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Alkaloids from an aqueous extract of Uncaria rhynchophylla
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Abstract: Five alkaloids were isolated from a decoction of Uncaria rhynchophylla by a combination of
various chromatographic techniques, including macroporous adsorbent resin, MCI resin, silica gel, Sephadex
LH-20, and reversed phase HPLC. Their structures were characterized by comprehensive analyses of spectroscopic
data as monoterpene indole alkaloids (+)-(7R)-3-0x0-7-hydroxy-3, 7-seco-dihydrorhynchohylline (1), (+)-(7S)-3-
0x0-7-hydroxy-3,7-seco-dihydrorhyncho-hylline (2), (+)-(7R)-3-0xo0-7-hydroxy-3,7-seco-rhynchohylline (3) and (+)-
(7S)-3-0x0-7-hydroxy-3,7-seco-rhynchohylline (4), and a g-carboline alkaloid 1,2,3,4-tetrahydro-1-oxo-S-carboline
(5). Among them, 1 and 2 are new compounds, 3 and 4 are new natural products that were semi-synthesized from
isorhynchohylline with incorrect specific rotations, and 5 is isolated for the first time from the genus Uncaria.
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&1 8 A R K, [a] +63.5 (¢ 0.29, MeOH),
+19.1 (¢ 0.24, CHCly). ZL4Mei Eon Ky 745 A7
FE $2 3 A1 /e & 3 (3 200~3 500 em't) . Bk (1 708 Al
1617 cmt) KR (1 600 A1 1 502 cm?) ARFAE IR Wil .
R4 (+)-HR-ESI-MS m/z 415.186 9 [M+H]" (C,,H,;, 04N,
54 415.186 4) I NMR i ¥4 (£ 1), o H 0T
Y RCA CpoHps06N,0  TE I ER-dg 1, iZ AL A1 *H NMR
W R W] 8 T 1A 2- 500 Wk BT I RFEAE 5 Oy 9.26
(1H, brs, NH-1).7.37 (1H, br d, J = 7.2 Hz, H-9).7.21
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Figure 1  Structures of compounds 1-5

(1H, dt, J = 1.2, 7.2 Hz, H-11).7.01 (1H, dt, J = 1.2, 7.2
Hz, H-10) #16.88 (1H, brd, J = 7.2 Hz, H-12); 1/ =
RIGEFEHAITTHE S 6, 7.35 (1H, s, H-17); 1 M 5k H
FEMIEW )R B U RHIEE 5 6, 5.52 (1H, ddd, J =
7.8,10.2, 17.4 Hz, H-19).5.03 (1H, dd, J = 1.8, 17.4 Hz,
H-18a) #14.96 (1H, dd, J = 1.8, 10.2 Hz, H-18b); LA }

Table 1 NMR spectroscopic data of compounds 1-4 in acetone-d;. Data were measured at 600 MHz for *H and at 150 MHz for **C.

Proton coupling constants (J) in Hz are given in parentheses. The assignments were based on *H-'H COSY, HSQC, and HMBC experiments

