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BEmREERRE

EmPREEZRNNE

1 SeHE

AFRUERLE 16 o PR B R B E Tr ik .

AR SR — 1 g [ 407 28 A - JR0AH €0 3% £ 06 T 3% 9, 3 T S92 SR R0 L S DO 1) 7K R B G i L 2R
B SR B dh R R R R E .

AR UE SR 05 Dy e RO (T 1 o TSR O JEORE A AR B HOR R I S R A R R R R
A E .

F—iF RNERBE-HESE-BEREE

2 JRIE

ity Qi L2 I A B 1 AR sty T SR 5 i At Ak B0 v 1) Joe 75 3 R 20 VARV 4 I, iR 77 5 3R [ A VAL A
ol T T B S e R Al R A 28 ORI AT S L L 55 B R T AL, 22 S R T A
M ARk E .

3 FI R

BRAE 53 A7 BT AR J5 3k il 043500 35 S o A 4, K D GB/T 6682 RURE 9 — 2K
3.1 ikH

3.1.1  ZJE(CH,CN) .« {354l ,

3.1.2 HEE(CH,OH) . {44l ,

3.1.3 Z R (CH,COOH) . {aifaf,

3.1.4 ZFR#¥: (CH;COONH,),

3.1.5 R CGRAE) 3EE=1 500 U/g.2 'C~8 “CREIEIRAT .

3.2 WFIEH

3.2.1 BB B 10 mL Z A 250 mL 7K. IE%.,
3.2.2 COPREVET (5 mmol/L) :FREL 0.38 g LW&%E, N 1 000 mL /KiEf#,
3.3 tREM

3.3.1 BEHEEERERC H0,,CAS 5 .149-29-1) . 4li 55 =>99 % , 8 £ B K 82 7 br 9 ik 3
AR ) I
3.3.2 UG REHERMMENIR 25 pg/mL, 8{& [ FIAUE I 52T br W) 5E 5 bR ) R,
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3.4 HFRAERREL S

3.4.1  FRUERE IR (100 pg/mL) : ] 2 mL Sk 75 % R MEdh 1.0 mg 5. B A 10 mL M7 &
M. OEEREZE, BREREIAFMPE E—20 CTAGERGE. &R A%M6 A, BREEZR
T VA A VR B ) o 5 DL SR AL

3.4.2 ARUETAEMW (1 pg/mL) HERRTEE 100 pl Zeb5 i o 19 75 55 R b i & W I E 10 mL A5l
O CRE W E R B2 E . Wil H 2 A5 7E 4 CT RGBSR AR 3 1 H .

3.4.3 VC B EE WAL E WA TAEW (1 pg/mL) « 45 R BUR 35 8 2 W 4L 2 N AR (25 pg/mL)
0.40 mLZ 10 mL AR 1 ZBRIEWGE S . 18 4 C F MR IRAE 4 1.3 1 A L.

3.4.4  FRUERS)TAEW WL 43 I ER RS bR fE TAEWGE 8 2 10 mL A& A 500 pL 1.0 pg/mL
fr 57 22 P 6 T AV FH 2 TR VA T 25 26 20 6 L TR L 79 S WK% 5 ng/mL. 10 ng/mL.25 ng/ml.,
50 ng/mL.100 ng/mL.150 ng/mL.200 ng/mL.250 ng/mL & ¥ FrAEETK .

4 LEEFILE

4.0 ORI 56 R Al H IS 55 R TR

4.2 SI%HL.

4.3 ML,

4.4 HLUHWEAL.

4.5 TRHEIR G A o

4.6  pH it . MEAHEE +0.02,

4.7 KA 0.01 g F10.000 01 g,

4.8 50 mL HZE PVC E.04 .

4.9 BE.LHLFEH =6 000 r/min,

410 JRHEHE B (U BRI IR & BRI HE Mycosep™ 228 B 44,

411 RGP T A A N-2 I kg Be - — 2 M BE R L R B B-CH, N (CH,) . Co Hy © S OB
[ AH 25 HOFE (6 mL, 150 mg) B AH Y % . i HT 400 6 mL HEERT 6 mL 7K Tk 6 I PR 4 A R 1 i
4.12 100 mL FIE B .

