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BRFRY IAR— NEDOHATEEER L OLC-MSIZ L ARHEREOHKR

B0, g TR, m I 3L

e

B TR, BRA OA T, MR
o W, A KRS BROIE Y R

FHALAITH DAY Y — 1 (PS) OB T /HIES20084F WM X7, WAEIIRE TREENZBEMTH
2T EMD, BIENEAZWERE L CRA TEREZE S LA HPSHE O E &L 2 /FRk L.

PSHHIT, &dnZ PRSI E FV, 4 oBEMEEZBIE L2 FIETHIEL, SV 5B L 07 VI F-BOME
PR 7 22 AW ORI L CGREBHR A ERL L, bk TERRBREZTo 7. MRRBRIL, @AEOEMIHE- T
LC-MSTCHtT & 4T o 72, BMEMLERERICSW I, fRERMY TH HPS20, 60, 65, 80K ORFFFIUINY) T & 5 PS40,
85D ARy % B 10FEEE O N T TS RN L CE BB & fead it 2 9206 L 7=

ZORER, PS80%& B NIZ0.10 gkgZ RN L7z & & DEULERIFS2~95 % TH ¥, WAL R SNTzEIEE & 12T %
DFRERDBBTEONT. FT, HEPSEARNLICI0BEOR NN D, IRIMSIZPSEEZLC-MSYZ v~ b 77 A L CHEEET

HIZENTE.

F—U—F: ALY, TR, NI V_— MHE @ik w/iksa~ s7 7 7EBSE

Xt ®»

FULAITH DAY V_— MELT, PSEMY) JHARELE
(PS20, PS60, PS65, PS80) L P04 12 /EA T84 3
BB & U THITZFFRI L, IRIEWIN L& mIT st LT
RMEIZPSEOE AL ZRE L, A PPSERAREE
WEILIZ(UATF, ke ) D0 Lasl, @aniE ik
R OREENT I 2 AR, A —7 00 T MBS
%70 ERRAE TRMNEMT, MEE2 BT 5 2 L 3
Tholz. 22T, REEBONFIERNZEMNT, Bk
TABA WD LI pill Bk 2 et L. el cd 5
AFRIE OPSE S AT rl RN T 5 PS40, PS85& NN Z =4
ih P OPSEHGTEEH O s L 2 E Bk L OLC-MS & v
T HERRERERIEIZ DV THRE L7z D TS 97 5.

E BR F &

1. A&

1) BHEM

PS8OIT Al (k) H (MiFE99%LL 1), PS6SITFmLAidE
T2 (Bk) %, PS20, PS40, PS60, PS85ITH b3
() #E 7.

2) AK

HA TR 2 VN, 72 L, LC-MSHBEIFE O
UV A & ) — VB LOERIFHPLCH, Kix, K
PUE> 18 MQ « cmDBHiK & vV iz,

S TEAH (T RN T v 7 5A)

3) HEEEIR

PS 100 mg% EREICE D 7 mu X X AR L CIERE

12100 mL & UESEREREZH- L. Znaeyrnm
v AZ TR LT, 0, 10, 20, 50, 100, 200 pug/mL®
WiRZF L, MR & L.

PS 100 mg#% IEREIZE D A ¥ J —/UIZEED L CIEMEIZ100
mLE L72bDELC-MSHIEMERIKE L. 2k X%/
—)VIZERH L0, 1, 5, 10 pg/mLOLC-MS FIEHEK % i
w7,

4) Rk

AL B F L« A% 7 — (19:1)

TR IR L MSKFIS g, TAVT VEET
YE=U LS50, BT MY T A10 gll KA Z T250 mL
L L7

5) EMEMHI— R D) o TVH T A

U T NH T A : Sep-Pak®Vac Silica (FEEEE1000 mg,
WatersftEH)

T V2 FH T A : Sep-Pak®Vac Alumina B (FEIE 1000
mg, Waterstl:Hil)

WY, EHARNCERR=F LS mLE AV T 4
va=mr 7 LiEboE AW

2. Rk

WMENGRBRIZ, Ry hr—FI v 7 W, b= bFr T
Yo, BERA=F, IR, Faal—h, sVU—5
PRI oF— TLUF KLy T, aFaVyl,
aaFf Y INT, KEOIOEMEAWZ., Wb R
HANTHEALZHRLTHD.

