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Nanocatalytic Synthesis of p-Methoxycinnamaldehyde Using
Anethole as the Raw Material: A Recommended Undergraduate
Research Competition Project
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State Key Laboratory for Chemistry and Molecular Engineering of Medicinal Resources, School of Chemistry and Pharmaceutical
Sciences, Guangxi Normal University, Guilin 541004, Guangxi, China.

Abstract: In alignment with the national strategy for rejuvenating the country through science and education and
strengthening the nation through talent development, Guangxi Normal University has actively implemented the
“College Students’ Innovation and Entrepreneurship Training Plan”. This paper presents a case study of an
undergraduate team at Guangxi Normal University that independently researched and synthesized a novel porous
nanocatalyst. They successfully employed this catalyst in a green and environmentally friendly process to synthesize
high-purity p-methoxycinnamaldehyde from the natural plant extract anethole. The team participated in the “Internet
Plus” innovation and entrepreneurship competition and the “Challenge Cup” extracurricular academic science and
technology works competition. This paper outlines the project preparation, research and development process, and
practical outcomes, with the aim of sharing the team’s experiences with other chemistry students to facilitate more
efficient completion of research competition projects.
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ITH BRI, AUBESRTE AR Ll AR 22 SRR, B RE 5 AR E O R E R K EENE.
FRUR AT AL AT T 2, R B ML SE S, AT PR S R P B S, S
AEE, B, B B A R AR

AL LT R 2 SUAPRE K (AL 57 2 0 v AR DR SR T 5 i 5 JT FR SR BE PRI ™ R
FO A FBEARHE BN (G SCAR “ITH BN )Z 5 “HER+” Q1 @ KSR B 58 38 50 H BOR -
FEWTH S REH, T H B EAS RRE B SEE S o, KRR IS TR RS, BRI TR 2
FHRHRIRAR:, BERT FERTERAR . Tk, ASCEA B RGBT #1% 87 23T
RIS R SE SR I 5, MRS S LM GUFEIME ORI BN BRAh
ARBHEAE dh SR AR E AT 3 HUTIR S £ 255, ] T W6 RO R (K40 A AR AR T i b e
JRAHIEE BT QLT H
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Hal, RAFRIEZDIARIERBRER, SFERAERHERMEARR. Fk, JF R EME %
KB BV GEIR, N5 AR R R B AR & OBt 7L, S R E R R B KR A R &
L2 i 1 [ PR 3E G D AAE AT o TR R R, i SR B, T H FIBN TR B FE AR
PIAERE (MCA) 2B )\ A Iy 2 — 2 —Fh B SOA T8 & NGRS 83567), Tz s & B4t
ANRER o FLRE AT MR AR R\ A b B AR AL, aliE sk N A 18 kb 59 (5 R IRFIMCA
RE—W). fEAEYAE R\ AR b X H A RS 1 3 B ARG, HRE R IR )5 R 36 B A
SR B IR R AE R, St R IRIR B, HAE W ER SR IR, N TS ERE R B . T
FHIKP “FRM” . REA S FAERERRKARERANREBLAEBENSFNE. A
A T FIEHE G R B, 1€ A N I 5 U AR A o AR R R RE RS 1 i B b, HLAA R AR 5
LR T NIRIE . B ME R EUIEE &R Ay E=BY, AN & s sk, AFe
SEORBEINER, EFELEESIES B0 0 K A 8

W R SR th A O AR R AR RS I B 28, TR MR N Ml R, — R JERMIE R, RN
Rkt m . WUHE BIBAMSCHR A B 73 B RS AR R 2 AR Y, Gt it — PRk I
TP M AL R )\ R PR A E R 80% . J\ A T A P 2 B R e 2K T B K (trans-
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1M 53 B2 A AL 2 T R I Hr s, ENH B BE WK S, FR, IUH B E T4
EFIDDQ (2,3- ~5-5,6- &1 4-F )W HEA LS, RFEES /i AAEDAT sz 80 H w24 m i m )
o Gl RTEAR SR8 R AR IR SRR, e T I E A R B A& EEIERTT, MK,
i FRFIDDQ, F|HPACL@POL-PPhs & R A4 15 2% FH A & RIS =4 33— 20 i ot ek e A
b, AT DATS B 4l ik 99. 7% 7= o SN AL A RN AL R AT AIE IR, A SRR AR T SO AR
LT OB L GG R 2, ARTTH A RS B IS B R . @A, BA B XTIk
RS, fEiZmEY, TiHBNGS TR L AER T, CLRIRTE &N ERE,  JFR Sk KR
HAANMARER, A8k A R e &Rl G i Tk R JE

2 THBFAERIZHE

TERf U I H BN 2 7 vt Ja, TUH A& BRI H s 75 oK il e T AR A R, AL
YA B B«

(1) A BOH 8 2 FLM R 9 KA 4675 PACL@POL-PPhs;

(2) 2 % SR 94 KA AL 7 PACL@POL-PPhs ) 45 #4) 2 A FIHE AL 12 BEHIF 5%

(3) ARIIHFH AT 1 A M A RN 2 A AR AT 7T 5

@) R A= AT HER I AE N .

