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Determination of coumarin,6-methylcoumarin.dihydrocoumarin.

7-methoxycoumarin,acenocoumarol,7-ethoxy-4-methylcoumarin residues in
foods for export—LC/MS/MS method
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AirEMlE THOERPEER., 6-HEFTR,. “EF0 R, "HEEEFETER. BHETZENT-4
S -4- WL B VRO B0 - i /5 I 2 i

AHEEHTHEOT. KB (BFESHERED IKEMRM OSSP ETE. 6-HEFTE. 4%
SE. -HEEFEE. NSO EMT-28—F £ 5 8§ £ ¥ N2 BHiL,

2 FERE

T

pus

. UOBH (USSR UCRD « VKIEMAEm T EF ER, 6-HAF LR, “EAFER. T-HHEERTE

B fiHAr ZRm MT- 28R -4-HREEF SR IKOERR. OF MmN EER. 6-FEFER. —
ATER. T-HEEFER, HHETERMNT-CAFE-4-FEFERZAPENKRRG BAHRERUNMEG1E

Jei, PO TE & R VA AT I E , AR A E B

3 WA

iR 7 ME SN, BT R A Wi al, KOS K.

1 g, ik,

2 TKLEE.

3 g k4l

4 TEIKBEER B .

.5 FEE-K (149, A F1 L) 110 mL HEE, FHAKERZE100 mL

6 HEE-/K(1+1, L) 150 mL HEE, FHKEZRZE100 mL.

7 0.005 mol/L BEREVEW : FREXO. 3854 g WEMR#E, LI/KIBAREE AR E1000 mL.
.8

1% ERII0 . 005 mol/L FEERE AW : HLO0. 1 mL R, LL0.005 mol/L EEFREZ BN ER

W W W W W W W W

§IOO mL.

3.9 HEX. -WEFTE. “AFTE. HAMFIE. WNETENT- LR T R
VIR SR KT B T 05%, B B2 I RA.



3.10 FRUEMATR: WEFRBUE EFRAES GBI E0.0001 g), HHEEEMEHIIRE NL. 0 mg/mL  AIFR
&, RAF T —18CUKFE N -

3.11 A brvEAE R : BEL. 0 mL WM AR T10mL BEMT, AW ES, BEHK100. Opg/mL, fF
T4 CUKEN -

3.12 AR TAEE: ImAHARYE TR 2, BICE =M P IR, FH 2 B 2, s M R 2208 4k L
3.13 HLB [FEFHZEEAM (3 mL,60mg) BAHZE: MAHATHS mL HEL. 5 mL Ktk iEib.
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3. 14 PUFLIERE: 0.22 um, AHUEAL

4 UH/FRE

e AR AR B - v/ B A, e FLE 55 B IR (ESDD.
PRV 2 o

B0HL, 8000 r/mins

PR i AR AR

IR, BEN0. 1 mg. 0.01 go

TR EIR G 2% o

N
o O (W DN

5 WMHEHIFFIERE

AR NEFE M0 g, RG], pl2fy, R ANEFEESN, FEIFRIR, KA T4C

UKFE N -
FERIRELFR A, IR 1ERE 32 275 el AR BB W& = AR Ak

6 MELEE

6.1 HEH
6.1.1 HiF. TRl (BIESERBRAD « KEMERREE

AEAREFE A 1. 00g T-50mL B0 N, JIAbSg /KRR I0mL /K LEE, #RZ%10 min, 7E
8000r/min K E«05 min, M EEFH—50 mL &F.O0EH, REH S HIIMA10mL Jo/K LB &2 $#EH
21K, EIFLIEM, A5 CHRIMEFEFIIRADORIER GG 15T, H1imL HEEEAERE, FHiN8mL /KikiERA,
8000 r/minE.0rb min, EIFWH/KER 10 mL, FFL,

6.1.2 OFFEFEMEUREEL

HEFREESO. 5 g R 20.01 g) T15mL E-OEYH, MA2 mL HEEFRE, WIEHEI2 min,
10000r/min .05 min, FIEHREHE SR —15mL BO0EF, RESHH2 mL FEE-/K (1+1, 4
tb) ERERE2K, &K BB AR SR TR gEE2mL, A TmL 7K, #whiEiE2), 8000 r/min
E.05 min, FIEWHKER 225 mL, fFifl.

6.2

R BRSNS mL R TR P4 (1) HLB [E A BUAE, A5 mL HEE-JK (1+9, AR B L) ke AE 1
ke it 5, Wk T3min. A 8SmL FEFUEML, EECEEUEMRT. £40°C T, BERBHE
ST, B2 5 mL AR, TR, IOALIEE, RO i E I m T E .

