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HF=

FIE R =R AR

1.1 HIE

SRENE R P =R
S|
FEfRAR

RAMMEEY), EERRIFAHAC TR,
E’a‘% MR TT I IR PG - = TRV i e ol =4 41 i SRR I 1)

[ S = R e I S 4

AR i o it BB R o 2 P

Tkl ZREIE L =R ORI B0 )5, ZRE R ES 1A AR R U AL, BT 5 A Sh

(2]
FHAR P RO Cu s G AT 8

1.2 RGKRE

R 11 PR =REUEK I T E

Fs e AR
1 PR G4l
2 S AR JERE
3 =R B bR 4l >99.0%
4 K R IEME(100 F/Ex) @50mm, 0.45um
HHLRIEML(100 F/4) @50mm, 0.45um
6 B 13 A HUAR L 825 (100 SC/60) @13mm, 0.45um
7 Elite MSP =Z Uik & F #: 5um, 4.6x150mm
8 TRA T BH B 1 [ AH RE IO (50 S2/4) HyperSep Retain-CX, 60mg/3mL
F 12 ARk =B EURI A AT A FE I E
F SFF AR
1 P R KT AS3120 %, 3L, Ih%: 120W
2 e JIE LA 9 GM !
3 VA PR 1000mL
A P AL104, &= 0.0001g
JD60-4, 0.0001g
; L TG16G, 16000 #, 6x50mL
TD5G, 5000 #%, 12x10mL
6 oH FE20K BRFETH
6010 FRRE LT
7 WIEIRA QL-861
8 I A AR AR SPE-12
9 AR PGC-01D
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13 Gkl =REURBH s (R R B

Fs i R g
1 EClassical3100 & HPLC £ 1E
BRGHEANE:

(1) P3100 5 KA 18

(2) UV3100 458 4h ] 25 Kokl 2 16

(3) Rheodyne 77251 &K/ NIBHEFEIR 14

(4) 7J-1 I 14

(5) Elite MSP 5pm 4.6x150mm £ i A+ 1%

(6) EEEEE TIER CREITENL. THED 1%

(7) EClassical3100 Z%; T2 AL 1%

(8) TP AL 11

2 500mL ¥FR (Bt 2%
3 03100 taiEHIEM 18
4 S3100 B3RS 13

1.3 HmAtHE

FREUHIRLAE & 0.40g(FEH 2 0.01g), E T 10mL HZEZIEREF, A TmL 1% =54/, RiER,
AR 30min; I 0.5mL 10% ZFREF A A 0.5mL 10937 2k FAL MW, RIERS], M 1% =82ZRK
EREZIEL: FEMZ 10000rpm, B0 5min; B SmL _FiERAIEARHFR .

WU 3mL FEEAN SmL /KIS Ak SPE A% ARSI K AR 10mL, #588 & AR, KK
3mL /KT 3mL FEEBE S, A5, HI 6mL 5% %Mk B i e it o AN e il AU AN S 1mL/min.
Vel 50°C FHESMKT, FREYIH ImL WA, RIERES, i 0.45pm Jil RIEME, fit HPLC 774,

1.4 &

ik Elite MSP 5um 4.6><150mm

BN BN £ 5=90:10 (RS- alif gzt HERFREL 2.10g FTARER AN 2.169 <% Lifif
FREN, IIAZ) 980mL /KiEfR, AT pH 2 3.0 J5, EAZE 1L, I 0.45pm /K RBFLIEMBE JE % AD
Jiik: 1.5mL/min

Fei: =i

R 240nm

HEFEE: 20pL
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B 12 SRR & B i (5 & 0.63mglkg)
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1.6 {hEEFRIR

1.6.1 ELEFHFEES A
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104
< |
> Il
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i {»\“:
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IE|
Sid
0 o
T T T
0 10 15
Retention time(min)
1-3  Spg/mb brdESh 11 F1E S B B K
F 1-4  SpgimL bR ibiE SR 11 E S
B LRI fR)/min VT A/mV sec
1 14.687 207.21
2 14.679 206.85
3 14.665 206.28
4 14.637 205.23
5 14.638 206.12
6 14.616 206.36
7 14.586 207.66
8 14.620 207.55
9 14.627 207.84
10 14.659 207.83
11 14.689 207.71
FHME 14.65 206.97
RSD/% 0.23 0.42
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16.2 LHEHE

140+ 50ug/mL
25ug/mL
120
10ug/mL
- 100 5ug/mL
1ug/mL
E 804 ngm ‘
= \
T 60
2
) 40+
204 /\
. N
0_
0 5 10 15 20
Retention time(min)
14 AR[RIVE bR M 2 e
20001 r = 0.9999
1500 -
2
% 1000
.(%"
500
0 T T T T T
0 10 20 30 40 50

Concentration(mg/L)

K15 = REUEIR L S IR AR

163 JiiEBRfRALHARIKEER
A 3 {55 BT T VK RE BT R B 10 4955068 EL UGS G 00 7 B 4950 T s R«

F 15  Elite P1201 Wi = SR FUNE /7 VLG H PR AN e PR
IR ViR T Hi R (mo/kg) Jrigse B (mo/kg)
T2 1 #2857k 0.046 0.153
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1.6.4  FHEEUEREE

— PRt nARSmgL
— Ffd
— %A
70
60
50 .
~ Melamine
é40< \
© 30
=
n 207 & : ﬁt
10 |
0<7 \\__\V—/\
0 5 10 15 20

Retention time(min)

Kl 1-6  REITDEHES . 25 E S nbeS N

R 1-6 TARHINAR YRR

IfrE(mglkg) AT £ —(markg) FAT LR = (mg/kg) P51 (mg/kg) EBE%

1.0 1.05 1.03 1.04 104.0%
5.0 4.36 451 4.44 88.8%
10.0 9.63 9.25 9.44 94.4%
25.0 21.97 21.77 21.87 87.5%

1.65 HEREMRE

Fl—GRIAREE i, — 2=, KPR TEESA B =, FF IS BT a2k

60
50
40+
S .
£ 30 Melamine
g, \
5] N
n
10 M
ol V1 N
: " ; )

15 20
Retention time(min)

B 17 SR RHRE T AT IR B i 1

RLT AT AIAGR

F47£%—(mg/kg) 4T SE — (mg/kg) PATSEH = (mg/kg) SE518 (ma/ka) RSD%

4.36 451 4.42 4.43 1.47
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F2E  FRPEERKAN (AAK)

2.1 Wi

TRM AR RE AT A RN, RUEFF A A KT LA E TR, HARA S B R R R R A
OB RIRRA SR bR, D R T R SRR R A R R L

TR rh B R 0 B KR B R T AR T 2c ey B, REJEAT AR E , XM 5 VA e LB, {H
FEIHTIN TR, RSB AERTATA SO RO il il e R, SR EM O HriUHt, 2Hrin
e REBUZE, FrAE TR 2 SRR I E .

22 REGEE

*®2-1 PR EIE RN ATk

s e F% A
1 G HERR AT E i (18 Filr) i fE>98%
2 IK R IERE(L00 F/£r) @50mm, 0.45um
3 HHLRIEML(100 Fr/4) ¢50mm, 0.45um
4 BT A WAL 825 (100 3Z/40) @13mm, 0.45pm
5 — YT S 45200 S2/EL) 1mL
6 TR FH Mk 5um, 4.6>250mm
7 L RS RE R ARG RS 5um, 4.6>50mm
8 SRR —%
#*2-2 EERANE
s £ ik B
1 TIEIRAT AR 250mL 1
2 A2 B AR 5 A 25g 1
3 FiA g2 k20 53 B 100g 1
4 Pt R4 A 259 1
5 ST A4 2 B 50 1
6 TRENAH B AL 5 100g 3
%% 2-3 FARh R AR AT AL HE I B

Fs 2FR HEE A

1 8 KT AS3120 A, 3L, B&: 120W

2 e i L GM

3 eilBuRlstid 1000mL

. P AL104, /& 0.0001g

JD60-4,0.0001g
; o it FE20K B2RE it
6010 B/ 1t
6 FRAL PGC-01D
7 G 5mL
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#*2-4 TR R R RR I i RC B

P w8 B &

1 EClassical3100 # B HPLC £ 1%E
BRGEARE.

(1) P3L00 i 28

Q) UV3100 B8 A ATAR i KA T 28 16

(3)  Rheodyne 7725i 7 K /@ HERE R 14

W 731 % i1t

(5)  TD-1-15 Bt IR A 14

(6)  EliteAAK(5pM, 4.6>250mm) it 4 13

(1) EiBHE TR CREATEINL. HEHD 18

(8)  EClassical3100 £4i T B 1%

9 TP BEAYEITH 16

2 500mL ¥FHE (BB 23

3 03100 iR 16

4 S3100 EEhHRESE 1%

2.3 R

1R 25mg (AR A% i 2 BE IR 5 82 117 5 ) PR it (U P AR i g BOMR 1 4, 75 2 FRY W e 45 K ), I\ 5mL
ZHOMS, BN 3mLemol/L BRI, TSI miRdiezE O, MNHAET 110°C/KfF 24 /M.