3 TiHEBEHB
3.1 SEEER HAER

W RATE AT RFEEDRHEARAR); 1,2- ROk (L w R AR R A A);
By (LR T A EHE R AR A ), =&AL R ERAR); BER T
TEMAEAEE YR AR AT 2,3- T 5-5,6- “EIEREME(LE S B ER ARG R AT), kR
+. A, EAbE . EALEN. BRERN. AFRAEE. TUAKIR . 4. K. 12- & k. —&
ki, =& F b HEE. AFE. B NN-ZFF 5 LR (P B Rl # I A BR A 7). BL R N
A

{X#: Avance 11T HDZUAZ g 3R I 184 (B - Bruker/A @), Labsys Evo TG-DTA/DSCZHY & /34X
(12 [E Setaram A7), Talos F200S 737 Jx i 325 5 H 8% s 7345 (3% [El Thermo Fisher Scientific/A #]), Gemini300
RIZ Kk SR A (H A H LA T]), 6545 Q-TOF LC/MSHYIE w43 5 1543 (35 [ Agilent A ] ).
3.2 FRRGHE

MRYE O A 4R, IUH BN SR T A2 2 T i I 0 b s B . AR R 9 AR, A
RNPE, DAE SRR AR, FEAN10 mA, 5L B AR R AN . 1 hJE ORI A G T R oS
4z, LLA6%II 7= A3 B0 A S AR (). TE R IRON 251 T 5 11 i g S A ot B 4 3 PR A
()72 ZE AR A, DRI 0T ) AT BA 152 A8 B8 75 300 sk = 35 A8 14 e Sk S T 5 il s 7= 36 S A0 Jg i FY A PR
M, LT DL RsAE, TH BIRE e vk HA T B A 2 FLMRL K A8 AL FIPACL @POL-PPhs (#12).
3.3 ARE R Z I EGKAELPACI2@POL-PPh;
3.3.1 AR=(4-Z M5 FEEBE

(1) K250 mL3Z M E T 150 °CHEAE A, M2 he XA HEERFAR AR T, IMAL2-—
IR 2.%5¢0.4 mL (4.6 mmol). £:#71.9 g (79.2 mmol). PYE KIS0 mL .

(2) FHWR AL IN#AE S DR P R s, ARG SRR B hy il 8 4 IR 7

(3) BB IME-10 °CAME, 4IR30 min.

(4) BLHIPCL: (2.75 g, 20 mmol)f PUS BRI (20 mL)E W, Z AN 232 3, 20 minié N 58 J5
4k 24 FE [ Y230 min.
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C(+) I Pt(-)

/@/\/ =10 mA /@/\/CHO
o MeCN o

rt,1h

Bl A R

\
1) Mg, CH,BrCH,Br
AIBN

X
THF P P PdCl, b @b
2) PCly, THF, 0°C THF, 100 °C THF
A = . .
Br * *
b +
S *

S (4TI B POL-PPh, PACI,@POL-PPh,

B2 {EAFPICL@POL-PPhs/ & B4 &

(5) BUCH S O IR R I . IR O NHLCUA TR K S, LR SR, Tk Nax SO,
e, ETEA

(6) FHIHRERAE(300-400 ENFEA =) (e RN A A R, 15304.22 g B0 = @- LR A5, 77
EH62%, 41[E99.1%. "H NMR (500 MHz, Chloroform-d) 6 7.39 (dd, J = 8.2, 1.6 Hz, 6H), 7.29 (t, J =
7.9 Hz, 6H), 6.71 (dd, J = 17.6, 10.9 Hz, 3H), 5.78 (dd, J = 17.6, 0.9 Hz, 3H), 5.29 (dd, J = 10.9, 0.9 Hz,
3H). '3C NMR (125 MHz, Chloroform-d) 6 138.3, 136.4, 134.1, 134.0, 126.5, 115.0.

