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RELFEREERSMIERAERFIRMNE
BB IE-FUE/ B’

1 3eE

AFRERE T 50 22 1L AR TR A R B RS 2 B OE O BRMERE 21, BRMERE 22, MG 2 5
5 FirAE£ F 5 70 RO €8 1% T B A I 7 V2

AFREIE A 2 IR A (B ARETE. ZEEE) PRVEE 2. BRPEEGE O B
21 BEMERE 22 FHAELL 2 5 R0 e FOAILE

2 MIEMSIAXH

THN ARG F A SAF B R R AT Ao Pl H A 51 SO, AGE H IR ASE TR
A NRAEHBR S S, KR RA CBIEITE ISR 1E&H T AR .

GB/T 6682 43 S50 = F K HLAE Fl S8 5 1%

GB/T 23496-2009 £ &t &Y kil BRPERG Gl iy A itk i

SN/T 4523-2016 Hi %8 410 o 2 Fh ARy 7 (il s JRORH € i — R / o i v

3 HERE

AR CHE IR, FTOKIRIREE. 4 —H-N-AZERERE (PSA) fft)E, RRET, R
a2t Cis LA M B, SEBUH - BOE G E AIRIE, SMREE =

4 BFRIF0AR

ARIFENTHBRA, Br A A RESr, B iral, KN GB/T 6682 FUE IH1—2K.
4.1 A5

Z i ikl

HE: faiai,

HEg: figeal,

0.1%H B /KW : 1mL H R 7K € % 3] 1000mL .
ToKBREREE: ek,

FAEn: bl

L HE-N-TH 2 ERE(PSA):40~60 1 m.

S
[ . N - T YL N
N OO0 hWON -

4.2 fEm

4.2.1 bRUEdh: B4R 2 (Basic Orange 2, CAS 5 532-82-1, Ci2Hi3CLN) « #EPEMEE O (Auramine
0, CAS 5,2465-27-2, C17H2CLN3) Bl 445 21 (Astrazon Orange G, CAS 5 3056-93-7, C2oH3CLN)
%' F+i] B (Rhodamine B, CAS 5 81-88-9, CasH3CLN>O3) . ## 45 22(Astrazon Orange R, CAS
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5 4657-00-5, CosH27CLN,). HHHHLL 2 5 (Citrus red 2, CAS 5: 6358-53-8, CasH16N203), 215 $51>98%
4.2, 2 hRiERE AW HERIRRBUE SR AER, FH ZEECH] R BN 100.0 v g/mL bR AE % & 75
-18CIRAE, HRIH=1H.

4.2.3 bRoE TAEWR: ARAE T2, FH 2 R o 22 0 VA VA T A R B b v AR, LA B

5 (ST

5.1 WOAH G- R BTG e F W % B R (ESD).
5.2 7pir kP & 0.1mg 1 0.01g.

5.3 InligiR & 5.

5.4 H.OHL: HKHEE 10000r/min.

5.5 M AR,

5. 6 B R AR

6 Tth LR

6.1 AEHIE

F TR G FE 5 kg TERIRFEAI A TR S, BIRSIFEM B T AN E s, (AR, JIF

FRIAARIC o
6.2 RIERIFREL

FREGEFE 10.0 g CREHAE] 0.01g) T 50 mL R VUGR M5 B0 H, IO 3g TL/KBRIREE . 1.5g EL
B4, FION 10mL 28, e 1 min, #AFEEL 10 min, 8000 r/min &5-0» S min, "RHEX_EIEWR,
FREFE 10 mL ZfEEERI 1R, &9 EEW, 18251, 8000 r/min &> S min, FIHRAHEIL. W
B 8 mL _FIRVESFEEURIIAN & 900mg TC/KAREREE. 150mg £ —J%-N-N 3 E (PSA) HJ 15mL
YRS TR E, IREVTRS 1 min, 8000 r/min 550 5 min, B 1mL {#4Lik, F/DRERSWKEIL
:F’ jJD)\ lmL %ﬂﬁé?}ﬁﬁ]*ﬁ7 il%jjﬁyk%/}j ’ ji 022 um 1#&?[4?[&}}%7 )EH;.F?)]_\”J;%EO

6.3 BBSEEY
6.3.1 BEAESEE&YE

6.3.1.1 {aifk:: ZORBAX Eclipse Plus C18, 50 mm X 2.1 mm, #if% 1.8 um BiPEREA S .
6.3.1.2 Fik: 40C.

6.3.1.3 JishtH: A: 0.1%FER/K, B: 5 BB LE 1.

6.3.1.4 Jii#: 0.30mL/mins

6.3.1.5 HitfE: 2uL,

R 1 B R L e 2%

i 1] /min %/ (mL/min) WBIAH A/% WshAH B/%
0.00 0.30 90 10
0.50 0.30 90 10
2.50 0.30 45 55
8.50 0.30 10 90
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10.00 0.30 0 100
11.00 0.30 90 10
15.00 0.30 90 10

6.3.2 RiESELRNE

6.3.2.1 . HBEE I (ESD .
6.3.22 HHi A IEE .

6.3.2.3 77 2 MIEI (MRMD
6.3.2.4 BTIRIRE: 325C,

6.3.2.5 MR : 6L/min.

6.3.2.6 F1LAFE 1. 45psis

6.3.2.7 ¥R E: 350C.

