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VFTERVEARMTO < U VNNEERE L. BEE90% T 7 b= kU LT, &0 R A BOND
ELUT MEGA-BE-C18 500MG CHE Y L3ERIATK & L, SEREIR &2 Wit R msigRiEs v~ 757 (HPLC) TER
L, BEEEs v~ VT 7 /40T NERSHTEEE (LCIMSIMS) TR L7-. ARBRIECOERBRIIVTE
VR E—T2uglg, A > b Tluglg, [EUCERIZ2%, 97% K D'CV%IE2.1%, 0.4% CTh 7=, AREBRIEE AV
Ty T EVEAAENEBIZOWTHE LEMER, 7~V v ERIIVTEV UL —, VU FEV AT 4 v 7 T3l

~6,700 pglg, M7 TIL108L G FORLE s 55 2~81 pglgl U7 U & >k T132,300~2,900 pglg T - 7-.
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VFEREATFEER G E LTI U EEL I EBRAD
NTN5. v FEUIIERE <5 TEA 7 (Cinnamo
-mum zeylanicum Nees) & %737 (C.cassia Blume) 2f&
ERDY, BEBEOFNI <Y COEFAENRENESDONT
W5,

IV AZIITFEERDH Y, RAYVELY A7 TR A
> MFZERT (BfR : Bundesinstitut fir Risikobewertung) (3,
2006 EiC 7 < Y v Ofit% 1 HERE (TD1) % 0.1 mg/kgli
I & E LY.

HAANOBEEOREETIZZ <~V VoL EERIT RV
DLEbhs. BEET, RZBETUFEICLBHER
FIFR0D, RS E LT s 720 B
HREND L9772, TDILLED 7 < U %18
L7256 OMBEIE S SETE RV, 22T, ENICH®E
THUTEVEAERLDO I <) v OGHBREELTHET S
e, BEFO7~ ) v ORBRIEE B LY,

AFREREZ VT, A 30 A 15 8L, F4E 10 6L &
VBT TY A b (FEUNTFR) 58RI
WCI = U EREEZRELZOTHET 5.
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1. #As

TR TG H—, VFEVRT 4T, UTE
BTV A MY FECVREERET), BEX Ty ME,
BEN oG, ENVE, =vXBEERTELR—T L2
AV

2. B

AR, - RGO 7 < U o GRERER) &2 AV 7.
FEYERRIE - 7~ U »500 mg% 7 & b= b U /L50mLIZ IR
L7z 6 O 2 EHER I (10,000 ug/mL) & L, @HET & b=
Un-K (9:1) THIRL7=bDOEEAERRE L.
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VIRV RUL—FIZOEE, VIEVAT 4, B
2y MEKOBEN V1L, I3 —Chfel, £\ VG
EAF I THIEI LTS L, v ELH 7Y AV M
WEMDOMAREEDEERE L LTz, = FERITUK CTHRF
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ke L7z,

VFERURL— VFEVARAT 4wy, PRV
YAV N, BERXFy b, UFEVAR—I)L 3 M g% 50 mL
WILE ISR L, 7 h=hKVU/L-K (9:1) 20 mLT15%3
RE O, =008 (3,000rpm, 15%)) L, £ LE
WRAE TR L L.

T RN, VA2 mLE KT8 mL (4F5 AR
EL, xo2mLzT7 2 b=hF)A3MLEOT®E =KL
-k (1:3) 3mLT=2>5 433 =2 L7-BOND ELUT
MEGA-BE-C18 500MGIZAfif L7z. 7& h=k J /LK

(1:3) 2mL T, 7 h=rU -k (7:3) 2mLT
WHL, 045um~7 4 VX —TAB L7 b DO ERBIFRE L
7.

HAEDLNE Ry FEIZOWTIE, fiHEEs mLE 7
T = hULEFIN-~F Y I mLAES T — M2l Y, %
RMNTHI0EHEE 5 L, TREEZHEBRAERE Liz.

IR R I VTR A2 045 pm T ¢ L2 —T A
i L7 b DRI & LTz,

B\ o4 - 3R 9% 50 mLIELE TR L, A&/ —L-
7K (7:3) 25 mLC20434% & 5 fhti#%, iz.0 478 (3000 rpm,
15%7) L, =0 EE#R#045um~7 4 L2 —TAHil L, AR
WiRE L.

AN RESgZ100mMLT L X —h » FICHR L,
A ) ==K (7:3) 50 mLC5%3 78 )1 X (10,000 rpm)
L, B 450 mLELE I L, =058 (3,000 rpm,
15%7) L, =0 EE##045um~7 4 L2 —TAHil L, R
WiRE L.

