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Florida International University
Environmental Analysis Research Laboratory
3000 NE 1515t Street

North Miami, FL 33181

Case Narrative

Project: 20240418 Balkany_a
Client: Caron Balkany PA

FIU QC Batch No: M2606
SDG #: M2404D

Date: May 3, 2024

General Information:

9 samples arrived on 04/18/2024 and they were analyzed for Sucralose using EARL
SOP-2014-0-130.2. Samples were received in acceptable condition with any exceptions
noted below.

Sample Receipt:

Samples arrived frozen.

Holding Time:

Samples were analyzed within the allowable holding time of 30 days as specified in
EARL SOP-2014-0-130.2.

Sample Storage:
Samples were stored in a freezer at < -20°C until sample preparation / analysis.

Initial Calibrations:
All criteria were within EARL SOP-2014-0-130.2 method requirements (r>>0.99).
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Continuing Calibration Verification:

All criteria were within method requirements (the measured concentration should not
deviate more than 30% from the assigned value, for all analytes). With any exceptions
noted below.

Laboratory Reagent Blank (LRB):

All analytes were below the method detection limit in the LRB with any exceptions noted
below.

Laboratory Fortified Blank (LFB) and LFB Duplicate:
All Laboratory Fortified Blank compounds were within EARL SOP-2014-0-130.2 method
requirements (70%-130% recovery), with any exceptions noted below.

All Laboratory Fortified Blank RPD were within EARL SOP-2014-0-130.2 method
requirements (< 30% RPD) with any exceptions noted below.

Laboratory Fortified Matrix (LFM):
All Laboratory Fortified Matrix compounds were within EARL SOP-2014-0-130.2 method
requirements (70%-130% recovery), with any exceptions noted below.

Sample Duplicate:

All Duplicate Samples above MDL were within EARL SOP-2014-0-130.2 method
requirements (<30% RPD) with any exceptions noted below.

ICVS:

Analysis of ICVS was within EARL SOP-2014-0-130.2 method requirements (Recovery
within 70-130%) with any exceptions noted below.

Additional Comments:

1 sample presented sucralose concentration above the upper limit of quantification, i.e.
the highest concentration of the calibration curve (2000 ng/L), and had to be diluted in
order to preserve the method accuracy. 2 samples had to be diluted in order to minimize
the interference of the sample matrix in the analysis, which was evaluated based on the
recovery of the sucralose internal standard.
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—— E FIU Institute of Environment

~—r EARL CHAIN OF CUSTODY RECORD
@_ A Environfnental Analysis Research Laboratory
~ R Biscayne Bay Campus, MSB 232 MATRIX CODE SAMPLE TYPE CODE (FOR WATER) SDG #
F:[U L Miami, Florida 33181 (305) 919-6249 1WATER 2 SEDIMENT/SOIL 3 TISSUE 4 OTHER 1 SURFACE 2 GROUNDWATER 3 WASTEWATER M2404D
PROJECT/ASR #: PROJECT NAME (COC ID): ® REQUESTED PARAMETERS PAGE 1 of 1
20240418_Balkany_a & >
SAMPLERS NAME/SIGNATURE: CLIENT PI: E E g '-'wJ
Don DeMaria / Mimi Stafford Caron Balkany ?_ ';';‘ % % g FIU ID
; " I A
s SAMPLE ID DATE TIME STATION LOCATION ; :Ej g ujJ g a
E (CLIENT SAMPLE ID): |'§ < < 8 <
1 KWRU A-1 4/11/2024 15:15 1 1 X 24-00175
2 KWRU A-2 4/11/2024 16:17 1 1 X 24-00176
3 KWRU A-3 4/11/2024 16:12 1 1 X 24-00177
4 KWRU B-1 4/11/2024 16:47 1 1 X 24-00178
5 KWRU B-2 4/11/2024 16:43 1 1 X 24-00179
6 KWRU B-3 4/11/2024 16:23 1 1 X 24-00180
7 KWRU C-1 4/11/2024 16:39 1 1 X 24-00181
8 KWRU C-2 4/11/2024 16:35 1 1 X 24-00182
9 KWRU C-3 4/11/2024 16:31 1 1 X 24-00183
10
11
12
13
14
15
16
17
18
19
20
Samples Arrived: frozen In: gel ice packs Airbill Present: Shipping Company:
Temperature upon Arrival: Therm. ID: Airbill #:
# of Shipping Containers: 1 Description: styrofoam cooler Custody Seals Present: Custody Seals Intact:
RELINQUISHED BY / AFFILIATION DATE TIME ACCEPTED BY / AFFILIATION DATE TIME
Don DeMaria 4/15/2024 18:25 Ryan Gardiner 4/15/2024 18:25
Ryan Gardiner 4/15/2024 19:00 Caron Balkany 4/15/2024 19:00
Caron Balkany 4/17/2024 16:30 Milena Ceccopieri 4/18/2024 13:00

COMMENTS:
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS

M2606 QC REPORT

Client Sample ID LRB

Sample Descriptor

Sample ID Q9574

FIUID

Sample Type LRB

SDG

Pre-analysis Dilution Factor 1.00

Analysis Dilution Factor 1.10

Total Dilution Factor 1.10

Actual Sample Volume (uL) 10000

Final Volume (uL) 11000

Matrix

Reporting Units ng/L

Volume Units uL

Data File 63507

QC Batch ID M2606
Method Online SPE LC-HRMS
Collection Date NA

Receive Date NA

Sample Prep 04/29/2024
Analysis Date 04/29/2024 16:52
COMPOUND Conc. FLAG DF MDL RL
SUCRALOSE ND 1.10 121 36.3
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2606 QC REPORT

Client Sample ID LFB

LFB-Dup

Sample Descriptor

Sample ID Q9575 Q9576

FIUID

Sample Type LFB LFBD

SDG

Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10

Total Dilution Factor 1.10 1.10

Actual Sample Volume (uL) 10000 10000

Final Volume (uL) 11000 11000

Matrix

Reporting Units ng/L ng/L

Volume Units uL uL

Data File 63508 63509

QC Batch ID M2606 M2606
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date NA NA

Receive Date NA NA

Sample Prep 04/29/2024 04/29/2024
Analysis Date 04/29/2024 17:13 04/29/2024 17:34
COMPOUND Conc. FLAG DF MDL RL %Rec  FLAG Conc. FLAG DF MDL RL %Rec FLAG RPD% FLAG
SUCRALOSE 115 1.10 121 36.3 105 117 1.10 121 36.3 107 1.98
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2606 QC REPORT

Client Sample ID CG2_S_041824 CG2_S_041824-MS
Sample Descriptor

Sample ID W20748 Q9578

FIUID 24-00156 24-00156

Sample Type ORIGINAL LFM

SDG M2404B M2404B

Pre-analysis Dilution Factor 1.00 1.00

Analysis Dilution Factor 1.10 1.10

Total Dilution Factor 1.10 1.10

Actual Sample Volume (uL) 10000 10000

Final Volume (uL) 11000 11000

Matrix Water Water

Reporting Units ng/L ng/L

Volume Units uL uL

Data File 63514 63515

QC Batch ID M2606 M2606

Method Online SPE LC-HRMS Online SPE LC-HRMS

Collection Date 04/18/2024 04/18/2024

Receive Date 04/18/2024 04/18/2024

Sample Prep 04/29/2024 04/29/2024

Analysis Date 04/29/2024 19:20 04/29/2024 19:41

COMPOUND Concentration FLAG DF mMDL RL Concentration FLAG DF MDL RL %Rec  FLAG
SUCRALOSE 138 1.10 121 36.3 247 1.10 121 36.3 99
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2606 QC REPORT

Client Sample ID CG1_S_041824 CG1_S_041824-DUP
Sample Descriptor

Sample ID W20747 Q9577

FIUID 24-00155 24-00155

Sample Type ORIGINAL DUPLICATE

SDG M2404B M2404B

Pre-analysis Dilution Factor 1.00 1.00

Analysis Dilution Factor 1.10 1.10

Total Dilution Factor 1.10 1.10

Actual Sample Volume (uL) 10000 10000

Final Volume (uL) 11000 11000

Matrix Water Water

Reporting Units ng/L ng/L

Volume Units uL uL

Data File 63512 63513

QC Batch ID M2606 M2606

Method Online SPE LC-HRMS Online SPE LC-HRMS

Collection Date 04/18/2024 04/18/2024

Receive Date 04/18/2024 04/18/2024

Sample Prep 04/29/2024 04/29/2024

Analysis Date 04/29/2024 18:37 04/29/2024 18:59

COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL RPD% FLAG
SUCRALOSE 115 1.10 121 36.3 114 1.10 121 36.3 0.91
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2404D SAMPLE REPORT

Client Sample ID KWRU A-1 KWRU A-2 KWRU A-3
Sample Descriptor

Sample ID W20766 W20767 W20768

FIU ID 24-00175 24-00176 24-00177
Sample Type N N N

SDG M2404D M2404D M2404D
Pre-analysis Dilution Factor 1.00 1.00 1.00
Analysis Dilution Factor 1.10 2.20 1.10

Total Dilution Factor 1.10 2.20 1.10

Actual Sample Volume (uL) 10000 5000 10000

Final Volume (uL) 11000 11000 11000

Matrix Water Water Water
Reporting Units ng/L ng/L ng/L

Volume Units uL uL uL

Data File 63549 63609 63551

QC Batch ID M2606 M2606 M2606
Method Online SPE LC-HRMS Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 04/11/2024 04/11/2024 04/11/2024
Receive Date 04/18/2024 04/18/2024 04/18/2024
Sample Prep 04/29/2024 04/29/2024 04/29/2024
Analysis Date 04/30/2024 15:17 05/01/2024 19:42 04/30/2024 15:59
COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL
SUCRALOSE 338 1.10 121 36.3 58.3 2.20 24.2 726 ND 1.10 121 36.3

ND Not Detected
1 ot
NANot Applicable

Q Results Outsde GC

| Interference

B Blank Contamination>3xMIDL
D Diution

EC Exceeds Caliration
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2404D SAMPLE REPORT

Client Sample ID KWRU B-1 KWRU B-2 KWRU B-3
Sample Descriptor

Sample ID W20769 W20770 W20771
FIU ID 24-00178 24-00179 24-00180
Sample Type N N N
SDG M2404D M2404D M2404D
Pre-analysis Dilution Factor 1.00 1.00 1.00
Analysis Dilution Factor 11.0 1.10 2.20
Total Dilution Factor 11.0 1.10 220
Actual Sample Volume (uL) 1000 10000 5000
Final Volume (uL) 11000 11000 11000
Matrix Water Water Water
Reporting Units ng/L ng/L ng/L
Volume Units uL uL uL
Data File 63611 63553 63613
QC Batch ID M2606 M2606 M2606
Method Online SPE LC-HRMS Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 04/11/2024 04/11/2024 04/11/2024
Receive Date 04/18/2024 04/18/2024 04/18/2024
Sample Prep 04/29/2024 04/29/2024 04/29/2024

