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=

BIE EEPRE. HEHE. . ZFETENR

1.1 HIE

WA A AT R R AT PR AR AR BRI i ) B i AT T R
fh, e BRI I I AL BRI A e Bk, 5 B SRR RS &, T AT R TR
SRR e FEMBOKLEY) (K5 BER 3/4) MUKy (X5 EER 14) 4R,
UEAMEEGE ST RALEE . AR VO, IEEESE RO (M. ANR. 7 &R,
R W R K RS . BERVI U SR GRS KA S

85%-90%, JEAK T =i M FIA TR .

RSB NRAE, —SAERNOT I NV R R ERE . FeAbmE. TaRE.
FRIPRLYER . WIS M LOARI LI Fe R B H K. ERBEEIFARR
SRR E I A EE TR, A BAT KRR ARSI PR Th e -

DR E v R AT, RERE. EIERES ENE, IKFIRAE, 44 GB
5009.8-2016 (it A E bRt B P AbE . RS REME . Z2E0E . AREIE ) K& (¢
[EZ500) 2015 WREE—FBAHDCHRE, RARZIOCRNA, SEIEOEN >, R RE R
(] 5 PEANUG T AR s i, SR 7 R L IR, RERE . 22 2RRE S RIS (4 & HPLC
fRGRTT R, WA R AT EE VR R B G vk . AN LR S AR s
Wi, AT RN, EETE. RERE. FIERES AR



B =

1.2 S RESEH

#1-1 HPLCRGIUZR W EARERE

Fs B HE
1 NPT AR 14
2 P3100 EHF R 26
3 S3100 [ BhHEAE AR GERT) 14
4 03100t A E IR 44 14
5 77251 F )33 FE 1R 4
6 R AR 1&
7 TD-1-1586 VR & 2% 14~
8 ADIE it 2% 1
9 TP31004L4% 14
10 Supersil NH,-S 5pm 4.6>250mm {4 %4+ 1%

F1-2 s

== il S
1 Y7 ok 4l
2 EETFK 18.2MQ
3 hE, MmN, RERE. R PR i

FK1-3 FEFHATAEBE

== B PR = £k
1 AT e RS 1000mL BRI e
2 [N 0.08MPa,160W FEAE, GM-0.33A
3 Feghaebl= Pk 3L/6L, 40/60KHz, 120W WA, AS3120
4 T R BRENTIrZ— Fris=<
5 BRI IE RS 1000mL BRI e

SEU6 R P T B 2% LA 61,45 25 8- (100mL . 50mL . 25mL. 10mL) . #£ 5t (1.5mL)
ik (0~1000pl, 0~5000pl). MM L (AmL, 5mL). —XMHPVCTE, —kihOE,
HEREET . DEEAERE T
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1.3 SERGVE

131 FrAER S

B LR I 4% MERBFR 2.59 JBE. 2.0g FIATFEARAE S ORI 22 0.00019), &= 40%
LG, Hess somL, o9E, BRI (fE &m0 . EFFR 1.0g iR, 1.0g 22
PEbrvE s RS2 0.0001g), INiE & 40% ORIV AR, JFE %54 50mL, ityg, Bim] (fE
G

T R R 1443 1144 DU b B0 (1) it 469 LA C RSO FIT 75 BRIV AR IR B (b T 2R T 75 B2 VR D

R1-4 JOBE. AN REREATEE SRR IO bR AE AR R vk

g REWEE MW EEB REAR ¥Rl TR (9/100mL)
T REEWAR L AR uL mL B WEW W EER
1 200 25 1 1.00 0.80 0.050 0.050
2 300 50 1 1.50 1.20 0.100 0.100
3 400 100 1 2.00 1.60 0.20 0.20
4 500 200 1 2.50 2.00 0.40 0.40
5 300 140 0.5 3.00 2.40 0.60 0.60

1.3.2 HEaabE

Hu2 5gi& B ke i CR5RfI220.00010), INi&E E40% 5 VAT VEfR, FFERZE50mL, ik,

ey

133 @if&s

MEH:  LIEIK=T75/25

tBiEFE: Supersil NH,-S 5um 4.6>250mm
JiiE: 1.0mL/min

frll: RID

HERAAR: 200

FEifR: 35°C



B =

1.4 SRR

FAE

— BiEtRiEm
T EREE
HEE
R I
Y

Retention Time (rmin)

