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1 SEE
APRAERLE T FKR ZHLH S R B3R B KSR B, RSHK B, (LN 5 N FB, \FB, \FB,)
(0 5 T5 1 o
AR SR — 15 D G S S MR v AL - 5 A7 A v OO 3 k585 0 O e R A €8 - o R B B
PR 38 =3k O G 93 26 A ¥ A R AT A v AR (0 1 3 3 P oK B Rl o AR B 2 3R A
F—i% REFNEHEU-HERTESHRERIER

2 R

FE it T S -K S WA I 0 R i ok B 2 S AR v Ak, B BR AR DT L 3 11 B L 68 R S ik Ak & ) 451
P, 28 e SRR 3 70 79 ) R i A8 28 — AT 2B L PO I L SR Ik E 1

3 WFw AR

BRAE 53 A1 LT AR J5 3 il 93500 32 S e 4, K D GB/T 6682 RURE Y — 2K .
Ak

w

% (CH, OHD « {34l
ZE(CH,CN) ; (i 4l
Z % (CH;COOH),
AELH (NaOHD) .
SAALH (NaCD

BER A 48 (Na, HPO,) .
B — S8 (KH, PO, .
AL (KCD

i (Na, B, O, « 10H,0),
10 2-HiHALEC,H09,
11 AP HEE(OPA,CsH0,)
12 m3E-20(Cos Hyp Oy)

W W W W wWwwwwwww w
© o N o or W N o
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3.2 BAKEH

3.2.1 HE/KEBE®EO0.1%) B 1 mL FEE, AR 999 mL K IBE& 5.
3.2.2 KB (504+50) 4 HIHE B 500 mL ZJEFI 500 mL K IEEH4],
3.2.3 ZIE-KIBEW(20+80) : 43 B HL 200 mL ZJiEH 800 mL /K IR &5,
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3.2.4 WEE-ZREK (98+2) :H 2 mL Z R, I AF] 98 mL W EEdh B &5,

3.2.5 AR W (1 mol/L)  MER AR A FH AL 4.0 g . % T 100 mL KRG,

3.2.6  BEFRERZE i (PBS) FRHL 8.0 ¢ b4 1.2 ¢ BERR A —41.0.2 g iR &40 .0.2 g HA1LA . H
980 mL /KM, HEL MR M pH & 7.4, HARBZE 1 000 mL,IB&S) .

3.2.7 MJE-20/PBS W (0.1%) WL HL 1 mL M E-20, I A B R 28 28wk (3.2.6) IEFE B & 1 000 mL,
RAEHL,

3.2.8 WWEP¥ W (0.05 mol/L,pH 10.5) : FRECHIE 19.1 g, % T 980 mL /K, A B LB W pH &
10.5, /KR BEE 1 000 mLIBS 4],

3.2.9 AW ARER 2.0 g AF2K RS % T 20 mL HEErf, BRS¢ (0.05 mol/L,pH 10.5) (3.2.8) Fi
FEZ 500 mLL A 2-Fi 5L 2B 500 pl, JRAT 5 ARG (b BT BRAD

3.3 fRiEEm

3.3.1 REFE B (FB,,Cyy HyNO ) L 4l =952, 8 A7 UEFR EVS W .
3.3.2 fREFHZE B,(FB,,Cy, Hy NO,, ) L 4E =95 , B A4 IE AR MEVE T .
3.3.3 fREFHE By, (FB,,Cy, Hyy NOy, ) L4l EE =95 %, i A IEbR MEVE TR .

3.4 HRAERREL S

3.4.1 ARUERE W 0.1 mg/mL) 7> HIMERARIL FB, JFB, FB; 45 0.01 gCK§# £ 0.000 1 @) Z/MGEsk
L, HOE- KW (3.2. 2 % JF % 2 100 mL AR . @ 5 220 . s £ E#0E —20 TR
. AR 6 A

3.4.2 TRAARES W METIE FB, FRUEME A 1 mL FB, A FB, brvfEfE %W 0.5 mL ZE [ — 10 mL
AR IO - KB G.2. 2 B EZI B 5% FB, E N 10 pg/mL.FB, fl FB; ¥ N 5 pg/mL
TR A AR EVR . PR R 10 £5 .13 8] FB, WREEN 1 pg/mL FB, Al FBy ¥R 0.5 pg/mL (TR A b i
W . B B R 4 CRAE AR 6 N H .

3.4.3 TR G bR ME ARV W VR WOBUTR & BR VE VR W, T G- /K 8 (3..2.3) i B, L il B FB, R B2 I
A 20 ng/ml.,80 ng/ml..160 ng/ml.,240 ng/ml.,320 ng/ml.,400 ng/mL,FB, 1 FB, ¥ E KK K
10 ng/mL.40 ng/mL.80 ng/mL.120 ng/mL.160 ng/mL.200 ng/mL B & HIR 5 IR TAER K .

4 (UEEFIZEF

4.1 R ACHORE A AR T S

4.2 MERNIERS.

4.3 K. 0.01 g 1 0.000 1 g,

4.4 ¥IdE.