KK S R i R N AR R LR, I FH K 22 R 3R, el — IR NZER L, 80°C/KIRZE T,
BERSRY R, 80°C/AKM AL, HEFMAET.

FRATAE T 22 R ik 25 R L (B 230 » PREE N 25mL R B, FERATAEZ A RE R, F 0.45um
JERELYE, &M

L SR A RE AR 10mL 2 50mL AR e R, NN SmL ATAEIE, RS, BN 60°CAKIBH, I
Wb S B 60min. [NSEEESE, EUHHAEI R R, MNPEZMERmRE 22, HEAZ), o, SH.

2.4 &L

i HE: ElittAAK 5um 4.6>250mm

TENM: FBIAE A: ZJE:/K=50:50; BIH B: AT
MIE: 1.2mL/min

iR 27°C

Kl 360nm

B 10pL
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2.6 tEAEIEMT

261 HEE

* 25 18 FEIERRI > EE L

B Asp Glu Ser Arg Gly Thr
B 11.8 25.6 6.1 1.7 1.8
B4R Pro Ala Val Met Cys lle
SEE 1.5 36 23.7 3.0 31 2.7
2w Leu Trp Phe His Lys Tyr
SEE 25 6.5 17 15 2.2 25
262 HEHEM
|
‘ |
==
g
r T T T 1
0 10 20 30 40
Retention(min)
B 2.4 B E R ML
F 26 AL E S HEEIR
g Asp Glu Ser Arg Gly Thr
FRB T 1E] RSD (%) 0.25 0.15 0.14 0.10 0.11 0.07
&AL RSD (%) 0.49 0.55 0.49 0.61 0.47 0.48
LR Pro Ala Val Met Cys lle
{REFHFE RSD (%) 0.05 0.06 0.02 0.03 0.03 0.02
TR RSD (%) 0.41 0.43 0.48 0.61 0.76 0.62
B4 Leu Trp Phe His Lys Tyr
{8518 RSD (%) 0.02 0.04 0.02 0.04 0.01 0.01
&AL RSD (%) 0.51 0.79 0.57 0.56 0.74 0.35

11



HF=

26.3 HIRKEHR

LA Asp A, SARAT HFR D v 0.098mg/kg.

26.4 FrAEFEYIRIRRE T

ATAEJE I BB S S 7 R M 0 € v e O B I () AN T AR K B S5 2R, ATAE s DA 7 R BAT
IREFHIREE I -

30
A—A A 4 A A
= VvV —vV— v — ¥V — VvV vy RSD
% 20 —m— Asp 2.07%
E “ 4 4 4« <« <« ¢ |* Gly 0.76%
s e——o& o o O o ¢ | A Pro 055%
E —w— y-AB 0.53%
& —<— Met 0.75%
x 10
| i i m——8———a 3
0 T T T T T T T T T
1 2 3 4 5 6 7 8 9
Time(days)

25 RPEFUIRIRSETE

12
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B/IE FRPERAERIEN (AAK)

BRI KMRAFAE TARE A DUROR, Tk T R E =R . TR, AMWKBERN 2
i AR BN T KR TT 1%
SRS 2,4~ —RH R SRRAE: BT AT A 5SS DN i RGO G i E Bk v 1 B R R R AT R 10

3.2 FaTAE

FRE— 5 B (bl S SRR i, B SmL 22 iR, I\ CA H VAT 0.3mL, & FIVK/KIB
—HEET 4CUKFH, KB 16 M.

LA 1.767mol/L ff 5B BRANTE UM 26 1E70), T I (i BT BRER ANV VR 0.1mL, R/ RIS
BEHEMA 6mol/L EEERIEH 3mL, ST SR b 223 11, BEHLAE 11043°CoK g 24 /MBS, JKFBRAESR T,
FRTA Brh i 22 ik s, & IR VRIS & 26mL D, JERZAER, #H.

TR VR B i 2% R TR} U IR AAK I E

3.3 HALER

. \

elLLE
=
= o
= - [
(a1 -1
b
o 1
o 1@ 20 ao o

Tim elmin)
E3-1 AF(a). TARME S (D). FEAINFR(C) itk
LR R, 2. RE M

13
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FAE FRPEERKKEN (AAP)

41 HiE

IR R A BRI A AL, YRR K P AU E TR, SRR & B R A B R R A
FAHERIRASE R, MER R R AGEEEENE L. B TEERMR L, Siliar, KEnik
A BRI R, AEAF IR S BT — B i RO (1 U A DR ) 1P R —

MR 22 7] B A R SRR IR (PITC) AENATAR R, T A IR R B RR v AU € 15 (HPLC) LRI AT
FEHTI B RTT R ATENTER R PGE, AT, RREMEEIA 3 R AR RIE, ERY
SRAERATHE; T H AT AR, & AR AR 2.

Elite-AAP ZIERR T RGERHIRERIAT A J795, Bo& & M C18 S5 [ e A 17 A B MR 1S 2R AF 1) 73
B, PR SR I 2 58 AR SRR A )

42 HEE

®41 AREBRAFE

5 B g HE
1 FIEER bR EfL (17 Fl) 1mLx10/%; 1
2 FILBAT LA 10mL 1
3 MBI B & fA415 40 Jifi/ & 1

A2 VBRI A AT AR E

5 B HE
1 TS 1E
2 IR E 1E
3 AL 1E
4 MIERE 2 1E
5 Z2l TN 200uL. 1mL #%—3%
6 R4 RE>120C
7 SmL 7K fif FH 250 50 %
8 Eagmpi 14
9 HHLRIEME(L00 F/4x) @50mm, 0.45pm
10 £ A HUAR L 825 (100 Z/0) @13mm, 0.45pm
11 = Sy Al
12 #hR Pasied
13 o R (ALK R ) Pasied

14
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#* 4-3 TR R BRI Al SR ERC B

FE i R HiE
1 EClassical3100 # B HPLC £ 1E
BRGHEANE:

(1) P3100 & FEAE IR 28

(2) UV3100 T2 o a] 25 i KA ) 2% 16

(3) Rheodyne 7725i 7 /5 IBHERE I I

(4) Z3-1 3% I

(5) TD-1-15 RUBREEIR & 9% I

(6) EliteAAP(5pm, 4.6>250mm)ta ik 13
(7 EREHHR TR CAEFTEL. THEHD 1&

(8) EClassical3100 #4i TR 1 &

(9) TP I FHPHFEH 14

2 500mL ¥FHE (BB 2%
3 03100 iEHEA 18
4 S3100 HBYHERERS 132

4.3

AT

T 1—E O E R BATA W

1)
2)

3)
4)
5)
6)

% B BB E AR (BUREMARD 200pL, B — smL BRI LE F.
KM 1.0mol/L = Z.J1% Z VW 100uL, 0.2mol/L 56 SR 4 15 2. I i
10s, F=ERMCE 1h.

B 0.6mL IEC)E, WHER 1min, ## & 10min.

TR 20, 0.05mol/L ZERENAK IR FR RS 4 1 .

10uL HERES AT .

TR JAERESER IR,

FTEETTE 2R E R BATAE R

1
2)

3)

4)
5)

P R IR R AR AT (RS RIATRD 200uL, B— 1.5mL ¥Rl O,
KN 1.0mol/L = Zu% Z W5 100uL, 0.2mol/L S5 FURE 48 2 F5 7
10s, 10000rpm &> 1min, BIEHE 1h. ZRETF.

100pL, JAiERE

100uL, RHERE

SN 400l 0.05mol/L ZFREN/KIEW, WAHE 1min. A HRE RS ERIBUNE BN, /Nl

% 100pL.
10pL HERESM BT
SEFRER: EIR A R RER

15
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4.4  FEmBALE

FREGE SR 5T 5mL o, A EAEIH FERYA WL 300uL, & DS O, ZERUKKB—
BET 4CKFEF, M 16h. EHERREDREZEZEE, ZWET. 0 3mL 6emol/L 8T ZifHd, W
WA iR P2 B O, N 11033°CKfE 24h, JKIRES KT, II/KFE i i, %2 25mL

AR, MAKEREZIE. B 0.45um JERLILIER: i

45 gLt

Bi%H:  Elite AAP ZEIER /16 A itk b
WENH: WA A ZBE-HEE-/K (60:20:20

200uL A7, 10uL BEEEHT.

o

), A 10~15min.

