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Example of Outcome-based Investigational Experiment and the
Development of Innovation Capabilities: Primary Study on the
Ultrasound-Assisted Fischer Esterification Reaction Conditions

Rugi Wang, Peixin Wang, Zhaoyu Wang, Ruijian Fang, Weiguang Zhao *, Ying Guan *
College of Chemistry, Nankai University, Tianjin 300071, China.

Abstract: In the outcome-based teaching activities of investigational experiments and innovative capacity
development, a three-stage teaching process is designed to enable students to experience the whole process of
scientific research and develop research skills in the experimental learning process. The three stages are design,
implementation, and conclusion of the program. This paper demonstrates the results of teaching activity based on an
example of a student’s lab report written in the form of a published paper. To investigate the Fischer esterification
reaction under ultrasonic assisted conditions, the report compares the catalytic efficiency of different catalysts for the
reaction using the esterification synthesis reaction of ethyl benzoate as an example. The results indicate that acid-
loaded montmorillonite K-10 catalysis is significantly better than sulfuric acid catalysis. The report also compares the
powder X-ray diffraction spectra of montmorillonite before and after modification, and provides a preliminary discussion
of the mechanism. The reaction conditions are mild, and have implications for the synthesis of small molecule esters.
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AR R & . ARSI . BT T SR S5 7 SO0 2 AR BHIE R SR M B FR 04T AT ATl Y, RIS T R 4F
MR e Rl (AL A SR IR B B IR BB 7 —— H AR T 1R AT Fe P S 36 5 ) 8 g
JIEEFRY — Wi, ATVEANN 4 T H AR S 1 0 70 SE 0 O B I B AN S 7 v, IRl gy
RV (T R R ERIE . Yot B RIS U5 S Bevh . AT AT PR A AN S U S = AN SER(E
7 SRSt W SCHRE P IR S5 (B4 18 SOV MV B L S ) = Bir BU e sk, ks
FEAF S50 5 ST i R A AR50 B R 0 AU A B o AR SORE H s 3 19 A S0 S B i R R AT A
I BL2021-20224F FE 22 A2 R R 3R IR 01 S 56 1 SC 6 75 50l B R Fischer i A6 S N2 7o SE B 2E 4T 11 8
NP HE B AR S 5 MfE4E

1 HEFERELE

2021-202252 4 58 2 B4, SRA PR BE AL S B R 7 PR S 3 8, kPR AR B A A R DY A
W/ R TR0 FHME RSN E T S 5 &0 RN TIERSLGR . 7 RETHREHN
RS, FFR A SEI0 R T A AR B R % INLAE AR AT T — IR SR i i A0 3 VI 98 7 R IRV 4R
BHE . PRIRFIPEY, XPRFEEEE I ) — SR AR T BT VAT TR s . B, R T
TR 75 % A BT I 9 38 AE RN Sl 28 AR AR A0 TR AL B A S SRR I 7 s AR AR R B AT B
THE AN FA HLER TR A A R R RE i L (R TR e, 5030 45 BAH XS bl BIF 90 A 1 700 10 A £ 12 R 1
T B A S EAN R W KRN 7K T =6 i A e I 3 5 R Js 7 R B B2, PR R A R K
7)) 7% R 550 S s 8 W 0 T MR AR R AT AT R U s SR DU ZH R H T BH S A R LA & Sk i 2 1
PR (1) BH 5 -1~ W g B IR B R M A AR 7], 25 S e i 28 e e 510 T e S 2 RS2 ) 7 58 DU NI T 6
WA —ERERAR, =AM REEB R TRM SO, 5Ah = B R AT
ARG, (BN SRR, %8 7SR B M T, 28 N2 R T Wfe] B S L Bh %
THESSLaG . tbah, EFXTEefb R NSRRI, EAENTESRE T 2 M7k, W ik, AR
e A BV S BYESE, JEESIE S THRRANANR. #UNeES 58S, JRE
W E LB 77 NS AE R &R T RS SRR, Sl ik, JRsE A IRA R
R IZZ RN R AE TR P R R, Lk R 22 AT A A0 BT A0 i o R

