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HOMEERRPEZERIFYAE
BEMNE &EBE-BUE/REE

1 EE

AARERLE T i O Sh i IR & o Z RS 5k R AW E .
AVRHEE R TRA F R SR AR SIS YRR & 2B 3 IR -2 R MR
(MQCA) 5% B & 69 7€ .

2 MEHSIAXH

FHI SO FA SRR IR LA AR, LEE B85 A SCH. U B B s A E B T4 X
. FLEAEE B3] B S0, 8o A (38 v 18 s ) 38 A F A 30 .
GB/T 6682 4r#racie s /K HLAE i385 &

3 AERE

e R - R R A E A MK, MR, ECHRBRIE. BT8R, KHEFRAR
A RIS T 32 45 1 AH AL BORE Ak, WO 35 T/ Bl (X E , AR E & .

4 WFFHE

BRAFTRE B A0, B A RN ¥ R 4 Wl , K R B8 GB/T 6682 ALE A — 2K .
4.1 Z . faikd,
4.2 WAk,
43 W]k,
4.4 ZMRRZTE.
45 FEk.
4.6 WL,
4.7 EKOEE 25%~28%).
48 Z®.
4.9 ZEMH#.
410 HRRZBMZBEBEM:2%. 400 mL ZMRZEFMA 10 mL PR, HFMZRZEREE 500 mL.
411 HREREW.0.1%. 800 mLKFMA 1.0 mL FHER, HMKBEZ1L.
4.12 HMREW:0.2%. 800 mLKHMA 2.0 mL FRR, BEMKBEZE1L,
413 #EERYEW:0.1 mol/L. #H 8.3 mL kM, HKER. EEE1L.
4.14 hEE% W ;0.3 mol/L., #E 25 mL #kih@. . /KB . E5E 1 L.
4,15 Protease & H:Sigma P5147 4%, —18 CUTFHREF.
416 EHEE/KEW:0.01 g/mL, FRHE 1.00 g Protease HH & (4.15) K ER . EEE 100 mL,4 C
REF.
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4.17 ZTFRMPEW :50 mmol/L., FREL 6.8 g ZEREI A 800 mL /KiFE M. HilN 10% Z B W LA ¥ i
WpHZETO,HKEEE 1L,

4.18 ZMRWWHELABR (AR 195 1), A 190 mL ZB#E®R(4.17)5 10 mL. FEIES .

419 1 mmol/L &E/K-HEEGERE 4 DFE®. H 400 mL 1 mmol/L /K5 100 mL BFEIRES.
4.20 Tris #:Sigma T 1503 84024

421 EAEAKINILHE K (0.2 mol/L Tris ZE LA & 0.1 mol/L MIE L. pH 9.6 +0.2). 7
800 mL ZEMEK A% 24.2 g Tris BA 11.1 g FALS5, LM (4.13) @ E pH % 9.6 +0.2. FIZ& @K
ERE L FTERERE.

4.22 REMHAE TFRHEBAHRERH .60 mg.3 mL, Y. #HTEKKA 3 mL FEM 3 mL K
Ve DRIFHE IR .

4.23 bR - 3- g 0 k- 2- 5 R
63-7) , JRAR 3- F ZE nds gt mbf-2- 353 i F 9
4.24 i iF A VR - B ok B BR B0E BN T
100 mg/L BIFRHERE SR IEI . T —18 CHRAF. o] {3 4
4.25  HrifE AR I IRAE T B W B bn o
AR .

4.26  PIBRAE A 4 0 o B FR BLE
100 mg/L H)FRHERE &I W, T —18
4.27 Whs TAEW - RIETH EEZRRH
W B BLRC .

4.28 RJTERBOE . F AR BAMAIRS
4.29 AR HE TR - 4 B W B O
100 uL WA TAE MK, FIRESR 2= H
5.0 ng/mL.,10.0 ng/mL e &£ %
4.30 BBWMAKELK . HEN 1
431 R .AYLAE.0.22 pm,

cid. MQCA . CAS % 5 :74003-
E%Eﬁf’éﬁ.ﬁﬁﬂl&ﬂi&%%
< B GE SR E R IR &R TYEW W
F PR e, ORI UK 4
WEEH 0.1 mg/L AHR TAE

