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b)) HEIN T WA S - AR T L (LA 4 T
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AR hESRIERMNE

1 EE

ARSCAFR IR TR AR e A R BRI TR AR e RO € I E Tk

AR SCPRIE T IE A GRDRE A GRDRE ROREAN FERE S IR TR A 1 R AR S B ARDRL AR 0 3R] Hh 4k 5 e
WHERX(ULEHFRTER M, MEHETHER S, Z i) i E .

S SCA VAR €8 % - B0 BT 9% 1 A 1 BR S 0.02 mg/kg, 7€ 5 BR A 0.05 mg/kg 5 o ROR AR 415 1k 1 6
HFRHN 0.5 mg/kg, EwFRA 1 mg/kg.

2 FEMSIAXH

TN B0 SO PN S A S R | R AR SR R T A Sk . Horb, E H IR 51 S
P8 A% H 6 R A R AR IS FH A SO s AN H 0 51 SCPF, 508 O (B 38 T 148 808 ) & FH 1
A

GB/T 6682  43#1 52 50 % FH /KBRS AR50 5 ik

GB/T 20195 gh¥imkt XA By il 2%

3 RIBMENX
AR A T BB E AR TR R
4 HHEEIE- BRI X

4.1 JRIE

TR R BT DU ) TR TG B B, 22 e Al 3 0 R0 [ R 26 JBURE v A, JB0AH €3 - # TR 3 10 A, Ah
PRI E T

4.2 RXFI A

BRAE 53 A HLE AL 43 B 4l 5]
421 JK:GB/T 6682, —% .
422 LWRLTE.
423 EC%E.
4.2.4 WEL. {54,
425 ikl
426 W A%,
4.2.7 ZPREE W (0.05 mmol/L,pH 4.0) : FREL 3. 85 ¢ oK LR, /KB M B EZA 2 1000 mL,
VK BT pH 2 4.0,
4.2.8 WELZFRELV W FEE(4.2.4)+ L RREIR I (4.2.7) =1+ 3R .
4.2.9 40% WEBERW : 8 B 40 mL HIEE(4.2.4) , HIK#i B2 100 mL IR 2) .
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4210 40% LNEVWE W - HL 40 mL Z 5 (4.2.5) , HAK# B E 100 mL, R4 .

4211 0.1% HERREW A 1 mL B2 (4.2.6), KM BEZE 1000 mL, IR .

4212 0.1% WROMEHW W 1 mL HiR(4.2.6) , HZIE(4.2.5) B ZE 1000 mL, K5,

4.2.13 bR fEfE A A (1 000 pg/mL) « o 5 FR BC4E 35 J2 W8 2 M, (CAS: 21411-53-0, 2l fF R /hF
9520 ) M4 JE W 2 S, (CAS:23152-29-6, 4 A/NT 95%0 ) FnfE i 45 10 mgCR§ B 2 0.01 mg) , 43 5l
BT 10mL fra s milih , O (425 %l B4 IR o 2°C~8 CHEOLIRAFE , A%UH 31~ H .

4214 RARAEPRIE W (10 pg/mL) : 60 58 BUbR ME A & 1 W (4.2.13) % 1 mL T 100 mL #3425 &
R G (4.2.5) % 25 8200 I FBLRL .

4.2.15 IRABRER G AERR RS BOE SR A bR E D R (4.2.14) TARAA ST, T 407 CIE#
W (4.2.10) fic ) 5 5T & 4% B2 43 %A 1 ng/mL .5 ng/mL .10 ng/mL .50 ng/mL 100 ng/ml 200 ng/mL .
500 ng/mL IR G AR IER I . G FH IR .

4.2.16 W ALERAL % NN Z i (PSA)50 mg . Cog 25 mg.

4.2.17  SEKGENR - Y [ A A BOH: - 200 mg/6 mL, s RE A 243 .

4218 fFLUEME.0.22 um, AHLR .

43 UF{/iLE

4.3 VBRCRH €3 - ER I BT A < AT HL B 55 B IR (ESD o
432 SpHT R KGN 0.01 g A10.01 mg.

433 pH it KR 0.01,

434 TATEIRA o

4.3.5 HFEIE A

43.6 EOHLFEHEAMT 8000 r/min,

4.3.7 AWML,

4.3.8 [EAHAE IR &

44 ¥m

Fe W GB/T 20195 B9 E Hil & ke, =0 200 g, By Al Ho 48B3 0.425 mm 35607 IR G 1 5y, 2
AN B, BEOCARAE & .

