f

YA 25 IV, RXLVFUOHPLCIZ X B EEBRDN
LC/MS/MSIZ X 2 #sR & STEH BB DR 58T

K OAHF, F BB F, O Mok A R B O O Rl X
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YA 7T IV, ANVFUDOHPLCIZ L A ERE)

LC/MS/IMSIZ & B HERR & 8T H BB D R 54T

*

B oA OAF, E B OE T,

WM o R, RO OH

LA SN ITI . B

SFEANTHBRE, VroB VU, TANNT—LA, AT TR—RX, TEALVI 7 AHBYTA FET—A, V47

I (CY) , AFr (DU) ,

7 VT = LOFENT —HPLCIZ X 2 RIS HTIE O — Ik R 21T > 7.

Z o

TCY, DUDEHPLCHOMTORMLEE L LT, BTIMNROBEIZWLT NS W REMRME I — ) v V2 WD LD

WRLZ. SFEDOEMICCY, DUZEK0.2 g/kgiil L 7= 354

DB ERIT6%LL BT, EERFUIWVF bl

721 0.005glkg T -7=. £7-, CY, DUDLCIMSIMSIZ L DR IEZER LT-.

F—T—F YA
7 NERAHE, BT, B

X C ®» i
EIEEEROFIHETHLAZRY v 7 v Ra—2L
(NBEIEIARERERE) DOTB) -tz B & T2 TRERZ
- BRELAERE ) GEFR A X RER) 132008540 v A S
—hML7. HEFOBESMIISOIZBREY, BEFREK
HBLEY)LWVWOMENRSE-TWNE. ZNETHOF ATy
&M & bR T, FEHEIREMH LT e ) —KEE X
AHHrE, EKha ) —D NTHWEIZEH L-RRo=—

DI L TS,

BN ETIL, 19484 v Y o F R Y A (LLFSAL
Wd) , 19834EICT A LT —24 (LLTFAPM) , 19994E(C
A7 Fu—2A (LLTFSUC) , 20004EiICT7EA/LT 7 50 Y
7 A (LLFAK) , 20074Ec 34T —24 (LLFNE) 23Eh
THRMEIMIIIEE S, ALHBEE LTERT2Z
ENTED. ZofusHEEE LT, BE7ra—LroD-
VNVE R, U b=, REFRHWEE LTATE
T, TUVFNYFUBENRDHD. ZOL D ITHWEEOER
oL e &bz, HHREEEERAGDE THATS
T=ARELND LT oT.

—75, WRMIIEZTA 7T 2B (LIFCY L)
U7— A@ﬂmu&wotAIH%ﬂ%ﬁ%énTwa
7, ALFr (LLFDU) Ok HICBEEIHEH STV
LOPRHENDIEFLROND. T OIS ETIEfHE
T2 ENTERVEENRNH TH L0, ARMO
HIAG, ThoOREFRELRE->TVD. 20X
ENTHEATE 2 HWEOZEI L, fBESHRE RS
AN SR HWREIORENRD LN TN 5.

T, BELIZINETIS, FREHHEHIOWTHIL
@%@ﬁ& a L, RwEfk, Bk LleatriEEzmE L
<3 72, CYlcoWTIE, CYRFBEMILT S LA
<,@m@%§@m (LLFCDEWST) & AV CHEEESHT

FIVE, AVFr, NLHWE, sdEks a~x N7 40—, WK/ n~ oo 7 40— /5

1,2

T B HEERE LEY. AR Yo%kB L LT, CY
K ODUDEFHIH A — b U v DI L D8z ks kI
OWTHRE L7, S 51, b 2B HRE G ESMNRINY
THDHZEMD, LCIMSIMSIZ L AHEREICOWT bR
T 7.