= %8k 1K (§94.39) Z /K50 mLICEEMR L, &5 g%
M T, HEf=F /50 ML TC2EHEE 5 M L, WFEBEA
MTAHBL, W ZRE Lz, FBiEEzT7 2 h=hrU LK (7
:3) 2mLTEMRL, 045um~7 4 VX —TABLIEZ L D%
BRI & L7z,
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1) HPLC%:Af4:

717 2 : Discovery HS C18 (5 pm, 4.6 mm i.d.x250 mm
SUPELCO#E#Y), 15 AR @ 45°C
BB - Kk (A), 60%7 & =KV (B) A:B= 58:42(38

min) — (5 min) —20:80 (10 min) — (5 min) —58:42 (7min),
Uit : 0.5 mL/min, KR : 280 nm, AR : 10 pL
2) LC/MS/MSZeft:

HEET— K : ESI(+), T=%—1 A (m/z) : 147,103,91,
A A2V — RS 130°C, TV AR—3 g REE 450°C,
Xy T Y —EE 300k, =—EE 45V, 2Y T3
VL —TEIE 186V, H T A TSK GEL ODS-100V (3
pm, 3.0 mmi.d.x150 mm) 3K —#,

BENFH : 1.0%XH(C), 60%7 & h=FVU/L(D), C:D=
50:50(25 min) — (1 min)— 10:90(15 min) — (1 min) —
50:50(20 min), ¥i# : 0.2 mL/min, {EARE :2pL, BT L

RS« 45°C
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RENRR+SThoT.
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TEh=brVU-K (1:3) 3mLCTarF4a=r7 Lk
BOND ELUT-C187 7 AZ&ff L7z, ENENET & F= b
UL—7k (1:3) 2 mL T L7=%, 7 b=+ U L—Kk (7::3)
X7 R=FrUA-K (1:1) 2mLTHEHLE. BT 44
FrRF DK TO AR ITARE D JFHBHPLC LD E Y — 7 i3/
Rhoto, EEHEBEE, 7 h=FVY -k (7:3) T
2 mMLCHEHRET LS, 72 h=RFU—k (1:1) T
XA MLOBWHIEDB VB TH o772, WHIZT7TE =KV
b=k (7::3) & L7z,
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BEI\ o ABIC OV TIEEENM g4 50 mLIELE Sl L, T
T h=FUL—K(9:1)20mMLTISHEE S L7 & 2 5,
B R E E - C, MBI B Lo 7. T R
=hUA—K (7:3) bEETH-T. 22T, BIEZELg
EL, AX =L KTHIHELEZE Z A, SRS oH L,
88% LA EDEINENG STz d A & ) —-K (7:3) %
B S LT,

ENVBLREBRCT 7 b= b U LK CIambEgtic
BLehol-lz, AZ /) —n-k (7:3) ZHiHE#st e L
7.

= RERITAKTIRMEL, BESgZMX T, EfE—F L,
suanfRih, n-~FHUoTHE L. BT, s e
1AL A TIEI0% L EDOHIE R TH > 77w, B F L
RIS L L.

TN, BENORE, AN VER D=y FERIC
SNTIE, 7~V UAFIFICHPLC LD SRME e — 7 M3 72 -
7272, AR Z045 um~7 4 VX —TAB L= O &R
BRIsiR L L.

2. HPLC&AHniat

TSK GEL ODS-80TS (5 pm, 4.6 mmi.d.x150 mm) H >~ —
& (UTHT70LHT) , TSK GEL ODS-100V (5 um, 4.6
mm i.d.x250 mm) Y —H (LU T 7 L@ L), Discovery
HS C18 (5um, 4.6 mmi.d.x250 mm) SUPELCOt:#! (LLF
BT L@ EMET) IZONT, A-T& =k ULROBEH
DEBEmF L. BT L2OQTIHEHA-TE =K U (T5:
25) TU < U v OBREIFEII8.5 Th o122, 7~ U At
O —2 L OBBER L L Iinotz. BT 45 @, @T
ITAK-7% b= U (70:30) D7 < U > OLREEFRFRTITZ 1
265y, 1907T, K —7 LNBEL R Th o7,

7T 2@IZONWT, BEMEEZK-60%7 & =k VUL (58
AN LT A, I U U ORFIRNIZ255 T, FEr
— 7 L ONEEN S BIZRIFIZR 572, LL, ERRICE
STHRMEE — 7 PIEM LT 2. 2 2 CHIERE O EiE %
57, EBEHOEETHNE, 77V MEAT
W, REMERET DL E L.