)M B HBIRER.
500 pL bR ME T VE# (4.25), 1M A
/mL.,1.0 ng/mL.2.0 ng/mlL,

5 {UERMIRE

5.1 AHE -/ gL Aic A
5.2 W RFRESH1HR 0.001 g 1 0.1 mg,
5.3 AR F# A TF 10 000 r/min,
5.4 ¥RiFHEE.
5.5 RIERAR.
5.6 pHif:iM&E+0.02 pH #Afi,
5.7 KIBRE.OHLaTH%F 4 C (R A¥EE T 10 000 r/min) .
5.8 ASKKLIN.
59 ERAEKEREK.
5.10 [EAHFEHRHE .
511 FW#E:10 pL.~100 pl. #1100 pL~1 000 pL,
5.12 BAKEOLE 50 mL, HIE,
5.13 BEEE.LH .10 mL.
2
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6 HEMBESRE

6.1 HEER
wi R e B N B LR S R B SRSRR AR BT R,
6.2 HEmbl&E
AT HR A R i o B A AR R 24 500 g, FIASUI BE DL TE A48 R 2 50, B 40 AR 2 1, A A
HRAEN T EEH IFRURRE . T — 18 TR KR,
7 MESRE

7.1 B

FREUS g HARERMR O % 0.01 g, BF 50
(4.21),iB%), HINA 0.3 mL 0.01 g/mL &F
fi§f# 16 h~18 h,

JNA 8 mL HHAE S EMILA K
BEB . BFUIENCSKEBRREFR

7.2 B

MREMAERBREZR PR
15 000 r/min B> 5 min, ¥ L F WL IE: WA 10 mL
ECk, FTERIRE2HBBARSRAE L
P V8 W (4.18) R U 3800 B J o 1 AR
2X3 mL 7K .2X3 mL 1 mmol/L &7
5min, HGH 3 mL 2UHERZ 27
(4.27),7E 45 C RSB IR T,
3t 0.22 pm YRR, FE AR (3K —

7.3 #E
7.3.1 HHERESEEHG

BHEESERGWT .
a) EiEH.CefE,2.6 pm,100X3.0 mm(PN42), KA Y ;
b)  WBhAH R EEL 2N LA B 0.2 % B TR IR . B BE VR A W3R 1

R BEEBREH

DRIV IRFIRA, U
1,5 000 r/min B.[» 10 min, H &£
WA S, H 10 mL Z RN
F 5 min, [ A 2 BOE MK K A
LRk SR 5 o2 il
JINA 100 pL H 45 T /6%
i CERFREL 9 ¢ 1) % W 7 e 3%

it 6] / min 0.2% BB/ % /% ZIE/
0 90 5 5
0.2 90 5 5
4 10 30 60
7 5 70 25
8 90 5 5
12 90 5 5
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c¢) Ji#:0.3 mL/min;
d) H’jﬁ:35 nC;
e) HEFER .10 pL,

732 RiESEFH

Rk S% R WMT -

a) B mE s ER TR (EST);
b) A K  £ R % (MRM) ;

o) PR AR

& HMSEFEEREF S WH® A,

733 EEMNZE

TEAL 28 B R ASTR L ARGE R8 W o % BE 25 W 0 % i, 32 S VR BE RO ) A o AR ¥ O X AR o TR
MRS RS AR I . R o 25 9 ) w7 (B0 7 7 {3025 460 ) A9 2 4 05 L VA o 2 JEL o 7 {1 ok 2 4
FEE, A E AR EZ R MEER . 7 ERUEERA T MQCA BR B ot [ LA RSB T H
LEW S R

7.3.4 TEHEME

EEIANGEF.2 MU LEFEF . EMRAZRRAET B S0P R 6 0R & o &, 52 R EE
WA R B AR 2EE 22502 N RS TFEH S ENE TN FESKERENERREGRET
A 3 W o X Y S 4 B T AR X B R AT HL B, IR 2 R R 2 ALE B BB U AT R SE O R R R AR AE R
O ) 5 T 4

®2 EUENENBEFFENRALTRE

MW EFEE/% >50 >20~50 >10~20 <10
Fe VB A %R 2/ Vo +20 +25 +30 +50
7.4 Z=HRE
PR FREGRFESS 3B FR A AT E .
7.5 [ElYEXE

B MR R IR AR IR W SR TR 7.1 ~7.3 84E W E R AR S R LR
8 ZRTHMRIZL

R AR R B A R R S R R (DR GRS RS HE:
X =c xixixﬁxle—@
TTTA e T A T m 1 000
Ko
X — Ay ke, SO s T 52 (pe/ke) s
e, —FEFbRME TS WP B Y W E , A AR B ZE T (ng/mL) ;

