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1 SeHE

$ﬁ7ﬁ%ﬁ&%T{=§ﬁ5 H 58 40 T iR ) R T R L TR ARATT AR W B DU R Tk
— 3 N TRz 28 4 B VR AH €0 335 B R I R L 38 FH T i B L G 2 S T R B A b
) i 0 TR T L 3 TR I AR5 Sl 0 T AR T R 15 T M AR5 R e D R 1 0 A
55 0 R e S RZ AT A = OB (L v L 3l TS W B L T 28 R L L B b
JI5E 425 e 0 R 0 T 5
SR 0k A VR O B DU 9k Dy R BG83 T A A B A v O RS R ik ) TR
s T 11 000

F—i% FEHRREGE-BRUEE

2 JRiE

TRE B B 4802 R ] B 0 T L 3- T A R T T A T 15— 20 TR AR S D ik D B s B KRN
LH R A T TR B $R B I R & l*ﬁz}swﬂﬁaf“?ﬁmf{%% Wi e AL E S R R A A
T B R TSR L A 2 N bR s

3 AR

B AR 55 A U B A T3 B RGR 3 2 23 i 4, K O GB/'T 6682 HLE BY— 2K .
3.1 kA

3.1.1 ZJE(CH,CND ; o 4l
3.1.2 HEE(CH,OH) . {44l ,
3.1.3 IECKE(CH D,

3.1.4 &/K(NH, » H,O),
3.1.5 HR(HCOOH).,

3.1.6 AN, 4ifF=99.9%,

3.2 WHFIEH

3.2.1 5K W (84416) . 1 BL 160 mL /KM AR 840 mL ZJiEH . IBS) .
3.2.2 ZJEMWAMIE C e . BB 200 mL IE S B¢ F 250 mL ISP In A D B 2 R Z0E #%
Boreh BB RE . FETECBERENE
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3.2.3 HE-KEWGH95) 5 mL HEINAF] 95 mL /KA IR,
3.2.4 0.01 Y% &KW B 100 pL ZAKMAZF] 1 000 mL K IR (UL F IR R ESE-AFEAD .
3.25 O0.1Y%HERER B 1 mL FERMAZF] 1 000 mL K IBA) (AL B F 5 Ak ESTHEHE D .

3.3 fRifEm

3.3.1 A S HE T EE (DON, Cs Hy Og » CAS 5 :51481-10-8) - 4l B =99 % , % 28 [ ZIE I 4% 7
o Y 00 3 UE 5 %) s o 40 5

3.3.2 3-SR 4E S JE Bl U B K (3-ADON, Cy; Hyy O;  CAS 5. 50722-38-8) - 4li i =99 % , i £ [ &%
WUE I8 T 1 ) 5 UE A5 1 B o T

3.3.3  15-Z WM S S Bl T 18 B (15-ADON, Cy; Hy, O s CAS 5 :88337-96-6) « 411 J# =99 % , 5 45 [
FANIETF 2 T A HE W) B E 5 B AR TE ) o

3.3.4 - WA T TRk I T s I TR RARER IR (P C-DON,L P Cis Hy Og) : 25 pg/mL, 4 =99 %,
3.3.5  VC,-3- L T- 1 AR5 T Bl 0 B A R [ A 2R AR TV M (P C-3-ADONL P Cy Hyy O 2 25 pg/mlL, 4l
=99%,

3.4 HRAERREL S

3.4.1  BRUERE SR (100 pg/mL) : 43 FREL DON,3-ADON F1 15-ADON 1 mg(ME# = 0.01 mg) .4
M CEEMIFEAZE 10 mL, BIERFER Z R 7 —20 CTFHERA A8 145,

3.4.2 REWRMETAEER (10 pg/mL) EFE 100 ng/mL DON,3-ADON F1 15-ADON #r i fif % Wi
% 1.0 mL T[A— 10 mL &M NN ERBZE . 15 —20 CT % ERA A RN,

3.4.3 IRARANEWAR TAEMR (1 pg/mL) . 6 % B C;-DON F1' C,;-3-ADON [A] i & P #r
(25 pg/ml)45 1 mL T — 25 mL A&l M EE 22 E, /£— 20 CFHERA, AW
AR,

3.4.4  GRUE RS T ARV AERG RS BOGE BEIR A bR o T VR R IR A TR 2 9 b T VR, 40 3R 3 sh A
el % 10 ng/mL.20 ng/mL .40 ng/mL.80 ng/mlL.160 ng/mL.320 ng/mlL.640 ng/mL K& & bk
Z5, P AL R AR IR E A 100 ng/mL, ARERIIER T 4 CHRAF AR 7 d,

4 UEEF%E

4.1 WRORH € - B GBI A Al H IS 25 R U

4.2 T RKF AR 0.01 g F10.000 01 g,

4.3 EEMEHLFEE 10 000 r/min,

4.4 SPHHL,

4.5 M .0.5 mm~1 mm fLE,

4.6 B/ WRTETR G A% BUE IR .

4.7 HEWAL,

4.8 i EOHL HHALT 12 000 r/min,

4.9 MW 10 pL~100 pL F1 100 pL~1 000 pL,

4.10 [EIAHZEHCRE .

