CN 109884207 B

(19) thie A B FnE E SR E1IR =5

(12) A& F

7y
»*

(10) FEHLAE2S CN 109884207 B
(45) RS H 2020.12.01

(21) HiFS 201910194098. 1
(22) BiFH 2019.03.14

(65 E—EHiEHNE AT XES
I /ATE ON 109884207 A

(43) BiFA#H 2019.06.14

(73) EFIRA LR
itk 214000 VL7544 T4 i & KIE 1800

]

=1
(72) KBAN Xtit  RZERG 2t
B B

(74) EFURIBHLA W JRIETTFH G B AR 77 R
RIEFHR A A 23211

HiR

K. Sharmili %%.Development,
optimization and validation of QuEChERS
based liquid chromatography tandem mass
spectrometry method for determination of
multimycotoxin in vegetable oil.{Food
Control).2016, 27045 5515216071 .

T 25 RO G- H I BT
DA R A ik b 2 5 H R P o Ak 24 Bk
B LR iR S % 40) . 2018, (BE5H) | 244~
4871 .

Urairat Koesukwiwat Z%.Rapid
determination of phenoxy acid residues in
rice by modified QuEChERS extraction and

liquid chromatography-tandem mass

REBA K 5H spectrometry.{ANALYTICA CHIMICA ACTA)
51) Int.Cl. .2008, #6267 55 10-20T1 . (&)
GOTN 30/02(2006.01) 9] HER PR
(56) JFEE ST
CN 109307717 A,2019.02.05
CN 108254466 A,2018.07.06
CN 105738534 A,2016.07.06
CN 103837388 A,2014.06.04
CN 104330498 A,2015.02.04 ORISR BIE7I0 B2
(54) X EA B B SR I 22 0 1 T A I .
— PR R B 20 BT SR S R 2 S '
%
(57) & 1.2x10° - P g
AR A TE T — PP SE o o AT ST ) L B .
LA RN BT KR A 4 BT 40, A = S J B
W53 B8 T VR 2 - KA N A B Sl SR B 3 w—{ fﬂ+ﬁixwﬂT
¥ 28y, FEECAC MR R AL, SR G REAT 4 = 1
BHRGE . S GO BRI B AR RUABLL i e . 1
TR ST I R 22 ST 2 R R A8 .31% ~ S| 1/$i&n
102.95% ,RSDs}0.86% ~8.03% , #E#ff & Ak . 1\:1
2 R iy o AN R B T AN WL 2 6 20 h
PRI G /AN 5 i EL3d s g I B R AL, BEAIG T PR R L T e
BT, P T 1 A RCR o AR I 7 VR A 3 C 1/l ik(mg)

PEfTAE A, 1T HL 2 BT P 5 SR e, i



CN 109884207 B

2/2 1T

[$2 o]

(51) Int.CI.
GOTN 30/06 (2006.01)
GO1IN 30/72(2006.01)
BO1J 20/281(2006.01)

(56) XFEE ST
VoA fE 4. S EE - ik A B T vl
SE B FAE W) i v SR EE L nt e e 25 TR B L (s

WY . 2019, 5374 GELI) |, 527-3111.

BB A 2 Mo T e (rh E
TEEAR S AR . TR TAR) . 2017,
(5E6l) , 3.

FNVEE . B T IR AKE PR i BT AL B T 7%
T AR AR 24 % B RS DN 5 T £ 2 P . A 75 i
T2 A IR TR T4R) . 2017,
(E108) , &3¢



CN 109884207 B W F E Kk B U1

1. —FlAE 4 3 v 22 By ) AR € Vs A WU 7 2%, BT IR v e X AR A TV A AL B L 15 31 2 Ty
(PIVRARAE A 5 SR 5 HEAT VAR € v ARG N 5 v i i AL B 5 V20 3 -

(1) 05 5K BTR G AE 9 2 BTN S i AT 2200, 73 B A HOR 15 2R BURK ;

(2) 12558 (1) Pr 82 B0 In N 5Cis 20~35mg/mL , [H]7K 7 & Ji& B 45 22 Ty VA TR 5

PR 2 BRI i Sk AR AR LE N6 : 180358 1

P 35 55 (1) v Sk i 5 2 B 8 5t AR AR L 96g/21mL

B 22 98 (1) IR F5 K 5 25 5 )RR VA R AL B, 45 B3R HUHR , BT iR 1 VRAG B ) 264 9 -
IR JE-15C~-20°C, i} [A]1.5~2.5h;

ik A2 B (1) B 55 I TS 7K Mg S04 MINaCl , 5 2B BC &1 FH «

ik 25 B (2) i ALFE I\ TG 7K Mg S04 5 W B 7L & 458 FH , 1E— 2P B 7K 3 AR B (1)
NEWT 2% 5T 15 21 2 By I WL s

Bk 219 9 J5 ) LA IR 0 B2 LR FH R UNME IR W 7 5518 T A IR W A IR T 1R [T 3
R PIAETR T T

2 ARIEACRIESR Lk ) 7732, AR IEAE T, Bk Jo7KMg S04 FINaCl f Jii & b H2:1~6:
Lo
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—MRERERR T ITSRAT P S B2 ER750E