Analysis Date

05/01/2024 20:24

04/30/2024 16:42

05/01/2024 21:06

COMPOUND

SUCRALOSE

Concentration

8451

FLAG DF MDL RL Concentration FLAG DF MDL RL

11.0 121 363 1976 1.10 121 36.3

Concentration

56.0

FLAG

DF MDL

220 24.2

RL

726

ND Not Detected
1 ot

NANot Applicable

Q Results Outsde GC

| Interference

B Blank Contamination>3xMIDL
D Diution
EC Exceeds Caliration

M2404D_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20240515

Page 11 of 15



SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2404D SAMPLE REPORT

Client Sample ID KWRU C-1 KWRU C-2 KWRU C-3
Sample Descriptor

Sample ID W20772 W20773 W20774
FIU ID 24-00181 24-00182 24-00183
Sample Type N N N

SDG M2404D M2404D M2404D
Pre-analysis Dilution Factor 1.00 1.00 1.00
Analysis Dilution Factor 1.10 1.10 1.10
Total Dilution Factor 1.10 1.10 1.10
Actual Sample Volume (uL) 10000 10000 10000
Final Volume (uL) 11000 11000 11000
Matrix Water Water Water
Reporting Units ng/L ng/L ng/L
Volume Units uL uL uL
Data File 63557 63558 63559
QC Batch ID M2606 M2606 M2606
Method Online SPE LC-HRMS Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 04/11/2024 04/11/2024 02/09/2024
Receive Date 04/18/2024 04/18/2024 04/18/2024
Sample Prep 04/29/2024 04/29/2024 04/29/2024

Analysis Date

04/30/2024 18:06 04/30/2024 18:27

04/30/2024 18:48

COMPOUND

SUCRALOSE

Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL

1136 1.10 121 36.3 566 1.10 121 36.3

Concentration

448

FLAG DF MDL

1.10 121

RL

36.3

ND Not Detected
1 ot
NANot Applicable

Q Results Outsde GC

| Interference

B Blank Contamination>3xMIDL
D Diution

EC Exceeds Caliration
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Miscellaneous Laboratory Sample Logbook

O WATER B PROJECT: 'Dl ‘\(_,\(’C\\Q,C)Q, . PI: _ W_) E Environmental
E sepbiment [ ANALysis: paH [ aupHaTics 0 ocrest O pce [ nrest0d op O prarwa O /& A Analysis
W TISSUE: prenoxy [ Fruorescence L1 poss ] anmisiorics L1 other *71R Research
= OTHER: FINAL SOLVENT: _LC Lo G FINAL VOLUME: Ilm - Amber [] ClearK FIU L Laboratory
Surrogates Vol. (uL) Fortification Vol. (uL) Internal Standard Vol. {uL) COMMENTS:
Al O3SMNC 160 |SuC O OORSRYMNC ['CO | pypqey® MALIET
MNMNG mpdad C
L2 P WA MY A
Sample ID Client Descriptor V\\Il:t[.\ftfitl.l_()g) Dféﬂ‘;"t D?Q;Nt FIU ID Comments Process Date | Initials
1 [ GosY LAD 0,000 Recened W12 8] ol
2 | OUs1S L F6 1000 Sample Prep. :\-:::;\J-l 20 O
3] .56 LED-Du 1 C,.000 Spike Wittness
4 Q(-’I i CGLD -C‘Hﬁsa\'\ C\/\‘C' 10.000 B\“\"Qt»\c)i) Extraction
5] Gas1¥ Cior .53 v | 16,660 2M-00 15\ —
6 | 3T Lol 5. omgM 10,060 24-00 155 Cieanup
7 1 \oagd® CoA_S-osa4 6. 0C0 A -0 ISk Concentration
8| WagIvg C63 S (154 V6. 00 A4 -6V S et
9] wacIst | Ced s .o 10,000 AY -0 58 Concentration
10| WAeTs) CeS.S-ohgd 10.600 34 -001 34 Cleanup
1] LD2AT TS5 (6l § 04184 10,060 MM -G O Concentration
121 wael1yS (‘.'C"(;..\"_’),C‘ﬂ\‘égq i 0.0 MoVl GC! Prep
13] LWy CO-S.0OM\%M | 10,060 a4 - OO SoL___prep
14| WALT5S C(G%o . 5. oy VO 60 2AY-0C 1D Lo prep |4 -2y WD
15| LSt C 3%n-3- QU8 ([CRe'es A4 -0O1 Quant/Aud
16| L aesT (eO-5-04 1% V0,000 Ao Final Report
17] WSS § C GW-S-cHgaY ic.600 Y - W Final Report
Lab Manager QC Auditor Sample Storage Information Miscellaneous Information m
Initials: Initials:
Date: Date:
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Miscellaneous Laboratory Sample Logbook

WATER ﬂ PROJECT: D ' C(\C‘é;‘t, Pl: % E Environmental

seoiment [J aNALYsis: pan [ aupratics 0 ocrest OO pece 0 npestCd o0 pHaRMA I Z= A Analysis

TISSUE: pHenoxy (1 Fruorescence [ poss [ anmieiotics 1 other: ool R Research

OTHER: FINAL SOLVENT: \=C  ug et FINAL voLume: 2me Amber [0 ClearEB FIU L Laboratory

Surrogates Vol. (uL) Fortification Vol. (uL) Internal Standard Vol. (uL) COMMENTS:
Jchd3Im C 00 | SuQLO3534mC |00 madeMd ey
MUY LAgY: STCE T
MM MIUWA
Sample ID Client Descriptor V:l’:tl'\!\(lttl.L{)g) D:;,‘;Vt D?;;Nt FIU ID Comments Process Date | Initials
1| WasToy C, G -S.0M 164 S, 000 24 -l Received S one
2 | WAC LD LEil-B-cH194 35,600 A4 00108 Sample Prep.  1-2amd] W
CH RSN CLaD-5- Gpsad S HA500) A4 -0k 4 Spike Wittness
4 | WL Cemh-5- SN 10,600 M- 00110 Extraction
5 Waoww3 Cend. 5-sHIBM | o o5 A4 -0\ Concentration
6 | Wac iy O\ -Cowe_S ™ | celd 2A4-08VT Cleanup
7| WAGILS FOR-CGA o et o o AInLiad Concentration
8 | waciky Huathd A\ 10,060 - V1D Cleanup
9 | Lavie B &K 2,000 24i-00 1w Concentration
10] WX whu o> 1 0,00 A4 -G Cleafilp
1] W ot O -\ i OO0 24 -011% —
12 \—C&uﬂ;aﬁ) YA 6"1 0.0 24-00119 GC/____ Prep
13| WIS Ao A (53 2. a4 -GC 150 Gl Prep
14| Wau N Voo hu - L. OO0 A4-0G % R orep |44 4w ()
15| LJas1d Ao\ (- N 1O - GOSN Quant/Audit
16 LasTd Vawoda -3 1C.QCD AU-0683 Emal Report
171 w1 s C)- X iy cOO Ay -(.)Q‘\g(_‘ Final Report
Lab Manager QC Auditor Sample Storage Information Miscellaneous Information
Initials: Initials:
Date: Date:
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Miscellaneous Laboratory Sample Logbook

water BN PROJECT: ANCTNCSE Pl f.-.,“:_‘; E Environmental
sepiment [ anaLysis: pan [ aupHatics O ocpest L0 pecs [ nrestld op [ prarma [ 7=\ A Analysis
TISSUE: prENoxy L1 FLuorescence [ poss [ antisiotics 1 other: NYZ LY Research
OTHER: FINAL SOLVENT: __LC TN FINAL VOLUME: 4 Amber [1  Clear Iﬂ’ FIU | Laboratory
Surrogates Vol. (uL) Fortification Vol. (uL) Internal Standard Vel. (uL) | COMMENTS:
Succar 33Mme | 160 | SudL03asaime. |60 M3eHB W eieT
MR dueuc
C.
M “}t‘\()\wt L m 3\\4('—\&
Sample ID Client Descriptor V:f’:tl-\ﬂ(f:.l-()g:‘j) D?,fﬂ:;w Dr(yg;Nt FIU ID Comments Process Date | Initials
1| Was TG CO-2 S\.e00 4-COIBS e 5 B
2 | AL O™ b 600 A4 -G08 Sample Prep. d-2awi |
3| wWwARTIB CHC A S, 000 A9 -061 7 Spike Wittness
4 | wiog CaC> 9.000 A4-00188 st
5 WGBTS CaerC < (). o0 HMY-6o0 84 Concentration
6 | %) C ¥~ o S, OOD 24 -0 0 __ Cleanup
7 | wasIdX CeB-sukate M 9,000 G- RO6GAD Concentration
8 | LoABIED COQ-Suifate, 'y S.600 An-006G469 Cleanup
9 | woaesy CE0-Suifuce Y 5,600 AC— Citoh Cencentration
10] WAHRES Ce N -Suifue Yy 3. 000 A0-01 6033 Cleanup
11] WAGISU BrowneteC Tisn s SO D -0 61Ty Concentration
12| wrow PO AATI R D0 2,00 AU - COISD e prep
13] WiaeF MU O D3N | 1000 Ad-otisy cc___prep
14 o 2R prep 464 | O
15 Quant/Audit
16 Final Report
17 Final Report
Lab Manager QC Auditor Sample Storage Information Miscellaneous Information
Initials: Initials:
Date: Date:
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ULTRA-TRACE ANALYSIS OF SUCRALOSE IN MULTI-MATRIX AQUEOUS SAMPLES
BY ONLINE SPE HPLC-HIGH RESOLUTION MASS SPECTROMETRY

FINAL REPORT

M2406D

Submitted to

Caron Balkany PA
PO box 420859 Summerland Key, FL 33042

Performing Laboratory

Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University
North Miami, Florida 33181

Exh. C-2

Study Completed on
June 27, 2024
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Naja Girard
Exh. C-2


SIGNATURES AND APPROVAL

M2406D

Submitted by: Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University
North Miami, Florida 33181

DocuSigned by:

ﬁiwo Gardinali 7/9/2024

~—A48C2623B3734C3...
QC Reviewer Date
DocuSigned by:
rl\m«? Vandaidingleam 7/9/2024
Mary Vanlandingham Date
Organic Analyst

The above results relate only to the samples.

Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University, Marine Science Building MSB 230/232,
North Miami, Florida 33181
(305) 919-6249
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Florida International University
Environmental Analysis Research Laboratory
3000 NE 1515t Street

North Miami, FL 33181

Case Narrative

Project: 20240614 _Balkany b
Client: Caron Balkany PA

FIU QC Batch No: M2613
SDG #: M2406D

Date: June 27, 2024

General Information:

2 samples arrived on 06/14/2024 and they were analyzed for Sucralose using EARL
SOP-2014-0-130.2. Samples were received in acceptable condition with any exceptions
noted below.

Sample Receipt:

Samples arrived thawed, but cold with ice.

Holding Time:

Samples were analyzed within the allowable holding time of 30 days as specified in
EARL SOP-2014-0-130.2.

Sample Storage:
Samples were stored in a freezer at < -20°C until sample preparation / analysis.

Initial Calibrations:
All criteria were within EARL SOP-2014-0-130.2 method requirements (r>>0.99).
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Continuing Calibration Verification:

All criteria were within method requirements (the measured concentration should not
deviate more than 30% from the assigned value, for all analytes). With any exceptions
noted below.

