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Experimental Section

Chemicals. All reagents were obtained commercially and used without further purification,
unless otherwise specified. CS, was distilled over P,Os at 305 K prior to use.

Preparation of Compound 2a with Cg). Typically, 36 mg of C4y (50 pmol) and 20 equiv of
la (110uL) was put into mixture of 0-DCB (20 mL), which was degassed with argon for 15 min
under vigorous stirring at 100°C. Then 3 equiv of TBAOH (1.0 M in methanol, 150uL) was added
into the solution. The color of the solution changed instantly from purple to dark-green. Then 5
equiv of CF;COOH (19uL) was added after 1h and the reaction was allowed to proceed for 80 min.
The mixture was dried with a rotary evaporator under reduced pressure. The residue was washed
with methanol to remove excessive TBAOH and CF;COOH. The crude product was put into
toluene, and the soluble part was purified using a semi-preparative Buckyprep column (10 mm X
250 mm) eluted with toluene at a flow rate of 3.7 mL/min with the detector wavelength set at 380
nm. Compound 2a was obtained with an isolated yield of 35.2% (11.11 mg), along with 28.9% of
Coeo-

Spectral Characterizations of Compound 2a. Positive ESI-ICR HRMS: m/z calculated for
(CessHg") [M]" 822.0464, found: 822.0471; 'H NMR (600 MHz, CS,/ DMSO-dy): 6 7.49 (m, 2H), 7.20 (m, 3H),
6.87 (s, 1H); 3C NMR (125 MHz, CS,/ DMSO-d,): 8 151.26 (2C), 151.05 (2C), 147.45 (2C), 147.19 (2C), 146.52
(20), 146.26 (2C), 146.09 (2C), 145.65 (2C), 145.59 (2C), 145.48 (2C), 145.41 (2C), 145.30 (2C), 145.23 (2C),
144.57 (2C), 144.40 (2C), 143.11 (2C), 142.50 (2C), 142.47 (2C), 142.00 (2C), 141.94 (2C), 141.92 (2C), 141.77
(20), 141.60 (2C), 141.52 (2C), 140.29 (2C), 140.27 (2C), 136.43 (2C), 136.01 (2C), 135.03 (2C), 132.07 (2C),
128.82, 128.49 (2C), 122.52, 92.35, 84.03, 61.76, 54.98; UV-vis (toluene) Ay, /nm: 326 and 434nm.

Preparation of Compound 2b. The procedures were similar to those for preparation of 2a,
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except 1b (80mg) was used instead of 1a, and the reaction was allowed to proceed for 1 h after the
addition of CF;COOH. Compound 2b was obtained with an isolated yield of 29.0% (8.84 mg),
along with 22.3% of Cgy.

Spectral Characterizations of Compound 2b. Negative ESI-ICR HRMS: m/z calculated for
(CeoH70%) [M]* 851.0491, found:851.0474;'H NMR (500 MHz, CS,/ DMSO-dy) §7.39 (d, J = 8.5 Hz,2H), 6.85 (s,
1H), 6.67 (d, J = 8.5 Hz,2H), 3.64 (s, 3H);'3C NMR (150 MHz, CS,/ DMSO-ds) & 159.70 (2C), 151.18 (2C),
151.14 (2C), 147.23 (2C), 146.97 (2C), 146.32 (2C), 146.04 (2C), 145.86 (2C), 145.44 (2C), 145.39 (2C), 145.33
(20), 145.30 (2C), 145.24 (2C), 145.18 (2C), 145.06 (2C), 145.00 (2C), 144.35 (2C), 144.20 (2C), 142.88 (2C),
142.26 (2C), 141.79 (2C), 141.72 (2C), 141.69 (2C), 141.60 (2C), 141.38 (2C), 141.29 (2C), 140.07 (2C), 140.01
(20), 135.84 (2C), 134.72, 133.26 (2C), 114.29, 113.90 (2C), 90.84, 83.97, 61.77, 54.84, 54.55; UV-vis (toluene)
Amax /nm: 327 and 434 nm.

Preparation of Compound 2c. The procedures were similar to those for preparation of 2a,
except 1c¢ (12.6mg) was used instead of 1a, and the reaction was allowed to proceed for 1 h after the
addition of CF;COOH. Compound 2¢ was obtained with an isolated yield of 31.7% (11.38 mg),
along with 21.1% of Cgy.