4.5 WGt

4.6 EWAL.

4.7 BOHLFEHE =4 000 r/min,

4.8 RPEEHFE FEZ =5 000 ng, FB, A B AE =80 00 ) (HE 45 1 M A MR 554k T 75 2 WLIE S B) .
SE o F T AR R A S R L 0 R AT TR A

4.9 THFLUEMR.0.45 pm, A HLEL,

5 OWSR
51 Hmil&

R TR RE A F2 DU 23 1 4 00 28 1 kg, A ER A WOB BELIE BT 40 = RLEE /N T 1 mm IR 2170 i 2 13 15
2
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AR R AT A N B AR R BT 4 C N R IRAT
R MRE LRI 2 A e AR AT A SR N R B AR R BT 4 CCR LR AR .
T ) 5 ARV e v 7 B LA 52 10 9 e il ke A R B YR

5.2 R

TERFRBCE R RE 5 5 gORS B2 0.01 @ FEMh T 50 mL B.O&F . A 20 mL 25 /KIBE W (3.2.2),
TRHEB IR E 20 min, B 5, 7F 4 000 r/min F &0 5 min, ¥ EIERERES —H.0EF,
T KRR it B TR L ARE S LR BORTE T2 .

53 iXEEL

W2 mL 42 BUR L IMA 47 mL tEiE-20/PBS K (3.2.7) IR A ¥ 51 5 i % 95 26 FAE L It 3R 45 i 78
1 mL/min~3 mL/min, ] 10 mL PBS ZZ i itk Uk o2 5 FI A, 230 S 1 mL WY BE- RV MR (3.2.4) Bk
I8 S 8 S A = R AR VR . 55 C F AR E T, A 1 mL /KW (3.2.3) K i sk it . I i€
30 s, it 0.45 pm AFLUE RS, AR T E R L AR

S TR )RR A A G SRR B AR R T RS IR . S BR R I T 2 B R B 4 1 D R R

54 UFSHFFH

R Crg 3% FE 1250 mm X 4.6 mm,5 pm, B2 .

R 4 - B B 335 nm A AT 440 nm,

TSI A H R KA W (3.2.1) s B B, B BEVENL, VEMGRR P L% 1,
WA 3 0.8 mL/min,

A HE WA - 0.4 mL/min,

M40 °C,

JRLER R <40 °C

P 50 pl,

®1 RIBEHERF

it W A M B
min % %
0.00 45.0 55.0
2.00 45.0 55.0
9.00 30.0 70.0
14.00 10.0 90.0
14.50 10.0 90.0
15.00 45.0 55.0
22.00 45.0 55.0

5.5 HEFRKHINE

TE 5.4 TS AT L8 50.0 pL RIVR D5 RIR G bR T ARV W (3.4.3) $2 e B AR 21 &5 AR
A BB LTSS TR AR A R 5 LA B AR 5 A v B3 R i A b (e D o B A W J5 %) 6 TG R0 2 Ak
B Cy ) X £ A 8508 i AT e /DN e ML A o T AR il Ze e =X (D153
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y=ax +b B TG D)
X
y —— H AR B r i i AL 5
a MYETHEFIUEEE S
x —— HARY B
b [ 3 it £k F) AR

o AR SRR Y80 v 1 000 9 1% IO (L 49 7 7 A5O3 A ) U BT PN SRR S o A oA T
T Pl 7 R i I

56 ZTAREK
AFRBOARE 3% 5.2 15,3 (2 BRI A SCse . DEBAA & A TR 42 i 1 ot

6 SMERETIR

FFIEE &L FB, JFB, JFB, #9370 (2) 35

m
L
X —fFAE S FB, (FB, JFB, B9 & &, B0 Ao 8T 5 (ng/kg) s
FE Py e FB, JFB, JFB, MY B4 A0 si B 2 T (ng/mL) ;
V — B AN Z T (mL)
fo— R A
m ——FE S RRRE L B R 5 () .
SE o TE R R 2 W5 R AT 0 R M B R B A RO

Ci

7 1B

i}

E

FE b P AR 8 R e T S T AR A5 B0 P R M S 0 45 SR G A i 25 (8 A 15 O B R S I {E
M 20% .

8 Hft

i
e
=
Fg
oF

MFRFER N 5 g BFLFB, . FB, . FB, MK H R 438 17 pg/ke.8 pg/kg.8 pg/kg; E
50 pg/kg 25 pg/kg .25 pg/ke.

FE BUEHEBE-BERREEKAE
9 JRIE
BRI TR 2R AR /K AR I, 280 8 i 3k ff 2 o3 A o B g 5 48t [ AR 28 IRORE 1 4L

ZERIEWI EE T AR oK AL B ST B, AL iR B R 0 s ROR AR 5 o 5 L R K
JC T A o [ 57 3R A 2 o
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10 FFn#F A4

BRAE S5 A U] AR J5 3 T 50 3 0 3 M . K g GB/T 6682 LURE Y — 2K .
10.1 7

10.1.1 WE(CH,OH) ; (&4l ,
10.1.2  ZJE(CH,CN) ; (a3 4l
10.1.3 Z M (CH;COOH),
10.1.4 S fb#(NaCD ,

10.1.5 BEFR A 48 (Na, HPO,),
10.1.6  BffR — A4 (KH,PO,) .
10.1.7  S4b4H (KCD .

10.1.8  MHIE-20(Css Hipy Os) s

10.2 & KEH

10.2.1  HFER/KER (0.1%) W H 1 mL HE, i AF] 999 mL /K, IR &H2],
10.2.2  ZE-H B (50+50) 43 BB 500 mL BRI 500 mL Z g IR & 24].