4.13  [EAHAE R &

4.14 R KAL.

4.15 AWML,

5 OWSH

5.1 REH&E
5.1.1 #EHERERT.LEAS

R B S RHL R A O R B R 100 g (B m L) A G EAT R
T SRE S s B A1 ho B4 CARIR & A B <

5.1.2 BEfFE#Em(LER RAES)

R ity FH G R R ALK R 8 L TR S 3 5 J5 URE 100 g AN . SR PH B 45 v 28 B R o 8 TR U
T LRI R Ry B IR O B TR 2 A0 S5 IBORE Y 100 g AT AR

Do
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5.1.3 ¥ WE(ERRRE ERRE HREURTH)
RE i 7E 20 AU WML 48 AR AT )5 L B 100 g BT AR
5.2 IREFRENR &L
5.2.1 REEMABEFIZH®REE
5.2.1.1 R
5.2.1.1.1 #&EFERH
PRI 2 g BRE QR E 0.01 @) A 50 pL G472 AR TAE IR S 551k
5.2.1.1.2 %#RiE
FRICT g ilFE GERTZ 0.01 @) I 50 pL [FALR AR TAEW K 2= 10 mL IR A5 Frigedl .
5.2.1.1.3 B . Fim At i

FREC T g R (MERR 2 0.01 @) T 50 mL B8 H A 50 pL WA R NR TAER . # & R 2005 ./
A 10 mL K5 75 pL SRECHEIR 2T, 20 T REOEBCE S &5 A 10.0 mL R LB, i€ A 5 min,
£ 6 000 r/min F &L 5 min, B2 ZWEZE E 100 mL FUEHH ., FH 10.0 mL 2/ ZBg 2 H—K
G IR LR CTEREEBUR - 7E 40 CoKIE i AT 28 K AOKR A =T, L)L 5.0 mL SRR WA il 5% B8 ) ¢
AL Ab 3

5.2.1.2 &4k

K B v AL TRUFE A2 ZE UG I AL B 03R4 T B 8 1 S AT v PR R RE IR LA 24 3 L/ min 9 3 ¥ A8 i
o ERESEER R ARUMA 3 mL 9 ZRREV IR .3 mL KMk YE . TR A B B ¥ 3c etk . i A 4 mL
B PE I . 42 ik 29 3 mL/min WAETEBIR . FEWRBB T IMA 20 pL 2R, E 40 C T HATEEK
2T HORBEBERZE 1.0 mL,RIE 30 s WMEFREY,0.22 pom ST I8, 8 D8 T E AR LA
R SRR — R AR T I s

5.2.2 #LtEiE
5.2.2.1 BRI
5.2.2.1.1 ik

PRI 4 g ke (MER 2 0.01 @) F 50 mL B0 i, A 250 pL AL ZE WS TAEW . A 21 mL&
i IR A5 1E 6 000 r/min R &L 5 min, FREHL .

5.2.2.1.2 B . EHiEiRE

PRI T g alFE GRERA 2 0.01 @) T 50 mL B.O08 A 100 pL W4 R AR TAER RS G R E A
ZI, FMA 10 mL /K5 150 pL JRBEHA IR S & T #OGCE S %5 . MA 10.0 mL 4R 4. » 0 Jig
B4 5 min, 7E 6 000 r/min F &0 5 min, BICRABRIZEZRIE B . 1 10.0 mL LR LRI —
WA IR SR CTREEIOR TR 40 Cok g i T 28 AR Ai 21, DL 2.0 mL SRS WIS 5% &8 ¥
FIMA 8 mL ZIE IS G Rl
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5.2.2.2 B

e NI A0 P A 10 U0 P A5 A O B ROV S v A VAL, R B AR B9 1 mL AR W R R 22
#har .