tORIERE L 2T v 2 — R AL R S N AT ZE R

169-0073 HUAUER BT X I AHT 3-24-1

* HUUEMERE L 2T v & — SRS R L AERR AR (4 )

190-0023 HUEUHERSE) | HL2I AT 3-16-25
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3. RBEIROFH

1) #

R PUEE A RN ROEE)

BB LT-3BH0 g& 2T v L ABIRE D F A F—T v
7 (200 mL) 1Y, ZAUCHIKEREET N U U A20 gd &
OHHHTABE70 mLA& N2, 8000 rpm, 57yMAE A1 XL

7. EEEARAHMLF AT Z 223 (300 mL) (2&0),

FRIE IR BE70 mLZ& %, 8000 rpm, S4yfdAE VT A
A LTz, NEMOETEARABL, A EOFKEZ b
RIECUEV AR, e AR T T A2l &2 TOAREED
b Oafitike L.

(Z DO DEE)

Kb L= g AT LV L ARKRE DT A P —H v
7 (200 mL) ZERY, MoKFREET Y v AZINx CHEE
LIAVIREEZRORRE DR (20~80 g ) ZNx7/=.
HIAEE130 mL&2 %, 8,000 rpm, SMIAETF A XL,
FEEARAB LS AR T T 22 (500mL) ([2& -7z,
FRIE RS0 mLZ& N %, 8,000 rppm, S55yf7AE T
A XL T EEZARA BT 28BELZ2ETT o 72, AEHO
ETESB/ABEL, A EOFREEZHHEL THRUVIA L,
FDOF AT F2A2ZETO A EELETZ S OHHK &
L.

2) FE

IR % 40°C CIRUERZE L, FRCMIEDNEE T 25613
FEF A PR T2, FRIEICEEE = F 110 mLA N2 CHE
L, VRBP4 75 A 1B E S E AWV CNEY)
EOWMSEE. ThEV VSN D T MIERATTL, i
HIRIZEE T, F AR 7 5 2 a0 s = I L
10mLEMZ CESIRAEL, Y UBTFADT ACEEATR
L, MEEIIwCr., YoFro—51 -k ) —L (9
:1) 20mLEF AR T T 2l ATV LEb D%
EEAVTIESL, MERIIE TR YZar A xR
&= (2:1) 10mLEF AT F 2 a2z ATy
Licb O EEAWTHEH L, WHIREROT A7 T A2
(50mL) (2& Y, 40°C CRUERLE L7=.

FRIEICHI = F S mLINZ CIREL, T T 7T A
WCEBEANL, MERIIE . FA7 7 2 a0WE% 3k
NTHIB=F A0 mLINx TELIBEL, TAIFTHT A
ICERAML, MERIZE TR BT L A& ) —
(4:1) 20mLEF 27T 2aic AndEHNLzb 02 M

WTIEHL, WHREROF A7 Z7 A2 (50 mL) (2&0,

ACTTIEHE L. Y7 uu A X 10mLa ERECIZ
TR LT b DOZEEHR E LTz,
3) REBE

10 mLE D BT A8 L ICEEHES mL& IEfEIZ &,

ORI mLEMX TERL, SHMIEE 5 L. 3,000
pm TS O L, REEZEBT, Yr/rrx X U Eirlt
ERRBRIAE L L, 620 nmOWLEZMIE L. 723,
T AR P YT O e i T B DU L 0 WA, M
FAFEBHAN OIRIE L 70 D X O IR EHRE Y 7 ua XA ¥ 0 CFy

W, [FBRICERELT.

4) LC-MSFARBRIER DR
AEHRI~SmL%E &V, BUERMER A & 7 — /L CTPSIRIE
ELTIO ugmLRBEDORE L 2D X HITE»L, AT T
VT4 NE—TAHEBLELDELC-MSHRBRIEE L L.

4. FONENSERER

INER D B GRAR AR D2 A SRR, 3FHOMEEIZ LY,
FRER S G PR (S Y U 72 5 36 CHS MBI R BR % 20 L
=Y. bbb, OB BHER DR HEEE
TR ORI & DHFRIEZATV, B D o0& A,
LH2EIAT 2S5 AN L, [RIER, OHMTREEE, =EPIGE
RO

PSHHOTEMH 23R4 & L, 10701 T & 52 PSEE6
FEEEZBIMEICTIN L CE R il Eii L. &
R ~OUSHIEIE, 0.02 g/kg, 0.10 g/kgD2RIE L L=,
BARIT, WL RE—EOPS 2R & L C/ERL LT,

5. %@

SyJCCEEEE © HSZU-2000A%, HSrZU-3310%, HiZU-
3210 % v 7z,

LC/MS : Watersft#Quattro Premier XE% 213, Watersth:
flXevox 15 V.

