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Comprehensive Chemistry Experiment: Nomenclature, Synthesis, and
Characterization of Fascaplysin Alkaloids

Aidang Lu *, Ruihu Wang, Yunting Liu, Yanjun Jiang
School of Chemical Engineering, Hebei University of Technology, Tianjin 300130, China.

Abstract: We introduce a comprehensive chemistry experiment, namely “Nomenclature, synthesis, and
characterization of fascaplysin alkaloids”. The experiment involves the nomenclature, preparation, separation,
purification, and characterization of fused-ring fascaplysin alkaloids. During the experiment, frontier scientific tools,
especially the 12/DMSO combination reagent system, were used to synthesize natural products such as fascaplysin
alkaloids starting from aryl ketones to realize green organic chemical synthesis experiments. This approach deepens
the understanding of fused ring compounds, stimulates independent thinking and innovation consciousness in
students, and could be conducive for cultivating application-oriented talents in emerging engineering.
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WA R TLIC R IR TR S RS W 0 I I AE Wi fascaplysin A |32 AR 3G M, B G U4l i
PULE W BURTE . PUMIE S 19924, &wm 2 NUVey Ut fascaplysinZE 0 0dE 47 4 6 ik, BLAR Ak
LRI, HFEAD, uW}:ﬁW% SR SCERIRIE T 2 B AW fascaplysin A R 7 vk B,
Mo 5220 R R U4 38 1o T,/ DMSOZH & ﬁ?ﬂﬁ\ﬁa‘?ﬁﬁ BR kA B R IR = W fascaplysin G N 5
UM, geAh, BT 2R R, JRZIUPAC (1 Bbraify 5 8 1b 2 B & ) A Pk 2= 24 75 00 R0 iR A
A B BE @ IS Chemdraw BRGS0 D8 SC AR, 18 B 228 WL W 3 840 S Vi A4 06 2 FR h
BB st = FEAR N o AR SCEIEAE Bk S50 H 5] N RG22 S50 —— “ FascaplysinZS A2 W5 1]
W BT, FIHBEERTIE ISR ST S BB LA g2k, 7SI s i f2 R A48 F]
F1/DMSOH Gk 5 T — 8k SEIL AL G 0 10 i 2806 013, 925 21 AL A Wi i 44 B0

i I > N
(COC' EtQ @Ei/( @ AlHa, THF N @
92% 97% N
H
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93%

MnO,, CHClg N N\ TFA_ (Q’ ‘\/Q’
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El1 Fascaplysinf) &5 IREE& K

1.2 ZWHEK

Wt FFfE “FascaplysinS AWy &« & GRAE” sS85, &2V FEEH 1

(1) & RAEHL/DMSOH &k R AE A T EMIKFIEA LGP RN, Sl et 7 B R
LA Al 5 LI 2 B3

(2) FEAFAENALEY B 4 B0 .

(3) FEAEL-MEMR A IR R BRI, DLIE B 1 o- <1 A8 B« Kornblum 28 A4 FlMenschutkin [ B 55 J
FIALER, 2R B e A B AL

(4) JLEI AR IS R, B HE . B8 SRS R R B R, R I Z BT (TLO) K
W o v ISR

(5) 2o ARG SC IR B e A 3R (MestRe-C),  FFREMS &5 S - REILIRBIE ik B 454 .
1.3 SRFEH

FascaplysinZ& 4= Y00, 1) & B B 2 26 DL 12, BAR S 2 I BILER W B3 BT R : (1) 3—, 71l
e it 75 5 W LR AL & P AT AR AS B a- ﬁﬁﬁﬁ?‘iﬁ@m{A%AU\&HL B J5 o- AR 55 E i ATEDMSO
1EH T KA Kornblum 8 At [ B 15 £ - 75 JEHR AL G VB £ R NAR RPN ARG, EZs T
F 13 U o= RS I TS D R e A N T i IO KO T i €5 3 Y AR P R AE T fie 2 BT iz I 25§ DI
KA NI, 258404 EAAEMF S 15 2] B bR = Y8-Hmk3: (2) 5=, (ha3sii
HB-HR RN 5§~ 7E230 °C2&4F T 1 MR 2 5 fig [ 1) C — X S5+ K A= Menschutkin 52 87 (55 4% HUA R
ST RIS B R SR A 4 U
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2 HEABEMARSLE
21 SERHET