RAR G
(00011 A W & T R IR S 1 o0 M sk, FL AR B — Aol PR A 2 A S8 il v 22 T 35
153 o

BEREA

[0002]  ZZ M) ZAFAE TAE MR AR AR A — i A R AEAR 4, Hep 1 a5
ST AR W FOUESE , 2 By HAT ST B BE 4008 LA TR ER B b R A A
IHREAA D 1k, BA T R I F AT 5t o S (10 22 W & Bz v T oAt oY), (H 2 A
ML RE A, KB 2 By Sk B AR A DR TR, AT DB e RS il b o T 2 W ATk
TSRS T B SRR B VEANE 7 B, 45 BE RS TR EK 70 B S il 22 P P AL RS 35 B X ST
TR IR T 2AT L R X

(00031 [ Ry , i 420 indy o 25 My 4 40 BDCALS 3 SR FH YUV A% BT[] A A L, (LK A i g ¥k A7 A 45
TEZE B, AU RER , 2 A R & vy 55 W o DAL, 3 5R— A (8 A5 Al HLRE %
B E AR BRI R AR L E

LZBAAS

[0004] A< W] T-QUEChERS 73 B ARtk 1 — M VR Ml (U L pAAIS, T HL2E o4 b &5
ST IR KT Ik R 22 B8 (1) 43 17 5 1 P DA o IR i 7 X8 SR B, LIS RV AE R
B LR B ) 1)

[0005]  QuUEChERSZELHY 73 5 43 A i A 47 R [E B b i 7 R FRe e >R B — o RO A it T Ak 3 47
AR B RIS 28 vy A 1 S AR 0 2 v R R 2D B AR TR0 | 22 A W] SE 48R Ao AR AE
QuEChERSZEHL 43 B R, | T~ AN (R 35k 57 Je B AR B T 22 73 ), B P AR 26 B 2% A R
TS5 B 2 43 1 45 BRI K o H BT, QUEChERS AR B4 B i R 22 F TR 24 L 4 24 L ¢
2 RE G VIR R o, BB BUR 22 9k K B 54, LU AnQUEChERS A2
B0y B9 T AR R AR B I, it A BUGRIEE AR 9 20, At 77 5 HAR AR B 2 1 380 R 22
S LT R B 7). 35 A< %8 FHPSA . B 17 38 AR A5 - QuEChERS 2 B 43 B 50K H T840 vh 2 1)
S R IE S R, an4eT 4 QUEChERS 25 B 73 B9 52 AR 8 FH T4 h 22 1y 1) /2 B A R W ol 2
S IR R) R, R A B BB R W H 2 —

[0006] AU HIEIEE —> B B 3R AL — Pkt il 2 8y 1 SR U7, Pk 77 ik A

[0007] (1) & Jif§ 57K TR & T MUAE D 26 BRGRIDNS SR AT R AT 22 B, 73 B AU, 19 2142 HL
MiE

[0008]  (2) [a) B8R (1) BT 45 B HGH H I AW B 771C1825~35mg /mL , 73 B Bk 22 [ A4 i 43, B 45
QN

[0009] AU BHH)—Mhseniti 77 S, Frid 2B 2§ SRR FREE O (4-8) : 1.

[0010] A B — it 77 s, BT ik A2 5% (1) Hh S i 5 A BRI B s AR AR EE 0. 25
~0.35g/mL.
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[0011] AR BHI— sz 5 b, BTid 5 38 (1) iS55I TE K MgS04FINaCl , 5 2L B 5
Be &1 H o

[0012] AR BHA—Fh st 5 X, BTk o /K Mg S04 FINaCl i) R b M2:1~6: 1

[0013] AR B —Fhaiita 77 xUH , BTk D 3R (1) B354 70 3 J5 B A R AL 3, 3E T 15
FIFEHGH -

[0014] AR B — sk ite 77 s, BT A R AL IR 26 1F 8 - W % -15°C ~-20°C, If ] 1. 5
~2.5h,