SZPENE IR, fJa T TP S0 U7 R S A REAE SR IR VR B SE A, (HE R A H R
I FH ¥ 5 2500 R A B0 ) SE A0 IR SE K T T RSt , IR SEEG 25 AT T oAy RAh—Fn
SR T TSRS, JEARIE T SIS 45 kAT T BRI (. X 78 U B B bR S A AR ST S e
A] CARURR o 2 2 2 IR SR WL RE sh i, 380 H AR B TREE R G O . SUEATE %A%
B CAMLEE) MR BRR SE R T SEER RS MRS, VP23 TRHS LSt Be 5. AT
DIVRERMR . HARS S FIRN G2, bR BV, JREE S 5l A REE © 58 AR g SC i
75 AT SCVPEH, S5 G 8N, JREITA SRS T — A . AR AN SRR T
A MR R E A A R, %3] T KEAGWRE AR AR, SRS A=A,

B B AR T 7 IR A SRR N S AE IR B A8, RGO E S T R RT30%, 7Rk
it (A 2 BV A 25 AF 56 BCSE SR T [R] 2%, mT AR 4R T S 56 13 AT R S A FIA)) 40%, 18 SRS 30%. 2021
20222 R ZR W A PR R) P 1 43 8941 » 5 DASE AR S Hl 2 1920172018 24 4F 75 2 2 ] 4 D[] 27 1 31
KFET B RE(83 )M L, K T64).

2 FAEBRNLRB

TE2020FZ S 1A, FATTE I 2 1 4 (0T AE 0 T 2240 “ 5 FRATI S 7 R R A L5
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ARELEEM R, EX T BT AT T B E. AR NARIEA LR 1) BFR 7 A1
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A R 3 [ 2 R R E

S WAEA DA R R — M T AN SR, R NRIEE T2 T f#,
RuINZ . BAVNHFBEWBIRG, KEHIRINE 5577,

AT BORHAERNES, SUmiTie, kAT D SEE R | E 00, B ES . (DR
KBS URFE AT VE K B (2 8], BB WA SRR AN . 1T HLI 0 BUAE 7] 2 AT T B0 A AR vt R AR A
P, BAREEIZE, TIRERZHMHEIL. HIRS KK TG, e KBRS H AT DAL
HELER AL, AT RIRZ ) WER 2 K, B2 BREATREE, M 1 s — il
Mrveit, SRS, A SLiR A fEupup !

A AN, T HARYE, ERXAPEEREER| Tt RO —BURER R 1R KAE
JE B “USUEPESEIR” pBow, R BN IE T R TTIESERR Bk TR R <A T
T, BEILFENSRR P ERE L

FADY W] DASE AN ] S (R B RS . 2 BT SRR URAT ] [ [R] 2 — A S e AT R AN AR . HIX
UCRITFE P SBR[ 2 2 8] AR A2 KRN 1

PRI MZIMEEAERE N, WZIME A3 TR 2, PP EIiE NEIIGRE B SR
Wo HIGAWGR, AERFRMEZSMEES, 23 TRE . ERARET, BER TRZIFNE
FRES, WY

3 HFERE

N T EIF A DLEEEROR, T LSRR 1A /N T A I A S AR T SRR 1 S
MAZARSCAT A 2N Rl 2 e 3 7 KB SOk A0tk 1 Se iy SEANIEIN 5 &, AT T e
P S 9600k 7 S8 BEAT DAk SR ARAIE IE QSIS O BA SE B, e UG 1 BUBCERAR I £ 23R, JFAE T K&
ARG OBES 7R3, REIZISSCSIENS B, S X RGN %, (HUVREFHUABL 7 2B AEBE T
PE S8 1 L RE S PEAT AR IR RE A, R BT ERATH SO T IO R R . SO i Bl
RAEHA RV KL, BATH R AT TIEHHIBAT, HARM TR RS, I DU 2 K
BEAT T RV
31 HIE

