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1 SeHE

$ﬁ7ﬁﬂ%Té‘uﬁ5 H 58 40 T iR D R T R L TR ARATT AR W B DU R Tk
— 3 0 TRz 28 4 B VR AH €0 335 B R R L 38 FH T i B Lt G 2 S T R B A b
) i ] TR T L 3 T I AR5 Sl 0 T AR T R 15 U T M 5 R il D R0 1 0 A
5 0 R e S 2 AT A 5 OB (L v L 3 T W B L T 28 L L L B b
JI5E 45 e 0 R O T T S
BF 0k A I B DU 3k D R BG83 FH T A A B A v O RS RS e ) TR
s T 11 000

F—i% FEHRREGE-BRKUEE

2 JRiE

TR P B0 50 S S 0 BRI A T L 3 L T I 45 D A D T O T 15~ LT 45 R D TR A 1 K R
ZH A TR B AR IO, B B T l?l‘ﬁﬁﬁﬂfiﬁf”ifﬁ%ﬂ&{%fk UE IR IIBURT YRV A DR & R
o, HR I TR A I [ 8 3R N AR I R

3 AR

BR AR 53 A U B A 73 B L RGR 3 2 23 i 4, K O GB/T 6682 HLE BY— 2K .
3.1 ikHA

3.1.1 ZJE(CH,CND ; a4l
3.1.2 HEECH,OH) . {44l ,
3.1.3 IECkE(CH D,

3.1.4 &/K(NH, » H,0),
3.1.5 HR(HCOOH).,

3.1.6 AN, 4ifF=>99.9%,

3.2 WFIEH

3.2.1 5K W (84416) : 1 BL 160 mL KM AR 840 mL ZJiEH IR .
3.2.2 ZJEMAMIE C e . BB 200 mL IEC B¢ F 250 mL 20 I -0 . I A D B 2 R Z0E #%
Boreh B8R . FETECBERENE
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3.2.3 HEE-KEWGH95) 5 5 mL HEINAF] 95 mL /KA IR,
3.2.4 0.01 Y& /KER B 100 pL ZAKMAZF] 1 000 mL K IR A) (UL F IR R ESE-AFEAD .
3.25 O0.1Y%HERER B 1 mL FERMAZF] 1 000 mL /K B2 (AL B F 5 A L ESTHEHE D .

3.3 fRifEm

3.3.1 A SR T EE (DON, Cs Hy Og » CAS 5 :51481-10-8) - 4l B =99 % , % 28 [ ZGIE I 4% 7
o Y 00 5 UE 5 %) s o 90 05

3.3.2 3-SR 4E S JE Bl U B K (3-ADON, Cy; Hyy Oy » CAS 5. 50722-38-8) - 4li i =99 % , ik 2 [ &%
WUE 82 T v ) 5 UE A5 1 b v 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 T A e B E 5 B AR TE ) o

3.3.4 B C WA T Tk I T s B TR S RARMEE IR (P C-DON,L P Cs Hy Og) : 25 pg/mL, 4 =99 %,
3.3.5  VC,-3- L T AR5 T Bl 0 A A R I A 2R AR VA M (P C-3-ADONL P Cy Hay O) 2 25 pg/ml, 4l
=99%,

3.4 HRAERREL S

3.4.1  FRUERE ST (100 pg/mL) : 43 FREL DON,3-ADON F1 15-ADON 1 mg(ME# = 0.01 mg) .4
MG EMIFEAZE 10 mL, BIERFER Z R0 —20 CTFHERA A 800 145,

3.4.2 RAWRMETAEEM (10 pg/mL) HEFE 100 pg/mL DON,3-ADON F1 15-ADON #r i fif % Wi
% 1.0 mL T[A— 10 mL &M NN ERBZE . 75 —20 CT & ERAE A RN,

3.4.3 IRARAN R WAR TAEMR (1 pg/mL) . i # % BY C;-DON F1' C,;-3-ADON [A] i & P #r
(25 pg/mL)4 1 mL TRl — 25 mL AT, MO EREZZE., £— 20 CTHEBRA, AW
AR,

3.4.4  GRUERI T ARV AERG RS BOGE BEIR A bR o T VR R IR A TR 2 9 b T VR, 40 3R i 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
25, b AL R AR IR EE A 100 ng/mL, ARERINIER T 4 CHRAF AR 7 d,

4 UEEF%E

4.0 WRORH €5 B DG TG A Al H IS 25 R U

4.2 HFRKF AR 0.01 g F10.000 01 g,

4.3 ML FEE 10 000 r/min,

4.4 SPHHL,

45 M .0.5 mm~1 mm fLE,

4.6 B/ W TETR U A% BRI .

4.7 EWAL,

4.8 R EOHL HHEAMLT 12 000 r/min,

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

4.10 [EIAHZEHCREE .