TR b2 IRFEAE 28 -L 2R A S 1 4R GETT 80221, SZI6 P 28 A0 45 4 s 56
HIE A SEIG PN A, 2 2R R 58 ol A S 3 (RS S 36— 9487 ) A, 38 4 27T 58 B2 HE JE g AT
S8 10 FR) 328 il S 56 (S B 2 N 2 ) D 8—16 2 I, AN G A S B0 phy i (A SE IR B FUM B UF4R), L
“FascaplysinS EMIIL AT 44 . &R RAE” 86 W L5 F RIS, M i Fascaplysin A4 VB 1) i
% N SR I RR VR (127 1) 5 BGSETR (457 18 ) BR800 BT (157 18 )« S35 45 R ) (257 )5
HERFZ LI R 2%, AT DO SE A, AT 2 N ZH BASE [F) 58 B
22 LWELHBE

ERETEUB B ISR S S 1, AR [R ST AT S IR R B R . BE X “ Fascaplysin
KAV a4 B BSRAE” LRa W7 SeIn iR i 5] SR @ WAR 1, 515 A8 I8 5 AR T 27 2
ik e T R ) e
2.3 SERSEHEH B
231 BRI AR

LI A 2-FUOR A/ 2R AW R, IE(DMSO). EK AEE. B, BT E A
BIuorpas, W REET A A A H .

SIS . 98-3 T MU Wh I A8 ORI AR B B R 2 7]) - Bruker Plus 400 M7 A% R 3L IR 35 1
X (1% E Bruker). ME303EMY Hi R~V (H 47 #)-FEH] 22 ). Waters 3100 Mass-Dector ! i i 1% (Waters 24
A])s WFH-204B7 = {5 A1 70 A (1 Bl 7 fE A PR A &) X-a4307 s 8 b nd g A GRS T
A H IR AT,
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®1 FIStERERKRITER

CIRER e )i Beit H bR
H Al SCHR 8 2 W) T Fascaplysin ) & O A BREE 2 A2 30k Sl KA B eSOk, IRt A SOk B B AR A I BE DT O 5l Rt
— R T 512900 77 R AT B HHLA R HIEL S 5 2% S 1/DMSOM & 1k Z4E N T H AR 778 A HL

BRI

Wik Fascaplysin it £ 27 4 R A2 i i i 7 B4 2 52 AL SR A A A
S HAE R R P A R R Y VUM SRL | g8 A AR, S5 3] 5 S 7 S I 1
S50 SCHRARE , R IO T i %) 2 W i FascaplysinBU S5 MIEAT 2% 5 3F B4R B AT 1 3L 9k (NMR) AT 23 % 53 3 (HRMS) Xt 4k & 93k A7
RACHIN? RAE, RIS FI AR AR B A B R A A

2.3.2 ZB#HME
2.3.21 {LEW3HIH &

B2 -G 2 e 2 - IR 2K 28 (10 mmol)¥E T-DMSO (25 mL) ', HE At HE BN B mf2.5 g, 10
mmol), JI#R NAR R F90 °CEMF N 4R L Bl h (IR R 2 R, FRA T I (iZ(1.6 g, 10 mmol)
JE MBETE110 °C R B, TLCKT I RIE 2% 5 457 b n#(Z11.5 h) o FF R A #1280 S P26 T
TN Z&K(Z120 mL), A KEFEETIEAR, B EHITK OBEREEA 2=,

3a: AR, UERT5%, M RH204-206 °C (CHRIS 204-206 °C); 'H NMR (400 MHz, CDCl3)
8 10.45 (s, 1H, NH), 8.57 (d, J = 4.8 Hz, 1H, ArH), 8.20-8.16 (m, 2H, ArH), 7.64-7.59 (m, 3H, ArH), 7.52—
7.35 (m, 4H, ArH); *C NMR (DMSO-ds, 100 MHz) 6 196.7, 142.4, 139.8, 138.3, 135.8, 135.7, 131.8,
131.5, 130.6, 130.0, 129.8, 129.6, 127.2, 122.4, 121.0, 120.4, 120.2, 113.6.