A —— BRI I P B B T I T B




A 5 TR o A e 0 Y i e

o —— PRI WP R 0 U EE L BT O 44 5 B 2 TH (ng/mL)

¢ B SRR HE A I AR ) VR BE L B R 4 S T (ng/mL)
A B M AR5 WP PO AR 0 Y 30 0 T AR

A — W P BR D Y e AR

V —HlRAE AR BN T (mL)
m ——REHOH 5 A AR R, B A T ()

TR AR MER 2 A

9 Il %E K BR Fn 3 4

9.1 MEMR

WO AT G A A AR SE R R 0.5 pe/ke.

9.2 EWERSHEE

MQCA i [a] Wi 5 5 Bl WL 2 3.

3 BHWIRMERRF MQCA #) 7 hn (o] e 3 Fn ¥ & B
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34k B/ (pg/ke) [m] e 223 [/ 26 AR b o D 22/ 4
0.5 71.8~97.2 10.8
1.0 73.3~94,7 9.2
bs 4| 4.0 73.2~97.0 8.8
10,0 75.7~103.0 8.1
300 78.0~101.0 8.4
0.5 73.8~103.2 11.8
1.0 73.6~99.1 11.6
4 4,0 75,2~98.2 8.0
10.0 74.7~103.0 8.1
300 78.3~95.3 6.3
0.5 69.4~96.4 8.6
1.0 76.9~89.4 4.6
X By 4,0 85.5~105.2 0.9
10.0 83.5~107.0 9.1
300 71.0~100,3 10.1
0.5 76.0~95.6 8.6
1.0 78.5~105.0 7.8
i £t 4,0 71.0~94,5 8.1
10,0 73.7~106.0 11.8
300 78.7~96.0 74

[3)]
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®3 &)
ik RN/ (pg/ke) [El R FEE/ % xRz %
0.5 73.4~91.4 7.4
1.0 70.5~95.7 10.3
L3 4.0 74.0~98.5 10.2
10.0 75.3~97.2 8.8
300 70.7~97.7 10.0
9.4 12.5
8.5 12.4
I 1.7 9.8
1~97.5 12.5
74.6~97.4 9.3
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m ﬁ A'IJ
(BB B RO
B X Rk KN

Al FiEFH

a) KASJESH(CUR) ;172 kPa(25.00 psi) (BK);
b) LS (IS) 4 500 V;

¢) BFIRIERE(TEM) 550 C;

d) FBLSKES 379 kPa(55 psi) (AK);

e) HHBYSE S 379 kPa(55 psi) (AXK);

D HMARESHEILE AL

KAl FESERESH

AL G}jf/ qif/j/ = ﬁr:f Hi DP EP CE/eV CXP
189.1 145.0° 100 54 10 22 10
MQCA 189.1 143.0 100 54 10 24 10
189.1 102.1 100 54 10 30 10
MQCA_D7 196.1 133.1 100 60 10 30 10
W W TONE R X T ORE B AR (AR B RORT R AT 7E 22 B 5 A SEE T S B AL B B A

D) JERE e 75 B L B A BR5I2 2% Bl AR F R 76 API4000 Qtrap %Y i 5 BB FH A b 52 B A b 4 ) 1 8 0 4 88 70
SOCRRMSE IR Rk B i, 8 R bR o 2R R R RS R .
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Mt F B
(&R R
FRAE SH Y % R R JE T (MRM) 2 i

0 XIC of +MRM

6. 99 MQCA(189. 1/145. 0)
4.8:41 A
0. OV——— r [ T R e —— . ——— - y 1/min
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0
a)
WXIC of FMRM
MQCA (189. 1/143. 0)
2. Oed 6.99
1.0e4j
T T TR S . , 1/min
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0
b)
TXIC of +MRM MQCA (189. 1/102. 1)
7 450 o
5ono§ K
or T T T T T T T T T T T T T T T T T T T | f/min
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0
c)
T XIC of +MRM MQCA_D; (196. 1/133. 1)
7. 46
1. Teb
1. 0eb A
0.0r T T T T T T T T T T T T -+ T T T T T T T 1t/ min
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0
d)

B B.1 MQCA #R/# & (10 pg/L,## 10 pL) #) % & 5 §55l (MRM) 2 i #







