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Side Reaction Products Analysis of Organic Chemistry Experiments
to Guide Experimental Innovation and Improve Scientific Research
Literacy: Synthesis of 4-Phenylbutyl-2-ketone

Jianjun Chen *, Yueyang Cao, Wanhong Chen, Guosheng Huang ", Kun Gao *
College of Chemistry and Chemical Engineering, Lanzhou University, Lanzhou 730000, China.

Abstract: The synthesis of 4-phenyl buty-2-ketone from ethyl acetoacetate and benzyl chloride is a classical organic
chemistry experiment, but the yield is only 20%—-30% in practical teaching. This paper records the process of teachers
guiding students to separate the byproduct in the experiment, determines it as 2,2-dibenzyl-3-oxybutyrate, analyzes
the causes of the byproduct, and inspires the students to innovate the experimental method to increase the yield to
57.5%. This teaching practice not only guides students with regard to experimental innovation but also improves the
scientific research literacy of students.
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1 4-ZRET -2-FR B RS T A
1.1 SERFFHIT

A4-FKFET -2 52 VA ALEYS (Rhododendron anthopogonoides Maxim)¥E il 1 i —Fh ks, HA 1L
AR D N 7T IR AR, A E 8 ) BOE AR R S s, Har o « 1
i 7 ©70, peAh, 4-2KBE T -2-H R B R F R 2 AR, BATTZ BN, BT 4K T -2-
B EZUAFLRS B & A R, BRI AR SE PR B A = Bhd@ & B 7V A . FESEIR B, 40K
T -2-W 52 UL 4B T8 Ol 5 EALTRAE R JERL, &t RAVBSERZ IR KR RS RN A T,
FAE B ARTE Tk 2 A 8 Sk 2% 2] BT R ik 2R Ak A 1A e B b VR R 40 B8 7 5 i AR K A SR B
SSLTE Rt e, i — 0 R AR B o A U R R () S, I AR B-TR R B K & MR NG
BRI R o FESERE A WAL E R B R, B-IR R IR 2R AL A W I R R I 2 e
PR 20 it e % R G ) B B R AR SO, A R S AE A AR R R . BUROR R S 1,3- S &4
N A BEAN FE A WAL 22 B TR ) — A B SR . TR TR TR 2 & ) p-BR R BB 2510 &4,
o HAE N R ild- R JE T -2 1) s 8 () BN 25 BRI S S+ SR A% AR SR IR 7K S JBE o MR s
S PR AR TR EIR . W EAM . R TR BUEREERYEAE, 2 MRt e
WIREG SR A A WA S 2R 500 o 1% S I AN AT DUR G A B 2 A 3 A BT TR 15 2R 4k & W i A 2
PR B JF B4R A RSl e 2R G E R RE, 3L B AR =4 0 245 FI U B8 BR UK 5728 1 S50 M
R 1 2R B AN AR B ilid- 2R 5 T -2 -l SI2 56 A B A ML AL 25 S0 02 Fh 420 R I R S 58
EWRIRZ CAPLZESEL) o #E R 1 izseie-121,
1.2 SR

SIS () R BRAE 2 S B B R IRIR . Bk, LBt OBRIE CRERNIMER T, kBT
L FRIRF R R OB TR Ol 708 F(RFR: EAAY)FREAER, Z0E F5E MR AFZIU R
N CAJG TR 2-"R 5 -3-5AAR T IR 4.1, 2R 5 H2-7% 24 -3-5 A T R S BRAE B ME (10% NaOH ) 25 1 T gk
TR, 19302-F 33T RN, &5l i AN 20% M HC A 0K 2--F 24 -3 -5 T IR ER 1k, gt
I # R AE 7] 45 B e 28 P2 0 4- 2R L T -2-F (B 1)

o o O O * QCH Cl
Na 2
C,HsOH
Hst\/u\ocsz + CH3;CH,ONa [Hac)\/u\ocsz

ZBRZER T BE EAA Na*
o o 0O O o
10% NaOH a 20% HClaq
HaC OCHs : JHC ONa HaC
-CO,
2-FE-3-ERTERZEE 2-FE-3-FRTERH A4-FET-2-R

Bl 4-RET -2-F AR A

1.3 Sk

100 mLF#1 = FUf B2 BRI R A S0 T 1 Rl A B, FIRIs Ny, JRRE A
R

FE R B INN20 mLIE/K ZEE, FHr R IIA1.0 g (0.044 mol) VI R/ F 4 J@ 4N, N3 LA
RPN E . e ER G, fERFE T IMAST ¢ (5.5 mL, 0.044 mol) LIk TR .1, k%
PEFE10 mine FEZEME IS8 g (5.3 mL, 0.046 mol)=E B 281t i &AL % (2120 min), XHH KEAG
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PUSEF=AE, SR JE INFAE I S B TR 28 I ) LT S R A