2



6.3 ME
6.3.1 HHEGIEEHE

WA EIELA T,
a) M. Cy A, 150 mmx2.1mm  (N4%), Fif83. 5 um, BFH 23
b) WAL LEH T R (BFEESEAERD . KEMRFPEFE S RZBUENE] 50, 1%F R
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0. 005 moL/L ESFREEW - 4 NE- HEE(20+10+70, ARFREL) ; WiishAH2 CGEH T 0 & B &

GERAEESWME) 0. 1%HEEM0. 005 mol/L EEMREIAW - HIEE - 2 IF (48+50+2, A

tt) ;
c) Jiik: 0.2 mL/min;

d) HFE: SuL;
e) MiR: 35C.

R

6.3.2 JRIEEHE

‘.I.

JiL I kAT T

a)  BETUR: EWEE R,

b) HAHTTA: EE T

c) KT 2 OB I (MRM) ;
d) HMZHRILXM4S W% B.

6.3.3 TE=EMZE

FEACAS fe AR SRR, X 2k ot b vHE VA VRCE R o P 2% 5 b 1 T AR b S92 S b vk e ', R br dE AT
VA VBRI R i VA R I A 1 e AR B N AE AN A A DN Ik e B Y B . AR AR R R A A VR R R TS
O, 30 R N AR A 3 AR 5 A E AR RHE AT € O M o T 3 5 A T VBORT AT TSR R AR 2 3 2 AR I OE

£ B I8 038 25 AF N & 53R b HE T W02 S M i U (MRM)

6.3.4 FEMEMZE

(ERRE NI O

FEAN A S50 2610 8, FR b b A 0 P B 10 Ok B I TRD, 55 3 R A HE VR VA DR BE N IR) i 22 7E £ 2. 5% 2 N
M EUHRIEEEE FTEONER NS TR TR T, BN S e & A R

HEKRERZEMERESWAETEBERT NP EESE FHMATFEEHITHRE, mEABETIRIN E
Ry B, ) AT A e R RE R A AR T SR AR A .
EMHNMNENENEFFENRALTFRE
XS FFEE/% >50 >20~50 >10~20 <10
TV KA 2=/ % +20 +95 +30 +50

6.4 TRHIAW

SRAN IR SN, 9% EIR R D R AT .

7 HRITEMERIE



FI 07 s A BB Bz S (D) SRR R g & &, IPEESRT R BEMNER:

A Xe XV %1000
A. X m, %1000

R
Xi—— BRI AR, RO T S (1 g/ke);

As—— BRI A 1 0 T AR
c;——  AndE AR P AN KL, AL NG B 2 T (ng/mL);
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V—— FRmZEREMN, AT () ;

A, iR (B s SR /L OLE SR A
m:—— RAFERT AR AR, BN T(g).

8 MIE{KFR. BN

8.1 MERFR

B KM EER. 6-HEEGTR. 2B TH5. T-HEEEE
ERRMEMIREING0.0 ngkg. HEMTPEER. 6-HEED

= 1)) 2 IR PR 3 9250, 0 v g/kg.

ARTFRGET OBk (B & RS X
A

. BEHE ERNT- L8R4
. _ABmER. T-HEET

8.2 [EirR

(Bl 2 WL D
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Mf & A

(FERMEFER)
EYMRERER

*x Al FREYREXRER

L4 HR H1 3L 44 FR CAS & 773 T 95 i B 251 31
= \'1/(}\.__#[)
coumarin HHEER 14615 [g p
,:_:‘ . 'r_o'(? '_,4.[}
6—methylcoumarin 6-HIEEFELTER 160. 17 Ay AN
P
dihydrocoumarin —ABER 148. 16 - ‘,,.-5*\__0__,..«'-..,_“
& o
7T-methoxycoumarin | 7T-HAEAZEEFEET & 176. 17 N “,-]\“

!
O Vo
1

acenocoumarol BERE A 2 2 152-72-7 35332 - \“'r’{'l
L |
7T-ethoxy—4-methylcou| 7-Z %8 3E—-4H 3t AN
_ CTH,05 204. 22 Ay A
marin HFEER 0 O . O
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Mt & B
(BT B3R
SERIEFHG!
22 s 55
a) HEWIZHEKS):5 500 V;

b)