10.2.3  ZHE- /KW (50+50) 4B HL 500 mL ZJE A 500 mL K REH5].

10.2.4  ZJE-/KER(20+80) 43 M HEHL 200 mL ZJE 1 800 mL 7K, IR& 4],

10.2.5  HEE-KIEH (60+20) 4 BIHEHL 600 mL FEEA 200 mL K JREH5].

10.2.6 HEE-ZRER 99+ 1) WHL 1 mL 28R, IMAF] 99 mL HEEF BG4,

10.2.7 HWEE-ZFRVER (98+2) W HL 2 mL £ W, A S| 98 mL H EEF IR G4,

10.2.8  WEMRELZE thifi (PBS) : FRHL 8.0 g & ALHN . 1.2 g IR A —41.0.2 g MR — & 41.0.2 g AL,
980 mL KiE A FHERER % pH 2 7.4, FIKFFEE 1 000 mLIBAH4] .

10.2.9  m:iH-20/PBS % (0.1 %) B 1 mL it iR-20, I A BEER $H 28 Wi (10.2.8) I F B 2 1 000 mL. iR
G5,

10.3 #R/Em
10.3.1 FB, .FB, .FB; tR/& @

R K B, (FB,.Cyy HiyNO ) L 4E =95 % , sl AR AER W .
R ZE B, (FB,.Cyy Hiy NO, ) L 4l B =95 % , 804 IFE AR ME A .
REFH R B, (FB,,Cy, Hyy NO ) LEEEE=95% , B TP ER K .

10.3.2 "Cyu-KBHE B, .B, .B; AL EMNIR

BCyu-RE R B (PCy-FB, ,Coy Hyg NOy5 ) 1B =95 %6, 5UAT UEFR HE I

BCy AR HE B, (P Cy,-FB, ,Cyy Hyy NOy ) LA E =95 %, 8 A UEFR MEE K .

BCyRBEZE B, (PCyy-FB, ,Cyy Hig NOy ) L 4l =95 %, 804 TFE bR HE VA T

S AR T L R G- FBy — R [ 3 2 P L (L X R S R T AT I R S ST AL A E 1 Cy-FB,
5 A R T 8 2 0 T L s R DG R T 2R

10.4  FRiE R R ESH)

10.4.1 FRAEAEA AW (0.1 mg/mL) : 4r BIHEMFREL FB, .FB, .FB; & 0.01 gCKi#fi & 0.000 1 g) & /N

5
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Wb WG -K B (10.2.3) Wi, F 5 R & 100 mL AR, E A B 208, WA W% B RO
—20 C fRfF. AR 64 H.

10.4.2 IRAARUER I HETIE FB, AR MEM & 1 mL.FB, M FB, MM %% 0.5 mL Z[[]— 10 mL
N O NE-KEWR (10.2.3) W B E 2| . 145 3] FB, ¥R 10 pg/mL . FB, 1 FB, ¥ £ 4 5]~
5 pg/mL FRRA PR . TR 10 £i5. /58] FB, WA 1 pe/mL.FB, Ml FB, ¥ EE 450 0.5 pg/mL
MRS PRI, IR B G RO 4 CIRA7. AR 6 1A .

10.4.3 1R 4 517 2 b5 ME W - UE B 2 B Cyy-FB, (25 pg/mL) " Cy-FB, (10 pg/mlL)." C,,-FB,
(10 pg/ml) 45 1 mL ZE [/ — 10 mL &M 0 Z0E-/K %W (10.2.3) 7 B B 20, 145 8% C,,-FB,
2.5 pg/mL. P Cy-FB, f1¥Cy,-FB; 1 pg/mL MR & R BRI, H#HRE 10 5,858 &7 C,-FB,
250 ng/mL."Cy-FB, 1" C,-FB, 100 ng/mL IR A R R bR TAER®R. A6 A .

10.4.4  TRAARIME AR MEGHWOBUR & bR HE W, T G- /K B (10 2.0 i B I AR & [A] 6 R A
HETAER W (10.4.3) , B il B FB, ¥ EEAR KA 20 ng/mL.80 ng/mL.160 ng/mlL.240 ng/mL.320 ng/mL,
400 ng/mL,FB, #l FB, ¥ EMKIK A 10 ng/mL.40 ng/mL.80 ng/ml..120 ng/ml..160 ng/mlL.200 ng/mL
MRV A br fE TAEWS W B TAES W % A" Cu-FB, 25 ng/mL." C;,-FB, fl"C,,-FB;
10 ng/mLo

1 U/FERE

111 R SOHORE £ 15 B 6 T 335 366 AN« T A Pl I 25 28 1 U

1.2 K. J&E 0.01 g f10.000 1 g,

1.3 Hyffide.

1.4 G

1.5 AL,

1.6 B0l F# =4 000 r/min,

11.7 58 BT B 28 4 [ AH A€ BORE CREJG 3,6 mL,500 mg) .