401 3l AR [ AR A B - 3L 2 K B AT Qb i o il 35 AT ) R8T 7K 35 P (200 35 2 ) Wi o 551 SERL 1 [ 4

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

4.12  DONSs & HIBU[E A A0 AT, S0 S 2

413 AR T B T B IR A RS E AR AR =1 000 ng CGRE A AR ISR IGIE T2 0L AL2).,
2
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4.14  JKHMITHFLIERL .0.22 pm,

5 OWSE
5.1 REH =

5.1.1 AW BTN B 1 kg #E 5 F = 3O SR AURE LR A%, 5 0, i B2 A2 /N T 0.5 mm~1 mm
LRI I IR A S JE 465y 2 100 g, fﬁéf?ﬁmaﬂﬂﬂ B ERAT ARSI H]

5.1.2 2 HUHCRE 2 /0 1 Lox T4 OB SF e rt i =/ I 3 Mgk (H LR B FF B A TR
f¢iﬁ$¥ﬁ~4\%ﬁ%§¢ﬁﬁi@ﬁﬁmum}aﬁ%\§ 100 g(mID) A THE SO D, 28 B4 BRI . & =
AR A Btk P TS SR A T AT 56 8 T 4 "C UKAR VR 98 30 min, Job i sl 75 B <05 75 AT (A

5.1.3  Fih S IR D 1 LR X T AR Ok A AL R T DI 3 A 2 (JR] — R B
50 BT AR A T AT ALIR AT L4 & 100 g(mD) i AF T RE OB, 2% B AR, it
e H

5.2 iXHEFREI

5.2.1 AW BN FRE 2 gGRERRZE 0.01 @) iFEF 50 mL BLAE P, A 400 pL IR A R M AR
TAERARZ IR A G B 30 min, MIA 20.0 mL ZHE- /KIS (84 +16) . B T 7 Il /I8 BE Ik 1 7% 8% IR
HlE A B4R % 20 min, 10 000 r/min &0 5 min, W LIER A TS MAEGRH &,

5.2.2 W PRI 5 g(MERIZE 0.01 @ FET 50 mL B0 L A 200 pL R4 F: E M AR TAE R
GIRAEHE 30 min, HOWEE A E 10 mL, IS, & T M5 U /0 ié - ¥ & 8088 K o8 75 s ik 3
20 min, 10 000 r/mm B0 5 min, W FER B TFHENERTEH.

5.2.3 il S R R PRI 2 gERIZE 0.01 @i EET 50 mL B0 H LA 400 pL IR A H A7
%%V\JWI?E%ME@/E& GG #E 30 min, A 20.0 mL ZHE-/KE W (84+16), B T M 75 Il /8 e ik 37 #%
o FE PR H O 5 R ¥ 20 min, 10 000 r/min #.0 5 min, Y LiHWR C FHE M AR &M,

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

BU5 mL FyEW A B F3EW B EEWR C & T 50 mL B.O0EP A 10 mL ZB5#0F11E 2 5 s
WL IRTEIRE 2 min,5 000 r/min B0 2 min, #EESkEEE, T 40 C~50 CTAAR T, IMA 4 mL
IK TV R BR E  FE AL

5 [ KH 2% UM 322 2 2 [ AR A BOCKE B S8 5 3 mL HEEFD 3 mL KIEAL 4G, K 4 mL FiR/KEE
WA A o READ 1 ~2 3. 3 mL K1 mL 5% H EE-K I K R e RE TR MR T, A
4 mL FEE VR S AT VR S 7E 40 °C ~50 C TR AT, A 1.0 mL ®14R R s A sk i
PBERS] 10 s, 0.22 pom BCFL U8 R 38 F SE RO, REHERE

5.3.2 DONs & B E M & HiEHEL

B8 mL FIHW A S FIHW B 3 B C & DONs % 150 [ AH G 10 A 09 B 5545 D9 8 v Ak A 0 3
AR A B A P IF 8 M S RS i b B HCS mL R T 40 °C~50 CTF ARSI T .
A 1.0 mL WA 7 s A i 5% B 4 . IR BEIR 20 10 s, JH 0.22 pom (AL IE I 08 T HERE I b FR UERE .

S M ARIR R DONs % 8 [ AR v Ao AL 76 1 BE 0 Ak 25 45 45 7 1T AT G s o S ] T 45 IR 36 0 43 5k 3k A7

X
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5.3.3 GEFEMTSEML

FAWG AR T IR A T R AR R =l

HERRAE I 5 mL EVEW A 30 3| B 8BS C, T 40 'C~50 C FASMX T IMA 2 mL K75
VS AR, TR S8 25 ROAE 9 A AR TR G IR AR BB R A b . s RN E ST
St 208 R A L JRICTT UR E E  E RR R DA AR 1 0 I o e R AR R A R ACE R,
5 mL PBS ZZ o Eh RN 5 mL 7K S0 J5 Wk S e S5 FRE TR 29 S R AL 1 ~2 T, B B A S ACERIE
R O o TS L O A Y

WERIN A 2 mL 0 6 55 AN 45 A B0 1 3 A T ok o B L IR e B B IR P 7E 50 CF
HAREZ AR K 238 T A 1.0 mL IR TSI i€ 30 s W AR B 40 ,0.22 pm JE ML I8
WS VBT R DA R