401 3l AR [ AR AE B - 3L 2 K B AT Qb i o il 35 P ) R85 7K 35 P (200 35 2 ) Wi o 551 S20RL 19 [ 4

FEHUNHE,200 mg,6 mL, B AH 243,

4.12  DONSs & HI B [E A A4, S0 25 2

413 BT B T B IR A E AR AR =1 000 ng CRE 2B AR IR IGIE T2 0L AL2).,
2
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4.14  JKHITHFLIERE .0.22 pm,

5 OWSE
5.1 REH &=

5.1.1 AW BTN B 1 kg BE 5 F = 3O BE ALK LR %, 3 0, A B2 A2 /N F 0.5 mm~1 mm
LRI I IR A S JE 465y 2 100 g, fﬁéf?ﬁmaﬂﬂﬂ B EHRAT ARSI H]

5.1.2 2R HUHCRE I 2 /0 1 Lox T4 OB SF e rt i =0 B 3 Mk (H LR B FF B A TR
f¢iﬁ$¥&~4\%ﬁ%§¢ﬁﬁi@ﬁﬁmum}a,%ﬁé}§ 100 g(mI) i fE THES D, 26 B A BRI . & =
AR A Btk P TS ISR A T AT S8 8 T 4 "C UKAR VR 98 30 min, ok i sl 75 B <05 75 AT 4

5.1.3  F i R IR D 1L RS X T AR Ok A AL R T DI 3 A 2 (R — IR B
50 BT AR A T AT ALIR AT 4 & 100 g(mD) BB AF T RE OB, % B AR, it
e H

5.2 XHEFREI

5.2.1 AW BN FRE 2 g GRERMZE 0.01 @) iFEF 50 mL BLAE P, A 400 pL IR A R M AR
TAERAR IR A G # B 30 min, MIA 20.0 mL ZE- /KIS (84 +16) . B T 7 Il /I8 BE Ik 1 7% 8% IR
HlE A B R % 20 min, 10 000 r/min &0 5 min, WE LIER A TS MAEGRP &,

5.2.2 W PRI 5 g(MERIZE 0.01 @ FET 50 mL B0 A 200 pL R4 R E M AR TAE R
GIRAEHE 30 min, HOWEE A E 10 mL, IRA), & T M5 I/ ié - ¥ & 58088 K o8 75 s ik 3
20 min, 10 000 r/mm B0 5 min, W FER B TFHENAESRTEH.

5.2.3 il S KA PRI 2 g(ERIZE 0.01 @il EET 50 mL B0 H LA 400 pL IR A F AL
%%V\JWI?E%ME@/E& GG #E 30 min, A 20.0 mL ZHE-/KE W (84+16) , B T 8 75 Il /8 eIk 37 4%
o FE PR o 5 R % 20 min, 10 000 r/min #.0 5 min, Y8 LiEWR C FHE M AR R &M,

5.3 if#EEk
FE. TR R L T v, T AR SE B AR 0 L e A o — APy Bk IR,
5.3.1 BREHEERFESEL

BU5 mL FVEW A B F3EW B EEWR C & T 50 mL B.O0E P, MA 10 mL ZB5#0F11E 2 5 i
WL IRTEIRE 2 min,5 000 r/min .0 2 min, FEESkEEE ., T 40 C~50 CTFTAAR T, IMA 4 mL
IK TV R s L R AL

5 [ FE 2% BORE 32 2 2 [ AR A BOCK: B 8 5 0 3 mL HIEEFN 3 mL KIEAL 4G, K 4 mL FiR/KEE
WA AR o READ 1 ~2 3. 3 mL K1 mL 5% B EE-OK I K R e RE TR MR . A
4 mL FEEVE I WS AT VR S 7E 40 °C~50 C TR AT . A 1.0 mL ®I4R R s A sk i
PBERS] 10 s, F 0.22 pom BCFL U8 B 38 F SE R L REHERE

5.3.2 DONs & B E M & HIEHEL

B8 mL FIHW A S FIHW B 8 FiE W C & DONs % 1150 [ AH 10 A 09 B 55 45 D9 8 o b A 04 3
AR A B A P I 208 M S RS i b B HCS mL R T 40 °C~50 CTF RS T .
A 1.0 mL WA 7 s HR A i 5% B 4 . IR BEIR 20 10 s, JH 0.22 pom AL UE I 08 T HERE M b FR UERE .

S MHARIR R I DONs % 8 [ AR v Ao A 78 1 BE 0 £k 25 45 4R 7 1T AT G s o S ] T 45 R 36 0 45 o 3k A7

Y
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5.3.3 GEFEMTSEML

FWG AR T IR A T R AR R =l

HERRAE I 5 mL EVEW A 30 F3E W) B 8BS C, T 40 'C~50 C FASMX T IMA 2 mL K75
VAR, FoF S8 2 UM 9 A AR TR G % IR AR R I A . s RN E ST
St 208 R T L RICTT UR E E  E RR R DA AR 1 0 I ) e R AR R s R ACE R,
5 mL PBS ZZ o Eh ISR 5 mL 7K S0 J5 Wk S S5 FRE TR 29 S R AL 1 ~2 T, B B A S ACERIE
R O g TS L O A Y

WERINA 2 mL F 0 0 5 AN 45 A B0 1 3 A T J0k o B L IR e B =R P 7E 50 CF
HAREZ AR K 28T A 1.0 mL IR TSI i€ 30 s W AR B 40 ,0.22 pm JE L I8
WS VBT R DA R

SE AR IR B G S FRE L 7 R b R L I R R D T 45 A 7 T T R W A RS () L IV 3% i R P R £

LY

54 HHEBE-FERLESELZGEIREBEIREASEE G —FAENT)
5.4.1 BFE#ZR ESI

WAH 5T 2% 5 T

a) WA ETEA  Cou i (HEK 100 mm, AR 2.1 mm; FUBPRIAR 1.7 pm) , 80AH S 3

by WENAH A AH 0.1 % HERIEW ;B AH 0.1 0 HR-Z I

o) HBEEVEM.2% B (0 min~0.8 min),24% B (3.0 min~4.0 min),100% B (6.0 min~
6.9 min).2% B (6.9 min~7.0 min) ;

d)  F#:0.35 mL/min;

e) HEE:40 Ty

D HFERRR10 pLs

g EHMEHE 3.5 KV HEALHE 30 VB 350 C 3 BRI . 900 L/h;

hy AU T D T R B AT AE M R A S R

1 BESERIVAKREREZBUTEMRILESELHEST)

L&Y BEE T HefLH R FE BT ilf 48 L R EME T ilf 48 H
% R (m/z) eV (m/z) eV (m/z) eV
DON 297 20 249 10 203 16
3-ADON 339 17 231 13 203 13
15-ADON 339 18 137 9 321 7
¥ C-DON 312 20 263 10 245 16
¥ C-3-ADON 356 17 245 13

