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INTRODUC@;ON‘

ThlS review of Mlcrofllm Reel 32 - Part TI (M1crof11m
‘Reel-32-is~sctually-iwo-separate=reels)=is- presuntedmln the=Torm=
of brief upscrlptlol of tA@ individual 1tem§ arrenged ‘in-the
order of their location 1n the reel.  For each item, the date and
vapproxlmabe len*th 1n paoas are also 1ndluated ‘

. It w1ll 00 noted that only that part, of the reel whlch
is included in BAG 2078 (Ludwigshafen) has been covered in this
review; tnls conprlses lbeus l7h oo °uz cl. BAG. 2078 The Te-

Ttems 1-2) ‘contains llttle datd on cnemwoal processes, but 1s

largely concernad w“th\OLUJnJZatlonal details, petroleur spedi-

flcatlons,‘analytloaL tesu methods, ete. Moreover, such material

is very difficult to summarize, Tor thess reusons, no abstracts
“of this matérial have been” made, altlougn uhP contents are-
vlndlcated 1n the 1ndfx .

- In: the inge 271, many of the tltles of the 1nd1v dual 1tems
of BAGH2O78 ‘have besn revised to be more indicative of the con-
tents. Also, the sub- readnnrs listed in ‘the.origiral TOC index -
have .not baen used, since this break-down was found to be -srmewhat
inadequate and mlsleadvne. Hence it will be recessary *or anyone

,,,,, TinterestedinTthisireview..to. scan‘the ent1re*11st oftittes—
(1tems l?h to 2&2\ o : '

Sl



TABLE_OF CONTENTS

" Introduction- .

Index to Microfllm 32 - PdI't II

Descriptions of Individual- Items (#17h #2&2)



Ttem

-2-

INDVX TO MICROFILM R“WL 32 - PART IT
fw~———~Bag~2078~-—Ludwigshafén

Descriptive Title
174 Englne test data for several motor fuels and additlves
175 L N L A " diesel " -on ' " .
©176 Use of Peroxide for-improvement of diesel fuels
177 Micro-burning Chamber Experiments : -
178 "Hochst SR" (Tetranitromethane);’ Dlesel Fuel Additive -
179 " Explosion Experiments with Mlxtures of Tetranltromethane‘,
o and Fuels 85 and S ‘
180 = Explosibility of Tet anltromethane—Fuel Mlxtures.'
.81 Acetone purification at Oppau 643 in 1943 il
182 - e " " . Knappsack .
183 -~ Catalysts for ths Production. of Acetone by the Redctlon
~of Acetylsne with Steam (Pat., App.)
184 -Agueous Buuynedlol (GolpanoI’B) as Inhibitor
185 - Sucol B Pdper Softener and Impregneting Vedlum
186 Oxidatlon Products of Propargyl Alcohol
—-1.87----—TFractionation-of-Propargyl -aleckol--Solution-- »
188 - Application for Trade-mark "Golp;nol" : :
189-191 Propargyl Alcohol (Product PL) and Butynedlel {Product B)
as Inhibitors and Rust-removal AgenUQ :
192 © Distillation of Propargyl Alcohcl Licuor .
1934 Production of Pronargyl Aloohol rom Acetylcne and
' ' Forme]dehyde : .
1938 Preparation of Pexadiinediol -
194 Memo on Acetylene Purification .~ T T
195 »Aosorptlon nf Acetylene by a Tet“ahydrofuran—
S ~Formaldehyde-Water Mixture—. - .
196  Memo: _Acetylene Purification Plant .
197 - Conference on Acetylene Purification ‘
198 -~ Purity and Fvdrosenation of Drv Prooess Acetylene
199 --~Dry-Process- Acetvlene (Memo) e i e
2000 " " o (Conference Nemo)
201 Method of: Prepdrang Unsaturjted Carboxy Acld Anldes
R (Patent )
202 Method of" Preperlng Pentuchlorobutadlene (Patent)
203 Process und Appurabus for Continuous Sulfonation and/or
s NeublPallzatlon - { Patent ) "
204 Method of Preparlng Catlon Exchange Synthetlc Resins
.. ... (patent). . L
W2O5qmw»Method of. Prepdrlng Fatty A01ds of ngh Molecular
N - Weight (Pat. App.)
206 Redction of Water Gas with Tetrdhydrofuran E:;’ h

T CEron Monoxide“with*Tetrahydrofuran***

Productlon of Adipl ‘Acld%from Tetrahydrofuran and
_Carbon_ Monoxide'

;Synthesis -and- Redctlonsmof Nltroalkenes

Production of chhloroacetylene
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Descriptlve Tltle

Item:

211 Condensation Products of Lactames and. Organic A01ds

212  Suberic Aeid from 4,4 Y-Dichlorodibutylether

213 Conversion of Butenediol or Butynedlol to Fydroxybutyr-
.7 aldehyde :
214 Dipropylcarbinol

215 Symposium on Distillation (at Schkopau) _

216 Recovery of Metals in Catalytic Processes (Pat. App.)
217 hbthod of Preparlng Cyclic Tthers -(Pat., App.).

218 . Tetrahydrofuran (Pat, App.)