45 RIEH T
EE NESTEBERIE,
45.1 $RE

AT 3 3R 5 . FRIBCHC A AR i RDRE DR RE RN SEREARE 5 g, TR R B0 A 1RDRE R A R R
WINFAHRE 2 gOR 80 2 0.01 @), & F 50 mL B.048 SN A 10 mL 4R LR (4.2.2) , i eI &
1 min, # A 42 B30 min, FEHEHRE 2 K ~3 ¥, 8 000 r/min B0 Smin, B E K E T % — 50 mL & .0
o BREEIERIMA 10 mL LR TR (4.2.2) , BRI —K , & IF PR FE IR IR S) . MEFE R 5 mL
PR T 50 CF RS T MEF A 5 mL H B L BREA TR (4.2.8) , 75 10 min, IR HETR 2T, % H .

452 EK

£ W (4.5. 1) s in Ad k340 (4.2.16)1 f JIE S %£(4.2.3)5 mL, iR 2J 1 min, 8 000 r/min
B0 10 min, BUT 2 3 W, £ B A A BG4S AL o
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MKW 5 mL FEE (4.2.4) F1 5 mL FBE 2, IR 86 1% W (4.2.8) Tk Ak [ AH A6 BRURE (4.2.17) , HE B B8 B
4ml B F RSB R HE, H 5 mL 40% HEEIE R (4.2.9) Kk, T . KRR 4 mL HEE(4.2.4)F 4 mL
NG (4.2.5) Ve, W E 23 PE ML T 50 CF AR T, M A 1 mL 40% ZIEH K (4.2.10) % ff 5%
LIRS 1 min, R AL UE R (4.2.18) , ¢l .

453 ME
4531 RHEBIESEEZHE

WA 15 2% 5T

a)  OiEAE . Co i, MK 50 mm, AR 2.1 mm, 8048 1.7 um, S PEAEAH 24 5

b)  FEIR 35 C;

c) HEFEE S pL;

d) 0.2 mL/min;

e) UREIAH:A AR 0.1 W R (4.2.11) ,B AR 0.1 Yo R £ IG ¥ W (4.2.12) B BE Ve R )P

L 1.
R BERBEER

R ] AH B
min % %

0 70 30
1.0 70 30
3.0 50 50
6.0 50 50
6.5 5 95
8.5 5 95
9.0 70 30
12.0 70 30

Biig 2% 5 mE
B F 25 B R (ESD , IE B 2 SO i AL (MRM)
b) WEFEHLE:3.0kV;
¢) IR :150 °C;
d)  FEALIREE :500 °C;
e) AL 1000 L/h;
) HEFLAWE 30 L/h;
g) R A

22 BN W i (MRM) B 5% HfE L L T R Rl 88 RE 1 2 5 (H L3 2.
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*x2 ZREBENMRM)BFN #ABERMEREESSE

‘ W Tt HEAL IR R AE it
FEW 44 ) v v
m/z €
526.5>>355.0" 18
4 SRR M, 2z
526.5>>108.9 34
824.8>205.0" 52
G LHES, 2
824.82>290.1 36
CERE T

45.3.3 IRERIABAILERRNE

TEA AR 1 e A A AN 20 S IBCTR & A v AR 9 VR (4.2.15) ARV W (4.5.2) LN E o 4B 35 JE L
R M, FIYEE JE R R S AR W Y 58 B T G DURE SR A P RYIE AL

4534 TEMH

FEAR R 25 AF T, IR (4.5.2) vp 455 0 00 ) O BR8] B2 -5 988 5 o o4 28 910 R (B o R JEE A > )
HR AR I 490 4 (R B IR ] — B0, R O i 22 TE £ 2.500 Z A AR 2 e BRI A s M B 0, L BURE
PT35S 8 1 R B Y R BT ) b 9 AR I TR RS L £ N S R X
BT AR A w25 AN R AR 3 LRE AT W) ] S S A e R A A R DA

x3 EUENERBENBFFENRALFREE

M EFERE/% >50 =>20~50 >10~20 <10
KA m2E/ % +20 +25 +30 +50

4535 E=E

PAYR 3 1 28 510 0 1 (4.2.15) v o D0 49y 0 o 9 2 DA 0 A s, 06 T AR N A o, 2 il o oA i 4, G
FH SR ZR BN AR T 0,990 R 3 98 v o 00 490 %) i 7 50 17 7 b vt £ ) 2 PSS TN, A s R PRV T
I 7 A S VA R (4.5.2) Y 4020 IS VAR (4.2.10) B B8 o EBT DU A o B8 I S ik I, 3R 38 VR v o
273 B JoT i R 5 oA RO R R A 25 N i 3000 ¢