SE AR [RGB SR S FRE R b RE L I R R D T 5 A 7 T T R W A RS () L IV 3% i R P R £

LY

54 BHEBE-BRERESEZG(TIREIRERSEEP—FMGEE)

)

5.4.1 BFE#ZR ESI

WA 15T 2% 5 T

a) WA ETEA  Cou i (HEK 100 mm, AR 2.1 mm; FUBPRIAR 1.7 pm) , 80AH 35

b WENAH A AH 0.1 % HERIEW ;B AH 0.1 0 HR-Z G

o) BEEVEM.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) 40 C;

D HHERR 10 pLs

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

h) AU T D T EE R B AT AE M R A S R

1 BESERIVAFEREZBUTENRILESEEHEST)

&Y BEE T HEfLH R FE BT ilf 48 L R EME T il 48 F
% R (m/z) eV (m/2) 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 Fl 15-ADON H [/l 4+ S48 4K , 15-ADON ] % i ' C-3-ADON 45 2k [Fl 457 25 N b 32647 A W 19 o8

=
e
®

5.4.2 BFiE#ENX .ESI”

WOAH 35 -Bi% 2% 5 AT
a)  WAHEIEM: : CotE (HEK 100 mm HENAE 2.1 mm s BPRAR 1.7 pm)  BIAH Y57
b)  VishHH:A H:0.01 W& KB ;B A : L HE
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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) TEMEHIE 2.5 kVHEFLHEIE 45 VB RIIRE 500 °C 5 LA FI i i 900 L/h;

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

x2 BRESERNVEAKEREZBUITEYRIESE LM ESI)

L& BT HEFLH E T Tilf 435 P R EWETF il 43k L
% R (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
¥ C-DON 310 16 279 12 145 14
15C-3-ADON 354 18 323 14 230 18
¥ : 3-ADON Fl 15-ADON N [6] 53 A4 {4 , 15-ADON 1 3% F]'* C-3-ADON 1 [6] {37 2 P9 bR 47 A B 19 58 =3T3 .

BALE YR E T HA K £ 5O Wi (MRM) B 138 38 51 2 W B.1~ & B.8,
55 TEMEMNE

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

2 0 T R B T 0B 2820 R — BT R T T T ELIA — R %
71— A 490 o L A 0 T A 80 0 X 5 2 L 5 A 5 0 0 VAT L 0 R 2
B4 3 HLE

x3 EUENENBEFFENRARTRE

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

5.6 #RiE H LBy HIE

TE 5.4 VA {0 3% 8 056 3% AN 20 BT A 1F T 85 A o 2R B R e AIG 3  k E E REAG T L L DON, 3-
ADON Fl 15-ADON & i I 55 4% X5 b7 PN B €2, 35 165 7 068 T R L - 88 AR 1, 75 310 b o il 2 [l 9 L
28 PEAH O R BN K TF 0,99,

5.7 HEFRKHIME

B 5.2.5.3 Kb BEAT 2 A Fp D02 A AR IE T R DU R R B AR IR A o R MR L 4% 6 T AR AL
TR ) 5 R R D A A o L RN o o 2 ke M S L PN e P S L D) N 3 >4 ek /D BB
J FBAE

al
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8

Pt 5 45 S 5 0 TR A I L 15- £ B G 4605 S B T TR ARG Y BR O 10 g/ kg, RE BB 20 pg/ kg
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=aiRE
BRAS AR Sb 5 5.3 F1 5.4 (90 PR As 1 9  . READAAS & A7 A0 I 2 2 iy W e

SERMNERIR

HAEH DONL3-ADON % 15-ADON f & &4 (D)5 .

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

Ao,

X  —&AFE+ DONL3-ADON 5 15-ADON #y & & , i b i e 48 T 78 (ng/kg) 5

o — 3 DONL3-ADON B 15-ADON $i¢ B P bR 7 7 b o 11 26 v 6 17 1 J5T o ¥ B8 L B4 Oy

W 2T (ng/mL) ;

ViR BB AR R, B = T (mL)

V, — il RAEEREL AN Z T (mL)

1 000 — B 2 %%

V, — TSR BUREL, A A Z T (mL) 5

m  ——IRFERFRAE R, A A (),

A5 AR B = A SO
BEE

T F MR A T BRAG A T U ST R 4 R A 6 X 22 (AN SR (B 23 %,

H

YRRy S 2 T I RO R R 2 g I Dk R B I A SR iR T R R L 3-2

YRR ZEIRE 5 g I, 7 ¥k v A 10 480 S 9 U0 T 0 B 3- L It 4R 5 T Bl D TR B L 15- 2 T B 4
TP E A BRSNS pg/kg. RN 10 pg/kg.