BIL-1 o SR e 2R 7 B € 1

R1-5 AR B S RE . R ARSI 2 2R A 2 1 o 2 T R e BT B

WE

B2y s BNy @R i) FHRARH £ 8(g/100 g)
(9/100mL)
Ak y = 0.00015 x - 0.028 R=0.9991 1.95596 39.19
i 4 B y =0.00017 x - 0.0022 R=0.9985 1.9308 38.62
REWE y = 0.00016 x - 0.0079 R=0.9996 0.0001 0.002
ER y =0.00021 x - 0.013 R=0.9988 0.0720 1.44
16 2015 g E 25 i — g DI a1 R G0idE A M s g R
s TiH 2015)RATMER  FEREMEMER it
1 HR ISR AL i CRAD AMikF2000 6200 i 2
2 SRORE RO 1 B 1) el A 13/5F60.0% 70.41 e
3 RHELS A& E L AR FLO 1.09 e
4 REHE R & & A F145.0% 0.23 s /2
5 B ke AN43185.0% 1.79 CFR5D 2
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2R EETRFERESENE

21 His

e 2 rh R PR R R (HMIF) & 1 2 /0 2 ok e i B i A S5 I 2R HE, [ PR ¥2 5 i
HMF J& T 5mtedatn . HMF AR & RS A 1My, WA JE RPN, A7 30N et
KEE I TR A s, B2 HMF. HMF 2 BB (g B s R R I #3500, B IAEE
B KR 53, S AT, T E HMF RFHR OBl 5 Bl e JHRA SR
BZEZ 250 EE. DRI B rh R e 5 S I e i 2

21 ¥R L Rt
DI RS W PR BRI S B, KRR A F], 45 GB 18932.18-2003 (g
5 F IR S B E IR K (R ZGL) 2015 FRES — SRS kRE, SR AR (i -
BOMGINE, & RAHEOTER: 355, AR R B I TA) g Pt R T A B, HRHE 17 e e v o PR R
EEENER2E HPLC fRRTRE . RN R ZSH ARSI 7k, BEAT IR & bR H
BT 25 B (R o

22 B EEAH5AF]

#2-1 HPLCRGHR RGP & hrdERL B

a2 HFR BE
1 UV3100%8 #h- R WLAG I #% 16
2 P3100= R H 2% 26
3 S3100 H B #EFE % (1L AC) 18
4 03100 A 1% #4185 iR 45 18
5 77251 F kA R 4
6 s TR, 1E
7 TD-1-15M6FE IR A 45 1
8 TP31003G 4% 1
9 Supersil ODS2 5pm 4.6>250mm i k% 137




B =

®2-2 Pt

s vl g
1 FH i Bk al
2 EETIK 18.2MQ
3 ¥ FH L P it

®2-3  EEFERATAEB %

FFs B MRS g e
1 WA P 1000mL ENAHIL
2 (] R 0.08MPa, 160W WAL E, GM-0.33A
3 ABFE VSR 3L/6L, 40/60KHz, 120W MBS, AS3120
4 K2 L RF EENTT 22— PR
5 BRI UER 1000mL AN I 9

SEOG R P T B 2% LA AL 35 25 B (100mL. 50mL . 25mL. 10mL) £ St (1.5mL)
WA (0~1000p, 0~5000p). #iketek(ImL, 5mL). —XMEPVCTFEE. —RPEME,
BEREET . BEMESER T

2.3  SLWHE

231 FREARECH

PRAEAE A VR HERIFRIDUE B F AR E Y 0T T 100mUA B, £910mL, I
W, HARMRBEZRZIE, BLARk0.20mg/mLfbr i fif &K -

PRUE ARV : 70 ol MR EBIE 1 PP R b i 4% VAV 2 100m LA B R, FH10%
R OB 222 B2, 0 %0.10pg/mL, 0.20pg/mL, 1.0pg/mL, 2.0pug/mL, 4.0ug/mL, 6.0pug/mL,
10pg/mIARE AR . 4R HT EFRC ] o

232 FESETALE

FREX10giRFE, Fifi320.01g, B T100mLKetrd, IAN10mLFFEE, 3R
5], AR VR, HEZ100mLE B, F/AKBMEZIE, 7R, ouE, B,



[sas aw]ea iy

B =

2.3.3 gy

WENAH:  HEE/7K=10/90
itk Supersil ODS2 5pm 4.6>250mm

Lk :

1.0mL/min

K K. 285nm
HEFEARAN . 10pL;

FEIR

2.4

: 30C

K2-2 F4 F R b ofe i 1 F2-3 AR I B i (100 mo/mL) 73 25 1 5

B&0 ]