WEIAN B: EhAE B B /4B 55 500 mL Bebidr, InsK4) 480mL, UK 2.
pH % 6.510.05, Ji7K 8 78 & 500mL, #2257, i 0.45um fFLJE I €, #8 75 i <, 10~15min.

e 42°C.
FiE: 1.0mL/min.
g 254nm.

4.6 HAERE

B 4-1 R H Elite-AAP ZJERR 4 BT 7 VEAS B 10 17 P AR ZULR 2 Bl e, w0, 17 P L

PRV 7 2, 584l /R LRI E PEAN E B 2R

1. Asp RAEIR; 2. Glu B%#; 3. Ser
25K 4. Gly H&K: 5 His HEK;
6. Arg KEER; 7. Thr H&TK; 8. Ala 7§
AR 9. Pro IR 10. Tyr MER;
11. Val H&E: 12. Met HEMRK; 13.
Cys R&IR; 14.1le L& R; 15. Leu
SER: 16 Phe ZRINAMR: 17. Lys #i

&
17
8
2504 1
2 34 > 6 i 10
i 14
200 7 1112 g 16
_ 150+
S
£
T 100+
c
2
n 13
50- S ey
hU UU MLLMM L_/ o
ol WL
0 10 20 30 40

Retention time (min)

K41 IR o B ]

16
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47 TEEEFRFR

471 HEERHE

*4-4 HMTEEEN (n=5)
IETH R RSD (%)

FHER
0.025pmol/mL 0.25pmol/mL 1.0pmol/mL
REAR 4.90 1.49 1.08
BAR 4.47 1.53 1.36
27 R 2.86 1.60 1.16
HaER 2.37 1.30 1.10
HER 1.96 1.32 1.38
TR R 2.67 1.49 1.17
TR 3.59 1.99 1.02
gAY 211 1.71 0.91
ey 2.27 1.69 1.76
Ay 2.47 1.00 1.05
R IR 3.63 1.63 0.87
HAR 3.26 1.18 1.19
LR 3.18 1.44 0.94
SERIR 4.89 1.27 1.01
RN 311 14 1.37
R 2.88 1.17 1.09

472 HAEREE

# 45 M EAEFRPE(IARIR BE 0.25pmol/mL, n=5)

|ER I 1B R (%) SHER I BB (%)
REER 118.48 TR 109.48
BEIR 106.68 ik 1% 90.44
2R 94.17 AETR 93.93
HER 104.06 AR 106.77
HEIR 96.97 REAIR 96.40
FE &R 102.19 SRR 100.80
IR 87.32 KINA S 91.16
W& 98.03 MR 95.74

17
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473 AR e
[l REdh, HESE 3 FubRE, MRIERE 3k, T ELER O VO REVE TR RSD . 45 R WIfTE
MZEATE 3 Tl LA REFIRa R
* 46 fiEreRaE

BER WA RSD (%) KER KETE AR RSD (%)

KL 1.48 % 2 R 0.94
BHBR 1.36 SR 1.60
2R 0.31 HAR 0.61
HERR 0.62 ot 2R 6.63
RNy 1.96 FIEAR 156
KRR 0.73 SRR 1.63
TR 0.80 RNER 1.08
WHBR 0.46 R 0.63
RN 1.06

474  BARKRIIKE

LA Asp A, AR E A 3.1310°mol/L.

475 RYEMRE

T 4T LRAEARNE

HER SHEHE LR RE (R
REHR y=7,145.78 x - 103.85 0.9996
BEBR y=7,210.30 x - 92.165 0.9997
X N7 y=8,117.37 x - 64.25 0.9997
HEmR y =8,205.19 x - 41.035 0.9996
HE R y = 7,843.39 x - 107.435 0.9996
LA y =5,985.01 x - 46.955 0.9997
TR y =5,590.62 x - 42.57 0.9998
[SENiv y=12,971.29 x - 99.51 0.9997
Jiti 2R y=8,871.93x +9.20 0.9994
T 5 R y = 8,884.18 x - 102.57 0.9997
BRI y=8591.62 x - 67.24 0.9996
HHR y=9,276.57 x - 85.38 0.9997
IR y =8,946.21 x - 65.14 0.9996
SRR y=9,131.72 x - 90.24 0.9997
RN y =8,837.57 x - 63.08 0.9997
by y=16,817.23 x - 94.68 0.9997

18
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HBS5E  FRPERAERIRN (AAP)

51 ¥®iE

B SRR AL TR KR T AR B S WOR, T AT e I E BRI . Rt 1E Elite AAP ZJE1R 7
BrosiE AL b, SRR BRI T 7T i%. /Y Elite AAP ZEERR M T T A IR TS S Rl BOR B 45

5.2 FETAE

FREUE & A IR AL R AR & T 1.5mL B0 E s, A SA AR FERIEW 300uL, 3 DS,
ERKKIB—IEE T 4°CUkFEF, KN 16h.

AR IR R 2 IR, K E T 0 200uL 7K, iR BE 30s, KEE I 1mol/L = Z % WG ¥ 100uL,
FEFE A 0.1mol/L TR AR A EG L ME 1S 100uL, R JE 10S, =HE 1 /M8, In0.6mL iE ke, WERE
S4EY Imin, FE 10min, FWEL T Z 200ul, 0.05mol/L Jo/K ZREN/KIERFRE 4 %, £ 0.45um
BHUIERELSE, CHEIEI, 10pL HEREAXHT .

R S AF R P R R R AAP T .

5.3 AU

1
1504
< 100-
£ 11
E 2 9 19
S 507 121314 16,518
)
ol
0 10 20 30 40

Retention time (min)

B 51 EEE. EREATER S 17 MRk BT ER R IRE G ISR
LI ERR, 2. Asp RAER: 3.Glu BFEIR; 4. Ser £4(K; 5. Gly HEM: 6. His AR 7. Arg FER: 8. Thr &R
9. Ala THZR; 10.Pro JHZEER: 11. HERI, 12. Tyr BEK; 13. Val HEK: 14. Met HHZM: 15. Cys BER: 16.1le 7
=M. 17. Leu F&EMR: 18.Phe ZENEMR: 19. Lys BiE R

19



HF=

AR RRAE i

R

Signal (mV)

0 10 20 30 40
Retention time (min)

B 52 GAPRMEE hAVDRLATBRRE S 24T P
Bl 5-2 AT LA H, i A A B S BRI AE 5 5 A 4 o U 7 S 45

20
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FOE TR AR R IRYR KA

6.1 HiE

UEAE RN Ay, SEAORVE, ROYERFAE A WIS, ALERE N AR RIS 1A A i S AU — A B
Jits R R AR RIS YA A B BRI . AE A RAER A RO BARD, AW B, BRI
PR, B, KRB BEAREZEMN . QORISR Z AR, who TIR AR P LRE B A 1 A A S
TRI o

HATHT AN 4R AL 2 LR, RBOT 2 AR E KIS E R . RIS VRS L RVE M T, &
A, RN M EIEE RGN BRI B E T AR R S T KA B3 T AR A L
R, WS RNIEAEAR D, B R HE .

fEEamEh, RN ERIEEIAERE ST, Al eR, RIEMPLIRMERE, XitmIRE
Wb B R AR R BB, (BRI A YR R T RANA BT A R G Z A i 4E4:
REWAR, ik} b A 3 AR AT Rt A R L 2

6.2 ZREGHEE

R 6-1 ARE R e FR N SN L b

s (REYSE: LS &
1 Agress1100 ¥ HPLC R4 1%
BRGHEATE:

(1) PL100 & 1 R 16

(2) D1100 BUEEAM AT AR PKAG T 7% 16

(3) Rheodyne 7725i /&7~ iE R R 14

(4) VB1100 &7 %42 14

(5) IRFRFEIEAE CHRIE ARSI ) 132

(6) i HEE TARMDOER CREFTEINL. TN 1%

(7) Agress1100 #A % L H AL 1%

(8) ST1100 ML 16

2 500mL EHE (GB&D 2%
3 01100 AEHIEM GER) 18
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HF=

6.3 TRFZ4EAER B1 KA

6.3.1 FEmPLE

FRENZEAE 2 TR VAR 0.2g(F5 15 £ 0.00010); B & TR AR 1g(F5 2 0.001g), T 100mL AZ L5 &,
TIANZ=2r 2 AR SRR A IR 20min, 445, MIRBUKEREZIE, BE, dik.