46 RICHEIFAIE
46,1 HERTEEMMNEZTEIEES,

WEER e e PR R M, 45 e &R S, 5 DU 0 80w, iF, BUE VL Z 7 8 T % (mg/kg)
Fon o Z AR UERE AN (D) T PR S A e A =X (2) T

X VIX VXV,

YT X Ve X m X 1000

oo
o —HRMEMAS B T4 R R M, B R WA R S, TR SRR
Yy 52 FH (ng/mL);
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Vo —— R R IO SRR B Z T (mL)
v, L, 2 TF(mL)
v, —?%W’XJFF’E?*%WMH B ZTH(mL)
v, RARBORARTR, i 2 (mL) ;
V. A/%%Jiﬁﬁhﬂiﬁﬁlmﬁi LB Z T (mL) 5
m  ——iAFE T, A T (g)
1000 — 457 R 4L
£ R Y AR U TR A A
w, = A X pu X Vi X Vi X Vs X f NG
Ay X VX VX m X 1000
Horprs
A, —ﬁﬁif‘(&%{m%é
Osi ]Eﬁ%? M, B 4EFH R R S BT, B0 N e B2 T (ng/mLL) ;
v, —iﬁﬁ%ﬂxzﬁ{&é\ﬁﬁﬂ,iujv%ﬂ(mm,
v, AL 2 TH(mL) 5

V. —7%1{311’/(?}:3/&{%@14:%/[{ BN Z T (mL)

A, Iﬁﬁ? M, s 4k e WA R S, 1Y €03k 14 i 2
v, N 2T (mL)

v, —i%%ﬁﬁﬁﬁﬁwi%eﬁxmﬁi Aﬁm@%wmu;

m  ——iRFE R A R (g)

1 000—H#H 5 R 5

f 28 P 0 B R T TR AR

”'J“”Q*%uﬂ?ﬁ{ﬂhlzﬁ’]ﬁ?quﬂjﬁ%%ﬁ TRBE 3 A RUBCT
462 #ERTEER

TR R 4E T JE L R 10 i DL R w T, ’fﬂt{ﬁu%ﬁtﬁ‘ﬁ(mg/kg)%r e (3)IHHH
w=w,+w, (3)
:Etl:'j!
w4 R R M, i 8, B O Z R T v (mg/kg)
w,—— AT 4E R JE W R S, 1Y BT 0 80, i h 2 5 8 T 58 (mg/kg) -

47 BEE

TEFE SRR AE T W0 37 I E 245 2 5 AR B MR 46 X 22 (AN K T2 AR (19 200 .
5 BAHEeEE
5.1 JRIE

TR P AT IN  H] CTR CTR B, 22 0 A A B0 R 1R 28 B e £, o S8R (i (SO, Ak i it
5.2 XFAIS A

Ak 75 A R A o B a5 .
52.1 JK:GB/T 6682, —%.

ol
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5.2.2 LRZITE.

5.2.3 FEC k.

5.2.4 L. f@ifkal,

5.2.5 ikl

5.2.6  WBEFR L4l

5.2.7 PR (0.05 mmol/L,pH 4.0) : #RHL 3.85 g TL/K Z R , /KB B E A S 1000 mL,
KR pH & 4.0,

5.2.8 WEELPREEW W BE(5.2.4) + LRERT(5.2.7) =1+ 3R B ) .

5.2.9 40% HIEEH WL - B 40 mL HEE(5.2.4) KRR BE 2 100 mL TR 5) o

5.2.10 40% NSV B 40 mL N (5.2.5) KRB ZE 100 mL,iR2) .

