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ABEkEMENEAS R, HMARE—MEAMLER. BEESNZENNEE, XB—RIMEATRENER
FIEEZHIFA, NMIRESDITIRRAINE, WEXFENTFRERERENRMAMFINTREESHNESE, iNEA
XA —Rp T EE M mP S AN RE S,

REBEZMPME, FARIE “AERBEFFANRMRER, EAERRMNEMKEMSINEAYNERE, TEERTAE
ERNE" 3. XEYRAEEIHMNERLLRE(EFSARETEHERBZARBIUEZEAERTER, ¥
IHERRTIR ERMB I REMRREE, UNFmNERTAREEM (FIN, ARARFTENNEEERHE

) o BEAERT, BIXHERRMITERRARATEMN REZER/MXAEENFERm. BF, EXKEIT
i, RMNEFEDNAE” @, UWRBFABRRAENARMEEEE, MRRERERKERUEM, BFA (
R/ RENGE) REESNEEA, ARERERRNDTAEEXER,

ENZERT EREBIIBERHNTVCCSN, (EFRARSEREHASENEMNITRAIERE) IERNEAM. UPLC-
IM-MS (BEMEHEEEEFHERE) SFEFHERE (IMS; MSOMZAIRSMENE) FUPLC (PR
AE) o UPLC () . IMS (H10=®) M ¥THRIEMS ([HF)) NBRENEBREFAEAMRNEEENNER
o WEMIMODBHNRER: SEBFAENSTRESNBZANTREFHE(TWIM) RFEFEHEERNDTE. H
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AtEEZ MR, SFEeEfS (R, AREAFNER) ( ZESEFE. enke (BH., HEESEA.
KEE. HEBET. RAFYHEMRASR) "0, HRARRIBREHTEET THIERNTWCCSNHURRE
, FHETWCCSNLERERESHRIRBEERRM, AIRR. X—RIERAT 3 SMHRINFINEIEST
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ESTLE U
ARARET U FRRPNERFIA: LEARBI(YB); BHMI(YS); WHEKKI(DL); “TH R
D2); “THE EEBEHKIREN(D3); FEEIIE(DA); FEITKIE(DS). GE: ‘T RRFRIME. )

ESL TS EE
BIRKL: fERH,0%210:151100: 1747

BRUDVRENA A . FREXERYIAE &R (15 g) NN RFFEH50 mLBOZE OE R, MAL0 MLE 1% ZERINZIEARIEAEEE
B, AEERRIERESSREIZURSIRELN M. MIXEFRIMATLKMES0, (6 g)fEELHN(1.52 g), EFHEI=H.
I EMREE LD B, FARTE4 °CTF L1500 refE 53 $h. 1§ EE&R(8 mL)EINEEMES0, (1.2 g). PSA (410
mg)#Cyg (404 mg) BB OE (50 mL)H, WHHFm#ITHEFSPE (dSPE), ¥HEMRIERES10H, HE4°CTU
1500 rcfBE 553 %,

RAE GBI KM

RIBBIERS: ACQUITY UPLC I-Class PLUS

e BFHERE

iR T LCMSIAIERI12 X 32 mmig ERRIRIE 2 AUk
HRil, BAESFMMIEIPTRE/ERERE, A1
mL (P/N: 600000671CV)

B ACQUITY UPLCHSST3100 mm X 2.1 mm, 1.8
um (P/N: 186003539)

MR 45 °C

HaaE: 10 °C

BRERAR 10 pL

IR 0.4 mL/min
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K+ 10 mMEEERER (£0.1%FER)

FEZ/ZRE(1:1) + 10 mMEEERSR (£0.1%HER)

0-0.5 minZEE(95:5(A:B));
6.0 min (0:100); 9.0 min (0:100);

9.5 min (95:5); 11.0 min (95:5)

SYNAPT G2-Si

ESI+AIESI-

3 kV (ESI+); 2.2 kV (ESI-)

30V

550°C

150 °C

m/z 50-1200

S 101EIEE

SRBERIMEERL (CogH37NsO7 (m/z 556.2766
+ve) M (m/z554.2620 -ve) )

HDMSEERIHEREE (4 eV), SRIIEREEMEE(10-45

eV)



MSOHEEK .

m/z 5560 B #1E £ BT (FWHM) 73 ##3£7920,000

IMD =40 Q/AQ (FWHM)

IMSB&#k: REIMSTRESHEIE: T-WavelRERE = Fia
: 1000 m/s, £%: 300 m/s; T-Wavelk4ASE =
40V, EHENMNSEHEPFERAISIRI8 mLANIAS
o (EARSE) 90 mL, FEIMMEIXEIL3.2
mBar