Laboratory Reagent Blank (LRB):

All analytes were below the method detection limit in the LRB with any exceptions noted
below.

Laboratory Fortified Blank (LFB) and LFB Duplicate:
All Laboratory Fortified Blank compounds were within EARL SOP-2014-0-130.2 method
requirements (70%-130% recovery), with any exceptions noted below.

All Laboratory Fortified Blank RPD were within EARL SOP-2014-0-130.2 method
requirements (< 30% RPD) with any exceptions noted below.

Laboratory Fortified Matrix (LFM):
All Laboratory Fortified Matrix compounds were within EARL SOP-2014-0-130.2 method
requirements (70%-130% recovery), with any exceptions noted below.

Sample Duplicate:

All Duplicate Samples above MDL were within EARL SOP-2014-0-130.2 method
requirements (<30% RPD) with any exceptions noted below.

ICVS:

Analysis of ICVS was within EARL SOP-2014-0-130.2 method requirements (Recovery
within 70-130%) with any exceptions noted below.

Additional Comments:

The samples presented sucralose concentration above the upper limit of quantification,
i.e. the highest concentration of the calibration curve (2000 ng/L), and had to be diluted
in order to preserve the method accuracy.

M2406D_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20240628 Page 4 of 12
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FIU Institute of Environment

EARL CHAIN OF CUSTODY RECORD

Environmental Analysis Research Laboratory
Biscayne Bay Campus, MSB 232

MATRIX CODE

SAMPLE TYPE CODE (FOR WATER)

Miami, Florida 33181 (305) 919-6249

1 WATER 2 SEDIMENT/SOIL 3 TISSUE 4 OTHER

1 SURFACE 2 GROUNDWATER 3 WASTEWATER

SDG #
M2406D

PROJECT/ASR #:

PROJECT NAME (COC ID):
20240614_Balkany_b

SAMPLERS NAME/SIGNATURE:

CLIENT PI:

Terrence Justice

Caron Balkany

FOLKS

SAMPLE ID
(CLIENT SAMPLE ID):

ITEM #

DATE TIME STATION LOCATION

REQUESTED PARAMETERS

PAGE 1 of 1

COLLECTION TYPE
SAMPLE CONDITION
SUCRALOSE

FIUID

R2H

N

5/28/2024 11:30am 24°34'06" 81°44'03"

— |TOTAL # of CONTAINERS

- |MATRIX
- |SAMPLE TYPE

surface | frozen

24-00263

R2L

6/1/2024 1:20pm 24°34'06" 81°44'03"

N

-
N

surface | frozen X

24-00264

A Jw N

20

Samples Arrived:

thawed In: gel ice packs

Airbill Present:

Shipping Company:

Temperature upon Arrival:

Therm. ID:

Airbill #:

# of Shipping Containers:

1 Description: styrofoam cooler

Custody Seals Present:

Custody Seals Intact:

RELINQUISHED BY / AFFILIATION

DATE

TIME

ACCEPTED BY / AFFILIATION

DATE

TIME

Don DeMaria

6/1/2024

9:00 Caron Balkany

6/11/2024

16:00

Kassidy Troxell

6/14/2024

13:00

COMMENTS:

thawed but cold with ice

he20dc.pfiu.ed 1 E RECEIPT FOI

M2406D_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20240628

CHAIN OF CUSTODY\EARL COC 2024\EARL_COC_M2406D_Balkany
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2613 QC REPORT

Client Sample ID LRB

Sample Descriptor

Sample ID Q9589

FIU ID

Sample Type LRB

SDG

Pre-analysis Dilution Factor 1.00
Analysis Dilution Factor 1.10

Total Dilution Factor 1.10

Actual Sample Volume (uL) 10000

Final Volume (uL) 11000

Matrix

Reporting Units ng/L

Volume Units uL

Data File 64520

QC Batch ID M2613
Method Online SPE LC-HRMS
Collection Date NA

Receive Date NA

Sample Prep 06/24/2024
Analysis Date 06/24/2024 21:39
COMPOUND Conc. FLAG DF MDL RL
SUCRALOSE ND 1.10 121 36.3

M2406D_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_Il_FINAL_REPORT_ 20240628 Page 6 of 12



SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS

M2613 QC REPORT

Client Sample ID LFB LFBD

Sample Descriptor

Sample ID Q9590 Q9591

FIU ID

Sample Type LFB LFBD

SDG

Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10

Total Dilution Factor 1.10 1.10

Actual Sample Volume (uL) 10000 10000

Final Volume (uL) 11000 11000

Matrix

Reporting Units ng/L ng/L

Volume Units uL uL

Data File 64521 64522

QC Batch ID M2613 M2613
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date NA NA

Receive Date NA NA

Sample Prep 06/24/2024 06/24/2024
Analysis Date 06/24/2024 22:00 06/24/2024 22:21
COMPOUND Conc. FLAG DF MDL RL %Rec  FLAG Conc. FLAG DF MDL RL %Rec FLAG RPD% FLAG
SUCRALOSE 112 1.10 12.1 36.3 102 116 1.10 121 36.3 105 3.697

ND Not Detected
1 <moL
NA Not Applicable.

Q Results Outside QC

1 Interference

B Blank Contamination > MDL
D Dilution
EC Exceeds Calibration

M2406D_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20240628 Page 7 of 12



SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2613 QC REPORT

Client Sample ID RIV-510 RIV-510 MS
Sample Descriptor
Sample ID W20849 Q9593
FIU ID 24-00251 24-00251
Sample Type ORIGINAL LFM
SDG M2406B M2406B
Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10
Total Dilution Factor 1.10 1.10
Actual Sample Volume (uL) 10000 10000
Final Volume (uL) 11000 11000
Matrix Water Water
Reporting Units ng/L ng/L
Volume Units uL uL
Data File 64530 64531
QC Batch ID M2613 M2613
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 05/16/2024 05/16/2024
Receive Date 06/14/2024 06/14/2024
Sample Prep 06/24/2024 06/24/2024
Analysis Date 06/25/2024 14:39 06/25/2024 15:00
COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL %Rec FLAG
SUCRALOSE 38.8 1.10 12.1 36.3 1565 1.10 12.1 36.3 106
" enoe e ac
1 nteference
M2406D_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20240628 Page 8 of 12
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2613 QC REPORT

Client Sample ID RIV-506 RIV-506 DUP

Sample Descriptor

Sample ID W20848 Q9592

FIU ID 24-00250 24-00250
Sample Type ORIGINAL DUPLICATE
SDG M2406B M2406B
Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10

Total Dilution Factor 1.10 1.10

Actual Sample Volume (uL) 10000 10000

Final Volume (uL) 11000 11000

Matrix Water Water
Reporting Units ng/L ng/L

Volume Units uL uL

Data File 64528 64529

QC Batch ID M2613 M2613
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 05/15/2024 05/15/2024
Receive Date 06/14/2024 06/14/2024
Sample Prep 06/24/2024 06/24/2024
Analysis Date 06/25/2024 13:57 06/25/2024 14:18
COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL RPD% FLAG
SUCRALOSE 43.9 1.10 12.1 36.3 446 1.10 121 36.3 1.59

M2406D_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_Il_FINAL_REPORT_ 20240628 Page 9 of 12



SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2406D SAMPLE REPORT

Client Sample ID R2H R2L

Sample Descriptor

Sample ID W20861 W20862

FIU ID 24-00263 24-00264
Sample Type N N

SDG M2406D M2406D
Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 5.50 5.50

Total Dilution Factor 5.50 5.50

Actual Sample Volume (uL) 2000 2000

Final Volume (uL) 11000 11000

Matrix Water Water
Reporting Units ng/L ng/L

Volume Units uL uL

Data File 64574 64577

QC Batch ID M2613 M2613
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 05/28/2024 06/01/2024
Receive Date 06/14/2024 06/14/2024
Sample Prep 06/24/2024 06/24/2024
Analysis Date 06/26/2024 13:03 06/26/2024 14:06
COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL
SUCRALOSE 3941 5.50 60.5 182 4659 5.50 60.5 182

ND Not Detected
J vl
NANot Applcable

Q Results Outside aC

1 Interference

8 Blank Contamination>3xMDL
0 Dition
EC Exceeds Calbration

M2406D_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20240628
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Miscellaneous Laboratory Sample Logbook

M2406D_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20240628

water KX PROJECT: LAY D QR PI: m = Environmental
sepiment [ AnALysis: pan [0 aupsatics O ocpest O pced npestd op O pHARMA OO A Analysis
TISSUE: prENoxy [J  FLuorescence [0 poss [0 anTisiotics 1 other: R research
OTHER: FINAL sOLVENT: LC WAKr FINAL VOLUME: _\\ ma\ Amber [ clear K] FIU L. Laboratory
Surrogates Vol. (ul.) Fortification Vol. (uL) Internal Standard vol. u) [COMMENTS:
SUC Cal 0626 | MU0 |5uc Db 062424 KT | 00 | MTRO6A
Mmutoe B
2406 C
Mm2406D
_ MUAOGE
~ sampleid | ClientDescripor | v:,';'v\(,‘t"‘(g) aD?,,th ',,Dré ;Nt FUD | comments || Process | Date [initials
1 |049% ﬁq LRB 10 ,000 Received Zx&'lﬁ\ MV
2 194540 e LR |0, 000 Sample Prep. o424 MV
3 lQaaql LFR - Dup 19, 000 Spike Wittness
4 | QRASAL RW-606 - Dup 10, 000 14-00150 Extraction
5 04993 RW-5\0 -ms (0, 000 14— 0015\
6 [W20 %46 T4\ 273 -00! 2,000 14 -0014 8
7 w2084 Td\W213 -002 S, 000 WM-00249 Concentration
8 |W2ogU¥ RW -50b (0,009 24-00250
9 UUZO?U«C{ Rw-510 10,0 v 74 -00251 Concentration
10 [W2 0850 RV -6l (0,099 24-00152 Cleanp
11 W08 S| RW -5 10.000 14-00153 Concentraton
12| WLOESL RIV- 515 19,099 24-00254
13|W20 $93 RV -9l 10,000 M-00155 ool Prep
14| W2LO8S4 RW-519 10,900 24-00196 o BBN3,  [6IZ51gf MV
15 [W2O§S5 RV -520 10,000 2U4-00257 Quart/Auct
16|W) 20856 Riv-521 (0,000 24-0015% ——
17 | W2LOKST Riv-574 10 OO0 24 -00199 Final Report
Lab Manager QC Auditor Sample Storage information Miscellaneous Information
Initials: :;;tti:!s: m
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Miscellaneous Laboratory Sample Logbook

WATER m

PROJECT:

SUCra\0Se

PL:

