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a5 HRA T2 —F LAY
Method of Test for Sweeteners in Foods - Multiple Analysis
Log* el Af&®>2{" 9 & AP f4 (acesulfame
potassium) % 13 5-78 #f vk & (578 L "4 )2 %k °
2. WS D HRMEEFES 0 L Ap KA R B F R (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS)
AR S S IE IE
2.1, %%
211 jdn R A7 B TR
2.1.1.1. 33k @ 7 JFE 3+ i (electrospray ionization, ESI) -
2.1.1.2. %45 ¢ : Eclipse Plus Phenyl-Hexyl > 3.5 pm» p /£2.1 mm X
15cm > & & o
2.1.2. =% #(Homogenizer) -
2.1.3. 4§ A& F ¥ (Ultrasonicator) -
2.1.4. Hr 48 (Centrifuge) © ¥ 22200 xgre b 5 o
2.2, FE T ERE T AR 4T U BRAGER T FE AL g k(0
®IET25°CF 18 MQ - emyt ) 5 EE A M fia 47 ~ alitame
e #r = = (aspartame) ~ ¥ =z % ¥ "k (dulcin) ~ 4 ¥ %
(glycyrrhizin) ~ 374 & | = & & J Ak (neohesperidin
dihydrochalcone, NHDC) ~ %= #f (neotame) ~ rebaudioside A -
rebaudioside B ~ & @ A (&) &/ fE "= F 4 (Sodium
cyclamate) ~ #&:## 4 (sodium saccharin) ~ # i #%(stevioside)
% B #% (sucralose) & + 13578 ¥+ P * £ 5. o
23. BEZ HHE
231 ##¥:10mL~50mL% 100 mL -
23.2. g 2 15mLx 50 mL > PP -
2.3.3. JuiE 1 34420.22 um > PVDF#1 % -
2.4, @#m2 AW
24.1. 001 M*® padsin ik :
PP pa4e63 g0 M3 ok f# i€ =100 mL o 210 mL >
£ 43 g3 -k 201000 mL -
2.4.2.50%" p3i5 % -
P® AR500mL 5 4cd g5 -k i@ = 1000 mL ©
25 BE a2 A W
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25.1. BEApizRA "
0.0l M7 Fedsa i 2 @ AR 29 1 1 (V) B3l 3 15 » 1R
Wik BRI RSB ARRRA
252, ##4p3RB:
P~0.01 M7 Bhssipie 229 ERosl: O (VIV)E GR35 18 0 10 i
Wik 0 BRI TS B AR R B
26. HERR2Z AU
PoAR g T e A(R)RARIREE 2 B L 910 mgZ ke A
(F)F fpiepkdp 2 AEH A TR Y R0 5 B ) oo~ alitame »
F?’ 2o A ¥ ¥ %4 % % - NHDC ~ =2 - rebaudioside
~ rebaudioside B ~ & § #5% FiEE HEr #5210 mg -
ﬁ EALE 0 A B 50% T fRIR R A RS LF 210mL e i L R
R »AEFETT TR EFAREREELEERZRE S 110%
® FRi% % AR 21000 ng/mb > R R R -
27. ¥z
2.7.1. - ¥Ry
2.7.1.1. ety :
Rt HR 3 1> B lgo Al M50% T BRI R TR
2100mL> R £323 > Sp"Eimis 0 (TA IR R o B
% B 100 uL () » ™ 10%7 f A ik 2% X 1000 uL (b)
s
2.7.1.2. TRy ¢
Bt W7 308 (5 > 1o afT 0 B350 mLggs
? v s 4 25009 ﬁg,p,,i40 mL > q‘igg/ﬁ»%‘flfs/w\ SR
122200 xg#g .~ 104 48 > B~ Y TR AT R 4 ~50%7 B
%40 mL > 47 %ﬁi’;,ﬁlfk ISt N -,%-,,z » 1150% 7 fE
AR T F2100mL s FimtEEiRis 0 (TE IR AR P
i% R 100 pl (a) - 2 10%® i3 ik 2% 2 1000 pL (b) » &
etk i o
2.7.2. B gty
2.7.2.1. ety -
R AR 3 15 BOLg HAEFE T 150% T FRiB R LF
2100 mL> R &35 > SipiiBpis 0 B2 mLI g g
¢oode r e dz2mb oA R £ f8 5 1212000 xgELes 14 4R
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B R e (7 5tk iR Rk o Bofik Rz 100 pl (a) 0 14 10%°
pRi% it % 11000 uL (b) - B TF e o