R IMS/ToFi& AR FIZ (P/N:186008113)

HIEEE

BIERY: MassLynx 4.1hRSCN 916/924

Ui MassLynx 4.1hRSCN 916/924

ERFNHE: ERUNIFI v1.943%FMassLynx$iE# 1T E 012

SER5118

HOVERARE RN BIEEERARA R HESLC-MSERFMA S MNES FNABFRIEHIEE . FIARHERE
ANESEF. BFHEFEFNMESEE, ERNKEEFTESZLRMAMNFINGE, FMexR. HEH
. MEAKIFEHEKT (BE2AHKNEEHRR) . B12RTEABFRHERARENEMAINFIES TG,
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ElLERNMSEEEFEENRRAMFEINRA: BR GGALTB) « BHEF (WEERRERR
BE) « mENT (i) MEET (HEMER) .

BATMEEF R BBHME T EMRASE SHFA (BEFEHET. BEFNeRex) B ‘IR amits, A
3T S FFAR DA ERITHR O, MRERANTWCCSNMIEENRE Y, TEBFMAEFEL TRE
UPLC HDMSE##RE, iR T BEF/EFHEFSFHNERFMNFEIERETATWCCSN,

e “§7%" MiARMD2 (EBITEIIXK) , MHMMERKT (ZEERZERE 9697 = |EHEE 955) M—F &
FBAEF (FFRERE330) , BETELERAMMY, BHEAEHNEER2 ppm, ™WCCSNy A <2%., KRIEFEHD2H
RHER, E2ERTEFRD2AETEHNERFMAMKXARSBEENABFHOMSI BB 7/ HE T B FikE
MUK CCSTE,
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4 Componentrame  ldentification status © Observedm/z | Masseror (opm) | Expected RT (min)  Obsenved AT (. &+ Observed CCS(A)  ExpectedCCS(A) | CCSceta() Response  Expected Fragmentsfound  Acducts
1 Citric acid Identified 191.0200 15 079 075 127.19 127.30 -0.09 20223 1-H
2 acesulfame K  Identified 161.9866 -0.1 156 154 123.15 12430 -0.92 15175 0 -H
3 Sucralose Identified 395.0069 -09 293 293 172.45 175.21 -1.58 37979 1-H
i —
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B2 TR G R ER R I A BRI FAN i B FHDOMSE B B ¥/ F B FIEE (D2),

E3ERTFEMBTWCCSN UIBERE, HhaS8ERMmD3 (ESHERE) hETHNaRaR (HEERE
952) . ALK (FTEBERE 330) I (FHTEEHE 951 ZBAREARERTRE 950) , TR R T MBS
FHOMSEEFHERBEF/EFHELE, WAHTEH#TESHEEFEARERSNEFEEFEFILEE (&R
Zdia)/ZRR A ERE) B, FEFHREREEEL mDallA (m/z97.0404 =-4.12 ppm, m/z 146.0606=-3.4
ppm, m/z200.0712=-2.5 ppm, m/z261.0878=-1.14 ppm) . WFETELNERFMF, MERATWCCSN,

<2%., Ltoh, ERAERFMAITVCCSN, MSHIBERE SRR, RIIROER,
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Identficason siats © Obsevedmiz  Musewmoriopm)  GimecledSTimin]  Observed A7 (wn)  Observes CCS (1) Dipected CCS(A)  CCodeta (W)  Respomse & Epected fragments foumd  Asducts
Tdentified 178.0547 21 240 237 136,86 138,50 -1.18 37684 0 -H
Identified 293.1144 05 309 304 166.09 16846 -141 35953 2-H
Identified 1910198 05 o7 077 12731 127.30 001 16960 1-H
Identified 161.9865 0.8 156 156 12312 124.30 -0.95 13748 0 -H
oo N R S - - I FoE2
lram nare: MMCC FOOD ADDS NEG 200519 004
Cratinel name: Aspastame [-] : (22.0 PPM) 2931144 : D=3 2931144 Lides
‘Aspartame
17500 304 T—
15000 =
Z se5 2941176
E
12500 E
= 261.0866 2951201
E o 2000714 217.0974 { 319.1099
2 10000
S 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
>
E] 235
g 7500 25
] - l<:) J;O w 2931137
S 155 : WL L 2170074 2610878
50001 & o~ J ; & lass error: -0.3...
z |
Z 100000 146.0606 2000712 o
2500 b 97.0404 Mass error -05...  Mass error: -0.5... » 275.1028 2041171
= 50000 Jo.0296, MESSODECRES 1150655 1570763 [(L7A1074 |} 9w g
: k910546 113045 | s | | ! 2330924 243076 2761002205195 0 | oo
ob— e . L
25 5 75 10 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
Retention time [min] Observed mass [m/z]