FTiE REFNMEMELSUARMBERIEE

9 JRIE
TR A S T T Al D T U T A AR BB, 8 G B R R v A i e AR (- 5 IG5 U E
SR E

10 FIFI#F AL

BR AR 55 A U B A 73 B L RGR 3 2 23 i 4, K O GB/'T 6682 HLE By — 2K .
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10.1 &5

10.1.1 HEE(CH,OH) . a4l

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

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

10.1.5 ®EMRE — 41 (Na, HPO,),

10.1.6 B — &8 (KH,PO,).

10.1.7 S k8 (KCD

10.1.8  £RR(HCD,

10.2 B

10.2.1  BEERERZZ vhim W (UL A K PBS)  FREX 8.00 g S4b AN . 1.20 ¢ BEIR & 4N .0.20 g WiEhR &40 .
0.20 g S ALAN, A 900 mL /K, HERRR T pH 2 7.0, HI/KEAZE 1 000 mL,

10.2.2  HIEE-KIFEW (204+80) : T HL 200 mL FHEEM A F] 800 mL K, 1B,

10.2.3  ZME- /KW (104+90) : 51 100 mL ZHE A F] 900 mL K, K2,

10.3 #RiEm

T 48025 I8 Bk T TR T (C s Hoo O » CAS 2 :51481-10-8) - 4l B =99 % , 8% 28 B S U IF I 5% T Fr il ) i
UE A5 B A5 E ) 55

10.4  #RiE i R EL

10.4.1  ARIERE &I (100 pg/mL)  FRIBUBE A S B 9 T iR 45 B2 1 mg (EBH 2 0.01 mg) . F LI i IF
EARRE 10 mL, HEWES 2R 7E —20 C N EHRA AR 14,

10.4.2  BRUEFR G TAE VW - HE 60 A% O 5 00 407 T8 ik 0 BT 9 5 b oA A 5 V0 YA 90 s T 0 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 AHRHE R Y] TAER .
4 CORAE AR 7 d.

11 {XEEFiEE

111 OTRORE 3 A3 - T 7 58 ARG 0 2 s — W A 4 400 G U 4

1.2 B PR & 0.01 g #10.000 01 g,

1.3 = EUBREHL . 5% 3 10 000 r/min,

11.4 §M .1 mm~2 mm fLEE.

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

1.6 AWAL.

1.7 S EELOHL 53 =12 000 r/min,

1.8 Feyigs . AL 10 pL.~100 pL F1 100 pl.~1 000 pL,

1.9 BT 6 B 70 B B S B SR AAE AR R B =1 000 ng, (HEZ R AL BIBCRIGIE T3 W AL2).,
FE TR [ Y A S5 R 76 68 FH A 75 5% B B0 0E

1110 BEISLF4EpEat. H% 11 em . fL4#2 1.5 pm,

1111 KAHEALUERR . 0.45 pm,

1112 RWHZIE .08 . HIE,50 mL,

1113 BEESEGTES .10 mL,
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11.14 =S/ENE,
12 HHTE

T FHASTR] T R B8 i 26 FRE , 7 3aCRE A LR AR 0 i #9841 75 T T E s A A ), o7 2% 4 1R i B 5
FORBEATERAT

121 A&
[\ 5.1,
12.2  XAEFIREL

12.2.1 A9 B S FREL 25 g (ERAE) 0.1 o) BB IAHE T 100 mL HE =M mA 5 g R =
B, in7K 100 mL, JRAT, B T8 75 ik /10 e PR ¥ o sk 32 R T8 7 sl R ¥ 20 min, DIBGISLF 48400 U8 2
PEWVETE (8 6 000 r/min T B0 10 min) ,WLEIER A FT AL, 10 000 r/min &> 5 min,
12.2.2 2L BUBEE 20 g(FEMF] 0.1 @ A 1 g B B HKEARE 25.0 mLIRAS) B THEA N/
W ENR % 2% BUFE PR A 8 75 B0 IR %% 20 min, GBS 41 4k pk 4804 08 B (8 6 000 r/min F B0
10 min) , WWAETEW B T T AT,

12.2.3 &l S % SO T ARIORE S 25 g (VERRE] 0.1 @), IMA 5 g B W, H/KERZE 100 mL,
TRAT B S /0 e IR 3 2% SR R OB A SR ¥ 20 min. DA B 5 27 4k 40 U8 R S (K
6 000 r/min F &L 10 min) EERK C T HHELS T,

123 #

FPRARIE T DRAF A S SR MR I A 2 30 . 155 S 0 ML N IS A R W R oF B IR R RS =
W T S A ST b ERR RS IR LR IR A BB B BB C 2.0 mL EABLESIES S b B SRR
5 B S e R R IR T A R R AR R 1 A A e e R SR R L T S R AR A
Hd . 5 mL PBS ZEnh#h ¥ MM 5 mL 7K ST KL S e 2 MIAE L it 29 9 B A 1 i ~2 3. R AR
PEACEFIAE R 75 25 A R0 W i T/

12.4  #%RR

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

125 BEBESERHE

WA A% S % 50 R E .

a) A TERE . Co B CHER 150 mm A NAR 4.6 mm s EERAE 5 pm)  80AH 4 5
b) sl HEE A+ K (20+80) 5

¢) Wi ;0.8 mL/min;

d MR35 C;y

e) JEFEE .50 pl;

£ KK 218 nm.,
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126 TEENE
12.6.1 #REMZBHIE

DA S0 5 T 38 D T s Tt o o AR 8 88 S R A A o A e TR AR (L AR A 5 2 90 s o 35 94 e A 3
1o 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 D R e P L D) 3 2 e B R e B
12.2.12.3 1 12.4 #4740 38 5 B AL 00T .