1 2 3 4
No. 5, 5. 5, 5. 5 5. 5, 5.
NH 9265 9.245 9.21s 9.225

2 1796 1795 179.6 1795
160.4 160.2 169.7 160.6
5a  350m 424 346t(7.8) 424 350brt (7.8) 425  3461(78) 425
50 3.48m 3.461(7.8) 3.50 brt (7.8) 3.461(7.8)
6a  214m 360 2184t (15.6,7.8) 361 215m 362  218dt(148,7.8) 36.2
6b  212m 2.11 dt (15.6, 7.8) 2.10m 2.00 dt (14.8, 7.8)
7 755 755 755 755
8 1328 1328 132.9 1328
9 7.37brd (7.2) 1249  7.37brd (7.2) 1249  7.37brd (7.2) 1249 7.37brd (7.2) 1250
10 7.01dt (1.2, 7.2) 1227 7.01dt(12,7.2) 1227 7.00dt(L2,7.2) 1227 7.01dt(0.6,7.2) 1227
11 7.21dt(1.2,7.2) 1209  7.22dt(12,7.2) 1209 7.21dt(L2,7.2) 1209 7.22dt(1.2,7.2) 129.9
12 6.88 brd (7.2) 1105  6.88brd (7.2) 1105  6.87brd (7.2) 1105 6.88brd (7.2) 1105
13 1425 1425 1425 1425
142 2.62dd (17.4, 11.4) 363 263dd (17.4, 11.4) 364 257dd(16.8,120) 368 2.58dd (168, 12.0)  36.8
14b  2.17dd (17.4, 4.2) 2.13.dd (17.4, 5.4) 2,09 dd (16.8, 6.6) 2.08 dd (17.4, 5.4)
15 2.97 dt (4.2, 11.4) 355 2984t (5.4, 11.4) 356  2.84dt (6.6, 12.0) 358  2.82dt (5.4, 12.0) 35.8
16 1106 110.6 110.6 110.7
17 7.355 1611 7355 1611 74ls 1613 7.41s 1613
18a  5.03dd (L8 17.4) 1170 5.04dd (1.8, 17.4) 1170 0.82t(7.8) 112 082t(7.8) 1.1
180 4.96dd (18 10.2) 4.97dd (18, 10.2)
19a  552ddd(7.8,10.2,17.4) 1387 552ddd (7.8,10.2,17.4) 1388 Ld2m 246 142m 24.6
19b 1.06 m 1.06 m
20 2.96 m 420 299m 420 220m 378 221m 37.8
212 3.18dd (48, 11.4) 532 3.19dd (4.8, 11.4) 531 330dd(54,120) 529 330dd(54,120) 529
21b 3.15t(11.4) 3.12t(11.4) 2.98 1 (12.0) 2.951 (12.0)
22 168.0 168.0 168.1 168.1
7-OH 5.29s 5.195s 5.29s 521s
17-0Me  387s 621 387s 621 3.88s 621 3885 62.1
22.0Me  36Ls 511  36Lls 511 3.63s 512 3635 51.2
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2 AR (S5 o, 3.87 M13.61. [A A, 7E 6, 3.49~
2.09 2 [f], 'H NMR 1 & &2 7= 7] 3 J& T 4 4N 37 F 2L A
2R EN L EIEES . 21L& 3C NMR
DEPT i 25 55 DL b 576 58 4 % B (1) B JL R 15 5, DA
F 3R IE (0. 179.6.169.4 A1 168.0, C-2.C-3 A1 C-22)
LA ZHR (0 75.5, C-7) (R 1).

DL B4 SR A& 12 1A B 5 I e AR A
B2, {2 5 Sk AR TE L R R A B A E AL B )
1 A 22 ) N 2, HEWTIZ A6 A D D LA 1R SR s | R
A, JEIT 2D NMR SE56 6 H 25 ) i3 47 1 ik — 25
JE. fEBIHSQC LA ERE /0 #r, X *H NMRH1*C NMR
TR T S RIS RS 5 R R B O R AT T R A
J& (£ 1). HHEH-"H COSY i 1 2 [A] Hl H. 48 4 (1
2 X W15 5 H,-5/H,-6  H-9/H-10/H-11/H-12 . H,-14/
H-15/H-20/H,-21 1 H,-18/H-19/H-20, #i & 1 1114 T
W T 2 A AR EAR A 1 450 1 Be (B 2). fEHMBC
Pk NH-15C-7.C-8#1C-13, H,-5 5 C-7, H,-6 5 C-2
A1 C-8, H-9 55 C-7 #1C-13, H-10 A1 H-12 5 C-13, H-11
5C-12, LA K OH 5 C-2.C-6 Al C-7 ) 5 k% iz FE A 5
5, A XL AR AL AL R, R Lo AT
1 LA B BB 2- 50 W 2 ik g5 i e (K1 2). 53
Ab, KR4 H,-5 5 C-3 1 C-21, H,-14 fl1 H,-21 5 C-3, H-19
5 C-21, H-18 5 C-20, bL J¢ H,-21 5 C-19 ) HMBC 15
T, 8GN AL, HE 1> TR AR AR 1A
LIHFEHAR IR C N B 5k g, I BN 75