il P R 2R AR AR KR LB, 1 A VAR TR I 25 mL 10%FINaOHE I, fEHEHE 264
AR b, FEII20% 0 3 B v WO T W pH N 2-3, FINHG PR T AR SIEIR B oA L.
AR EH G FH10% M SR SN RR T 29 PE, B BRI (15 mL x 3), & IF LB IR, FH/KPes
—IR, BT KN SO, TG, 18K H IR 728 ) 2Bk . K F) Y3k AT R 2508, i 8:86-88 °C/665 Pa
ks
1.4 B 5

AU LRI (Bruker AVANCE 111-400, Fiid:). 1543 #F 3¢ (Thermo Scientific LTQ-
Orbitrap EliteETD, % [E). AE224%! B K- i ok AP BH 2B A TR A 7).

MBS OB AR Ol AR 8. B/K LBE. NaOH. NaxSOu. Jo7K Bk s 2 [E 245 43 #r
A . B E TR (200-300 B E S T, GF254 7% 8500 2 2 M ik B A R 4 8
HERARAF, UV R AMT R I LAS Y% 10 R - £ B ¥ TR £

2 A-RET-2-FE LR KRR KB =5
21 LREFHPHIANKTZRARLBE

TESEPRBUE R, %S i 5 19 B 4- 2008 T 2-F 1 7= R BK, 185 KA7E20%-30%2 1. REH
SRR T 8 I S A R BN TR B A P AR A B B 5 R T DA iR 4IRS T2 ) R, (R IR IR
R TR A4 T VR AT SEIR AR IR A 314 FE SR FE TR R AT R B, B AR RN A S R = P 1)
BEIAD, HE W E R ERR4- R T 2-0)5, 9 KEMBIF-YAR 23 (E2), M H ix
FEY IR IAG . Rl UM 5] T 22 A0 SE I Bl AR R rT g B B i T e, DUAR Al
FENE R IR, FE4A A RN SRR B N PR R EAEAT T Z T S R B H B O R B R R, &
BRNHVEBRIEE, A2l REEI =Y.
22 SLERERFPRIFUHER

TESAENTTHR S5 R ERE b, UM A 8 A b k) i3 SOk B = e A A A 5.
TE T A R AN TR AR P S 56 2O e IO TR 1% N B PR AT R . B SCRRIRIE 218t 2R
CERTE LN MIE A T 5 & A N B T AT AS 22 F R 3-A AR T R 4 BR AN, 1862,2- 334
TR CE AR, H AR S 37 () B P ] e A 3-8 JE-4- 8 3 T 2-FR0S), (H &5 NZAk S 1iE 5%
P I0E . DRk, FUME A @R 228 250 (32 2 BT AR JZ BT 1 77 92506 ek I 28 48 Bk v P P
FEP AT oy B A, I PR R AR R AT 6 R R P AT S 8 o B Ve Vemem =5 1 1
(18 J T 75100 ol T 28 TR R AR AT U 2 i o AT, ORI AR E S — AN R EN R Y(Re= 0.60) R B 1)
4-TRFE T 2-Wi(Rr= 0.49) (K12)o R FHRE AL JE BT X Z AR F B =PI T 23 85, F Vs : Vewew =101
HEAT VR, 75 34l (0 R En g = IR ) o 388 1o A% LR U R B B 1 S R N R N 2,2- R
H3-EHAK TR OHEE.