6. LC/MS4{t

717 A : YMC-Pack C8 (2.0 mmx150 mm, 5 um, 30 nm)
BEE : AT : 0.1%FH8, BiR : 0.1%XBR A ¥ /) —)b
HEARE : (A :B) : (50 : 50) — 5 min — (30 : 70) —
25 min — (1 : 99) — 10 min— (1 : 99)

BT KRE : 40°C, Wi : 0.2 mL/min, JFEARE : 5L
A A Abik  ESI(+)

SIM% —%7 > hA A2 (m/z)

PS20 : 1249.74, PS40 : 1305.81, PS60 : 1333.84
PS65 : 1866.36, PS80 : 1331.82, PS85 : 1860.31

BRERERREE

PSIE, Y/WE b=V OBKFEEM THD Y L E X /T
ENiEENL, 3 FT AT AR LTELND YL E X U5
A= AT M2, =F LA Fy ROKR05F(NES L
THELNE. AT NHEST IR OFEE & s X v,
PS20 (Z D VU Wk, 1537), PS40 (VLI F VR, 147
1), PS60 (A7 7V P, 1437), PS65 (A7 7 VU Uk,
3%37), PS80 (A LA v, 1437), PS85 (A LA U,
3T B, Whb, LiidELTHRAMTHY,
PS2003 i bR E <, PS6SA I HIKMRIETH 5. BE
I TOFIMENLERRIT, HE O @RS DR
5PS80% AWV TATHON TV DA, Alal, Erto6fEOPS
R E UCRBEAMRF L, WINENERZ1T 7.
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1. FHEEORF

WEEOMHEERED, FUDICKkE~T YU 2L TR
%, 7B F=RU -~ o 2% —)VRKRE W
THREVTA XL, mLOHEGEO~T Y8 L REOR O
R E 2R E T 2 EEE2ETTV, PREE & bET
HOENFFTHRE L, BT /L ERER IR
KTHWHET D HETHD.

BIREFRGAT ORI R A — T Z@ENE TR L= & %, |
BB o TG a0, TR TG E R b -2 7
O, TREORBSKNEECH o= £, HiRe— &2
W IR E K COWEERIco~v LY g U ETBRR L Tk~
SEENHEE M b BT,

HHBREOIEL D72, B L OFEE WY, +
bbb, RihEEOKEEET MY U ATHAKE, EiicTI L
< AZ ) —VIRIRTHIN T 2 5k L L, PREERER &K~
S OEIERZ TR LRI & T, TREOHBD & EEEN
mEL, SHREOEMEATRE L 25Tz,

2. BEREORE

BENETI, WEMETAI SO BT LET T D
ZOVOERE A — U v O T A E AWz iR o
EEEH LTS, =700 F MIMERICHRR 2L,
HWABEOEREN L RORENRH L. £, BIEHIC
BT LEPNHEEVTBH DT, —F, BT LML DRE
WETOTICRAICEAEELITo72 & &, By kY
B L UGS U TPSEERIEE T HIMOE AR b
728, BRBMEIARAI K Chote., I T, AAHEIASA A
BOHIKE A —7 7 T LOERF# OB A BV E L,
U AV ESEHEMET L R OO AR —
MU U T AEFAGD FHEEPS80E L U b RIEDK
VNPS65 D217 & IV THRET L 72,

AN D OHPLCIEIE, YU AT — ) OB T %
AWT, YE=Frz—7 VBl VEFr=—F )L s =X
= (2:1) RIETHEHEE, TEr=RF)I L x2F ) —
b (1:2) RIECPSEHARMT2E&M4THS.

Pes© : BEE— /110 mL

WHQ* : voFrom—5) e X ) —)L (8:2) 20mL
Peig@* : VxF AT —F )L =X J—L (9:1) 20mL j

PS65, PS80DEHE~ T NIRIRZ BN U I 7T T
LA LT, Pefisiis X OvEHB 2 et L= iR %
K1ZR L. PS65&ET L, Hifg—F /L CHftk, Y=
Frxz—T)b - xF—L (2:1) RiEZEBIEZED
AlEE A EDPS6SHB AT AnbiiHi Lz, (8:2) IBED
WA H T BTAR LI34% NI L, (9: 1) BiKO%
A TIXPS65, PSSODT AFBMIFIFEEMEFFINTZDOT (9:
1) REEHRALE.