[0015] AR BB — A sk il 75 =0, BT Id 25 B8 (2) JB AL FE i N T8 7K Mg 0455 W B 771 i 4 {5
FH 3 — 2D Bk 227K o3 TSGR A 1 i 10 55 4 o, 759 31 22 By Vs ik

[0016] AU BHA —Fh St 5 b, BT il 7 B 2 B A G 25 0070 5, %3 3000 ~50001pm..
[0017] AR BHI AR =N H (W2 3R A —Fha 4 o 22 By RS DU 7325, il 5 252 T e f Al
Vi AE T AL B A5 3 2 W i, AR G AT R 5 B i i A B 7320 IR T

[0018] A< BH ) — Fhsiz it 77 X b, Bk 77 v 15 K 22 Wy v a7 e 4 » AR e RV 77 v
A B IRE R, B AT A A o

[0019] AU BB —Fh St 5 X b 5 B i v 77160 4 HR I

[0020] AU B AR =N H (W2 3R A —Fha 4 e b 22 By IR0V AR C i R I 325, BT iR 5 v 72
TS R T A 1T AL HE A5 2 22 9 0 VAR RE i, SR 5 B AT WA € A W 5 BT I T A 2 5 vk N
iR

[0021] AR B — Fhsi il 77 =0 rp , B I 9 AH 0% 1) € 3% 42 N Thermo Hypersil GOLD
(100mm X 2. 1mm, 1. 9um) , i F6 iR A 30-40°C 6

[0022] A BH A — Fh szt 77 20, BT VAR E 5 i T s AHACN0 . 1% LR /K AW I Zh AHB
NEHERR FEN0.2-0.5mL/min,

[0023] A EHA 2R

[0024] A BRHRAL 7 — PP HE R o A SRR I R 2 S =R TV F OGRS R AT
T 21y, A FHC LW B 70354k , HEAT 20 B AliAk o 5 4% 0 VT 26 BRI [8] A AR B AR EL 5 1% 7 92 %6t
SERF b 22 W )~ 38 [l 2 981 .31% ~102.95% ,RSDs 0. 86 % ~8.03 % , i & Flk 55
FEE B 8 o AR IR B 7 VBN WL & 2D, IR EE 5 G /), T EL 38 X IR B 7R B A AL S B A
TR $Em T HARCE AR B 7 VR AE TS ARG, T LR T3/ 4 SRk
iy & AT T R 2 T 58 PR AT E I E

B [=115% BR

[0025] [ 19 LSt il LY DA 2, 25 5K ) A X 2 I SR BBCRCR I 52 14
[0026] P2 9 A St 1) 111 9 2 JE, 5 820 VRN 8] Xt ik 3L 32 25 B R i 14
(00271 I3 A St (il L1 2 I, 25 52 Cos T B X 22 B RO B 52 1

B A

[0028] DLt FH T 156 B A i B AR AS RSB il A i B T Y L

[0029]  Sjitifsl1 -

[0030] B AbHE - MERFARENG . 00g AT 1 T-50mL 2.0 & v, NN 3mL/K A118mL 2. , #23%

5
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Smin; M. 2g T KMgS04F11 . 8gNaCl, ¥k 2min, SR J5 T-4000rpm&& 4 T , B Cobmin; #2HL |
BREEOEY,-20°CAVR2h; B HOmL EIE R 2 15ml & 0F 1, IIA270mg Cisfl1. 8g K
MgS04, ¥R 37 2min, 28 J5F4000rpm2& A4 T , &5 0abmin; £53 2 _EIEWR, BN Z s

[0031]  SLjitifsl2:

[0032] % HRIMRAR GBS 26N - 3% 4 : Thermo Hypersil GOLD (100mmX 2. 1mm,1.9um) ;
KR AR IR R 35°C s 3 RE R : 2ul s Y 0. 30mL/min; AN AHA: 0. 1% Z G KGR s VR BhAHB
CER -

[0033] (1) i #HE I VR ) ) & ol FH €00 1 4 PP B2 ] 4 K 2 /9. 200mg /mLI) 22 Iy VR S A THE VA TR
SR JETEAE FHRTTE-20°C T fili A7 o 388 I8 FH R I R f o8 YRR Tl 4 ARV VIR o

[0034]  (2) FH W BE AR RE AR VEE VA VI AS 1R B2 () ARV WIS 53 B AT DI GE < B AN B~ AT
e 3UK , 15 H 2 Wy 0 26 14 5 FE AR 26 R 50 LSS B e Ll 1T 545 H 7 VA B BR , 10f5 {5 e bl
IHEAHITEEER, AR IEL