ZASE S1(GS1 kPa):414  (BR) ;

c) AHAEJI(CURKPa):172
d) 4B RAE#E(GS2,kPa):414
e) & FIRIEE(TEM):550

OC;

f) i EJE(CE) . £/ HE(DP) . filffE = N 0 HJE(EP) A = H HHEE(CXP) HL#E B.1,

& Bl FESERIESY
BEES T FET FHEAR R iR E | fEEANCOHE filf 48 = 1 L
twE
m/z m/z v v Vv vV
B 103% 25
TER 147 o1 30 o 10 10
105’ 31
6-F I A G R 161 85 10 10
115. 1 29
B 107% 23
CAEER 149 03 85 20 10 10
- 121, 1% 30
TR R 177 - 110 " 10 10
163. 1% 23
AR 3% 354. 3 206, 13 100 ’e 10 10
-2 -4 177. 1% 25
HEGTE 209 109, 9 100 i 10 10

RoNE BB X
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c . 147 >103
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s
R EET———— = g ————————— g ———
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B[] /min
2.05
.~ 1. 00e5-
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~
=
® 0. 00K S —— .
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B[] /min
B CA RN FHTEEZFEBTANZ RMIEM(MRM) &igE
o
3. 65
1. Hed 7 147. 0 >103.0
1. Oe4 -
n
Q_, -
{ |
T — .
5 10 15 20
B [B] / min
3. 66

147.0>91.0

16.41.16.93 20.56. 21.69 _22.69

= -

4.885,. 32 9.23 10.96
T r Y T ¥ 1

10 15 20

B[] /min
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2.25
‘- N 161 >105. 1
=
k=
® 000 ——r—r—r—r—y—r—r———— vyl R S e
0.5 1.0 1.5 2.0 3.0 3.5 4.0 4.5 5.0
B[R] /min
§ 8. 0e5 2.25
= 161 >115. 1
= 5.0e5
0.0 — L pr e e ) o i T T T T -y T T . i
0.5 1.0 1.5 3.0 3.5 4.0 4.5 5.0
i) 18] /min
C.3 RN FHTREFEZREFTAZ MM MRY) GiEE
n
(@
2
5. Oed
. . .
5 0.01
@\ﬁ 20
0.0
0 10 15 20
B (8] /min
HC4 Wishh I AR 22 2 WIS ORY) Bl
N
) 5. ¢4
4. Oed -
2. Oed -
: Qﬂ——r--r‘»—r—r—r——a-ﬂ--—v-, ..... - —— 7 e e e e —Tr—r=r-r—
- " 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.0
) 5 1] /min
LGl 2.21
4. Oe5 - 149 =107
3. De5 -
2. 05 -
1. Oe5 -
oh-—!—ﬂ—-r..,—r.w.'..—.T.-,j.v-~ B i o e e e e s e e e e S S —p——
v 0.5 1.0 1.5 2.0 2.5 1.0 3.5 4.0 4.5 5.0
B [E] /min
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2. Oe4

BRI/ cps

1. Oe4 -

20

B C6 #zhiE 2 & A3 (MRM) & it @

4. Oeb 1

<

~ 2. Oeb 4

W/ cp

-
0. ﬂh'—r=~*r--—r-—v—1 T

0.5 1.0

e T e —

4.0 4.5 2.0

3. Oc5 2.58
£2. 0e5- 177 >177

S

W/ cp

-
2.11
U'D’ Li L T L ] L L i Li g Y ¥ Ty L Li T ﬁ—r T - T T

0.5 1.0 1.5 2.0 2.5 3.0 3.5 0 45 50
HJ [H] / min
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1. Ted
* 177. 0 >121. 1
g 10. B9
~ 1. Oed -
=
=
0.0 PP ——— ’ -
15 20
i [E] /min
. 10. 82
- 1.00e4
N 177.0 >77.0
5 000, 00
{'l_ [']{)’-nq—'—q—qﬂ*ﬁ—* ’ - - P a—ga 3
5 15 20
i 8] /min
= =1 — N e Ry > E
C.8 RAM2FHT7-RSEFIEZET AN RAMEN MY &iEE
»
2. 35
2. t)chw
354. 3>163. |
1. ms.{
w0
&
0 e ————————r—T T T T T T T T T T T T T v B — v - T — .',
iﬁ\ﬂ ’ 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5. 0
il M 6] /min
2.35
1. 00e5 354. 3>>206. 1
3 muj
0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.0
B 18] / min