JHS AR HER I 5.0 mL AL A 20 pwL LR 7E 40 CF AR EZE MR EIE T IMA LR
WWOEAZE 1 mLLIWBE 30 s WSk T 0.22 pm JEMBE WO UE IR T HERE I LA & AR . $0 R) — R AT
Jr it ks

FE e by o AR BP0 A TR A TR Y S AR e Ry 3 L TR B S A L

7 ik B AT

53 MHESEEH
53.1 BESEEH

a)  EREA T, 3%H . H K 100 mm, N2 2.1 mm, fife 1.8 pm, S0FH

b) WA A M KB LM

o) BEEEBEM&MF:5% B(O min~7 min),100% B(7.2 min~9 min),5% B(9.2 min~13 min);
d)  i#:0.3 mL/min;

e) AR 30 °C;

D PR 10 pl,

532 RESEEH

a) Ry 28 RO I (MRMD ;
b) RIS LB TEESHSIE B.1;
o TETFHH#HEZSIWE B.1 MK B.2;
d) WA - BT LA B3,

5.4 #RifEH LR HIME

R bR 25 A 5 R0 AR 3 e o R R R A L ARV 2R 8 T 3 Y R R R R D B A A L DA
JRe 35 5 3R 0 1 VA 5 DY 83 0 11 0 TR B LU (A A A b 22 7 B A v 2
5.5 ME

R AR VA W A YROAR (00 1 - 5 1 AL e 00 A R g e T R s o I e A BRI R S R Y
W,
5.6 Ef&

BURE R H AR Al W € 0 14 O B ST 1) 5 R 0L s A €2 33 e 1 £ B IS TR AR EE A AR AR Y A £ 2.5 04
ZW,

B AL P ) S5 R P B T A B D R AR — A R R T R A T L [ — A e
Xf ] — AL 1 B b F AR W B0 A 1 B B R X 2 B T e B AT 2 B AR v ROR LE G e A 2
AR 1 ME T L

1 EUENEXNBFFEFENRARTERE

AHXT BT E >50% >20%~50% >10%~20% <10%
FRVF A X g 2 + 20% + 25% + 30% + 50%
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X :M ><f ( 1 )
m

A,

X — il REEZNE &, Ao T w ol e B I (pg/kg 8% pg/L)

o — HI bR TR T A B R A TR P R R R IR L A A g T (ng/mL)

A% 28 AR AL = T (mL) 5

m AR FR AR L B 5 (@) 5

R

ARG REE S VSR VR R &
7 BEE

16 8 A S5 T AR A Y W OO ST A 4 SR B 28 X 22 (H AN I RS IE R 15 %
8 Hith

AT LK R A E R R 2,

K2 AEAREXRAARAGAEAEZNKRERMNEER
T S [ETRZNNE SH/ RN
I
KR/ (pg/ k) | B HFR/ (pg/ke) | K HBR/ (ng/ke) | BB IR/ (ng/ke) | K R/ (pg/ke) | B HFR/ (pg/ke)

Vi & 8 B B 7 38 At 1.5 5 1.5 5 3 10

HrAb i ik 3 10 3 10 6 20

FTiE BUBRERBIEE

9 HIE

R Qi 24 T A B T AR ot 2R M it I e 4k 2D o 119 i 7 25 R A BRI, e 95 1 R [ A AL A v
TR B BRI SRR . MR L E

b i ) WO B

10 IR FI A AL

BRAE 53 A7 UL AR J7 ik il 093500 32 S e e 4, K O GB/T 6682 RURE 19— 2K .

10.1 K H

10.1.1

Z i (CH,CN) . o3 4l

al
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10.1.2 HEE(CH,OH) . figaf,

10.1.3 Z R (CH,COOH) . {aif4f,

10.1.4 2R 41K (CH,COOCH,CH3),

10.1.5  ZW&4% (CH,COONH,).

10.1.6  JRMEF RO TG PEAMLT 1 500 U/g,2 'C~8 CHOLHRAE.

10.2 XFIEH
RV B 10 mL Z A 250 mL 7K, JR5T,
10.3 FREM

e B EEMR (C.H O, ,CAS 5 :149-29-1) . 4l £ =99 %, 8 2 | F AN AE I 2 T b5 9 TE 5 1)
bR e i .