6.3.2 il

ik Supersil ODS2 5um 4.6mm>150mm

WANAH: PP BE=T5:25(F P VRIS T 7E DALY 700mL 25T /K 1000mIL 255+,
B 50mg EDTA(KE i E 0.001g), 1.1g BELGEREFREN(FEHHE] 0.001g), £F 2 HBIA ARSI 25mL
KR SML = 2%, - EB T K ERZBZIRE K IR = ZFR 5% pH B 3 3.4040.02,
it 0.45um JEME. )

R 246nm

FE: 0.8mL/min

R 10pL

iR =R

6.3.3 HALEA
20 301
ofpr 2
#eERB, o]
151
20
101 15
E
5- 10
51—
0 J O'J r *ﬁ?ﬁlﬁl
-5 H -5 T
0 2/ 4 6 8 10 12 14 16 18 20 22 24 0 2, 4 6 8 10 12 14 16 18 20 22 24
Time (min) Time (min)
6-1 20pg/mL 4E4: % BL brifk i & Bl 6-2 oAk 2 TR S TR IRLASE ft A 1 1)
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=

6.4 TIRPZEAER B2 KN

6.41 FEMPLE

FRELZEAE X TR AR 0.29(F5 7 5 0.0001g); B & FiRMAEL 2g(F5HH 2 0.001g), T 50mL Ax s & A,
TN =0 2 ZARFFEEGE T 80°C~100°C /K i & i 30min, fFAE1E, SO 14mL HEE, FHRIGEER
B, RE, duE. A RTURREE— SRR 5 5.

6.4.2 i

3. Supersil ODS2 5um 4.6mm>250mm

WA ZEPP: I EE=86: 14(ZE PR IMTCH /7 ik: 7E D2 N %) 700mL 2T /K 1) 1000mIL ZF =i+,
ho\ 50mg EDTA(K: %] 0.001g), 1.1g BELEREFRAN(KIHAE) 0.001g), Al fFmA 25mL
VKZER5mL = 2%, AR B F/KERZEZIE . VK R = 23R 54750 pH E % 3.4040.02,
it 0.45um JEME, )

K 267nm

FE: 1.0mL/min

HEFEE: 10l

HiE: =R
6.43 HALERE

207 301

181

161 251 YerE B,

141

1o o 20-

10 Y 3B, 151

81 =)

61 E 101

4-

)] L R

0
9 S N

0 2 4 6 8 10 12 14 16 18 0 2 4 6 8 10 12 14 16 18 20
Time (min) Time (min)
6-3 Sug/mL 44 F B2 Ak ik Kl 6-4  ZEAE TR G TARLE S AR
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HF=

6.5 TRFZEAER B KN

6.5.1 FEmPLE

FREXZEAE X TR AR 0.290F5 7 5 0.0001g); B & FiRMAEL 1g(kH 2 0.001g), T 50mL Ax s &l A,
TN =50 2 ZARAR B HE R RER 5 $2ER 20min(Hh [A] 48 — Ik LABH AR 5 B 5 MRS ) , A i FE B 22 =05 5 P 3R B
EREZE, L, fFH.

6.5.2 fAiE&M4

3. Supersil ODS2 5um 4.6mm>250mm

WA ZEPP: I EE=86: 14(ZE PR IMTCH /7 ik: 7E D2 N %) 700mL 2T /K 1) 1000mIL ZF =i+,
ho\ 50mg EDTA(K: %) 0.001g), 1.1g BELEREFRAN(KIHAE) 0.001g), 2l fFmA 25mL
VKZER5mL = 2%, AR B F/KERZEZIE . VK R = 23R 54750 pH E % 3.4040.02,
it 0.45um JEME, )

Kk 280nm

FE: 1.0mL/min

HEFEE: 10l

MR =i
6.5.3 HLAIHEAE
301 10
251 U 3B, 354
30
201 b5
15- 20
ja)
Z 10- = 157
10
5 L 5]
0 ] 0-
-5 T
-5 T T T T r r . . . 0 2 4 6 8 10 12 14 16 18
0 2 4 6 8 10 12 14 16 18 Time (min)
Time (min)
6-5 20pg/mL 4E4:F B6 Ak it K 6-6 4k 2% TR & TS At A 1 1
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6.6 FARIPZEAR B12 K

6.6.1 FEmPALE

FREUAEZE 2 PR R 5.00009(K5 62 0.0001g), & T 100mL =, A 60mL £EFK, #2
5], BT#EEAEKEEAERI 15min, AEETKEREZIEIREGYS . A 0.45um FEIETHE, 3.

6.6.2 ik

. Supersil NH2 5pum 4.6mm>250mm

WENM: 3%IERERR /KA 260mL 5 700mL Z IR A, BA KA.
KM £ 361nm

WE: 1.7mL/min

AR 20uL

FeE: 30C
6.6.3 HLAIHLA

5 -
5 .

4 -
4 _l B
5 |
4 3 h

VB1?2 i VB12
2 = 924
ER
1 14
0 1 i
. ¥ i
—1 T T T T 1 _1 T T T
0 2 4 6 8 10 0 5 10 15
time/min time/min
167 2.Sugml 425 B12 bt it Bl 6-8 ek 3 HUR A RMEE SR T
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40

304

HF=

6.7 TIRFZEAER E RN

6.7.1 FERPLE

FREUFRL 0.5g(FE i 45 0.0001g) T 50mL AR A&+, JIANZ) 40mL FHEE, T 60 45 KRR KB
AR 30min, “WEIEEE, ARERBELLE, B, WRREFYLE R E(d-o-4E BB LRI Mirs
KT 10g/kg, WPHHERGS 0.45um JEME, BEFEDE, #5000 FH VAT R — bR R, T4EAE R E(dl-a-

BB LERTR) AL EAE 10pg/mL~120pug/mL 2 8.

6.7.2 &M

itk Supersil ODS2 5um 4.6mm>250mm
st HEEK=98:2

K. 285nm

i 1.0mL/min

Wi R 20uL

FEE: =i

6.7.3 HLALERA

YL FRE (dl-a 2B M ZFRIR)

2 4 6 8 10 12 14 16 18 20
Time (min)

6-9 130pg/mL 445 % E(dl-a-24E B W 2 FRES) bRl i 1% &

26
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6.8 FRFZEER D3 KRN

6.8.1 FEmPUALE

FREGREE 0.500g T 50mL At A, AL 40mL FEE, T 65°CHE A /K % bl A HE B 30min,
BEHEZE, APEMBEEZE, 85, i 0.45um jEEE, SFEENE.

6.8.2 fBiE&M4

%K. Supersil ODS-B 5um 4.6mm>250mm
WMEAE: FEEK=98:2

Kk 285nm

WE: 1.0mL/min

AR 20uL

HiE: =R
6.8.3 HLAIHEE

o i 2D e o
251 8
20 6
151 % 4
10' 24

51 o

0 )

-2 T T T ,
-5 . . . . . . . . . 0 5 1o, 15 20
0 2 4 6 8 100 12 14 16 18 Time (min)
Time (min)
6-11 10ug/mL 4E4: 3 D3 Fifk ik & 6-12  ZEA: 2 TR & TRDRIE R o 1)

27



mAll

HF=

6.9 TARFZEAER K3 KA

6.9.1 FERPLE

FREGEARE 1g A4 B T 250mL A=, FU/KISMIEMmBEZZILE, 5. F%RE 25mL T~ 125mL 43
W FA, =S b 40mL A1 1mol/L BRERENTAWE SmL, I ZIHREE 30s, FiEYE, Sl =R
TS F = &R Be i AR A8 98 250mL 25 =0 b, T =& B 40mL B Bl b A8, et N 2,
KERZE R AR 2 Ik, BIKZ 20mL, AREURIEEE, JEMA =St 20mL SeskiEay, Belifl Aot
ANFEET, A8 PRmBEEZE, 5. H%WE 2mL T 100mL &k, HAPEREEZE, &%
5o It 0.45um AHLIERE, Al

6.9.2 & H

ik SinoChrom ODS-BP Sum 4.6mm>250mm
TEhAH: HEE:7K=65:35

gl 251nm

Mik: 1.0mL/min

HEFEE: 20pL
H:: 30C
6.9.3 HLAER
127 12 4 b 3o %Ka
BEEK,
10 T 10 -
8 5]
6 6
44 EE 4
&
2 o]
S I of -
-2 . . : : : , ‘ B e e ]
0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14
i in Time (min)
Time(min)
K 6-13  10pg/mL 4E4E 3 K3 ARkl & Bl 6-14 YA R TR & falRHRE b ks T 1% 1]
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6.10 TRFZEAER A RN

6.10.1 FEAmPIALE

BEFE N GEIER: IR A CIRIERARE S 34.4mg T 2400, 32 HEORE S AL B IR B b RN 3R
0, ¥ SRR ARG AR E T, FIECHRIBMBEEN 100mL ZEMPIFMBEEZIE, 85, 4C
TRAF o

HEZE A BRI AL ImL 484 % A RAE &K 1.0mL, FIE OB 100 £, Zandi L
YRR BN 3.44ug/mL.