8.2eH102
1 1
500
£ GeHnz 550
500
43e+002 i 450
400
8 1
3.83eH]102 350 o
300 0/
3 i
1 BeH0zZ ]
250
2 ] .
200 T |ﬁ 'ﬁf T T T T T Iﬂ‘ T
0.0e+000 . . T . : i 2 4 B ] 10 12
2 20 40 [Ci]o 8.0 0.0 min
Bl 2-4 2l £6(r=0.9999) 2-5 ARG B RE N 4> B DAD B (S k)

R2-4 HMREITEEE DRGSR

Hor% MBI A (min) AR (mv.sec) WEE (Lo/mL) FEMEE (%)

HMF 7.78 140.35 21 0.0021




HE=

BIE  MEE P OIHER S B

31 ®WH

B MG R RE B AL, BRI T EE, EERBOKLEY (245 EER
3/4) MKy (L BEN V4 A, RAMNEERSTH AN, AR, k. R
SHEAR (. AVER. FEVG. R, i, BRR-SRRYSE. AR SEA
MVETEACH I, X b 2 1 TR B AR AN (RO A ) 2 B B T LU O ia 3l 8 9
Yo WRAENIEENE TR, AESRAT & X% A B RHE o 7E— S8R AR R B 7>
e B R S A UM EHELR] WK R R g AR R e X A AR, IR B AR IR, IR
Iy Wi A A1 ) B B e > AR R o P sz i R 20 2 —

(]
!
~ M
N
;j )
0 >N~ N
|
B 3-1 mnmER g5 K
R AR T T e A RS B N, AKFHRE A J45S SN/T 1354-2004 3k Hi g
Rl DR S B I R V) SEAH AR, SR S RO AR S R AME I, & A A
e, ARVECREENS B e A AN R e &, PR H TS e RS B E 2 E HPLC Rk

Ti R, ORI A WA BT ERTE R G TE . RN R AT S ARSI )
JHES SR, AT e P B A .
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3.2 fUBREEERH

#%£3-1 iChrom 5100 HPLC & Zi X 28 ik & bt il B

S By &
1 D5101%5 #h- 1] e il &8 (L FC) 15
2 P5102 5 s 18 it 5% 16
3 05100 & RE IR 4H 16
4 Rheodyne 7725i = & 7~ @ HEFE R i
5 VB5101# 3 42 i
6 R T AR 1£
7 SinoChrom ODS-BP 5pm f i ki 1%
8 5100% %4t LA 1£
9 S5101 H B2 (1L 7L) 16
10 M5101 R G4 41 48 16
TE: B IR R m AR
32 Frm R

FF5 vl g

1 LM Al

2 AL srirat

3 KR srirat

4 =SB rHral

5 EETK 18.2MQ

6 5N AN

#3-3  FEFEMATAIE B
B i
B0

gt 78 A
ZIRAX

R R G4

Sl URE

R i L 75 52

T AR

FEE T RP

F
dn

0 N o o b~ W N

S 3 v H R T A LI A4 25 B (100mL . 50mL 25mL . 10mL)~ Ff i (1.5mL)
T3k WM (0~1000p, 0~5000pL). #WAEH S<(ImL, 5mL). —&XMPVCTFE. —kik
FIE L HERREL. JERRSSE T,



B =

33 WAL
3.3.1 ARvEAECH

FRUEEYR (Img/mL):  AERRFREL0. 1g(vHE i Z20.00010) MMk bRifE f,  FHAKVERIE E B E
100mL, 1ERPRUERE R . FRARYE 75 22 KR bR i 25 TR B 208 4R

3.3.2 FEMBETALE

AERA RN 209 (MER 220.019) U T-50mL I ZE B0 i, i A 10m LAV /K I BIR 2,
R)E EEIMA20.0mL=5 ¥, INZE, fEJeiniR ] s iR 2)5minT-2000r/min & C5min, 4 L
JE KA AR MR A W 22, A WUAE R SmL AU B B K R e VR, FE 257K AR B WL
HTEERR R &4 LIRSS, T HIEACEIE, FFEPE3mL, WRIER, & IJEN10.0mL,
TASCHESM FIRGE R IE T, EREIMA2.0mLKEfRE, 15045 umigfLIERS, FliAHE

WACGIE , AR E R .