£ . 3-ADON #l 15-ADON H [/l 4+ S48 44K , 15-ADON ] % i ' C-3-ADON 15 2k [Fl 457 25 N b5 33647 4 W 19 8

=
e
=

5.4.2 BFiE#ENX .ESI”

WOAH 35 -Bi% 2% 5 AT
a)  WAHEIEM: . CotE (HEK 100 mm HENAE 2.1 mm s EPRAR 1.7 pm)  BiAH Y55
b)  VshAH A H:0.01 W& KB ;B A : L H
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o) BEEEVEML:2% B (0 min~0.8 min),24% B (3.0 min~4.0 min),100% B (6.0 min~6.9 min) ,
2% B (6.9 min~7.0 min) ;

d)  Fi#:0.35 mL/min;

e) HE¥E:40 C;

D BEFERFR10 pL;

g) TBMEHIE 2.5 kVHEFLHEIE 45 VB RIRE 500 °C 5 BLiE FI i i 900 L/h;

h) B4R R iR T B L AR AT AR S R E S R 2,

x2 BREESERNVEAKEREZBUITEYRIESE LM ESI)

e BB HEfLH EHET Rl 48 FEL e EHEET il 43 #EL He
% (m/2) eV (m/2) eV (m/z) eV
DON 295 14 265 12 138 18
3-ADON 337 12 307 10 173 12
15-ADON 337 12 150 12 219 12
5 C-DON 310 16 279 12 145 14
15C-3-ADON 354 18 323 14 230 18
i : 3-ADON Al 15-ADON 2 [A] 43 52 4444, 15-ADON 1] 3 ' C-3- ADON 1k [f] 47 Z N AR 47 AH B 09 22 23T 55

BALE YR E T HA K £ 5O i (MRM) B 138 38 K1 2 W # B.1~ & B.8,
55 TEMEMNE

S o L5 0 O B 15 A 6 00 5 B A L 25 o I 2 2.5 %
2P

Bl 2 0 T R B T 4B 280 R — B TR T T T ELA — R %
71— A 90 o L A 0 T80 0 X 5 2 L5 A 5 0 VAT L 0 2
B4 3 HLE

x3 EUENENBEFFENRARTRE

AT B B >50% 20%~50% 10%~20% <10%
SR B AR R R 22 +20% +25% +30% +50%

5.6 #RiE H LBy HIME

TE 5.4 VR AH {0 3% 8 056 3% A0 BT A 1F T 85 A o 2R B s U e G 3 o ik IR REAG L L DON, 3-
ADON Fil 15-ADON &, i I 55 4% X5F b7 PN B €2, 35 165 7t 068 T R L -9 58 AR 1, 75 310 b o il 2 [l )9 L
PR O R BN K TF 0,99,

5.7 R KHINE

B 5.2.5.3 Kb BEAT 2 A Fp D 0 2R AR IE T R WA R B AR IR ARG o MR L 4% 6 T B AR AL
TR ) 5o R R DO 0 A o L RS o o o 2k M S LIl e P S L D) N 3 >4 ek 2 BB
J BB E

al
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6

7

8

Pt 5 45 S 5 0 TR A I L 15- £ B G 405 B T TR ARG Y BR R 10 g/ kg, RE RO 20 pg/ kg
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=aiRE
BRAS IR Sb 45 5.3 71 5.4 AP PRS2 . R AN & A 01 I 2 2 iy W 5

SERMERIR

A DONL3-ADON % 15-ADON {9 & &4 (D)5,

_p XV, XV, X1000
X= V, X m X 1000 (1)

A,

X  — & FEH DONL3-ADON 5 15-ADON #y & & , i N i 7o 48 T 78 (ng/kg) 5

o — 3 DONL3-ADON 5% 15-ADON $i¢ HE P bR 7 7 b o 1l 26 o6l I 1) J5T ot ¥ B2, LAy

W 2T (ng/mL)

Ve — iR BB AR R, A = T (mL)

V, — il RAEEREL AN ZT (mL)

1 000 — B 2 %%

V, — HTEALR S BUREL, A A Z T (mL) 5

m  ——IRFERRRAE R, A A T (),

A5 AR B = A SO
BEE

T F MR A T BRAS A T U ST A 4 R A 6 X 22 (E AN AR (B 23 %,

H

YRRy B 2 T I RO R SRR 2 g I Rk R A I A SR R T R R L 3-2

YRR ZEIRE 5 g I, 7 ¥k v A 10 480 S 9 U0 T 0 B 3- 2L It 4R 5 T e 0 TR B L 15- 2 T B 4
LI i) GBS RO 5 pe/ ke, BRI 10 pg/ke.

FTiE REFNEMELSIARMBERIEE

9 JRIE
TR R A 0 S T T A D T s T A AR BB, 28 G B R R v A i e AR (- 5 SIMG I 45 U E
SR E

10 FFn#F A4

BR AR 55 A U B A T3k B RGR 3 2 23 i 4, K O GB/T 6682 HLE By — 2K .
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10.1 &7

10.1.1 HEE(CH, OH) . fajfaf,

10.1.2 2 (CH,CN) : {f i 4l ,

10.1.3 RO ZEE[AHX 7 F & 8 000, HO(CH,CH, O), H],
10.1.4  &fb#I(NaCD .

10.1.5 ®EMRE — 41 (Na, HPO,),

10.1.6 B — &8 (KH,PO,).

10.1.7 S b8 (KCD

10.1.8  £RFR(HCD,

10.2 7 BL )

10.2.1  BEERERZZ vhim W (UL A K PBS)  FREX 8.00 g SAb AN . 1.20 ¢ BEIR & 4N .0.20 g MilR &40 .
0.20 g S ALAR, A 900 mL /K, HERIR T pH 2 7.0, HI/KEAZE 1 000 mL,