12.7 =8iK%
B AFREBGRFE SN $22 12.2.12.3 Al 12.4 s AR, #AASH TR 5 Y R .

13 SWERBRA

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

X = T 000 N D)
A

X R AR S R T R R L A A e B T (pg k) s

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

0o 25 PR RE HR S iR D B T ) O R VR L S A s A 2 T (ng/mL)

\% A o PR B ) e A SRR B 2 T (mL)

f — R R T

1000 —#i& R %05

m — R FR R L B ()

ARG =00 T
14 BEE

2T SRS E T BRA A A Ul S 0 45 SR 1 246 3 22 (AN AR I SRS B {E Y 2304
15 Hftr

SRR B HC b L ¥ B R 25 ¢ L BT R i ) B B K 8RR
100 pg/kg, RN 200 pg/kg: MR SIAFE 20 g W it 60 )65 9l 70 10 s B A tH BR Ol 50 pg/ kg s

FERMRN 100 pg/kg.

E=ik HERBEWEE

16 JRIE

TR P R L ST T R 0 R A B e AR I v Al W A RRE I 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 SEAMDOLAT R B
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 A0 A A

WAl 55 A Ua B A O vk T R AR 3 Sk B 4
il

=AM LE(CHCL) .

Jo/k ZWE(CH,CH,OH) ,

2 (CH, OH) .,

AIMEECC, Hayin) o

2 W5 (CH,COOCH,CH;)

ZHE(CH;CND

Bl (CH,COCH;) .,

SR BE(CH,CH,OHCH,) ,

.9 4B (CH;CH,OCH,CH;),

10 SEALHCAICL « 6H,O) b4l

11 SRR 4 300 CHfifk 4 h, B THEE T .

12 3R 20 g WPEAR 3 mol/L HhMRIERIZ L . k)5, IR GEWM K E LA E T. 17
120 CHEF &,
17.1.13 B G.HZENH.

7.2 #RAE R

T 425 i i T TR IS T (C s Hap O » CAS 2 .51481-10-8) (4l B =99 % ,

17.3 FtRERKEH

P A 2 W25 g/ L)« BRI 4605 T A V) R I 5.0 mg (HERR E 0.1 mg) Il &R £ Ti-H

QI+ DEMR A 10 mL BB P, HERXZE 10 mL WEINERK 0.5 mL, HZMRZE-HE 19+
BZE 10 mL,

18 {UEEMigH

18.

1

18.2
18.3
18.4
18.5
18.6
18.7
18.8
18.9
18.10  fldE {4 4% :10 pL,50 pL,

INBLRY AL

CiRSIESE AN

BB ZE R L. 75 mL,

EME N 2 em, K 10 em, A HIEZE

HZEWHIM .10 mL,JEHE 0.2 mL ZIEEE .

BEEEM -5 cm X 20 cm,
WEZRATAS:0.3 mm,

M. NK 26 cm, 58 6 cm, 5 4 cm,
5P EST 365 nm,

10
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18.11 FJE4 .50 mL,
18.12 WU K 8 )2 1 H A5 5 H5 40 Ab #RAIL

19 HHTE

19.1 BRI

FREL 20 g PR RE T 200 mL H 24, in 8 mL A1 100 mL =& W 4e- LK ZEE(8+2) , %
SE, TEMZE LIRBEKG I IR% 1 h, @il PSP e M 40 78 B 25 mL I8 T 75 mL BEES 28
LB 90 Cok i [l K% T,

19.2 &
19.2.1 B-B5HE

19.2.1.1 439 1 50 mL A7 il B 3 YU A 78 S L AP B B8 L E A 100 mL 23 =1, 5] 20 mL (K
KA 30 mL) FEE-7K (4 1) 70 IR BE B 2% S L 5 A [) — 73 3G <1

19.2.1.2 Wil i CGRAE DFT VRS - 100 mL A ik 43 Uk % A% 78 & L (9 5% 7 WE A 250 mL 43
Wl b 30 mL HVRE-IK (44 1) 70 IR G T 28 A L, B A TR] — 0 s <k o R 2300 21 1.5 min,
FFEZY 15 min 532 )5 8 T JE B R /K B2 BORUE AE AL, AN B8 PIAR S AL B9 1 B SR DI TAAE N

19.2.2 &L

19.2.2.1 /N R H Al S AR AL T o S5/ A5 TELY 0.1 g R R R IEE B A 0.5 g Pk
AAER ORI, BRI 0.4 g WEPES, BCER . B Z T R w3 ZE L SEAE AR b R
OB — P S 1 32 S R e R b K SR B I A A R A T i O O R e R R 8 R R - v e
Pt 7K B BRI /0N b T 5 RE I AR P, #3 L EE  B 15 AP 18 T ~20 % (3 mL/min) , H - 7K £ B i
FEMRTERE BT A 10 mL B BE-ZK (4 4+ 1) kg A, 08, T 2 A 9 A WM R . a4 o A
2 mL/min~3 mL/min, 3 B KGR AL, RIZFERT KK,

