ESM 3: Overview of procedure of aqua regia digestion and total digestion for series 1 and 2. 
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Ash samples in Pipette 8 ml of the
muffle furnance at 500 °C remains of the solutions
H containing the HA and FA

100 mg of ashed samples extracts into teflon beakers

in microwave bottles :
. Dry at 110 °C
aqua regia “total ;
fraction $1” fraction $1” Add 2 ml of conc. HNO,
: ’ &6 ml of conc. HCI

Add 2 ml of conc. HNO, ~ Add 1miof conc. HNO,,  _, yoaoce oo e o

&6 ml_of conc. HCI 3 ml of conc. HCI & containers and place into
— place into microwave 5 ml of 40 % HF microwave for 45 min

for 45 min heating, — place into microwave heating, 45 min holding
45 min holding at 200 °C for 45 min heating, at 200’°C and 30 min

and 30 min cooling 60 min holding at 200 °C cooling
and 30 min cooling :
; Transfer into clean
teflon beakers

(rinse with 2 m! of Milli-Q water)

Transfér into clean teflon Beakers
(rinse with 2 ml of Milli-Q water)

________ Dry ... P
at120 °C*” - at 105 °C Hat 11856
Add 3.5 ml of conc. Hlilo3 Add 3.5 ml of conc. HNO,
— 110 °C overnight — 110 °C:overnight
Dry at 110 °C Dry at 110 °C
Add 1 mlof 3M HNds, 1 mlof 30 % H,0, & Add 1 ml of 3 M HNO,, 1 ml of
1 ml of Milli-Q water — 80 °C overnight 30 % H,0O, & 1 ml of Milli-Q water
— 80 °C overnight
Dry at 90 °C :

H Dry at 90 °C
Add 1.5 ml of 3M HNO,— place
in ultrasonic bath for 20 min Add 1.2 ml of 3 M HNO, — place
in ultrasonic bath for 20 min
Transfer into centrifuges bottles
— centrifuge at 5000 rmp Transfer into Eppendorf tubes
for 15 min

Decante into E;:)pendorf tubes