P U7 40 T ORMEARIF0.1~100 uglg O HiPH CRLERE
BELNTZ. ERMOERRFIIRIOLBY T, vHEY
fET2uglg, ETE (B2 F v b, BN VE, AN E,
= v XBR, N—7)) TluglgThH -7z,

3. WSINEIEER

KEHT 7 <~ U 3B T10~100 polg & 72 D X D 1T
WL, BIGRER (n=3) 217> =FRIFIE£IDO L BY TH -
72, 6R& S OEILER(188.7~97.4%, CV%IT4%LL T & RAf72
BRTHHoT-.
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#1. 7=0  OBEILER R HRA

TE &R
WS & EIf & CcVv
£ P
(ng/9) (%) (%)
(Hg/9)
T L 100 91.9 2.1 2
E R4 b 10 96.6 0.4 1
BEI\ o 46 100 88.7 3.2 1
LA (5 20 97.4 1.6 1
= v Xk 20 90.6 0.8 1
R—T 40 97.0 3.9 1

4. BRFDOI <) VERBRERHEEOMBR
REEHNTCOTE LR =R N TFTE AT 4 v
(LT AR 2 ERET) 15805, 100G L O T
VBT AL SR OAFB0RICOWTHIE Lz ~
VU ERBERATR L.

#2. ARRFDOI=) VERE

B W sy i
A JEE H w G R (Hg/g)
B (@)
A tAmy 2T 0 7 7 11-17 14
s AR 4 4 4,500-6,700 5,400
A Bwy7  ArvExyr 1 1 1,900
A =7 1 1 1,300
iz 2 2 310, 850 580
it 8 8 310-6,700 3,300
it 15 11-6,700 1,700
Bovzsy 4 4 2-5 35
T A 2 2 40, 81 61
B 2 1 25 13
= v ¥fh 1 1 4
NR— L 1 1 13
FA pne 1 2,900
Ty BT 3 3 2,300-2,900 2,500
N 1 1 2,700
it 5 2,300-2,900 2,600
1) RS R

ASA AL D 7 <= U B A #1311~6,700 pg/g, FER
TIE, BA 703 ¥4 Tl pglyg, 7 o 713,300 uglg
THY, BV THREA 1 L0200z EEVETH -,

T TIZOWCERMBNC Y ~ ) VEARELET D &,
AN NS AFEITEY5,400 pglg T b R <, IRNWTA > Ry
7 EEAL,900 pglg, < L— 7 PEHYL,300 pglg, PEES K
&< T80 uglg CTH - 7= Dy A v (BT T) TH,
FEHUC Ko T = U U ERREICFERROZENH D T L BlE
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ERTNB,

BRO T E L IAK T A 1 (C.zeylanicum) H3ME &
A, BRITH < ERIEsEnE s, AEOCTEC A
0 ALFERBEI L, BT TIHERDB RN - 7.

2) BTH

Ay NOT < UEHEIT2~5 uglg, BE/\ #1240,
81 uglg, B/ G280 182325 pglg, O LRGN B I
B Ehie o7z, = v %fhiddugly, T EL =T
13 puglg ThH-7-.

3) YFEVYFFYALD

ENRARATROEN THA L2 ' 7Y A b
S8 (BA w1845, W7 3R, R - 1

i) O <Y UERROYE)IE2,600 uglg TH o 7=, FUE
OFEFERNCRD &, A v IR S =81132,900 po/g,
N7 & FR ST BE 32,500 uglg, FEEEARRLHEOR
fE2,700 uglg Tdh o712, 7= U U EHRMENE SATHD
A v R 5132,900 uglgd sV MED 7 < ) v

PR SN, 26 OEGOFMENT, I 7 DFE
L B7F v %L [vhEy) OBTHY, 7=V
YOEHEEND, EFEEN A vy EFRR SR

RFEROBEOWT NG, BT HBER I TS AR
DEETER,

5. 7=V UERENLDY R THE
RADIEEZ 50kg EIRET S L, BIRDZ < U U Ofit# 1
HiEEUE (TDD 0.1 mg/kg RE/B 26, BADZ <Y it
A1 HEBEREIIS50mg &7 5.

7=V rOME 1 BEREL SRRE L7~ VEH
EhD, BiEIC TDIMYEE2HEH L.

1) R/SA A

SERRLTAR T RAREE - SRABETHERE ) ORSERIGRER
HEMEICED E, [HEE - ZoM) O1R Y70 EIE
13029 Th o7z, —HITEIT 2 A/ 20295 T T
FTEUTERLIEEETY, £AM A0~ ) ARG
It 1> 0.0028 mg/day, 37 W) T0.66 mg/day, b
S HEEOREN -T2 NS AES VT TH11 mglday T

#3. A4 AOTDHHY &

7=y DI
AR A X B G
(Hg/g) (9
A (AU Fh) P 14 360
~prn 5400 0.9
v w580 8.6
AV RERYT 1,900 2.6
~ =7 1,300 3.8