Spectral Characterizations of Compound 2c. Positive ESI-ICR HRMS: m/z calculated for
(CroHg") [M]* 846.0464, found:846.0456; 'H NMR (500 MHz, CS,/ DMSO-dy) & 7.46 (d, J = 6.7 Hz, 2H), 7.29 (d,
J =82 Hz, 2H), 6.87 (s, 1H) , 2.94 (s, 1H); 3C NMR (125 MHz, CS,/ DMSO-dy) & 151.11 (2C), 150.74 (2C),
147.47 (2C), 147.20 (2C), 146.49 (2C), 146.30 (2C), 146.27 (2C), 146.12 (2C), 146.10 (2C), 145.63 (2C), 145.62
(20), 145.42 (2C), 145.41 (2C), 145.32 (2C), 145.24 (2C), 144.57 (2C), 144.39 (2C), 143.12 (2C), 142.53 (2C),
142.49 (2C), 141.99 (2C), 141.95 (2C), 141.92 (2C), 141.74 (2C), 141.61 (2C), 141.54 (2C), 140.31 (2C), 135.96

(2C), 135.08 (2C), 132.24 (2C), 131.85 (20), 123.04, 122.72, 94.21, 83.43, 83.33, 80.01, 61.79, 54.98; UV-vis
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(toluene) Ay 327 and 434 nm.

Preparation of Compound 2d. The procedures were similar to those for preparation of 2a,
except 20 equiv of 1d (100uL) was used instead of 1a, and the reaction was allowed to proceed for
1 h after the addition of PhCH,Br. Compound 2d was obtained with an isolated yield of 31.5%
(8.95 mg) , along with 16.4% of Cg.

Spectral Characterizations of Compound 2d: Positive ESI-ICR MS: m/z calculated for
(C7sHpp") [M]F 912.0933, found: 912.0950; '"H NMR (600 MHz, CS,/ DMSO-d;s) & 7.47(m, 2H),
7.21-7.16 (m, 3H), 4.97 (s, 1H); 3C NMR (150 MHz, CS,/ DMSO-ds) 3 153.18 (2C), 152.84 (2C),
147.09 (2C), 146.96 (2C), 145.83 (2C), 145.79 (2C), 145.68 (2C), 145.63 (2C), 145.52 (2C), 145.22 (20),
144.88 (2C), 144.74 (2C), 144.71 (2C), 144.38 (2C), 143.98 (20C), 143.95 (2C), 142.46 (2C), 142.00 (20),
141.95 (2C), 141.58 (2C), 141.49 (2C), 141.34 (2C), 141.16 (2C), 141.11 (2C), 140.62 (2C), 139.66 (20),
138.20 (20), 136.14 (20), 134.02 (2C), 133.58, 131.47 (2C), 131.25 (2C), 128.28, 128.00 (2C), 127.60
(2C), 126.65, 122.10, 87.79, 86.47, 65.79, 60.03, 49.92; UV-vis (toluene) Amax /nm: 327 and 434nm

X-ray Crystal data for 2d: Empirical formula: C;5 Hj;; Formula weight: 912.85; Crystal
system, space group: Monoclinic, P2(1)/c; Unit cell dimensions: a= 20.5241(16) A, b=
10.0720(8)A, c= 19.8797(16)A, «=90.00°, p= 115.3050°, y=90.00°; Volume: 3715.2(5) A3;
Calculated density: 1.632 Mg m3; Crystal size: 0.32 x 0.18 x 0.13 mm; Reflections collected:
23317; Max. and min. transmission: 0.9879 and 0.9706; Final R indices [[>2c(I)]: R; = 0.0516,
wR,=0.0843; R indices (all data): Ry =0.1342, wR, = 0.1083.

Preparation of Compound 7a and 7b. Typically, 36 mg of Cgy (50umol) and 10 equiv of 7
(50uL) was put into mixture of 0-DCB (20mL), which was degassed with argon for 15 min under

vigorous stirring at 25°C. Then 3 equiv of TBAOH (1.0 M in methanol, 150uL) was added into the
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solution. The color of the solution changed instantly from purple to dark-green. Then 5 equiv of
CF;COOH (19 pL) was added after 1h and the reaction was allowed to proceed for 80 min. The
mixture was dried with a rotary evaporator under reduced pressure. The residue was washed with
methanol to remove excessive TBAOH and CF;COOH. The crude product was put into toluene,
and the soluble part was purified using a semi-preparative Buckyprep column (10 mm x 250 mm)
eluted with toluene at a flow rate of 3.7 mL/min with the detector wavelength set at 380 nm.
Compound 7a and 7b was obtained with an isolated yield of 35.2% and 11.8% respectively, along
with 28.9% of Cgy.