. PR .
¢ E Environmental

M2406D_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20240628

E sepiment anaLysis: paH [ aupHatics L1 ocpest [0 pcs [ npestd op 0 pHarRMa % A Analysis
R TISSUE: prEnoxy [ rLuorescence (1 poss [ antisiomics L1 other: ™54 R Research
= OTHER: FINAL sOLVENT: LC Wader FINAL VOLUME: __ \\ tn\L Amber L1 Clear KI FIU L Laboratory
Surrogates Vol. {uL) Fortification Vol. (ul) internal Standard Vol. (uL) COMMENTS:
SuC cal 062624 | /00 |suc Db 0oWMKT | (0o |MHHoed
muyoo C
Miyoe O
M1YObE
kSa‘mple ID Client Descriptor v:ll:tl'v\(;tj_l'(g) o D?&)\)I\It D'é;m FIUID 5 Comments ’ . - Process | Date lniﬁals
1| W2035% RIV-975 10.900 4-00260 Receved
2 | WO 549 CRW -t 5,000 4-0026\ Sample Prep.
1 3] WLO0T%bO Chw -2 2444 14-00261L Spike Wittness
4 | WO B0l R2H 7,000 24-00263 Extraction
5 | WLOBbL RZL 7,000 24-00264 Concentration
6 | WoKb 2 R\ 500 4-00265 Cleanup
7 w206y | Cad-Sulae 214 10,000 70 -00ad1 Goncentration
8 | Wog0S | Ced-Suckme Yy (9, 000 20 -00999 Cieanup
9 lwrokl | CGW .- Surfaw 3y 10,000 20~ 0100} Concentration
10| W20%bT | CaW - Surface 24 10, 000 10-01003 Cleanup
11 Concentration
12 GC/ Prep
13 GC/ Prep
14 LC/HZMSPrep (”/7'517"“ vV
15 Quant/Audit
16 Final Report
17 Final Report
Lab Manager QC Auditor Sample Storage Information Miscellaneous Information
Initials: Initials:
Date: Date:




ULTRA-TRACE ANALYSIS OF SUCRALOSE IN MULTI-MATRIX AQUEOUS SAMPLES
BY ONLINE SPE HPLC-HIGH RESOLUTION MASS SPECTROMETRY

FINAL REPORT

M2406E

Submitted to

Caron Balkany PA
PO box 420859 Summerland Key, FL 33042

Performing Laboratory

Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University
North Miami, Florida 33181

Exh. C-3

Study Completed on
June 27, 2024

M2406E_SUCRALOSE_by_ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT_ 20240628 Page 1 of 12


Naja Girard
Exh. C-3


SIGNATURES AND APPROVAL

M2406E

Submitted by: Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University
North Miami, Florida 33181

DocuSigned by:

ﬁiwo Cardinali 7/9/2024

A48C2623B3734C3

QC Reviewer Date
DocuSigned by:
mrq Vandaidingleam 7/9/2024
Mary Vanlandingham Date
Organic Analyst

The above results relate only to the samples.

Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University, Marine Science Building MSB 230/232,
North Miami, Florida 33181
(305) 919-6249

M2406E_SUCRALOSE_by_ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT_ 20240628
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Florida International University
Environmental Analysis Research Laboratory
3000 NE 1515t Street

North Miami, FL 33181

Case Narrative

Project: 20240614 Balkany c
Client: Caron Balkany PA

FIU QC Batch No: M2613
SDG #: M2406E

Date: June 27, 2024

General Information:

1 sample arrived on 06/14/2024 and it was analyzed for Sucralose using EARL SOP-
2014-0-130.2. Samples were received in acceptable condition with any exceptions
noted below.

Sample Receipt:

The sample arrived thawed, but cold with ice.

Holding Time:

Samples were analyzed within the allowable holding time of 30 days as specified in
EARL SOP-2014-0-130.2.

Sample Storage:
Samples were stored in a freezer at < -20°C until sample preparation / analysis.

Initial Calibrations:
All criteria were within EARL SOP-2014-0-130.2 method requirements (r>>0.99).

M2406E_SUCRALOSE_by_ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT_ 20240628 Page 3 of 12



Continuing Calibration Verification:

All criteria were within method requirements (the measured concentration should not
deviate more than 30% from the assigned value, for all analytes). With any exceptions
noted below.

Laboratory Reagent Blank (LRB):

All analytes were below the method detection limit in the LRB with any exceptions noted
below.

Laboratory Fortified Blank (LFB) and LFB Duplicate:
All Laboratory Fortified Blank compounds were within EARL SOP-2014-0-130.2 method
requirements (70%-130% recovery), with any exceptions noted below.

All Laboratory Fortified Blank RPD were within EARL SOP-2014-0-130.2 method
requirements (< 30% RPD) with any exceptions noted below.

Laboratory Fortified Matrix (LFM):
All Laboratory Fortified Matrix compounds were within EARL SOP-2014-0-130.2 method
requirements (70%-130% recovery), with any exceptions noted below.

Sample Duplicate:

All Duplicate Samples above MDL were within EARL SOP-2014-0-130.2 method
requirements (<30% RPD) with any exceptions noted below.

ICVS:

Analysis of ICVS was within EARL SOP-2014-0-130.2 method requirements (Recovery
within 70-130%) with any exceptions noted below.

Additional Comments:

The sample presented sucralose concentration above the upper limit of quantification,
i.e. the highest concentration of the calibration curve (2000 ng/L), and had to be diluted
in order to preserve the method accuracy.

M2406E_SUCRALOSE_by_ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT_ 20240628 Page 4 of 12
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FIUL

FIU Institute of Environment
Environmental Analysis Research Laboratory

EARL CHAIN OF CUSTODY RECORD

Biscayne Bay Campus, MSB 232

MATRIX CODE

SAMPLE TYPE CODE (FOR WATER)

Miami, Florida 33181 (305) 919-6249

1 WATER 2 SEDIMENT/SOIL 3 TISSUE 4 OTHER

1 SURFACE 2 GROUNDWATER 3 WASTEWATER

SDG #
M2406E

PROJECT/ASR #:

PROJECT NAME (COC ID):
20240614_Balkany_C

SAMPLERS NAME/SIGNATURE:

CLIENT PI:

Richard Diaz

Caron Balkany

FOLKS

SAMPLE ID
(CLIENT SAMPLE ID):

ITEM #

DATE TIME STATION LOCATION

REQUESTED PARAMETERS

PAGE 1 of 1

SAMPLE CONDITION
SUCRALOSE

SAMPLE TYPE

FIUID

R1

N

5/28/2024 6:00 PM 24°34.014 81°44.057

— |TOTAL # of CONTAINERS

S |cOLLECTION TYPE
o

- |MATRIX

x

surface frozen

24-00265

A Jw N

20

Samples Arrived:

thawed In: gel ice packs

Airbill Present:

Shipping Company:

Temperature upon Arrival:

Therm. ID:

Airbill #:

# of Shipping Containers:

1 Description: styrofoam cooler

Custody Seals Present:

Custody Seals Intact:

RELINQUISHED BY / AFFILIATION

DATE

TIME

ACCEPTED BY / AFFILIATION

DATE

TIME

Richard Diaz

5/31/2024

12:15 Don DeMaria

5/31/2024

12:15

Don DeMaria

Caron Balkany

6/1/2024

Caron Balkany

6/1/2024

9:00

6/11/2024

16:00 Kassidy Troxell

6/14/2024

14:00

COMMENTS:

thawed but cold with ice

he20dc.pfiu.ed 1 E RECEIPT FOI

M2406E_SUCRALOSE_by_ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT_ 20240628
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2613 QC REPORT

Client Sample ID LRB

Sample Descriptor

Sample ID Q9589

FIU ID

Sample Type LRB

SDG

Pre-analysis Dilution Factor 1.00
Analysis Dilution Factor 1.10

Total Dilution Factor 1.10

Actual Sample Volume (uL) 10000

Final Volume (uL) 11000

Matrix

Reporting Units ng/L

Volume Units uL

Data File 64520

QC Batch ID M2613
Method Online SPE LC-HRMS
Collection Date NA

Receive Date NA

Sample Prep 06/24/2024
Analysis Date 06/24/2024 21:39
COMPOUND Conc. FLAG DF MDL RL
SUCRALOSE ND 1.10 121 36.3

M2406E_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_||_FINAL_REPORT 20240628 Page 6 of 12



SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS

M2613 QC REPORT

Client Sample ID LFB LFBD

Sample Descriptor

Sample ID Q9590 Q9591

FIU ID

Sample Type LFB LFBD

SDG

Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10

Total Dilution Factor 1.10 1.10

Actual Sample Volume (uL) 10000 10000

Final Volume (uL) 11000 11000

Matrix

Reporting Units ng/L ng/L

Volume Units uL uL

Data File 64521 64522

QC Batch ID M2613 M2613
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date NA NA

Receive Date NA NA

Sample Prep 06/24/2024 06/24/2024
Analysis Date 06/24/2024 22:00 06/24/2024 22:21
COMPOUND Conc. FLAG DF MDL RL %Rec  FLAG Conc. FLAG DF MDL RL %Rec FLAG RPD% FLAG
SUCRALOSE 112 1.10 12.1 36.3 102 116 1.10 121 36.3 105 3.697

ND Not Detected
1 <moL
NA Not Applicable.

Q Results Outside QC

1 Interference

B Blank Contamination > MDL
D Dilution
EC Exceeds Calibration

M2406E_SUCRALOSE_by_ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT_ 20240628 Page 7 of 12



SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2613 QC REPORT

Client Sample ID RIV-510 RIV-510 MS
Sample Descriptor
Sample ID W20849 Q9593
FIU ID 24-00251 24-00251
Sample Type ORIGINAL LFM
SDG M2406B M2406B
Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10
Total Dilution Factor 1.10 1.10
Actual Sample Volume (uL) 10000 10000
Final Volume (uL) 11000 11000
Matrix Water Water
Reporting Units ng/L ng/L
Volume Units uL uL
Data File 64530 64531
QC Batch ID M2613 M2613
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 05/16/2024 05/16/2024
Receive Date 06/14/2024 06/14/2024
Sample Prep 06/24/2024 06/24/2024
Analysis Date 06/25/2024 14:39 06/25/2024 15:00
COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL %Rec FLAG
SUCRALOSE 38.8 1.10 12.1 36.3 1565 1.10 12.1 36.3 106
" enoe e ac
1 nteference
M2406E_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_Il_FINAL_REPORT_ 20240628 Page 8 of 12
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2613 QC REPORT

Client Sample ID RIV-506 RIV-506 DUP

Sample Descriptor

Sample ID W20848 Q9592

FIU ID 24-00250 24-00250
Sample Type ORIGINAL DUPLICATE
SDG M2406B M2406B
Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10

Total Dilution Factor 1.10 1.10

Actual Sample Volume (uL) 10000 10000

Final Volume (uL) 11000 11000

Matrix Water Water
Reporting Units ng/L ng/L

Volume Units uL uL

Data File 64528 64529

QC Batch ID M2613 M2613
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 05/15/2024 05/15/2024
Receive Date 06/14/2024 06/14/2024
Sample Prep 06/24/2024 06/24/2024
Analysis Date 06/25/2024 13:57 06/25/2024 14:18
COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL RPD% FLAG
SUCRALOSE 43.9 1.10 12.1 36.3 446 1.10 121 36.3 1.59

M2406E_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_||_FINAL_REPORT 20240628 Page 9 of 12



SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS

M2406E SAMPLE REPORT

Client Sample ID R1
Sample Descriptor
Sample ID W20863
FIUID 24-00265
Sample Type N
SDG M2406E
Pre-analysis Dilution Factor 1.00
Analysis Dilution Factor 22.0
Total Dilution Factor 22.0
Actual Sample Volume (uL) 500
Final Volume (uL) 11000
Matrix Water
Reporting Units ng/L
Volume Units uL
Data File 64578
QC Batch ID M2613
Method Online SPE LC-HRMS
Collection Date 05/28/2024
Receive Date 06/14/2024
06/24/2024

Sample Prep
Analysis Date

06/26/2024 14:27

COMPOUND

SUCRALOSE

Concentration FLAG DF MDL RL

17189 22.0 242 726

M2406E_SUCRALOSE_by_ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT_ 20240628
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Miscellaneous Laboratory Sample Logbook

M2406E_SUCRALOSE_by_ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT_ 20240628

water KX PROJECT: LAY D QR PI: m = Environmental
sepiment [ AnALysis: pan [0 aupsatics O ocpest O pced npestd op O pHARMA OO A Analysis
TISSUE: prENoxy [J  FLuorescence [0 poss [0 anTisiotics 1 other: R research
OTHER: FINAL sOLVENT: LC WAKr FINAL VOLUME: _\\ ma\ Amber [ clear K] FIU L. Laboratory
Surrogates Vol. (ul.) Fortification Vol. (uL) Internal Standard vol. u) [COMMENTS:
SUC Cal 0626 | MU0 |5uc Db 062424 KT | 00 | MTRO6A
Mmutoe B
2406 C
Mm2406D
_ MUAOGE
~ sampleid | ClientDescripor | v:,';'v\(,‘t"‘(g) aD?,,th ',,Dré ;Nt FUD | comments || Process | Date [initials
1 |049% ﬁq LRB 10 ,000 Received Zx&'lﬁ\ MV
2 194540 e LR |0, 000 Sample Prep. o424 MV
3 lQaaql LFR - Dup 19, 000 Spike Wittness
4 | QRASAL RW-606 - Dup 10, 000 14-00150 Extraction
5 04993 RW-5\0 -ms (0, 000 14— 0015\
6 [W20 %46 T4\ 273 -00! 2,000 14 -0014 8
7 w2084 Td\W213 -002 S, 000 WM-00249 Concentration
8 |W2ogU¥ RW -50b (0,009 24-00250
9 UUZO?U«C{ Rw-510 10,0 v 74 -00251 Concentration
10 [W2 0850 RV -6l (0,099 24-00152 Cleanp
11 W08 S| RW -5 10.000 14-00153 Concentraton
12| WLOESL RIV- 515 19,099 24-00254
13|W20 $93 RV -9l 10,000 M-00155 ool Prep
14| W2LO8S4 RW-519 10,900 24-00196 o BBN3,  [6IZ51gf MV
15 [W2O§S5 RV -520 10,000 2U4-00257 Quart/Auct
16|W) 20856 Riv-521 (0,000 24-0015% ——
17 | W2LOKST Riv-574 10 OO0 24 -00199 Final Report
Lab Manager QC Auditor Sample Storage information Miscellaneous Information
Initials: :;;tti:!s: m
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Miscellaneous Laboratory Sample Logbook

WATER m

PROJECT:

SUCra\0Se

PL:

. PR .
¢ E Environmental

M2406E_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT_ 20240628

E sepiment anaLysis: paH [ aupHatics L1 ocpest [0 pcs [ npestd op 0 pHarRMa % A Analysis
R TISSUE: prEnoxy [ rLuorescence (1 poss [ antisiomics L1 other: ™54 R Research
= OTHER: FINAL sOLVENT: LC Wader FINAL VOLUME: __ \\ tn\L Amber L1 Clear KI FIU L Laboratory
Surrogates Vol. {uL) Fortification Vol. (ul) internal Standard Vol. (uL) COMMENTS:
SuC cal 062624 | /00 |suc Db 0oWMKT | (0o |MHHoed
muyoo C
Miyoe O
M1YObE
kSa‘mple ID Client Descriptor v:ll:tl'v\(;tj_l'(g) o D?&)\)I\It D'é;m FIUID 5 Comments ’ . - Process | Date lniﬁals
1| W2035% RIV-975 10.900 4-00260 Receved
2 | WO 549 CRW -t 5,000 4-0026\ Sample Prep.
1 3] WLO0T%bO Chw -2 2444 14-00261L Spike Wittness
4 | WO B0l R2H 7,000 24-00263 Extraction
5 | WLOBbL RZL 7,000 24-00264 Concentration
6 | WoKb 2 R\ 500 4-00265 Cleanup
7 w206y | Cad-Sulae 214 10,000 70 -00ad1 Goncentration
8 | Wog0S | Ced-Suckme Yy (9, 000 20 -00999 Cieanup
9 lwrokl | CGW .- Surfaw 3y 10,000 20~ 0100} Concentration
10| W20%bT | CaW - Surface 24 10, 000 10-01003 Cleanup
11 Concentration
12 GC/ Prep
13 GC/ Prep
14 LC/HZMSPrep (”/7'517"“ vV
15 Quant/Audit
16 Final Report
17 Final Report
Lab Manager QC Auditor Sample Storage Information Miscellaneous Information
Initials: Initials:
Date: Date:




ULTRA-TRACE ANALYSIS OF SUCRALOSE IN MULTI-MATRIX AQUEOUS SAMPLES
BY ONLINE SPE HPLC-HIGH RESOLUTION MASS SPECTROMETRY

FINAL REPORT

M2409A

Submitted to

Caron Balkany PA
PO box 420859 Summerland Key, FL 33042

Performing Laboratory

Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University
North Miami, Florida 33181

Exh. C-4

Study Completed on
September 24, 2024
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Naja Girard
Exh. C-4


SIGNATURES AND APPROVAL

M2409A

Submitted by: Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University
North Miami, Florida 33181

DocuSigned by:

Pive Cardinali 10/22/2024

A48C2623B3734C3. ..
QC Reviewer Date

DocuSigned by:

kassidy Tropdll 10/21/2024

11B317 ZOEABOATO..

Kassidy Troxell Date
Organic Analyst

The above results relate only to the samples.

Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University, Marine Science Building MSB 230/232,
North Miami, Florida 33181
(305) 919-6249
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Florida International University
Environmental Analysis Research Laboratory
3000 NE 1515t Street

North Miami, FL 33181

Case Narrative

Project: 20240904 Balkany
Client: Caron Balkany PA
FIU QC Batch No: M2622
SDG #: M2409A

Date: September 24, 2024

General Information:

10 samples arrived on 09/04/2024 and were analyzed for Sucralose using EARL SOP-
2014-0-130.2. Samples were received in acceptable condition with any exceptions
noted below.

Sample Receipt:

The samples arrived frozen.

Holding Time:

Samples were analyzed within the allowable holding time of 30 days as specified in
EARL SOP-2014-0-130.2.

Sample Storage:
Samples were stored in a freezer at < -20°C until sample preparation / analysis.

Initial Calibrations:
All criteria were within EARL SOP-2014-0-130.2 method requirements (r>>0.99).
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Continuing Calibration Verification:

All criteria were within method requirements (the measured concentration should not
deviate more than 30% from the assigned value, for all analytes). With any exceptions
noted below.

Laboratory Reagent Blank (LRB):

All analytes were below the method detection limit in the LRB with any exceptions noted
below.

Laboratory Fortified Blank (LFB) and LFB Duplicate:
All Laboratory Fortified Blank compounds were within EARL SOP-2014-0-130.2 method
requirements (70%-130% recovery), with any exceptions noted below.

All Laboratory Fortified Blank RPD were within EARL SOP-2014-0-130.2 method
requirements (< 30% RPD) with any exceptions noted below.

Laboratory Fortified Matrix (LFM):
All Laboratory Fortified Matrix compounds were within EARL SOP-2014-0-130.2 method
requirements (70%-130% recovery), with any exceptions noted below.

Sample Duplicate:

All Duplicate Samples above MDL were within EARL SOP-2014-0-130.2 method
requirements (<30% RPD) with any exceptions noted below.

ICVS:

Analysis of ICVS was within EARL SOP-2014-0-130.2 method requirements (Recovery
within 70-130%) with any exceptions noted below.

Additional Comments:

2 samples presented sucralose concentration above the upper limit of quantification, i.e.
the highest concentration of the calibration curve (2000 ng/L), and had to be diluted in
order to preserve the method accuracy.
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— E FIU Institute of Environment

% .A Environmental Analysis Research Laboratory EARL CHAIN OF CUSTODY RECORD
_— R Biscayne Bay Campus, MSB 232 MATRIX CODE SAMPLE TYPE CODE (FOR WATER) SDG #
FILT L Miami, Florida 33181 (305) 919-6249 1WATER 2 SEDIMENT/SOIL 3TISSUE 4 OTHER 1 SURFACE 2 GROUNDWATER 3 WASTEWATER M2409A
PROJECT/ASR #: PROJECT NAME (COC ID): @ REQUESTED PARAMETERS PAGE 1 of 1
20240904_Balkany “ZJ w z
SAMPLERS NAME/SIGNATURE: CLIENT PI: E . % E p
Don DeMaria Caron Balkany % E 5 § § FIU ID
#* SAMPLE ID ; E ; E’ ; @
E (CLIENT SAMPLE ID): DATE TIME STATION LOCATION :§ E ?: § ?:
1 KWRU A-1-2 9/2/2024 11:10 am 24°33.975' 81°43.824' 1 1 }ucralos{ hand | frozen x 24-00339
2 KWRU A-2-2 9/2/2024 12:05 pm 24°33.780' 81°43.846' 1 1 fucralos{ hand | frozen X 24-00340
3 KWRU A-3-2 9/2/2024 11:59 am 24°33.506' 81°43.838' 1 1 }ucralos{ hand | frozen x 24-00341
4 KWRU B-1-2 9/2/2024 12:30 pm 24°34.083' 81°44.090' 1 1 fucralos{ hand | frozen X 24-00342
5 KWRU B-2-2 9/2/2024 12:12 pm 24°34.005' 81°44.418' 1 1 fucralos{ hand | frozen X 24-00343
6 KWRU B-3-2 9/2/2024 12:10 pm 24°33.436' 81°44.074' 1 1 fucralos{ hand | frozen X 24-00344
7 KWRU C-1-2 9/2/2024 12:23 pm 24°33.993' 81°44.062' 1 1 fucralos{ hand | frozen X 24-00345
8 KWRU C-2-2 9/2/2024 12:15 pm 24°33.925' 81°44.071' 1 1 fucralos{ hand | frozen X 24-00346
9 KWRU C-3-2 9/2/2024 12:15 pm 24°33.800' 81°44.183' 1 1 fucralos{ hand | frozen X 24-00347
10 R-1-A 9/2/2024 12:40 pm 24°34.014' 81°44.057' 1 1 fucralos{ hand | frozen X 24-00348
11
12
13
14
15
16
17
18
19
20
Samples Arrived: Frozen In: gel ice packs Airbill Present: Shipping Company:
Temperature upon Arrival: Therm. ID: Airbill #:
# of Shipping Containers: Description: Custody Seals Present: Custody Seals Intact:
RELINQUISHED BY / AFFILIATION DATE TIME ACCEPTED BY / AFFILIATION DATE TIME
Don DeMaria (FOLKS) 9/3/2024 12noon Kassidy Troxell (FIU) 9/4/2024 2:00pm
COMMENTS: GPS degrees/minutes/seconds
GPS Degrees Minutes, KWRU-Key Wrst Resort Utilities, Tide was falling but still high water @ all sites
R-I-A ICE Plant, Water was fairly high for A-1-2 Sample
M2409A_SUCRALOSE_by_ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT_20241008 Page 5 of 15
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2622 QC REPORT