C.9 R FHTERFEERFERTRNSRAEEDN MR &ikE
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. 18, 92
.
. . 354. 3>163. 1
2 000 —
ﬂh T 1 T - ¥ T L
5 10 15
B 5] /min
é 18. 95
o 2574 1
EE . |
2 000 354. 3>296. 1
1 000 4
g 18. 26
ﬂh T Y T T T
5 10 15
) [8) /min
C.10 REIM2FXHFTEHRHEHEEHFERANZRMEDN MY iEHE
n
[@N
2
2. 57
9. 6e5 205 >177.1
5. 0eb
0.0 ———r——— ———————v— L e — ———————————— ———————
0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.0
M W] /min
2. 57
2 1.00e5 205 >102. 9
<
=
M 0.00 Yy —p———p—p——————ypp—ppy-iey—- —————r— —
0.5 1.0 1.5 2.0 2.9 3.0 3.5 4.0 4.5 5.0
i5J [A] / min
C.11 FRIEHTF7-ZEE-4-PEETRRERANS RN (MRM) i
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10. 82
. 3. Bed
: 205.0>1717.1
#
2. 02
0.0 "' ] : —_
5 20
B 18] /min
wn
Q,
O
~.
X
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40001

05. 0>102. 9
2000 -
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o 10 15 20

HC.12 AR T A4 TSR TR S ST ORI £ e
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ISR B EIEE FH B v e 22
F i WEY)
ug/ke " RSD/%
50 70.6,85.0,79.5,83.1,92.1.109. 0 13.1
500 100. 2, 82. 3, 100. 6, 84. 3, 104. 7, 85. 8 9.9
TR
2000 104. 0, 81, 8, 86. 5, 108. 5, 102. 1, 104. 3 10. 9
50 83.8.75.2.98.0,72.5, 106. 5, 91. 5 13,9
500 102. 6, 94. 3, 102. 6, 108. 6, 107. 5, 89. 4 75
6-FHEFE R
2000 89.7.107. 6, 82. 4, 102. 5, 81. 2, 104. 8 117
50 74.4,102. 6, 83. 2, 84. 5. 97. 2. 76. 5 11,3
B 500 88. 4, 91. 4, 80. 5, 109. 8, 86. 5, 85. 3 10. 9
TEAEFER
9000 100. 5. 84. 7. 109. 2. 87. 1. 966, 105. 0 9.7
50 78.4,76.1,75.7. 103.Q, 108. 2, 108. 8 16. 5
B 500 109. 8, 92. 2. 82. 4, 94. 6, 107. 3, 91. 7 10. 4
T-HEREEFETR
2000 82.8,101.0, 108.6,87.0,99.7,94. 1 9.5
50 90.3,81. 1, 106. 2, 89. 0. 84. 2, 104. 5 10. 5
Cink B 500 99. 0, 85. 2, 107. 2, 80. 8, 83. 0, 82. 1 10. 9
BEAE & 53
2000 105. 7, 104. 5, 87. 2, 84. 5, 85. . 89. 1 9.7
50 101.4, 107.5,92.6,96.4.77.2,82.4 11.4
_ /= _A_
-S4 500 81.1,109. 3, 84. 0. 83. 8, 104. 6, 87. 8 12.0
o
REER 9000 94.2,92.8, 105. 2, 95. 7. 108. 5, 81. 1 9.8
50 78.7.81.8, 104. 6, 76. 3, 85. 7, 95. 1 10. 8

13



92.1.109.0
89.7.107.6
84.5.97.2
89.0.84.2
96.4.77.2
84.0.83.8
95.7.108.5

500 106. 4, 109. 1, 80. 6, 104. 0, 99. 4, 81. 6 12.
TRl 2000 81.2,80.5,86.4,109.7,102.1,96.6 11.
50 89.6,81.1,108.5,71.2,78.0,101. 1 14.
B 500 99. 8, 108. 6, 82. 4, 83.3,95.7,83. 3 10.
6-HEEFT R
2000 107. 6, 99. 8, 85. 4, 84. 6, 109. 8, 81. 1 12.
50 80. 6, 84.8,72.3,109. 1, 109. 3,94. 0 15.
B 500 86.8,85. 1, 109. 5, 107. 4, 101. 0, 80. 2 19.
TEAEBER
2000 95.8, 105. 4, 106. 7, 81. 8, 108. 8, 105. 4 10.
50 101. 1, 77. 2, 109. 6, 100. 2, 88. 2, 108. 8 19.
T-HEREEFETR
500 88.2,92. 4, 108. 3, 108. 0, 80. 6, 100. 1 11.

PAE BN A S R T8, AT RS —F AR . EFREERE, -
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13



https://d.book118.com/268142002143006050