o
iﬁi&
B s
._(
o
2

B2 4-FET-2-FSHRSEBRAER Y. BERERB (L) UREERBHTLCO 1 (h)
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4-TREET 2-BH M S s A AT EHRY), R L HRESIMS 1S (WA 7844 KL E S 1) fEm/z
171.07794k B 7R [M+Na] i 5 F 5 F & (i 5 H C1oH120Na, 171.0780), a] PLIENZ AL &P 4> T3k
CioH120. ZEHH NMR (400 MHz, CDCly)itk (B S2)H B /R 7275 1A — BRI 2R RS 5 (6n 7.28
(t,J=7.2Hz 2H), 7.20(d,J=7.2Hz, 1H), 7.18(d,J=7.2Hz 2H)), 1/NFA7IH I 7155 (0u2.89
(t,J=8.0 Hz, 2H)), 1M IEali VAT 115 5 (0n 2.74 (dd, J = 8.0, 7.2 Hz, 2H)), LA K 14> Hl F &
R T1E 5 (0n 2.12 (s, 3H)). %L EYIHI13C NMR (100 MHz, CDCl)it (S3)H & 7 77 75 14 B Fie e it
55 (5c 208.0), 6NIEINER(E T (6c 141.1, 128.5x 2, 128.4 x2, 126.2), 2N HIEERAE 5 (dc 45.2,
30.1), PAKIASHEEBRAE 5 (5c 29.8). Z5G Bk ulk 5 B I 5 SRR A X b mT DUR 8 1 A& ) 42K
T -2,

2,2- R E MR T R RS M S . 2 S N T AR, RAE L HRESIMSTE (KEIS4)1Em/z
333.14574b 7R [M+Na] (1) 4> F & T I (TH 5 E C20H2203Na, 333.1461), A LUHENNZAL &1 5 T 2R
NCa0H203. ZALEYIHIH NMR (400 MHz, CDCL)#E%(ES5)d &R EHE2AN — B K IR E 5 (0n
7.25 (m, 6H), 7.12 (d, J = 6.8 Hz, 2H), 7.18 (d, J = 8.0 Hz, 2H)), 4P %A7FFESHE 7155 (0n 3.21 (s,
4H)), 1MHIER L1155 (00 1.96 (s, 3H)), LLRINMER LHE T (6n4.11 (q,J=7.2 Hz, 2H), 1.17
(t,J=7.2Hz 3H)). %L E&¥HII3CNMR (100 MHz, CDCL)iE%(ES6) Eon 77 7E 1A 3 3L 3745 5 (6
205.8), I/MNERBRIETRAS T (0c 171.8), 124 KIFHKAE 5 (dc 136.3 x2, 130.1 x4, 128.3 x4, 126.9 x2),
INZEBRAE 5 (0c 66.1), 1MNER F IR 5 (0c 61.4), 2TFALIEH FER{E 5 (0c 39.8) A M 24N H 3
15 5 (6c29.3, 13.9). &G FliBENE B IF 5 STHREHRE X LT A e & 0 92,2- R k-3 -4 AR
TR ZHgs,

2.3 Eif=#2,2-—FE-3-E AT R B4 R E 4 & e

MR B = 4)2,2- R 53N T R QBRI E5 0, S A AT FE AT g 2 AE 2R A B R N A
R 2- R -3 AR T R SR SEAA RN AR AE T IONAR & 1, /T3 4 A A — A s M R
PRIEAEE I N FEo-H, FH2-FE-3-54MR TR BT SEAA TEA A R — & E 23R T
TR CPE A (AR : 2-Bn-EAA™), #ETMT5 SR KA SR 2 IR R R AE i 4B P2 0 (K13) . T Rt
22K HE 3T R OB E B Bk AR, 1M02,2- =% H3-FAR TR AR S YK R, &
HT2-F 25358 AT PR S BRAE B 25 A0 T 58 5 T T8 A Ak ) A TR 44, b A P2 AR 1) 0 F NI A
BT LS G ER AL, 4521 -3 T R SR A T K AR SRR B R IR, 1T R AR R B R
SN B A4S B 4R T 2-F (l4) o T 7E2,2- = R 5L -3- AR T B e | 2060 ¥ A 35 Ik R A7 E, A
RETE BURmBEAL R A AR, PN BN RIE AL FEAE 875 b i B A0 A S 56 2% 1 B ME LABE K AR, A
T TGV R AR — 20 R R
2.4 WEA-FET-2-F0RER