1.8 AEEEMFE (FEAH =5 000 ng, FB, #ERISER=8020) . (HEZ 5 ST BISCR BRI J5 75 2 LT 5% B)
S ¢ 0h T A VR B S R 7 e R AT R

1.9 fRALIEAR . 0.22 pm, A HLEL,

12 OWSB

121 H&E&E

A4 [ R FE S 42 DU 437540 47 2 1 ke, & A YR BEHLEE R I+ 40 2R /N T 1 mm GRS K 2 4R
FARHFE 3 R AT S AR N B H A IRE E T 4 C R ELIRE .

TR E AR 2 A IR 3 TR AT RSN B B ARG E T 4 C DL

FEGVRE AR S 2 b, 7 By 1k R A2 B TS G sl R AR SR B S AR AR
12,2 R#HRK

WERR R BCE AR RE S 5 g CRE B 2 0.01 @) FESL T 50 mL B0 v, i AR & A 07 bk o T4E 18
(10.4.3)400 pL, IIA 20 mL ZAE-7KE W (10.2.3) » i HES 4R35 $2 B 20 min, B J5 . 7 4 000 r/min T
B0 5 min B BIEWRER RS —HOE Y,

P AR THAE A R ARRE S SR IBORTE R )2 .
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12.3 iR#&EEEL
12.3.1 ®EFEMERL

B2 mL BEBUR A 47 mL H:3E-20/PBS ¥ W (10.2.9) , 1R & ¥ 41 Ja 1 90 5 56 FOAE L 0 4 41 78
1 mL/min~3 mL/min, ] 10 mL PBS 2 i (10.2.8) Wk f 8 35 Ak, 20 0 1 mL B BE- 2 R 1A TR
(10.2.7) P I G 28 5 FAE = Wk, AR PRIV, 55 C T AR E T IMA 1 mL & RE-7K I W (10.2.4) ¥ i 5%
. WABE 30 s,3d 0.22 pm SALIEBE S  SCHE FaE R b RRDN

TR R R AR 0 g0 S R B A T B AR D L S B A0 L 0 2 R0 A R 4 U T AR G

123.2 BABFXHREMEFNTSEL

B3 mL $2BUR . A 8 mL B BE-/K I (10.2.5) IR A ¥ 4] 5 i 58 1 B8 138 e [ AR A% BUR: (i FH AT
FEESRIEAL) A0 B 8 mL HBE-/K 9K (10.2.5) F1 3 mL HEER VL, FH 10 mL W B5E- 2 PRV K (10.2.6) ¥
it,55 C FRARET A 1 mL ZHE-/KIERA0.2. O % MARR . HE 30 s 1t 0.22 pm AL IE RS ik
LT HERE T, Fi

124 ESEEH
1241 HHEBESH

A5 Cis#E,100 mm X 2.1 mm, 1.7 pm, B AH 243,

TLBIAR : A R KW (0.1%0) 3 B: S -H BEVA TR (50+50) . BB EEVEBL . B L3R 2.,
Mk :0.35 mL/min,

Ml 30 C.

HEREREE 10 pl,

x2 RIBHERRER

i (8] WA A MBI B
min % %
0.00 70.0 30.0
2.30 30.0 70.0
4.00 30.0 70.0
4.20 0 100
4.80 0 100
5.00 70.0 30.0

12.4.2 JRiESH

B AR B IS L B IE B T AR S (ESTH)
B 4946 07 50 2 00 M (MRMD
IS X AF B 3, HARALAR B 5 A R LI 5% C.
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T BET Eéi il 18 AE i %ﬁ 1ilf 13 GE £
FET eV FEF eV
FB, 722 352 25 334 35
FB, 706 336 35 354 30
FB; 706 336 35 354 30
Y Cy-FB, 756 374 35 356 40
Y Cy-FB, 740 358 35 376 30
Y Cy-FBs 740 358 35 376 30