2.7.2.2. FRLHH :

Feoo 40 250%7 FEiA 40 mL o Az kAR F15A 48 0 1Y
2200 xga s 104 48> B~ ¢ iR o A T E 4r ~50% 7 i3
AOmL > E4F ik B > & # 1 Fr o 150%7 B
T F 2100 mL > SiphEiRts c B2 mLIgre g e o
der e z2mbs AR & s 5 122000 xgaes 14 48 0 B
TR R TE L HRR R o PodkiR RUR100 pL (a) > 12 10% " f%
% T 21000 pL (b) > i iF iR o

28. AF TRk TR HIF

P v Rl 278 WG9 Wi R 0 A W £ 3100 pL (a) -
door 2 % 10~150 ul o 12 10%® f%% % 2 F 3 1000 pl (b) o
EEAT T RBESRB R RTAEREE AP AT B B ¥
Qﬁoﬁ%ﬁ%ﬁi%%&ﬁ’ﬁ%@iép%wﬁhka’
A w] g TF 2 10~150 ng/mL2 A F T etk £ A o
e Ap R A7 B T A 4 m aiE 2O

R +7 ¢ : Eclipse Plus Phenyl-Hexyl » 3.5 pm > p j22.1 mm x 15

cm o
KAt g iR & 1 30°C -
BB AR CARGBREMNT I RRER AT

P % (min) A (%) B (%)
0.0 - 0.5 90 — 90 10— 10
05—45 90 — 80 10 — 20
45—5.0 80 — 60 20 — 40
5.0 - 10.0 60 — 54 40 — 46
10.0 - 11.0 54 — 41 46 — 59
11.0-17.0 41 — 32 59 — 68
17.0 - 18.0 32—-0 68 — 100
18.0 — 18.9 0—-0 100 — 100
18.9 — 19.0 0—90 100 — 10
19.0 —» 22.0 90 — 90 10 — 10

#d4p ik 0 0.35 mL/min o
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A% t5pubo
£ i ? % /R (Capillary voltage) :
SIE a3 :4kV; ESIE 33 :35kV o
i %“-’ T /& (Nozzle voltage) :
ESIE 43 : 05KV ; ESIf &3 : 1KV -
§2% # 8 & (Gas temperature) : 300°C »
5% # /£ (Gas flow) : 8 L/min -
7% 1“ % %% + (Nebulizer gas pressure) : 45 psi °
i # B & (Sheath gas temperature) : 350°C -
i # o £ (Sheath gas flow) : 11 L/min
BRI HEoN 5 £ F & R (multiple reaction monitoring,
MRM) - @ Bl &+ ¥ ~ 24 7 & (fragmentor
voltage) 2 #id2 it £ (collision energy)%zr"ﬁ% °

= FIERE AT A P ViR * 2 REB R TR L
o

=R

it R
iR EIE
R E TR R
HREE R 2 AT T REERZRES pbo A5l ~ ki k
118 MEHRY o R28 KA el S AT et
iﬁ%ﬁ%@%%iﬁ?%ﬁi’éﬁ@ﬁ%ﬁ%%@@g@
Fwlz o FRTARE N REREY L aRE 2 5 £ (g/kg)

CxVxF
ALY 2 ek A 2 7 £ (g/kg) = BRI 10

C:d AF 7t RAE L AAH2 kR (Ng/ML)
V 4 2 2 484 (100 mL)
M: B a7 2 £ £(0)
F:#fgd J blatkw
AR S w B d TS BT 2% W \*E’K/% m
(=100%) > 7 37 4 Fl4eT™ -
a2 A (%) 7 ¥ F(%)

