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4.5 Grignard Rty
R 1 Preparation of phenylmagnesium bromide
f§ 242°C 987.0hPa
A :
Tue, 3 June 2025, 13:00
RIG :
Br & Mg @—Mg =Br
O_ THF
r.t. then 60 °C
A B 15 min [
50 mmol 50 mmol Grignard reagent
Fw DEE
157 20mL
A Bromabenezene (2.5 M THF solution) (50 mmol)
) 12g
B magnesium 243 (50 mmol)
tetrahydrofuran 721
<4 Phenylmagnesium bromaide 181
RRFIR :
£
o OB Meo” SPn o
Q-0 s ©
: } 2 ‘
7 THF solution
o1 (25M)
Mg wF
| |
vacuum and —— .2
Dacktl win Nex 2 0 maam
5
step EERIRE 527) RERICTP o fiRIE
MR, RRTEMTIRE (EYOT52
3.
0 BEEHBIETHC Wed,28May 2025 AEERLY - S U2 I20mL - 2>
mL - $$F - 100mLE—H— - 200mLE—H
— - 100°CiEEA) ZAEZLTH W,
KWLM VTBEL204gBDIRD, TR
F v o R®$EANTI00mLEY 07523l
1 300mLEYO7 523, 1.2gDBEANS, Tue, 3 Jun 2025, 12:50 AL BT EMR S, Ffe, 20mLOAZ25

MLAZR Y Y —%BWT, 100mLE—H—
EBD > TH W

ISV TEELEEYO7 ZXIDHRRD
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20mL
(50 mmol)

120_¢g
(50 mmol)

AL Ee an ens

] (REKRFE

B% : BB Dprocedure

/as cooled . A2 M solution of methyl THF (10mL, i 20 min after the
P ito 300 mL init id and about 10 g of i . 50mL) and 1 10 mL). The resulting
the addition -4 i the i
transferred into a separatory funnel (rinse the beaker with ca. 20 mL of 1: 1 i mL) to further thenwitha
it tion (ca. 25 m),
pape P 10-20ml)
The crystals were dried under reduced pressure (80°C, 10 min)
IR % : triphenylmetanol
INE (g) = (RERREDHFR T AT —DEE)-(ROAFRT 1LY —DES)
= 37.350 (g) - 34.332 (g) = 3.018 (g) = 3.0 (g)
FO4FE = 260 (gmol ™)
/5 NFOYESR (mol) = L& 3.018 (g) / 260 (g mol?) = 1.16 x 102 (mol) = 1.2 x 102 (mol)
IR 9% = 1.16 x 102 (mol) / 20 (mmol) x 100 = 58%
4.0
i - L
CO—— 260 >
0.00
T (om)
‘ ] @ 7
[OF:2% -3 %
©) BERR
(QETS T
TICORT Y F
RFfE
(2)=0.86 (b)=0.74 (c)=0.64 (d)=0.64
EREE
HER HERY W ZL=F
REEBRAFIL FITEPHRARA 99.5% L iR
Sl (L s L BT LA AR (REA003%)
BBRIFIL FyTLFHRARN 99.5%MU L ik
R L7 AL LA R 35.0~37.0Z% (mass/mass) IR
[ LN TFy oA 99.5% iR
WES N U DL (k) FIYEFHRARA 99.0 %Lk 5%
Dr=E e FyFEEHRRY 90vol%LLE i
%7 Fy Pkttt 99.5% £ R
v EXTRAFIELDS
« elabftw =
v ATTACHEDFILES (19)
T F
e id
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/~  Digital Iaboratory notebook (ca. 500 experiments)) . Automatic Table data

Contains data of ... ... v+ gonversign nﬂn!

* Processes Lo} O  Adddonor n
05 25 n/a 0.8

na n/a 4.3 n/a

Impedance Dry

-

Cool
Add el

*, Break vacuum pack

Transporl to glove box{ »

e Cool m
ectroFdlandp"ss " Cool . Public

« Structures "
. Measurements“_ X X i -
“"Select cell 4 Add atceptor Mix Set environment

D B
Y

1g
L Al

A Set environment
Ball il Ballmill |

Petri dish |
Start experiment -

; s database
Heal  \voidh g Li*

Seal
CT complex \‘S N.Z

missing data

A 1BlClD]. .

05 25 05 0.8
0.0 0.2 43 9.1

Meag EIS
o 1 F21 W\ O’I R2

Leave | Petri'dish Ball'mil

A Carry out from glove box

Deassemble cell L /
Seal 5 Add salt

........... s Ballmill  pix Scientific
//  community

i ) Data
N\ analysis

Measure thickness of electrolyte

Eﬁ@%%?—ﬁ%ﬂN’%&kéﬂt%T%ﬁt\N?Z?Atﬁ%éﬁ
52 ¢ T, BN TFERERBEORERREN X 1= X L OEERRICEIN

K. Hatakeyama-Sato, M. Umeki, H. Adachi et al. Npj Comput. Mater. 2022, 8, 170.
https://doi.org/10.1038/s41524-022-00853-0.
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« BE=F (AT I-FIEDOERE
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