19.2.2.2  FoK:[A 20.2.2.1, HOEEIE R B BN 0.3 g.

19.3 FIEHEEREMAER

e B R A BEB R B 75 mL BUREZE K L rp, A0 B BB K (4 + D SRR IR AT . OB 26 & I B
Kk Lk =T
a) PNEBIIMA 3 mL LR O, AR TR K 9 LR M S 52 e B 2 O RO L A 58 40
545 5 TP ) DON I IR SR CRIE R =+ A 3 mL LR SR R AR AL BE— 1k B
FET RGN 3 mL SR W AW, v 2 iR 5 5 A WGP B 3 4 1.5 mL &
MR L ER Ve 25 R L, JF ARG .
by NER SRR RN 3 mL LR LR A W TR K I L R M S S B A8 e L
U FE o3 W B L K 5k R DON M e 2 3l 5 ¥ AW 4 rh . N2y 0.5 mlL H -7 il
(I+2) TAE RN, BB B8 50 75 i 5 0 R 26 K LB KR B4 TR RS ImA 3 mIL 4R
S MY e sh 2% S L A 58 53 6 5 v s iR S 5 A TR — e b, B 0.5 mL
BE-PN R (1-H2) A1 3 mL LR W R AR AL BE— IR, £ 1R £ IR 4 BORUOT A et .
e A B 2 95 "CoRkit b 28U A R s =1 08 E=R)F A 0.2 mL =5 H k-
SN A+ DI skt B AR R 2 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 2 25
HIR B AL 5 em X 20 em BY)EMR =B B ER TS . F 105 Ciife 1 h, 2 h & .
19.4.2 SR TERHOIZMR LR 2.5 cm BYFELR LSRR,

55— OB X — R S — B 2R AEBE AR 22 0 4% 1.8 em Ab A 25 pL RV 7 BE AR
1.5 cm &b MRE 2k 15 FEEURE SR X R A9 07 B a5 2 pLL DON AR (50 ng)

55 UM AR S — B b R I O 1 R I T AR A B R AR B R A2 %% 0.8 em~1 cm AbiE AR
VR, ORI 1 0 A 3 fn 2 s B IS ) L R IR AR AE 0 %% 2 e A FNTEBE A7 30 2% 1.2 cm Ak 43 53003 Jn
P PR ifE S, DON B A2l 50 ng.75 ng 100 ng. FFAEREMR L% 1.5 cm AL AYREZR 155 =1~ DON FrifE
ML (550 ng) L i 2 5 IR L = A s A R
19.4.3 JBIT.

B . Lk L - (95 +5) B oK Lk, AT 3k Hod —F L 3B DON S & R A 0.7 em~
1 cm, W45 44 9650 5T

A =P BN - N EE (8 1+ 1) 5

= - - N EE-K (7.5+1+1.5+0.D)
19.4.3.1  BEJR . FERIFRE B 10 mL BER A . e AU RE 00 2 ARSERE RS I KA AHR AR, R &
B 1 min~2 min, CHEXEE T 3 min, X/NE GRS 10 mL A7 T BE(30°C ~60°C) 1 e — I,
J Z Mad 1 min, BUH @ KIE T 5 min,
19.4.3.2 YR FERIFRENEIA 10 mL BB . KB R IR T )5 i W2 A & R T A N P& 15 em, BUH
AT 10 min, BT DON 544 5053 B 0RO 52 25 SO0 BE 52 A B0 K o S 0 IHT 43 185 AR AN KA B B2 —
B 2 i A5 BT A 4 T 9O T B AT 2 A R/ Yk A LR LR R I O X

a) AW NE-SFHEG+HLI+HD,

b) G - TN - T B (8 1 1) I A 56 P T 0 L K e AT G R 4

o) ZHAHBE-NE- SN EE-K(7.5+141.5+0.1),

&) =E P BTN E- SN EE-K (7.5 14+ 1.5-+0.1) FE 78 & IF A P 1 0% b /K i R e 4%, elc i g0

D7 REIF e 2. a0 R TR A R KL 2 DON A5 4% fi .
19.4.4 W5 e WLEE A A i 23 A v L 1) Bk i 58 50 6 1 T AL SX B DON R B85 , in #8032 4
Jei 2% B AT B 9O B 7E DON 2806 s B B AN T3 DON. 2R J5 K B0 )2 A& 130 °C HLAR H o #4
7 min~10 min, BUHER I ET F 1 min~5 min J5 T 365 nm 2840 GAT T W22,
19.45 WMESE . WZMEHEEE A EFER A DON S50 0.7 cem~1.0 cm, IE 2R X — 2 7E
PR AL S DON s 4B T 28 B2 6 m T4 . W2 MR E ol R 29V 19 =4~ DON 5 i 55 7] 43 3IE
Y S5 A S DON SFTF A DON FR e £ B8 0] 28 7 25 . FEdh DON 8 AT 590 J5 1) DON FRife £ L
BERIAHTE M . XA DR ] F0 G 107 G 4> 5 T80 Aff 52 FF v DON B A8 IR B E MR B Y. 750 — B2
B b QA & DON A5 A AR 1 1 AR 28 G 2o, 30 2 ook A B W0 3 4 i L i Ak AN T B R s
T BE I AR Ak L 52 MR 4 B SOR AR E DON SIS 38 T 2% o 6 T4