3b: A, UEK89%, 208-210 °C (SCHRI'Y 190-192 °C); 'H NMR (DMSO-ds, 400 MHz) 6
12.24 (s, 1H, NH), 8.45 (s, 2H, ArH), 8.33 (d, J=7.7 Hz, 1H, ArH), 7.85 (d, J= 8.2 Hz, 1H, ArH), 7.73 (d, J =
7.9 Hz, 1H, ArH), 7.58-7.65 (m, 2H), 7.47 (t, J = 7.7 Hz, 1H, ArH), 7.35 (t, J = 7.1 Hz, 1H, ArH); "“C
NMR (DMSO-ds, 100 MHz) 6 196.9, 142.0, 141.4, 137.9, 135.33, 135.1, 132.3, 131.3, 131.1, 129.5, 129.2,
127.2, 122.0, 120.5, 120.0, 119.7, 119.0, 113.2,
2.3.2.2 HEWAKH %

PRI A3 (0.15 g) % Schlenkfi T, FHHEN =R, ARG W I HEFE %A T HE IN#E230 °Cx
FRE10 min, A Z& F B 60 [ 4R 08 T A8 1 21 AR €8 [ 45 7=

4a: AFEOOHEEM DA N F A, 1EIY%, 1 N235-237 °C (GLHRI'230-232°C); 'H
NMR (DMSO-ds, 400 MHz) 6 13.54 (s, 1H, NH), 9.60 (d, J = 7.2 Hz,1H, ArH), 9.18 (d, J = 6.5 Hz, 1H,
ArH), 8.58 (d, J=7.2 Hz, 1H, ArH), 8.50 (d, J = 7.6 Hz, 1H, ArH), 8.08 (d, J= 7.1 Hz, 1H, ArH), 8.03 (t,
J=17.8Hz, 1H, ArH), 7.90 (t, J= 7.2 Hz, 1H, ArH), 7.82 (d, J = 8.3 Hz, 1H, ArH), 7.74 (t,J = 7.6 Hz, 1H,
ArH), 7.54 (t, J=7.8 Hz, 1H, ArH); '>C NMR (DMSO-ds, 100 MHz) 6 182.4, 147.2, 147.0, 140.5, 137.1,
134.3, 131.4, 131.1, 126.8, 125.6, 124.4, 124.1, 123.1, 123.0, 120.4, 119.5, 115.7, 113.8; HRMS (ESI):
m/z [M-CI]" caled for CisHi1NO,: 271.0866; found: 271.0857.

4b: ZAFEGHEZR IO AT AR A, IR NI-8%, I ki N238-240 °C; 'H NMR (DMSO-ds,
400 MHz) 6 13.52 (s, 1H, NH), 9.67 (d, J= 5.5 Hz, 1H, ArH), 9.19 (d, J = 5.1 Hz, 1H, ArH), 8.58 (d, J= 7.7
Hz, 1H, ArH), 8.52 (d, J = 8.0 Hz, 1H, ArH), 8.08 (d, J = 6.6 Hz, 1H, ArH), 8.02 (t, J = 7.5 Hz, 1H, ArH),
7.88 (t,J=7.2 Hz, 1H, ArH), 7.81 (d, J= 8.0 Hz, 1H, ArH), 7.75 (t, J = 7.3 Hz, 1H, ArH), 7.54 (t,J = 7.1
Hz, 1H, ArH); "*C NMR (DMSO-ds, 100 MHz) 6 182.4, 147.2, 146.9, 140.5, 137.1, 134.3, 131.4, 131.1,
126.8, 125.6, 124.5, 124.1, 123.1, 123.0, 120.5, 119.5, 115.7, 113.8; HRMS (ESI): m/z [M-Br]" calcd for
CisHiNO;: 271.0866; found: 271.0853,
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AErBL, FAEGEEH VAV, g, S RN A TLCR N SESC /e, a7
IR A W) Fascaplysin KAWL, 25 21 FF 2 —Fh p-HE MR 22 R B0 07 v, LI R 1) o0 1 AR B
Kornblum? f.. Pictet—Spengler/x I 55 e BALEE, ZAZKE 7 B se A B A% 1k .

24 ZER5W®R
241 tkEMAKaA

i KAE R HOR 20 A R A A, P AR A AN IR A0 — R Rl I
RO, 5t T fascaplysin 4 W AL S P A O G5/ (An B4 A) iy % KARTRRE N : 1 8 FEIR Ak &R K
Hom AT -4 PR A 3R] ) IS AL B bR IR g 5 —ir £ .