10.2.2  HIEE-/KIFEW (204+80) : F B 200 mL FHEEM A #] 800 mL K, IE2],

10.2.3  ZME-/KEW (104+90) : 5B 100 mL ZHE M AF] 900 mL K, iK%,

10.3 #Ri#Em

T 485 IS Bk T TR T (C s Hoo O » CAS 2 .51481-10-8) - 4 BE =99 % , 8% 28 B S U IF I 5% T Fr ) i
UE A5 1 A5 HE W R

10.4  #RiE i R EL

10.4.1  ARIERE &I (100 pg/mL)  FRIBUBE A5 B 9 T iR B2 1 mg (EBH 2 0.01 mg) . F S # i IF
EARRE 10 mL, HEWRES 2R 7E —20 C N BB AR 14,

10.4.2  BRUEFR G TAE VW - HE 60 A% IO 5 50 4607 T8 Hik 0 BT 9 5 b oAk 5 V0 YA 900 s T 20 A s R TR o
A% 100 ng/mL.200 ng/mL.500 ng/mL.1 000 ng/mL.2 000 ng/mL.5 000 ng/mL HHRHERH TAEH ,
4 CORAE AN 7 d.

11 {XEEFiEE

111 TRORE 3 A - T 7 58 ARG 0 2 s — W A 4 40 G U 4%

1.2 H PR E 0.01 g #10.000 01 g,

1.3 = EUB AL 5% 3 10 000 r/min,

11.4 §M .1 mm~2 mm fLEE.

1.5 B 75 I /W IE IR 3% 7% B IR

1.6 AWAL.

1.7 S ELOHL 5 3H =12 000 r/min,

1.8 Fe¥igs . AL 10 pL.~100 pL F1 100 pl.~1 000 pL,

1.9 BT 5 i 00 R IR T AR 3 SR A AR A B =1 000 ng CRE 28 2 FAE ISR B IE 7S 0 AL2)
S 0T OR [ Y A S5 VR 76 68 FH A 75 5 B B0 E

1110 PEISLF4EpEat. B2 11 em . fL4#2 1.5 pm,

1111 KAHBEALUERR . 0.45 pm,

1112 RWHZIE .08 . HIE,50 mL,

1113 BEESE G AS . 10 mL,
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11.14 =S/ENE,
12 HHTE

T FHASTR] T R A9 i 26 FRE , A 3aCRE A IR R0 i #9841 75 T T E s A S ), o7 2% 4 1R i B 5
FORBEAT AT

121 A&
[\ 5.1,
12.2 XAEEIREL

12.2.1 A B A& ARE 25 gQFERRIE] 0.1 @ BRI IKAE T 100 mL HE =M P IMA S g B2
B, insK 100 mL, JRAT, B T8 75 Ik /10 e PR ¥ o sk 32 R Th 8 7 sl R ¥ 20 min, DABGISLF 48400 U8 2
PEWVETE (8 6 000 r/min T B0 10 min) ,WEJER A FT AL, 10 000 r/min .0 5 min,
12.2.2 2L BUBEE 20 g(FEMF] 0.1 @ A 1 g B B HKEARRE 25.0 mLIRAS) B TEAE N/
W E TR 7 v BCRE R OB 75 B R ¥ 20 min,  FH B B 2T 4 8 4% 5 0B F 9B W B E (8X 6 000 r/min F B0
10 min) , WWAETEWR B T TEH AT,

12.2.3 &9 S % SO T ARIORE S 25 g (VERIE] 0.1 @), A 5 g B W, H/KERZE 100 mL,
TRAT B S /0 e iR 3 25 SRR R OB A SR ¥ 20 min. DA B 5 27 4 k40 U8 R S (K
6 000 r/min FES.Cr 10 min)  WAEETR C T TR A2 b,

12.3 &

FPRARIE T DRAF A S SR MR IR A 2 30 . 155 S B 0 ML N A R i R oF B IR R RS =
W T S A AT b MERR RS IR LR IR A BEW B BB C 2.0 mL EABCEETES S b B SRR
5 B S e R R I T AR R R AR R 1 A A e G e A S R L T S R AR A
. 5 mL PBS ZEnhEh ¥ M 5 mL 7K ST ke S e 2 MAE L L 29 9 B A 13 ~2 B R =R
PEACEFIAE R 75 25 A R0 W i T/

12.4  #%RR

WERRINA 2 mlL Y P R 0 38 AL, P2 A 0 1 0 9 0 R, i iR e I =l P L 7E 50 CTR
AR ZEZ R VB R 2T T A 1.0 mL WA TS A . 8 BE 30 s WA AR 5R B #), 0.45 pm U8 BT JE
WA DB T HE R LA A R

125 BHEBESERHE

WA %S % 550 R E .

a) AR TERE . Co B CHER 150 mm A NAR 4.6 mm EEDRAE 5 pm) 80 4
b) LAl HEE A+ K (20+80) 5

¢) Ji#E ;0.8 mL/min;

d MR35 C;y

e) JEFEE .50 pl;

£ KK 218 nm,
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126 TEENE
12.6.1 #REMZK B HI1E

DA GG S0 5 T8 38 D T s Tt o o A R R D R A A o A e TR AR (L AR A 5 2 90 s o 38 94 e A 3
1ol Y L AU HE R AGE N |, 75 B A o it £ m1 U9 07 7

12.6.2 iXEFEABRNE

BRI 4y i e 7 (LN T s v T £ M T P R e P L D) 0 3 2 e B R e B
12.2.12.3 1 12.4 #4740 38 5 B A 00T .

12.7 =AaiK%
FEAFRBGRFE SN $2 12.2.12.3 A 12.4 s AR, AR SH TR M4 5 Y .