2-5 M| B LTI C-5 AHIE . 4, HiH,-14 5 C-16,
H-155 C-17 f1C-22, H-17 5 C-15 A1 C-22, LA K& 2 M H
AWM T 55 C-17 A C-22 I HMBC (5 5, 45 &
EAMLEALRE, HEE LI 501 TS AAAE L4 HAA R )
1% F G ST, IR O N BRI 45 K B s 2 [A)j@ i C-15
C-16 Z [’ s e b2 . PRIk, A& 1 11 T 45 K4 1
SE NN 2 fif R, AT N-(2- 58151 Wk 2, 3) - IR i 2 B i
WG| WA £ A i P 225 AL R AT o

7F 1 ¥) ROESY K1l /1, H-14a 5 H-20 Jt H-15 5
H-19\NOE(5 5 (K12), 454 H-14a (dd, Jyy140 = 17.4 HZ
314015 = 11.4 Hz) FITH-21D (t, Jprap0p = Jiaass = 11.4 Hz)
[AE G 2L 53 RRAE, 2 B AE PO -dg o 38 O PN Tk Jie &5 44 B
T I U A %, H-15 5 H-20 A e SRRl . tb &
W LT S5 40 5 3-51-7- 38 56 -3, 7- R4 IR TR B B2 g
W — 22 1) A2 U 65 4 HP ) 20 2k BA T LE 5 o R R TR
N LHE, EATIEA I O A T i 25 ) B T IR AR G A B 5
A o ARYE AR RS MRS 1 O A T
Jiée &5 ¥4 B 6 C-15 Fl C-20 [ 4 Xt #4714 ]2 C-16 F1 C-17 2.
VF1) U8R (1) J L AT A4 78 b5 3-4R0-7-F5 5 -3, 7- 4 BR g R il 1)
ME . 5902, LAY 119 CD i, 238 nm Ak R
it Cotton XL & (de = —18.83), 263 1292 nm 4t &t 75 1F
Cotton W (de = +8.26 Fl1+2.06). X L& Cotton % N LA
J% CD [ 3 (1t 2R T2 AR 5 STk ARGE (TR)-3-%0-7-F2 % -
3 7-FLINH R e A — 8, #H— P HBHEYL
525 CD 5 &1 /1% 1+ 5 ECD i £ (& 3a), K3 —

&"I -y

Figure 2 The *H-'H COSY (thick lines), key HMBC (arrows), and ROESY (double arrows) correlations of compounds 1 and 2
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Figure 3
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(a) The overlapped experimental CD spectra of compounds 1 (red line) and 3 (blue line) and calculated ECD spectra of

