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2. W R

7-]& BT iR ‘1% A vy B ow ‘:':' ﬂﬁﬁ'@" N Bg éfﬁ(acesulfame
potassium) ~ #%&:#% (saccharin) ~ ##5 (dulcin) & 3% & 2 (X))
w5 B Bz B% (cyclamate) 3 ok B 2 A By o

5 2% A48 & #7 7% (high performance liquid chromatography,
HPLC) -



FEAL N fiad? ~ B2 AR

* B ORAR A ATIR] R

o K- EMEAHR IR A E£230m o
- BEARB R
o a2 0.2%BHERI R 1112 1 88 (VIV) 2 v HiR 5
IR I o

o BEApiniE ¢ 1.0 mL/min o



Fe A (R)R IR

© B OOURARA TR LIFE R

o K- EMEAB IR I A ELE314nm o

o B ApiBR P E0.02%BREA R 4T 1 3
(VIV)Z_ v IR 5 0 3R B R

e #HAp i ¢ 1.0 mL/min -
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§ 57 AR %2 ERE%HRD 2
11LC/MSIMSH* &t/ f 3+ § i (ESI positive /negative

mode) ™ MRM#:-: - FFe R &

Acesulfame
potassium

Aspartame
Cyclamate
Dulcin
Glycyrrhizin
Neotame
NHDC
Saccharin
Stevioside

Sucralose

B #% N BS 4F

] £ & 3
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HEE
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I’ “i“é v : “Q
Sample ? A2 iﬂ?olﬁrtn?ﬁ’f/ i (rfkiRA) —}:
J %H.(ZZOOxg) \ T ik P %
T
5
l N
50%° f% i, 5‘%‘7‘?@ (1= % B) l
10 mL BT \ ST e »{; =
SﬂmL
— /‘z'l:'/’;é (‘](QHQC) .
5099 ’ F ik
omL  EEEEES N o l

LC/MS/MS



%KY 1R T L

Samfle 10 g
50%° f%i3 %
€ % 250 mL

l

CERPE T

0AY BE % -~
5500 pl T A50% B% % iR

\1 / 500 pl

LC/MS/MS



RAPR AT P BRE P 2

Column :
Agilent Eclipse Plus Phenyl-Hexyl 5 um 4.6*100 mm

EZULEE .

A:10 mM EES K BR[| e | A

=9 1 1(V/V) (min)

B: 10 mM FIEEHK AN ¢ Pl =l O | &

1: 9(V/V) 3 80 20

Flow rate: 0.8 mL/min 6 60 40

oven: 30°C 12 20 80
15 20 80
15.1 80 20
18 80 20




W TIC of -MRM (20 pairs): Exp 1, from Sample 27 (1PPM) of 20111212.wiff (Turbo Spr...

Max. 6.3e4 cps.

Neotame
6.0e4 -
= e I
ot BT AT
NHDC
o 4.0e4 12.74
2 3.004] Cyclamate
= 2.0e4 - o _
..Saccharin Aspartame Glycyfrhizic acid
Hoe AK }\ 1, | A Stevioside
00! IR | | | | LA
2 4 6 8 10 12 14 16
Time, min
B TIC of +MRM (9 pairs): Exp 2, from Sample 27 (1PPM) of 20111212.wiff (Turbo Spra... Max. 1.2e6 cps.
1.19e6 Neotame
1.00e6
N =k
8_0095_ [ ‘%&%T%-fb
2 6.00e5- :
8 Dulcin
E 40095- 10.02
2.00e5; Aspartame
Sucralose 2P
000" : . : . . . : - . . . . . S— .
‘ 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 17.0
Time, min

10FE N T H R 2 E 3

Her-EE (1 pg/ml)



1038 A T 1

W XC of -MRM (20 pairs): Exp 1, 162.000/82.000 Da ID: AK 1 from Sample 27 (1PPM)... B XIC of -MRM (20 pairs):

3288

Saccharin

264

o0 AK

£ 500
0
Time, min

(1 pg/mL ) 5% 3J§E@/ﬂur*ﬁﬁa

10 12 14

Max. 375.0 cps.