13 SERBRA

TR T B 4R T A T R T 0 N (2D TR
(p1 —po) XV X f X1 000

X = 1000 N D)
A

X 2R I AR S R T R R o A A e B T (g k) s

o1 R AR Bl T B Y B TR L PR AN T A 2 T (ng/ml) s

0o 23 PR HR S iR D B I ) R VR S A s A 2 T (ng/mL)

\% A o VR R ) B A SRR B 2 T (mL)

f — R R T

1000 —#i& R %05

m — R FR R A B ()

R LR =0 T
14 BEE

2T SR AT BRA AR A Ul S 0 45 SR Y 246 3 2 (AN AR I SRS B {E Y 2304
15 Hftr

SRR B HC b b L W ¥ B R 25 ¢ I B ST R i ) B B R R R
100 pg/kg, RN 200 pg/kg: MR SIAFE 20 g W it S0 )65 Bl 70 10 I B A HH BR Ol 50 pg/ kg »

ERMRN 100 pg/kg.

E=ik HERBEBEWEE

16 JRIE

TR P R L ST T R 0 R A B 2 AR I v Al W A BRI GO R TR i B JR JR IT A L i A
9
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JER. TR R AT = A A i T B AR 365 nm SEAMOLAT R B A
o6, SRR ELLEL .

17

17.

17.
17.
17.
17.
17.
17.
17.
17.
17.
17.
17.
17.

1

1
1
1
1
1
1
1.
1
1
1.
1.
1.

o N o o s w N &

2 70 A A A

BRAE 75 A7 UL AR J5 3k B AR 32 S e A 4

.9

|
=S H BE(CHCLy)
Jo/K 2. (CH,CH,OH) ,
M (CH,OH),
A1 CC, Hy, o)
TR g (CH,COOCH,CHj,),
ZHE(CH;CND
W (CH,COCH,) ,
SR (CH,CH,OHCH,),
Z Bk (CH,CH,OCH,CH,),

10 SEALHCAICL « 6H,O) b4l

"
12

120 CHEF &,
17.1.13 B G.HZENH.

7.2 #RAE MR

T 4 55 i 8 T TR IS B (C s Hay O » CAS 2.51481-10-8) - 4l B =99 % ,

17.3 FtRERKEH

HPE AR 22 300 “CHlifE 4 h, B TR
WEPEA 20 g W PR . ] 3 mol/L #h BRI IR I i 6, I8 i, AR 2 1R K vk = 05 B 1 1k

B WA £ VA (25 pg/mL)  FREUBE A0S 5 8k T B M B5 5.0 mg (HERRF] 0.1 mge) , I 4 TR £ Fs-H BE
QI+ EM . EA 10 mL BB P.HERZE 10 mL, WHI AR 0.5 mL, HZ B ZHE-H #(19+1)
B ZE 10 mL,

18 {UEEMiZH

18.

1

18.2
18.3
18.4
18.5
18.6
18.7
18.8
18.9
18.10

INBLRY AL

HL 3 9% 37 i

BB ZE R L. 75 mL,

EME N 2 em, K 10 em, A HIEZE

HIEWHIM .10 mL,JEHE 0.2 mL ZIEEE .

BREEGH :5 cm X 20 cm,
WEZ R ATAS:0.3 mm,

R . NK 26 cm, 58 6 cm, 5 4 cm,
2E5EXT :365 nm,

P ES 2% :10 L, 50 pl,

10
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18.11 FJE4 .50 mL,
18.12  WUPH K 8 2 1 H A5 5 B 40 b #RLAIL

19 HHTE

19.1 XERI

PREL 20 g PR RE T 200 mL H 244, in 8 mL 1 100 mL =& W 4e- LK ZEE(8+2) , %
ZE, TEMZE LIRBEKG . IR 1 h, @il PSP 2 Mg 40 78 B 25 mL I8 T 75 mL BEIS 78
ML, E 90 Cok i Ll K% T,

19.2 &
19.2.1 H-T5E

19.2.1.1 39 1 50 mL A7 il Bk 70 YU A 78 S L AP B B8 L E A 100 mL 23 =1 A, 5] 20 mL (K
KA 30 mL) FEE-7K (4 -+ 1) 70 IR BE B 2% S L 5% A T) — 73 s <1

19.2.1.2 AWl i CGRAE DFT VRS - 100 mL A ik 23 YR % A% 78 & L (9 5% WE A 250 mL 43
Wl = rb 5 30 mL HVRE-IK (441D 20 IR G T 2 A L, B A TR] — 0 0 <k o k%% 2300 21 1.5 min,
FFEZY 15 min (5325 8 T JZ B R /K 2 OB AL AL, AN B8 PIAR 2 SEAL B9 1 @ SR DI TARE N

19.2.2 &K

19.2.2.1 /N R H Al S AR AT AL T o 5/ S5 FELY 0.1 g RS R R IEE B A 0.5 g Pk
AAER ORI, BN 0.4 g WEPES, BCR . B Z TR R u D A R ZE L SEAE AR b FhR
OB — P RS 1 32 o R e e R b K SR BRI A A R A T O O R e R R 8 R R ) e
Pt 7K i BRI /0N b T 5 RE I AR P, #3515 AP 18 T ~20 % (3 mL/min) , H - 7K £ B i
FEMRTEREET A 10 mL B BE-K (44 1) kg A, 08, T 2 A 9 T WM R L a4 o A
2 mL/min~3 mL/min, 3 B KGR AL, RIBFERT KK,

19.2.2.2  FoK:[A 20.2.2.1, HOZEIE R BB 0.3 g.

19.3 FIEHEERMAER

e B S A BEB R B 75 mL BUREZE K L rp, A0 B BB K (4 + D SRR IR AT . R 26 & I B
Kk Lk =T
a) /PNEZIINA 3 mL LR O, AR K 9 LR M S 52 e gy 2 O RO 1 58 40
545 5 TP ) DON A I SR CIRIE R =+ A 3 mL LR SR R AR AL BE— 1k, B
FET RGN 3 mL SR W IEAE W, v 2 iR 5 5 A WGP B 3 4 1.5 mL &
MR LR Ve 75 R L, I ARG .
by NERI SRR AN 3 mL LR LR A W TR K I L R M S S B AR e L
U AT FE o3 W I K 5kt R DON M e 2 3l 5 B8 AW 4R . N2y 0.5 mL H -7 il
(I+2) TZ R, FHBEHE BT 50 75 i 5k 0 R 26 6 L B KR i B4 IR RS A 3 mIL 4R
S IR Y e sh A% S L A 58 53 5 v s S 58 A TR — e b B 0.5 mL
BE-PN R (120 A1 3 mL LR O W R AR AL BE— IR, £ 1R £ IR 3 BURUOT A He it .
e A E 2 95 “CoRkit b 2R UM R R s 21 0 E=R)F A 0.2 mL =5 H k-
SN A+ D IR skt B AR == AT