AFZD 5 C. I R I L K AR5 B

i

q
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B4 HA¥)Pifascaplysinkify &
WL R R

(1) 58 FEIH IR R S H = LT« Fascaplysin2 A= PH0A% <0 25 $4 G038 1 AN 5] kR — AL g 45
FITE, I Tabng, A7 vk, BRI E SR BE S RO ) kg .

(2) & IFIRM ] S IS AL B AR IR N5 W g it g i o A A 48 R DAAR A O S 1 7 OE S
KHMGES T I IR o kAT i 44 U0l 0 EARIR AL (0 L g AT R ic (ARMAR NS i T
B, WEABHFHARICA BT S “a, by a’, b, .7 iy FEI APPSR 4 I B AL RS R
(HEFME4BHIE AR S “1, 2, 3, 4, .7 s, — AWM T 5 tne 2L A ki 25 FN-1 &% C-2
PN, o — A5 ] e B e 5 A e 3 T AL g 5 48 B C-3 S C-4W AN BR 5 BRI, FRIR DN “IF(1,2-
a:3,4-0’1" .

() Sl H, EHATHRTET, W EARIRI A A K I R AR E TR RS AE 4
I P RAE, X T R IEE R ARSI BE] SR T BE 2 AE — B BB AR R B M R 2,
Kl4CPR, A EXHEmE, 2T XHEERD s HIk, IR LR 795, M T B 3R 0T 46 (n
A 2 IR AL P A O (R FR), IR A EEE SR B T Bzt 1 A 2 3 TR R 4k (A0 Rl 4B AL 4 i Sk AR iR
Ab), BRGNS B 07 i T S A SR R (4B R AR I RUR 1), I A SR T A
BEANECF ST N, A LIRS T BT — DR R 5 87 g 5 N T F BFas by AEREATARIN, W7a. Tb
Sy VRSN S WLIE4BITR .

(4) % FFH TUPAC I X iy 44 v% % Fascaplysin 28 4= #) 1 3t 47 iy 44 N chloride 13-ox0-12,13-
dihydropyrido[1,2-a:3,4-b"]diindol-5-ium  (4a) B¢ bromide 13-ox0-12,13-dihydropyrido[1,2-a:3,4-
b’]diindol-5-ium (4b), A B G 44 782 A S b 5 [E P 2 00— B, 4afdbrh S TR
FAEER A 13-5R-12,13- &ML BE I 1,2-a:3,4-b] M| Wk-5-35
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242 AEMAKIZENLE R

AnastasFlWarner$i& H HUAR [ Sk (40 2 ) N 78 B & sk B |77 R 100% 10 i 745 M4 12000
JEUUT S aG 7 R PR FE R, 8 G B R R LR AR . BB RN A OIS, S
BRI E TR 2 LB R . SCBRUMRIE B 1T 7~ Fascaplysin &= Y008 & ik 26, 3L - /O, Fr
A 2050, BEAREWCERIER]S57%, (B2 E TR HRMBAG XA TR, B3P RMTH
JE AR B R A2 -5 QA E 2 R 2K T HFU — T R(DMSO) g FJE /K 4B, ¥ 71DMSO
0] DATE [N 45 o5 1E AT 980 28 VR BRI 35 B 28 R I 5 VE AT RIS, 38 0 IRONEAE TGV 71 1 2 46
TRESFHRE, BETFE5FEEIEI00%, & RESEILTFE, LEY4afi4bit Sz 55 N73%
F87%. [AIIL, ASLEE v] DA 2 2%t A0 SO0 U (W BE SR, i LB 00 8 1) S S 2R B B AR 1 S B 4
() HME FE A XS IR BE g 4. 3R 5 B2 (1) L/DMSO A 1K REAH HLA K iE A W L& 77 1 (1) B FH 2
(2) B3R 1 e B G AL op [A) AR BRI E () 13 #2 4 Pictet-Spengler [ B, 41 5 ) FH % s B 9 5% B 45 IR & 1%,
Fascaplysin/E¥) %, SZI6 % £ an ] g AT vt 2
243 WAYARILEWIRIE