6.10.2 FERETAAE

e FREUERE S 2g FEHEZE 0.001g T 250mL [RJEBEM A+, IO 50mL L-BidR MR Z B iE i, iR
FESEAEL. B8, A 10mL SEEAHER, B2 . BT HKB LE 30min, ARRES, Bk
FE7ERE | o SBAREE TR, 435 SmL Jo/K 28 SmL 4K [ A B T vk 9, B BmA H1 24 40°C.

B B A B T AT 100mL oK ZEE Y 500mL 4R SFH,  F 30-50mL K4y 2-3 IR
PeFRPOMIE NS BIR, Inss. BUS. BEEIRE, BEUES 2min, §E. 52 BRKETHE AR
ek, 2rUK AT 100mL. 60mL ZFKE SR 2 K, KM, AFIHFZIRCHERH. FHKER 100mL Pk 4
BFHE U v, IVOKTER B e, ik k. JBMEIUIOE T K BRERNILK, R F] 250mL £
A, DN 100mg BHT 1§ 2 %k, F LBk E 25 B2 - IR Y6 : 50°CKIB %M N¥ CBMZEIGR 45751
PRI IE TR, RS 25ml. B 0.1mL T 10mL A&, ERZEZIE, #H5H.

6.10.3 it

i Supersil SiO2 5pum 4.6mm>250mm
WA 1EC ke N =98:2

KK 326nm

FE: 1.0mL/min

HRERE: 20uL

FE: E iR

6.10.4 HLAIHER]

254
1 . 701
201 HEFL -
i BER 60 #EEFRA
15 | 50
104 40
i =2 30
=
77 20
i 0 F i i
-5 ; ; ; . . .
! 2 4 & g8 10 12 14 0 2 4 6 8 10 12
Tine(nin) Time (min)
B 6-15 4dpg/mL 4EE R A Frifkfhik A ] 6-16  TAPRHRE A 1 P
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HF=

6.11 Az BR AA I

6.11.1 FEmPiALE

A TR AR 0.2590K #i 2 0.0001g), BT 100mL A& T, I 60mL KB, #%457, In
10mL1% - ZJ& VY .8 — 4Ny iR A1, BT A K LRI 15min, F/KERZZIEIRES . HH
0.45um JEME I 38, HEFE.

6.11.2 i

ik Supersil AQ-C18 5um 4.6mm>250mm

TEIAR: PRI 3.12g —/KBERR —EBAVE T 1L K, AL BT (0.1mol/L)I™5 pH £ 5.5, @it
0.45pm JERE I JERL <o

K4 200nm

i : 1mL/min

HEFEE: 10l

e w iR

6.11.3 HAIHEE

201 - s
Z g
100
15
10
E
5_
0 o I—
N T
0 2 4 6 8 10 12 14 16 18 20 0 5 10 15 20 25 30
Time (min) Time (min)
& 6-17  20pg/mL 2 FRARAE i & P 6-18  #iA: RTTR & TP itk il 1% 1]

30



=

6.12 ARl H ERE AR T

6.12.1 FEALBETALE

Fs BRI 4 A E IR AR 0.50 (0.4992g), B T 100mL AR 8T, A1 0.1mol/L BREZSNE R 10mL
RIBAEE, i 7omL $REBRRS), B TR KB BRI 15min, FIRBGRERZZE, REWS. |
A 0.45 um R E, RIS,

6.12.2 i

3% . Supersil ODS-B 5um 4.6mm>250mm
WENAH: 2N

K 280nm

WE: 1.4mL/min

AR 20pL

e w iR

6.12.3 BLAIHER

140
120

100

807 iR

60

(mAU)

I &

40

20

. T T 1
0 10 20

BFTE] Cmind
P 6-19 4k A 2R TR DL o i o R A U
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K=

6.13 TARIHAEER . HER KA

6.13.1 FESETAE

FREUAEA: K R AR 0.5g(FE T 22 0.0001g), B T 100mL AZ A B, A 0.1mol/L BRERENIA R 10mL
RIBRFE, o 7omL SREGRIRS], B TE A KB A IR 15min, FIRBUKE A2 ZIE, REWE. B
FH 0.45um JEMESIE, HEFE.

6.13.2 it

ik Supersil C8 S5um 4.6mm>250mm

WANAH: FREX 4.84g MUBEERA Y, 9.82g MBI &M, W T ZET/KH, n20omL o, AEET
KERZAE 1L, R 20%S E ALY pH £ 6.5,

R 280nm

MiK: 1.4mL/min

HEFEE: 20pL

Fl: =i

6.13.3 HLAIHER

[ it B .
60 70l
50 60
40 4 50
20 ] 40
4 30_
20 2 -
| . e
10 —_ @Eﬁ 104 Jnl j %{Eﬁ:
0 - S IV | AN =T
0 z 4 B 2 10 0 3 4 6 2 10
time/min time/min
K 6-20 20pg/mL VB A bR fik K [ 6-21 kb TR S VAR AR 1A
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FIE HHEFR B1B,G.G, K1 HPLC SR T R

9 1t %555 3K (Aflatoxins) & AR A AE B S APk v i 5% i 25 A0 2 2 i B A ) — 2L AL 22 5 R 2R AU 740
Hil Qe i i s SR 17 M, EZRWIESE By, By G Gy LU By M1 B fEfA N 40
FATUAT A AU My M2 55

W ER R - MEERT . R R RIS ENEAE T XA RS EH G RO E A, M
I AR IO AR RRPT AR R b, DL B R R By o2 W, KB AN B0 M 2 iR 1
Az A I SRAE T 5 BT RJEORE, AR . AN FORAEAE IR R E TR AR AN 2, A T RS
(ZEELHE T

WHELR G HHIESR G,

B 7-1 DYl LG A A
KREF AT, Z5A NY/T 2071-2011 (GRlrh MBS R, ERFEGER T-2 32 0000 @ A G-

ERECFIEIELY o GBIT 5009.23-2006 (frih R eg & & % B1. B2, G1. G2 ), R T HMEH RS
WIS R . RN R T SHEARLIG Tk, BT ih 2 8 2 000
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K=

7.1 AR BEEZEERRN

#7-1(a) EClassical 31005 i RGRUAH il 2R 40 1 & b e L B ¥ o

s B HE WHS
1 UV3100%% 4h- 17 WA 25 (L AC) 16 31020023
2 P31007 AR IR 15 31010047
3 03100t i A 1E IR A7 (I i) 14 31040010
4 Rheodyne 7725i & & 7@ #EF: 6 4 32027725i
5 Z3-11 348 14 18050004
6 R AR 1%
7 TD-1-1584 IR A 48 GET) 4 31060001
8 TP3100% FIFEAL 15
9 SinoChrom ODS-BP5um4.6x200mm i ki 132
10 b ialilFr 1%
11 ADIE AL 7% 15
12 PD3L10: EfiT A 4% 15
13 S3100 H Bk LA (L) 14 31090005
14 DG31007E £ it ML (EAT) 14 31050006
#7-1(b) iChrom 51002 m80BiAH (o ilk RV bRAERC BIE 4
5 B HE ks
1 D5101 4 /-7 WA I 35 (L HC) 146 31020022
2 P5102 FEAH it 3R 15 31010041
3 05100 2 1 A% E i A8 (L IIC) 1% 31040009
4 Rheodyne 77257 [ 7~ @ HEFF 1)) 4 32027725i
5 VB5101/& 3 42 14 18050012
6 B AR 1%
7 M5102 & 4141 419% 14 31080009
8 SinoChrom ODS-BP5um4.6x200mm i 4% 132
9 RICRT A 14
10 ADIEC 3 15
11 PD3110H: JE 74 4 15
12 5100 R4 LA 15
13 S5101 A hHEFERS GLRC) 14 31090004
14 M5102 % G40 2335 (L L) 15 31080010

IE: B R 2 S i RO iR
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K12 EEAARH . brdER R

R =% g
i ki
B taglkal
FALE sriirat
EBTK 18.2MQ
B B A R IR AR AR SIGMA
K73 FEPEMETOEIE A
75 2FK TS £
1 pesilpuR S 1000mL TSN E
2 I 1 B2 0.08MPa,160W AL IE, GM-0.33A
3 TR 3L/6L, 40/60KHz, 120W B, AS3120
4 e T RERY AL 433 KF-10000r/min
5 X5 i 5T
6 R TR RENH G — PR
7 e ) A 433 KF-10000r/min
8 e B R R SR AT
9 TR BB PR AT EAEAR