333 Git%ky

Wail: ZM50KIZ.1%=16/83/1

B iE4E: SinoChrom ODS-BP 5um 4.6>250mm
W : 1.0mL/min

Rl 273nm

BEFEAARR: 20l

M. 40°C
3.4 SRiggER
2 1-p0e
.-
» |
-] z Hrﬁl (-in) - = 1D

PI3-2  REd SR it LR 2 7 £

10
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FaE BETFRHERRIENE

41 W5

411 H2ARRHBEEFR

B B 75 3R (Aflatoxins) & A5 A AE B B Uil e ) gt e A0 A A= i B AR ) — 4L Ak 22 46
PSR, A AT B e s i &8 200 17 . B ZR MM % 2R By By Gis
G, LK i1 By F1 B, fEAR A e FRAL T AT AL AR ) My M, 5

412 HHBFRMER

o M B R BT R AR I . B R AR IS AR TR R S A AL 2R
ER, REN AT SRR BT RIS RMT, UHMERR B RNZ I,
FLAG AN 1k th i it

413 HMBEREGH

HMEFR G, WHHEER G,

Bla-1 DURRE LS ih B R

11



HE=

414 XNTHEERGEE

e S PR AT (R AN BT R A B, B R S B IR AR B I A AR B
5B SRR &, T AT A RIREIOR T o B0 S it 250 SRR EE A, e o il
B (Aspergillus flavus Link) 51 0 — Mg h B F . | A TatR. EEErRR
&)yt o B — FLURR LB B A T RE TS e B, S N A O G T B
(2 SNl aa L B R S NI Rl ESP S

415 RNTTE

H A3 82 25 R RATAEAI VA . R ZHONKERT = 5 S IRAT A Bk JE AL A AT A
(HIXEERTA D7t AT A BGRIBCH B, A RIE R, MORME IOt A AT A T B
BAARTAEAIE, et A E AT E S B (AR, AT AR, 8 S 2R
e, B EILAL

AT A SR, SR IRA TGN By K Gy AN Boa K Goay  FERFLIOLHLIN,
2k S e R B, HonT e e B Rl 4-2 K& 4-3 B

)
0 b
0
hv 7
0 W @ o oo
— 0 — o
0 ) o
o} H2 OH o

0

K 4-2 st FmEER G ATERT R4

© o
OH 9 o
o]
- @H I hv H© [
Q T O &
o

K 4-3 HhEER B ATAEMELZ A

N R S P I R R SR MIE, KRR AT, 454 GB 5009.22-2016 (& dh %
AE A RIS R B A G RMIIE) AR ICHRHE, SR T iR i R R A
P REM T g E b i E R TR AL 7 FE AR B R4 1) AT Tk
BB RS 7 A B TR T 50 AR AT S8 AR SL B o (K 77, REAT I B 7
1 25 7 2R ARG



B =

4.2 AXBWRE5E

#4-1(a) EClassical 31007 = 24 iAH il R G i &b AL IC B 775 B

s B2y B E
1 UV3100% &b~ AJ s il 25 (& i) 16
2 P3100 & s 8 it 5% 26
3 031004, 1 F: 1 i 4 146
4 Rheodyne 7725i & s 7Nl i R 1) ™
5 ZJ-118 33 ™
6 SN AT L MR E 1E
7 TD-1-15F IR A %% i
8 TP31007 FIFL4E 146
9 SinoChrom ODS-BP 5pum 4.6>200mm{a i i 137
10 PRI A& 16
11 ADIERL 7% 1E
12 FeAbFAE S AT AR AR 1
13 S3100 H B 2% (1L 7L) 16

F24-1(b) iChrom 51007 &R AH 1% & G 1 s Ar Ak G B 7 5
e BFR HE
1 D5101 48 #h- W] WL Aer il &5 (LT 16
2 P5102 5 AH L 2% 15
3 05100 B A fE I 4R 16
4 Rheodyne 7725i 7= [ 7~ i iR 7] i
5 VB5101 [ 37 41 i
6 SR AT T A i 1E
7 M5101 R 4414188 16
8 ADHR 1£
9 SinoChrom ODS-BP 5um 4.6>200mma i 4% 13
10 TR AR 16
11 HAb AL ST AR A 1£
12 5100 R 45 T A A1 1%
13 S5101 H B FE A (L L) 16
14 M5101 R G4 R 4% 14