0
2 4 6 8

XIC of -MRM (20 pairs): Exp 1, 182.000/62.000 Da ID: Saccharin 2 from Sample 27 (.

Time, min
XIC of -MRM (20 pairs): Exp 1, 162.000/78.000 Da ID: AK 2 from Sample 27 (1PPM)
333
1.00e4 e | S S h .
50000 AK | 5 acchnarin
f 400 52 0-,7\" 10.75 13451370 1407
0.00 : . 2 4 6 8 10 12 14 16
2 4 6 8 10 12 A
Time, min Time, min
Max. 4387.5 cps.

13.57

B XIC of -MRM (20 pairs): Exp 1, 821.000/113.000 Da ID: glycyrrhizic acid 1 from Sam... A

B XIC of -MRM (20 pairs): Exp 1, 293.000/261.000 Da ID: aspartame 1 from Sample 2

Glycyrrhizic acid

5550

- Aspartame P
4 6 8 10 12 0 2 4 6 8 e, mn 10 12 14 16

Max. 1875.0 cps.

0 -
2
Time, min
XIC of -MRM (20 pairs): Exp 1, 821.000/193.000 Da ID: glycyrrhizic acid 4 from Sam

13.57

XIC of -MRM (20 pairs): Exp 1, 293.000/217.000 Da ID: aspartame 2 from Sample 2...
1875

- Aspartame oo Glycyrrhizic acid
0 2 4 6 8 Time. min 10 12 9 2 4 6 8 e 10 12 14 16

In...

Max. 2112.5 cps.

13.57

W XIC of -MRM (20 pairs): Exp 1, 178.000/80.000 Da ID: cyclamate 1 from Sample 27 (
2000
2.6e4 441 . . .
2004 & o Glycyrrhizic acid
S o Cyclamate . | | |
2 4 6 8 10 12 14 16
0.0 Time, min
2 4 6 8 10 12
Time, min XIC of -MRM (20 pairs): Exp 1, 822.000/175.000 Da ID: glycyrrhizic acid 3 from Samp... Max. 287.5 cps.
W XIC of -MRM (20 pairs): Exp 1, 178.000/95.000 Da ID: cyclamate 2 from Sample 27 (... 288 1356
175 208 1 ; 200 . .
oo Cyclamate T 100 G|yCyrrh|Z|C aCId s
a e = 0 2 4 ) 8 10 2 14 16
= Time, min
8 10 12 14 16

0
2 4 6
Time, min
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A
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T0IE AT HERA (1 po/mu) 2 2 B8 K2 JE(EHIE AT

W XIC of -MRM (20 pairs): Exp 1, 611.100/303.000 Da ID: NHDC 1 from Sample 27 (1P... Max. 1.5e4 cps.

1274

1.5e4

“] Neotame

£ 5000.0
0."
3 a

6 8 10
Time, min
Max. 2.4e4 cps.

XIC of -MRM (20 pairs): Exp 1, 611.100/125.000 Da ID: NHDC 2 from Sample 27 (1P...

1274

2084
| Neotame
0.0
2 4 6 8 10 12 14 16
Time, min
Max. 5.4e4 cps.

W XIC of -MRM (20 pairs): Exp 1, 377.000/200.000 Da ID: nectame 1 from Sample 27 (...

1481

5404
4.0e4
;- NHDC
6 8 10 12 14 16

0.0
2 4
Time, min
Max. 8462.5 cps.

XIC of -MRM (20 pairs). Exp 1, 377.000/301.000 Da ID: nectame 2 from Sample 27 ...

14.81

8463
L NHDC
0
2 4 6 8 10 12 14 16
Time, min
B XIC of -MRM (20 pairs): Exp 1, 641.000/112.700 Da ID: stevioside 1 from Sample 2... Max. 1162.5 cps.
15.08
1000
i o Stevioside
0 17/.&5
2 4 6 8 10 12 14 16
Time, min

Max. 387.5 cps.

XIC of -MRM (20 pairs). Exp 1, 641.000/161.000 Da ID: stevioside 2 from Sample 27 ...

1568

388

Stevioside

In...

