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Abstract

Ca4oHagCLN,Og, monoclinic, C2 (no. 5), a = 13.434(2) A,
b =7.2089(11) A, ¢ = 20.691(3) A, B = 95.931(4)°, V =1993.0(5) A°,
Z =2, Rgy(F) = 0.0478, WR,f (FH=0.1091, T = 173 K.
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Table 1: Data collection and handling.

Crystal: Colourless block

Size: 0.19 x 0.15 x 0.12 mm
Wavelength: Mo Ka radiation (0.71073 A)
3 0.22mm™"

Diffractometer, scan mode:
Bmax, COMpleteness:

N (hkDmeasured> N(MKl)uniques Rine: 8183, 4444, 0.034

Criterion for Iops, N(hkl)gy: Iobs > 20(Iops), 3624
N(param)efined: 265

Programs: Bruker [1], SHELX [2, 3], Olex2 [4]

Bruker APEX-II, ¢ and w
27.5°,>99 %

Table 1 contains crystallographic data and Table 2 contains
the list of the atoms including atomic coordinates and
displacement parameters.
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Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A?).

Atom X y z Uiso*/Ueq
a 0.8650 (3) 0.4984 (6) 0.15598 (19) 0.0387 (9)
H1A 0.886449 0.542666 0.114847 0.058*
H1B 0.877907 0.364900 0.160272 0.058*
H1C 0.902342 0.564067 0.192212 0.058*
2 0.7213 (3) 0.5209 (5) 0.21375 (17) 0.0301 (8)
a 0.6111 (2) 0.5675 (6) 0.20534 (15) 0.0288 (7)
H3 0.604186 0.704552 0.198981 0.035*
c4 0.5537 (2) 0.4711 (5) 0.14694 (16) 0.0311 (8)
H4A 0.569809 0.530713 0.106200 0.037*
H4B 0.573856 0.339111 0.145804 0.037*
(@) 0.4434 (3) 0.4844 (5) 0.15213 (16) 0.0280 (7)
c6 0.4039 (2) 0.5295 (5) 0.20799 (15) 0.0266 (8)
c7 0.4616 (2) 0.5822 (6) 0.27136 (15) 0.0286 (7)
H7 0.461642 0.720505 0.275251 0.034*
c8 0.4246 (2) 0.5009 (5) 0.33159 (15) 0.0278 (8)
(@] 0.4082 (3) 0.6138 (6) 0.38395 (18) 0.0379 (9)
H9 0.415802 0.744248 0.380184 0.046*
C10 0.3810 (3) 0.5399 (6) 0.44181 (18) 0.0415 (10)
H10 0.369527 0.619400 0.476909 0.050*
c11 0.3708 (3) 0.3511 (6) 0.44769 (17) 0.0361 (9)
12 0.3857 (3) 0.2348 (6) 0.39526 (19) 0.0388 (9)
H12 0.378455 0.104267 0.399099 0.047*
13 0.4111 (3) 0.3114 (5) 0.33787 (17) 0.0326 (8)
H13 0.419411 0.232466 0.302051 0.039*
c14 0.3344 (4) 0.3728 (9) 0.55796 (18) 0.0598 (14)
H14A 0.273599 0.448083 0.550423 0.090*
H14B 0.392647 0.454308 0.566603 0.090*
H14C 0.329423 0.291382 0.595422 0.090*
C15 0.3604 (3) 0.4517 (5) 0.10363 (16) 0.0279 (8)
C16 0.3523 (3) 0.3941 (5) 0.03896 (16) 0.0354 (9)
H16 0.410478 0.373430 0.017519 0.043*
c17 0.2581 (3) 0.3675 (6) 0.00656 (18) 0.0412 (10)
H17 0.251640 0.325293 -0.037163 0.049*
18 0.1720 (3) 0.4021 (6) 0.03748 (18) 0.0400 (10)
H18 0.108213 0.385056 0.013873 0.048*
Cc19 0.1773 (3) 0.4602 (5) 0.10112 (17) 0.0334 (8)
H19 0.118612 0.483805 0.12177 0.040*
C20 0.2731 (3) 0.4831 (5) 0.13415 (16) 0.0281 (8)
an 0.59735 (7) 0.08162 (14) 0.26183 (5) 0.0398 (3)
N1 0.3018 (2) 0.5304 (4) 0.19803 (14) 0.0303 (7)
H1 0.263 (2) 0.562 (5) 0.2229 (15) 0.019 (9)*
N2 0.5687 (2) 0.5173 (4) 0.26732 (13) 0.0283 (7)
H2A 0.608439 0.567074 0.301208 0.034*
H2B 0.570778 0.391801 0.271935 0.034*
01 0.76796 (19) 0.4776 (5) 0.26421 (12) 0.0469 (7)
02 0.75906 (18) 0.5329 (4) 0.15690 (12) 0.0377 (7)
03 0.6492 (3) 0.7667 (4) 0.35930 (15) 0.0537 (9)
H3A 0.632534 0.799750 0.396134 0.080*
H3B 0.638099 0.855110 0.332354 0.080*
04° 0.5890 (5) 0.9115 (9) 0.4713 (3) 0.0529 (15)
H4C? 0.600931 1.027111 0.474550 0.079*
H4D? 0.525843 0.903092 0.471240 0.079*
05 0.3454 (2) 0.2634 (5) 0.50206 (13) 0.0528 (8)

®Occupancy: 0.5.
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1 Source of materials

To a solution of p-tryptophan methyl ester hydrochloride
(255g, 10mmol) in methanol (30mL) was added 4-
methoxybenzaldehyde (1.63 g, 12 mmol). The mixture was
refluxed for 3h, until the TLC indicated the reaction was
completed. The solvent was evaporated to dryness, yielding
the crude product that was then purified to obtain a single
crystal of high quality. For crystal growth, the crude product
was dissolved in a minimal amount of hot ethanol and slowly
cooled to room temperature.

2 Experimental details

Hydrogen atoms were assigned isotropic displacement fac-
tors: Ujso(H) = 1.2 times Ugq(C). All hydrogen atoms were
refined as being bonded to their respective parent atoms.

3 Comment

Tryptophan plays a crucial role in protein functionality as a
constituent of both proteins and non-ribosomal peptides.
The hydrophobic and electrostatic characteristics of the
indole group are of paramount importance [5]. Tryptophan
and its derivatives exhibit biological activity and serve
as significant building blocks in drug development, with
numerous crystal structures having been reported [6-10]. In
this study, we have synthesized and reported the detailed
single-crystal structure of a new tryptophan derivative.

The crystal structure, depicted in the figure, reveals that
the carbon and nitrogen atoms within the indole group are
almost coplanar. The phenyl ring in the benzylmethoxy
moiety is nearly orthogonal to the indole plane, with a
dihedral angle of 82.1°. The bond lengths, bond angles, and
dihedral angles in the molecular structure fall within
reasonable ranges [11-14].
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