T B B IR 5 R R R GRAT 5 K

13
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RA-2 EBASARA bR R

FS WA s
1 I kg
2 A kg
3 S srirat
4 EETIK 18.2MQ
5 B A5 R AR Sigma-Aldrich

®A-3  TEFERATAEE B

Fe £ b Stk g 823

1 WAL e 1000mL B8

2 () R E 0.08MPa, 160W TENAILIE, GM-0.33A
3 B YA 3L/6L, 40/60KHz, 120W MBS, AS3120
4 e T RE R AL HH K F10000r/min

5 R I .= i

6 FEEBT R RN L — e

7 AR R HHKF10000r/min

B IR B - 2 W B 71

8 G SRR WIMBEROEENE MR A, SE%

ROR AL

SEOG R S B BS ILE AL 25 B (100mL. 50mL. 25mL. 10mL). E ZE4EH
(250mL), F&iiHtE(0~1000pL, 0~50001L). Fiiftiesk(lmL, 5mL). —XkKMPVCFE, —
UMECUE L EREET . PRI T

4.3 SERHE

431 FrRAEEVRECH]
K BEBR RIS S (100pg/L): B M 2 K IRARAE M (2 5mL) & T 50mL & &
B H R E 25
B BRI TAEWR: RS AR R RE B il B TR AR AR A A R 2 0 C B 1) vt R AR
Bt TAEWR . i By G JE Y 40.0pg/L, 20.0pg/L, 10.0pg/L, 6.0pg/L, 2.0pg/L, 0.6ug/L,

0.2ug/L. AR Byy Gy ME A 12.0ug/L, 6.0pg/L, 3.0pg/L, 1.8ug/L, 0.6pg/L, 0.18ug/L,

0.06ug/L.

14
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432 FEmETALE
o EH

s BRI 259 BT 250mL (1) = ffH, A 5g SALEN, FEE NN 70% F RV
125mL, EEAERE Smin(dHEE KT 11000r/min), 525 FREL 15mL, & T 50mL A&,
fnzK 30mL ks, #E2), F 0.45pum JERRILIE

o &t
BRI 15mL, @I R AL, A ImL/min, SRJSFZK 20mL el BRI

2%, AT, FOKBF AT, B ImL FEESE b, WO, K E R & 2mL,
Fi 0.45um JEMELIE, BFEH,

433 ik%M4

WEH: HE Z5E17K=20/20/60(VIVIV)
W : 0.8mL/min

HHFE R 200

% 4:: SinoChrom ODS-BP Sum 4.6>200mm
FER: =R

K. Bk 360nm, K4 450nm
4.4 SERER

441 BB EEEE

HERE BT B 2N20.0pug/L(By~ Go) M3 8 2 AnE AR, [ FH4.3.3 el 24,
g ERTR.

Signal (mV)
3

0 5 10 15 20 25 30 35
Retention time (min)

l4-4 BN A VT

15



B =

* 4-4 FIES RN

RATHE e
B (MV sev)  EFMV)  BEMV)  EEHMV sev) EEmV)  RFEmV)
G, 143.55 6.28 138.66 6.43
G; 31.37 1.21 142.62 5.65
0.02 0.02
B, 726.07 24.09 710.22 24.74
B, 269.07 7.26 854.04 24.04

MEL SR AR, A AT A e 2 OBt =, Gy S By FAMR AR AL A I i B
BIGIN. Hrh G WA SE INZ) 4.5 %, By WEmARAME =N 3.5 {5, 1T G, X B,

FARBA R

MR B, MR ATA A OB AT e, A AR AR, (R, Gy K By

RIBULRENE 73352 i 20 4.5 {5 A1 3.5 1%
442 SHEVaE S HR

HEHM T AR TR, T 433 BRI AL AT I 00T, 3807 2
FALHE T H IR0 TR
# 45 BMITREKRBUE

YR S U KMARRBR
HhE#HR G, y =22.185 x - 0.3282 0.99990
HIRER G, y = 23.547 x + 1.0349 0.99987
W EHE B, y =33.410 x + 1.6965 0.99984
W By y = 41.875 x + 3.3725 0.99994

M EZRTTHL, R RO RAATERR R I, BL. G1IKEELE 0.6ug/L | 20.0pg/L
LMV B A 2R AR OC R EEY KT 0.999.

DA 3 {5 Ml LUK L PRI FE e R A R R HE PR, DL 10 55 Mgk LUK LRI B A 3 1
BIR. B MEER By GUIKEN 0.2ug/L HIRER, 5 4 Fhig i & R0 H R Ao
#R, SR NERR.