B3 A EESHBRHERIREND3) RN BN B BEHM A B FHOMSEB B F/F B FIEE. £EHBRFMELKN,

HATEE LR RPHRNT —RISRFMFIGRMEET, KIHEZBIBEERESTFNREE. BRD4R
— ML EEMIE, TRt eReRRNT, UE4FRR, ZERR T FINFZEHEEER R (E 950)MhEF
HOMSEBEF/FEFIEE, UNKEYIE 330FE 955MK ML R, HAIMZMIKIDARRNT —RFIERIMNOEH
EFFEE, AT SRNERNESAT, RBEMRSHKRBMNHENIHKT: MAMMEEHRER, B6ERT
HEMHEE 9S8) MM HES FAEMHDMSIBEF/FEFIEE, HEhHEHEMNTVCCSN,=286.2A2 (W
CCSN, A=-0.3%) o EI7TERT BRAFMFIEIEER M IEH (E 956) M EEFHOMSEB B FMEFHE FB Fik
B, BEHhERT+vefl-veiEEFREUREENNEME172.3A42/176.4 A2, ERENERRMUEEENERT
, XEBRMEMTVCCSNENASHBUEIRTHRIVEERN, FISERIELTFABIBENREYE, BILEER
BEYiE. BEF/BFEEFEFm/ZAICCSE, EINATUREMHAMIETMEAN ' RAMNT. SMSEIEEMEL,
CCSMEMBEMMNERENTF2% (HLEZT, BREIEZHMRMLEERFREREN20%) , B THWEEE, HAlt
» WCCSN, AT AEZ X BEENRRRSM AN EREHIBERETERED, SKRENEMn/ z—ERE—MRE
CIES:E i
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| 4 Componentrame . loersteaonstis : Otsewesmiz  Massevor (pom | GigeciesRI(we)  ObseneaAT(wr) OnunedCCS(M)  EBgecte CCS(M) CESgemaOn  Response | Bxpectes Frgmentsfours | ASSucs
2 Citric acid Identified 1910197 0o 079 079 127.08 12730 017 54221 0-H
3 sodium citrate  Identified 191.0197 ao 080 079 127.08 127.39 -024 54221 1-H
4 Sucralose Identified 395.0065 -19 293 296 17247 17521 -157 53955 0 -H
| Them naenes MMCC FOOD ADDS NEG 200318 062 |
Chamnel name: acesulfame K [-H]: (Z20 PPM) 161.9662  DIL... Se5 161.9862 3093
acesulfame K
8000 158 & 45
®
8000 3 3e5
z
7000 i 2e5
5100000
o 5000 162.9871
: , e Lo i
| 0 -
L_)_Sﬂm £ 55 60 65 70 75 80 8 9 9 100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180
>
§4CI00 | 60000- 161856 35t
i = ) vz r
3000 £ 779648 i
| & 000 eror-07... ?
2000 z
| &
&
1000 |2 @ s 0| Massemon 0.
1 163.9828
0 0 L {
25 5 75 10 55 60 65 70 75 8 8 90 95 100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180
Retention time _[mln] 1 Observed mass [m/z]

B4 T L @EMNIEHD4) P H I Z B iERR B SR A B FHDMSEB B 7/ F B FiEE., $EHARMFIE 330, E 955
FE 950,
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Expected AT {min]  Observeg AT (minj  Obstened CCS (A7)  Bxpected CCSIAY)  CCSoena (%] | Respomse  Asducts

4 Compenent name Mdentification status
1 acesulfame K Identified

2 advantame Identified

3 alitame Identified

4 Allura Red AC Identified

5 Amaranth Identified

§  Aspartame Identified

7

Carminic acid Identified
8 Citric acid Identified
9 Cochinealred A  Identified
10 ; H oEE o ﬂ =
L Glyeyrrhizin Identified
12 Neohesperidin1 Identified
13 Neohesperidin2 Identified
& Neotame Identified
15 paonceau 6R Identified
& ponceau SX Identified

17 Red2G Identified
18 saccharin Identified
1% Sodium cyclam... Identified
2 Sucralose Identified

161.9861
457.1984
330.1486
451.0267
536.9727
2931141
491.0836
191.0185
536.9737

8213984
609.1818
609.1818
377.2071
457.0169
4350318
464.0227
181.9918
178.0545
395.0068