Spectral Characterizations of Compound 7a: Positive ESI-ICR MS: m/z calculated for
(CesH1304 %) [M+H]"  869.0814, found: 869.6473; 'H NMR (500 MHz, CS,/ DMSO-dy) 6 6.97(s,
1H), 5.48 (d, J= 7.4 Hz, 1H), 4.33 (d, J = 7.4 Hz, 1H), 3.65 (s, 3H), 3.51(s, 3H), 3.48(s, 3H); 13C
NMR (125 MHz, CS,/ DMSO-d;) & 169.37, 154.34 (2C), 153.47, 153.22, 152.91, 147.40, 147.06,
146.87, 146.84, 146.48, 146.28, 146.26, 146.22, 146.18, 146.07, 146.03, 145.99 (2C), 145.70,
145.67, 145.54, 145.50, 145.33, 145.26, 145.21, 145.18, 145.17(2C), 144.71, 144.67, 144.39,
144.30, 143.14, 143.08, 142.47, 142.45, 142.44 (2C), 142.38, 142.17, 142.02, 141.92, 141.90,
141.88 (2C), 141.45, 141.40, 141.39, 141.31, 141.25, 140.26, 140.22, 139.49, 139.36, 136.49,
136.43, 135.98, 135.88, 105.31, 63.48, 61.13, 58.16, 55.29, 54.79, 51.74; UV-vis (toluene) Apax:

329 and 435 nm.

Spectral Characterizations of Compound 7b: Negative ESI-ICR MS: m/z calculated for
(Cs7H 1304 ) [M-H] ~ 881.0814, found: 881.0799; 'H NMR (500 MHz, CS,/ DMSO-d;) & 6.96(s,
1H), 5.47 (d, J=17.6 Hz, 1H), 4.29 (d, J= 7.6 Hz, 1H), 4.10 (q, J = 7.4 Hz, 2H), 3.65(s, 3H), 3.49(s,
3H), 1.15(t, J= 7.4 Hz, 3H); '3C NMR (125 MHz, CS,/ DMSO-dy) 3 168.83, 154.39 (2C),
153.50, 153.28, 152.92, 147.39, 147.05, 147.00, 146.88, 146.84, 146.63, 146.26, 146.22, 146.18,
146.06, 146.02, 145.98, 145.70, 145.68, 145.65, 145.53, 145.32, 145.23, 145.20 (2C), 145.16 (20),
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144.70, 144.66, 144.39, 144.30, 143.14, 143.07, 142.44 (2C), 142.38, 142.14, 142.01, 141.90 (2C),
141.45, 141.39, 141.36, 141.30, 141.24, 140.25, 140.21, 139.41, 139.27, 136.49, 136.43, 136.00,
135.93, 129.01, 128.21, 105.33, 63.56, 61.13 (2C), 60.94 (2C), 58.24, 55.34, 54.72, 14.57; UV-vis
(toluene) Apax: 329 and 435 nm.

Preparation of Compound 7c. The procedures were similar to those for preparation of 7,
except TBAOH (1.0 M in methanol) was used instead of TBAOH (1.0 M in isopropanol, 389uL),
and the reaction was allowed to proceed for 1 h after the addition of CF;COOH. Compound 7¢ was
obtained with an isolated yield of 27.46% (8.72 mg), along with 6.9% of C.