16



B =

0.35 ~
B
0.30 2 Bl
0.25 -
%g 0.20
= 015 Go Gq
@®
.Eé 0.10
U) 0.05 A
0.00 -
-0.05
-0.10 T T T T T
0 5 10 20 25 30
Retention time (min)
Kl 4-5 Ao IR K oE 2R
F4-6 R
YR J7 R H PR (ng/kg) SN/T 1736-2006(pg/kg)
EIMETR G, 0.30 0.50
wmhERR G, 0.10 0.50
mEREER B, 0.08 0.50
mEREER B, 0.03 0.50

MULEZRRTRL, et RGATAE 5 1B ith 3w m ke I 1) R W] R 52 =, (E5 R8BI 5K
B AR S GRAE A e S BB A, FEA DN R BT 8 BN IR ZERCR, B S IE BB ILA

PRl L 2 A LA P AT A AR et

Rt

443 JMEREMTERSRENE

] B1Gy WKLY 20.0pg/L Y38 1 8 B = bt TARVBUERE 0, 3SR 7 kiR, 3Litit
FE3 R, AalBEHANERMELHEESMS, SLRERIN TR,

Signal (mV)
3

T
5 10

T
15

T
20

Retention time (min)

K46 HWNEEMN=7)

17
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AT RIS R B I (] H N E A

G, G, B, B,
s TR RENE EmE  RERE @S RERE @R (RERE
(mVesec) (min) (mVesec) (min) (mVesec) (min) (mVesec) (min)
1 128.77 17.88 137.45 21.99 656.54 24.43 794.73 30.52
2 129.48 17.82 138.64 21.92 661.15 24.35 801.55 30.44
3 128.23 17.80 139.07 21.88 658.49 24.32 802.72 30.37
4 125.96 17.79 138.56 21.86 655.15 2431 796.85 30.36
5 127.40 17.79 137.88 21.87 651.05 24.30 792.62 30.35
6 127.67 17.84 139.04 21.95 654.06 24.40 801.16 30.51
7 127.28 17.88 138.72 22.00 654.97 24.44 802.01 30.56
RSD 1H (%) 0.89 0.22 0.43 0.25 0.49 0.24 0.50 0.28
* 4-8  WETHIAR R AR BRI ) H [R]85 0
G2 G1 B2 B1
5 WA REEE KEAR RERR EER RERE EER RENE
(mVesec) (min) (mVesec) (min) (mVesec) (min) (mVesec) (min)
RSD 1# (%) 1.04 0.83 4.32 0.97 0.93 0.94 1.84 1.07

MERFHL SRR G AR SR, WAARIFMWHNHERENE, ¥

il 75 25 G AARSDIE 9/ T-1%, AR B i) 35175 F-2%.

45 /NG

ARSOR ST — Pl FH e 30 B - 2 A JE AT AR T e i B b s i B R N R G T
2 HHZRGHAT T IRIE. SRR ZRGHERHE, RELMMLE, R
o E, HW K& HEEZ L, w7 DL 2 0w vk i B A R A G R, W2 GB
5009.22-2016 (frih 24 F R brdE £k P 5T R B A G IRAGMIE) Xt & o th 5

BRI ER

18



B =

B5E BEEPIUARRPERITENE

51 HIE

e B MR PR B i RS DR i, 2 B R 1 B USRI A B T I A7 A e B,
5 8 SRR A s AT BRI R IR ORI o g B B KL S (2 5 B R 3/4)
AR5 RN VALK, IRAMERE A FALE . b aBE . Tehly. fRiSE N
Rl AN FTEVIB. R i R &R, AR, EFREL R, b
T6 BRI AN S, e 2 BRI N R RPUE R, WP FRRPUE R AL S g b %
fiEte, PEAFIS A, AT AE 2 g B P U3 A ZP

WU EREDAEREEARELER. SHERMNURER, R EREA SyEms, §
RAFHIR BB AR, ADOM 22 [RBAYE, 522 RN SRR, L300 7 e Ik A AR iR A4
Z R TG o (RIS RINE T A LSRR AL, AITAEAR DG fr Bk
B o A IR A Sy it S L)t il 2 S 3 N SR B AR e

A5 7% GBIT18932.4-2002 (i¢H L& R, WUMAR. &FR. mAFERIKHEEN
WiE GRATBAETERE) ) o RAERAERE 2 7 A7 1w OB kA, IR R ARG R
it IIRRZRE LA SRR i S S B0 AT A 5 V0