14 18

8 10 12
Time, min

11



TOTH AT HIRA(L pomL). 2 2% B S (M

B XIC of +MRM (9 pairs): Exp 2, 379.000/172.000 Da ID: netame 1 from Sample 52 (1P... Max. 1.1e6 cps|
™ Neotam
3 o0 eotame
10 20 30 40 5.0 8.0 7.0 30 90 100 110 120 130 140 150 1680 170
Time, min
| | XIC of +MRM (9 pairs): Exp 2, 379.000/319.000 Da ID: netame 2 from Sample 52 (1P... Max. 2.7e5 cps.
2.7e5 b vl
*< Neotam
E eotame
£ 1.0e5
0.0!
10 20 30 40 5.0 6.0 7.0 80 90 100 110 120 13.0 140 150 180 170
Time, min

W XIC of +MRM (9 pairs): Exp 2, 181.000/108.000 Da ID: dulcin 1 from Sample 52 (1PP... Max. 3.2e5 cps.

.02

3.2¢5 ; .
. Dulcin
= i
|
0.0 H
1.0 20 30 40 50 60 7.0 80 90 100 11.0 120 130 140 150 160 17.0
Time, min
[ | XIC of +MRM (9 palrs): Exp 2, 181.000/136.000 Da ID: dulcin 2 from Sample 52 (1PP... Max. 1.585 cps.
1505 i 1002
. 1085 1
g Dulcin
00

10 20 30 40 50 60 70 80 90 100 11.0 120 130 140 150 160 170
Time, min

<
g
=t
=
[
i=qil’s
mE:

B XIC of +MRM (9 pairs): Exp 2, 414.100/216.000 Da ID: Sucralose 1 from Sample 52... Max. 1975.0 cps.

853

1975

¢ = Sycralose

10 20 30 40 50 80 70 80 90 100 110 120 130 140 150 160 170

Time, min
W XIC of +MRM (9 pairs): Exp 2, 414.100/199.000 Da ID: Sucralose 2 from Sample 52... Max. 4650.0 cps.
824
4000

Sucralose

10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 17.0
Time, min

< 2000

o

Max. 1075.0 cps.

XIC of +MRM (9 palrs): Exp 2. 414.100/234.000 Da ID: sucralose 3 from Sample 52 ...

882

: = Sucralose

0!

10 20 30 40 50 6.0 70 80 90 100 110 120 130 140 150 160 170
Time, min

"W XIC of +MRM (9 pairs): Exp 2, 295.400/120.000 Da ID: Aspartame 1 from Sample 52 ... Max. 5.8e4 cps.
5.8e4 .32
4.004
; Aspartal ne
£ 20e4
0.0
10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170
Time, min
[ | XIC of +MRM (9 pairs): Exp 2, 295.400/180.000 Da ID: Aspartame 2 from Sample 52 ... Max. 3.5e4 cps.
3.5e4 =
E Aspartal ne
0.0
10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170
Time, min

12
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e 101 #11 # 19 p ¥ 8 3 % 1011903320 % = £

1. dBRASE  ARBRY EAANR ST EIE R B[R F 8 (benzoic acid) ~ & = W&
(sorbic acid) ~ % 7K B & (dehydroacetic acid) ~ # ¥ R F &
(p-hydroxybenzoic acid) ~ 7K #5 & (salicylic acid)| & &S 385 5 B[ & 5e X
¥ B ¥ #5 (methyl p-hydroxybenzoate) ~ # ¥& K ¥ Bt Z 85 (ethyl
p-hydroxybenzoate) ~ ¥ » X ¥ #& £ @& & (isopropyl
p-hydroxybenzoate) ~ ¥ ¥& X ¥ & 7 &5 (propyl p-hydroxybenzoate) ~ ¥t
¥¢ R W B 5 — T B5(secbutyl p-hydroxybenzoate) ~ #5¢ X ¥ Bt & T &5
(isobutyl p-hydroxybenzoate) A& # ¥ K ¥ B T & (butyl
p-hydroxybenzoate) ]| #z 5