11
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19.4 ME

19.4.1 R HI &4 g B G Ny 9 mL 15 % &AL (ALCL, « 6H, O) /KW WFEE L) 2 min 225
HPIR B AL 5 em X 20 em BY)EMR =B B ER TS . F 105 Ciife 1 h, I FEE2h & .
19.4.2 SR TERHOIZMR LI TG 2.5 cm BYIELR LSRR,

S — B B — AR S S — B2 AR AR BE AR A i 2 1.8 em Ab A 25 p SREEVR  FE B AR L o
1.5 cm b MRE 2k 15 FEERURE SR X R A9 07 B F 05 2 pLL DON AR (50 ng)

55 UM AR S — B b R R SO 1 R I T AR A B R AR B R A2 %% 0.8 em~1 cm AbiE JINAE
VR, ORI 175 B0 A 3 n 2, s B IS ) L PR IE AR ZE 0 %% 2 e A FNTEBE A7 30 2% 1.2 cm Ak 43 5003 Jn
P FRifE S . DON B ATl 50 ng. 75 ng 100 ng. FFAEREMR L3 1.5 cm AL AYREZR 155 =1~ DON FrifE
ML (550 ng) L fii 2 5 IELE L = A s A R
19.4.3 JBIT.

B R . Lk L - B (95 +5) B oK Lk, AT 3k Ho i —Ff L 3B DON S & I 4 0.7 em~
1 cm, WG 5 44 9650 5T

PR =P BN -5 N EE 8+ 1+ 1)

= - - N EE-K (7.5+1+1.5+0.D)
19.4.3.1 KR . FERIFRE I 10 mL BEJR A . e dU 0B 00 2 AR SERR RS I KA AHR A, R &
B 1 min~2 min, B XEE T 3 min, XF/NE$ R ST 10 mL A7 T BE(30°C ~60°C ) e — I,
JE ZEMad 1 min, BUH @ KIE T 5 min,
19.4.3.2 YR FERIFRENEIA 10 mL QRN . K BRI T )5 i W2 A & R T A N P& 15 em, BUH
AT 10 min, BT DON 5 4% 5043 B 0RO 52 25 SO0 BE 52 M B0 K o 250 IHT 43 285 AR S KA B B2 —
B 2 A A5 BT A 4 T 9O T B AT 2 M R/ Uk A FH LR LR R I O X

a) AW LE-NER-RNEG+HLI+D,

b) = - TN - TR B (8 1+ 1) I A 26 P T 0 L K e AT A R 4K

o) ZHAHBE-NE- RN EE-K(7.5+1+1.5+0.1),

&) = BT E- SN EE-K (7.5 14 1.5-+0.1) F£ 78 & P A P4 1 0% b /K i R e 4%, o g0

J7 G EIF e 2. a0 R TR M R KL 2 DON A5 45 fi .
19.4.4 W5 e WA A A i 23 A T UL 1) Bk i 58 9 6 1 T AL SX B DON R B85, in #8032 4
J&i s A TSI B9 . B AE DON 258 s Bt . (R AR T4 DON. 4R J5 4 e #2130 °C HERE hoim 44
7 min~10 min, BUHER I ET F 1 min~5 min J§ T 365 nm 2840647 T W22,
19.45 WMESE . WZMEHEEE A EFER A DON S50 0.7 em~1.0 cm, IE 2R X — 2 7E
PR AL DON s 4B 0T 28 26 r T4 . W2 MR bl & 29V 19 =4~ DON 5 o 55 ] 43 3 E
Y S5 A5 DON SHTF A DON FR e £ A8 0] 2 17 a5 . FEdh DON g AT 590 J5 1) DON FRifE £ L
BERIAHTE M . XA DR ] F0 G 0] 1> 5 T8 Aff 52 FF v DON B A8 IR B EMERY B Y. 750 — B2
B b QA & DON A5 A5 AR 7 1 AR 28 G 2, 30 2 ah A B WA 3 4 0 B i Ak AN T B R s
T BE AR Ak L 52 MR 4 B SOR AN AR E DON B E 38 T 2% o T4 .

W7 B — e 2 AR BV A B9 L TR S U H 2 AR L RETR 25 pL AR UE 25 ng BT 2GR
FESBRAE 25 ng A WIAE A H DON & A B SN 50 pe/kg DLR . BHEAE S AREmE 0 2 0, B2 AR T2
B b= DON g 75 48 Jre b &0 A % 2l (B0 & s 2 6 5 B8 TG 52 ), 19 1A o 50 25 7T JH T AR & DON
SRR EE
19.4.6 2008 BTN A2 R R K 340 nm R HHEIE K 400 nm, 7EW 2 _EFRAE DON 2¢ 6 54
Z/PAE 100 ng.200 ng.400 ng B, 45 B0 B 5 DON &8 A R R . ¥ DON & #7E 300 pg/kg
DL B fRE S A D I 2 . 24 DON S84 300 pg/kg B, SRR 20 pL 075 19 DON (14 9% 78

12
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100 ng~200 ng Z [a], A #2393 A0 % B, B B 2 M B3 i ™ 4> 45 i DON A5, DON [ & R
100 ng.200 ng 3 200 ng.400 ng, TE &I K 340 nm, K ST K 100 nm 08T FEATIE DL A5 ) 1

20

21

22

23

WA AR R v A T T R ) T T S RO A — MRS VSN R

24

T FREL D AR AR DON 5 S 8 AR B, 2 il B o4 HiT 28

SMERRIR

TRE b R 402 0 Bl D B ) i R (D TR
C XV, X [fX1000

X = X m X 1000
A
X —FEH DON % & B R e B T 58 (pg/kg) s
C — R B EESS E DON &, B BN TE (ng) 5
Vv, — A =& BE- LN IR A WA R AR R, BN Z T (mL)
S —— FEWR A S RS AL
1 000 — #5250
V, IR AR AR B 2 (mL)
m —— AT - LN TR A A R BR E AH 2RE E BRA R ()

2% T3 TR B 58 1 B
DON & &i#iid GB 2761 BREAH AR FETT S — 2 AEE— 2 01IE .

