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Determination of 6-Methylcoumarin, Dihydrocoumarin, 7-Methylcoumarin,
7-Methoxycoumarin, 7-Ethoxy-4-methylcoumarin in toothpastes High Performance
Liquid Chromatography
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FES-HRERER _SBFER . T-FEFER T-RHEEAFER.
T-CEE-4-REFEENNE STRBEEIEE

EF—ERAAXHMARNBEMSEE TERKKREN . AXHHRIEHAATRNREE-.
ERERRERMELNREMBRER, FRIEFEERBXAEHFLS.

1 SEHE

AR T FEF6-FREFTR. AFLR. T-FEFIR. T-FEEFLTR. 7-28HE4-F£
B SR RO S I Tk ) R IR R, AR IR, SRR BRI RR
FE. RVFESHNE.

AVHERTFET-FRETR. AFEER. T-FEFIR. T-FEEFLTR. 7-28HE4-F£
HE RN E .

A 6-FEREETR. “EAFVR. T-HEFUR. T-HEAEETR. 7-08H-4-FEET XN
HFR4°50.3 mg/kg, € & FR4°41.0 mg/kg.

Mt

B

2 MetsIRAxH

RENSCAERE T A SR N & AT D L vE H I 51 SCE, AT H IR ARAS IE T A S
o FLEAEHM S S, HEHRA CEIEIERMESes) EH A
GB/T 6682 /#5256 2 F 7K KA A6 7 ¥4

3 ARIBRMEX
RAFEA T B ARIER E Yo
4 JRIE

FEP-PEEER. “AFER. T-HEEFER, T-WEAEFER., T-CH8EANEEERETE
FBUG, R RO il - A BRI S A, CAOR B I TRIADGIE R 2, SMREE R

5 FIFIAR

BRSBTS A ik Al
5.1 JK: GB/T 6682, —%Z.
5.2 W,
5.3 .
5.4 TERR: il
55 HIR.
5.6 O.1%BERRIAHR (R0 « B 1 mL B§RE (5.4) , MIA 999 mL /K (5.1) , A .
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5.7 20%MHEHATR (AR ED - #EREEL 20 mL FIEE (5.2) , bk (5.1) %100 mL, JEAEWE.
5.8 FrfEdh: 6-HEFER., “AFS R, T-HEFEER. T-HERETER. 7-28HE4-FEEFT R
HER B FRS CAS 5. ol MXT O TR EAL E AL A 3R AL, FiEE A/ T 98%.
5.9 FpERESR: o BIVERRFRECS AR UESL (5.8) 10 mg CR5HEZE 0.0001 ¢) T 10 mL F&EIHRH, FHEE
(5.2) VMR EZIE, W FEWRE A 1000 po/mL BIFRHER . T2 C ~8 CHEIGIRAE, AR
76 1MH.

5.10 JEME. FL4% 0.22 pm, M5 B IUGR 24 .

6 UFgH

6.1 EIRCGHAEIEA: BOA ZARE BERIES .
6.2 4rHTRF: & 0.001 g A1 0.000 1 g-

6.3 JiEinIRGAE

6.4 BFEPIHEVENG: TAEMZAKT 40 kHz.
6.5 EOAHL: i E AT 10 000 r/min.
6.6  BEWIRAIL

7 R

7.1 AR

FREL g OREFAE 0.00 1 g0 bk, B T50 mL HZEZ.LES, WAL mLEEE (5.2) , HZEE
IR SRS, #7515 min. 41510 000 r/minE.05 min. BX1.0 mL FEFHR T T, 45CH W
ET, IAL1.0mL 20%FEEAE (5.6) I, £0.22 pmIE R 38 J5 45 = o e iAo 2 .

7.2 ME

o R EL I 8 225 2 AF T
Q) AlFRRS: Tefilid:, 1.8 um, 150 mm x<2.1mm, BiEREH 2%,
b) WiEIAH: ZFE (5.3) : FIO1%BERRIAW, hREEEM A1 WEL
¢) IshAHE: 0.3 mL/min;
d) K. 30°C;
e) M. 225 nmAn320 nm;
f) #FEE: 10 puLlo
1 O RhBERE SRR &

i1 (min) 4 (%) 0. 1% IR (%)
0 10 10
5 20 80
20 30 70
25 80 20
30 80 20
31 10 90
35 10 90