3.3.2 #|%&POL-PPh3

() @EFAET, KK g=@4-2m ) BE. 100 mgfB & — 5 T IS (AIBN). 10 mLIE/K U4
Wi F25 mLEZE 3 N .

(2) EHEE24h (100 °CHAFT), P TEEEA ) 2 % iR fa it g

(3) U SEREAH LR OB OEEIATYRE, 1531980 mg [ AR, P N98% . MM A WE It
RA R B A T E A E AR R 2 A P POL-PPhs
3.3.3 #|%&PdCl.@POL-PPh;

() @AAE T, HKIKINAS500 mg POL-PPhs. 25 mg PdClay 5 mLIG/K PUZUWRIR T-25 mL %
Mo

(2) iEHAE25 °CHM T RMNIER, RN 5EEITE.
(3) SyEEEAH O OB Ol 1331518 mgig Ak, 7223 N99%.
3.4 FR L IR KBTI PACL.@POL-PPhsfE AL 4 RS F1 45 #) R AL 20 H7

N TR IR T R R 9 K A AL FIPACL@POL-PPhs (P BE & 75 1 B IEIE H T Tolk A 7=, 0 H B BA X
HHEAT T S HRAE AN BEATE AT

T SR R AL TR B PR M (B3 ), B B B S5 T K380 °C N il MEALTIT)
FaE PEIR LT o 4k 820 PACL@POL-PPha ¥ FLAE 20 A E 47 1 MK (1345 ), HIFLAR 23 A0 B o] A A 770 1 L
FIFINS1.25 m>g !,

B Ji5 1 EH [ BASH AL BT T /4 P33 A e B R (B4 20 . A3 I & S8 PACL 5 3 7E £ 4L
EHREWEMAR LG, &RPARAEEAT L RARE, AT S SR T H 1R,
A B (B4t — DI uE T B A 2 HfLE, BA®IWMEET), B ATERM
gy, ARG AEGEAL, X Bk I K 2 B0ET AR BN AL SN I PR AL R, X RROA fRE AL 7
PACL@POL-PPhs FL A i 14 1) 5% S fR B
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YRR IR, TR EIRIR .

E5 PdCL@POL-PPhsfJEDS-MappingTt 47 El
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3.5 JEMHSKM T EE R A RN SR

T S 2 A AR A (R 1), T8 E [ B\ SR A3 AR A 25 R T 1 A SR S IR B R R B 2k A Ak
SN IR A5 B i XA I 2 . JeFREL100 mg PACL@POL-PPhs B 1250 mLIE B F . FHAK N
0.9 g (50 mmol) HyO. 1.482 g (10mmol)ii & fidi~ 50 mLF %, FHtHEE25). FRE4.54 g (20 mmol)
DDQ, ¥ HZZ M AN BB T o R NSRS he S SV PR e ot . ot DB A B 1 £ K €5 1 R
2 H15% NaOH/K AT (3 x 100 mL)AEHL . 5 A 100 mLAE A1 H K H — R . F /K Nax SO T8 5
TEE TS5 FIRGENIER . e a FRERAE (300400 ENZEAL P2 (Vi © Vemen = 10 1), 15303 3
A, PR N88Y%, 4ifE >99.7%. 'HNMR (500 MHz, Chloroform-d) § 9.65 (d, J=7.7 Hz, 1H), 7.53
(d, J=8.5 Hz, 2H), 7.43 (d, J= 15.8 Hz, 1H), 6.95 (d, J = 8.6 Hz, 2H), 6.62 (dd, J = 15.9, 7.7 Hz, 1H), 3.86
(s, 3H). "C NMR (126 MHz, Chloroform-d) § 194.0, 162.3, 153.0, 130.5, 126.9, 126.6, 114.7, 55.6. %1
F 2T T5E A SE 5% A A 5256 1 /N R 7 N 25

®1 RMEMFRIALTE

PACL,@POL-PPh; (0.56 mol%)

X DDQ (2 equiv.) X _-CHO
+ H,O
\O Toluene, rt, 1 h \O

5 equiv.
1 2
Entry n(H,0)/mol n(DDQ)/mmol il FER %
1 30 20 DCE 47
2 30 15 DCE 29
3 30 25 DCE 43
4 30 20 DCM 53
5 30 20 CHCl; 33
6 30 20 toluene 78
7 30 20 THF 32
8 30 20 MeCN 8
9 30 20 MeOH trace
10 30 20 DMF 15
11 10 20 toluene 58
12 50 20 toluene 88
13 80 20 toluene 82

Btk R B % 10 mmol 1, PACL,@POL-PPh; (100 mg), 5 equiv. H,O, 50 mLE %, 2 equiv.EAH, L SHERESMNI h