2. MEBRTE R EHBEHFERIRE F IR K AR AR 0 WA SR8 B A7 4R (high
performance liquid chromatograph, HPLC) %47 2 7 7% °



iR (G R AR ) :

c FoF LAz EBURLL :@: 5o B
KAl 959 MR T 1150%7 f§i3 ik &
£2100mL R 57 > #8810 448 SR
Wil 0 Pk 1T RRR o



S )
Bk

« W HISTIR 18 Y5 HREA T
4e ~50%°9 FB3 50 mL > Sk T
30 A 4515 > 1150%° B8A % 2% 3100 mL >
B g 8% 0 23500 rpm 3 10 A 45
Bt R EIRE RS 0 PR B IERR o



K& F A

o MEWIDTIR G 18> BN250 0 ML
B AT RARIL Y o Ao 15%/?]1’]53‘16’/?15 mL -~
F 114609 %23 3F-K150mL » K ZF
aAE2 R L E 610 mL~L1§1iﬂ%€é?
1% 5490 mL » 23 33 -k 2% 2 500mL o
FRGE RS PORREITRIE o



25. BH AR BY

25.1. #EAPBARA SMM RFREFZ R o

2.5.2. #8497 B : fe B 2 B
BeP RREI LR ILL I 2(VIV)Z W BIR 3 18 0 iR 0 BRIk T
# 8 4pi% kB o

253. BEAPIBRC e G HEFOR KPR FORE I kER
BURE L HEAEMM BRIFREGA R ML 217 (VIVIV)Z2_ W B3R
3% MiREEiR PR ETESRARBRC

254 B ApBRD L W ¥e Bimg

PP RZSMM RIFEEES R U6 D4 (VIV)Z WL BB 3 18 > R
Wig > PrpiR R TH & 4PBRD o




5 R AR & A B EARAF
& 4% - ACE CI8-AR > 5 um » N4& 4.6

# &4k ¢ | mL/min o

J& AR ALK L
K A58 [ 5] K

mm X 25 cm o

% k& 230 nm (KA ER - K F BR R & /KBS EL)~256 nm
S FER &ﬁiﬁé‘iﬁ)& 260 nm (T =& #g)
o8 R AVRSELBIR LATF SR AT B B 0 7

(HF R

B Fa] (min) A (%) B (%)
0—5 78 — 73 22 — 27
5—20 73 — 63 27 — 37

20 — 50 63 — 33 37 — 67

50 — 65 33 — 78 67 — 22




J& iRl AR 2
BB A E % kR 230 nm (KASEE - R F B R £ KEREL) ~ 256
nm (¥ 78 X F 5 )& 260 nm (&, =t 8k) °
HEptaiaak  Cig o
J& 7 R EARAF 3 -
o AR S M % kR 256 nm (HAE KT EES ) -
HEpfaER Dk e



ik - AP %RE PHB KRB X RAERM BB T RRIERBAMRK S &

T F AT ¥ STk BT ¥
R TREFIEX | e tme >| F#TE I T | ATEEMTFms) >| EHETRE B E

7 4 8T (m/z) (V) (eV) & AT (m/2) (V) (eV
XF ESI’ 121 » 77 -40 A5
g =t ik ESI" 113 > 95 21 15 113 > 67 21 21
* KB B ESI" 169 > 85 42 27 169 > 127 42 18
HiEexPag EST 137 > 93 27 -16 137 > 65 27 -40
7K A% B EST 137 > 93 27 -26 137 2= 65 37 -41
HEXTHYT & EST 151 > 92 -37 -29 151 > 136 -37 -20
HHIRXT LT 5 EST 165 > 92 -30 -3 165 > 137 -30 -18
Hic K F 8 E M s ESI 179 > 92 -38 -3 179 > 137 -38 -19
Hye KT 8EHEs ESI’ 179 > 92 38 32 179 > 137 38 -20
HERFEEE T8 ESI’ 193 > 92 -39 -32 193 > 136 -39 22
HEe XFMETE EST 193 > 92 -39 -32 193 > 136 -39 21
FRICRY B8R T 85 ESI 193 > 92 -39 32 193 > 136 -39 21