E72, BEHE LIENE, ALERUAPMO RS HEY %
AEOCY, DUD—EkBILE AE T, ZNE TORL
A BRI HEA LT Rt Bt o briE 2oz %
ZrklL Tabb, BERIMTHDSA, APM, SU
C, AK, NEDSFE L FfRESNRINM TH HCY, DU, ALD3
i 2 A oW 728 H R 2 BArkIc & v —FEfmt L, &t
RESHRBITZT THPLCIZ X D 22k & L. Zo
BT —HPLCIEIZ £ 2 M DHHEOEHEIC LY, Hik
BT OKIERE T ER D Z N TEI-OTHET 5.

EBRFIE

SHEEH IR, AEIOERITIEL, CY L DUDAREH Mk}
B9 2RI 1k, D 6FE H BB D T SR ZE iz o\ T
1%, BROREEEOEZRD 15, §HEH O RHEI ST ]
OHZFLIR L7z, 7ok, BITFIRIC OW IS HBRE & b
HLETHD.

1. 3
HORUEBNTIEA LT B4, BEC S, LIRED, Yv
A, Va—RA, T—=ERE, VAF—Y—R, 7 vF—,
X AF RN

2. B R USRS

1) 1B R OMEEAIR

CY (7 ma~¥ 7 I R b U UL, Kk, it
BT () %) 112mg, DU (BREMN®A, ICN
Biochemicalsft#) 100 mgz ¥ L, £NE4LE50% A & /

*

*k

WM B e 2T 9e Y o ¥ — S X TR AL AT ZE )
WA R Ze 2 7E & o 7 — BB B L o 7E R 169-0073 HUALHARHT A K 5 A BT 3-24-1

190-0023  HILHRSL)I T LRIRHT 3-16-25
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—VIRIRICIEMR L CeRE4100 mL & L2 b 0 A YRR

(CY, DUL LT41,000 ug/mL) & L, I BEpiicqy
U TR & LTz,

2) BHITHNIR

H{bF U 7 2100 g% 0.01 mol/L R 1A% L T 1,000
mLE L7z,

3) FEMTIMEK

0.01 mol/L¥5 e

4) FEHTIR

B0 —2F 2 —736/32 CEHEIEA3 mm, HEEE27

mm, fE/E0.0203 mm, Viskasett:Hl)
5) RILEBAA—FY TP HT A

(1) HPLCHBRYRRA CYH & L COasisHLB (FEiaf:
500 mg, Waterstl:#4) , DU & L CSep-Pak Vac C18 (FiH
#500 mg, Waterstt#) ZfEHANZA % /2 —/b, K&5mL
Tars4a=r I LTHWE.

(2) LCIMS/MS CYZRBRYAHEA  Maxi-Clean IC-Ag (5 #i
ZE05mL, Alltech#t#) A {EARTHIAKIML T2 T ¢ &
a= 7 L CTHW:.

6) A, W

PE IR E2 W, A% ) — NV idEERis s v~

7T T 0 —HERWE.

3. HPLCEEE K CHIE 414

1) HPLCEE

A FER)HLC—900v Y — X (FERV 7, TH v
—, fHEM, A— Y7 F—, UVKIHER) . CDICITE
BN T () % ICA-5220% v /-,

2) BIESkM

(1) CYA 417 4 :Cosmosil 5NH, (4.6 mm i.d.x 150 mm,
5um, FTAHTAT A () B, BEME: 1%V SR
A K ) =)V (3:2) IR, J1 T LR 40°C, ik : 1.0 mL/min,
FEAE 100 uL, #HER - CD (B/LIEE 45°C, GAIN X1)

(20 DUA 17 4 : Cosmosil 5C18AR-TI (4.6 mm i.d.x 250
mm, 5um, FATAT AT (¥) B , BEME : 40% A ¥
J =), BT KB 40°C, iE : 0.8 mL/min, AR : 10
pL, HH2E : UV 240 nm

4. LCIMSIMSE B 35 X U IE S8
1) LC/MS/MSZEE
LCI:[E : WaterstEHIACQUITY UPLC ¥ AT A, X T
NEESHIERE - Waterst 8 Quattro Premier XE
2) BIESM
Table 11T/ R L7=.