7.3 FRETLIERRZLRH

TREFREF R : 2 DI ECE PR g & 7w (5.9) 0.50 mL T 10 mL A&+, HWEE (5.2) Wk
3



GB/T XXXXX—XXXX

I, B . BBIFEIRE N 50 mg/L VR -G bR i & -

FRUE AR : H 20%HBEE R (5.7) BgMFIR G AnAER i, 38R E8 0.10 pg/mL. 0.20
pg/mL. 0.50 pg/mL. 1.0 pg/mL. 2.0 pg/mL. 5.0 pg/mL. 10.0 po/mL Frifk TAEE R -

P2t (7.2) XPARE TAREWOEAT I, DA TENE (U T RN ALK, 5 X R R TR T
REASARAE IR, il bR DA 2R

-HEFTR., “AFIR. TTHEFUER., T-HEEFT R, 7-C8HE-4-HEFE T RIS IERT
e R £ P DL S BIEIBL L, SR AR WSO ) LB S BIEIB.2 22 [4IB.6 -

7.4 WENE

FEAOTE AT E PR (7.1) Q0SS F AR o ) €0 06 1 OR B 1 ] S5 b it — 380 HLRAII
WO B SRR i — 2, WTYCE R TR AR BRI, Il I g AR, DUSMREE R, R
FR AN A P AL 25 I A 2 R VNS -2 Pl 1 2 P BB PR R AT Y 2006 FR VAR (5.7)
T FREJEREATINE o TR, )R R ROBUAH s A B A AT R SR, S MR C.

7.5 ALK
BRATREGRRESS, 9357 1~7. 225 kAT 2

8 LERIH

e B & B a0 (D 15

(¢, —c,)xV x1000 <k
‘ mx1000

iﬁﬂlﬂ

TR, PAONZERRE T (mgkg)
i —N\ﬁ/ﬁ il Q)%f?@] FIRFEER T B AR R 8RB, SRALRoE =T (ng/mL);
RN ARSI T B AR BRI, AN B Z T (ng/mL);
V—ﬂﬂ)\@@?@ﬁﬁﬁﬁﬁi , HALRETE (mL);

AFE &, $1E7'33'€ 9);
A AR 2
THEZE R DR UCPATINE 25 R E AR IER R, R =00A 087

9 [EigER
TEAN NI FE 41,0 mg/kg ~ 10 mg/kgyti [l P, ISR AE80% ~ 110 %2 [A].
10 HBEE

5 5 B NVE AN PAT B PRSI RE S5 2R R 40 Z A AN O L AT E{E ) 10% .
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Mt R A
(ERHE)
-EHERSR, ZSBER. T-HEBRER. T-HEESFE R, 7-Z8E 4+ REFTRHERER

6-HIETR, “AFER. T-WEFER, T-WREEER. 7-L85-4-HREETRT AR,
PXLAFRS CAST . 7. X7 B KA A A A RA L.

RA1 CRERER. _SBEX. -REBER, 7-FEERER. 7-2E85E 4 REFTERNRER

=

A

5 HXC A HK TR CAsS 5 a7 | NS TRE g

0__0
1 | 6-HHAEEZ | 6-Methylcoumarin 92-48-8 C1oHsO2 16017 /@/\j
_

@) 0]
2 THEFER Dihydrocoumarin 119-84-6 CoHgO2 148.16 m

0__0O
3 | 7-HFEGE | 7-Methylcoumarin | 2445-83-2 | CioHsO2 160.17 m
_

T-FAREE D _ 0 0.0
4 = 7-Methoxycoumarin 531-59-9 C10HsOs3 176.17
3 =

7-2 8 5E-4-F | 7-Ethoxy-4-methyl
5 . . 87-05-8 C12H1203 204.23 P>
EEGTHR coumarin
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-HREBREER, —SFBER, T-RERER T-REERER, T-CEE- 4 REFEERERRNEIE

E S IEE

6-HEETR, “AFER. T-HEFIR, T-HEALEE

BB E LA B.1, el LA

B.2 £k B.6.