[0035] 14t ye el A HH PR AN s SRR 1 Il 2

e . +1I}tféﬁz 24k LOD LOQ
R* (ug/mL) (ug/mL) (ng/mL)
[0036] J5 LR Y=3.0872x+0.0976 0.9961 0.04-10 0.010 0.033
Wof F28 3k 2 A Y=5.0126x+1.2662 0.9955 0.04-10 0.010 0.033
e Y=0.1727x-0.0290 0.9977 0.30-10 0.080 0.267
R Y=0.6213x+0.3024 0.9964 0.03-10 0.008 0.027
I &M Y=1.0651x+0.2823 0.9935 0.03-10 0.008 0.027
0 Y=3.0005x+0.9064 0.9925 0.02-10 0.006 0.020
[0037] I+ Y=0.2064x1+0.0778 0.9902 0.03-10 0.008 0.027
Pl B AR Y=2.7085x+1.2602 0.9945 0.02-10 0.004 0.013
P EERR Y=4.7007x+2.4276 0.9924 0.01-10 0.002 0.007
I+ T Y=9.9452x+6.1696 0.9923 0.02-10 0.004 0.013

[0038]  (3) #EMAALHNA . SmL Ly (STt 1 49 2 By i i) B8R E H , fE R 22 4%
W N B L. BmL, FHO . 22umyE e 38 22 4 S f R, iEATHPLC-MSI € o

[0039]1  (4) JnAR[EIAC R « X6 SEBR bE S AR 10ug /g #4705 , B2 39, T B Rl feR 540
STFRAE R 22 (RSD) , 45 5 W %2,

[0040]  F2Hnbx BN &
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wEY N EENES
JFLZRR 86.17°+8.03°
k2R H R 99.2344.83
WHERR 91.06+4.13
HFER 99.53+3.33
[0041] T &/ 100.34+0.86
X7 R 99.71+1.48
I 101.90+3.24
Kol AR 102.95:+1.74
PHE R 81.31+2.95
I 97.96+7.90
[0042]  *PE5[R[ISCR , % ; AN AR UER 2 RSD, %)
[0043] it f53

[0044]  ZHESZHEEIL, R4 BB o 2:1.4: 1.8: L4/, Hodth 254 A2, 15 31
FETRZ TR L REAG I, 11 557 M0 T AR 5RSD , Fr /545 52 L3683

[0045] &35 it 191 3 fhl | A5 K o (DG M &5
I e s T R -Fr R FF TR R (% (o] i /g ] R
[0046]  OMESAKUEHIL - R ( )
(% RSD) RSD) RSD) (% RSD)

2:1 226120(10.88) 733015(2.21) 333725(6.38) 533467(5.35)

41 379940(11.52) 1021980(6.71) 404765(10.75) 767575(9.67)
[0047] 6:1 564683(9.93) 1132224(2.74) 439369(7.74) 868811(2.18)

8:1 531352(12.44) 1128797(4.33) 426528(10.09) 866902(8.02)
[0048]  sEjifs4 -
[0049] = HEsLHb 1, W 2 ) ) P& 2 ) & 4 4 . 5mL /K FI27TmL Z i, 2. 25mL 7K Al
13.5mL R, HAth S5 AFANAS , 15 BT RE R 2 VROFR T A I , T 551 2406 T AR 5RSD , fir 5 45 2R
W34,
[0050] A4S A5 4HI A5 FE 5 RS I 45
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N O e /0 T A p-r G RRGIIR  JF TR/ A [ 5 il e i A
| (% RSD) (% RSD) (% RSD) (% RSD)
2.25mL KA
288232(12.03) 966108(4.70) 344566(9.57) 716155(3.28)
[0051] 13.5mL ZJi
3.0mL 7K#1 18mL
.- 564683(9.93) 1132224(2.74) 439369(7.74) 868811(2.18)
H
4.5mL 7K#1 27mL
- 462570(10.47) 1110167(2.55) 422409(4.10) 821657(5.87)
i
[0052)  ziifsl5
[0053]  ZHELSi it 9101 , 5 M B 7500 4T FH & 3l 3 482 24 90mg  180mg « 360mg « 450mg , HAth 2544+ A

AR, 5 B BR 2 RO B AL, T 5P S A SRSD, 45 R K5,

00541 2552 Ha 15455 B 7 A I35
v 0 T R p-fr EERETI AR T TR A [ 5 e [
Cs HlH/mg (% RSD) (% RSD) (% RSD) (% RSD)

90 497706(4.82) 1104624(2.35) 281526(10.04) 845011(2.86)
[0055] 180 502562(9.83) 1126695(2.69) 284957(11.98) 857426(2.05)

270 564683(9.93) 1132224(2.74) 439369(7.74) 868811(2.18)