>50 + 20
>20~50 +25
>10~20 + 30
=10 + 50

C R AT 22 LRRIO MR fadr X 13591355 0.01 g/kg-



109 -9 H 9 HEZ &5 1091901745 57/ &5 T
MOHWA0030.00

2. AR B PRAR R LS T p AR
3= }gk :
Koyama, M., Yoshida, K., Uchibori, N., Wada, I., Akiyama, K. and
Sasaki, T. 2005. Analysis of nine kinds of sweeteners in foods by
LC/MS. J. Food Hyg. Soc. Japan 48: 72-78.
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A s A ot RIS PR 5 E £ b RIS Rk
A ¥ A H L
a2 cL WA SIAE i ssIP A 1
o . CAS # é‘i;\ % g (mig)> g BE Smas mn> © g_ AL
S N - X Lo = . At Lo T At E
A 4 3+ (mfz) ~ A 3+ (mfz) ‘N
V) (eVv) V) (eVv)
Acesulfame AN 55580-62-3  ESI 162 > 82 -102 9 162 > 78 102 37
potassmm
Alitame — 80863-62-3 ESI* 332 > 129 105 16 332 > 159 105 20
Aspartame fe 27 % 2 22839-47-0 ESI* 295 > 120 102 25 295 > 180 102 9
: fHime § % .
Dulcin (4 ) 150-69-6 ESI 181 > 108 102 25 181 > 136 102 13
Glycyrrhizin 434 1405-86-3 ESI” 8214 > 351  -240 48 8214 > 113  -240 60
Neohesperidin S L
dihydrochalcone " 5? 20702-77-6 ESI” 611 > 303  -226 33 611 > 125  -226 49
(NHDC) - LR
Neotame Py 165450-17-9  ESI* 379 > 172 102 21 379 > 319 102 13
Rebaudioside A~ — 58543-16-1 ESI” 9654 > 8035 -190 28 9654 > 6414 -190 72
Rebaudioside B~ — 58543-17-2 ESI” 8034 > 6414 -270 56 8034 > 317  -270 68
X (R = i
Sodium cyclamate ?ﬁj N 2 (F)R PR 29 059 ESI- 178 > 80 135 28 178 > 95 135 36
T 4
Sodium saccharin & # 4 128-44-9 ESI™ 182 > 42 -160 28 182 > 106 -160 17
Stevioside i 57817-89-7 ESI” 6414 > 479  -300 45 641.4 > 317  -300 49
Sucralose a4 56038-13-2 ESI® 414 > 199 102 9 414 > 216 102 5
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1.84
] m/z 162 > 82
] Acesulfame
o |
15 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19
a5] 292 ) m/z 182 > 42
] || Saccharin
0 ] .
15 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19
3.43
] Cyclamate m/z 178 > 80
ol
15 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19
7.15
.| I m/z 414 > 199
i | Sucralose
o | ) L
15 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19
7.56
6 m/z 295 > 120
1 Aspartame
[
15 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19
25 8.05
] m/z 181 > 108
] Dulcin
o 15 2 3 4 5 6 7 8 - 9 10 1 12 13 14 15 16 17 18 19
8.63
25 m/z 332 > 129
] Alitame
0~ \ —
15 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19
15 1258 m/z 611 > 303
NHDC
o]
15 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19
13.49
16 m/z 821.4 > 351
1 Glycyrrhizin
o .
15 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19
25| 19 m/z 379 > 172
. Neotame
0 15 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19
16.63
16 m/z 641.4 > 479 ‘
] Stevioside
o]
15 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19
5 | 16,73
: m/z 965.4 > 803.5 f
D: Rebaudioside A
- 15 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 1% 18 19
25 18.76
] m/z 803.4 > 641.4
f| Rebaudioside B
o 15 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19

Time (min)

Bl ~ 11 LC-MS/MSA 17 i A I fia 47 % 1357 2 va %115 8 52 MRM ) 3¥