125 EMEHE

JHI o5 28U €20 - 5 G BR300 R it R A R 0, A ) a8 A% 1R T R o b B B
50 A T X A € T U A R ) R £ 9 0 % P IR ) 55 R oA 9 R R T N o ) T 0 R
BRI T — 20 5 ot €00 335 11 v T e 49 ) A 00 g 0 00 R 0 = JBE L 5 R 225 9 B2 s M U A B9 B8 T A X R L
F14 i 22 A 3% 4 R Y FBL, UL AT LU IR ity mh 77 7 060 10 B F AR 5

x4 ENEMINENBEFFEENRARTRE

AT B FEE k) E=50% 50% >k =>20% 20%>k>10% E<<10%
TV B B R A 22 +20% +25% +30% +50%

126 EEMNZE

TE 5.4 15 SO 35 - 5R ISR IR 20 B 26 05 6 10,0 L AR B 35 ZAR A Fn IR W (10.4.4) 4%
e TR MRS 1) 5 MR A s 53R A €2 33 - £ B B 33 BB 4505 1 38 28 PR AR Ji 5 L H s 90 5 R0 DAY A ) 9
e B AL R (e ) o AR 490 J5 A0 P s 11 i T B LE D A A Cy D o X 2% A B a5 R AT fie /s — R R R4
B AR E TAE M 242 X (3O 35

y=ax +b B N G- D)
A
v HA B/ A bR i B 5
a [ U1 gy 2 9 AR 5
x —— HARY B/ A AR B L 5
b ] 1 T 24 B3 A

o VHE AR P RORIVARE 8 A 100 49 114 i 7 0 49 7 7 450 24 A1 W0 IO 90 BT PN 4 SR 55 e s o o 2
YO T BRI R A AR T 0 o o PR s A 5 A 0 98 S R DS TE L AR R B0 R s 0 A

127 =ZAK®

AFRIBOREE 45 12.2 F112.3 B LTRSS FO9C8 . BB DA & A T 078 D0 4120 1) ) o
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13 SoWERRAE

ARITERHNIREE &,
Tt WOIE .
c Xc; XAXAG; XV
X= cqg XA, XA, Xm (4
K.

X R R R AL 1 R B N O R T v (g k) 5
PRSI P o DU AL o0 )R JEE L B N A SE B3 2 T (ng/mL)
— DR P R I 2 B R L B A e B 2 T (ng/mL)

DM Y AR D 2 5 £ e T AR
s Y U8 PR s T e T A
— AR AN Z T (mL)
Cu IV R PN PR ) Do Y R B S N e B 2 T (ng/mL)
Ay 0 WP AR Jo 1 e T B 5
Al o R 8 v 5 D0 2L ) e T R 5
m ——FERhPREE R LA T () .
O EAURE R L TE S5 R AT E A SRR P (RN R B A R

c

< > » 0

14 HEE

FE b T AR S8 R e A S T AR A Y B R M N7 N g A IR G 4 i 2 E AN 1R BRI E
M 20%.

15 Hf

BFRFEE A 5 g BF, FB, JFB, \FB, MK R 50 7 pg/ke.3 pe/ke.3 pg/ke; & & B4 5 K
20 pg/kg 10 pg/kg 10 pg/ke,

FZiE REFMERSU-FRITESRRERER

16 JRIE

R it T SR AR I, 220 R 5 o S 8 S AR v Al L BR AR 7 L 25 11 B (0 3R Rk A& 9155 T
W, E AR AR B3R 208 OPA AT AR o v OB G 20 25 . DOUA I L AMR Ik E 1

17 R F A4 A

BRAE 55 A BT AR D5 3kl 83500 35 S 2 2, KO GB/T 6682 MLUAE 9 — 2K
17.1 K F

17.1.1 HWE(CH,OH) . a4l
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17.1.2  ZHE(CH,CN) 3% 4l
17.1.3  ZF&(CH,COOH),
17.1.4  FEAH(NaOHD) .
17.1.5 S48 (NaCD

17.1.6  BEFRE — 41 (Na, HPO,) .
17.1.7 B A8 (KH,PO,) .,
17.1.8 & 4b# (KCD.,

17.1.9  ##(Na,B,O, « 10H,0),

17.1.10 2-%i} 2/ (C, H; 0S),
17111 432 —HE (OPA,CsH O,),
17.1.12 HIE-20(Cos Hyy Oss) s

17.2 &R ELH

17.2.1  WPERE-H R /KW (0.1 mol/L,pH:3.3) : FH 6.3 g HERE . % T 980 mL 7K, HHH R4 pH
% 3.3, HKFREE 1 000 mL RS2,

17.2.2  ZHE- KW (50+50) : 43 5 B 500 mL Z K5 A1 500 mL K IR A4,

17.2.3  ZJE-KE W (20+80) : 43 il it B 200 mL ZJEFT 800 mL 7K IR &5,

17.2.4 WE-ZBRER98+2) W 2 mL ZFR.MAZF 98 mL HEH IRA A,

17.2.5 S AALHN (1 mol /L) ¥ - MEBR AR U AL AN 4.0 g 3% T 100 mL K RG24,

17.2.6  WEIRELZE vh ik (PBS) : FRH 8.0 g ZAbAN . 1.2 g IR A —4M.0.2 g Whe —&0480.0.2 g S AL,
980 mL KA ARG MRV % pH £ 7.4, F 5 KR FEZE 1 000 mLIB&H4] .,

17.2.7  W{E-20/PBS ¥ (0.1%) W 1 mL ik J-20, A BEFREL 28 vp i (17.2.6) - B S 1 000 mL,iE
G5,

17.2.8  WRPYE M 0.1 mol/L) : FRELINAY 3.8 g, FI/KE M M B 2 100 mL,IR& 4],

17.2.9 ATV MEMARIR 40 mg B2 W T 1 mL W, B % W (0.1 mol/L) (17.2.8)
5 mLF B A 2-51 3 L8 50 pLIRAH5 . 2 AR B BLIC .

17.3 #RAEm

FB, .FB, .FB, #5 & :

RBFZE B, (FB, . Cyy Hyy NO,o ) L 46 =95 % 8 A IE bR HE R T .
RS #HZE B, (FB, . Cyy Hyy NOy, ) L 4 =95 % 8 A IEbr ME IR .
RBFZE B, (FB, . Cyy Hyy NO,y, ) L 4E =95 % 80 A IE bR HE R T .