5. RERVAIR DFH

WOIRFUEHEZE O F £20 g%, BETEHUEHIMIE L 7230820 g
&0, K920 mLOFBHT NI AN % TIRFItR, D B&OFENT
WK CENTIIC T L, B EE Lz, Thad AR
VHE—NIZ AR, BHTIME CREE200mLE L, X $ED

B U7edd B WA C24RERIENT Lo, 7238, BIH, A
T 78 & O—H& S IR 2 480 & L7,
1) HPLCHACYHRBIRK OFREL
BHHTAMIE30 mMLIZ20%H20.6 mL AN %, Z0025.5 mL (%
Hrohite2s mLARYS ) % Oasis HLB I — b U v JICHf LTz,
TN EKE mLTHRHS L1k, 50% A & J — /VIRIK TR L,
SmLICER L7z b O &EHPLCHCYRBRIAK & LT-.
2) LC/IMS/MSFICY RBRYAIKE DFRHL
HPLCHICY#BR1A 74 mL% Maxi-Clean IC-Ag 7 — kU v
DICAT LT, ISR L2 mLa#C, &Y OfiHik
ZHfiE L CLC/IMSIMSFCYRABRIAR & LT-.
3) HPLCR ULC/MS/MSFADURRBRYAHE D FRHL
BT A5 mL % Sep-Pak Vac C18 0 — U » PICATTL,
0.02 mol/LKkE b7 K U 7 AR5 mL, /K5 mL G L, 50
% A X ) — NIRRT L, 5mLIZER L7z O EHPLC
K OLC/MSIMSFDURER IR & L7=.

Table 1. Operating Conditions of LC/MS/MS

CYy DU

Column ACQUITY UPLC BEH C18 (2.1 mm i.d.x100 mm, 1.7 um)

Column temperature 40C

Mobile phase 0.1% HCOOH - MeOH (7:3) 40% MeOH

Flow rate 0.2 mL/min

Injection volume luL

lonization ESI negative ESI positive

Analysis mode Product ion scanning (m/z 50 - 200 )

Capillary voltage 3.5kv

Desolvation gas flow N, 800 L/hr

Cone gas flow N, 50 L/hr

Source temperature 120 °C

Desolvation temperature 400 °C

Cone voltage 40V 25V

Collision voltage 25eV 20eV

Precursor ion m/z 178 m/z 181
6. BE

CYIEHEVEIR S ' HPLCFHCY SRRV IR 14100 pL, DUAE
HEYAR o O'HPLCH DUBRBRIR IR D410 uL 2 HPLCIZ A

L, &5 LOIER LT- 2.5~100 ug/mLOCYFEAERIE D%
B K 1N0.5~100 pg/mL o> DU HEIAE DR Bk D> 6 7Bk
TR DOCY, DUMREZRDT-.

1. CY DHPLCHIE 4
1) #7 AR OBEHE

717 BZIESA, AKDOGHTIZHWD U 5 cT 2 7
Ta EAEMEEREAS L2V U S UNH, B T A& D
. BERICOWTIE, B THVE1% Y L i— A & )
— VIR (3:2) &, AKOBEREE THVS1% Y Lk
—7® b= MU RIE (2:3) OARIZOWTHFT L.
SA, AKMHAOUVIRIHER TIX, 2 & bR TH -
=73, CYMHH A OCDHHIZETIIA Z / — WRIRD ST H5CY



Y

PRERERSHETE . 22T, BEHIZIZI% YD ER— A
&) —ViRIR (3:2) #HWAZ L& LT

2) W2

CYIICDM & AW 5 Z & C, R LT5Z &<,
FEAEVRIR C25 pg/mLE CHIEST 5 2 &N TE . £/, UV
g A BN L, BT LA, BEMHZEXDHZ L4<
SA, AKZEE L CHIEST D2 LN TE (HPLCZ v~ |k
75 NI Bl

