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HBE Experiment: OxE-073
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RO \ / OH

of MMF.

Main objective: NY&

Table 1: Chemicals

Name HMF MMF MeOH —]
Supplier
Cas nr —
Lot nr
Mw (g/mol) —
info
Name Saccharine AcOH —
Supplier Aldrich
Cas nr 81-07-2 —
Lot nr S837371-017
Mw (g/mol) 183.19 =
info 98+%

Table 2: Apparatus
Apparatus HPLCO06
Brand / type Agilent
Guard Column none
Column Sunfire C18, 4.6*10 ¢m, 3.5 um, part no.

186002553
Flow (ml/min) 1.0
Oven temp (°C) 40.0 _()LA_
Mobile phase Gradient: 0.2% TFA with MeOH : ACN A

(50:50) 'b ﬁ——
Method name (803 13-Oxe-gradient-35min.met V)
analyzing %7
Apparatus HTHP QCS w
Stirring speed (rpm) 750 e
QCS Heating T (°C) 247 (results in 220 °C inside the reactor)
Huber T °C) 175
Table 3: Catalysts
Cat Cas nr. Avantium nr. MW Purity
Co(OAc); 4H,0 6147-53-1 N7019 249.08 | 98-102
Mn(OAc); 4H,0 6156-78-1 105A 245.09 99+
NaBr 7647-15-6 143 102.89 | 99+
Experimental REMARK:
Date weighing, dissolving and adding Cat and substrate s §T M1l
Date starting reaction of experiment : v
Date weighing, dissolving and adding Saccharine stock solunon PR ,(,17 { ww{
Date of analyzing with the HPLC t? 77

HPLC-analyzing according HPLC-6 logboek

Experimental
Load blocks according tablel till 16, Weighing tolerance = 0.3 mgo.
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The objective of this experiment is to study the stability of the final compounds (FDCAR) n the oxidation
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4 07
/ﬁ E Add stirring magnet. =
Close with teflon/rubber cap. —_—
Bring under pressure with Air_till 60 Bar at RT
Placed in preheated HTHP QCS of 180 °C, accordmg settings in table 2, during, f Y o
Placed immediately after the reaction time in an ice bath during 35 minutes. ?
Open and thereby decompress reactgrs. by NBF

Add LOmlof DMSO. 351 [32 27 22 o di.
Add 5.0 ml of Saccharine stock solution, table 5.

These dilutions where stirred for Z@minutes. ) )
These dilutions to 7 times were transferred to 10 ml vials. - -4 A’ﬂp,’n}, A 4& m/@/

Dilutions to 700 times were made by 10 pl of dilutions 8 times +990 ui of Water in HPLC vials.

Table 4: Substrate MMF solutions, in table 11 to 12 called A, and B

Table 5: Saccharine stock solution (11.04 mg/ml

Gl L i

OnE 060

& /777«/& 16 9ol fren 200 -VrL‘-/?,M. 0/5';

¢l ) _

Table I1: Block 1 /Temp=220°C / P=60 bar (Air) / T= /sé? Time | hours 1
Nl:. S"::'::“ Substrate Cat Code V acon Vea conce(l:l::a tion Solvent ll_g;ec
[ [ I [mol %]
| 1 FDCA 50 494 e 1.0 - e AcOH | OxE073-V1
2 FDCA 50 49" - 1.0 - - AcOH OxE073-V2
L L3 | EDCAT2Me P 1.0 - AcOH | OxE0Z3-V3—
4| FDCAI/2Me 50 y7lo - 1.0 P AcOH | OxE073-V4
- 5 FDCA 50 Co/MwBr-15 1.0 AcOH | OxE073-V5
6 FDCA 50 &Y Co/Mu/Br-15 1.0 AcOH | OXE073-V6
| 7 | FDCA1/2Me 50 &/ MG Co/M/Br-15 = 1.0 AcOH__| OXE073-V7
8 | FDCAI/2Me 50544 Co/Mn/Br-15 - 1.0 AcOH | OxE073-V8
|
Reviewed by P0G Date 27 \lLie —-_/CDC>
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