N IR A E E ARSI T, AR RS ERIE RS T, TER KRR
HGH) ARIRES S W T A RREE A AR, i ARy it BRSO RIS
TEEARUO . IR0, FF A0, R 2 A R0 16 AR AR IRIEUT), AR EC S
T EARDON 25 rh R AR RO R R ST HARIC RS, B AR e PSR . R, XS EESR > T

g B 8 B BT 12 B A PR - B Fischer R AL VARO[ b - B MR ALVERT) . FR IR E6- s AR R AL 128,
M A2 Hei: 200, Baeyer-Villiger %8 ALi& B0 £ Tolk A7 WA E R . B2 B R S AL (B IR 2161321,
1M BR A AL [T Fischer MR AL/ g i kAt i fl RO MRAL S, o T L JEURMRT B L BRAS A Bl S iz
AT EOR AN R . R AR 8 A Rr rTT AR 2 N, DRI B A B m W S (. i T Fischerfi{b
BRAEAL (P S L, ORE D BEAT 12 B B 1 D% B A A2 20 g 2 LA T BE v O AL 7P, R AE IR g2 B g%
WP AR o AL SR G RTVE LLRH SO EAG T YR KR, 38 I I e i 77 =073 7K, A ik
PATA R, (HRX RO AR W IEROR . AR BUR, BN R AR . RV E S R4
BT AEHFRERZ E
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CRWBBLT , FEM AR BE L B T e T, R R BT, B ARG S AT AR
FEl, RMEANLE AR AET 200 R r N R4,

RIHEA SO IR A AR IR IR S AR N R, S B s Bh 2, fd BRI
BEEAA G NHADE R BT, A R AL X Fischerfig A6 s B2 R 520, SRR H R 2,156 1) =
ROFN 2 4 (B )

(FBUBRE: X RFAEE CEPULE)Y 2ER ST H K, S EaEs a5, Btk
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Zeolite Molecular Sieves

B1 S B K FischerME 4k )R 52 B 28 ¥ 11 /&

3.2 £R5iR

NERFHE TR B 2 AF T SAAR AL TN 5 3RS AR (A TR0 S B IS, AR SR T IRBR IR . Bk
BT UEINKC-9M i (Fe(IID@NKC-9) i T 78k 1 52 Bt K10 (MMT) = F AL AT IR 7. 3T
WRE R A B AR, FRATHG S S N A 20T R R [ IR RS B B 740 °C, JEMEH T LLER
R 7 IR MK o BT 2K R AE Sl P VS MR 22, BTN T 2B &, [ T 5
M RE. BARRMNFMFSERILEL.

#1 %ﬁ@ﬁ“%ﬁﬁ%#i&ﬁ”

o}
SD%moi cat.
OH
EtOH(5 equiv.)
40°C, 2h

HALHD 1% AL 1%
iy RPN B EE/PC R | w5 kMR RBEREPC HEALF]
PIRRYE 3 — ik PRI VA
F1 his 40 H,S0, 56 30 ¥4 feched 40° Fe(IIH)@NKC-9 5 3
P2 v 40°¢ T 7 5 FES v 40°¢ MMT 49 (769  31(769)
FE3 i 40° H,S0,4 72 55

afg MY A FEZ(0.05 mol), ZMEE(0.25 mol), HEALF(15 mmol, % FEHMRET), B ES%IK S TIiH(BA), KMN2 h;
ORI TH NMREURE T TR R, BARTT 3 WSEI 817, 12 M 120 min& REEAL 3, oTF i 75 T SR 1k 2R 0D 46 R 3 4 1
40 °C, fEMFELRERARRAARTHE, BB REFEEAS0 °CLA; IRMI120 minfg, 4> BIR4ir™Y), FREEHBIiRiE

T o B T A% Gt Ik g ORI 7 i A B 7 2R B L B S IR (R AR AR TRTRES),  FE IR B R HEE AL
40 °CR P ZEAT T, A I B (R e A A WY v A G I 2 T2 S R R A A AR B I 18] A2 AL
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Preklle SR b, AN [E] SN A5 A0 24 B R 0 275 A S5 B s 7 IS TD 386 iy bt o T4 G0 110 94 B R 4 4 e
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SV, BE SN A ZE KA N, 8120 min)E AL Ak F55%, 5 SCHRIRGE I A Uk e AL
SN, —E3SY, A TR A e I B BE ) PR AT S B A S B S R B ARG s T AE R S IR B v, S SRR
P H 7= A 1 3% [F)RE e 0% 3@ 1o A A4k i A B D) ot oy 7 B PR AR 0, O AR BN T2 B 15
TR EL, [EE, 7E RN FIER R, N R RS BB . AT RE RS AR I
PR SN AR, R RO AT o AR T R 2R AE A KR 8 T ST . RE3RI Sk R RE S
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WAL 722 AT R B 4E . SR, 2 ARk 5 S B RS 4R R B — Bdb AT sege et ,  2mE 1R A
TR R PR 40 °CTF = 2150 °CIIIL G o W AL L 38 V8 IR B 8 78 50 °C, P EAT &5 SR X LA
ST R )