2. CYDXEHL

1) HPLCHARBATAIE DF5HRL

CDRHIZRHZ £ 2 CY DRI 2.5 ug/mLTH VD, #H
W) D E BRI T % 50.005 g/kgE THIHT 5 72010 1%
BTSN A D 72 < & BEGIRT 5 BEN D o7, Bl T
VRIRBERI R 2 7228, B9 2 2 L9 5 72
DIZAENXEFFH S — R U > 2% OB IR OB,
FERTIEICOW TR ETT- 12

CYIZ AN VA FFOMBIEME TH Y, 1T DI, 2
AT — Y v VICKEBICRE S, WHikE &
T DR L AR, B A — ) UL
L CHRifa A1 4 > 22#aoBond Elut SAX, 33[&1 A4 L AZ#am
Sep-Pak NH ,, 7R U = —-X—Z D 0asis MAX } (*Oasis WAX
D2\ ZpHZE L LI-CYIRIMENT MR EZ AW Lo L 2 5,
WO — Y v P H10~20 mLOART TCYRIFH L
Jo. TR, BUSMNEPOEAT N U U AL A A
FA~OCYDRFETT TN D70 TH Y, Z Ok kY
T LEBRELRVIRY, A 433 #mE— NI X DR
AHETH T, 22T, WL SRR v —_—2
DWHEFZ T T 2T H0asis HLBI — b U » DIZ L 5 k5
TR AT, FHREERIEDOCY 2 — N ) v DI SR 5 7
B, BIIME ORI 201 mol/lLE L= & 2 5, 5%Hk
F MU U AEFBIINE (25%RHEE A R0 g&50 mL
BTN CENT LIZKF) THLCYZ DI T2 2 & T
7. YRIEHIIOKS mMLASERA T, ERLLEIT O L CYMR
LTLENT.

Fig. LICCYAEAERIL K O'CY 2 U L 72 FEZ ASDHPLC
ryaw 87T NER U WEESRIEIZ T LR
KM — 7 DRENRREETIED 50, BRBLACYRIED
Wi L X7 e o Tz, CYDRHIBB IR IRE & LT
0.005g/kgTH Y, BIURERELHD LN TET.

2) LC/MS/MSFRRBRAIR DFRRL

QasisHLB# — kU » I L B ClE, HPLCZ v~ |
77 MOSTUBORMEE— 7, FICERA A OE—0 %
SERIZRET D Z LT TE e olz. LCIMSIMS~D A
FRBIAR E LIS DICERT A2 0ENH o7, £ T,
AGRIDBGA 25— R Y » I L D RERE O &
To7=. AWi=odixMaxi-Clean IC-Ag (ZZH#7£0.5 mL)
T, K3mLTarT 4 a=rF L=, OasisHLBY —
MU TR L ZHPLCAICYRABRA T4 mL% At L7,
NaF A F AT — R DICERRE R, CYIRR S

& % B & 4 # 59 2008 131

L2 FiHT A2 Lo h, FRHEZL ML SHE LT
CYREANE Liz. ZOREF, 3mLLBEOFHKDOCYIH
INRITIT WL EE B ThHoT2Z D, HIDICHE L
2mMLEHET, Y OFE 2 mL% % L CLC/MS/MSHICY
AERIRIE L LT-. Fig. 2IZCY R TR LT % A FBHTINED
Oasis HLB & U’Maxi-Clean IC-Agh — U v 2 L DL
BOHPLCY u~ + 7' T LER LD, 1053 LARE DM
— 7 ERBRETDHI LN TE.

Fo, ZORBIICORETLIRNThH o7, IFEAL
ORMTIIMBE L RS0 o7, FLFREO—HOR
i CHPLCACY RBRIAIR & 1E AR, CD KX < <A T RIC
KU Z hLEEEE L2, CYORBIFREILIIC 2> T H il
EFRER LIV ETERLRNWEWIBESERRE LN, I
B O A EARRITH D Z LICENT D EF
Z BN, =2, HPLCHCYFRBRYANTL CIXCDHIE 23 K &
723BE D B LCIMSIMS I CY sER VAL & R D RS A 1T -

X ClY L
i !