10.4  #RifE iR B BL

10.4.1  FRyfERE S (100 pg/ml) A 2 mL G H IR T E RIS 1.0 mg J5 . B A 10 mL W% E
MR EZE, WREBERAFM PG —20 CTRHRE.#H.6 THNAM., BEHZR
o HE VA WO JBE A A E 2 LR 5% A

10.4.2  ARIETAEM (1 pg/mL) M 100 pL L0571 1Y Ji 75 B 3R AR MG 45 V80U T & R T WU ik 0T e
BZE 10 mL FEIP ESBZE ., WS 2R TS 78 4 CTEOLRTE .3 N H WAL

10.4.3  HRifE RS AR 23 S HERR AL BObR v TAEWRGES 5 %2 5 mL 2 B0 H SRS WUE A B2 i
FIRE S EWE N S5 ng/mL.10 ng/mL. 25 ng/mL.50 ng/mL. 100 ng/mL. 150 ng/mL. 200 ng/mL.
250 ng/ mLAR PR HEE IR .

1 U/ FRE

11.
1.
11.
11.
1.
11.
11.
11.
1.
1.
11.
11.
1.
11.
11.

—_

TROAH 23 30 < T 5 MG 25
I
o O R AL
LG TR,
pH it Il HoKE B £0.02,
KA H 0.01 g F10.000 01 g,
50 mL H%E PVC B0,
BOHL . FE =6 000 r/min,
Jie T B 2 B AL R A BURNAH AT Mycosep ™ 228 BiAHY & .
100 mL Z4IE BEI .
[ FH 2 U
AIRAL
— WM KA AL UE Sk <A 0.22 pm SHCFLUE .

O 00 N OO O b W DN

—_ e e 3 s
o~ W N = O
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12 HHTE

121 s &

] 5.1,
12.2 IR &K

B AS T ) 457 36 AR A TR 2 B R v A A e AL 4 A ] 5.2.2,
123 UHBESEEH

a)  WAHETEA: T ML 4K 150 mm, AR 4.6 mm BiAE 3.0 pm, BiA 2 %

b)  UAH A KB A O

o) BEREVEME &M .5% B(O min~13 min),100% B(13 min~15 min),5% B(15 min~20 min) ;
d)  J#:0.8 mL/min;

e) G HAE 40 C;

0D HFHEE100 pL;

g)  ERHMEG I &R A& A B K 276 nm,

12.4 FREMZLBHEE

K b 2R B A YR AR 300 5 A B AR R R A o LA o I A Ak B A R Al A L L e T BR g AR R L
il B o T 2K

125 ME

R 1CRE IR WO AR @3 — S SO 00 A5 AR 7 g e T AR e b of i 2 AR BRI O R B B R
W,

13 SIERBRA

e REHZN T EHESOHR.

A

X — WHEPREERNEE, DO RO T e s e 7t (ne/ke B pg/L) 5

p — HIARMEI 24 B A ORI P R T R AW AN N L 2 T (ng/ml)
4 A E R AL Z T (mD)

m ——IRFE I FRAE A, B 5 () 5

[ —REAE

TR SRR B = A RO

14 HBEE

TE S AR A PF TR B A B P UM S I R 45 58 B0 28 %) 22 (AR R B R P 2 (Y 1504
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15 Hih

WARRFE AR B R N 6 ng/ke, E RN 20 png/kg; BIK ERACGREEAR B RN 12 pg/ke, E &R
H 40 pg/kg.
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Mt R A
REEBZMEBRRENIRE

Al UERIE

I % 1 0V R T B T O FR B LIRS A A TE IR - MEBR AR I 74 mg 48T 1 (0 4%
R4, A 0.009 mol/L i EM G I HEMFEBEZE 1 000 mL, A4 T (K,Cr,O;)=0.25 mmol/L],
WeHC 25 mL A BIR T 50 mL 2B A, I 0.009 mol/L &% BR # B 2= %0 . 124 F 0.125 mmol/L %
W, FEC 25 mL 6% B T 50 mL & & H, 0 0.009 mol/L B BR M BE 2= 20 1, /1 4 F
0.062 5 mmol/LIFW . JH 1 cm f 9k, 78 fi R W WO Y 3 4 (350 nm 48) J1] 0.009 mol/L BB 1ES H .
WA DA b = i AS [ v B8 1180 5 0 %) TR D' B DA = b e B8 118 JBE JR 91 6 R B3 R (AL D I

e
E ——E 8RR WO B R T D6 R A
A 7 T A% R A 9 ) O
L TR T TR JEE R R
Y= e ) B JR T O R B M8 E O A R A A R IR T DG R B(E 3 160 oA, RISR A
IR AR IE R 4 (AL 2D AT AR