UL, ZORMTHESEE, 7= I =X ) —
N (1:2) RREEHEEEE LCTHWE= & 2 A, PSEHME
WNoOBmEA—THBER CREAaN RO, 22T, &K
MEME DT1 7 DD OB E S 372012, &0 KRk
A OER ARG L., Y Z7am A&y« A% ) —)L
B Z W TRUEZRFT LR, oy 7 oo 2
B DEIENE L, D OPS80F L UNPS6SHEHEH DAL
N95%LLELZB (2:1) {RIREHRA L.

LL, ZU—2% 2 K7 od—%2REE LTHWES
&, YU BTN T KB L DR CIERBRIRTRICE V
NEUTZTZ0, TIVIFT I T AL DBER-OEBMERST L
oo TIFT AT LAOMERREZ KR L., Big—F
JUCIRED LTZPS80% TV 2 0 T LA, IR
ELT, FE—T L - AZ ) —1D% (2:1), 3:1),
(4:1) BHEERNZEE, DTS EIERIT80%LL E5
Lz, UL, PSEIERMDO V7 U —2H 2 K7 v ¥%—
HHIRIZPSS0Z RN L= b D2 AR L-EE, 1),
(3: 1) IBETIXI00%E B2 HEILER LD, BERE
WENSRETETWRWEEZEZ R, —FF, 4:1)
BiRE WL &, BINEN8S% TH Y, AL OHEH
WA LIRIERBETH o712, F72, PS65E AV L
X HLEREDFEENGEONT-DT, WHIAEOLRIT 4:1)
L L7

BTN HTEET NI T HT LAOHHIZELY, PS
FIRRINECEL ORE R OBTE MBI X 23 AT R E <
T 52 ENTET.

O Ppses
H PS80

W rman XL s A% 7= (1:1) 10mL
W rmn XL e A% 7= (2:1) 10mL
WH** . rnmn XL s A% 7= (3:1) 10mL

W
W
——

o . R L 10 mLYEH L S0 0 20 40 60 80 100
bo AT, BT 10 ML £ R T B 5 RS Y OV OPSFILEE (%)
T—F X )—)L (9:1) LLTmLx

1. Sep-Pak®Vac Silica? P4 $s & VA LR O St
AT 45PS 5,000 pg
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PSSO #EK % £4 Faf
(5,000 pg)

7V — A%y R »F—iHikic
PS80% 5,000 pg¥iin L 7= % D & Aff

Wifg—F/L - A%/ —/L (2:1) 20mL

Wil F L« A% 7 —L (3:1) 20mL

Fife=F L« A X ) —) (4:1) 20mL

100 150 0 50 100 150
PSSOD AL (%)

[X2. Sep-Pak®Vac Alumina BO S5} « ¥ HHHGRELARE A3 £ fl HERORS B D RTINS~ ME 3 5228

3. WINENRERER

20 % 3FA OB EE AN F— B PN2[alEE v K LHEIE 2 S B %
B L7 fERICOWT, B, WL 7ZPSEORERR L O
ZOWREFNZEUCE, FHTHEEL XL OENEE A RES Z
LIk, #I1-1, 1-21TRLT=.

0.02 g/kgds & TU0.10 g/kgliSI DA, 10&H2ETIZOWN
T, DT EEIZ 0% DD BN RS FE 1 5% AT O FE 13,
IFEE ST,

108 5B 1T B ESINE0.10 g/kg DA DPSSOD[HIIT =R 1

51.5~94.6%, 6fEDOPSIHDEIINLHIL50.8~103% Td o7z,

Z DFERIL, PS80%0.10 g/kghiS L7= & & OiBAEIC RS
NIZEIRTH 552.8~76.2% L 1EIFFSE EE 2 B,
By br—%I v 7 AW, MEA—T, Faal— B
W CEBEILER MK D O R T - 7=

HENEO ERERFUTFE Y 3 2 IINE0.02 g/kgDEH DPS
HHOFIE DRI ERIL61.9~150% TH 7=, aF 2% D
FEUCER120% 5 B 25608 H - 7.