52 &K ESEHN

R5-1  WEE P FRPUER MR IHPLC R SeprEic &

s B S BE
1 UV3100% #b- AT W Aar il & 16
2 P3100 % M 1H it 52 16
3 S3100 H & #EFE 2% (1L AC) 18
4 03100 A E iR A 16
5 R A T A E=
6 SinoChrom ODS-BP 5pm 4.6>250mm 1%

IE: B B IR 5 i ROR A (B o
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#5-2 M E P IUIA R IPUE Z A i 7517

FS A s
1 M kgl
2 R — &4 e
3 PR Grifrat
4 A ST Al
5 L HG D 2R A e
6 LR T ST Al
7 iR (35~37%) et
8 itk K H il

F5-3  WRERE AT E A B

FF5 B2y S
1 TR A
2 B
3 Oasis HLB#
4 FH B 7 A ekt

SEG TR rp L B T B LA A (2 B (50mL. 100mL). F2 A (0~1000L)« F£ K
At Sk(AmL). —kMPVCEE., — kM0 E, somLEERE 0 . 10mLEERE B0 . HERE

BHEEET.

53  SEHE

5.3.1 W AW BT

TER. WHR. SERRERE: 01mg/mL. MHERKIER LHER. KK, &5
FAREDT, 0 0 AT I A0 Amg/mL AR TE Al 250 S0 A7 AE-18°C, AR 75 ZE AL
BN IZ AR S 2k B R A AR HE AR, IR SR ME TR R4 CIRAE, ATEHIBR.

5.3.2 FEMETALFE

MellvaineZZ ¥ : F51000mL-0. 1mol/LFFiF FR¥A Wi 5625mL 0.1mol/LH iR A —4NiA R

WA, BN A SN R RS W 1T pH=4.0140.05.

Na,EDTA-Mcllvaine 2 ¥ : 0.1mol/LFRHL60.59 2 — % VU 2. /R — 4% A 1625mL,
McllvaineZz Mg rh, VAR, RE5.

20



B =

o RE

FREX6QIAHE, K57 £)0.01gE T-150mL =i+, i A30mLNa,EDTA-MellvaineZg iz »
THARIRA) A EPOER A Imin, fFiFE 524 . FEUEAS0mLES L H,  LL3000r/min s
‘B‘Smin’ 1%?%1{0

o Hb

¥ EiEW BN T HeOasis HLBA:E A & sk as b, BB R LA <<3mL/min )it st it
OasisEAH MM BIAH AR, FF BIGlsE it G, FASmLEEEOK(UL9)0AE, 7 k4t

M. 7E65KPaf) B s T, Al T-20min, fxJ5 A 15mI LR L BEGeME, WedR B M T 100mL
I S

Ft IR AE BRI RAE IR AF LT A< 3mL/min ¥ dd i B B A8 b, FEBe il 4
AR R, FHSML AL, FEE i tiil. E65kPatik T, Wkl T-5min, 5 H4ml
TG, WSRO T SmUEE R, B R B amL, BB i G E .

5.3.3 fit%y:

AN : LI — S NG phiRR=2T7173

B i4E:  SinoChrom ODS-BP 5pm 4.6>250mm
JE: 1.0mL/min

Kl 355nm

HEFEAAFR: 20uL

FER: 30°C
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5.4  SLIRER

5.4.1 HEIHTIEE

EI5-1  10pg/mLPUM KA TR AR (i

H5-4 DU RARAE S M (24

IR FRBEET R Cmin) WREHEF SBEE
THER 4.408 1.18 1.4
U2 N 5.239 1.13 35
SRR 8.961 0.96 11.0
5.4.2 M

B ) FE 4> )4 0.05pg/mL. 0.1pg/mL. 0.2pg/mL. 0.4pg/mL. 0.6pg/mL. 0.8pg/mL.
1.0pg/mL. 10.0pg/mL (VYRR R RS04 RIRPR TR, $29R RS mtpe, DAbRAE S IR E
REALKR , W I NALRR , 2l v M 2, DU 3R 28 1A 2 bR HEVE WA AR DM E S5 R F

55 AR DUPR 2R T A FRARE S 17 V6 e A

R (mAU.)
F5 WE (pg/mL)

