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ANALYTICAL INFORMATION

UPLC method

Column: Waters Acquity UPLC HSS C18, 2.1x100 mm, 1.8 um
\‘o Eluent: 0.2% TFA in Water and 50:50; ACN:MeOH
—3X Injection volume: 35
( Flow: 0.4 mi/min
,Q Run time: 16 min
Internal standard: Saccharine (measured at 250nm)
R Solvents
- YA 0.2% TFA in Water
B1: 50:50; ACN:MeOH
Binary Pump Program
Time {min) | Solvent A (%) | Solvent B {%) | Flow (ml/min)
% Initial 98.0 2.0 0.40 ~_,
™, 4 90.0 10.0 0.40 \
10 85.0 15.0 1040 5
12 44.0 56.0 0.40
13 2.0 98.0 0.40 <
14 2.0 98.0 0.40
15 98.0 2.0 0.40
16 98.0 20 0.40
Autosampler

Injection mode: Partial Loop with needle overfill
Weak Solventwash  90/10 Water/MeOH

Strong Solvent wash  10/90 Water/MeOH

Coiumn Temperature: 50°C

UV detector
Channel 1: 270 nm - Bandwidth 1.2 nm — detection of furanics
Channel Z: 250 nm — Bandwidth 1.2 nm - detection of standard saccharine

Collect 3D data
- Range 190 to 400 nm step 1.2 nm
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moke ES 70 mg/mt solution (2350 mi)

© mg/miL

add sacharlne stock solution and st until dissolved -y

take solutions and add them to sample visls containing HIO

stop 1: add 5 mi €5
top 2 take 100t and 4dd 10 3 ML water

24500 mg sacharine in 350 mk { to mark 350)

cakulations

step 2 add to:

final concenteation

¢ earler content 15 ml step 1: Add £S Y €ONCONtr 30ns: mgiml use H20 {m1)

€S cancentranon: 70 mg/mL ol added achann 5384615385 oot 3 0.178890877
wstumaled furarses in res 6188644834 mg 5 9 520592052 0.031§31203]
reape;

step 1: Add ES {5 mi) directiy lo the reactor

ES 70 mg/mL EL 351365 gram

amount: 5 mL 500 mL 70273 mg/mL

Mo 2 utie untit of s disiolved:

step 3. dilute

take 10 uL ol selution

wdd 3m of water in a vial

slep & teke LmLof the resulting solution and sgbmit for UPLC analysis
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for projact AM1630T: 145, 160 and 180 oC
Qcs {Ip)
NAME/Oate
Reactor content L5 mb Acetic Ackd 20 bar Air/NI
Stirring rate=750rpm
|
chamcels wuppler LetNo CAS 4 Avactom b punly
HIAF Epochenm PRI T 2T 126 11
AMF Adoch C ey 10551.589 168 15 9%
DMsSO Biosolye Liy sy 99 90%
ColOhc); 4H,Q Sigma Aldnch A R I L1 2 3 ) 24008
Wl Oac); 4H;0 Aldach 18871 24600 W% —
NaBr Swgrma 1647150 10280 %
Acebe Acd Brosslve w0y @0y W% z
]
Acwtic Ackd ?“
MAVTION ME AMF (mb) ‘ d
weeddid (u) satval neadad (g) actaal nee @t )
A 25 $.0606S o 2 50
] 15 294856 1333 25 50
e 1 186407 2000 25 50 o
ColAO)z 120 MACO)? 41120 AcOH §
weded (mg) sl Hwnstod (M) actual oenided () wcwal L to el
Al 218642 26T 222012 125005 182, 187,61, 1] 3 -
ey 0670 ETE
) et sk et #
conditrors: Aw 20 bar, T =3k w1, L ceaction e Qo) amounmt (ul\ Cak (m ) Q@Q acbued N> ae
AMIGIOAL-13 A 0s 1 20 a3409.7 53344 1048 27 Rl L]
AMIBI0AL1A L} as 1 20 — 49909 50636 1045 46 473112
AMIBIO-AI-15 4 os ! b 42309.0 53324 104693 462366
AMIBIO-RL-16 < 0s ) 0 # a%e42.0 53393 1047 82 465061
AM1BI0 A7 L] 0s 1 0 o 42556.0 53508 104773 asary
AM1630 R1-16 < os 1 0 43191 % S34.18 104297 AEAZ.1
AM1BID RL-19 A 05 i pi ~P 433m28 53364 1046 82 462418
AM1630 RL-20 A os i 0 o 25588 53345 104742 455106
AMIE30R1-21 < 05 i 0 i 430255 5341 1048 27 459455
AM1630-RL-22 A s 1 0 ~y 435052 533 40 1048 32 463817
AMI630-R1-23 - 05 i 0 - 435008 534 86 1047 68 464044
AMI630-R1-24 “l as 1 0 43657.0 53308 1048 1 465411
renctury
[~ ] [3 4 1 2 ) 4
QCS block: lecation as las| time pleasel -->> F c A A s s 7 a
C A L L ] 10 1 12
henr blocks with sleerm
add stinrer and and weigh blocks
close and pressurie
place in pre-heated black according to settings
Hillin log book
ploce immediately after reaction time [1Mr} I ice (30 minutes)
dacompress and opan in furmehood
if possible woigh reactors 245 gram
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