Cc

f — ....................................( A.Z )

Bav

S AR AR I T

E’—— DN 75 i 7 % FR 40 B RV D't R BCT 1A

A RT0.95 s/NT 1,05, WA TSR AR I DR Al TR AN

A2 BEEZHRERRNEE

B 1000 pL % WA SR TG . Sr BV 20 mL RV Mkt B8 T 4 COKAEIRAE . bR VA W
299 5 pg/mL. FTEAMIIEIEHE L 1 em 3 Ho 6 I BB HE Y RFE 250 nm~ 350 nm Ab ) 5 K 1
g 1 0 T K T EOIE BEM IL Z BER B HOIRL

R 0 2B UV 5 (AL 3) AT

A XM X1000X f

X

o JREHEERREE R AU B R A T (pg/ml)

A — WK 276 nm AbINAE ARG E

M JRE RN RS T 154

1 000 —#5E Z 4L

o IS AL IE R

E, — JRHHEROEERAR KWK 276 nm A AYEE/RI56 R 5L 14 600,
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Mt & B

B.1 RIEFHRBEFRIER &G

a)  BTUR . FEmESS L E R (ESD , g I
b BHEHE: —3.5kV;

o) HEfLHJE.—58 V;

D TR 325 C;

e) TS U480 L/h;

0 FAET) 172 kPa;

g WA 350 C;

h) B 600 L/h;

D WEEEHL R . —1 500 Vi

P BT E R K —300 V,

®B1 BTFREESER

&

B E T il 428 fiE e EEE T il 428 B r

153 109 —7 81 —12 ESI™

a
ANH'
b

il !

o4 | o

o} | &
b

&
M

160 115 —7 86 —12 EST™

B.2 ®iEEMRIEE

B.2.1 JREEZRZMIEE LK B.1,

x10°

-84 109. 2
7_
6_
5_
4_
3_
2_
1_
14 81.1
9_
8_
7_
6_
54
4_
3_
2 65. 2 83.1 125.1

ol Il | |

55 60 65 70 75 80 85 90 95 100 105 110 115 120 125 130 135 140 145 150

e e b

153.2
*

coooooooe

m/z

BBl REEZHREE

10
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B.2.2 VC-REHERMTEEWE B.2,
x10*

1.24 115.1
1.1+
1-
9
8-
74

61 160. 2
5 86.2 S

4_
3_
2157.2

14 70. 2 131.0
0 L i | |

60 65 70 75 80 85 90 95 100 105 110 115 120 125 130 135 140 145 150 155 160
m/z

A

B B2 “"C-REBREHRE
B.2.3  JET R R M2 RO I A5 1 UL B3,

X102 .MRM (153.3->81.3) std 20 ng-3. d

% 10° -MRM (153.3->109.2) std 20 ng-3.d

\
\

X10° -MRM (160. 2->86. 4) std 20 ng-3.d

/
/
/
/

X107 -MRM (160.2->115.3) std 20 ng-3.d

0.20.40.60.8 1 1.21.41.61.8 2 2.22.42.62.8 3 3.23.43.63.8 4 42444648 5 5.25.45.65.8
{/min
i .
I— EHHERCHEE T A%,
2— REBRERE FOIENE;
3—JREHERN EEME T Ea kg,
4—— R HFEEZ RN EE mE T Ak

B B3 REBHERHEFBMIERERKRNS KL GEHE

11
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M x C
BiLE
JRE 15 B 3R R MET MR WO 1 TR LR CL T
mV
.00
. 759

. 504

patulin/10. 731

. 257
.00
. 759
.50
. 259
.00
. 759
. 50
. 259

.oo—,\____/K——\JV\\ e~

B C1 100ng/mL BEEENRARTRANBRERERE

12