W7 5 — e 2 AR BV A 9 L TR S U H 2 AR L RETR 25 pL AR UE 25 ng BT i 2GR
FESFRAE 25 ng A WIAE A H DON & A B EN 50 pe/kg DUR . BHEAE & ARE W 2 2 0, B2 AR T2
Br b= DON s 75 48 e b &80 A % 2l B0 & s 2 6 5 B8 TG 52 ), 9 1A o 5 25 7T T AR & DON
FILB R
19.4.6  VHZOGE I E A OGIE K 340 nm R HIEW K 400 nm. 7E R EARHE DON 22655
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 0075 19 DON (& 9% 78

12
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100 ng~200 ng Z [a], A #2393 A0 5 B, B B 2 MR B3 i ™ 4> 45 fE DON A5, DON [ & Ry
100 ng.200 ng 3 200 ng.400 ng, TE &I K 340 nm, & ST 100 nm 08T FEATIE DL A5 ) 1

20

21

22

23

WA AR R v A R T T R ) T T S RO R A — MRS VS N

24

T FREL A AR AR . DON A AR B, 2 il B o HT 28

SMERRIR

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

X = X m X 1000
A
X —FEH DON % & B R e & T 58 (pg/kg) s
C — R EIASEE S S DON &, B 9N TE (ng) 5
Vv, — A & BE- N IR A WA R AR R, BN Z T (m)
S —— FEWR A S RS EL
1 000 — #2450
v, IR AR AR B 2 (mL)
m —— AT BE- N IR A W R B A R ) L B ()

2% T3 TR B 58 7 B
DON & &i#id GB 2761 BREAH AR FETT S — 2 AEE— 2 WIIE.,

BRI

B BURE PR BP0 BEA T AT DU A S LU RS {8 23 B 45
Hoor T 85 R AR A 22 A KT 6020

Hth

T2 A S e 0 R U T ) R AR 11 B 100 ng A FRCA 300 pg/kg.

FME  BEREK SR N IF & %

8

RNED)

TR A 50 S5 T Al D T I 2 R R IR B BT L T E L 0 (B ) A A BEAR IR L VE W B AR
T A S5 T R D R T S 5 5 e T R s v v A R T T R D B I T A R A A T
AL v FE B A R S MBI . TR VRS I AR N 050 e (0, 2 LR Z 1L RV, T 450 nm B 630 nm

i

T A T T R 2 S Al , K o GB/T 6682 BE 4K,
¥ BT 358 FH G350 & UL B B il SR BT R A

13
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25 {YI[/FIRE

25.1 (AL MREEFR I .7 450 nm 5 630 nm(AJ 36 UELH- .
25.2  HFEEHL.

25.3 G

25.4 HLF KW EE 0.01 g,

25.5 E.LHL:FEH =6 000 r/min,

25.6  PREUE S IELC LR 11 pm,

25.7 HEM 1 mm~2 mm X FLEE .

25.8 5 A i BOR A HAAL A

26 HHMTE

26.1 #RE

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

26.2 ELISA #ill

Fi HE i I0C B 92 12X 0) & P R R A 2D RN A5 R (O HE AT 5 1A T
27 SWMERBRIE

e BT B U1 A B AR VB 0y R U T AL AR b o6 e WO R A O AR 4 A
T AR,
27.1 HFURKEITHE

e BRI FR) o U0 T 5 4 (R A 315 0 LA RS AL A o R 0 Y O ' R AR 42 A5 ) A A o 4 il
2 AT RRINBE R (o)
27.2 HRVE

e B 4R e D T Y 2 i A (DT

0. XV XS

m

X e (4)

A
X SRS 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)
f o TERT AR B AR PR R AL
m  ——FERBORE B A O T3 (kgD s
IS R BN s R — 1
DON %k GB 2761 FR &8 13 FE 75 A — AR E— S H0IE .
14
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29

GB 5009.111—2016
e H AR A E T B4 A P O 32 I R 45 58 10 20 %) 22 (AN B 5 R P S (Y 2500
Ht

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

15
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Mt X A

Al RERERER

brAEMIEARFE LR AL,
KAl FRERERER

344 R ES'ER ES'E ] CAS 5 4 F =R AR 4 IR
JI5E 40 7 T i D A A Deoxynivalenol DON 51481-10-8 | CysHy O 296
3~ T it 4 5 B8 e 0 T O 3-acetyl-deoxynivalenol | 3-ADON | 50722-38-8 | C;;H,, O 338
15-Z B A S IE SR T H#5EE | 15-acetyl-deoxynivalenol | 15-ADON | 88337-96-6 | C,; Hy, O 338

