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1. Synthesis of 2BIMN10.

The detailed stepwise synthetic procedure for 2BIMN1O is given below [1,2].
STEP-1: Synthesis of 1-methoxy-naphthalene-2-carboxylic acid methyl ester.

The suspension of 1-hydroxy-naphthalene-2-carboxylic acid (25g, 133 mmol),
potassium carbonate (55 g, 399 mmol), and methyl iodide (76g, 532 mmol) in acetone
(600 ml) were refluxed for 18 h. After completion of reaction, the reaction mixture was
cooled at room temperature. The solid material was filtered off. The filtrate was
concentrated; work up with ethyl acetate (500 ml), washed with aqueous NaHCO;
solution, dried, concentrated to afford 1-methoxy-naphthalene-2-carboxylic acid methyl
ester (27 g, 95%). *H-NMR (CDCl3, 500 MHz) & 3.93 (s, 3H), 3.99 (s, 3H), 7.19 (s, 1H),
7.36 (m, 1H), 7.50 (m, 1H), 7.72 (d, J = 6.2 Hz, 1H), 7.80 (d, J = 6.2 Hz, 1H), 8.29 (s,
1H).

STEP-2: Synthesis of (1-methoxy-naphthalen-2- yl)-methanol.

The solution of ester (20g, 93 mmol) in THF (100 ml) was added to the
suspension of LiAlH4 (5.1 g, 139 mmol) at 0 °C. Then reaction mixture was stirred at
room temperature for 1 h and then refluxed for 3 h. After cooling, the reaction mixture
was quenched with water (5.1 ml, 15% aqueous NaOH solution (5.1 ml) and water (10.2
ml) respectively at 0°C. After quenching, the reaction mixture was stirred at room
temperature 6h and settle. The reaction mixture was filtered through celite powder and
the filtrate was concentrated to afford (1-methoxy-naphthalen-2-yl)-methanol (15.5 g,
90%). *H-NMR (CDCls, 500 MHz) & 3.97 (s, 3H), 4.82 (s, 2H), 7.12 (s, 1H), 7.34 (m,

1H), 7.42 (m 1H), 7.73 (m, 3H).
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STEP-3: Synthesis of 1-methoxy-2-naphthaldehyde.

PCC (19 g, 88 mmol) with celite powder was added to the (1-methoxy-
naphthalen-2-yl)-methanol (15 g, 80 mmol) in DCM (500 ml) at room temperature. The
reaction mixture was stirred at room temperature for 1 h. Solid material was filtered off.
The filtrate was concentrated, chromatographed (silica gel 100-200 mesh, 15% ethyl
acetate-hexane) affording 1-methoxy- 2-naphthaldehyde (11g, 75%). *H-NMR (CDCls,
500 MHz) & 4.02 (s, 3H), 7.18 (s, 1H), 7.37 (m, 1H), 7.53 (m, 1H), 7.73 (d, J = 8.3 Hz,
1H), 7.87 (d, J = 8.3 Hz, 1H), 8.35 (s, 1H), 10.56 (s, 1H).

STEP-4: Synthesis of 1-hydroxy- 2naphthaldehyde (HN12).
A suspension of anhydrous AICI; (2 g, powder) in DCM (10 ml) was stirred at room
temperature for 2 h. The 1-methoxy- 2-naphthaldehyde (1 g) in DCM (10 ml) was added
and stirred for 2 h. The mixture was poured in dilute HCI and extracted with chloroform.
The organic layer was concentrated and purified on column chromatography over silica
gel in 15% ethyl acetate / hexane to give the 1-hydroxy- 2-naphthaldehyde (0.8 g, 90%).
'H NMR (CDCls, 500 MHz) & 7.36 (d, J = 8.1 Hz), 7.47 (d, J = 8.6 Hz, 1H), 7.54 (m,
1H), 7.64 (m, 1H), 7.77 (d, 8.1 Hz, 1H), 8.42 (m, 1H), 9.95 (s, 1H), 12.66 (s, 1H)].
STEP-5: Synthesis of 2-((benzylimino)-methyl)-naphthalen-1-ol (2BIMN10).
1-hydroxy- 2-naphthaldehyde (1 eqv.) and benzylamine (1 eqv.) in ethanol was
refluxed for 2 h in presence of catalytic amount of acetic acid. Then the reaction mixture
was cooled down for getting crystal of 2BIMN1O and then filtered and washed with cold
ethanol solvent. The compound was repeatedly crystallized before use. The purity of the

final product was also established on TLC plate.
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The 'H-NMR, *C-NMR, DEPT and TOF-MS spectra of 2BIMN10 are displayed

below (Figure S1 and S2) along with the assignments of the bands.
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Figure S1: (a) *H-NMR, (b) **C-NMR and (c) DEPT spectra of 2BIMN10



Electronic Supplementary Material (ESI) for Analyst
This journal is © The Royal Society of Chemistry 2013

SK-SP1 1 (0.019) Sb (0,50.00 ); Sm (Mn, 10x5.00); Cm (1:5) TOF MS ES+
105 262.2337 1.20
%_.
284.2160
171.1155
423.3877
165.1383 436.4465
91.0892 3193331 3633723 513.4406
137.1099 285.2144 385.4015 prliast 532.4800
o dais | 235. 2583%46 2661 l x ﬂ L “ | H 498. 3553“

0 NN 1 T | SR AN ST | e B P ORI TN O TN VYY1 M1 V8 ATRYY 10T 1 TR T i

60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540

Figure S2: Time of Flight-mass spectra (ESI) of 2BIMN1O
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'H-NMR (300 MHz, CDCls) &: 13.83 (1H, OH), 8.35 (1H, d, J = 8.4 Hz, Cg-H), 7.93
(1H, s, CH=N), 7.55 — 7.64 (2H, m, Ar-H), 7.00 — 7.47 (6H, m, Ar-H), 6.86-7.00 [2H, dd,

J=8.8 Hz, 6.8 Hz, (Cs-H, C7-H)], 4.67 (2H, s, Ar-CHy-).

B3C-NMR (300 MHz, CDCls) &: 56.10, 115.32, 125.33, 125.45, 127.49, 127.86, 128.03,

128.32, 129.22, 129.8, 130.42, 161.75.

FT-IR (KBr) 7 (cm™): 793, 1004, 1030, 1140, 1197, 1251, 1290, 1366, 1449, 1542,

1604, 1641, 1929, 3047.

TOF-MS (m/z): 262.233 (Molecular ion peak, M+H", calculated molecular weight:

261.12 vide Scheme 1 in the main text).
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2. Fl. excitation spectra of 2BIMN1O in various solvents
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Figure S3: Excitation (Amonitored = Aem ) spectral profile of 2BIMN1O in various

solvents as specified in the figure legend.
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3. Effect of base on absorption and emission spectra of 2BIMN1O
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Figure S4: Effect of increasing concentration of base (NaOH) on the (a) absorption

profile and (b) emission profile of 2BIMN10O in ACN solvent.
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4. Effect of various metal ions on absorption spectra of 2BIMN1O
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Figure S5: Absorption spectra of 2BIMN1O in ACN solvent (-e-) and in the presence of

30.0 uM of different transition metal ion (-0-) e.g., (a) Cr**, (b) Mn?*, (c) Fe?*, (d) Co*",

and (e) Ni*.
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5. Effect of various metal ions on emission spectra of 2BIMN10O
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Figure S6: Emission spectra of 2BIMN1O in ACN solvent (-e-) and in the presence of
30.0 uM of different transition metal ion (-0-) e.g., (a) Cr**, (b) Mn**, (c) Fe**, (d) Co™,

and (e) Ni*.
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