ELECTRONIC SUPPLEMENTARY MATERIALS

Sulfamides in catalytic aminomethylation and thiomethylation reactions. Report 1.
Thiomethylation of regioisomeric aminobenzenesulfonamides with linear alkanethiols and
paraformaldehyde using ytterbium and samarium salt catalysis.

R. R. Khairullina, G. V. Remezova, and T. V. Tyumkina
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Chemical Formula: C4,H17N505,S,"

Exact Mass: 285,0737
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Fig. S1. 4-((Butylthio)methyl)-3,4-dihydro-2H-benzol[e][1,2,4]thiadiazine 1,1-dioxide 3a
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Chemical Formula: C14H21N>0,S,"
Exact Mass: 313,1050
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Fig. S2. 4-((Hexylthio)methyl)-3,4-dihydro-2H-benzo[e][1,2,4]thiadiazine 1,1-dioxide 3b
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Fig. S3. 4-((Octylthio)methyl)-3,4-dihydro-2H-benzo[e][1,2,4]thiadiazine 1,1-dioxide 3c
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Chemical Formula: C21H37N2,0,S4”
054 Exact Mass: 477,1743
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Fig. S4. 3-(Bis((butylthio)methyl)amino)-N-((butylthio)methyl)benzenesulfonamide 4a
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Chemical Formula: C7H49N20,84”
Exact Mass: 561,2682
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Fig. S5. 3-(Bis((hexylthio)methyl)amino)-N-((hexylthio)methyl)benzenesulfonamide 4b
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Chemical Formula: C33Hg1N>0,S,
Exact Mass: 645,3621
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Fig. S6. 3-(Bis((octylthio)methyl)amino)-N-((octylthio)methyl)benzenesulfonamide 4c
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Chemical Formula: CyqH37N,0,8,” N
Exact Mass: 477,1743 0=8=0

1111111

;;;;;;;

m
zzzzzzz
uuuuuuu

360.1131

3333333

aaaaaaa

aaaaaaa

I
150 200 250 300

Fig. S7. 4-(Bis((butylthio)methyl)amino)-N-((butylthio)methyl)benzenesulfonamide 5a
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Chemical Formula: C33Hg1N20,S,
Exact Mass: 645,3621
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Fig. S8. 4-(Bis((octylthio)methyl)amino)-N-((octylthio)methyl)benzenesulfonamide 5¢




Spectra of compounds 5a and 6a
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Fig. S9. "H NMR spectrum of 5a in DMSO-ds
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Fig. $10. **C NMR spectrum of 5a in DMSO-dg
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Fig. S11. COSY spectrum of 5a in DMSO-ds
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Fig. S12. HSQC spectrum of 5a in DMSO-ds
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Fig. S13. HMBC spectrum of 5a in DMSO-dg
RGV-20-8.1.id — 47607_RGV-20-8_khairullina_1H_DMS0_1_1_18.03.2025
EERAEE SRR PR R A LR R R R R A R R R R L R AR LR L LR EEL L LR R S S R
Sl L e etcoiriacieg et 1 wigion e iy 2 S el | P
550
500
450
e ///r A I L ¥ )[}')( f/
+400
350
+300
+250
+200
5a
150
1 +100
6a 5
M N I L 3
JL L
PO TR ) e
¥R BE H"ER B 5 B KR ERE REE 7]
S ood—a - - oo - i ~ =50
B:U ?,IS ?I.EI 615 &.IEI 5‘.5 SflJ 4:5 4‘,{] 315 310 25 ZI.U 115 1,IEI 0{5
f1 (ma)

Fig. S14. 'H NMR spectrum of the mixture of 5a and 6a in DMSO-ds
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Fig. S15. *C NMR spectrum of the mixture of 5a and 6a in DMSO-ds