A M3ITN-2 5 7£230 °C N #F BUR L B RE [ C — Xk S5+ K A S8 4% B R SE B 73 P ok
) & e B B W4 RS BIAGER EEUE 5, fEBUMTE S F R URE & ¥ 'H NMRFI ' C NMR
BEAT A W AN B AR P AL 2 S50 . AR IENMREE &5 (DMSO-ds) S SCHRIR A1, Dl da Ryl #4770
Mrifiik: FascaplysinE 00 & A 10413 Ssp? 4k IR T X B IC —HEE (S 7.5-9.7)LA B 174K T 05 7
DX 5 (1) B S5 1 (6 113-148), & A PN BRI R A — ML ABAR 55 0 0 13,5440 (1) g Ny
NHIE, 69.60 (d, J=7.2Hz). 9.18 (d, J=6.5 Hz). 8.58 (d, J=7.2 Hz). 8.50 (d, J=7.6 Hz). 8.08
(d, J=7.1 Hz)f17.82 (d, J = 7.1 Hz)kb6 > X E W& 53 7] 9 H-7 (b)~ H-6 (¢)» H-8 (d)« H-4 (e). H-1 (DA
H-11 O ER{E 50, 08.03 (t,J=7.8 Hz). 7.90 (t,J=7.2 Hz). 7.74 (t, J= 7.6 Hz)F17.54 (t, J =
7.8 Hz)Ab4A~ = E 1§43 7| H-3 (g)~ H-10 (h) H-9 ()~ FIH-9 (k)FTabI&; 3C NMRBE & HH i 2 750 182.4
Ab R BRIETRAE 50, RN A XRS50 A 4al) & o HETE (HRMS) A B 2 75+
£271.0863, 5 4T CisHIN O [M-CI " HI{E N271.0877, Hi&E &R/ & FEM A EH: (1) ke
Yh4afldab sy ) N EAC AR 24 2, @ MR e Ty v AT 40 2 (2) FascaplysinfE ¥ &5 # b B £
ANC—HEE, WHATHE & B R ILIREE T 1 22 A % 2

w1 ||
T - _
T T R -

E5 & P4afiZ iR AR (A) R (B) i B

244 FERBEIKFBITE
ASEIG 2L VIR T, BayE R F I A T ik = EE = O S EY3mtfEd,
SONAR REE MG, 2 /D VF Rk A B (5 R /& DMSOFE IN #4412 — W BRIk A ). 7] Ll
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FEINFAHTIIA S5 B KOO R AT T bR, SR 38 MXUBE 2B 4T S B R AR, R Rl od o s 2 3o R 8 2
AR AT (AT 9 5% FA) U SR A T VB ) L AE S5 I 45 R N 7K PR o A 8 480 9 5% ) U SR A YLt
TR . @ FEfl %L a3 R, J58aM K iR G 2T 6], I KE D PTiE eI
TN IK B IL 2, 2 38 8 S B 95 G 148 A SR B ] 4 5 DR 0 7 AT AR N VE R E R LR
R UUTE AL N Bl R4 b oK . 2B E, SR A% T DMSO 5 K R IR B EE O 2 0.6-1 1 1.
@ EWAME R RET, RN HURAE O N AT SRR Bt 5, HEYEG NEG; 5
oA R AL BB IS B P N AR s 346, R E VI3 TR AR, 26 DB LR H
i A T B AT AT T

3 BEMERKIEM

AR SIS ER 2 AR R TR B 5E A Y fascaplysin [ 44 « A A GRAE, 38 B 2k 5] S0 H A 1) R
DL SRR S RS o SRI0HR S WA IS LI EE MNP IR Hirtb 5 %('"H NMRFI!2C NMR) i
Bt i BELEILRE. I SER R MBS LR Yy, SR AR B AR . HEERAER SRR ), I
R ETENRIYEE. B, RRNEEGANEATETT T, ¥ 1/DMSOL & 14k R 5] A 25k
Bt FIHMAS. Kornblum® 4h . Menschutkinz N A i FascaplysinZS AWM, 5| F¥4AH %
JL/DMSOH & XA F B RMN. RS, R4 RS .

T S e S, R Bh AR HEAT SCER R BT 5 R S5 —SI0 HE A R E-TE M o B S A A7
MVRAES o W24 b B 54k 5 3 5 45, B ] DARE R AR 1B BR 2R AL B &S L 2 B B S 56 J7 vE A
SLTERREE A SEIS HIRE JT, NG BRI RN LR A SIS BRI S AR I SR AT T B S ) FE A
AL, ZEBNES RN AN B2 Es TSR E A e A5 8%, F
FA AL 2 i B Sk B D AIVE R A WL G O IR 15 3, $em i T b, e 1E AR EFE R
ARG AR .
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