360 415247(2.43) 1011740(2.39) 360893(11.75) 769054(2.45)

450 339775(6.87) 993345(4.56) 222556(11.03) 734897(7.35)
[0056] 1 -
00571 8¢ i AL HE 43 47 b, SR R R « HE R IR2 . 50g 50K i, ¥ - 3mL 1 £ 4%

W PR Imin 23 1) B 3SmLAAR AR 43 $080 %6 FF B VA R FR XU 3YK , B IR 3% 5min , T-4000rpma& £4F T
BCbmin ;A I B EE R HOR , B HE U AR B AP 22 2 T, DN R BV R 2 . 5mL, FHO . 22um
TR e AR S, BEATHPLC-MSI & ; 3o e [8] S2ht 912 s 70 B &5 5 L3566 .

[0058] X} HE {312
[0059] A A E AN 43 BT A, R FH [ A AR B R < 4 — g [ AR AE A B T [ A A UG B

43 1) SmL R B AN 5mL IE e AL SPEAT s HERRFREN 1 . 50832 FF il , ¥ F-5mLIE e , IR %%
Imin; B4 24, 26 J5 FI5mL IE & e AlomL 1E & 4 : 82 2.1 (90: 10, v/v) ik M & ¥ , i Ja 1
SmL FF B VA A I, S BRI, 7 B AN e g2 T, NN FR B 1 . SmL, FHO . 22um i i
Y B AFE SR, HEATHPLC-MSIN A 5 &[] S it 4912 s 73 B 45 2 W36 .

[0060] 65 RE1] 1 | 2 7545 i 0 A Wl 5 A L
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WE A HE) 1 X HE] 2 S5 1
LR 82.5345.26 65.85+3.05 86.1748.03
KRR A W R 76.90+7.82 77.95+10.13 99.23+4.83
iR 81.28+8.81 56.98+9.23 91.06+4.13
FN 62.16+4.05 52.3248.51 99.5343.33
[0061] T &M 101.1147.62 71,5444 81 100.3420.86
o W 77.8849.03 61.3145.74 99.7141.48
T 75.39£7.54 83.79+5.58 101.90+3.24
] B 66.0449.65 65.2947.73 102.95+1.74
PR EE R 81.41+5.44 67.7343.57 81.3142.95
Tk 105.80+4.80 67.5548.06 97.96+7.90

[0062]  H 645 ST A1, BT FF k(1) 5 6 060 R 6 il v 22 W 1) ~F- 3 [l Usc %8 081,31 % ~
102.95% ,RSDs N0.86 % ~8.03% o 15 4& St ¥ 2 BN [ AH A= U LG , A RIFF K 1 5 1A U
iff P OGS B B vy, SR OO S 4o T HL R Bl T VB A5 BRI [ AH 2R X, 1% 7 VE AN A 1]
158 L ARG, 17 EL R FHC 1M B 7 AL, FRAIG 1 25 T30, &5 SR S AR

[0063] i} HE {513

[0064]  ZxPESHfAFI 1 , ¥ A BRI 5 N4l O, HoAh 2 A AR, 15 B R 4 AH 1
W, v 55 A S5RSD, FrfS 45 2R LR T,

[0065] 7 I 45 3 BT 454 i P AL W &

MNHERR /TR p-FFEREIA TR/ T o 5 R /e 1T A

[0066] REH (% RSD) (% RSD) (% RSD) (% RSD)
Lhs 154868(9.34) 674863(4.80) 227807(9.01) 519482(6.05)
[0067] LIFRIK 564683(9.93) 1132224(2.74) 439369(7.74) 868811(2.18)

[0068] X HEi {514 .

[00691 M S 9] 1, K MR B 751) 0 91 35 46 N PSAER & GCB , HiAth 2 14FANAR , 15 31 1) BE R 4
FHETERT I, FrfS 25 5 W38

[0070] R85 HE B4 FT 15 i PO A4S 45

MR TR p- B ERRARIIA T RR/ETAR BT BRI T A

R Bf 1) (% RSD) (% RSD) (% RSD) (% RSD)
Lo071] PSA 138529(8.78) 478271(3.70) 378770(4.04) 606039(3.64)
GCB 182310(3.86) 563629 (4.53) 412811(6.74) 641664 (4.81)
Cis 564683(9.93) 1132224(2.74) 439369(7.74) 868811(2.18)

[0072]  EHARA W LU St 1) 2 IR L, (H I 3R R BARR 8 AR AW AT AT B 3
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AT LEAN T8 A5 WY AR e R B P, 08 R A8 R ) s S5 A DR A B ) DR 973
B 2 12 AASOR 5K 5 i 57 5 (10 e
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