T 3,300 15

bolo. o, A4 ZAOTDHEY &Eid A v 2 THH360 g,
BT TEHLEGTH -T2, ZROHDT END, FERE
LCEEORFEEZTHRY T, DIEZBR 5 LidRne
Ezohb.  (#3)

2) B¥H
HAMHOTDRY BT RAD EBY THo7-. TDHHYE
ITE A4 b T131,100~3,100 g, BE/\ V1% T62~130g, /£
AU EIX200g, = FHATL1,2009, T _—7 T390
gChotc. BFHEOLAFAEIIE RS v K TL30~9704K,
BEJ\Y KBIX14~29%, £V HBIZ20ML, = v FEATT284K1,
VFE L AR—=T)VTAE T, @EORTIITDIZEA D Z L

mNEEZLND.  (FK4)
RIETEOTDIFHY &
7= TDI
B R R HH 2
() (9)
EAs sk 35 1,100-3,100
e\ b 61 62-130
A )
25 200
=y 4 1,200
ey 13 390

3) vFIEVHTFY AV

LR REINTWHIHEINEZ® 7k /H) O
YTV AL FEERLZEED7 <Y V1HEREIIHESD
LBY Tholz. ZORER, SHEBOWTNHTDIZB AR
holz.

£5 VIRV AV DY 1 RERE

Vaad/4 2Hh 7RV VaadNg
il A WA 1 A
(ng/9) (9) (mg)
A 2,900 1.26 3.65
2,400 1.02 2.45
T 2,900 1.04 3.02
2,300 0.96 2.21
J1 2T 2,500
e 2,700 0.86 2.32
EH 2,600

AARANOEE ORAETEICENT, EFEEOEETIETDI
EHZDZEIXFEAERNEEZLND. L, v
BV AL NIFOREOIREBRAZEZERT S L,
1HD 7 <) ABIEIITDIOM~TANTH A 7=, o
TEUVERRELEHOETERLEGSICIETDIZEZ 5
AREER B D EEB X LS.
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1. VG, EX7y EEORY TR R_R—=TETE
r=RU-—7Kk (9:1) , NokBIIAZ /—n-—IK (7:3)
= ¥ ERIEEE = TV CHItE L7,
2. U E LA OREELC 1IZBOND ELUT MEGA-BE-C18%
VD Z &k, FEIELFE <, mWEEN S L.
3. HPLCiIDiscovery HS C18% AV C /' 7 V> MM & 47
LIk, WRERM TR a~ 87T AR
iz,
4, RIBIZE D7~ U v ORMENLEROFERIL, 685D
[V 2R 1388.7~97.4%, CV%II4%LI T & BIFCTH- 7=
5 VFEVANRAL AD I <Y UEFEITEA 0L T
14 puglg, B> 7 T3300uglgTH Y, BT HREAL B LY
200f5 8L EEVME T o 72, FRIZA M AED T BEET
135,400 uglg & EWVEHE ThH -T2, A4 ADOTDIFEY &
ik v TIEE360g, BT TEHL5gTH -7z,

HTHEOI~ ) oaFRlE, ER7y N T2~5uglg, B
J\VKEIE40, 81pglg, A\ AE28 S H 1L 2325 nglg, b
HSULENHITRILENR o T2, = v FEaIT4ugly, 7
ELR—T ) TI3uglg TH 7=,
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VTRV T Y AL N ) UEARIE, F¥)T2,600
uglgCHh 7=, 1R EZREOBETIE, TDIZEX )
27z,

SEOFEDOFEF, AP ER R EEL T HRY T,
TDIZHBZ2 5 Z EiHFEAE otz LrL, T
TV A MO FTECERRMEHOETERLY
AIIITDIZ B D AlREM DR H D B2 bILD.
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Determination of Coumarin in Cinnamon Foods

Yumiko IWASAKI", Setsuko TABATA", Kenji IIDA", Kouichi ITOU",
Eiko SASAKI™, Jun NEGISHI™and Akihiro IBE”

A method for determining coumarin in cinnamon foods using HPLC was developed. Coumarin was extracted with 90%
acetonitrile and refined with a BOND ELUT MEGA-BE-C18 cartridge. The LC separation was performed on the Discovery
HS C18 column by using 60% acetonitrile and water as the mobile phase. Coumarin was confirmed by LC/MS/MS. The
average recovery rates of coumarin from cinnamon powder and a cinnamon cookie were 92% and 97%, respectively, with
variation coefficients of 2.1% and 0.4% and quantification limits of 2 pg/g and 1 pg/g respectively.

Thirty samples were examined using this method. Coumarin was found in spices in the range of 11~6,700 pg/g in sweets
from ND~81 pg/g and in supplements from 2,300~2,900 pg/g.

Keywords : coumarin, cinnamon, ceylon, cassia, cinnamon foods, HPLC, LC/MS/MS
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