%‘E\:\ 7'Zl

H]

S HE-4- W E R PRI

0.357

0.30

0.25

0.20

AU

0.159

0.109

0.05

0.00

1

|

L

L S e B e e e e e N
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barai

L B e e e e S UL B B e e e e B A B
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0.501
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AU

0.204

0.109

3

|

| G

T
8.00

o
Q
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N
Q
o
e
Q
=]
o
Q
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1— AFEER; 2—T-H4E

A-HEF/ G R
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i

EB16-BHERFTR, —SBFER. 7"HERT R, 7-HEESTER. 7-C85E 4 BEFTHZIERAR
MEGEHEEIER (E£: 225 nm, T: 320 nm)
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C.1

C.2

REBIESE TR
WOAH 35 228 TAE AT

Mt & C

(FRMERR)

TIESEEE

a) i TsAE, 1.8um, 150 mmXx2.1mm (HE) ;

b) s AN

GB/T XXXXX—XXXX

, BN 0.1% G /KA, FEEEVEMFER: 0 min ~ 5 min, 10% ~20% A; 5 min ~20

min, 20% ~30% A; 20 min ~ 25 min, 30% ~ 80% A; 25 min ~30 min, 80% A; 30 min ~ 31 min, 80%

~10% A; 31 min~35min, 10%A;

c) Jiidk
d) HiE: 30 C;
e) HHFEE: 5uL.

: 0.3 mL/min;

FRik&E TIEZ MG

%S TAEZAF R
) BT
b HFHiT: EE
c) Wi HJE (IS) : 5000 V;
d) ETFERE (TEM) : 500°C;
e) FEWSES (GSD) -

) HBEIAET) (GS2) -

g) "MK (CUR) -

50 psi;
50 psi;
40 psi;
h) i <& 7] (CAD) : 9 psi;

W I8 (ESD)

D BT ZRMENESR (MRM) , SHESRNEE T, T&E 1. EHEEANEREE, I
#£C1; RHMETFEIER LK C.1.
#FC. 1 5FHELSHEMIFIE RN EX M ULSH
ey BEEF (miz) FEF (miz) EREHE (V) RiERE R (eV)
:%7@?5_%‘? 149.2 107.1, 121.0 40 25, 20
7-FEFEET = 177.2 121.2, 133.2 80 30, 20
6-HHF T & 161.2 105.0, 115.2 60 30, 25
7-HEA T E 161.2 105.0, 115.2 70 32, 26
7-2 A -4-FHFE G & 205.2 177.1, 105.2 100 25, 31

10
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1.0e5 ded 3eb

2 2 3es 2 g 106
Q 7] ] a2 o
- -~ < 2eb -
) 5.0e4 #H Zed k) o
| o B e o 5065
led
T A1 o b A
0.0e0 0el 0e0 0. 0e0
9 0 1 12 9 10 1 12 17 1B 19 20 17 18 19 20
8/ min B8/ min 8/ min FE)/min
ZEEDE: 149.2/107.1 ZEEDE: 149.2/121.0 T-REEETE: 177.2/121.2 T-RERETE: 177.2/133.2
| o «
1. be6 1. 5e6
2e6 | [ 26 | A
» @ | o I o
8 | 8 106 | g I\ 8 1.0e6 |
# 1e6 H W |\ @ 1es 3 |
ﬁ | ﬁ 5. 0ed ‘I % f % 5. 0eb |/
|
1! 1\ i
0e0 e 0. 0e0 — 0e0 - 0.0e0 : -
21 22 23 24 21 22 23 24 21 22 23 24 21 22 23 24
i) /min BEL/min BtiE)/min BE)/min
cREETE: 161.2/105.0 cEREETF: 161.2/115.2 7-REETE: 161.2/105.0 7T-REETE: 161.2/115.2
3eb 2 1. 5e6
b 5
g ed >~ 1.0e6
~ )
™ -
o led " 5.0eb
W s wm @ Y TTm o m o n ®
BtiEl/min B/ min

T-LRE-4+-BEFETER: 205.2/177.1 T-EEEA-BEFETH: 205 2/105.2

£ C.1 5HEEZIENETFEIEE
C.3 EMMK
BT e I, KR REE AR Re, SR EBIE S5 TR (I C.0) MRS % TAE%M (WL C.2)
D5 BERRRRUE AR VAT a0 FAG H € 04 1 £ B 1 18] S5 b E PO AH — 20, TEFIBRTS 525 IO R 5 B
BT B0 B8 - B, T L 438 B A ARG = B SRR eI I HEAT LR, AR 2 AN R e Y I (L
F C.2) , N FIWrZFE S N B RE S o

% C.2 EMMIEMENBTFENRARRE

AT FFEE k% k=50 50>k=20 20>k=>=10 k<10
TR KR 2% +20 +25 430 450
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