17.4 FREBREEH

17.4.1  Fpuefi &% (0.1 mg/mL) 3 S HERR AR I FB, FB, \FB; 4% 0.01 gCORf# 2 0.000 1 @) ZE/hEE
W SRR (17.2.2) i 57 2 100 mL S8 E A B 208 . B WS BHE DG —20 CR
. AR 6 H

17.4.2  IRG AR EGR R FB, ARUEfE A 1 mL . FB, il FB; FRiEf W45 0.5 mL 2 [ — 10 mL
AR MG KE W Q7. 2.2 B 228, M%) FB, WE R 10 pg/mL.FB, Hil FB, ¥& B 45 K
5 pg/mL WIRAPRIERT . MR 10 £%,7958 FB, #E N 1 pg/mL.FB, 1 FB, ¥R 0.5 pg/mL [
IREAREIR I . MV RO B 5 #E 4 "CORAFARUB 6 A

10
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17.4.3  {RA by v T AR - 60 T BOIR 5 bR v RO, 1 S G /KW W (17.2.3) Wi B, BC T I BBy ¥k B AR IR
4 20 ng/ml.,80 ng/ml.160 ng/ml.,240 ng/ml.,320 ng/ml.,400 ng/mL,FB, 1 FB, ¥ KK K
10 ng/mL .40 ng/mL .80 ng/mlL.120 ng/mL.160 ng/ml.200 ng/mL I RINEESIrfE TAEER

18 {XEEFNiZ&E

18.1 =y AR 83 A, 7 SR D s

18.2 K. J8E 0.01 g M1 0.000 1 g,

18.3 ¥R,

18.4 IR,

18.5 AWML,

18.6 B =4 000 r/min,

18.7  AREEERAE (FEZA R =5 000 ng, FB, #E I =8020) (FE 28 i M Ak ISR Bl 7 i 2 WHE Sk AL2)
S ¢ 0h T A VR B S5 R A e R AT T IR

18.8 T ALIENR :0.45 pm, A HLAY,

18.9 b,

19 HHTE

19.1 HmEl&E

K R RE S F2 DU 23 1 40 0 2 1 kg A ERJH A PR BEALEE #0748 = RLEE/N T 1 mm IR 5170 i 2 13 4
R AR AT R A AN R ARG BT 4 C R R IRAE

FORKIMAE A B 2 Oy R R AT R A AR N B B AR RS BT 4 C T DB IR A

T ) B 4RV e v 7 B LA 52 310 7 e i e A R B S Y AR

19.2 {HRE

HEFFRELERRE S 5 gCRB R 0.01 O FES T 50 mL B0 d . A 20 mL ZE-7K (17.2.2) . g
R G R 20 min, BUK S 7E 4 000 r/min FEL 5 min, B BIE R E S —B 08 .
T K IR S PR A ) [ ACRE L AR BURTE R 2

19.3 R#EERKL

B2 mL $EBUR A 47 mL HE3-20/PBS ¥ W (17.2.7) IR & ¥ 20 Ja a5 8 26 FAE L 30 4 ol 78
1 mL/min~3 mL/min, ] 10 mL PBS Z& P ik vk S 5 At 20 A 1 mL W - SRV IR (17.2.40) Uk
I8 5 S A = ORISR R .55 C R AR Z= T, A 500 pL ZIE- /KW (17.2.2) S ff 5% . I g
30 s, if 0.45 pm AFLUE RS , O T E R L AR

S TR R R AR 0 g0 S R B A T B AR D L S B A0 6 0 2 R A R 4 U T AR G

19.4 1T%£

B 100 pl A o 1 W SRR A T RE A L A 100 L RTAEVE W (17.2.9) . W ETR & 30 s, 1E
2 min WHEEEDHT,
11
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19.5 NS EE£HE

@i%*I:CISHEelSO rnm><4.6 mm,5 pm EUFH%’I%Q
I L & K 335 nm A ST K 440 nm.,
TEEIAE A R K AW (17.2.1) ;B TR, BB VR, Ve E W% 5,

i 1.0 mL/min,
FER 240 °C,
PERE R .50 7358

x5 mEBREBERF

il W A W B
min % %
0.00 30.0 70.0
5.00 28.0 72.0
6.00 25.0 75.0
11.00 22.0 78.0
11.10 30.0 70.0
16.00 30.0 70.0