L Oipserved mjz | Muss emor (ppm)

-35
09
-22
-19
-19
-06

156
421
344
279
183
309
270
079
224
517
500
355
355
474
348
354
298
200
240
293

157
418
344
27
1.86
304
264
077
229

516

499
354
3.54
471
347
354
293
202
238
296

123.14
205.20
17421
21052
22388
165.94
205.11
127.06
220.36

286,54
22762
23913
195.59
204.10
204.37
206.59
128.58
13680
17253

12430
206.58
176.44
21296
22403
16846
207.08
127.30
22246

21789

28695
22115
23914
197.14
206,60
20695
207.24
130.71
13850
175.21

093
-0.67
-1.26
-115
-0.06
-149
-0.95
-0.19
-0.94

-0.14
021
0.00

079

-121

-0.31
-1.63
-1.15
-1.53

14851
71195
40933
14919

1268
48183
64868
35530

3261

54750

48018
28236

9769
65382
41306
28237
36143
24507
42649
28195

CCS deha 3}

b e (Bpm)

E5. [T &AM D4) R AR IS EAEAGI A /R IRAGE B RIRINF M 1 B FHDMSEER,

Btial. HEMREHNEE, UK/ ™WCCSN.

BFHETVCCSN BT IR R & MR P rI R A

RMSDccs =1.0%

RMSD,,,; = 1.7 ppm

RMSDqg = 1.2%
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Pha 523.4032
g oo 2
£ 000
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—g £21.3560 Lot
15000
805
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25000 gm
224000
E
H I> il
15000 fees
T
10004
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3000 o
Waast eerers OB mla
Farmula & raAan oe53002
H 1 3 a o S 75 100 1% 150 175 20 235 2 175 30 15 20 175 &0 4% 40 &% S0 S5 S0 S/ G0 &S G 6% J0 X 750 77S S0 A1 @0 B 90

Dk Tene ]

Observed was el

El6. mEBZIMIE (D) R R MAFEG A HBEHERERAMFINABFHOMSIBEFNEFHEFEFIEE,
TM™WCCSN,=286.2 A2 (CCS A = -0.3%),

BEFHEWCCSN, B IR & AN i Z 89 A

N



[ N

—
4 Component name. s+ identfication status ¢ Observed m/t  Massemor (ppm)  Expected ATjmin}  Observed AT (min)  Observed CCS (A")  Eupected CCS (A% CCSdefta (%) Response  Expected Fragments Found  Adducts EI
1 lalitame Identified 332.1651 39 344 347 17218 17230 007 53760 T +H
Ttem name: MMCC FADDS 200519 125 o o TR em name: MMCC FADDS 200519 125 Channel name: Low energy : Time 34736 +/- 00722 minutes ; Drift Ti.. |
Channel name: alitame [+H] - (2.0 P9M) 3321651 ; DT=347 to 367 ms hem description: D2 1001 sweetner spike Log/ul |
218e6
alitame 3321651
25 347 2e6
- o] OH
] H,C
E 156 . 4 )\\/\(
1.75e5 -} 1
¢ -ve WCCSN, = 176 4 8 cHy “N\)".ﬂ .
Fy 1 H
£ 16 HiC \ H
15e5 +ve WCCSN, = 172.3 fo £ S——Chy
" - 5e51
ey = CHj
T 1.25e5 s | 325.1904
] ¥ 0 T v T v T T T T - 1
3 1345 | ¥ £ 75 100 125 150 175 200 225 250 275 300 325 350
2100000 el j o Tem name: MMCC FADDS 200513 125 Channel name: High energy : Tme 3.4736 «/- (0722 minutes : Drift Ti.. |
] s Ireem deseription: D2 1001 matix dikution eolour sweetner spike Ing/ul
] ¥ ha 409e5
= E woros 4e54 2 332.1661
75000 F v
- 1500766
. [ L £ 3e51 Mass error: 0.2... 2
50000 000 e 2 314.1527
23 Mass error: -0.6...
o00 z 2e5 .
25000 . J L : g 1290735, P C
) 7 T — E 100000 * 187.0710 204.0976
[ e & e 4 sasn [
0 o 9508501121117 [ .o = 297.1255!
3 4 5 6 7 8 9 10 75 100 125 150 175 200 225 250 275 300 325 350
Retention time fmin] — Observed mass [m/z]

B7. 8@ AMTSIRER DM AOMNEREFHOMSIBBEFNBE FHEFE FIEE, 277 +vefl-ve CCSN,fE,

» FARNAT —MRENREMIEFENRERE, REMSESMKF. BHEF. MEtTNEReRNERFHM
MBEFFARIERE. WENBIESEFRENE. FHAEN. RENE/ ZENE8EF/BFHEFBEFm/zE
FCCSTE,

 ZEIEEMERELES T WCCSNLENNEMER, SIERAERFNIREY, ERNIBIEETRTWAE
BmPHNRmANFHITIFERRE, BRRHUE/RENHEN R RAIFIR AT EELEREFETE2% CCSHE
EEEW, B2 T, MRMELRFERZEBE H20%.