compounds 1 (red dash) and 3 (blue dash). (b) The overlapped experimental CD spectra of compound 2 (red line) and 4 (blue line), and
calculated ECD spectra (red-shifted by 9.5 nm) of compound 2 (red dash) and 4 (blue dash)
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& 2 6] Cotton LM [ %5 — B, L, (&4 1145
KR 32 N (+)-(TR)-3-4-7-¥8 3-3,7- 34 38 S E TR ik
th &2 A K, [a] +5.7 (¢ 0.27, MeOH),
+0.8 (¢ 0.26, CHCL,). H UV.IR 1 NMR i 5 1 () F
AR, (+)-HR-ESI-MS 45 tH 54k &4 1 56 4= M Rl ¥ 43
TR H, RGP 2 2 LI E o Ak, 143
F 2 1) 2D NMR S il At 08 (K12). i —# 1
NMR i 54 (2 1), KBLE ) 2 1) °C NMR LR (5
SHLIMMMNES Z ZELIIRZEZN (45, < £0.1);
LI [FI RS R T Hp-5 B A=A S M AR AL A0 8% LA
P () 2 B, T 2 () Hy-5 (5, 3.46, t, J = 7.8 Hz) &
MR =, A, 289 7-OH 8 1 HI B s A
# A6y, ~ 0.10; 1 1 2 (1 [F Bk S5t 7 H,-21 35 2 B~ 1k 2%
ANy B B H-21a AT H-21b 3L 4R 15 5 4 4> E S
A 21121 = 0.03), MG HITEEIES (A 104210 = 0.07)o
FE A, H NMR B B8 AN & W 57+ 24589 T 36
C N BRI A 16 57T b 51 B & R RS & 20k
A B2k, I H. 2 1) ROESY i th & 78 H-14a 5 H-20
S H-155 H-19 ) NOE #H %15 5 (K12). [k, HEWr ik
AW 2 0 LA AR A ER OO BRI S5 0 B e, T 2 e
HHTS E R A . fTELEY 211 CD A, 238 nm
4t 7R 1E Cotton 24 M. (de = +17.21), 263 £ 292 nm 4t
7% A7 Cotton 24 B (de = —5.79 #1-1.21). iX & Cotton
BNEAFAE S CD 3 (1) #th & ARANME Y (7S)-3-%-7-32
B5-3,7-FL IR R BRCAM — 2, B 5 ER T ECD
W2 (E3b). [k, th &2 S e N (+)-
(79)-3-4-7-F2 3£-3,7- 243K — S BERR -

&3 NA G K, [o] +64.0 (c 0.13, MeOH),
+30.8 (c 0.16, CHCI;). R #% (+)-HR-ESI-MS m/z
417.201 8 (Cy,H,06N, i1 5 1H 417.202 0) A1 NMR i %
P (K1), W€ Koy T H N CypHpO6N, [M+H] . 1%
AP UVLIR A NMR i 5 1 A1 2 (A AL, 32 B 22
FE LA 2 [ 2% I I NMR {5 5 4 3 10 2L H T
M55 &40, Bk, HEWT 3 /& 3-4-7- 52 563, 7- 24 IR 1 jig
BleLea, 3115 %) 2D NMR BB g it 1) it — S e . 1k
H Y34 HEL ) CD I RHAIE 5 SCHR IR IE (7S)-3-%-7-
F2HE-3,7- 2L E RO AE [RLA R R B A — 8, S
HiSTHHE I ECD i — &t (K 3a). Bk, th &9
BHILM B E N (+)-(TR)-3- % T-F2 HE-3, 7- 2L B R il

&4 8 A B K, [a] +4.6 (¢ 0.13, MeOH),
+1.4 (c 0.14, CHCl,). F:UV.IRFINMR i 54443
(AR5 AL, (+)-HR-ESI-MS 45t 5 3 52 & [ 1 43 1
H. L NMR B E s (R 1), KILEANTH
BC NMR HLHR(E 5 2 ZAESLI R ZEZ N (46 < £0.1);
1 & W 4 11 H,-5 AT H-21b 43 5 1) 15 3% A2 %% 40, —0.04

F1-0.03, 11 H-6 A3 F8 46, +0.03. 75 4b, 41 7-OH
B3R FEISALEE T 49, ~0.08, L EEIE,
Wik &4 4 & 31 C-7 Z Il e M 4&, F£15 %] 2D NMR [
TR S HE . AL G4 CD R, 238 nm Ak R
1E Cotton BN (e = +20.48), 264 F1 292 nm kb & 7 it
Cotton ZZ M. (de = ~7.72 F1-1.52), iX L& Cotton %% v KF
fiE J2 CD Kt i 26 T2 AR 5 (7S)-3-4A-7-F255-3,7- 3L
BL RBP4 — 3, B S S S A ECD g &
(K 3b). Rk, tb &Y 4 145/ 2 N (+)-(7S)-3-%.-7-
PR3, 7- N TR

