Preparatory Problems IChO 2012
Practical Problems
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AN FLEITFIL
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BEXANINWNOIEAD ELTWDIWEIR, [EROFETIIY Z7aa A X 00z
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FLT= 5 O 5 IR T R = F L (BLE B T) ©, FAEFREREIRENOFE S i, Ao
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Chemicals and Reagents/{b 33 LRI B0, 30O, BESTA/MARRE LTnET
e Ethyl lactate HLEE=F /L

Lactic acid  ¥Lfi%

Sodium chloride #E{t7 KU o A

Substituted aniline (see below) EH#7 =V > (Tii&R)

Substituted aldehyde (see below) E#7 /L7t K (Fiizf)

Ethanol =%/ —/

Sodium tetrahydridoborate /KFE{LA TV FE S FU T A

Methanol X% /—/L

Hydrochloric acid (6 M) ¥fiz (6 M)

Dichloromethane b A FL > (Y7o X&)

TLC solvent: 50:50 ethyl acetate/hexanes

g v~ K7 Z 7 ¢ (TLC) FHEBRVAME « HEfg = F L/~ o (T#k) 50: 50{R &K



RAEE  IRE IR METE X Thu,

£72, ~FV U (R ITEEONT Y & TSI LR FEK 6 OfIFISIR 7 v o DIREM TH D,
WD LD TAFH ] TAITH- T, BEFEHRAFHOMBEZIEL TWLIDIT TERNI &%
BT 5, @ ORI L T (GR: Guaranteed reagent), [—#% (EP: Extra pure) |, [{b5=H (CP: Chemical
pure) | , ML OMEERHER, 200 b,
REWMTH D, B0 LTEHHAMIZ T4 ZHnsRTWD,

LR —5

[Tk DD, RE 6 OfFIgR T AV D

RELE : ZORBRIBEDERBEDORIE X OX— (http://icho. csj. jp/44/pre/P34. pdf) B L OE

BbZEA Y v By 7 KRS (ICh0) BB RIAHEB

(http://icho. csj. jp/regulation. html#fB) R D = &

YH YEDIREE | ZZLIEF (S-Phrase) | EBRMEDF B
(R-Phrase)

Ethyl lactate #LFg—F /L AR 22426 39 103741

Ethanol AR 716 24 25 36 37 112021 22 36 37 38

X ) —)b 39 45 40

Methanol AR 1/2 7 16 36/37 45 11 23/24/25

AH ) — )L 39/23/24/25

Sodium tetrahydridoborate [i] {4 22263637394345 |253443

KFEARDFZFT Y UL

HCl Mg (AL /KFEDOKIERKR) | 6 M KK | 26 36 37 39 45 23253438

Dichloromethane EZEN 23-24/25-36/37 40

WAk ATF L (Y r7am AL

>)

p-Anisidine p-7 =3V EERES 4553 45 23/24/25 68

p-Bromoaniline ESELN 26 36/37/39 20/21/22 36/37/38

p-7 a7 =12

p-Chloroaniline ESELN 53 45 60 61 23/24/25 43 45

p-runy=1 50/53

p-Ethoxyaniline AR 28 36/37 45 23/24/25 33

p—T hx 7T =0

p-Fluoroaniline WA 26 36/37/39 45 22 34

p-7/Fur=1

p-lodoaniline p-=— K7 =1 > | [E{K 36/37 20/21/22 37/38

p-Toluidine p- kLA ¥ EERES 53 45 61 45 23/25 36 50

p-Nitrobenzaldehyde ESREN 26 28 36 37 3841

p-= b AT )T E R

Salicylaldehyde WA 24/25 21/22

FIVFAT AT E R

o-Vanillin  p-"=1 » ESEEN 26 36 37 39 2021 22 36 37 38

p-(Dimethylamino)benzaldehyde | [& {4 22 24/25 26 22 36/37/38

P-CRAFAT I ) RUAT AT R 36/37/39

p-Fluorobenzaldehyde [ A 16 26 36 10 36/37/38

p-7NA X AT VT e R

Hexanes ~=H > (k) TRAK 5345 45 22

Ethyl acetate FEfE—F /L AR 16 26 33 11 36 66 67




7=V VELEME T AT B RELESYOMAE DY & RISITE 5 B
(L-FEexF v : K) DR OIET—&

7=V R Y

TNATE FRIEEY

PAEE (ml Bfr), L-FLBET
FIDHGEHFE/ =2 Xk

p-Anisidine
(p-methoxyaniline)
p-T =T

(p-A FFxTT7=V)

p-Nitrobenzaldehyde
p-=ha X X7 T e R

26 mL, 80% / 23 mL%, p-
= haRUAXT LT R
A VYRR

p-Bromoaniline Salicylaldehyde 5mL, 80%
p-7RET =V FUVFALT AT E R

p-Bromoaniline o-Vanillin 5mL, 80%
p-7uE7r =1 0-/3=1

p-Chloroaniline
p-ruanary=yr

p-Nitrobenzaldehyde
p-=ha X X7 LT e R

26 mL,90% / 23 mL%, p-
= haRUAXT LT R
W9 2 OICEM

p-Ethoxyaniline
(p-phenetidine)
p-— hxT 7=V
(-7 =xFVV)