19.6 HHERBHINE

TE 12,4 @I SF T 6 50.0 pL AR DR RIVR A b il T VR W (17.4.3) Fe M BE MAR 3 = AR Ok 7
A R BB A TS A RRALES A5 AR IS, DA E BRI 0 1 VR B S B A b (e Bl AR 0 T 1 06 T B A O Al
B Cy B0 X & A B S AT /D e MG bR TR

y=ax +b N 1D |

X

y‘*ﬁﬁ%ﬁmmﬁf
I ARER

x —— BRI B

b ——[mlH 2 i #REE .

o VLA S TR0 RIASE Y 1 D0 400 % i 7 (1L 129 17 A S s 4 A i 0 S B P T SRRt 5 R s o i 2
T [ 7 R S P E

19.7 Z=HIKK
AFRBGAFE 32 19.2 A1 19.3 IR LK. DA A TN 4 2 a .

20 AmERPERR

m
K
X —fFIEE & A FB, JFB, \FB, W& &, A H o T 78 (ug/ke) ;
12
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ey SEAE WP FBy JFB, JFB; RO, BAAL N  3e 45 2 T (ng/mL)
V — AL A Z T (mL)

oI AT AL

m ——HERh IFREE L B T ()

i T ESR R IER S S W e 2R AT I E 0BRSS DR B P LA RUELT

C;

21 BEE

FE b TP AR S8 R A B A T AR A5 B9 P TR M 7 I A A5 SR G A X 25 (5 A 159 1 R S IE
0 20% .

22 Hith

MRFER N 5 g B, FB, (FB, JFB, WK BR 43908 17 pe/kg 8 png/kg.8 pg/kg; & & R4 51k
50 pg/keg .25 pg/keg .25 pg/ke,

13
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M R A
REEENEREBER

R 3 R e a7 LR AL

Al ROEZENRERER

304 R ES' €2 CAS 1 X 0 o Ak
REGFHE B Fumonisin B, 116355-83-0 Cs1 H59 NOys 721.83
RO #HE B, Fumonisin B, 116355-84-1 Css Hsg NOy,y 705.83
RO #HE B, Fumonisin B, 136379-59-4 Cs Hso NOy, 705.83

14
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Mt & B
FEEMEESTE R R RIGIEF %

B.1 HHEERWIEAZE

£ 30 mL It IE-20/PBS K (0.1 20O A 15 pg FB, PRt & W, 54018 A0 . 43 il ) — it
W3 MR R A, AR A A AR A 10 mL(5 pg FB) . & LR RV PR I, 4R Ve . F /LA

1 mL, HZNE-KER (20+80) A ZE 10 mL, JH WA %A 4r B0 5 FB, 197 4,
GEHIE L5 FB, =45 pg, AHEARIE.,

B.2 tEEY R EIE T %

B2 mL 25 FIRE AR 3R BUTE . LA 47 mL i:78-20/PBS W (0.1%) . iNA 15 png FB, br e & 75 W,
JHM IR -20/PBS # K (0.1 20 2 % 50 mL, Fu4-1R 5] . 40 il BCIR] —HE vk 3 AR A2 o FiA: , AR A Y [
FE N 10 mL(3 pg FBy) . 2 BAE R BRI AR BRI, IHA AR T2 1 mL, - /K B (20+
80) EAEE 10 mL, I AH @IS 4 B I & FB, 195 i,

GEALHE S5 FB =24 pg, WHENRCR =80 % R FE [l ISR il 7.



M R C
WEBRSEEH

IR 2% & A

a)
b)
c)
d
e)
D
g)

EBYE R 3.0 kV;
BFIRREE 120 °C;

HEFL R RS L 50 L/h;
HEFLHL R .45 V;

i % ) SR <350 °C s

J5 95 ) A & - 800 L/h

filf 3 8 & /7 :3.0X 107" MPa,

GB 5009.240—2016
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i 18 & - 2R K B B R R 1R B

GB 5009.240—2016

Mt X D

i £

TR (2 33 - S TR SR R T 3 33 P LI DL

STD 400.0 ng
FBs—20140630-017

STD 400.0 ng
1: MRM of 6 Channels ES+ FBs-20140630-017
722 > 352 (FB1)

2: MRM of 6 Channels ES+
756 > 374 (13C-34-FBI1)
2.32e4

2.20e4

'