PSRBT  RATERAZIRE R EEEX S
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« 101 #11 * 19 p % ¥ 3 F % 1011903531

oo 2

B P EEBZ il ik
Method of Test for Colors in Foods

| S AR R AR B R B2 R -

2. Rk I ORMERBRERRERLE B B 0 LIE K E # (paper
chromatograph, PC)~ i & /& #7(thin layer chromatograph,
TLC) & & %L & 48 /& #7 4% (high performance liquid
chromatograph, HPLC) #7277 7% o



% 2% 4P B +7/2 (High performance liquid chromatography)
B o A
MERELER — R 4% 115 g REER B, —4% 1.32 g LAFBETF
KEARAE A% 1000 mL > 24 IM &iEg 8k A % pHE £ 6.0
LUR R EE  BURRBAES SARER A -
BotaEk B ¥ AR o
= SCRAR S AT R AR A
o —AREEFE H it 5B KKk 254 nm o
fe #r ¢ Atlantis T3 » 3 um > 948 2.1 mm x 10 cm ©
e b - 30C o
FEARAR C ARYL B IRET PME A EATHRE 0 47

Hf}f’fﬁ(mm) A (%) B (%)
0—4 90 — 50 10 — 50
4—8 50 — 40 50 — 60
8§ — 12 40 — 20 60 — 80

12— 12.1 20 — 90 80 — 10

12.1 - 15 90 —s 90 10 — 10

ok - 0.7 mL/mm -



ME - PR ot RESBEEEeMZ ARV EPHALRIERBEMAMNEN 23

TE T E BT 4
5 4 ERBETILENX | ATEREEF(mz) > | 2% CR | i34 s | wTeEEFmz) > | 24 TR | ke

B T (m/2) A% (eV) & W #EF (m/2) V) (eV)
R 75 3k ESI 268 > 206 225 -18 206 > 80 -35 -40
R 43k ESI 834 > 127 -80 -84 834 > 227 -80 91
i RAE A EST 244 > 80 21 -62 244 > 198 21 -20
RARELR ESI’ 407 > 207 57 41 407 > 80 57 -108
RRESs—3E EST 373 > 170 45 -42 373 > 80 45 -92
REREE —3% ESI 226 > 198 -42 7 226 > 105 42 -53
RR e =% ESI 381 > 170 -40 -38 381 > 341 -40 -25
ik A EST 223 > 136 -32 -34 225 > 80 -32 -59

LA BORAE . RATER RS RATE

1

e

[af)

N

W

»;eg
o
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A ) \-L
v R 2R 2R
CRL +



R RAE
P~Sucralose ¥t & * 1% 510 mg > M AEfl T > 50 %" i35 R fET
2% 2 10mL > % 5 28 K% (1000 pg/mL) » @k -4CprF & * o & * p&
£ P AR R 0 150 %7 BRI R A e 1-10 pg/mL2 1R 3R R o (
el A D FRF R peR p #:100.5.21)
- R
Pt O10g FrEfLT ) e 250% fEiaRRy > TR R
PR te 0 TF G IR R 0 B2500 pl 4e » 50% 7 B% % % 500
 EAEH R o
ZCAPRELS
B-rv wiSg B *&SOer’%’ﬁ»@% ] ﬂ%“l-%m’?z wRER G 2
Sucralose 10mg/kgz. 7 (€ &% HE 2 1ppm)e #F§2 OA\%” » 1250
ﬁ?/p P iﬁ I50mL > %0.22 um,ﬁ@;\_ﬁ/@ //,3\!%111 Wit b, b s i
sy A
50%° mrip R kR WA HFRUR S 2 F 20 RS R
PR EA T
?‘3‘; 9 fh B 7 seSucraloseth 2 =i A B ¥ kR 5 1 mg/L o Pk 1% A
)Fr T T H ’}:ﬁ/l’?