T BFVRFA 1) 7= 40 1) 5 R AP0 A B8 R (1 ity b, 200 5] 5 2 A TR ] B8 2 i 4- 2R 0 T -2 -l R R
A THEE R RE: (1) @ RN, DUBDEAA 5 2-F -3 A0 T R L lEH: ik
MJLEE: (2) B PRAC SMIREE, (1452-Bn-EAA S IIME DUAE i

o) 00 O © Q@ 0
NS
HaC 0CHs HC S 0CHs e N NocHy Oromol ne OC2Hs
2-FE-3-ERTERZES 2-Bn-EAA” 22-"FH-Z-FRTEEZHS

B3 2,2-=FE-3-JARTRZEE A SRR
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NS N
HsC OC,Hs = HiC OC;Hs

HsC OC;Hs

B4 2-ZFEI-ENTRZEKNFEERALZRES THHSER

S S AR R e K R R 230 mLELE 40 mL, M IMAE3-4 T 1R £ B8 18 T Ik
FE FRAK 2930%-50%, 1% IR S IG BV EHEAT IO o B RGN & I 4- 2K 3L T -2 i 7 R LT B AR b, 1
AR S N IR E T b, BEE SO IR FE I BRAR, 4-2K 3 T 2-Fi = R — @ (3 e . {5 RIS A2 05 5 P&
RZ0°C, 4-FRFET 2-Fi = 2 WA A 32.1%, 1 HHI R M IX— 0 75 225 hA B e (K ). LI 4G
ROT DAE H Ji sk PR S SR R e B iR 5 #0A e A A 4 i 4- 2K 28 T 2-fl 1 7= 26, i HL s S R R
2,2-ARHE3E T R SR ) b B 2- A 3R T R AR LB o X R RE 2 R N I BE AL 1) 2-Bn-
EAA™HFAL 1 ot L PO RN T ARS B 1% 0 B 1, 15 SR R I EAA S TR B 35 HUHT A2 B
- HEI-EMRT R AEEH ISR T, HEREFREN2-Bn-EAA-, A FHLH— .

Rl BEEMPRINE, AR R SR B A R 7= 5 ) LR 7= R K R

SR BLIR JE/°C A:B (BE/REL) @ B L e 5 B ) /h A-ZR BT 2-H 7 %
0 3:1.3 2.5 32.1
25 3:1.2 1.5 29.4
50 3:1.0 1.0 28.1
80 3:0.9 1.0 26.3

TA: 22- TR EN TR B: 2-FIE3-HA T RO

FeF BB, BATTAR W SR S 103 I I T S EA AN BRI S BRI R Ik & AR, BT
T FE b e N AR R AL 2L B, EAA B RKREE S &% N, # R BKRHPEAA-
(IR S AE FE R IR 7K, IXBEAE B 2-Bn-EA A HINL R Bt 2 FRAR, AT AT LIS/ &l P~ 90 0 A il o 42 181%
BB, AW TN AR B, REM AR 100 mLF R = DR I S EAATEAZE, I
FZAN R OB N BRI R S F R A s A, = TR IS mLI) Ji/K L EEF15.8 g
AT, BRGNS HBEAEAA AL A B 08 R R S 2EE — a0 b 7E/E
P FE T FH i 0 FR S P9 YRR TG J5 T T T VR S O M R 0 L R A, A s D T
A5 35 10 B B AS 2D 20 mine AR N 5E DLJS FE RN 10 ming 55, 32 FE O A 1 S0 IR AT ) 42
147 i 7 e IS 2 AR B 2 I S o

SRR TR T FRIEAT R, ORI R EEY2,2- AR B3 E AR T IR O BE S 4- R B T -2
FR A BE R EE A3 0 12.2, PEMIRIFE RIS R T47.5%, SUARTAHELE TR . @i Hrar PUk B,
TEHT LI 7 R bR T ERBIRAS T m RS e i INEAA 4 2R 1 £ B ARIEEA A UE 5 & A
WAL, EAA PG AN FE AN A i R AR g s = R ) F R R . PRk, A BT
A R AR AR 2 BEANOS 770 26 A N EAATEH ER 1 2 B V5 V0 1A ¥R OB T) %o 4R 2 T -2 72 2R IR 5 i o D225 SR T
PLEH, EAABNER A C T 00 R I By Ta) i Ke , 4-2R 3L T -2- T 0 P SRl iy o (HL 2% 58 1) S s S 06 2 B
L % 5 0 TE] M40 minZE 1+ 22 60 min X 7= 5 52 M 50/ (S50 45 5L, W3 I KA HI7E A /N T-40 minh
H(FR2). TEREIPRE BTN, BT —PH L TEAA H RV FIRAXT = R . I SLge 45 1
KE, EAA VA FIRRUN 72 08 S0 (K 3) . HE R S2I8 bR il, #%H25 mLI K 2 EE %
EAA-NTH.
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K2 FHRPRFATFMEAA 4N EE 2, B2 35 VR (8]0 28 7= 407 2 K

i S [R] /min A-ZKFET 2T g TR Y%
10 2.35 36.2
20 3.09 475
40 3.67 56.5
60 3.72 572