3.6 AEIAHAM T EIE AR S

T H BB S S HLERREAT 7 480 4 41 (B 6), Fo R NMAHLEE AT AE AN, & S POL-PPhs@PdCL 5 J 2T
i 2 215 B FC AL A AR A, HaOXF A (B4R AR AN [R) 47 B 7 4% 330 015 3 B AF B ARBFIC, F=¥ICLEBHE
KA. HIXDDQEMNCIF R HAR= Y12, A4k, dJEIHEERAS 2P # DDQE M NPAY, #HNTF—
LS TR
3.7 HEZIAMEGKENFIPICL.@POL-PPhs B3 LK

FEIEAY 58 B — IRSE 56 J5 43 B8 HUHE AL I PACL@POL-PPhs, 3 H] 1R B8 A 2% & We M vk, ARG
FWENAT o T E4R SN T — RGN, L3R5 TE BB & Rl 7 /515K
fiE, 25 BRI FENE I FH SIR DL G F g5 M) LT3 R AR AR, &8 PAIE & DL 4 B 4h
KR ATLE R AW L, 32 O A0 7076 18 P8 S R UG A SR AR R 0 1o RO Ak i 1
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FRME GO s 2k B Rt K 2@ M S B S R, BTARTEH T & RBEAR, AT
B2 B ELE R TR 8, [ T EMRARE . PR, EREEER AFaERG6
¥R BER. RASHZAMBIRELREAR, ERBEFASHE, mREESEME0.001
mgkg !, B TARNEREE R T 10065, 520 7= s B, Wb T EEHNR 2 HIRRC T 477
BRA, 3E T KRB ) Tk Ak AR 7=
3.8.2 X FE A E: PUREREAY 2 A

TR FE AT LU SR 7R & b 3 i JEURE IR R AR RT o5 LR o SR A A DR R R
I RAREEAENO; TR EH KR JFRHE = 5 KAREVE 100, 8] 53816 R I8 B2 AU INAL 5 5oy 1 = 8
P IR AN AT 0110022 (7] -

SO =PI A T R AR IR TR RE I 7 o 48 [ R A R R At A AR I O AR A A A
(E7). it &A= R (CLOREIM, RIRAEV IR S EiLF99%. U@L ATH 5 £ %
THE 2R & BRI P AU I I RE RS 2B FEAR 5, RARFETTIE99%, JR TR M) “ RARE” k.

3.9 TiHmE

AT H $EHE T —Fh DA SR B A JERE, T 2 FLA DL S 9K & e AL 7] = R Ak A
Xof PR L PURERE 1) 5 ¥ . ARG PR R P RE S & i 28, K 22 75 B0 A0 4% &) St i S0 4 R ik
A, B AN PRI 2 R, Wﬂiﬁmmﬁ FERAR, W EIAEITS Y PRI B A
Fe ATUHMA KL, UMBIKEE. SaRRMEERCONEE, 2R HPORERE R, NF—
5wt AT A B TP AR R AR é%%%ﬁﬁ MR T AL, Bl gk Sk

B AT E R, ALE T R MB ) Tl A 72

AT HARFES PR ORI, R O TREY )\ A N JER B 2 A5 B e Al Rk, R
T2 FLA R GROKAE AL TR A A BT P AR PR TR R AR S TR A, P2 i AL 5, ME L s . AR BIBATF
R WH R 2 FLA R 9K A AL I A S B B A F B, Al v 2 R &R A = HE T — &
F i, Rt T AR R R RIS IR LA PEkAk, A shat kg

E SZI6 PN 2 B 5e 35 0 L a1, 300 H B 30 H W ST TR R, H AT TZ I H AR
CLFE AT E KR B F o[RS, T00H B PGB 5 P9 B 6 KO R B AR 7 1 R A R
HIRARIFEZEVE, BHCERBR RN T, B4, %00 H 257 MR A sz,
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HEAT T 33 HEIR ISR S B, R R AR PR 2R 126 (18), B 77 REJ1552.545kg/H, Fodh s R E1E88%
ftr, FE R EAA(E9).