T2, TRTOEGRNREOWSEE DML, iR
T3 50.02 g/kgfl Y DSEE DL F T D Z & HHER
L.

4. LC-MS% i\ e s ik Okt

F B BN PSEHORREE 1 RS 9" S IR L 7= & & DBk
IR X OIERINGE O RBRIAIR 2 LC-MS & -V TodT
L7z, ZOMREO—EHTHDH T 2V ¥ DLC-MS/ 1
~ 7T AERBIZR L.

PSYHGTEYE & 45 % 0.02 g/kgs 10010 g/kg ¥R L7210
FREHO B TICOWT, PSEIREIORBRIAG NS 7 v~
77 L BTN U 7 PSEEYESL DRFFRE & — B o v
— BRI D ENTE . Fio, EERINEE 5134
PSEHEML & — T A — 7 2R Lo 7.

Wt L2 10800, WSO EE 238 B oo W ml GBS SR
BT, RRBRIEE, @S IEER%ZEEZ LN,

* & »

B PPSERBRIEICOWT, WEEDRTLERERIE % &
BURETEREZW S U EERBRIEE ER L.
1080, WRINEEEIC X 2 AR IEOFINEIIGER &
Fhte U725 R, EPSHEOUINEO.10 gkgDIGE OREIILE I
52~95%Tdh > 7=, WHIEITR S7-PS80%0.10 g/kgiRn
L7z & & OREILRITS3~T6%ThH v, 1B L7 BRIEIL,
WAEIR SN2 EIR S FIEREOREENE SN, *
72, BPSEABIMUIZI0FEEOREMNG, IS H7-PS
HELCMSOZ u~ b7 A ETHRET DI ENTET

AFFEOMEE L, FH48mlI REMAE LB HEDES
(20114F11H) THREL.

Fio, REFFEO—IIL, FR22FEFUT AR AL i)
[BOZAE - OB REET D, Ao RE .
BRI % O E B BRIE BT 12 4R 2 RINIEIIN SEBRZERE )
&0 FEht L.

X [

1) JEA G5l 1 S A 5 Ry B 22 A S vk A R m
MBS ORI SHTE] OYBIEIZDWT” SR
20424 H30 H B2 385504300015 (2008) .

2) IR SE, BT, mAZAT, it BARMLFT
45K, 15, 122-128, 2008.

3) BE TR, RS, AR, ft: A ARSMETS
458, 15, 129-134, 2008.

4) JBAGE EEE SR ELZEHERS ARk
BT 2 REEICEAT 2 BRIEO YR A KT A
NTONT” ERRI9ETLA 15 A B2 3 H 1115001 5
(2007).

5) MR, PEGE, RN, il B
#, 59,137-142, 2008
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Improvement of Detection of Polysorbates in Food by Spectrophotometric Quantification and Confirmation with LC/MS

Chigusa KOBAYASHI?, Hiroko MATSUMOTO®, Yoko KASUYA®, Yukiko YAMAJIMA?,
Hiroyuki MIYAKAWA®, Tetsuya SHINDO®, Yuki SADAMASU?, Shoichi TAHARA® and Yoko UEMATSU®

We developed and validated a method for spectrophotometric quantification and confirmation of dominant molecular species of
polysorbates (PSs) in various foods. The method for detecting PSs in food was notified in 2008. We improved this notified method
with the intention to reduce the processing time. The alumina open column specified in the 2008 report was substituted with a
solid-phase extraction (SPE) column, and 2 types of SPE columns (silica gel and alumina B) were employed in series. The targeted
analytes were 4 kinds of permitted PSs: PS20, PS60, PS65, and PS80, which are used as food additive emulsifiers, together with 2
unpermitted PSs: PS40 and PS85. We skipped the liquid/liquid extraction process by dehydrating the sample prior to the solvent
extraction. Since PS65 and PS85 are less polar than the other PSs, extraction and cleanup solvents were investigated in order to
extract both polar and less polar PSs. Each PS was spiked to 10 kinds of foods separately, and a recovery test was performed and
confirmed by liquid chromatography—mass spectrometry. PS recoveries from foods spiked with 0.10 g/kg PS were in the 52-95%
range. This was similar to that indicated in the 2008 notification.

Keywords: food additive, processed food, polysorbate, colorimetric method, LC/MS
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