SEEG I A A T B R AR LA 0 65 25 S/ (100mL. 50mL. 25mL

.« 10mL). HIFEHEM(50mL). Biie

(0~1000pL, 0~5000pL). F&HiEHEk(ImL, 5mL). —RMPVCFE, — R O HFEET. JEEA T

7.2 SEIGHVE

AR VU 1

H MBS R B RBA00pg/L): & ihET RN (2 5mL)E T 50mL &), HFEE

>

W BIRARARAE TR F ol AE R 280 ol B VR AR B v At 2% Y002 31 TG 1 11 80 o B VR A b vt ARV
Hh B, Gy N 20.0ug/L, 10.0ug/L, 6.0ug/L, 2.0pg/L, 0.6ug/L, 0.2ug/L. MAHNT B By G, WA 6.0ug/L,
3.0pg/L, 1.8pg/L, 0.6pg/L, 0.18pg/L, 0.06pg/Lo
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722  FESETAAE

e i A

723 g%

BN R 2 7K=20:20:60(V:V:V)

it HE: SinoChrom ODS-BP 5um 4.6>200mm
#iE: 0.8mL/min

Kl Bk 360nm, K5 450nm
HEFEE: 200

iR =R
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7.3 SZIGEEHR

731 HAESEAGEE
HERE M E 820.0ug/L(By~ Gy) K3 il 25 35 20br v ARV, 1 FH7.2. 3 i 4644, 45 R0 F RPN .

60 -
50
40 -
S 30-
E |
T 20 .
a firE s
10
0 RATAE
-10 T T T T T T T T T T T 1
0 5 10 15 20 25 30
Retention time (min)
B7-2  #hE R R AR AT AR Ik
K14 TEGERXE
RATAE s
TR (MV sec) MR (MV) I (mV) VTR AR (MV sec) VERR (V) 7 (mV)
Gz 160.22 7.98 149.77 7.82
Gy 39.49 172 256.92 11.92
0.025 0.025
B2 752.59 30.79 711.06 3043
B1 295.13 9.87 982.48 3492

e AT A AR 5, By M Gy MW NS A AT B3 . Horb Gy W BURIIE g N2 7 4%, By U

T AR AN S N2 3.5 o (ENS By J2 G AWM R (EAZ AL /N, FEATT L2

TR s, AERDEA AT ARG, WA IEAGRERAZE, B, By i Gy REUEEREW 7))l

YT 5 35 5.
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HF=

732 MEESRHR

B B B AR AR, 1% IR O SR AT AT ARSI MY, B B R R I Ak S A PR
R RIS -
# 15 LM

HHEZR L A LMK RS R
G2 y = 22.185 x - 0.3282 0.99990
Gi y = 23.547 x + 1.0349 0.99987
Bz y = 33.410 x + 1.6965 0.99984
Bi y = 41.875 x + 3.3725 0.99994

MR E, MBI RGN RS REF, By GUIKEE(E0.2ug/LEI20.0pg/L, B,y Gk ETE
0.06pg/LE6.0pg/LELPE G Y 42 PEAHOC R &K F0.999,
DA 3 355 T Yot 7 F R P 45 SRS A ARG H B, DA 10 354 T b ot 7 POk P R A A A s R o 35 4 b
TN B R R R IR S B, 45 R R TR,
HK76 KL

HHMERR T7 AR PR (ng/kg) NY/T 2071-2011 (ng/kg)
G, 0.03 1
Gi 0.08 1
B» 0.01 1
B: 0.03 1

MU ESERATR, St R GERTAE A (K3 B 5 2 A i) RBUE W S m T ERR R I EDR, e affaE
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HeE

8.1

Pt S R R ) B MR EE ) HPLC STk 7

& 37 - 2spnwiil

#8-1  iChrom 51002 i 25 AH €2k R G0 15 25 Ak TIC B3 2

5 475 HE RS
1 D510158 4h-n] WAS I 25 14 31020022
2 P5102 i HEfH R 14 31010041
3 05100 ¢ i - I A 16 31040009
4 Rheodyne 7725 & /3B #ERE 1) 4 32027725i
5 VB51018 57 42 14 18050012
6 R T AR s 1£
7 M5102 R il 415 16 31080009
8 SinoPak C18 5um4.6 x 200mm i % 1%
9 5100 %4 TH A 1%
10 S5101F Bk REA (GERT) 16 31090004
11 M5102 3 i 4 4L (G ) 16 31080010
%£8-2  TEALFWA. bR
s il 2l 3

1 i tikal

2 Gl tikaf

3 Y srhrat

4 AL Gy a4l

5 TR srhrat

6 TR — %L srbrat

7 SALE srbrat

8 i Gy a4l

9 EETK 18.2MQ

10 Ji 42 55 R T TR A b R T FERMENTER
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HF=

8.2 SR E

8.2.1 BWECH

it S5 R D TR b o ARV PR 50 A O R VP T 1 420 5 8 0 ) TR AR i b AR . FUR B
100pg/L, 200pg/L, 500pg/L, 1000ng/L, 2000pg/L, 5000ug/L.

8.2.2 FEMbE

HEARIUARE 25.09 (HERAF] 0.1g) T 250mL BEZEHEHHH, A 59 2 = (Mn=8000) , #E#filn
A\ 100mL 7K, VRA), BT 20min. DABRESAF4EIEACIE IR IR, WORIE A TR
#HH.10000 r/min 290 Smin. FARHRIR T ORAF 1 G e S R I 52 28 5 i o A5 S R AR SRR U R R S
HEMRE IR A 2.0mL, FEAIEIEG B . KRR S B A A, SRR LR 1
TR R SR R GE SR, HERIIN 2mL HBE SR L S 2 S IR, b R 1 W 10 Tl 3 J i 4
PESRARE . BRI EIRE b, 76 50°C FHEREZHIG VBRI ZIE+, I 1.0mL ¥IERIRshH,
ATE 30s I AFREAY, 0.45um JEMERTE, WCHRIE T REREM b LA R

8.2.3 A&t

MBI HEE:/K=20:80(V:V)

{03 Supersil ODS2 5pm 4.6 X 250mm
#ik: 0.8mL/min

HEFERE: 50Ul

K : 218nm

FE: 35°C

8.3 KGR

83.1 HASEEEE

20+ [ SR A (30

15
S
é 10
©
c
2
(] 5

[
-5 T T T T 1
0 5 10 15 20 25

Retention time (min)

K8-1 AT E MR (R Sk
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B =

*8-3 BMATEWIIREME (KL BikSH
AR BE R H] (min) IETE AR (mV sec) HERET B
it 4805 5 e ) T O 14.42 362.29 1.00 12500

832 £k
£8-4 BATEWIEGEE OREEER) KNSR
VIR 2L R2
T4 T R ) A A y=0.0379x-0.8044 0.9999

M BT H,  AEUE JEE T TR B E 100ug/L 55000 g/ L2k 11 T8 B P 28 11 AH 5% 22 50K T-0.9999.

8.3.3 AHHR

DA 3 255 Mk LT oL PR VR S 6 B AR (e R, DA 10 A543 M L X REFFIVR B AR A 1) s BB . Th B 4
FIEIR IR RA R, SRR RS
85 WA T IE I BRI AT PR TS R
AR H R (ng/L) BB (ng/L) TR PR (ng/kg) T R (ng/kg)

iChrom 5100 175 58.5 35 117
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HF=

FIE

9.1

FRARBHEER HPLC TR T R

& 37 - 2spnwiil

#9-1  iChrom 51002 i 25 UAH €5k 2R G0 15 45 Ak TIC B3 2

S B HE TH’S
1 D5101 484k 1] AR W 25 G L) 14 31020022
2 P510275 R fE R 15 31010041
3 05100 i A4 18 A (1L L) 15 31040009
4 Rheodyne 7725i = [ 7S @ REF | i 32027725i
5 VB5101% 37 42 14 18050012
6 Chromsoft 1% 545 T vk 1
7 M5102 & Gl 4188 14 31080009
8 ADiE it 14 31030024
9 Supersil ODS2 5um 4.6 X 200mm 4 i : 132 31110107
10 PEICATI A 16
11 5100 %4 T. A AL 1%

12 S5101 E B FE S (IEAT) 14 31090004
13 M5102 R Gt 4H 4% (GERL) 15 31080010
e BRI E HTR NG ZE 5 e AR 5 B
92 FEMEAN. FRAERTER
JFia=) il ahE