FE2 ANt FH R B 12 A 1140 7 Ve 4 B e B, 36 1R PRI 2 40 45 S 2 B B 8 A R I s R AL, iR Ak
SSEFIRE AT DAEAT s X LURE2RIAES, R IR ER v LA 25 52 S I A s B R VA 2R . R SRR AL S B
I V28 0 8 A4 A 51 A2 o L B

FUmHALE: EARIE B, & 2 0 e I s S, FIW R N 2T, NI R e R
WAL A . WA R B VR DL R A ) S T, R e AR SRR SO e v, R
AT 75, B2l FAZ G T AR A — VR AR VE P FR 7 oot B BL ) 3 e . bR e i il LR e &
IR —, ABAE N I N WA P R PR R 2 . R A DU R B R IR, H e R
B B B A8 4E . )

BeAh, T RS T2 GR, FRAT 2R AR AR A A 1 07 sz R B, X Rl I
JERI AT R AR, MEARIRT LE R R, #Ee T ORER KM . R LA B, RATE
FEAR 238X HE 5 1 10 Lewis R 75 Bg 4k {10 L R B, M FeCl:7E g A6 18 4k b N T vz H 34 30 U 5 5%
i BT, R AT 2 Fed s FAENK C-OM flig L (FE)BEAT [ BEA, 45 S 3% B USCR 5 A IR iR .
RCRBENT . FRATTIA N AT RE R 2 8 AR e S EINK C-OMW I S5 MR, (E25 28 N TR LB RCIR P o, A
P AT AE LS O 78 3 F i, L AR B PR A - A0 I e PR R A B A DAy B, FH R AL
B i AT T 70 75 2 N AL R R AT .

RNIRREEEMIFLT - A Ty BB 75 i IR () AR S50 A R A5, AT 25l i) £ H A 3 I K0 28 52 il +
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(MMT) , HEAZ B (FES) . BT 75 OB P2 O B 38 S I T E R R, 3 25 FEMMT H i B
=9y, SFERESHE AR BRI, FHE2PRESHSRABRA LR L. RMN2hE, BEHEMMT
HI B B R, AR R E, A R IR BRI N T6%, B R T IRER R 1.(55%)

(BUTHEAE . EIRTE S B I i mp BORE FORE 0 (9 J5 A B FR AT A AN R 2 A, 2 2 0 2 BB
R TX— i, HEFEESRERFLLTAIE. )

BATIWTIE NN, MMTX B BB R 2 S K10 A 2R B8, FESR
FEZ M RIRK, LN AR S, HHammettB2 5 EU(Ho) \+1.5 ——3.0F& (% 5] -5.6 ——8.2 %],
JUT-5REEIR(—5) IRRER(-12)M 2, I+ HACKH AR 7 BT IR ER A, S m O Nk #e ek,
D B SN ) A o STkt 2% W L AE (AL R B (AL BRI 0, (b G A 442 i 1 e (43145 Ty T
HAEG ZBIR . FE, BTSRRI, @A EMA T, EFM LR ER S YK
TAAER, AT AR AF 5 s AR R AH BRI, BRI SRR R, AR TR BT .

BeAh, i b kAT S S R K10 pXRD A (K13), ik fa 5 Il - 5 SR K 10F &t &5 74 2%
AARE, R SRS EE EK, R T H A ZE 2 MR RO, MHT Y R R, X —
R B F=EPAIN NG FEEHE R Za? G K, HPEREOR, T LMERZRUBEAG M A, K
+ R R 2 T B ), IR YEpXRDW S SBragg H R iHHE, HelmBRSEIEK 75.9%.

ik an]

i MWMMWMM.WMMM«i

BT

|

T T T T T
0 10 20 30 40
26/ (°)