A2 GEFIENEREREBRIES E

A2.1 FEARBAF.AE 5 mL MK A 6 000 ng DON Fr Ui filf 45 5 W » 58401840 . 4% S L TA] — it ik
3 MR PEE AL, AR LA 1 mL. & LA K UE. {SEEE,W%/J”EHR{&,FH%’%MjFﬁl mL. %]
R EIAE R Z 1 mL, HIVEAH @553 20 DON 1%
25 FH 2 45 DONZ=1 000 ngﬂElLlﬁz%)sM,RSDA%fs%),i@ﬂﬁmmﬁ%o
A.2.2 R EE 7 8 76 5 mL B9 KA 6 000 ng DON AR HEAS A VWL, TLAMTR 5D . 43 B HLIA]
— bR 3 MR R E AR, AR A B AR 1 mL, & BFE MR 75'5%4&(%?5%)%%?&,%* U )
I mL, (AW RS E A E 1 mL, WA G117 50 E DON B &
%%%Hfﬁ:%%*ilﬁltlﬁt%%oﬁmsnﬁ%sm,ﬁTﬁﬁﬁﬁmo

16
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Mt & B
o ) o B - T

FHME LA B.1.

<100+ 265. 01

. 137.93

246. 98
294. 99
216. 98
167.79 202. 99
138. 84 189. 03 228.83
0 85.24 99.10110.81122.90 | ...|’152'86 ol ||||||| || |230 96 258 83 277'IM 25- 63 e
80 100 120 140 160 180 200 220 240 e Y Y7

B B.1 BEE

BENIEHGE(ESI D EFHABE

B.2  3-Z Mk M 48 =5 8 Bk 70 o M P (EST ) B H RN LE 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 EFAERE

5 o4 70 BRI CEST ) BT FI P ILF B3

17
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< 100- 149, 87
1 218,98
189. 09
277.07
150. 91 247. 03 33693
gy | 20115 | 228,97 958, 95
135. 28 176. 230. 81 ¥ 294. 98 306. 92 )
s _ssooon w0 % | | ) T s

mz

0
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340

E B3 15-2EBBRESEHEINRHEEESI D EFRAFEE

B.4 ST ik U0 B B R SR AT A2 W) 22 O I (MIRM-EST ) @3 B UL B4

. 5. 80
©
] C-3-ADON
0 et e A Y A AT A 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-ADO
0 e B o e R A YR B e e a et LU et
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. 74
e
] 15-ADON
0 T T 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
.
] BC-ADON
0 . , e . : T e e Taas
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
X
] DON
0 i B B A e L e e 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 BEEBERITERERHEZEBENLIITEY
(DON/3-ADON/15-ADON) % [ Rz 3 il (MRM-ESI™ ) & i [&

B.5 WAL EH I EEEEST ) E TFHBE LK B.5,
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100+, 249. 15
203.13
231. 04
189. 20
161. 15
136.98 174, 99 297. 14
260. 99
125. 05 219, 21
120. 93
68. 87 159. 13
279. 42
95.08 108,91 153.13 233. 10 981, 10
o W O AR | |
57. 20 3
0 I||I 'l n |'l|l Ill J||I|1I|| ||I "I-II ||I| | || ail III |'I| I' l‘- ||' 'Il It ||I II ||| i 1. ! . . . . :'337‘?2 . m/z
60 80 | 100 | 120 140 160 180 200 | 220 240 260 280 300 . 320 340
B B5 BMEESEHRINAKEESI)BFARE
B.6 3~ Tt A S5 i ) TR A BE CEST ) B 14l K WL B.6.
. 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. 0710705 ‘ 157. 05 | —_—
54.91 303 14 l 339. 64
0 WIWIHNMMMLMH |l Al J|LJ Lol b,y P25
100 120 ' 140 160 200 350 T 2A0 280 280 " 300 320 340 380

E B.6 3-ZEHEETE

B.7 15-ZBENi&E

5 ] B (EST ) B

EINREEEESIH EFAFE
FH#E WA B.7,
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2100+ 137.01
321.16
261.09
339.24
231. 24
279.06
124.95 249. 09 207,00
213.05
82,91 97.08 175,00 1801
78.88 109 14 261. 66 304.38 | 399
0 56,89 A LIL TNTH IRRTU S P I|.. |II ||||| |I|.| L ||| '.' ) J_L | I (T IS’ZZ‘SS |339|79m_
60 100 120 140 160 200 220 240 260 280 300 320 340
B B.7 15-ZEBEEESEHRIEKEESI ) BFAKME
B.8 4 Sl 0 TR AR I N H SR AR AT AR W) 22 IO I (MRM-EST) 4 3% (5] IL I B.S .,
. 5. 81
1
]
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
X
]
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
- 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 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
B
0 T T r T T r T T r T r 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
o 4.12
I’
] 1 [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 MATBRINABFEREZBUITEY S RAKEN(MRM-ESIT) i E
B.9 ST A T VR e T o T RS SO A A 1 LT B9,
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UV VIS

25.0 1 mAU ¥k 218 nm

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

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

0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.1

B B9 BRESERINAKENEZIRSHURERIEE
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