6.3.2.8 #4 <A 11L/min.

6.3.2.9 BAEHIE: 3500V,

6.3.2.10 WiBFHE: 500V,

6.3.2.11 EMWBETX . TEE T, MEEESSHS LNE A.

6.4 EEMNE

PRI PR B A7) & B U0, 38 e VR S AT 1) B TR A A AR, SRR A& bsvE AR VAR
AFRFIAEA S PR F A G S AE S5 R PE OGRS I A 2B VRV R N o« TR A A il TAEE S
FEEARFRABEREN E o AR EVE R L RETRI 4% 6.3.1 A1 6.3.2 FE IS EHEAT I E , R FEW b S hrifE
SO RO AR B e IR0 g R B, DU BE R AT RAIE,  BRCPERS 2. BRCPESMEE O BRMERE 21, BRIERE 22,
MELL 2 S SR E I M R 2. BUPERE 2. BPEMGE O BPERS 21, BMERE 22, FHAGLL 2 Shx
T2 OB I (MRMD 35 2 DL 5% B, SR 28 S bt il 4R AR i e &

R 2 ZH R [E]
Bl A 44 Fx LREEIFE]/ (min)
TR 2 2.361
T PE s O 2.818
A 21 3.018
B4 22 3.548
MHHEL 2 5 6.146

6.5 EMME

ZeWHIE T Mg P o 2 € g OR B T 1) S AR v BT A — 2, JF HLAEHNER 55 A il &
P PR BT B [RIIN PIrice 33088 ) =F L EE S AR HERE ) BT A 20 B 1 AR N 2 B — B, HERUREAE
FVHRZEZ N (AR 3D, AT AN E R bl A7 X L R N4 o

R 3 EVERHUE R AR X 8 1 LR i K S VR 22

L R >50% >20% % 50% >10% % 20% <10%

TV PR RH S i 22 +20% +25% +30% +50%
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6.6 ZRIALE
BRASINARFESL, 4% iR REAT

7 DIERAIRIR

A 5 FEEE A GOGR & B2l (D 75
c, ) x v x 1000

v - Lle - C 1
m x 1000
e
X — AP EMAERAEORESE, PAONZRE T (ngkg)
C —IEBBORE, BANFecREZT (ng/ml)
Co FHEBEFUEIORE, B HZT (pgml) ;

Vo RS RHRBUEAR, BN ZTE (mL)
W E, BN (2) .
T THEAIRN AR FE, TE S5 R AT INE RSO I ERR, RE P T .

8 ME(XFR

RITERIBIERS 2. MIFELL 2 S IIEICE A 0.002me/kg, BRVEBES O BlMER 21, BRIERS 224

E KPR 0.001mg/kg .
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fisx A
(FERHER)

RAL SHERAFATINRIESH

0004 44 R B F(m/z) FET (m/z) BEZEE (V) MifEREE (eV)
77.0% 120 30
W 2
213.0 120.8 120 15
147.1% 133 34
P O
WAL 268.2 252.1 133 30
3002 145 2
TR FE 21
315.3 2702 145 40
376.3* 160 25
SRS 22
A 3913 3613 160 0
153.0% 135 40
125
HIRREL 2 %5 309.1 278.0 135 12
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i B
(BB R 3%)
K B.15 MIERAEAFNEZ RMEN (MRM) S8 TFiRE
+ TIC MEM
%’ x10 %
S 16-
1.4
1.2+
‘|_
0.8
0.6
0.4
0.2
T T LLILL T IlL T T T T T
1 2 3 4 5 5] 7 g 10 11 12 13
Acquisition Time (min)
B B.2 5 MIERAEAFNEZ RMEN (MRM) ALK
213.0->77.0 T2 . 213.0->120.8
£ %104 2.361 min. ¢ x102
3 g
8§ 2 '
S 0.8-
1.55 2
< 0.6+
o 2 041
05- s 021
0 £ 9
2 25 3 2 25 3
min min
208221471 gitwEo 268.2 -> 252.1
£ x10° 2.818 min. d x102
3 & c &
= g 1
Q0.8+ c -
0.6 .2 ol
e < 06
ol 2 044
0.2+ 3 021
0 - 0
2 25 3 35 25 3 35
; min min
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Counts

Counts

Counts

315.3->300.2 W21 0 315.3->270.2
x10%]  3.018min. d x102)
1]
14 I i
0.8- 3 084
0.6 S 06
0.4- % 0.4
0.2 \ s 0.2
0 T
| | | | [ [ [ 1
25 3 35 25 3 35
- min min
301.3->376.3 EiERs22 391.3 -> 361.3
x10 ° 3.548 min. g x102]
1.5 &
e 15
5
" 3 0.8
< 061
0.5 % 0.4
o 0.2+
0 s 0
3 35 4 5 85 4
min min
309.1->153.0 ihgaee 309.1 -> 278.0
x10 4 6.146 min. ¢ x102
_ % T
= 19
14 3 0.8
<067
0.5- -% 0.4-
o 0.2+
0 o 0
55 B 65 7 55 6 65 7
min min

B B.1 (&)
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