ZAFE I H $RA520224F H A X KA I O II 2 E RIS, FRIR) 52 S B 36U, 1%
HTE2023FHFEFES SRR E LR “ BB+ K5 AR QT Gl oK 38 iy 20 32 2818 A RHE A 24 JF
FIREGH, HWHRES SR EER BB KA K2R “HU RN TR X kK
FEMEE A —Jm “HREAR” T KR RN EARBHLAE MR TE, 7 SRR A — 552

RE Q/NNCK 0312021 B BREBR | B ARBRSR
S, KEE L REREK HEHEEK BHEEXK
FA ¥EHR. LEFEEFEA FARLIE FARLALE
e /
?ﬁ%) 1g WAL BT omIS0% (E 4 HEER HEER
¥) zE$
g%
Msishug ol 57.0~58.0C 58.0 58
g-/:;tfm& 298 99.13 99.17
Ko
MG <15 0.52 0.5
44 mg/kg <10 / BFEEXK
B4 mg/kg <2 / BHEEXK
e mgkg <1 / BHEEXK
FKeE mgkg <1 / BFEEXK
B7 =Rk R
o B 4 A ML
‘ 2R
W A
g 1 seme W FEE
T — L o, e ER DDQHi# —» JyDDQJFIE/
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B9 aieRE

4 DTiHUER
4.1 SEISIR4

REEFARE 7, BHESUE Y, RS E X G B%HE. 4K EEIE-LT—
AN SRR 8 37 75 AR RHF S BORS fh R G187 G B8 0 S i 199, 7R BN I0H T R AR, %350 H A
RCGmAETT b B FIRER . BT SR KAHANHET, =3 TR Z WA Z A FIN,

I H F NI RAYTEAE TR SO ERMEM IR, RIS N &R S — &R
Gl @, fTiE—HEA TR R AR, M AR E R R3S, ST I AR
Somi fy . fETHE JF AR, FRAS R T R 2] A 2 LA R KA A AN B A R PR FE 3R 5 4
BORUE PRI 2R, R E T &R RIRA BRI 5 B R JERT AR BB 5 76 150 B 52
it o P R A 75 K B 8 22 SRR K A 75 S B S T R A B AR B R X AN T . ARSI
AERE R, AR GBI B SRR R SEIR ik, M S5 RITEAS, e TR N A, Rk
TR E B E A, BUE TS A RS R. ERATH IR, PPk R R
ARy T R SCHR S S B6 I A A RN RN R, ST I H B R G R R, T A
R 4 ) £ e 5 — e, BB RER . B4, Firh e s 4R ses . {0 H
JI T H 78 39 0 RIS, T BA PR A 67 o Bt 7 S 2k — B R, B DU ks R HE 38 26 05 H
AU . FEAMT IR vk i AR R, S INEE R “ R R Eh 2 £ HIIEHL,

FEARTE 1, 10 E AT 4t i 18 sRAM AR BLAE A3 FH 4% (R AR 16 )\ JERE, 3B AR B
FAEALT . AR E . I E BB Tk b g AR, B A SRR AN AL A B )
SN2 R FH L R T SR A 0 R SR T A i e 25 A R o) R AR PR R T R AR S TR A, K Y
R F Tk, Bt 7 — SR RO DAk A P B 2k, MRS E i wke 1 o PP A3 A T R AR 2%
[ R A= = (AR IR R 4 ) A
4.2 LIS

B T SISy 2 AN, AR SCIE AR S SRR LU BRI 4 o (EFF LI H J5 T H [ BN AT R AR
MR AT SR =PRI H R, ORI BN AL EE TR KR, EH%2 )5, 2R
TS “HBM+ KA QU AL RS PR A+ — i “ BRI ” BRI 2 AR B 1 5 5 3%
B . LB fLIE “ BREM+” KA Gl R0, RIEM L8 RIRN E R K, W&
FEHE AW, BRRKEENEERHEDLEE 1, fmmm e DL . AR IXFE T
RF, HEFLTEREYEANEEZ . BRIRLAN, BN LRE. BXRFw, S ks5K
B HL 2 E SR B [ TR e M SZ Bk BE f1 . Z BRI S F Y TA1E, RS S s 3T 5
PERH A S, B SR U L RRA R, B sE R T WH BRI IR
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FERSRIT AR AT, IUH BT W B AR N R DR BT 28 . (RIS 722 AE 2 iR B TR
WL, BLBE R AR R B RS, I B AR IR AT RE 2 IR (14 ) A S i 45
—AERMER. BTUHNERE. SUREE, BN LSRN, ERIE %I H S 7 A
RS — ORI H AT B, ARRUITTRN TR — DN T H AR H 2, (B US lshik
i B SE A — AR, RN R EOCR R AT G ANREL, AR, DYSEBLE bR R A
JIR A 2, XA AR A B B RS S FE o AR IX SR 9k K 58 38 v T 2% 20 B SRR AR 8 11
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