B

B BURE PR BP0y BEA T A7 DU A S LU AR S (B 23 B 45
HAP T 85 R AR A 22 A KT 6020

Hth

T2 A 5 e D R O T ) R AR 1R D 100 ng A RO 300 pg kg

FME  EBEK SR W IF & %

8

RNED)

TR A 50 S5 T Al D T I 2 R R IR B BT T E L 0 (B ) A A BEAR IR L VE W B AR
T A S5 T Bl 0 R T S 5 5 e T R s v v A R R D R I T A R A A T
AL FE B A R S MBI . TR VRS I AR N 50 e, 2 TEALIR K 1L RV, T 450 nm B 630 nm

K

T A T T R 2 S Al i, K o GB/T 6682 FE 4K,
e BT 358 FH AR50 & UL B B il SR BT R A

13
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25 {YI[FNIREF

25.1 AR EEFR I .7 450 nm 5 630 nm(A] ) UELH- .
25.2  HFEEHL.

25.3 PRG .

25.4 HWLF KR E 0.01 g,

25.5 E.LHLFEH =6 000 r/min,

25.6  PREHUE S IELC LR 11 pm,

25.7 HEM 1 mm~2 mm I LE.

25.8 5 A i BOR A L AAL A .

26 HHMTE

26.1 #RE

FRECE D 100 g B G BT HLAEAT By 0 B B B0 RE i 1 mm~2 mm 50 . B 5.0 g BEM T
50 mL B R AR & BT SR B IO 2 IR AR & Ul W A BT 3 5 ik AT A

26.2 ELISA #ill

T HE it I0C A 92 12X 0) & P R R A 2D RN AR R (WO HE AT 58 S A
27 SWMERBRIE

e BT B U1 A B AR 0 T B )y R U T AL AR o6 5 e B WO R A O AR 4 i A
T AR,
27.1 HFURKETHE

e BRI FR) o 100 T 5 4 (R A 3155 0 LA RS AL A o R 0 Y O ' R R 2% A5 ) A A o 4 i
2 AT AR R (o,
27.2 HRVE

e 5 4R e D TR Y i A (DT

0. XV XS

m

X e (4)

K
X R RS R ) TR B A PR I R T (g k)
. T IR v O GRS T R ) TR A T ) VR L B R B S BT (g /L)
Vo — BT A (L)
£ TER AR B AR PO R R AL
m  —FERBORE L A T3 (kgD s
IS R BN R — 1
DON %k GB 2761 FR &8 1 FE T A — IR AEE— S H0IE .
14
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wE
A T 2 T U 0 Rt D 4 SR 0 46 % 22 (R 75 R T R (LG 2594,
Hits

YFRECA Y B SR 5 g I T IR R BR D 200 pg/kg . E RO 250 pg/ke.

15
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Mt X A

Al RERERER

brAEMIEARFEILE AL,
KAl FRERERER

w344 B e 344 R ES'E ] CAS 5 5 F R X 4> IR
JI5E 40 T i D A A Deoxynivalenol DON 51481-10-8 | CysHy O 296
3~ T I 4 5 B8 e 0 T 3-acetyl-deoxynivalenol | 3-ADON | 50722-38-8 | C;;H,, O, 338
15-Z B A S JE SR T HH5EE | 15-acetyl-deoxynivalenol | 15-ADON | 88337-96-6 | C,; H,, O, 338

A2 GEFIENEREREBRIES E

A2.1 FEARBAF.AE 5 mL MK A 6 000 ng DON Fr i fiff 45 % W » 58401850 4% S TE] — it 7k
3 MR PEE AL, AR LR 1 mL. 2 LA K E. {SEEE,W%/J”EHR{&,FH%’%MjFﬁl mL. %]
R EIAE R Z 1 mL, AR @553 20 DON 1%
25 LA 45 1 DONZ=1 000 ng<@ﬂﬂz$>8oﬁRSDA%M)%W@FH%EM
A.2.2 R EE 7B 76 5 mL B9K A 6 000 ng DON AR HEAR A VW, TLAMTR 5D . 43 B HL I
— bR 3 MR REE AR, AR A LA R 1 mL, & BFE MR, 75'55%4&(%?5\35%?4&,%* U D)
I mL, (AW RS AHE A E 1 mL, WO G115 50 E DON B &
%%%Hfﬁ:%%*ilﬁltlﬁt%%%(mnﬁ%%),ﬁTﬁFFJﬁmo

16



B.1 A S ] E S EE(EST B
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Mt % B
o ) o B - TR

FHME LA B.1.