1.21e4

3.25e4

2.3504

3

2.62e4

3

9.86e3

‘

2.34e4

2.16 216
100 100
7.51e5 13c34-78,
FBy
L =]
v T T T T T T T T T T T T T T T T T ‘ T T T T T T T T T T T T T T T T T T T
0.5 100 150 200 250  3.00  3.50 400  4.50 0.5 100 L5 200 250  3.00 3.5  4.00 450
FBs-20140630-017 1: MRM of 6 Channels ES+ FBs-20140630-017 2: MRM of 6 Channels ES+
2.16 722 > 334 (FBL) 2.16 756 > 356 (13C-34-FB1)
100 6.9905 1007
13C34-FBy
FBy
=] ]
T T T T T T T T T T T T T T T ! T T T T T T T T T T T T T T T T T T T
050  L00 150 200 25  3.00 3.5 400 450 0.5  1.00 150 200 250  3.00 3.5  4.00 450
FBs-20140630-017 1: MRM of 6 Chamnels ES+ FBs-20140630-017 2: MRM of 6 Chamnels ES+
2.9 706 > 354 (FB2) 2.66 2.98 740 > 376 (13C-34-FB2)
100 100
6.55¢5
2,67 3,02
13C34-FBy
Fig FBy
= LI 13C34-FB,
3,11
T T T T T T T T T T T T T T T T t T T T T T T T T T T T T T T T T T T T !
0.5  L00 150 200 250  3.00 350 400  4.50 0.5  1L00  L50 200 250  3.00 350  4.00 450
FBs-20140630-017 1: MRM of 6 Channels ES+ FBs-20140630-017 2: MRM of 6 Channels ES+
2.9 706 > 336 (FB2) 2.9 740 > 358 (13C-34-FB2)
100 100
1.83¢6
2.66
2.67 FBy 13C34-FBy 13C34-FB,
FB3
= =
o T T IASSLLAALL IAAARAMAMEESSA MRS ! T T LSRR AR AN AN ML A A L T ‘
0.5 100 L5 200 250  3.00 3.5 400  4.50 0.5 100 150 200 250 300 3.5  4.00 450
. T == =1 [ = = it
a) REEFRERMEAGHRELE
5P3-6 5P3-6
FBs-20140630-065 1: MRM of 6 Channels ES+ FBs-20140630-065 2: MRM of 6 Channels ES+
2.16 722 > 352 (FB1) 2.16 756 > 374 (13C-34-FB1)
100 3. 045 1007
FBy 13C34-FB;
| =
0.85
T T T T T T T T T T T T T T T T i T T T T T T T T T T T T T T T T T T
. .00 150 200 250  3.00 3.5  4.00  4.50 . 100 150 200 25  3.00 350  4.00  4.50
FBs-20140630-065 1: MRM of 6 Channels ES+ FBs-20140630-065 2: MR of 6 Channels ES+
2.16 722 > 334 (FB1) 2.16 756 > 356 (13C-34-FB1)
100 005 100
FBy 13C34-FBy
| =
v T T T T T T T T T T T T T T T * T T T T T T T T T T T T T T T T T T
3 L00 150  2.00 250  3.00  3.50  4.00  4.50 . .00 1.50 200 250  3.00  3.50  4.00  4.50
FBs-20140630-065 1: MRM of 6 Channels ES+ FBs-20140630-065 2: MRM of 6 Channels ES+
2.66 706 > 354 (FB2) 2.66 740 > 376 (13C-34-FB2)
100 6o5 1007
FBy 2.9 pp, 13C34-FBy
13C34-FB;
LIS . 2.99
3,05
"4
0.85
T T T T T T T T T T T T T T T T t T T T T T T T T T T T T T T T T T T
0.5 100 150 200 250  3.00  3.50  4.00  4.50 . 100 1.50 200 250  3.00 3.5 400  4.50
FBs-20140630-065 1: MRM of 6 Channels ES+ FBs-20140630-065 2: MRM of 6 Channels ES+
2.66 2.99 706 > 336 (FB2) 2.65 740 > 358 (13C-34-FB2)
100+ 38405 1007
FBy FBy 13C34-TBy 298 13C34-FB;
= =
LABATAAG RAAtsass sana T T T VA paat B A e L s A S L A e AR e R s LA e b t
050  1L.00 150 200 25  3.00  3.50  4.00  4.50 0.5 100 150 200 250  3.00  3.50 400 450

b)

KREEERERMENIRHEXRERIE
E D.1

ik 18 & - 5 BX Bk B R A R E
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D.2 REFMENMSE-HERITESABRBRELRLEE

G 2K Z B v A s A0 2B e A ik i UL D2,

e B TS T EE_ g M= T )
150 000
125 000
100 000
75 000
FB2
50 000 FB D9
0__H_.,_
T T T T T T T T
00 25 50 75 100 125 150 175 200 ¢/min
a) ﬁcg'%% FB, .FB, .FB; E‘Jﬁ?&%l@
B TI-TRC=ZF e ET JEN T
150 0007
125 000
100 000
7 5000
B FB2
3
5 0000 FB1
2 5000
o——— —
T T T T T T T T
00 25 50 75 100 125 150 175 200 /min

b) KD &EZE FB, .FB, .FB; FERHEmiLHE

D.2 HREFMENSU-ERITESUREREEILE
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D3 BEFMENSU-ETESUARBRIEXEER

G 2K IZ B v A A AT AR A ik UL D3
|

] FB3 FB2

T T T T T T T T T T T
e F-3 1 st -3 . L -3 e b [ [F-"3 uss
Am

a) ﬁ3'§§ FB, .FB, .FB; m*ﬁ‘&f&@

Tras. FB1

A 1 A [ A [N 1 A e e e wa
b) KGEZE FB,.FB,.FB; EXERER

B D3 SEFMENSL-HITESHEHEEIEEER
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