» ERCCSENRESHRE R RERRRERLERERESHNMGBRZME, R BRRMGENERERN

AP
» FEEBTNABTFRATVCCSNEEBRRMIENEE, ST RERENNKTNERMYE,

= FRRFRE—MHYSHRMANDATGE, EBIHAEFA, WTFELRENRRAFESNESE, [
AT ITESMFANREE,
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ERENHEHIRLBTERED, WCCSN, SREWBMm/ 4SS, ABFRENRNETER, WREE
XEBNEMEEMAPIFLRRRFNFIHERNEE AIEE.

. Regulation (EC) No 882/2004.2. Directives 94/35/CE (Article 8), 94/36/CE (Article 6), and 95/2/CE
(Article 7).

. Directives 94/35/CE (Article 8), 94/36/CE (Article 6), and 95/2/CE (Article 7).
. https://ec.europa.eu/food/safety/ food_improvement_agents/additives.

. Goscinny, S.; McCullagh, M. A Novel Approach to the Reduction of False Positive and Negative
Identifications in Screening of Pesticide Residues in Food Analysis, Proceedings of the 61st ASMS

Conference on Mass Spectrometry and Allied Topics, Minneapolis, MN, 2013.

. McCullagh, M.; Goscinny, S. Discovery of Pesticide Protomers Using Routine lon Mobility

Screening.McCullagh, M.; Goscinny, S. Waters Corporation Application Note 720005028EN.2014.

. Goscinny, S.; McCullagh, M.; Far, J.; De Pauw, E.; Eppe, G. Towards the Use of lon Mobility Mass
Spectrometry Derived Collision Cross Section as a Screening Approach for Unambiguous

Identification of Targeted Pesticides in Food. Rapid Commun.Mass Spectrom.2019, p. 1-15.

. McCullagh, M.; Wood, M.; Mistry, N.; Goscinny, S.; Douce, D.; Dalsgaard, P. Investigations into Cross-
Platform and Long-Term Robustness of a CCS metric, 67th ASMS Conference on Mass Spectrometry

and Allied Topics, Atlanta, GA, 2019.

. McCullagh, M.; Giles, K.; Richardson, K.; Stead, S.; Palmer, M. Investigations into the Performance of

Travelling Wave Enabled Conventional and Cyclic lon Mobility Systems to Characterise Protomers of

Fluoroquinolone Antibiotic Residues.Rapid Commun Mass Spectrom. 2019; p. 1-11.

. McCullagh, M.; Pereira, C.A.M; Yariwake, J.H. Use of lon Mobility Mass Spectrometry to Enhance

Cumulative Analytical Specificity and Separation to Profile 6 - C/8 - Cglycosylflavone Critical Isomer

Pairs and Known-Unknowns in Medicinal Plants. Phytochemical Analysis.2019; p. 1-13.
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10. McCullagh, M.; Douce, D.; Van Hoeck, E.; Goscinny, S. Exploring the Complexity of Steviol Glycosides
Analysis Using lon Mobility Mass Spectrometry.Anal.Chem.2018; 90, p. 4585—4595.

11. Goshawk, J.; Barknowitz, G.; McCullagh, M. The Development of a Natural Products Library Using lon-
Mobility Enabled Mass Spectrometry.67th ASMS Conference on Mass Spectrometry and Allied Topics,
Atlanta, GA, 2019.
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SYNAPT G2-Sim D ¥R R (X <https://www.waters.com/134740622>
ACQUITY UPLC I-Class PLUS%%t <https://www.waters.com/134613317>
MassLynx MS3X 4 <https://www.waters.com/513662>
UNIFIRIZ{E B R4 <https://www.waters.com/134801648>

Progenesis QIZRff <https://www.waters.com/134790655>

720006768ZH, 2020428

/N

©2019 Waters Corporation. All Rights Reserved.
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https://www.waters.com/1000238
https://www.waters.com/waters/sitemap.htm
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