K3 F T RPEAA K Z AR L= R KW

LB R/mL 4-FRIE T2 g P2 %
20 3.67 56.4
25 3.74 57.5
30 3.72 57.2
40 3.74 57.5

R LRTIR, AT AN 4R T 2-F 1) A LS 7 ZaHAT W N ARG B, 100 mLF R =
PO R IIN25 mLIG/K L BE, 76 125 Far A SRS T8 1 R4 58, I10 10K 1.0 2 (0.044 mol)
DI/ & @t i . Rrse B S, ERHE TS 7 g (5.5 mL, 0.044 mol) 1t 4.1
LG, ZREEBEFE10 mine KR AU ARFE N BME R R AR RS, Z = EU R IS mL
MTE/K L BERS.8 g (5.3 mL, 0.046 mo) IS AL, HHIBAEE . ¥ L — D3 A WK I 1E K 7R
TSR — M O & o FERE I RE TR IS 0 B (5 0 P VAR S AR TR 2 O FT P S S VO S 2
215 n EL e R AR, o R A 3 0B RS 2D 140 min, AR N 58 BAJS B SE10 ming fx
Ji 42 HRUFUR (1) S 56 25 BR AT J5 SR I K S N R FR S By, FRIE R AR, T 2808 DL R 0B 725 1 45
PR B4R T 2-f (3.7 g» 1% 57.5%).

3 RERFHHEE

AR 1 H AR IR R A RET R NA S AR A B TR R S 0 R A A L IR A A AR T
=R, RTPRTEE 0T, BHBE R TR S AT R SRR M B 551 % fE 2R E 2L
TSI H s, BEORBUTK R IR SR A IR RE IR IR 515 T 3e b, BRG] 3524 B3R,
P w2 e E AR L 2y A ) RO AR R 1R R BE D, B SL AR AR ORI R, B R AR AR G0 R I 4k,
T A LRI R RE T 2R & F

4-TRFET 2-BR & R S Ie h, BN 5| T AR I B P o M AT S O S B, R
B IR BRI R IR . IRTH BRI RE I ER & R TS 6. E o, FAEESLHRIEERES, HUhE
RELETEANC R LI RS, BRRHHE . RN, SRR, RRAERE, Hr 72E™
VAR A AN SCIG S0, FLU, SRR UM 51 S AR BT R R Pl 22 R AR AR BB 2 R i I )
AT AR, I DL O BERESR 208 (K S0 560 07 SRR & e TR R, X R ER R TR
A R 43 A T R A e e R R R BRI e RS, ARSI R T RE A T R R E
WA KRB KRG, EAAABERAR T BOTBN T 2 B MZ T 57« 8 53 AR 1,
AR T BB SR R B, 8 SERR R ST A, R SRR R PR, B IR R
TG NN = B 41 TS DRl B TR Y N

4 Z5iE
4-ZEEE T2 1 A B B LA S A RS It — AN L AR M (456 B B B, (FLR S bR
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FHZ SR P R, B R A 20%-30%. ALK T EIZEE LR P BUNE N 5] T A A 12 SR
TR EAT o A, IR AR R SR, BET R R SRR S 5 SRREAT GR st . AR B
(IS0 7 %8, 4-2REE T 2-WA 1) 7 2 4R i 2257.5% 0 UL, AN SR B B T A4 B R I
AL o B I RO R D iR LK RE T, SRS IR AR IR R TR, Tt T SR IR RE I AN ZR S E R
FEHEESLE R, W IN4-RIE T 2-F I & R SER I R BIEA VL, BOTRZ LIS, A HK
o 51 S ANl A A REAT B ERRAMANE, WO ARSI B 68, IR m A RIRIT R IR,

N B R IR AR R 2R T BT RN 4 B A

FhFEATRE: 3 3 4% B https:/www.dxhx.pku.edu.cn % T2,
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