5211 JishAH & (5.2.5)400 mL /K (5.2.1)600 mL FI#ERR (5.2.6)1 mL B2 .

5.2.12  Fn i 5 B W (1 000 pg/mL) : i FR HC4E 35 J¢ % = M, (CAS: 21411-53-0, 4l JE AN/ T
95% ) M4 JE W8 % S,(CAS:23152-29-6, 4l BE A/ T 95% )b 4 10 mgCRE i 2 0.01 mg) , 431
BT 10mL fra s mtiith , M (5.2.5) i e 45 1R o 2 °C~8 "CREGIR A7, ARUM 3 1 H .
5.2.13 IRAARAEF RIAE K (10 pg/mL)  EF RS B 5 e W R M, F4E 35 Je W5 R S, br o i 45 7
% 1mL(5.2.12)F 100 mL R st , MG (5.2.5) @ 45 RS o Il LI .

5.2.14 4575 JE W8 2R A bn ME R 9 WS < 0 B8 G 4k T e W 2R IR A e E A A TR (5.2.12) A4k
T OC WA R A bR AE T B R (5.2.13) TAR A R P, B A (5.2.11) ic il sl 5T 6 vk BE 43 5l Sk
0.4 pg/mL .1 pg/mL .2 pg/mL .5 ug/mL .10 pg/mL .50 pg/mL 100 pg/mL IR & brifE RPN . I
FHBLRL .

5.2.15 kb Al & NN L (PSA)50 mg, Co 25 mg.

5.2.16  FEIKE g V-5 7Y [5 AH A B : 200 mg/6 mL, s PEREAH 4 .

5.2.17 AL UEME . 0.45 yum, A HLFR .

5.3 UEEiE&E
5.3.1  ERRCHRAR (A3« e 8 A G I 2% Bl 0 A5 I 20 AR T 2
5.3.2 MR AEEEN 0.01 g A1 0.01 mg.
5.3.3 pH it KiJE K 0.01,
5.3.4 WIEIR Ao
5.3.5 A IRIETRS .
5.3.6 &L AL T 8 000 r/min,
5.3.7 &MWL,
5.3.8  [HAHZE B B
54 M
[ 4.4,
55 RSB
EE.CNMESTEBENRIE.
5.5.1 12E

AT IS o PRIBCEC 5 TR e e T RE RN SERHARE 5 g, BRI BUR & 1RDRL R G SRR
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WIMFNAHRE 2 O 2 0.01 @), & T 50 mL &0 MEFINA 10 mL 4R 48R (5.2.2) , IR TEiR &
1 min, # 7 $#2 L 30 min, 8 000 r/min &> 5 min, B E R E T — 50 mL 8048 . 58 B ES A
10 mL 4R TE(5.2.2) , G RB—IK , & IF PR IEBOR B A . #EFA I 5 mL 48U T 50 CF AR
W HERRIA 5 mL F B2 R 4L W (5.2.8) A 10 min, W HER 2T, & H .

5.5.2 &

] & W (5.5. ) Fm A fk 8k 40 (5.2.15) 1 £ VIE C 66 (5.2.3)5 mL, i € ~) 1 min, 8 000 r/min
250 10 min, BUT J2 8 W, 755 18 AH 25 G4 AL

MW AT 5 mL HUEE (5.2.4) F1 5 mL W BE £ R B 15 W (5.2.8) T Ak [ AH 26 HUKE (5.2.16) , HE B £% B
4dmL FRTFEEWBGEHE,H 5 mL HEER(5.2.9) M0k, T KA 4 mL FHEE(5.2.4) 8 4 mL 40
(5.2.5) Pt , e 4 3B T 50 CF &S T, #EFIIA 1 mL ZIEIE W (5.2.10) 7 ik 5% i, IR e R
A 1 min, & ALUERE(5.2.17) , F¢ill

5.5.3 ME
55.3.1 HHEBIESEZH

WAR 65 S % 2 IF

a)  AIERE . CukE, K 150 mm, A2 4.6 mm K42 5 um, S PEREAT Y %
b) WA :5.2.11;

¢) M :25°C;

d) KA 210 nmj;

e) 0.7 mL/min;

f)  #EFERE 50 pl.

5.5.3.2 tRAERIBRMILERRNE

TEALES W B AR 5T, 0 B BUR A An 1 R W (5.2.14) AR FER W (5.5.2) LML & o 475 Je 1
THE M MEHEWER S, br R AR 5% L S A g A2,

5.5.3.3 EM

DA B8 I 1) 5 e s 2 0 v o D00 400 8 B O 1) 7 5 TR A5 s v 2R 8 R (5 B vk B R ) vh R I 1)
BRI [] — 20, FOAR X (i 2575 22.50 Z N .