Spectral Characterizations of Compound 7c: Negative ESI-ICR HRMS: m/z calculated for
(CesHgO2 ™) IM-H] ~ 817.0290, found:817.0260; 'H NMR (600 MHz, CS,/ DMSO-dy) 6 7.09 (s, 1H),
4.44 (q, J = 7.2 Hz, 2H), 1.49 (t, J = 7.2 Hz, 3H); 3C NMR (150 MHz, CS,/ DMSO-dy) 6 153.17,
150.63 (2C), 149.12 (20), 147.75, 147.47, 146.62 (2C), 146.63 (2C), 146.53 (2C), 146.40 (40),
146.39 (4C), 146.01 (2C), 145.86, 145.65 (4C), 145.50 (4C), 144.82 (2C), 144.52 (2C), 143.35 (2C),
142.81 (2C), 142.75 (2C), 142.21 (2C), 142.20 (2C), 142.19 (2C), 142.17 (2C), 141.82 (2C), 141.80
(20), 141.71 (2C), 140.65 (2C), 140.52 (2C), 135.85, 135.76, 129.10, 128.32, 88.50, 75.26, 62.46,

61.00, 54.32, 14.51; UV-vis (toluene) A 327 and 433 nm.
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Figure S1. HPLC trace of the crude mixture formed from the reaction of 1a with Cg in the
presence of TBAOH/CH3;0H at 100 °C. The product was eluted with toluene over a semi-
preparative Buckyprep column at a flow rate of 3.7 mL/min with the detector wavelength set at 380

nm.
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Figure S2. HPLC trace of the crude mixture formed from the reaction of 1b with Cg in the

presence of TBAOH/CH3;0H at 100 °C. The product was eluted with toluene over a semi-

preparative Buckyprep column at a flow rate of 3.7 mL/min with the detector wavelength set at 380

nm.
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Figure S3. HPLC trace of the crude mixture formed from the reaction of 1le¢ with Cqy in the
presence of TBAOH/CH3;0H at 100 °C. The product was eluted with toluene over a semi-
preparative Buckyprep column at a flow rate of 3.7 mL/min with the detector wavelength set at 380

nm.
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Figure S4. HPLC trace of the crude mixture formed from the reaction of 1d with Cg in the
presence of TBAOH/CH3;0H at 100 °C. The product was eluted with toluene over a semi-
preparative Buckyprep column at a flow rate of 3.7 mL/min with the detector wavelength set at 380

nm.
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Figure S5. HPLC trace of the crude mixture formed from the reaction of 7 with Cg in the presence
of TBAOH/CH;0H at 100 °C. The product was eluted with toluene over a semi-preparative

Buckyprep column at a flow rate of 3.7 mL/min with the detector wavelength set at 380 nm.
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Figure S6. HPLC trace of the crude mixture formed from the reaction of 7 with Cg in the presence
of 1.0 M TBAOH in isopropanol at 25 °C. The product was eluted with toluene over a semi-
preparative Buckyprep column at a flow rate of 3.7 mL/min with the detector wavelength set at 380

nm.
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Analysis Info

Analysis Name 13050480_20130514_000002.d Acquisition Date 5/14/2013 6:37:25 PM
Sample PhCCH Instrument Bruker Apex IV FTMS
Comment ESI| Positive Operator Peking University
\ntenss 13050480_20130514_000002 d- +MS
x10 822.04713
3.04
2,54
20
1.54
1.0
780.03332
051 806.50693
795.96924 \ J 830.04327  348.66567 860.67587  869.66033
0oLk fbl AP IO P T Lot o 18 ) R - Ll : oo T L
780 790 800 810 820 830 840 850 860 870 mz
Meas. m/iz # Formula Score miz err[mDa] err[ppm] mSigma rdb e  Conf N-Rule
82204713 1 C6BHG6 10000 82204640 07 09 432 660 odd ok

Figure S7. Positive ESI FT-ICR MS of 2a.
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Figure S8. 'H NMR spectrum of 2a recorded in CS, with DMSO-d; as the external lock. The
resonance around 2.5 ppm is due to the DMSO solvent, and the resonance around 3.3 ppm is due to

H,0 in DMSO.
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Figure S9. 3C NMR spectrum of 2a recorded in CS;, with DMSO-d; as the external lock.

S17



254
326

Absrobance

' ' ' © &0 700
Wavelength (nm)

Figure S10. UV-visible spectrum of compound 2a recorded in toluene.
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Analysis Info

Analysis Name 13120761_Neg_20131224_000001.d Acquisition Date 12/24/2013 4:57:23 PM
Sample 4-CH30 Instrument Bruker Apex IV FTMS
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Figure S11. Negative ESI FT-ICR MS of 2b.
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Figure S12. 'H NMR spectrum of 2b recorded in CS, with DMSO-d; as the external lock. The

resonance around 2.5 ppm is due to the DMSO solvent, and the resonance around 3.3 ppm is due to