1 2 fial

2 HE fial

3 e PaiEa

4 LK 18.2MQ

5 WA Sy HTal

6 TR — &4 Sy HTal

7 g Sy HTal

8 H-ii7-20(Tween-20) boxiieit

9 i Sy HTal

10 FRARBIREEA BRI (Z£99.5%) SIGMA
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B =

9.2 SLWITIE

9.2.1  FrUEERECH
TR AR BRI AT e LA FH IR S R A TC 1) oK AR B M A o AR o 3 AT IR A BpglL
10ug/L. 20ug/L. 50pg/L. 100ug/L AT K755 )7 AR AE S T AR

022 FERETAAE

HERIRREURAE 40.0g (HEREE] 0.19) T 28 L & (M4 FEH, I\ 4.0 & A64H K 100mL 2 fiE+7K (9+1),
CAY R S TP PR AN 1min. LIS SR 4G IE, MERMIFREL 10.0mL JEMIFFIN 40.0mL KR, FHBFLT4E
A I BT, MR

BRI R AR T 10.0mL BN 48 R, R 10.0mL £ R SRR T 3kt as v, BESRE
NEE SR B AR, YA E AR LA 6mi/min FUERSEIEEIT G e A, BHE 2~3mL BSRiET
B REEARE . DL 10mLPSB/MEIE-20 2Py Al 10.0mL 7K JE ke e FiaE, LMW, JHE 2~
3mL Z= A E I G SR AR RN 1.5mL FREEPERL, FOEDN 1~2mL/min. I8 43R VE Bl T 3R B
BERIU A -

PBS/MEiR-20 il FRHL 8.0g SALAN. 1.2g BERRE 4N, 0.2g BEER —Z4F. 0.2g & ALEPET 900mL

KA, N ImL HiR-20, FKFREE 1L.
023 fAit&H

WANAH: K FE¥=46:46:8(V:V:V)
{03 Supersil ODS2 5pm 4.6 X 250mm
WE: 1.0mL/min

HHEE: 20pL

K. Bk 274nm, K5 440nm
FEi: 40C

9.3 SERER

93.1 HESEEEE

100 4
FARI R
80 -

60 +

40 4

Signal(mV)

20+

T T T T T T T 1
0 5 10 15 20

Retention time(min)

9-1  FOK ARG it 2 ik [
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K=

R 93 TARIEHE IS M

YR PREF BT 8] (min) TR (MV sec) WREET AR ¥
T K AR 45 13.19 1478.47 1.01 11600
032 £

RO-AF KR BN H R T B4
R KUTE R?
TR ARE IR y=14.5862x+4.1748 0.9999
ML ZRTTR, T KR I I B E B g/ L3 100pg/ LR 31 il Py 2R 1A < 22 300K F-0.9999.

9.3.3 IR

PABREAZ I LA A ARAS HH PR, 10R5E 0 LA 38 52 B RT3

RIS T KRB M b2
A B H PR (ng/L) 1A E B R (no/L) T R (ng/kg) JridsE R (ng/ko)
iChrom 5100 0.11 0.32 0.20 0.68

NY/T 2071-2011 (GRS, FORIREIAEAN T-2 25 2 09I & B0 (- SR IBC BT i) Wl
S, FORIREEMI IR H IR Spg/kg, € E R 10pg/kg.
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=

F10E HHEFTE ARN

10.1 {XBRAZERHN]

#10-1  iChrom 51007 r&; &5 AH €1 J 4 e &% btk e B V7

Fg B &
1 D5101 % #h- AT WL AG 7% (e L) 146
2 P5102 AR 14
3 05100 & AT R A (1L L) 16
4 Rheodyne 7725i & [ 7~ #EFE ) 14
5 VB5101 ] 374 i
6 Chromsoft 2 1% 248 T1F 3 15
7 M5102 RGiZH 41%% 14
8 C18 5pmfh it fs: 137
9 AT A 146
10 ADIE L 2% 14
1 510054t LA 1%
12 S5101 [ Bk 4 (i) 14
F10-2  FEEARF brdk gy
Y g%l ;3
1 2% ial
2 Vi srbrat
3 FAbAn srbrat
4 i -t srbrat
5 IR — 4 Syl
6 Sk SrHiat
7 i 75 -20(Tween-20) srHrat
8 EN SrHiat
9 BRI A SrHiat
10 EETFK 18.2MQ
11 it AT R AR SIGMA
#10-3  FERES AT IR A
e B HAg S E- 2
1 BRI e 1000mL AN U
2 R LA 9 0.08MPa,160W WAL, GM-0.33A
3 BT 3L/6L, 40/60KHz, 120W WA, AS3120
4 TEH T RERY R 3% K F-10000r/min
5 K% B R BENTT L — P
6 T T AR 33 KF-22000r/min
7 Gl SRR i T 25 2 R AT S SR AN
8 RS
9 ZARAY

SZI6 T AR o H R PR A LA B 25 B (100mL. 50mL. 25mL. 10mL. 2mL). E ZE4EIEI(250mL).
B (0~1000pL, 0~5000pL). AWM L(AmL, 5mL). —ME PVC &, —kiE D&, dekest. #l
LU SR BRFNLTHEPELE. 0.22um JEFESE T
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HF=

10.2 SERT:

10.2.1  FRAEE R BCH

o fEZH
TEBPR RS 25g(HERH 2] 0.001g) T34 A5 L B B, I 100mL HEE+/K (8+2), Kt 2e T
¥pids b, T 22000r/min g BidESR E 3min. SRIUHK DRSS & JEAREIE T bett b o HERIF X 10.0mL
JEWIEIIN 50.0mL &I, N PBS ZiAMERZIEE, WA, KA AIRIGTIERRE, K
#H.
o /At
W o e SR AR E R T 10mL BEEEVEST Y F o, VHERIASEL 20.0mL £ S PRI T BB 8 b, KSR
TR S B ST% b de, AR VAR L 1 /s~ /s TR SASE I e e ke, EAE T RIEE R
PEORARERHF IR . FH L3R5, BA 10mL RBEE ORI 10.0mL 7K J6 J5 ihpe G SR RIAE, 7 25 A
W, HEFIIIN 1.5mL FEELL Rk 7 sQBe e, WSCER A B Bl T 3 il b, 76 45C UM ABUR &AM T
JEHA SR T R 5 5 9 2 75 45 500pL, Eﬂi‘jmﬁé%m@m&, BB T s A A
PBS ZE/: FREX 8.0g EALEN. 1.2g HEFRE 8N, 0.2g BEFR &40, 0.2¢ ZALHIA T 990mL /K,
IRERER VAT pH EZE 7.0, FKMBZE 1L,
WRPEZZ . FRIX 250 SALBA, 5g BRIRE BV Tk, AN 0.1mL itii-20, HIZKFREZE 1L.

10.2.2 fAik&H
WANHH: LR /K IKEEE£=96:102:2(V:V:V)
i Supersil ODS2 5um 4.6x<150mm
Hi#E: 1.0mL/min
KK BO& 333nm, K4 460nm
WFER: 20pL
MR =il
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B =

10.3 sZIifzE R

10.3.1 BRI HEAIEE

30
A
25
20
s
£ 15
c
g
» 104
5
0
-5 T T T T T T T T T T T T T T
0 2 4 6 8 10 12 14
Retention time(min)
10-1 MR A HEHEE
#10-4 MERR A BISESH
YR AR B i 1] (min) WETE AR (MV sec) HEFTF BEARE
ik 8.12 334.196 1.07 10290
10.3.2 &t
#10-5 A EE R A LRSS R
YR KELE R2
MERER A y = 32.8591 x + 6.9463 0.9997
10.3.3 Fr R
F#10-6 AR A K BRITE AR
ASCE3 A H R (ng/L) A2% e R (ng/L) T A PR (ng/kg) Jrih e B PR (ng/kg)
3.41x107? 11.38%1072 0.017 0.057

B A S RnT R g vy ki th B s R A TR, B REES. L.
ST A T A A, T GBIT 30957-2014 (ARl hifg i B R A IME Sl AR b- = 80R
AHEETRY SRR A B R R A IR ISR
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HF=

F11FE Pkl BRI 2

W LT SRRV, TR OIS B IRE R, R E A KA, R TR 2
Yy AIRHENUVIAE T A B, SRR RE R R AR, MmIPVEKRE, =8 T MEENEE, R
TR %o R R 4 1) 8 S s S 2

HRECREA T ERERRERREE, XK WAE AR NSEHER, W AWAEER =%, &
BT, B, BU. R, v R SRR RCR #0481k PR SDRbA IR . R AR FL7E 2001 458
168 T E T HE: WELRE R R TAREALT 35 T3, W InE>h 50-100ppm AR, ZEIEH TR E K
IKF=FRE . ABATHIRE AN S FAE R R B AR IS I 21, T3 B0 e & I B