RE AV 34 KR AW & N Y
U. salaccensis (U. attenuata) 75 4 25 5 (1) HH B 32 L)
HH o) B 15 L2 SR AT & B AR F A HPLC B ik
MY oy B3R AT . RERIZ, SCER RIS 2 5 4 7R B
b2 AR B (TR)-F (7S)-3-%8-7- 2 FE-3, 7- 4 3K 44 i
Bl F) B e AR 4 ) M [y +168.6 (¢ 0.025, CHCL) Al
~17.4 (c 0.035, CHCI,)®3, 54k &4 3 fil 4 () 2 5 EOK,
HEETHI T SHRAER. 2KkE05E, ifiF
R R R T K ARSI TR R A 1
53M e BB, 7S 2 5 4 1 bl ie b 1 B
i B AMNMGE D R A AR . R HE el
(IR P, JE BT SR TR BRI RN, R 1R 2 R S0 R EUAR
L P T i 225 4] . e 0 B e S AL 9 DT R B 240 O 1 1) 28.9
JE; T TE 380 4 v 2, 3L BUAR 0 PN I e 435 40 B8 e 06 B e
I TTERE LI N IE [ 29.7 FE o X S H{E 14 5 Sk TE
TE 5800 7R Al 2 A0 T 7R R A9 21 1) 4 BRI O I Bk i 45 44
BRI PR [a] 5 +35.3 (¢ 0.34, CHCL,) BT, 305
ARSI I E 4 R

4 ECOEGE®E T ¥ it B4R ER, X T
(TR)-# B ¥4k &40 L A0 3, 1 55 ECD &3 5 sz 56 I 52
CD Wi 1) th 2645 — ik, 15 2 75 11 5 ECD K3 v,
KT 250 nm X 48 )1 0 %2 A4S 31 52 CD &% i 7w 1
Cotton % 3 (F 3a). A1, X+ T (7S)- M B Kb &4 2
A4, 15 ECD Kl 552500 & CD K Re sk 2] J LT
SEFEMIUCHS (K 3b). 43 Hr ECD &1 f1 24 it St fE b A
FH Gaussian 16 #1463 [t GMMX 43 17 ¥ 848 & 2 7 11
AR AR RE B A 5 (H X RE = /N T 3 keal - mol™),
R (TR)-H4 B (1) 1 A0 3 1 5 AIC i & 48 52 53 7l Dy 48 Al
531, (7S)-#4) 1) 2 1 4 () B I fie B 44 R 40l i 3] 97
11154 . 7£ CAM-B3LYP/6-31+G (d, p) #ELH/KF, 11
1 J5 45 L R0 3 I B AR e S A B35 9 24 4, T 2 F1 4 1)
3R 32 F138 4. T] UL, (TR)-H4 70 ) e A e B A G 8
H />, 10 (7S)- R B 1 Il I GF AR I . IR, AR (79)-
FRAGE Y 2 F 4 3R T M R H 2, Re IR I
RERTE H BV TP 1 SEBR A 5 SR (TR)-F BUAL A1)
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LA B T A R H D, Afe e &R EAN
FE RS RSBk 5, 3t 10 5 BUAE KT 250 nm X3
S ECD 5529 CD i 25 9 VT TC FE AR X A

KIS AR

AUTOPOL V A jig )t il 7€ 4% (3% [H Rudolph 2 &),
Nicolet impact 5700 %4 {8 37 M- A% 4§ 21 &b 6 1AL (55
Thermo Electron Corporation 2 #]), JASCO V-650 45 4h
JEREAL (H A JASCO 2 ), JASCO J-815 % CD il %€ 1%
(H A< JASCO /A #]), SYS-600 1% i St HR 1% (32 [ Varian
NFE, LLEFIG(E 5 A5 1), Q Exactive Focus Y fif it
% (34 [E Thermo Fisher Scientific /A &). LC3000 % &
ROBAR € 15 A (HR [ ) B dE 4R A PR A F]). Sephadex
LH-20 (i # Amersham Pharmacia 24 #]), Toyopearl
HW-40C % i ¥ fig (I 4 TOSOH 4 &), AQ-C18 J% #
R (H A B8 A 5 A W), i i ke (200~300 H)
Lo 2 il RS GF sy (75 Sy ¥EVEAL T 2E77). BT
AR TERE N B, 90 B AR T, g o
gl ik Al