Client Sample ID LRB

Sample Descriptor

Sample ID Q9609

FIU ID

Sample Type LRB

SDG

Pre-analysis Dilution Factor 1.00
Analysis Dilution Factor 1.10

Total Dilution Factor 1.10

Actual Sample Volume (uL) 10000

Final Volume (uL) 11000

Matrix

Reporting Units ng/L

Volume Units uL

Data File 66367

QC Batch ID M2622
Method Online SPE LC-HRMS
Collection Date NA

Receive Date NA

Sample Prep 09/20/2024
Analysis Date 09/21/2024 1:29
COMPOUND Conc. FLAG DF MDL RL
SUCRALOSE ND 1.10 121 36.3
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS

M2622 QC REPORT

Client Sample ID LFB LFBD
Sample Descriptor

Sample ID Q9610 Q9611
FIU ID

Sample Type LFB LFBD
SDG

Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10
Total Dilution Factor 1.10 1.10
Actual Sample Volume (uL) 10000 10000
Final Volume (uL) 11000 11000
Matrix

Reporting Units ng/L ng/L
Volume Units uL uL
Data File 66368 66369
QC Batch ID M2622 M2622
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date NA NA
Receive Date NA NA
Sample Prep 09/20/2024 09/20/2024

Analysis Date

09/21/2024 1:50

09/21/2024 2:11

COMPOUND

SUCRALOSE

Conc. FLAG

99.6

DF MDL RL %Rec  FLAG Conc. FLAG DF MDL RL %Rec FLAG RPD% FLAG

1.10 121 36.3 90.6 99.2 1.10 121 36.3 90.2 0.429

ND Not Detected
1 <moL
NA Not Applicable.

Q Results Outside QC

1 Interference

B Blank Contamination > MDL
D Dilution
EC Exceeds Calibration
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2622 QC REPORT

Client Sample ID KWRU A-2-2 KWRU A-2-2 MS
Sample Descriptor
Sample ID W20948 Q9613
FIU ID 24-00340 24-00340
Sample Type ORIGINAL LFM
SDG M2409A M2409A
Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10
Total Dilution Factor 1.10 1.10
Actual Sample Volume (uL) 10000 10000
Final Volume (uL) 11000 11000
Matrix Water Water
Reporting Units ng/L ng/L
Volume Units uL uL
Data File 66376 66377
QC Batch ID M2622 M2622
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 09/02/2024 09/02/2024
Receive Date 09/04/2024 09/04/2024
Sample Prep 09/20/2024 09/20/2024
Analysis Date 09/21/2024 13:12 09/21/2024 13:33
COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL %Rec FLAG
SUCRALOSE 69.6 1.10 12.1 36.3 163 1.10 12.1 36.3 85
" enoe e ac
1 nteference
M2409A_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_Il_FINAL_REPORT_ 20241008 Page 8 of 15
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2622 QC REPORT

Client Sample ID KWRU A-1-2 KWRU A-1-2 DUP

Sample Descriptor

Sample ID W20947 Q9612

FIU ID 24-00339 24-00339
Sample Type ORIGINAL DUPLICATE
SDG M2409A M2409A
Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10

Total Dilution Factor 1.10 1.10

Actual Sample Volume (uL) 10000 10000

Final Volume (uL) 11000 11000

Matrix Water Water
Reporting Units ng/L ng/L

Volume Units uL uL

Data File 66374 66375

QC Batch ID M2622 M2622
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 09/02/2024 09/02/2024
Receive Date 09/04/2024 09/04/2024
Sample Prep 09/20/2024 09/20/2024
Analysis Date 09/21/2024 12:30 09/21/2024 12:51
COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL RPD% FLAG
SUCRALOSE 185 1.10 12.1 36.3 197 1.10 121 36.3 6.30
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2409A SAMPLE REPORT

Client Sample ID KWRU A-1-2 KWRU A-2-2 KWRU A-3-2
Sample Descriptor

Sample ID W20947 W20948 W20949
FIUID 24-00339 24-00340 24-00341
Sample Type N N N

SDG M2409A M2409A M2409A
Pre-analysis Dilution Factor 1.00 1.00 1.00
Analysis Dilution Factor 1.10 1.10 1.10
Total Dilution Factor 1.10 1.10 1.10
Actual Sample Volume (uL) 10000 10000 10000
Final Volume (uL) 11000 11000 11000
Matrix Water Water Water
Reporting Units ng/L ng/L ng/L
Volume Units uL uL uL

Data File 66374 66376 66380
QC Batch ID M2622 M2622 M2622
Method Online SPE LC-HRMS Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 09/02/2024 09/02/2024 09/02/2024
Receive Date 09/04/2024 09/04/2024 09/04/2024
Sample Prep 09/19/2024 09/19/2024 09/19/2024

Analysis Date

09/21/2024 12:30 09/21/2024 13:12

09/21/2024 14:36

COMPOUND

SUCRALOSE

Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL

185 1.10 121 36.3 69.6 1.10 121 36.3

Concentration

46.7

FLAG DF MDL

1.10 121

RL

36.3

ND Not Detected
1 ot
NANot Applicable

Q Results Outsde GC

| Interference

B Blank Contamination>3xMIDL
D Diution
EC Exceeds Caliration

M2409A_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT 20241008
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Client Sample ID

SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2409A SAMPLE REPORT

KWRU B-1-2 KWRU B-2-2 KWRU B-3-2
Sample Descriptor
Sample ID W20950 W20951 W20952
FIUID 24-00342 24-00343 24-00344
Sample Type N N N
SDG M2409A M2409A M2409A
Pre-analysis Dilution Factor 1.00 1.00 1.00
Analysis Dilution Factor 2.20 1.10 1.10
Total Dilution Factor 2.20 1.10 1.10
Actual Sample Volume (uL) 5000 10000 10000
Final Volume (uL) 11000 11000 11000
Matrix Water Water Water
Reporting Units ng/L ng/L ng/L
Volume Units uL uL uL
Data File 66421 66382 66383
QC Batch ID M2622 M2622 M2622
Method Online SPE LC-HRMS Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 09/02/2024 09/02/2024 09/02/2024
Receive Date 09/04/2024 09/04/2024 09/04/2024
Sample Prep 09/19/2024 09/19/2024 09/19/2024

Analysis Date

09/22/2024 15:03

09/21/2024 15:18

09/21/2024 15:39

COMPOUND

SUCRALOSE

Concentration

2137

FLAG DF MDL RL Concentration FLAG DF MDL RL

2.20 242 726 293 1.10 121 36.3

Concentration

814

FLAG

DF MDL

1.10 121

RL

36.3

ND Not Detected
1 ot

NANot Applicable

Q Results Outsde GC

| Interference

B Blank Contamination>3xMIDL
D Diution
EC Exceeds Caliration

M2409A_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT 20241008

Page 11 of 15



SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2409A SAMPLE REPORT

Client Sample ID KWRU C-1-2 KWRU C-2-2 KWRU C-3-2
Sample Descriptor

Sample ID W20953 W20954 W20955
FIUID 24-00345 24-00346 24-00347
Sample Type N N N

SDG M2409A M2409A M2409A
Pre-analysis Dilution Factor 1.00 1.00 1.00
Analysis Dilution Factor 1.10 1.10 1.10
Total Dilution Factor 1.10 1.10 1.10
Actual Sample Volume (uL) 10000 10000 10000
Final Volume (uL) 11000 11000 11000
Matrix Water Water Water
Reporting Units ng/L ng/L ng/L
Volume Units uL uL uL

Data File 66384 66385 66388
QC Batch ID M2622 M2622 M2622
Method Online SPE LC-HRMS Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 09/02/2024 09/02/2024 09/02/2024
Receive Date 09/04/2024 09/04/2024 09/04/2024
Sample Prep 09/19/2024 09/19/2024 09/19/2024

Analysis Date

09/21/2024 16:00 09/21/2024 16:21

09/21/2024 17:24

COMPOUND

SUCRALOSE

Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL

578 1.10 121 36.3 126 1.10 121 36.3

Concentration

78.7

FLAG DF MDL

1.10 121

RL

36.3

ND Not Detected
1 ot
NANot Applicable

Q Results Outsde GC

| Interference

B Blank Contamination>3xMIDL
D Diution
EC Exceeds Caliration

M2409A_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT 20241008
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS

M2409A SAMPLE REPORT

Client Sample ID R-1-A

Sample Descriptor

Sample ID W20956
FIUID 24-00348
Sample Type N

SDG M2409A
Pre-analysis Dilution Factor 1.00
Analysis Dilution Factor 2.20

Total Dilution Factor 2.20

Actual Sample Volume (uL) 5000

Final Volume (uL) 11000

Matrix Water
Reporting Units ng/L

Volume Units uL

Data File 66405

QC Batch ID M2622
Method Online SPE LC-HRMS
Collection Date 09/02/2024
Receive Date 09/04/2024
Sample Prep 09/19/2024
Analysis Date 09/22/2024 0:48
COMPOUND Concentration FLAG DF MDL RL
SUCRALOSE 1887 2.20 24.2 72.6

M2409A_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_|l_FINAL_REPORT 20241008

Page 13 of 15



Miscellaneous Laboratory Sample Logbook

Ol WATER /a/ PROJECT: SNNOAUNCS Pl: ﬁ:::‘; E Environmental
'n-_: sepiment I AnaLysis: paH [ aupraTics [ oceest 0 pce [0 wnpestmd op O prarma O L= A Analysis

8l TIsSUE: preEnoxy [ FLuorescence [J poss [ antisiotics 1 other: ¥R Research

z OTHER: ____|FnALsoLVENT: _LCALCIHEXT  FINAL VOLUME: 4Ami Amber (1 clear [ FILI L Laboratory

Surrogates Vol. {uL) Fortification Vol. (uL) Internal Standard vol. (uL) |COMMENTS:
SuC Cal O 100 [ 00 (AIBA W[ v | M 3|08
Mo 0O4A
Sample ID Client Descriptor V;’;'#:_L(;) D&‘;Vt Dré;Nt FIU ID Comments Process Date | Initials