B3 Zh-EMMT)5 RS pXRDATSHE 5

(BUmALAE: 2 A SR B S A B 2, SRR R B S R A 28, TR B AR AL
B, XR—ATHIERFHE A R, MDA BB SR TR S S R o i FE
AR BRI R 2 b, 5T ARRHE M RE 1 R H R AR S M E 2 1. )

3.3 L
3.31 B E5ERA

RN AE B LR S KQ3200DE Y i 75 I i e 2% 1 HEAT, ARviESN 40 kHz, HUE TE 150 W
"H NMR7EBrucker AVANCE 400 MHz A #% 4 4R A B %€, ¥ 77CDCls, W4#5CHBr. pXRDTE H A
2% Ultima VB XS A R AT EIE, S NCull, D32 kW,

HEALF G IRBRER . T3 Fe® INKC-98 fig (Fe(IN@NKC-9)F1 F H H K 52 i K10 (MMT), Wk
FIRBAST T . A S35 8 A 2 i ali e DL ).

3.3.2 TLRHWE
3.3.21 REAFIRKH R 5RAE

NKC-9B g (1) 1 3% : HERAFRE0.510 g FeCl3-6H,0, ¥ T-81.00 mL 5% HCIH, Jl1A4.53 g NKC-9
PG, BHIEERANIEW, # B 150 min)5 i€, LL10 mLZ&E B TR IS =k, & IRl SEEmAN
RN



No. 10 doi: 10.3866/PKU.DXHX202301027 205

Fe(IIN@NKC-9F &= (2 : HEWIFR & — 2 ENa,EDTA, ERHCHIEDTARRAEA . 1H A F2 B
—E BRI, IMAN1-2THKSCNTE/R7F], UIEDTAbRE T E B4 aifd, HEAEE, &R ILE2.

£ 2 Fe(llH@NKC-9 fEE KM E »

o5 R AR R /mL EDTABR#EW I FE° /mL R MHEF e L 1 57/ (mol L)
1 25.00 2.50 5.05 x 1073
2 25.00 2.20 4.44 x 10
3 16.30 1.25 3.87 x 1073

APl KSCN NFE/RHA, THEASRM R Fe kA 4.45 x 1073 mol- L1, Xf % NKC-9 f1#Z N 80.9%:;
> EDTA FRAERIKE 5.05 x 1072 mol-L™!

S K108 E: B6.5 mLIKH,SO4E T-15.0 mL/K 41, MIA1.35 gJ5/KZnSOq4, THFEIEME . B
5.00 g5 i K10, MIA16.0 mL_EIRER, 90 °ClEIVi4 h. KR EYHIE, 27 LA20mL/K. 20mLZ
BEPE I (IR — M PRI pH = 6). BB E T75 °C FEZ Tt %, HIE180 °C FHtE4 h, B
WEAH, AKBAER K.

S K10 AR I g - 56 DLARR — H IR S0 (KHP)F: Y bk i€ KOHFR HEVE MR B2, L3R3.
FRECI0 mL/K, FEFEAIE FIMAUERFRE RIS M 1, DA B 7, DLKOHARE R & 2 V8 28
Mgk, HESAEE, SR NKL.

F3 KOHRHEEBE IR 2

BTk KOHA Il i A& F3/mL KHPJEHE W #E° /mL R U OH Y& BE v 5/ (mol-LY)
1 15.00 16.01 0.1158
2 15.00 16.18 0.1170
3 15.00 17.33 0.1254

@ ARy B AR /R A, THEAS KOH FRMllH OH ¥4 0.1194 mol-L™'; ® KHP JEHER K 0.1085 mol-L™!

F4 MMTHEBERD &

'S MMTHE i & /g KOH# 1 JH #6/mL H R & 15 /mmol
4 0.2802 16.74 1.999
5 0.3049 17.66 2.109
6 0.3030 19.76 2.360

AR B9 7R 7, THEAR S IR 5 3R Dy 7.28 mmol-g™!

3.3.2.2 Pigb BRI B IS B

EROTEE—(FED): BL6.1 g (50 mmol)E F R . 14.6 mL (250 mmol) ZEE AN Z 100 mLEEH 4, i
A 15 mmolfR M &ML, ARSI N21.5 mL, KIHEE40 °C, Wi 14#E2 ho

AT T (FE2-5): HX6.1 g (50 mmol)ZE iR . 14.6 mL (250 mmol) ZEE NN 2100 mLEEHE H ,
HINT5 mmolfg 4 &AL T, AR SARFN21.5 mL, (R A IBWIEEIE FE40 °C, FF BB A 46482 h.