55.34 EE

AR R v 2R B0 9 (5.2.14) v o 00 A9y Joi o e J32 DA A6 Al e, e T AR 28 A1 A, 223 il o o il £, FCAH
KARBLAMLT 099, B (5.5.2) o i I 4 ) Joi 8 9 8 07 A s o Bl 2 O AR PR T PN o Qi o 3
FEL, D) O K 3R 9 (5.5.2) JH SRR (5.2.10) i B8 Jim BB o o P s ol kI R 8 T v o D0
P10 Jo kA 38 5 A T 9 e A R A 22 ANl 3004 6

5.6 iXIEHIEALIE
56.1 H#ERTEEMMNLEZTREILIEES,

PR R 4ET JE R R M, B2 e R R S, 1Y H DL 20 80w, 3 B DL 2 50 5 T 52 (mg/kg)
T o 2 R A (TR B B R 22 X (5) 35
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e X VX VX VX 1000

e V, X V. X m X 1000 (4)
:T:EEP:
o, —— HAREMEERNIKERR T E ST ETER M, 45 JE WER S W EEE, B0
oI (pg/mL)
Ve —— R R BOA SRR, B o 2 T (mL)
| PEER T 5 B AR R, B Z T (mL)
V, —— e TR R IEE AR, AL Z T (mL)
1 000— #5285
v, FEEUGE B BOR A 1R BORAR R, i 2T (mL) 5
Vy  —— e A R PR R AR AR B S Z T (mLL) 5
m  — R, AR e () ;
o i R P U TR A A
A X py X VX VX V4 X 1000

T ALK VL X VX m X 1000 (3)
A
A, RV R DU A i 0 T
Ou PRUE I 4E S JE MR 2= M, S 4EH JE WE R S WA, B0 A Mo 27 (pg/mL) ;
Ve — R R BOA W R AR B S Z T (mLL) 5
V, PEPOR T 5 2 AR, BN Z T (mL) ;
Ve, — bk T e B AR s o Z T+ (mL)

1 000— 8 2%

Ay PRUE P AT JE R R M, sl E T JE R R S, 19 (3 i 1 AL
v, e WUS # BOR & 32 ORI, B0 Z T (mL) 5

Ve —— i B R S ORI AR, A 2 T (mL) 5

m —1ﬁ1‘$)ﬁ§,$1ﬁﬁﬁ(g),

/ R 2 Y R AR T R R A

I 5E 45 2 LA A I A RS S R IR B 3 A 380y

56.2 #EFERITEZR

TURE T T B AR A R LSO B w 3 B DL 5 T (mg/kg) R #E4 K(6) IR
w=w,+w, e ()

ﬁrh:

w,——IRFE P E JE R B M, TR 0 B, 6 22 v B T e (mg/kg) 5

w,—— AP YET JE R R S, B8 A Z e B T e (mg/kg) o

5.7 BEZE

TEE SR ZRAE T, P 0O 37 I RE 45 2 55 FLROR S B R 4 X 22 (A R T2 AR 1000,
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MoxE A
(FE#ME)

HERTIBEEMANEERIERS HERRAEEE FTRIEENSRRERIER

Al 4R ERE M A4S e WE R SIERBRMNERE T O K ILE Al
100 — —

100—- — 3. 96 | 4. 31
1 .
® ]
2] 2
=R P
£ ] € ]
0 ! 0
IIIIIIIIIIIII|]||IIIIII lllllllllllllllllllllll
2.5 5.0 7.5 10.0 2.5 5.0 7.5 10.0
I ] /min i [6] /min
a) #HFRITEZE M, b) #ERTEZS,

Al S#ERITIEEMANESERIEEZS, HFERKGOngmLMEES FREIEE

A2 HHFRTHER M Mg B WER S, @S8R A A E K A2,

0.08_ 1

0. 06

0. 04

% Y6 RE/ AU

0. 027

| A

— —TY T[T
0.00 5.00 10. 00 15. 00 20. 00 25.00 30. 00
i 8] /min

FRol ¥ 2 i B .
22— 4t HE S.

A2 HERTEEMMEEFRIERS HMEBRKG ng/mL) SRKE & EE

35.00