WRIRFAT], 454 GBIT 8381.7-2009 (AL Z WL E AR (i), X i)l s 7, i ik 47
T oAk, BRSO ORI B R TT R R A RS %

11.1 #&EE5REH]

#11-1  Agress 11007 i BB (41 2 Gilc B i

s NS HERSG
1 D1100%% #h-n] I 14
2 P1100& HfH i 52 26
3 ST11003% 7 it fit 16
4 Rheodyne 7725i & [ 7~ #E4E R 14
5 VB1110/& 32 % 14
6 GMI1100ZY AR VR A 14
7 R AP T AR 122
8 Agress1100 & 45 T A £ 1£
. Supersil ODS2 5um 4.6x200mm -

AR b

10 500mLIG (. CGERD 2R

11 O1100 AT fHIRAE C(IERT) 16
#1122 FrEf S EFIRNER
s IR B

1 i (S

2 FEEELIVIN 18.2MQ

3 iR s

4 PRI TTEEK (5/95) i 1]

5 WPERL: 0.02mol/LEER: Fic ]

6 WE2: 0.1mol/LEh R i 1l

7 WEIR3:  HIE/K (5/95) i1

8 Vefiii:  HEE/K (40/60) i1

9 W 2, IR A v i FOHY), 4iE99.0%
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=

113 LR AT AR A

5 EA HAE RS B
1 TR e 1000mL WAL JE
2 G e 0.08MPa,160W MENAHEE, GM-0.33A
3 A AR 3L/6L, 40/60KHz, 120W WA, WBIAHB, AS3120
4 R B LT RT BRI — Pt
5 RN 3% 7] 1% 3500r/min PR
6 IR A 1E110r/min L
7 RO 50mL
8 PALAHUARDE B FLA4%0.22pm = TBR
9 [B] AR AEEL /I Oasis HLB 1mL et
10 [ AH AL HLAY Eita
11 IR IR 4% S

11.2 SERTTE

11.2.1 BB &
W AR HEGE 25T AREUEE L FRUE B 0.05020g (Fr it KT 99.6%), T 50mL AF ez mifirh, HHEE
fit, WHIZEER, EAZEZE, B, FHEREN Img/mL, fffFT-18°CUkFET, #&H.
W LR UE AR AERFRIObR LA S T A B, TRV BB, MIRIC 1 Gk 2 O 10pg/mL.
20pg/mL. 40pg/mL. 60pg/mL. 80pg/mL. 100.0pg/mL IbRVERR, IECHUM
11.2.2 FEMETALHE
° I
FREX 59 BURE ORI 0.1mg) T-REEHETZMH, A somL 28GR, AZEZETHED, =ik TERR
Gien kG E FE 110r/min, BEEHRY 45min. SRHUETE 3500r/min T B0 10min,  bIERZIEAILIE, EHAE
4 SPE /MEHFHLAER .
o J#
SPE /NEERITEAL: IR AT 43 1 SPE ANEEFR AN 2mL FEEEAD 2mL BEatiK, St/MEREATIEL . K HRER
JEW 2mL IMATEALLT 9 SPE /M, 23 AT 2mL sk 1. iBER 2 RIIRBEIR 3 kit /i JRREMERCT
IR J5 FH 2mL BB -

el 0.22um A HUHIEEL, & EHLIE o
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K=

11.2.3 it
VA BEOK, BEEETER

F 113 BREEVEmE

it [B]/min RBAEK /% FHRE/%

Bi%H: Supersil ODS-B 5um 4.6mm X 250mm 0 85 15
WiE: 1.0mL/min 5 85 15
Fral K Uv260nm 10 30 0
JEREET. 10 14 30 70
BEREMRFR: 100 18 o5 5
FEif: 30°C 25 85 15
11.3 LR
11.3.1 rHrigE
600 - 1
500 4
400 4
Z 300
]
2 200
(7]
100 -
0
0 é 1I0 15 2I0
Time(min)
B 11-1 W ZRERRAE SR A AT B
1.0 2%
11.3.2 g R
x 114 WELFEDE SR
TS 7, HRET 3 (N/m)
LREGIFA] Cmind 9.171 1.12 52000
11.3.3 ZHuE
U 2 B AR MR HE 7.2.3 AT BT 15 2 2 B 28 1 0 3R -
#11-5 MR
PR BTR LR MR RS R
W 7, Y=68.494x-208.86 0.9998

 ERalhn, v ZEERE S TE 10~100pg/mL B9 B2 705 Bl N 22 1 B 1.
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=

FL2E RAERESFRERTT

12.1 X ESHECH

F12-1  Agress 110074 m RHAH (B R SR B T 5

iiacs & E &=
1 D1100%% 5k R WA I 3% 14
2 P11007 R AE VA 15
3 ST1100% 7 fit 16
4 Rheodyne 7725i 5 & 7~ HERE R 14
5 VB1110/# 42 14
6 Elitapex & i 404 AL B Aol 15
7 Agress1100 £ % L H AL 1=
8 Supersil ODS2 5um 4.6x200mm 1%
9 500mLJG (i G 2N
10 01100t H-AHIRAR GEMT) 14

12.2 #HBECHI

UK 8 25 15 N 200 [ et R, IR SR VA A A RE ) B R Imil th )5 SRR JE %5 50pg 5 PR R

30ug HIVRA R

12.3 SCIfzE R

80 1 WEIME: /K UKES2=100:197:3
—~ iR Supersil ODS2 Sum 4.6 X 150mm
> Vif: 1.0mL/min

60 1 JIL B2 ¢
é g Uv224nm
© HEREARAL: 100l
< 40+ FER: E=iR
@ 20

0 _,_,__/\\/J
0 2 4 6 8

B 12-1 G5 S RS 2O i o i ]
1 HIRER; 2. WRES
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HF=

$F13E B, FEE. BIFEH. ZBFELSHT

13.1 X AFHECH

F13-1  Agress 11002 = F0mAH (41 R Gilic B i 5

ia=) INE-Z &
1 D1100% #h-1] ULAS 45 14
2 P11007=; R fE T ZE 14
3 ST1100% 7 4 14
4 Rheodyne 7725i 5 K 7~ HERE 8] 4
5 VB1110j& 3 41 14
6 Elitapex {3 A A3 T 1E 5k 1%
7 Agress1100 £ % L H AL 1=
8 Supersil ODS2 5um 4.6x200mm 1%
9 500mLIC I I GERD 2R
10 011004t A H IR A (M) 14
13.2 SEREER
20 1 WBhAE: H K BERR=50:50:0.3
B34 Supersil ODS2 5pum 4.6x250mm
FifE: 1.0mL/min
15 K. 276nm
HERAARRL: 10l
< | 3
g 10
= 4
c
k=) 1
7]
51 2
0 -
T T T T T T T T T 1
0 5 10 15 20 25 30
Time(min)

B 13-1 Wz, RO, ERE. I HrE
1. AR 2. RES: 3. MEREE; 4. BT
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B =

KEAT]

Awl ke EEE XGRS T 22 5
AT HLE: 0411-84753333 (s HL)-4% 44 A T
AFEH: 0411-84732323

ZIREIE: 400-66-35483

A MAE:  hitp:/Awww.eliteHPLC.com

HMATH
I3 b el [X 4= 3838 K8 99 5 JR N 4K 7E I X 14 #%5 501
Hi%: 0512-67997572

bR L
Hodik: LI THEIRE X 00 201 SRR IL LR X 4 5S4 2 BT 2307 =
FE1G: 13624984285

Hrra L
Hubik: IWAREFFETN T X AR % 1222 5 7 EER 10 £ 1-1816 =
HLi%: 18842689516

L
Hubk: ARVCIXHERE RS 130 S5 4R 38 TR 22 SREG DURE 204 =
F1G: 15140566435

BOrELE
ks BT X EE SR X 1 1R 1 #5T 2501
LT 18842683216

R IMEL
otk VLB XWX 4R 45 5 JTiA R Y 14 1 608 =
M. 13951643881

Ei1hrEL
Hohb: JEITHERX fiE =1 383 5 127 Hiot
HLif: 18842685196

TR IpELE
Hobik: BV TEZ W VERE T P AT B A 11505 =
FiiG: 18842681836

Tt
Hbk: UM A X RN T 355103 C2 #k 1404 J5
Hi%: 18842683616

BRI r AL
Motk ERESEVEE X ILKIE 6 5= A KJE A 610
FiiG: 18842681865

AR AU S, SRR WIS A 2 AR E AR T I S 30 Kb
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