T
g I

0 5 10 15 20
Retention time (min)

Fig. 1. HPLC Chromatograms of (A, B, C) Sample Solutions of Su-konbu
spiked with 0.2 g/kg Cyclamate, and (D) Cyclamate Standard
Solution (100 pg/mL)

A: Not treated with a cartridge or not extracted by solvent
B: Extracted by solvent with ethyl acetate
C: Treated with an Oasis HLB cartridge

3. DUD ML

BHTIMK A HPLCIZ BB A L7256, RdmoFEIC X
- CDUDETIZHIE DR & 72 23 e — 7 B LT,
/IEB 1T, SA, APM, AK, AL, DU®DSHEH Mkl 4 R IC
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CcY
!
A
!
B
—
0 5 10 15 20

Retention time (min)

Fig. 2. HPLC Chromatograms of Sample Solutions of Kim chee spiked
with 0.2 g/kg Cyclamate

A: Treated with an Oasis HLB cartridge
B: Treated with an Oasis HLB cartridge and a Maxi-Clean
IC-Ag cartridge

<

0 5 10 15
Retention time (min)
Fig. 3. HPLC Chromatograms of (A, B) Sample Solutions of
Su-konbu spiked with 0.2 g/kg Dulcin, and (C)
Dulcin Standard Solution (20 pg/mL)

A: Not treated with a cartridge
B: Treated with a Sep-pak C18 cartridge

T A Z 2B E LA A _XTRELECI8— Y
v VEBVAFERBE LTS . LAL, DUDHTH
WE, A4 XTI L7 THCI8— b U v VICERFF &
oz &b, CI8FEE D/ 72\ Sep-Pak Vac C184 — b
U w DI K ARBRIFIEICOWTHRE L-. BERIRITAK DS
THEHAF45T, 0.02mol/LKEE{tF FY U AR A Ve
LA, KM — 7 BEAEICHRET S L TEZ. Fig.3
\Z DUEHEVRIE K ODU A RN L 7-FEZ A SSOHPLC Y 1<
7T hAaR L. DUDKHIBRFUIREIFIRE S LT
0.005g/kgTH V), BAFRRRE & HiEWEIC L D HEBOD
WwWra~w NS T LER/LZ LN TE.

4. FINENERER

HOENUOREHEREZER LTV WD L 2R L
T, BEZ AL, LIRET, Yvdh, YVa—RA, Ti—
ViR, VAY—Y—RA, 7 vF—, FLAFOWEOE
FZCY L UDU%0.2 glkg & 72 % KX H IR L, ARIEIZHEN
FIGRER 21T - 72 (Table2) . 72383, FLAFITHOWVTIT,
BHTIMIE % Oasis HLBY — U » U CHUELL, X 5IZMaxi-
Clean IC-Ag# — b U » U TR L THPLCIZfE L7z, 7%
B R IICY A396.1%, DUZY96.7% & W3 & BLAT 7 s
Bon-Z Enn, KREIExORMIEHTE2 DL
Bbons.

Table 2. Recoveries of Cyclamate and Dulcin from
Various Foods spiked with 0.2 g/kg each

Recovery (%)

Samples
CcYy DU

Black hoshiume 93.8+21 924+1.1
Su-konbu 98.1+0.2 959+1.1
Shiba-zuke 979+1.1 96.6 £ 0.6
Strawberry jam 96.5+2.0 95.1+£05
Juice 98.2+17 99.4 £ 0.7
Canned fruits 954+24 94.0+24
Worcester sauce 93.8+3.1 98.6 £0.7
Cookie 95.0+4.4 99.5+22
Kim chee 96.1+04 98.4+1.7

Values are means + S.D. of three trials.