H,O residue in DMSO.
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Figure S13. 3C NMR spectrum of 2b recorded in CS, with DMSO-d; as the external lock.
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Figure S14 UV-visible spectrum of compound 2b recorded in toluene.
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Analysis Info
Analysis Name

13050482_20130514_000003.d
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Sample HCCPhCCH Instrument Bruker Apex [V FTMS
Comment ESI Positive Operator Peking University
Intens | /
n :}%Ss 24705182 13050482_20130514_000003 d- +M3|
1.54
] 2¢ 846.04565
N 863.04760
1.0
0.5
- B806.59280
1 BE6 166 83224327 87903730
| i £23.62264 l
0 0-las i T T I T LAaLL ..ln.l | i mjl ol e ;.j. W L P " Jl. lla. PR T J.ILh Lm.. L FION VP TR ™
800 810 820 830 840 850 860 870 880 890 m'z
Meas. m/iz # Formula Score miz err[mDa] err [ppm] mSigma rdb e Conf N-Rule
846.04565 1 C70HG6 100.00 846.04640 0.8 0.9 2615 680 odd ok
84705182 1 C70HT 100.00 847.05423 24 28 903 67.5 even ok

Figure S15. Positive ESI FT-ICR MS of 2¢.
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Figure S16. '"H NMR spectrum of 2¢ recorded in CS, with DMSO-ds as the external lock. The

resonance around 2.5 ppm is due to the DMSO solvent, and the resonance around 3.3 ppm is due to

H,0 in DMSO.
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Figure S17. 3C NMR spectrum of 2¢ recorded in CS, with DMSO-d; as the external lock.
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Figure S18. UV-visible spectrum of compound 2¢ recorded in toluene.
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Analysis Info

Analysis Name 13050479_20130514_000002.d Acquisition Date 5/14/2013 6:34:14 PM
Sample di-adduct Instrument Bruker Apex IV FTMS
Comment ESI Positive Operator Peking University
Intensbi 13050475_20130514_000002.d: +MS
o7 912.09500
3
2
| 92200848
1_
, 897.68210
] 925 71209
q 892.69253 L 906 69789 931.62374 4
0 i ‘ A P Y SIS | IITIN NS JU 4= b Jf\_A.,.JJ,J. sibaaloiin
890 900 910 920 930 miz
Meas. miz # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
91209500 1 C75H12 10000 912.09335 -1.6 -18 294 700 odd ok

Figure S19. Positive ESI FT-ICR MS of 2d.
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Lowest Frequency -186.4
Nudeus 1H
A cquired Size 5120
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Figure S20. '"H NMR spectrum of 2d recorded in CS, with DMSO-d; as the external lock. The

resonance around 2.5 ppm is due to the DMSO solvent, and the resonance around 3.33 ppm is due

to H,O in DMSO.
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Figure S21. 3C NMR spectrum of 2d recorded in CS, with DMSO-d; as the external lock.
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Figure S22. UV-visible spectrum of compound 2d recorded in toluene.
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Peking University Mass Spectrometry Sample Analysis Report

Analysis Info

Analysis Name 15070404_20150713_000002.d Acquisition Date 7/13/2015 1:11:56 PM
Sample Etpro-5.7 Instrument Bruker Apex IV FTMS
Comment ES| Positive Operator Peking University
Intens, 15070404 _20150713_000002.d: +MS
x10
867.36894

1.50

1.254

1.004

7a
866.07272
0.75+
869.07800
0.504
i 864.27809 866.27740
865 62571 82007701
0.00 b Wy N e WA bt Memend T et nd L AN beond WAt o M i s T e o
864 865 866 867 868 869 870 871 m/z
Meas. m/z | Formula Score m/z _err[mDa] err [ppm] mSigma rdb e~ Conf N-Rule
869.07800 521557 CB6H 1304 10000 869.08084 28 33 2007 605 even ok

Figure S23. Positive ESI FT-ICR MS of 7a.
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Figure S24. '"H NMR spectrum of 7a recorded in CS, with DMSO-ds as the external lock. The
resonance around 2.5 ppm is due to the DMSO solvent, and the resonance around 3.3 ppm is due to

H,0 in DMSO.
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Figure S25. 3C NMR spectrum of 7a recorded in CS;, with DMSO-d; as the external lock.
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Parameter
Comment
Solvent
Temperature
Pulse Sequence
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
A cquisition Time
A cquisition Date
Modification Date
Spectrometer Frequency
Spectral Width
Lowest Frequency
Nucleus
Acquired Size
Spectral Size