219 LA " Carboxy Acids (Pat.-App.)
,220Mw__Analysis of Products of the Glycerin Synthesis

221 . Method.of Preparing. Converann Products of Allyl

' . Compounds- (Pat, App.). ;o .
222 Recoverv of Cobalt from Nickel Ores wm

223 Activated Charcoal Plant for:.Benzene Recovery - o
224 - Vupor Pressures, Den31ties, and V1800$1ties of Allphatic

Amines

~225_~__Exples;en-Expep;mente—muiﬂyltundxumuqdene

R26

Method of Preparing w,w'-di hydroxypolybutyl ethers )

(Pat AP ) T
227 Synthesis of Cycloheptanol _ -
228  Method of Preparing Polycondensatlon Products (Pdt App )
229 Batch Production of Hexamethylene Diamine
230 __ Hydrogenation of. Adlponltrile to Hexamethylene Diamine .
231 . Status. of the Process for the Hydrogenation.of Adiponitrile
to Hexamethylene Diamine-
232 . Colorless,. Water- Scluble. Slzlng based on. Polyv1nyl
Compounds
233 Removal of Silicic Acid from the Butynediol Solution
234 Separators for the Final Purlflcation of the Flltered
Butynediol Solution - :
235 - Silicic Acid Content &nd P of the Crude Butynedlol
©+ Solution
236 TMemod TVisit tor “the Hﬁls Chemlcal ‘Works ™
237 .. Memo: -Visit to Schkopau Experimental Pldnt
.238""“Butad1ene by Cracklng Butvlene Glycol Diacetate
239 ‘ - % Diformate
240 Proceéss for Producing Butadlene from Formates of Butylene
- Glycols (Pat. App,) .
241 ~Butadiene by Dehydration of "1,4= Butylene Glycol B
Principals of Heat Transfer and D631gn of Heat T‘xchengers

242 |



Item -
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BAG aowB 30/Opp. - wxro Achin-Baden

A Organization and Code Abbremlatlons Used

Personnel Organization -
Distribution System - France and Atlantlc Coast Parts
Code_System for Products ..

Statistics -on. Loadings - l9hl & l9h2

B, Specificatlons and Tests on Products '

-5 Gasoline (1ncluding alcohol blends)
6 = Diesel Fuel :
rr7»fﬂ:General Naval Tube 01il” Speclffcatlons = 1939
8§ L R proposed l9h0
9 Contract W1th German Wigh Command for Lube 0ils, 1939 ‘'
10 Miscellaneous. Lube 0il Data bv Varlous Manufacturers
11 Steam Cylinder 01l
12 . Steam Turbine 0il
I3~ Corrosion-Protection 01l (Sea Water in Cooling Systems)
1k . Transformer. ollwmmmlwwuvllmlhm“mllwm
15 Weapon 0ils ' : '
16 Castor 0il for Maghetic Compasses
17 buttlng 0il
18 Glycerin (for Re001l 0il) —
19 ‘Fuel 0ils - .
20 .Greasss ‘ i
”“"C Mlxcellaneous ‘Research” Information
‘21 Emu131fied Oils g
22 VlMlx1ng___Qompatlhllltylof_Euel_QiItﬂomponsnts—-
23 Small® LPG Apparatus (Duevag)
~ 24 . Bearing-Testing Machine"
.25 ... Summary. Chart.-.Types. of .Crude 0ils..
26 Chart Showing Relationsof Synthetlc Products by
. . Polymerization
27 _v|Chart -Showing Condensation Products from Phenol
SRR - Cresol, and Formaldehyde _
u. Juld.J.be.de. Tegt: MG'G’ITD‘d‘S"‘"
28 ,Test for- Corrsovie Sulfur in Gasoline N
29 Cold Behavior- of Gas’ Oils '
30 Alcohols in 0il .
31 ‘Tolerances. in . Lube Oil Testing ’

35

Open»Gup*Flash \uvm)‘
,‘TvatemeeterminaLio ;
- Viscosimeter (Dr. R, V. Dallwitz- Wegner)
Determinatlon of Pmulsibility R

; for 0115 and Greases.
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D. Analvtlcal Test Methods (Cont'd

Saponiflable Material in Mineral OllS o
Impurities in Used 0ils ’

