G M B i o HEBT I AE o B A v e I R A IR P 1 DN A ) R VR R S AR v
VA WA JoT R B AR 22 AN 3005,

5.6 XIGHIEALE

RE TR R I Y i U B w, T BUE DL Z A T 5 (mg/ k) £on, 2 S K HEFE A X 3 it
B SR HERR A (D) R
_p X Vi XV, X1 000

TV, X m X 1000 w30
A,
——— A 7 4 A A A R A T R R I 1 R R B PR M B e R T (g /mL)
Vo RS WAL B Z T (mL)
V, —— ZEWAEREL A Z T (mL)
V, —— EHBWAER, B Z T (ml)
m R EE R, AL v ()
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f AR M i 2 B A TR B B A
1 000 —# B R %L,

.= . ces cesessssscesesssssseeses sns 4
w A XV, xmx1000 1 (4)

KA
A TR YA TR AR 0 A € 3 0 T AR
Vi P WOA AR R B2 £ T (mL) 5

Vi —— EEWRAERL LA Z T (ml)

0. v R P A DU 0 ) R VR T S O RO B ZE T (g /m)
A, o T P AR 0 A € 3 0 T A

V, o DA, AN Z T (m)

m o — R SR PR S (@) 5

f i A R L R T R AT R

.1 000 — B RH.
W) 2 25 5 S A7 00 5 Y SRS I R R B 3 A RO .

5.7 BEE

FEE SRR T WO 37 D2 2R 5 AR I (i 2 30 2 (A R T I B AR BI{E 105,
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BILZEYRERNRHRLER RIXEZR.CAS S . S FXMBEXN ST FRE

B FE 2 Sy ot K R B 19 TP S R VT SC A4 BR L CAS 5 73 5 ORI 70 1 B L3R AL L

KAl BUEZEYRRAFRHHRLEZR . EXHZR.CASS . 4 FXHMERNSFRE
AR LA R CAS & 43 F A X 43 T it
o %7 Barbital 57-44-3 CsHN, O, 184.19
P a2 Phenobarbital 50-06-6 Ci, Hi, N, Oy 232.24
T E Butabarbital 125-40-6 Cio His N, O 212.25
% E b Pentobarbital 76-74-4 Ci HisN, Oy 226.27
S Amobarbital 57-43-2 Cin HisN, O, 226.27
CICIRaN:#72 Secobarbital 76-73-3 Ci HisN, O, 238.28
A Z-d5 Phenobarbital-d5 73738-05-3 Ci, H,D; N, O 237.27
I B b %Z-d5 Pentobarbital-d5 52944-66-8 CuD;s Hi3N, Oy 231.30
Amobarbital-d5 1190003-63-4 CiiHi3Ds N, Oy 231.30

S Y F-d5
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10

HAXFEEE/ %

HXEBE/ %

X/ %

145
100 i 183.0/42.0
60
410
20
oy b } ST R [ I 1 e |
1 2 3 4 5 6 7 8 9
fif 8] /min
B B.1 BLZEiRAERKO.05 pg/mLEES T RIEE
1o 2.98 231.0/42.1
80~ ‘f FEHZ
60~ \
40 /\
20—
L \
0 L L 1 el LA 1 . ] ]
1 2 3 4 5 6 7 8 9
fif 8] /min
B B2 EELLZFHRERKO.05 pg/mLEESE FEIEE
100 3. 56
I “ 211.2/168. 2
solF ‘ HTELS
60~ \
40
20 \
N ISR RV | } LU NPT DURPTSION PR BURP R T
1 2 3 4 5 6 7 8 9

i 8] /min

B B3 (T ELLZHERRKO.05ng/mLEEEFRIZE
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100
- 225.2/42. 1
o 8Or RE W2
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' 40f
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20
0 A I\ " 4 1 . 1 ™ L b o -
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L 225.2/42.1
x 80 RIRELE
:a L
60
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< 40|
- |
20
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5
i [8] /min

E B.4 RELLZirAERKO0.05pg/mL EEHFRIEE

I 18] /min

B B5 RKEBHZRERRKO.05 pg/mLEESFBIEE

or 7.97
B 237.1/42.1
80t AT
60 -
40
20[
0 L [ 1 b b ] ]
1 2 3 4 5 6 7 8 9
Iif 18] /min
B B.6 FAABLLZIRAERKO.05pg/mL)EEE FRAILEE
_ 2.94
toor | 236.2/193. 1
b REHZ Wb
[ \
60
40F
r \
20F
i I
Qb L ) L 1 | I 1 L bty
1 2 3 4 5 6 7 8 9
i J6] /min

B B.7 FBEIZ-d5#ERKO.0 pg/mLEEEFRIEE

11
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AR RBE/ %

100

AR FE/ %

12

100
80

60

40

20

6.18
230.2/42.1
RE L Z AR
L l N oy - Lk |
5 6 7 8 9

B [6] /min

B B.8 JKELLZ-d5#rAERKO0.01 pg/mL EEE FRIEE

80
60
40

20

6.41
230.2/42. 1
SR E T W AT
L L. (N A N mataiac |
5 6 7 8 9

B [8] /min

B B9 RIKXBHZ-d5#RERRKO.01 pg/mL)EEE T EIEE
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B[] /min

FRBIF 5 U B .

1
2
3
4

— B %

— KO
— TR
— R

5— IR E

6

AT,

B C1 #REBR®A0 pg/mb) KiHEIEE
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