Value (£2, f1)
HCCCO2Et HBMC
DMBEO
2081
hmbeetgpl3nd
176
196
1.5000
11.5000
0.4547
2013-04-27T11:58:49
2013-04-28T13:22:56
(50013, 125.76)
(4504.5, 27624 3)
(5018, -1236.49)
(1H.13C)

(2048, 256)
(2048, 2048)

Figure S26. HMBC NMR spectrum of 7a recorded in CS, with DMSO-dj as the external lock.
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HSQC NMR spectrum of 7a recorded in CS, with DMSO-dj as the external lock.
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Figure S28. UV-visible spectrum of compound 7a recorded in toluene.
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Peking University Mass Spectrometry Sample Analysis Report

Analysis Info
Analysis Mame FTMS-16120192_Pos_20161219_000001.d Acquisition Date 121972016 2:56:33 PM
Sample CBOC3TH Instrument Bruker Solarix XR FTMS
Comment Operator Peking University
Intens. FTMS-16120192_Pos_20161219_000001.d: +M4
108
92144531
1.5
E34.57540
ol b
900.12439 93E.60120
0.5 961.10754
316.48844
86137239 8817991 910.57320
B42.60116 87618344 95341328
0.0
840 850 &30 200 820 &40 =<i1] miz
Meas. miz # lon Formula Score miz_err Mean err mSigma__rdb e Conf N-Rule
881.078813 1 CGTH1304 100.00 881.080835 1.0 -1.0 1578 620 even ok

Figure S29. Positive ESI FT-ICR MS of 7b.
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Figure S30. 'H NMR spectrum of 7b recorded in CS, with DMSO-d; as the external lock. The

resonance around 2.5 ppm is due to the DMSO solvent, and the resonance around 3.3 ppm is due to
H,0 in DMSO.
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Temperature 298.3
Pulse Sequence zgde
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Figure S31. 3C NMR spectrum of 7b recorded in CS, with DMSO-d; as the external lock
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Figure S32. HMBC NMR spectrum of 7b recorded in CS, with DMSO-d; as the external lock.
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9. 8000
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Figure S33. HSQC NMR spectrum of 7b recorded in CS, with DMSO-d; as the external lock.
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Figure S34. UV-visible spectrum of compound 7b recorded in toluene.
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Analysis Info
Analysis Name

13120760_Neg_20131224_000001.d

Acquisition Date 12/24/2013 4:55:17 PM

Sample 3-c3por Instrument Bruker Apex |V FTMS
Comment ESI Negative QOperator Peking University
Intens. 13120760_Neg_20131224_000001.d: -MS|
%108 817 02606
1.54
J Tc
1.0
0.5 653.30090
: 839 55196 867.06056
615.99396 73325543 L 6590630
0.0 | L Joon LY. i T FrC R St | ey i
500 650 700 750 800 860 900 950 1000 miz
Meas. m/z | Formula m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule

81702606 1878452 C65H502 817.02840

Figure S35. Negative ESI FT-ICR MS of 7c.

80 635 even ok
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Figure S36.

'H NMR spectrum of 7¢ recorded in CS, with CDCls- as the external lock. The

resonance around 7.26 ppm is due to the CDCl; solvent, and the resonance around 2.36 ppm is due

to toluene in solvent.
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Figure S37. 3C NMR spectrum of 7¢ recorded in CS, with CDCIl; as the external lock.
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Temperature
Pulse Sequence
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A cquisition Time
A cquisition Date
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Lowest Frequency (67.7.-64.8)
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Figure S38. HMBC NMR spectrum of 7¢ recorded in CS, with CDCl;- as the external lock.
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Figure S39. UV-visible spectrum of compound 7¢ recorded in toluene.
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Figure S40. 'H NMR spectrum of 7 recorded in CDCl;. The resonance around 7.26 ppm is due to

the CDCl; solvent.
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spect
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Figure S41. '"H NMR spectrum of methyl propiolate recorded in CDCl;-. The resonance around

7.26 ppm is due to the CDCl; solvent.
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Figure S42. 'H NMR spectrum of the crude mixture

TBAOH/CH;OH at 100 °C, recorded in CDCl;.
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