24100+ 265. 01

. 137.93

246. 98
294. 99
216. 98
167.79 202. 99
138. 84 189. 03 228.83
0 185: 24 99.10110.81122.90 i ...|’152'86 dul ||||||| || |230 96 258 83 277'IM 2563 e
80 100 120 140 160 180 200 220 240 60 om0 mon amo a0

B B.1 BHEE

B.2  3-Z kM 48 =5 8 Bk 7D o M T (EST ) 5

BENEHGE(ESI DEFHABE

BFHAME LA B.2,

%100 - 307. 08 6. 074
172.99 216. 94
265. 21
336.95
229. 16
277. 04
152. 89
191. 45
163. 33 205. 18 247. 60
190. 78 246.75) 540 g9 ‘ 291. 43

: I N |

60 80 100 120 140 160 180 200 220 240 260 280 300 320 340

B.3 15-Z B4

B B2 3-ZEBBRESEEIIRHEEESI D EFRAERE

% o 70 BRI CEST ) BT FI T ILF B3

17
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% 1007 149. 87
1 218,98
189. 09
277.07
150. 91 247.03 336, 93
176.83 201. 15 228.29g0 81 258. 95
135. 28 . . i 306. 92
0 72.'49 95. 09109' 18123" 118 .I/. 1 .}/521. 7? .||| 1l .II n 1 .H| | |.L|. "/l g L I | I| | i 9\? 07'34354. 58\ '/337. 51511 z
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 -
B B3 1>-ZEBHREEEHRIIEKEESI D EFREE
B.4 B4 S5 R Bk T B M I R L 2 IR AR AT AR 22 IOy T (MRM-EST ) 8 3% K] L[] B4,
5. 80
0
1
0 —r , e RS Y A ——— AT A , —
0. 50 1. 00 1.50  2.00  2.50  3.00 3.50  4.00  4.50  5.00  5.50  6.00  6.50
5. 81
%3
] [3-ADON
0 e . T A a e SRR A e A e
0. 50 1. 00 1.50  2.00  2.50  3.00 3.50  4.00  4.50  5.00  5.50  6.00  6.50
o0 5. 74
] [15-ADON]
0 T T T T T T T T T T T T T T T T T T T T T r T T
0. 50 1. 00 1.50  2.00 2.50  3.00 3.50  4.00 4.50 5.00 550  6.00  6.50
4.13
0
] [*C-ADON]
0 . . P : Tl B e TaAAY A n s
0. 50 1.00 1.50 2.00 = 2.50 3. 00 3.50  4.00 4.50 5. 00 5. 50 6.00  6.50
. 4.13
%
] DON
0 T r G A ————————— T A ae e
0. 50 1. 00 1.50  2.00 2.50  3.00 3.50  4.00 4.50 5.00 5.50  6.00  6.50 !
B B4 BMEERRIFGFEREZEBLITED
(DON/3-ADON/15-ADON) % & i/ ¥ il (MRM-ESI ™ ) & i [&]
B.5 S JE R ) R EE(EST OB FHMELIE B.5,
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2,100, 249. 15
203.13
231. 04
189. 20
161. 15
136.98 174, 99 297. 14
260. 99
125.05 919, 21
120. 93
68. 87 159. 13
279. 42
95.08 108,91 153.13 233. 10 981, 10
o W 0 O AR | |
57. 20 3
0 I||I 'l I |'l|l Ill J||I|1I|| ||I "I-II ||I| | || ail III |'I| I' l‘- ||' 'Il It ||I II ||| 1. ! . . . . :'337‘?2 . m/z
60 80 | 100 | 120 140 160 180 200 | 220 240 260 280 300 . 320 340
B B5 BMESEHRINAKEESI)BFARE
B.6 3~ Tt A S5 i ) TR A BE CEST ) B 114l K WL B.6.
o100 231. 05
203. 10
901 07| 213-15
339. 11
175.10
261. 10
189,02 279.14 291.06
137.01
125. 00 158. 94 249. 11
68, 77 82. 9597 07 107,05 ‘ 157. 05 | —_—
54.91 303 14 l 339. 64
0 WIWIHNMMMLMH |l Al J|LJ Lol b,y P2ATpe5
100 120 140 160 200 350 T 2A0 280 280 " 300 350 340 380

E B.6 3-ZEHEETE

B.7 15-ZBENi&E

5 e ] B (EST ) B

EINREEEESIH EFAFEE
FH#ME WA B.7,
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% 100-] 137.01
321.16
261.09
339.24
231. 24
279.06
124.95 249.09 207,09
213.05
82,91 97-08 175,00 1801
78.88 109 14 261. 66 304.38 | 399
0 5616? Lug, LIL TINTH IRRTU S P I|.. |II ||||| |I|.| L ||| '." ] L | . NI | Iggz‘sa I339I79m_
60 100 120 140 160 200 220 240 260 300 320 340
B B.7 15-ZEBEEESEHRIEKEES ) BFAHME
B.8 4 Sl 0 TR AR I N H SRR AT AR W) 22 O I (MRM-EST) 4 3% (5] WL I B.S .,
5.81
%1
b
0. 50 1. 00 1. 50 2. 00 2. 50 3. 00 3. 50 4.00 4.50 5.00 5. 50 6. 00 6. 50
5.81
e
E
0 T T r r T T T T T - T - - T T - v - - r
0. 50 1. 00 1. 50 2. 00 2. 50 3. 00 3. 50 4.00 4.50 5.00 5. 50 6. 00 6. 50
o 5. 74
]
0 T T T T T T T T T T T T T T T T T T T T T T
0. 50 1. 00 1. 50 2. 00 2. 50 3.00 3. 50 4.00 4. 50 5.00 5. 50 6. 00 6. 50
%1 4.11
E BC-ADON
0 T T r T T r T T T r T T T T T T T T T T T T T T
0. 50 1. 00 1. 50 2. 00 2. 50 3.00 3. 50 4.00 4. 50 5.00 5. 50 6. 00 6. 50
_ 4.12
%
] [DON]
0. 50 1. 00 1. 50 2.00 2. 50 3.00 3. 50 4. 00 4. 50 5. 00 5. 50 6. 00 6. 50
B B8 MATBRINAFEREZBUITEY S RAKEN(MRM-ESIT) i E
B.9 ST A T VR e T M T RS SO A A 1 LT B9,
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UV VIS

25.0 1 mAU Pk 218 nm

] 11. 775
20.0-
15. 0
10.07]
5.07]

;M—__,_’—-V_,—_j¥"\___——- P
-2.0 . : — ——— . o

0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.1

B B9 BRESERINAKENEZIRSURERIEE
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