= SRR

——\""5“"7‘12

70 HEG0%Y iBAR)E AT Y B &

Pk Es (2 EHEE)
RS z k& (mg/kg) | w ik B (mg/kg) | T F (%)
P e 1.00 0.89 89

e~ RREEREE AWK D o
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s e P
Fﬁf**ﬂh‘ﬁ‘%% KPR FUR CHEFIRM L R 2 kERH
"'M"f@"ﬁﬂ(z‘ﬁﬂ P ~Bpfg " E 7 7 )

s R R E

i
T T

A B T

=~ WA AR

(D)% F

AAFEAEE~ 5 go 4eb0% T pRA R TF L B0 mL o & F AR T30 41 >
H0%" pEae T F L 100 mL o B3 E 5 B% > 33500 rpm w10 &
B B iR SREER T 0 BRI TR



(=) g3 Rpf : (fe@p ¥ 101101508 F - 558 %)
TRERE KGR FUR L DGR A RER - HETT RISEE
#2350 mgi3 f2*70.1N NaOH1ts » m 3 g3 -k 2% 250mL » & ivig#
Rk - HEF R HEF "Rl HEFT"ERPMO - HEF KRR
Pl HEFI"R PR -HEF " RE AR -EEF"RE T RITEESR
&0 & FLB50 mgis f2350%° FE15 0 1150%° FE 2 F 250 mL v @ ieiE g
R -RBEEFIRLERERRSMLIRE » EFF FRR EEERR(L
100 pg/mL)

(Z)aEHR&ELS 7

BoZv 5 g0 A B4 210 mg/LERER R SmL( Hismp kR Ay
5 20mg/kg) o 3 SR T F 2100 mL - iEigis S o

(2)* i 50 &A1

LRI RBRERRUGHFUARZ 2229 RS 1T BR



(Z)B x4 R 47 RiE & ¢

1.#64pA 5 mMM RIFREE 5% -

2.#HE 4B BT pRE T L 2 (VIV)Z W BR 3 18 0 Mg iEiR 0 P
RIEITHHARIARDB -

3.+ g4 waters BEHC18 1.7 ym > &3 mm x 15cm o

4.0 R % PDA - g £230nm kg~ F P B 3 f}cpﬁﬁ.ﬁi) ~ 256 nm
(H2 ¥ 7 g2 H )2 260 nm (& = %E) -

S.HFIFR

e 100 0 0.6
A 100 0 0.6
e a2 28 0.6
20 (v 28 0.6
B o 50 0.6
23 S 50 0.6
| 231 0 0.6
BV 100 0 0.6



PRSI

(=) iz RERRSE R IRL -

() k&L

A 7 4 7 4 ik R (mg/kg) | ¥ ik & (Mg/kg) | ¥ x5 (%)
E 20 18. 7 93.5
mE YT Ay 20 17.9 89.5




35.0 2012-07-24 #106 5ppm UV VIS 1
|mAU 4 - DHAAVg/A3230 nm
3 -BA -4.630
- 2-SA -2477
20.0—
_5-0 T T T I T T T I T T T I T T T I T T T I T T T I T T T I T T I|’T-lln
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
120 2012-07-24 #106 5ppm UVv VIS 3
JmAU WVL:260 nm
i 3-SOA -6.873
50—
7 2 -BA -4.63
I N 1< A AVA
-10 T T T ‘ T —[ T T ‘ T T "T ‘ T T T ‘ T T T ‘ T T T ‘ T T T ‘ T T T ‘ T T mln
2.0 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0 20.0
100 2012-07-24 #106 S5ppm UvVv_Vvis_2
Jm AU WYVL:256 nm
. 4 - SOA - 6.873
75—
a1 6 -MP -9.143 7 - EP - 11.700
7 8 - isoPP - 13.737
50 1-pBA -1.787 9 -14.110
i 10 - §59cBE, .8
25 1380EF° R
1 5 - AA - 8.337
;H\’ T L,E—[ “SA - 2-431- BA %0 L L/L‘Y T T T T I T
-10 —FF—F———+——+—f———————————— min
0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0 20.0




3R EIE

C IR BB SR HPLCR ¥ 5 & 11k
i .
al

BE

51

P

o232 HPLC#E 2 s * 2DADZ UV

® L **%umww 2 R 1

FE;&  LC2 fEi2E ¥ el » g b &
M2 HEAppF > £33 FLCMSMS & &
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