B (2R AR T 2016 4 8 A I H i b 22 [ 24
AT, V0 MO R A AR B, R [ R R A B
i 5 BT S AR RN AT 514 e D v R R R T ) T
(Uncaria rhynchophylla), 7 4% BLAZ T [ P 2 B2 B
YR TR A S, FR A5 9 NO. ID-S-2753,
1 R#BSESE

T-1RE T (97 kg) £k Ja, F /K Al 52 3 3
KRR 2T, HENRE . B E S HP-20 XFLH g
FEB 20 55, 4K VT 7K 50% £ H1 95% £ B e i, &
# o33 mICER, [NV 771 5 153 217K L50% 1 F195%
BEPE IR A~C. 95% L BEPEME R4 (100 g) L hik fi
FE 005 2 B, DL SR e A0 R DR T 7, o B R,
JE BRI, G IR A 1R 43, [ RS, 1538 204
W28 £ Frs.1.1~Frs.1.20, Frs.1.2 (3.45 g) ] Sephadex
LH-20 %A (358 43 25, 1 J k- 0 - BE (5:5:1) Ik
Jii, 3 % Frs.1.2.1~Frs.1.2.5. Frs.1.2.2 /% Ji] Sepha-
dex LH-20 &t i A 1%, 7 i k-S04 - FR I (5:5:01) ¥k
fii, 73 % Frs.1.2.2.1~Frs.1.2.2.3 K 4L &4 5 (4.0 mg).
Frs.1.4 (5.3 g) F Sephadex LH-20 ¥k /5 F: (1% 4> 5, H
F k- S - FEE (5:5:1, 2:2:1, 0:0: 1) MK IR B,
3% Frs.1.4.1~Frs.1.4.5. Frs.1.4.1 kA (il 73 55,
AR - R (811~0:1) B EEVEIN, 433 Frs.1.4.1.1~
Frs.1.4.1.4, Frl14.14 86K G15% 5 &, H A -m
M (10:1~0:1) BREESEME, 13 5IFr.1.4.1.4.1f1Fr.1.4.1.4.2,
HoFr1.4.1.4.2 28 O - il % HPLC 43 55, LL 45% F
RSN (2.0 mL-min), £33 1 (t; = 66.4 min, 4.3 mg).

2 (t; = 71.8 min, 4.0 mg)~ 3 (t; = 96.8 min, 2.0 mg) 14
(tz = 103.9 min, 2.0 mg).
2 KT

WEW L AEHR; [a] +19.1 (c 0.24, CHCLY), [a]
+63.5 (c 0.29, MeOH); UV (MeOH) 4., (log &) 206
(2.88), 242 (2.61), 292 (1.49) nm; CD (MeOH): 208 (4¢
+21.61), 238 (4e ~18.83), 263 (4 +8.26), 292 (4e +2.06)
nm; IR v, 3274,2942,1708,1617,1502, 1471, 1439,
1235,1191, 1146, 1117, 990, 923, 875, 754, 644 cm™;
'H NMR (acetone-d;, 600 MHz).*C NMR (acetone-dq,
150 MHz) %4 W% 1. (+)-HR-ESI-MS m/z 415.186 9
[M+H]* (C,H, 06N, T 541, 415.186 4).

th&¥2: Bk AK; [a] +0.8 (c 0.26, CHCLY), [a] +
5.7 (c 0.27, MeOH); UV (MeOH) 4., (log &) 206 (2.84),
242 (2.56), 292 (2.47) nm; CD (MeOH): 209 (4¢ —20.02),
238 (de +17.21), 263 (de —5.79), 292 (e —1.21) nm; IR
Vmax 3 221,1702, 1619, 1502, 1470, 1436, 1350, 1334,
1301, 1231, 1189, 1 145, 1 117, 990, 923, 873, 754,
479 cm?; 'H NMR (acetone-d,, 600 MHz). 2C NMR
(acetone-d,, 150 MHz) ##% W% 1. (+)-HR-ESI-MS m/z
415.186 5 [M+H]* (Cy,H,;04N,, 1518 415.186 4).