5. LC/IMSIMSIZ & &R

TN L 72388 2 FAV TLCIMSIMSIC & B iR IE Dt %
1To7=. LCEAFIECY, DUL $,C18 T 4% W= iiFH%
DOEWEIEZANE Z & & Lz, MSIMSIZ L A HIEIE, il
SRMAEMITH D Z L) SProduct ion scanningiE Z U, A HE
mmERBINDERINTZT B LY M A D~ AANRT |
NERIET D ETCREZIT)Z L& LT

CYNPBEMEMETH D Z &vh, HPLCEEIHRIZ X — 2
& ) —RREH, 43 blic=v s fex7L——o
F oAbk (ESI) OAXFT 4 7TEH— RERIRLIZEZ A, M
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—H] O T v A TFA T EBET D LN TE .

—J7, DUDHPLCEEIHIZ S ¥l — A ¥ / —/WiRIKR%Z
7o& A, Cl8h 7 A~DRFENEN-T. EZTER
HPLC L [Fl UC40% A ¥ 7 —/WiEREBEIR E L, 141k
R T4 TE—REBERLIZEZA, [M+H] "7 2 |
N FA A EBETH N TEZ, 22T, CYIZ
m/z 178, DUIIm/z181% 7V h—V—A A4 &L, Tua i
I M AUVEBET LD a—BE, 3 Vg rTx
VX —HOMFIZIT - /bR, Table LIIRT A A 1B
NixETH o7,

Fig. 41ZCY, DUBIEERRIED~ AANT bV &R LTz,
CYiIm/z 79, DUIEIm/z 10723 b FHEII 7 a X7 A A
»Thoto. HiIROF LFITCY, DUEF0.2gkgd 725 &
TN LT & 25, BREHARRORFIRER], ©— 27 IR,
VARANY MU, BEERROENLS E BB L.

5. 8T H B DO BRI T

8H H B OB —HPLCIZ L B RFH T o EE %

Fig. SICoHT &b DO 2E 2 Table 3125= L7=. NE, APM, AL
12 S BMER Lz D% AV, SUCHUIVGK B o g7k,
SA, AKIZSFZEH D HIENC L L 7=, SRR HBREHE, i
WLBR % BHTIEICHEA L, BHT4MIK 2 CY, DU, NE+APM+AL,
SUC, SA+AKDSHRARIZH T CTHRBRIARZ R L, HPLC
WEordaz & e Lz, RER20 g AREICK VBT L
RS SN DB AMERITE L £100~150 ML TH Y, 5%
AT TH e B R T 2. 1RO FEH#fE Tl
OHHEZ — ST % 2 &, CYABUMLT 5 2 &<
BN 5 2 & EOWBEORKE, fERIEICH~, 8t
BBt O S HTICET Akt EZ D72 < & B UBLLTIZ, K,
fE, BERIER &b KIBICHIRT 5 2 e N TE .

Sample 20g

100+

% |

& Cyclamate
Precursor ion : m/z 178

178

100

9%

107 Dulcin
Precursor ion : m/z 181

135

181

50 100 150 200

m/z

Fig. 4. Mass Spectra of Product lon Scanning of Cyclamate and Dulcin
Standard Solution (1 pg/mL)

pack into cellulose tube with 0.01 mol/L HCI containing 10% NaCl

dialyze against 0.01 mol/L HCI for 24 — 48 hours

Dialyzate 25 mL Dialyzate 5 mL Dialyzate 10 mL
Oasis HLB Sep-Pak C18 Oasis MCX
cleanup cleanup cleanup
I
Maxi-Clean IC-Ag Test solution Test solution
cleanup | |
for LC/IMS/MS
( ) UV — HPLC UV — HPLC
Test solution
| | NE+APM+AL |

CD - HPLC*!

