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R3. BEi{tERBETOTT FITAIOL FOLE
BEhiE: 15 mM TFA/MeCN (93:7)
T7x FITNHaA F: 4 167 pmol (25-30 ng)

1500

=

—— Ephedra alkaloids 167 pmol each (25 - 30 ng)

Ephedra alkaloids 16.7 pmol each (2.5 - 3 ng)
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B e e e T - . - 5 R
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Time (min)

H4. MBEHETOT = FITLIaAL FO4BE
BEFH: 0.1 % (ca. 13.3 mM) TFA/MeCN (93:7)
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K5. MSRETO=ATHEYO S5
BENFE: 0.1 % (ca. 13.3 mM) TFA/MeCN (93:7)
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0. _OMe O.__OMe o~ OMe 0. _OMe
Me;HCOCO T Mé;HCOCO. ,j: LQ /| Me;HCOCO T
3 0 NH o NTTR ™0 o o
'‘Donor I | Il |
MesHCOCO™ " 07 “cel,  MesHCOCo” 7 07 “cF, Me;HCoCo” " 07 N e
OCOCHMe; OCOCHMe; OCOCHMe;

2.2 2-trichloroacetimidate 4 N-4-methoxyphenyl-2,2 2-triflucroacetimidate . 5  2,2,2-trichloroacetylcarbamate - 6

"Lewis acid” BFy-OEt, TMS-OTF, SnCl,, AOT, Sc(OTHs. Yb(OTH)

"Solvent” CHCl,, MeCN, THF, benzene, toluene, DMF, THF, 1 4-dioxane, ether, DME
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K1, Z7Vamen v 7 ) » 7 RIEDFREHR
Entry  Donor  Lewis acid Solvent 4A-MS Yield (%)
1 4 BF, - OEt, CH,Cl, with 25
2 4 TMS-0Tf CH,C1, with -
3 4 SnCl, CH,C1, with 12
1 5 BF,-OEt, CH,C1, with 28
5 5 TMS-0Tf CH,CI, with -
6 5 SnCl, CH,C1, with =
7 6 BF,-OEt, CH,C1, with -
8 6 TMS-0Tf CH,C1, with =
9 6 SnCl, CH,C1, with =
10 4 BF,-0Et, CH,C1,/MeCN (1:1) without 17
11 4 BF,-0Et, benzene without 21
12 4 BF,-OEt, toluene without 11
13 1 BF,-OEt, ether without 20
14 4 BF,-0Et, 1, 4-dioxane without 16
15 4 BF,-OEt, THF without -
16 4 BF,-0Et, DME without 12
17 4 BF,-0Et, MeCN with 20
18 4 BF,-0Et, MeCN without 26
19 4 BF,-OEt, CH.C1, without 30
20 5 AgOTE CH,C, with -
21 5 Se (0Tf) CH,C1, with 12
29 5 YbOTE CH,C1 with -
23 6 YbOTf MeCN with =
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