TE/;R IE2S 3 SEX
1 0.1 0.3203 0.2233 0.0707
2 0.2 0.6300 0.4330 0.1510
3 0.4 1.9067 1.4193 0.4937
4 0.6 2.9160 2.2370 0.7185
5 0.8 3.9673 3.0323 1.0020
6 1.0 5.1837 3.9883 1.4510
7 10.0 58.1293 48.0580 20.6867
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VY57 35 S AT RO o iy T 28
70
60
= ” /;
Z 40 + TER
Z3 /’i;// -mﬁi
5220 — &BE
0 1 1 L 1
~10 2 4 6 8 10 12
PRIEERBGRE (ng/mL)
Bl 5-2  TUBREKISHU AR Fbm Al VA TR J3E - e i S 1 e 28
#5-6 VUM RIPUERIRUEFR MLt S5
FRAE A SAEIREVE LHEMHXRE (R) SR
+THR 0.1~10pg/mL 0.9999 y =5.8641x -0.5381
IWEZN 3 0.1~10pg/mL 0.9999 y =4.8635x -0.6172
EEHER 0.1~10pg/mL 0.9996 y =1.0541x -0.4349

] 5-2 M 5-6 25K, HER. WK, &ERA 0.1pg/mL = 10.0pg/mL KBS
PRI, (AN AT RAFIOZMEAROCHE, AHOCREL R KT 0.999.

5.4.3 f R

K57 PUMREHAERSIICEE R (SIN=3)

—_— R RO IR R
1 2 3 (mVv) (pg/mL)
+HEER 0.165 0.172 0.173 0.170 0.007
2SS 0.152 0.143 0.152 0.149 0.008
BER 0.043 0.041 0.049 0.044 0.05

- WS-\ 2015 11_1217_43_21_BIFRIIR-0.02ug-mh +SinoChrom -0D5-8P-250- A M -VERHE73-27-002 - M 1

80
60
40

04

20
-1
2 0

0 2 4 6 8 10 12

5-3  WETEZIN 3 A5 M EE RV (0.02ug/mL) 1 &
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FOE EETHEEHANE

6.1 EER

TANAH: FEEIK=48/52

i HE: Supersil ODS2 5pm 4.6>250mm
FE: 1.0mL/min

K 270nm

BEFEAARR: 20uL

FE#E: 30°C

6.2 ERWE

WahA: A:0.025 mol/LEER 1AW (F = Z & A5
pH{E £3.0+0.1); B:ZJi%

4. Supersil ODS2 5pm 4.6>250mm

FE: 1.0mL/min

K. 278nm

HEFEARA: 20uL

FER: 30°C

6.3 BMIBER

TANAH: BERRERZZ i [0.25mol/ LIS IR 4% -
0.1mol/LZ — izl .18 —4l-= )t
(100:10:1)] /£ Jf5=85/15

a4 Supersil ODS2 5pm 4.6x150mm %

JE: 1.0mL/min .

Rl 280nm

HFEARR: 20uL 5

FEIfR: 35°C

24

Timeimin/

K61 BEEPABERIEER

1 R R

5.0 10.0 15.0 20.0 25.0 30.0
[Minutes]

6-2 W E U AR B E T

1 WBAER

5 ) 3 D

K 6-3 o ) I E 1 A
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REAH

Aw bk FHTE X LRSS 2-2 5
NFHLG: 0411-84753333( s HL)-H 4
ATEHE: 0411-84732323

R ELi%: 400-66-35483

Za ME: hittp:/iww.eliteHPLC.com

FHMAH
P3N Tl el X 4 0835 K8 99 5 75 M4 K3 P AL X 14 #4501
Hif: 0512-67997572

IEHArHELE
Hudik: JESCHTEHRA X% 38 201 5 AR AL ORI IX 4 S 2 FT 2307 &
HLTE: 13624984285

FrEg At
Hoht: (HZRE BRI TR X AR TG 1222 5 J s [E PR 10 #% 1-1816 =
HiE: 18842689516

LEhEL
Hohk: ARVCIXHEBERES 130 SR ARHE TR &S0 5G UM 204 =
Hiif: 15140566435

ROUEL
Hohb: EAHTHE L X SE AR X 1 #R 1 H o6 2501
HiE: 18842683216

BRIPHEL
Hudtk: YLI58 w s TARUE X 47 B 45 5 T iA 4R 85 14 1 608 &
;13951643881

B34
Hohb: JEIIHTSEEX AR = B 383 5 127 T
HiE: 18842685196

T RA P
Huhik et P 2 TP AT T R A AT AR S 11505
HiTE: 18842681836

I P
Hotk: UM A X AN 3 5815 C2 #k 1404 55
HiiE: 18842683616

RER TP AL
Hohb: BGESEVEEX L KIE 6 5 E K KE A B 610
Hiif: 18842681865

AN LGRS, SEOLEUR BRI SN A A FRE R AR B SRR
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