p-Nitrobenzaldehyde
p-=hta X X7 T e R

26 mL,90% / 23 mL%, p-
= haRUAXT LT R
A VYRR

p-Fluoroaniline
p-7NAurT =1

Salicylaldehyde
HIUYFLT LT ER

5mL, 90%

p-Fluoroaniline
p-7NAurT =1

p-Nitrobenzaldehyde
p-=hFua X X7 T e R

26 mL,90% / 23 mL%, p-
= haRUAXT LT R
W3 5 DM

p-lodoaniline
p-a—FK7=1

p-Fluorobenzaldehyde
p-7NA AN AT T E R

5 mL, 80%

p-lodoaniline

o-Vanillin

5mL, 80%, ¥LE& 2%

pA— KT =0y 0=y v o
p-Toluidine Salicylaldehyde 5mL, 80%
p- bV AT Y UFALTLTE R
p-Toluidine p-(Dimethylamino)benzaldehyde | 8 mL, 80%, LM% 2 iii%
p- VA U p-(ZAFNT I )R XT IV | RN
=
p-Toluidine p-Nitrobenzaldehyde 26 mL,90% / 23 mL%, p-
p- b AP p-= ha XU X7 AT R =huaXRU AT AT RE

WI935 DI




Equipment and Glassware/ EBRIEE & T A4 E

+ Graduated cylinders, 10 mL (2) A AT U & —, 10mL (2)

« Beralpipets (6) AU x=F L BOFEK— AR~y |~ (6)
e Beakers,50mL (2) t——, 50 mL (2)

e Hotplate MMEEBRHAY F7L—k

e Spatulas A/NF 27

« Buchner filter funnel with filter flask and filter paper 77— 51K+ (K517 7 2=, &
ii9)

« Small flasks for recrystallization (2) FAEeEHDO/N A =7 T 22 (2)

 Melting point apparatus and capillaries @l AHIER S K ORLGIEA S v 7 U —

« Small vials with caps (2) #ERRZEMNZ /AT (T LTDA) (2)

« Vials with caps (preferably without liner), 20 mL (2) 20 mLDOFfF & XA T (N O
N ONRLEE LYY (2)

o UV lamps (optional) AR T 7 (¥ TILCH T 217 5 L& I H)

e TLCspotters TLCAR v MR G ELRT I AX YT U —F)

« TLC plates (silica with fluorescent indicator A254) TLCAR (254 nmYtFH D# eFaRIE A& A
2o U BT NVERAE DB D)

REE ARATFIETIEIT T AT v VT EROTLCRZEE L TWDH XKD TH DN, 7T AEKRD
HOTH A,

 Chamber for TLC development TLCHZBAf#
« Magnetic stirrer R ZIREHEE
 lce water bath K&

A I DFHDEBRFIE -

1. RieWE., Mt SE5MEOR BN S0,
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ii. SWEENZETNOMIE L, ZORKISE DR NS IND A I AbEWOREE
AE 7RI,
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VU UH—TEY RSV, iR LA 22D 0END HEEE, fERSNT-ksE iz
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4, RSB ZRAM LR E N, 50-mLOE—H — 2 ORXHTE 5 L HICHIZ DT &V,
ZLTC, TIORLELOD D LOWI ADKISYEDOREIZKHEL LT BIRICHE > T
AR L 72ZW, TATURT (%) DOWTZERIZOWTIE EHEO K E —ER TH
BB W THWA KRR L2 SV,
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MLOBEEEZR L TR Z &, BWiRE L hERETH IR 5Lz 3, W%
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W5 BRAR DG

Fl&fHiF7=—2>H DO E—H—120.010 Mol YT A EED T =V VA EREE D B
D72 EV, TATE REIZOWTHEERIZ, HlZ20 7" 2HOE = —ITFEE LR X
A

2022 MLOEE AT T O E—H—IZ 272 &, FEsWEEOTEWE L I HEfE LT
B E LT 1LOMLOBEEZFK L THE 222 ENR W L, BiRE X< ERE
TH—IZhs oLz, MEVIARETH D,

5. Kivoe KD Z DIEIZATRERIR Y FELSIT5 2 &, DO E—I—DEEEELE, &
FERVIEE CTESIRER SV, TNUHDKIED 5 BN ONIER LINICEMET 5, 0.5
MLOEE T —H— %2 T &, 0§ K& KSR O B — I —IZ AR SV BEHIZ,
B —h —NOEIR 2 EAET D R &R, WRN SR 2o 722 & iR
L22EW, ZOEMS OB S UMK T LA TR bRy, 20 “MERYE
ToHEA)” ZSiER L TR E R a0,
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7. BE, KB L7774 10 MLz EIRD HE 72 MISEEWITINZ 72 SV, T 7g AT
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LR &0,
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INTT DT,

c) /ISATNIZ02-03gDKFEFATFEFT R T LEZEVRY, ZX Lo LD
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Ly,
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F— & DLYLEE

a) BT =V, TATER, £, BUARYOBELZRLEZN,

b) 1 X > LIETTAERY O EHE L E 0,

C) FIREZ2G A DEBMFRE « 4 IV LB ILAERDODOH £°C NMR D AT R LI DWW THE
L&, F2, A I VOEAEEHICOVWTHELEZZ E2RE LRI,