1| Q9uA LAD 10,000 el 2y L)Y
2 @. q (.P\D L F6 10y o0 Sample Prep. Di-ic -39 | ¥

3 Q 9 (oil L F’F) o DHP 10,00 Spike Wittness

411 09eia | AU A-1-0p 10D a4 -0033%9

5| 3062 | huotd A-3-3 -0 (0060 34-00340 Concenraton

6 LUB\C)C{'-H V’\UOP\U\ G—'\'D\ ‘C)\(ﬂ) :;H-L\Da'p\ Cleanup

7 | LWAcG4US Khuve) A-2-3 | OGO Q4 D6340 ——

8 | LuadAaY C‘ h\k)?\kz\ g—‘s ~ R ‘O\(m At -00 3"‘” Cleanup

9 | WAASO iuad H-1-aef | 5 000 24-tb342 Concentraton

10] LIACAS) i B2~ | 10,000 34-00343 Cleanup

1] W0 s H-3-38 | VOO 34 -GO B Concentin

2] WAOGSS | Husw (- YO, 600 24 -006345 cor___pres

13] WA Ogsy Y uot) L—?\-B\ 10, 000 a4 -0L DY\ Ge Prep

14] WRASS YALOAM (-FroN 10,000 R-0634 71 Lo prep | Gl0by | AV
15 L)\) &Qjo\ (o P-\ ok ~ﬂ 1N \0.000 aq -Q@ o 2 )oY Quant/Audit

16| Wa0GST] T a4 10 26 -CO\ 10,600 24- 00338 —

17] WHASE T A41935Goon ] 10,600 24 -6633G Pt Bt

_ Lab Manager _ QC Auditor Sample Storage Information Miscellaneous Information m
Initials: Initials:
Date: Date:
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Miscellaneous Laboratory Sample Logbook

< o %’ PROJECT: 5 crci|OSE_ PI 7~ |E Environmental
[ SEDIMENT anaLysis: pan L1 aueHatics O ocpest OO pece [ npestOd op O pHarma O 7=\ A Analysis
T TISSUE: prENoxy L1 rLuorescence [ poss [ anmisiotics L1 other: N*7 1R Research
£ OTHER: FINAL SOLVENT: __ (L LUOCe £ FINALVOLUME: _ 1den L Amber [ Clear [J FIU L Laboratory
Surrogates Vol. (uL) Fortification Vol. (uL) Internal Standard Vol. (uL) COMMENTS:
Suc. Cat Coraeysr | 100 Suc Qo Q0 a4 v 100
Sample ID Client Descriptor V:f’:tial\(f:.l-(;) D:{;’\)Nt Dr(yg;m FIU ID Comments Process Date | Initials
1 | bW AOGY Taq \C)\’JLQ()‘OO\ AL aA4-C0 3 Received g@!ﬁj‘{ VT
2 | LOAY O T4 1\G 358 =06\ 2,000 A4 (50331 Sample Prep. q-g-H|
3 | waa il T4 1G35F -0 OO A4 -3 Spike Wittness
4 WA A | N OG0 A00uL 2406333 Exraction
5 (Iiw Concentration
6 Cleanup
7 Concentration
8 Cleanup
9 Concentration
10 Cleanup
11 Concentration
12 GC/ Prep
13 GC/ Prep
14 Lo X S prep |30y |RT
4 5 Quant/Audit
16 Final Report
17 Final Report
Lab Manager QC Auditor Sample Storage Information Miscellaneous Information m
Initials: Initials:
Date: Date:
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ULTRA-TRACE ANALYSIS OF SUCRALOSE IN MULTI-MATRIX AQUEOUS SAMPLES
BY ONLINE SPE HPLC-HIGH RESOLUTION MASS SPECTROMETRY

FINAL REPORT

M2409C

Submitted to

Caron Balkany PA
PO box 420859 Summerland Key, FL 33042

Performing Laboratory

Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University
North Miami, Florida 33181

Exh. C-5

Study Completed on
September 25, 2024
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Naja Girard
Exh. C-5


SIGNATURES AND APPROVAL

M2409C

Submitted by: Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University
North Miami, Florida 33181

DocuSigned by:

Pive Cardinali 10/22/2024

A48C2623B3734C3

QC Reviewer Date

DocuSigned by:

kassidy Tropdll 10/21/2024

11B37 ZOEABLATO..

Kassidy Troxell Date
Organic Analyst

The above results relate only to the samples.

Environmental Analysis Research Laboratory (EARL)
Southeast Environmental Research Center and
Department of Chemistry & Biochemistry
Florida International University, Marine Science Building MSB 230/232,
North Miami, Florida 33181
(305) 919-6249
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Florida International University
Environmental Analysis Research Laboratory
3000 NE 1515t Street

North Miami, FL 33181

Case Narrative

Project: 20240924 Balkany
Client: Caron Balkany PA
FIU QC Batch No: M2624
SDG #: M2409C

Date: September 25, 2024

General Information:

6 samples arrived on 09/24/2024 and were analyzed for Sucralose using EARL SOP-
2014-0-130.2. Samples were received in acceptable condition with any exceptions
noted below.

Sample Receipt:

The samples arrived thawed.

Holding Time:

Samples were analyzed within the allowable holding time of 30 days as specified in
EARL SOP-2014-0-130.2.

Sample Storage:
Samples were stored in a freezer at < -20°C until sample preparation / analysis.

Initial Calibrations:
All criteria were within EARL SOP-2014-0-130.2 method requirements (r>>0.99).

M2409C_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20241008 Page 3 of 14



Continuing Calibration Verification:

All criteria were within method requirements (the measured concentration should not
deviate more than 30% from the assigned value, for all analytes). With any exceptions
noted below.

Laboratory Reagent Blank (LRB):

All analytes were below the method detection limit in the LRB with any exceptions noted
below.

Laboratory Fortified Blank (LFB) and LFB Duplicate:
All Laboratory Fortified Blank compounds were within EARL SOP-2014-0-130.2 method
requirements (70%-130% recovery), with any exceptions noted below.

All Laboratory Fortified Blank RPD were within EARL SOP-2014-0-130.2 method
requirements (< 30% RPD) with any exceptions noted below.

Laboratory Fortified Matrix (LFM):
All Laboratory Fortified Matrix compounds were within EARL SOP-2014-0-130.2 method
requirements (70%-130% recovery), with any exceptions noted below.

Sample Duplicate:

All Duplicate Samples above MDL were within EARL SOP-2014-0-130.2 method
requirements (<30% RPD) with any exceptions noted below.

ICVS:

Analysis of ICVS was within EARL SOP-2014-0-130.2 method requirements (Recovery
within 70-130%) with any exceptions noted below.

Additional Comments:
NA
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~—|E

FIU Institute of Environment

EARL CHAIN OF CUSTODY RECORD

"‘:’E‘} ﬂ Enwrogrir;2:;:::;:?2;sml'\;)eus:a“;lcshBL:g; retery MATRIX CODE SAMPLE TYPE CODE (FOR WATER) SDG #
FILT L Miami, Florida 33181 (305) 919-6249 1WATER 2 SEDIMENT/SOIL 3TISSUE 4 OTHER 1 SURFACE 2 GROUNDWATER 3 WASTEWATER M2409C
PROJECT/ASR #: PROJECT NAME (COC ID): @ REQUESTED PARAMETERS PAGE 1 of 1
20240924_Balkany “ZJ w z
SAMPLERS NAME/SIGNATURE: CLIENT PI: % . % g p
i 4 o
e 15| | E|E|2] G o
* x w [3) w
z SAMPLE ID DATE TIME STATION LOCATION 2 E g ujJ g ’
E (CLIENT SAMPLE ID): "§ < < 9 <
1 KWRU B-1-3 9/19/2024 12:00pm 24°34.083' 81°41.090' 1 1 fucralos{ hand [thawed X 24-00384
2 MATT-1 9/19/2024 12:20pm 24°34.070' 81°44.053' 2 1 fucralos{ hand [thawed X 24-00385
3 R-1-B 9/19/2024 12:40pm 24°34.014' 81°44.059' 1 1 fucralos{ hand [thawed X 24-00386
4 KWRU B-1-4 9/22/2024 8:50am 24°34.083' 81°41.090' 1 1 }ucralos{ hand |thawed x 24-00387
5 R-1-C 9/22/2024 8:55am 24°34.014' 81°44.057' 1 1 }ucralos{ hand |thawed x 24-00388
6 MATT-1-2 9/22/2024 10:30am 24°34.070' 81°44.053' 2 1 }ucralos{ hand |thawed x 24-00389
7
8
9
10
11
12
13
14
15
16
17
18
19
20
Samples Arrived: thawed In: gel ice packs Airbill Present: Shipping Company:
Temperature upon Arrival: Therm. ID: Airbill #:
# of Shipping Containers: Description: Custody Seals Present: Custody Seals Intact:
RELINQUISHED BY / AFFILIATION DATE TIME ACCEPTED BY / AFFILIATION DATE TIME
Don DeMaria 9/23/2024 1pm FEDEX Key West Airport 9/23/2024 1pm
Kassidy Troxell (FIU) 9/24/2024 2:00pm

COMMENTS:

GPS degrees/minutes/seconds

he20dc.pfiu.ed 1 E RECEIPT FOI

M2409C_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20241008

CHAIN OF CUSTODY\EARL COC 2024\EARL_COC_M2409C_Balkany

Page 5 of 14

Printed10/5/2024




SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2624 QC REPORT

Client Sample ID LRB

Sample Descriptor

Sample ID Q9614

FIU ID

Sample Type LRB

SDG

Pre-analysis Dilution Factor 1.00
Analysis Dilution Factor 1.10

Total Dilution Factor 1.10

Actual Sample Volume (uL) 10000

Final Volume (uL) 11000

Matrix

Reporting Units ng/L

Volume Units uL

Data File 66428

QC Batch ID M2624
Method Online SPE LC-HRMS
Collection Date NA

Receive Date NA

Sample Prep 09/19/2024
Analysis Date 09/22/2024 17:31
COMPOUND Conc. FLAG DF MDL RL
SUCRALOSE ND 1.10 121 36.3
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS

M2624 QC REPORT

Client Sample ID LFB LFBD
Sample Descriptor

Sample ID Q9615 Q9616
FIU ID

Sample Type LFB LFBD
SDG

Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10
Total Dilution Factor 1.10 1.10
Actual Sample Volume (uL) 10000 10000
Final Volume (uL) 11000 11000
Matrix

Reporting Units ng/L ng/L
Volume Units uL uL
Data File 66429 66430
QC Batch ID M2624 M2624
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date NA NA
Receive Date NA NA
Sample Prep 09/19/2024 09/19/2024

Analysis Date

09/22/2024 17:52

09/22/2024 18:13

COMPOUND

SUCRALOSE

Conc. FLAG

99.1

DF MDL RL %Rec  FLAG Conc. FLAG DF MDL RL %Rec FLAG RPD% FLAG

1.10 121 36.3 90.1 97.8 1.10 121 36.3 88.9 1.261

ND Not Detected
1 <moL
NA Not Applicable.