Dialyzate 50 mL Dialyzate

Bond Elut ENV

cleanup
Test solution Test solution
RI — HPLC*?2 UV — HPLC

*1HpLC with electro conductivity detector
*2HPLC with refractive index detector

Fig. 5. Outline of Systematically Analysis of Eight Kinds of Sweeteners

CY:cyclamate, DU:dulcin, NE:neotame, APM:aspartame, AL :alitame,
SUC:sucralose, SA:saccharin, AK:acesulfame K

Analysis details are shown in references 3), 8), 9) .
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Table 3. HPLC Conditions and SPE Method for Eight Kinds of Sweeteners

HPLC conditions

Solid phase extraction method

Sweetener

. . Washing Washing .
Column type Mobile phase Detector Cartridge solventl solvent2 Elution solvent
cY NH, 1%H;PO, cD Oasis HLB H,0 50%MeOH
—MeOH(3:2
(3:2) (Maxi-Clean IC-Ag) **
DU C18 40%MeOH uv240nm Sep-pak C18 0.02 mol/L NaOH H,O 50%MeOH
NE + APM + AL *? C18 0.01 mol/L PBS uv210nm Oasis MCX H,0 MeOH 0.5 mol/L NH,CI
—MeCN (gradient) —MeCN (3:2)
suc*? C18 15% MeCN RI Bond Elut ENV 0.2 mol/L NaOH H,O MeOH
SA + AK *2 NH, 1%H;PO, UV230nm
—MeOH (3:2)
*1For the additional purification of cyclamate for the LC/MS/MS analysis.
*2 Details are shown in references 3), 8), 9).
F & B R IHTE D FAEEIZ L0, 8TEH BT O KIE 72 71

TS L7eCYERFHEMRNT 5 2 L EEOTT
BHEI DB L LT, BRES— R Yy Oa AN
TEBNTHINE ZFERS 5 FIEOKRG 21T 72, £72, DUIZ
Wb ARk DORRFT 21T o 7.

s B OB TEZ AV, BHTMNRORBRIZCY
T, WHRO0asis HLB — Vv 2%, DUTiZSep-Pak
Vac C18% Fv /o, WK OO AT 2 B 2FE Hokokt
%02g/kg & 725 X DTN L TIT - = HNENERER O
BRI, WINH6% EEBIFTH-T. o, Z
O OIFEIC X DR IRA U, SO & U C2RE ke
& $0.005 glkg T o 7-.

CY X U'DUDLCIMSIMSIZ & 2 FERBIEIZ DWW T b it &
1T, A A ABIIZCYIZESI (—) , DUIZESI (+) E£—
K% 38R L, Product ion scanningi% % vy, L&z v
B " A F D AARY MVIZLBRIEEIT- 1.

£77, BOEHE L7-NE, ALK OAPMO RIS H7E %
AEOCY, DUDO—EtkBiLE EbE T, ZiE TORML
A BATEICHE LI BB O Rt piE” 2oz 2
Tl Ll Thbbh, G HWE A RERNY TH HSA,
APM, SUC, AK, NEDSFE & f5ESMRIN TH HCY, DU,
ALD3ME A E DT8R HHE L L, T b E5RMITHT
THPLCIZ L W o+ 2L & Lz, BIT—HPLCIEIZ L D

bERLZ ENnTE.
X R
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Determination of Cyclamate and Dulcin by HPLC and LC/MS/MS
and Systematic Analysis of Eight Types of Sweeteners

Hiroko MATSUMOTO", Keiko HIRATA”, Narue SAKAMAKI”, Kayo HAGINO" and Hirofumi USHIYAMA™

Systematic analysis of 8 artificial sweeteners, namely, saccharin aspartame sucralose acesulfame K neotame cyclamate (CY)
dulcin (DU) and alitame, was partially improved. Chopped or homogenized samples were packed into cellulose tubing with 0.01
mol/L hydrochloric acid containing 10% sodium chloride, and dialyzed against 0.01 mol/L hydrochloric acid for 24 — 48 hours.
The dialyzate was cleaned up using a solid-phase extraction method with an Oasis HLB cartridge for CY and a Sep-Pak Vac
C18 cartridge for DU. The average recovery of CY and DU from 9 types of foods spiked with 200 pg/g was above 96%. Their
detection limits were 5 pg/g in samples. Furthermore, CY and DU were both successfully identified by liquid chromatography

with tandem mass spectrometry.

Keywords: cyclamate, dulcin, artificial sweetener, HPLC, LC/MS/MS, dialysis, solid-phase extraction
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