P A4 5 7 M < ) P A i M D S S A, AR ERAE W R s OSSR AR 21,5 mL, RN TR S
30 minX0.1 mLJ By B G R, I PERE, JEMRE A RR L ORE, ARV T0.5mLE0.2 mol-L™!
TR EICDCIF, BRI R o JEE N FRCHLBr 4 EIE N6 4.92 (s, 2H, CH), # F IR L Tig
w3V B 3 (R R AE UG o 4.38 (q, 2H, CH, J = 8.0 Hz). i 59 W )RR 40 THI AR (S) i 5K FH R R (B4R R
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W&, tFEAER A SRR (o). FRTE AT

0.1 mmol x 21.5mL N St
' 0TmL ~ g - (1)

— . 0
¢ 50 mmol X 100%

BT bR, IETTDAF A — AT SR AR A, BT DLR R R R R R R 2R R EIA(S 7.3-8.1,
SH, CH)MF 7 S A (Sse) N RN &, K H IR B o i B S AR 43 T AR (Sww ) NP2 ) B B 1T
AR, WARK2, WHETEENEARIIANRL, WERTLES], HMET SRR
FEALRANE], (R . 3 — R B A [R5 18] A 3 A R B TN 2

5 X Sy
o=
2 X Sy

X AR A AL S BiAR R, Fe(IID@NKC-9FIMMT,  H T AL A 7220 e B, BOA [B] s
) A5 P SN 5 VA B A A SRAR T S PR e Ak 26 . N 7 D43 I 82120 minff (I SERREEAL R, 43 i) FH 4
LR TR BEHAMEAT . B T Fe(II)@NKC-9W I 7E 48 75 /F F T 25 M B AR, T8 e, AR M 43 25 W b
FERRE TR . TIMMTREALTRIZH, 2 F= 45 B MR Al JE PR, 15 B LBl R It RAER 1

BRSO P B 4l 7 ¥ AR & R in A I NaxCOvE W, AT pHE7-922 18], A 60 mL Z. 1%
LR PRIRFERUKIZE, &R0, 20 mLIBAI &K%, 2B EIE, MgSOsaT 1. I JE it i
7, JRIEZM, UHE107-108 °C/20 mm HgflME 5y, FRE.

M S S P AR L Tk i BE S N, 20 mLI 2R 2B VRS AL R, B I S N S T R Ak
TV (F S AH S B P () B 4 5 VE AR B I A WL )RR 77 00, MgSO T8 o RS I 57, Jel s 7%
T, W4E107-108 °C/20 mm HgfIM8 5, FriE.
3.3.2.3 PRI

KR 2T, ToE AR . "TH NMR (400 MHz, CDCl3) 6 8.05 (d, J = 7.2 Hz, 2H), 7.62 (t, J
=7.4 Hz, 1H), 7.55 (t, J = 7.4 Hz, 2H), 4.38 (q, J = 7.3 Hz, 2H), 1.40 (t, J = 7.2 Hz, 3H).

3.4

X T 2K B R T ) Fischer PR AL A %, 40 °CILEE 5 8 7 4 Bh 4. ot 7 4 480 52 i - K1 O ff
IR BL, PR .. RN BEAWE S BER B, ERABER RSN . XE— TR
BT DARAG AL /N4 F BRI Fischer & G, BIFERE S 5640, LA 0TI S oK Y i 5 51 3052 it
et ita g AR AR AT, T DAAEBGHR FE N A8 FH TG v ) 07 vk DAL = 1R 7= 28 6 1 E AR IR 40 o

x 100% 2)

4 FERBEES

XU FENE 2 SR AT ATT R R I R 3 7 B2 SOk, FRAEIX — I RE b o S SOk i s, 5 R4
[ 2 g I e it 7O HR L 16 i Fisher & B B SEI0 7 58 o #E A HOCHR T LA X — i1k )
L) SR AFI B 2] T AD R, — 7 TN TR N AT R E A T e A&, IR S IR BRI
QHr Z AL et B, i ] R R 2 SR S B AN RER B “WFFUESRER Y /M e sERET s S T
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