Q Results Outside QC

1 Interference

B Blank Contamination > MDL
D Dilution
EC Exceeds Calibration

M2409C_SUCRALOSE_by ONLINE_SPE-HRMS_LVL_II_FINAL_REPORT 20241008 Page 7 of 14



SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2624 QC REPORT

Client Sample ID 2 2MS
Sample Descriptor
Sample ID W20964 Q9618
FIU ID
Sample Type ORIGINAL LFM
SDG M2407A M2407A
Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10
Total Dilution Factor 1.10 1.10
Actual Sample Volume (uL) 10000 10000
Final Volume (uL) 11000 11000
Matrix Water Water
Reporting Units ng/L ng/L
Volume Units uL uL
Data File 66459 66460
QC Batch ID M2624 M2624
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 08/27/2024 08/27/2024
Receive Date 09/04/2024 09/04/2024
Sample Prep 09/19/2024 09/19/2024
Analysis Date 09/23/2024 13:29 09/23/2024 13:50
COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL %Rec FLAG
SUCRALOSE 201 1.10 12.1 36.3 291 1.10 12.1 36.3 82
" enoe e ac
1 nteference
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2624 QC REPORT

Client Sample ID 1 1 DUP

Sample Descriptor

Sample ID W20963 Q9617

FIU ID

Sample Type ORIGINAL DUPLICATE
SDG M2407A M2407A
Pre-analysis Dilution Factor 1.00 1.00
Analysis Dilution Factor 1.10 1.10

Total Dilution Factor 1.10 1.10

Actual Sample Volume (uL) 10000 10000

Final Volume (uL) 11000 11000

Matrix Water Water
Reporting Units ng/L ng/L

Volume Units uL uL

Data File 66434 66435

QC Batch ID M2624 M2624
Method Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 08/27/2024 08/27/2024
Receive Date 09/04/2024 09/04/2024
Sample Prep 09/19/2024 09/19/2024
Analysis Date 09/22/2024 19:37 09/22/2024 19:58
COMPOUND Concentration FLAG DF MDL RL Concentration FLAG DF MDL RL RPD% FLAG
SUCRALOSE 835 1.10 12.1 36.3 86.1 1.10 121 36.3 3.07
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SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2409C SAMPLE REPORT

Client Sample ID KRWU B-1-3 MATT-1 R-1-B
Sample Descriptor

Sample ID W20998 W20999 W21000
FIUID 24-00384 24-00385 24-00386
Sample Type N N N
SDG M2409C M2409C M2409C
Pre-analysis Dilution Factor 1.00 1.00 1.00
Analysis Dilution Factor 1.10 1.10 1.10
Total Dilution Factor 1.10 1.10 1.10
Actual Sample Volume (uL) 10000 10000 10000
Final Volume (uL) 11000 11000 11000
Matrix Water Water Water
Reporting Units ng/L ng/L ng/L
Volume Units uL uL uL
Data File 66493 66494 66495
QC Batch ID M2624 M2624 M2624
Method Online SPE LC-HRMS Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 09/19/2024 09/19/2024 09/19/2024
Receive Date 09/24/2024 09/24/2024 09/24/2024
Sample Prep 09/24/2024 09/24/2024 09/24/2024

Analysis Date

09/24/2024 19:30

09/24/2024 19:51

09/24/2024 20:12

COMPOUND

SUCRALOSE

Concentration

1312

FLAG DF MDL RL Concentration FLAG DF MDL RL

1.10 121 36.3 1769 1.10 121 36.3

Concentration

1232

FLAG DF MDL

1.10 121

RL

36.3

ND Not Detected
1 ot

NANot Applicable

Q Results Outsde GC

| Interference

B Blank Contamination>3xMIDL
D Diution
EC Exceeds Caliration
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Client Sample ID

KWRU B-1-4

SUCRALOSE by ONLINE SPE LC-HRMS ANALYSIS
M2409C SAMPLE REPORT

R-1-C MATT-1-2
Sample Descriptor
Sample ID W21001 W21002 W21003
FIUID 24-00387 24-00388 24-00389
Sample Type N N N
SDG M2409C M2409C M2409C
Pre-analysis Dilution Factor 1.00 1.00 1.00
Analysis Dilution Factor 1.10 1.10 1.10
Total Dilution Factor 1.10 1.10 1.10
Actual Sample Volume (uL) 10000 10000 10000
Final Volume (uL) 11000 11000 11000
Matrix Water Water Water
Reporting Units ng/L ng/L ng/L
Volume Units uL uL uL
Data File 66496 66497 66498
QC Batch ID M2624 M2624 M2624
Method Online SPE LC-HRMS Online SPE LC-HRMS Online SPE LC-HRMS
Collection Date 09/22/2024 09/22/2024 09/22/2024
Receive Date 09/24/2024 09/24/2024 09/24/2024
Sample Prep 09/24/2024 09/24/2024 09/24/2024
Analysis Date 09/24/2024 20:33 09/24/2024 20:54

09/24/2024 21:15

COMPOUND

SUCRALOSE

Concentration

1682

FLAG DF MDL RL Concentration FLAG DF MDL RL

1.10 121 36.3 1366 1.10 12.1 36.3

Concentration

1948

FLAG

DF MDL

1.10 121

RL

36.3

ND Not Detected

1 ot

NANot Applicable

Q Results Outsde GC

| Interference

B Blank Contamination>3xMIDL
D Diution
EC Exceeds Caliration
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Miscellaneous Laboratory Sample Logbook

Ol WATER K’ PROJECT: SUCxalcSe, Pl: ﬁ:'::‘:: E Environmental
E sepiment [ AnaLysis: pan L] aupHaTics [ ocpest [ pes [ npeestld op [ pHarma [ 7=\ A Anayysis

Cll TisSUE: pHENOXY (1 FLuorescence [ poss [ anmieiotics O other: Y7 R Research

= OTHER: FINAL SOLVENT: _ L uoaex” FINAL VOLUME: _ 20 ) Amber [ clear (J FIU | Laboratory

Surrogates Vol. (uL) Fortification Vol. (uL) Internal Standard Vol (u) [COMMENTS:
S Con tppadnt | 10O [ Suc O a1y wr |10 _ _
Y\ AR
m 2903C
Sample ID Client Descriptor V\‘l’:tl-\l\(I:.L()g) D?;:ﬂ Dr(yg‘;Nt FiU ID Comments Process Date | Initials

1] QALY L-P\G) Received g—-;qa;a L | we
2 (;) S LY P) Sample Prep. G-ia-24 | AT

3 O Ao L FP)“CL o Spike Wittness )

4 Q A\ A DQD 10 000 QL\ -O(34G Extraction

5 1 00\8 2 NS | 10,000 24 -0 50 Concentration

6 | WAAG3 N 10,0080 290344 i

7 wa‘m Lﬂq 9\ \O M) a"‘] —Db%SG Concentration

8 | LOAOT (D o) 10. 000 a4 -3\ Cleanup

9 | LY 3Gl “ 10,600 39 (035D Concentration

10] WA S 1o.ce0 A4-p0S3 Cieanup

1] WAL ) WO.ORO 34 -003%Y Concentraton

12| LOAS(H R 10,000 24 (355 sci___rrep

13| LA 70 B 1 6,000 ay -(H356 Ge Prep

14] LOACAT) G 10,000 A4 -39 Lo B prep | TR WY
15| VOO TN 10y O.000 Qul -O53SR Quant/Audit

16 WA T3 |l § 3, OO0 a4 -003s9 Final Report

17] Wy | 10,000 A9 00360 PriReg

o Lab Manager = QC Auditor Sample Storage Information Miscellaneous Information m
Initials: Initials:
Date: Date:
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Miscellaneous Laboratory Sample Logbook

RIWATER =4 PROJECT: SUCAIOSe, Pl: ﬁ::“__“"; E Environmental
~sepiMent [ anaLysis: pap [ aupHaTics L ocpest [ pece [ nrestld op [ prarma [ 7=\ A Analysis
b= e CV
C; TISSUE: pHENOoxY L1 FLuorescence [ poss [ antisiotics 1 other: R Research
= OTHER: FINAL SOLVENT: _I ( =§é\gﬁ'< FINAL VOLUME: LN Amber [ clear (I FIU L Laboratory
Surrogates Vol. (uL) Fortification Vol (uL) Internal Standard Vol. (uL) COMMENTS:
Quclardopyr  [1IO0 | Sue Bo A g a4 1D w0
L (O (N
Sample ID Client Descriptor vyg-v\(;:,l-(;) D:;";ﬂ Dré;Nt FIU ID Comments Process Date | Initials
1| WaeaTS 15 OO0 A4 -3l b |5 53] LA
2 [ waooTy 14 OG0 24 00UD simperren._[orict 4 P
3 woa1 S 0O, (D 29 -0023L3 Spike Wittness e
4| WA % V) 10,000 A -y Exraction
5 | WOALLG |71 LOOYO A D069 T ——_—"
6 | Warado } B l(),[m MG Cleanup
7 | o209 &| \Gy 105,000 A -00 3,1 Concentration
8 |LOAIRA A0 OO0 A4 -1 0% Cleanup
9 i) ANH %3 A YO .00 A4 - Concentration
10] LUAHEY 2N A0 000 29 -06376 Sieanup
11] COATES a__)) e Was 8 Q4 ~-O0 311\ Concentration
12| WaOGgb A4 1,600 24-06312 ool prep
13] LOACAET 25 16 0600 24 -00 373 co___prp
14| LOAHES R (D,000 21 -0 374l Loy prep pO-XM| BT
15 w00 8q 271 ) ,(ID aH DB315 Quant/Audit
16] W30 A 1O,00 A -0OF T Final Repor
17] WoAg | AA Lo, 00N dY4-(0377 Fil R
Lab Manager QC Auditor Sample Storage Information Miscellaneous Information m
Initials: Initials:
Date: Date:
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Miscellaneous Laboratory Sample Logbook

water X7 PROJECT: SACNCA leQ_. PI: i::‘”:; _E Environmental
sepiment [ anaLysis: pan L1 aupHatics O ocpest OO pce [ npestOd 0p O prHarma O =\ A Analysis
TISSUE: prENoxy [ FLuorescence [ poss [ antisiotics [ other: 7 1R Ressarch
OTHER: FINAL SOLVENT: LL LVGHEY™  FinaLvoLume: 23vn Amber (1 Clear FIU L Laboratory
Surrogates Vol. (uL) Fortification Vol. (uL) Internal Standard Vol. (uL) COMMENTS:
Suc et 100 | Sue Do 1% Y e NS
mMauest &
maHAC
Sample ID Client Descriptor “\;;L“(;'t'_l};) D'g/:;vt Drzrg\)Nt FIU ID Comments Process Date | Initials
1|\ 80ag 200 10600 MO TR reeed | a1
2 W 3\%3 C- ol 16,000 24 -O(y 377G Sample Prep. -G | T
3 | WGy C,’ WY 3o~ 16,000 2 N3O Spike Wittness -
4 | LOruadS C - W 35 1O, CO AU -0 381 |extraction
5 | (00N 2P, 24 10,000 2038
6| LOANAUY GTC 155 1 OLOQC) Q400383 Cleanup
7] Wakg¥|  KALYEL 6173 | 10,000 A 4 -003Y
8 | WAOAGY MaTT-A4 10,0 M -003%S -
9 “\WMLQB\\UD ~N- 1 "B OO0 A9 -003F (A Concentration
10| LOACO) Yiwhu R-1-4 00 24-00 3877 Cleanup
11] W00 -4-C 10,000 24 -003RY Goncentration
12| WHOO3 MATT 4 L0000 AH-003%G ool Prep
13 GC/ Prep
14 Lcr.tgtl% prep  [AA-00Wx %)‘T
15 Quant/Audit “a4-a9
16 Final Report
17 Final Report
Lab Manager QC Auditor Sample Storage Information Miscellaneous Information
Initials: Initials: e =5
Date: Date:
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