&% 3: AR A [o] +30.8 (¢ 0.16, CHCL), [o]
+64.0 (c 0.13, MeOH); UV (MeOH) 4., (log &) 207
(2.67), 242 (2.43), 292 (1.48) nm; CD (MeOH): 206 (4e
+27.87), 238 (de -21.77), 264 (e +8.60), 292 (de +2.22)
nm; IR v« 3 256, 2 945, 2 877,2 860, 1 703, 1 622, 1 504,
1471,1440,1 296, 1240,1193,1 136, 1 111, 992, 940,
874,756, 658, 478 cm; 'H NMR (acetone-d,, 600 MHz)-
3C NMR (acetone-dg, 150 MHz) %#& . % 1; (+)-HR-
ESI-MS m/z 417.201 8 [M+H]* (CpH,0eN,, it 5 {H
417.202 0).

A4 Bk A [a] +1.4 (c 0.14, CHCL), [«]
+4.6 (c 0.13, MeOH); UV (MeOH) 4, (log &) 207
(2.83), 242 (2.58), 290 (1.52) nm; CD (MeOH): 210 (d¢
~23.35), 238 (de +20.48), 264 (de ~7.72), 292 (e -1.52)
nm; IR v, 3 260, 2 946, 2 876, 2 858, 1 703, 1 622, 1 504,
1471,1440,1364,1339,1307,1252,1193,1136,1112,
991, 938, 874, 756, 658, 484 cm*; 'H NMR (acetone-dq,
600 MHz).**C NMR (acetone-dg, 150 MHz) %4 WL %
1; (+)-HR-ESI-MS m/z 417.202 6 [M+H]* (C,,H,0,N,,
T4 417.203 1).

AW 5: vk 18 B 4 'H NMR (acetone-dg, 600
MHz) §: 10.93 (1H, brs, NH-9), 7.61 (1H, brd, J = 7.2
Hz, H-5), 7.52 (1H, d, J = 7.8 Hz, H-8), 7.25 (1H, dt, J =
1.2, 7.2 Hz, H-7), 7.09 (1H, brt, J = 7.8 Hz, H-6), 6.91
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(1H, brs, NH-2), 3.68 (2H, m, H,-3), 3.02 (2H, brt, J =
7.2 Hz, H,-4); ®C NMR (acetone-ds, 150 MHz) §: 162.9
(s, C-1), 42.6 (t, C-3), 21.4 (t, C-4), 119.6 (s, C-4a),
126.4 (s, C-4b), 120.9 (d, C-5), 121.0 (d, C-6), 125.1 (d,
C-7), 113.3 (d, C-8), 138.4 (s, C-8a), 128.2 (s, C-9a);
(+)-HR-ESI-MS m/z 187.086 6 [M+H]* (C,;H,,ON,, i}
18 187.086 6). LA I NMR % 5 SCBREPAHR 1% 1,2,3,
4- DY -1- B i - p- R IR AE SR S0 Hh ) Bl — 3, 22001
AL JE TV RN . R, A A5 e N 1,2,3,4-1
A-1-FREE-B-TR R
3 ECDFUViEit&E

J% F Gaussian 16 4 ff) GMMX #, £ MMFF94
o3 15 R SRR J7 A SRR ST
R, 13 BT e & /N T 3.0 keal -mol L A H %o o
F Gaussian 16 FFE J7 | % 7z o 55 1% A CPCM A Y
(conductor-like polarizable continuum model) 1 41} 7 7
Wi, 7 CAM-B3LYP/6-31+G (d, p) 7KF |, %48 % 3k
M Gt — B IRAF B R S BUIR 282 73 A
7t CAM-B3LYP/6-311++G (2d, p) 7K°F L, 15 Gibbs
H HIHELE 3.0 keal - mol™* BA A AR AL A8 S 1 & 0K 25 g
BOR T IRE A TR . MR RN BOR % 8
gy A0 MEE GBI A B4k, A 15 BB T S
ECD UV %K [(o=0.30eV)].
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