Chart for Vlscosity-Temperature Relationshlp
Water Solubility of Greases
Consistency of Greases
Neutralization No, (Stuffing-Box Grease)
Hard Asphalt. (Man Test) :

\'

Graphite in 0ils and Greases

Appuratus for Determining 0o anéicoz in Subnarines

- Boiler Water Test Methods

Orsat Apparatus

B BAG‘ bOhBCTarget 3o/wIFo

Typical Tests on Lube. Olls and Special Lubricants

- {1939-1941) "

Typical Tests on Vomponents - ‘and Blends of Motor Gasollne,
Dlesel Oll l'uel OllS, and some Speclaltles




DESCRIPTIONS OF INDIVIDUAL ITEMS (#174- 2h2)
e , S 2p o o 3-18 L1,

Englne Test Data for Several Votor Fuelp and’ Additives

~The- followwng motor octane. numbers (inaect*on method)
were determined for the indicated fuels:

Sy + 1 Vol. % n-butyl borate o 66,5
_83 +1Vol, % tin tetrabutyl - V ~66.0
S3 (no addltive) : 65.0
S7 + 25 Vol. % acetone - 78.0
175 ) 2 — 2=9=1

Engine Tests of qeveral Diesel Fuels and Additives

The experimental data in the form of.curves show1ng
cetdne number asd functionof fuel compositionj—are- ‘missing—
from this short memo. ‘The base fuels R300, V, and D688 ("flylng
Djesel") were blended with Sp and S3, and w1th the additive
HoSR, which is qulte effective, "T e fOllOWlng maXImum increases
in cetane numbers were obtained:™ :

o 1 ' Cetane Number delmum . Maximum j

: Unblended Increase w]; Cetane Mo,
lFuel v . . | - 22 o ; : T 25 c l&?
: D688 B e k3. 105 -
-" R300 o gl7hf C 100. SR 274
6. L »10p L 2- t+ uu

Use of Perox1de for Improvement of DIesel Fuels

This dis.a collectlon of 7_different short memos and
letters from which it—is difficult to-extract much useful- lnform-.
ation. ‘The: memo of most recent date (2-L uu) states that research
in- oreparlnp -a-peroxide: for Diesel-fusel- wmprovement has ledmto

-atechnically appllcable process, -advice--is|-asked-on- further..
development .. The.cetane value. {s increased about 10 units ner
wpercent addltlon of the peroxide (unspe01f1ed) =

e '“earlier memo reports not very Iavorablewtests on
peroxides of cyclohexane and«cyclohexanone.
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177 S 1p e Lhebly

Micro-ﬁurning Chamber _Experiments
‘Nln*wxnone page letter discu351ng proposed work. The -
author says, in part: "We intend to study the use-of catalysts
(e.g. iron carbonyl) dissolved in the fuel or oxygen- carrler as
- a mean§ of 1ncreas1ng the rate of combustlon."

!

178 : S lp o U3-9-k
| "Foehst SR" (Tetrdnltromethane)'f Dlesel 011 Addltlve

e Thls 1tem contalns several letters and memos 1n whlch
problems related to the applicabion of "HoSR" are discussed,

The additive raises the cetane number of Diesel oils .approx-
imately as follows: 0,5% = 10 C.N,, 1% =15 C.M. The high
freezing point of tetranltromethane, 13°C. 1ntroduces the danger

of sludges of explosive compositions separat:ng from the fuel,
For this reason, SOlublll"lng agents were wnvestlpated " The
'addwtlve was also tested in gasollnes.

79 2 T 217l
.~ Explosion Experiments with Mixtures of
WMTetranitremethanewand.Fuelsgszmandlszpmw_lwmwmmmn
N : [T " N N S

The tabulated data show that up to 20 wt.% of tetra-
nitromethuane can be added to. Sy or 84, without danger of ’
explosions, On the other hand, TNM-%lCh mixtures.containing
only small amounts (5-10%) of 82 or S3 are quite explosive.:

L [MMMW O S

o Explosiblllty of Tetranitromethdne Fuel Mlxtures

The exp1031ve limlts of mlxtures of tetranitromethaneg
with RBOO and VT'702. were determlned W1th both benzines, :
‘mixtures containing from 20 to 99%. of tetranitromethane were ‘
~found to be explos1ve. 1A sketch and: descrlption of the experl-
‘mental apparatus are- included ' o
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181 ) : iép" . 5-19-L4
b Acetone Purlficat*on at Oppau 64,2 in 1943

: Contents' T, Acetone Production IT. Purlflcatlon
(a) acetone rectification; (b) aldehvde rectincatlon, (c)
caustic wash (d) final purlfication III: Material balance‘
N ‘ A flow sheet numerous curves .and a didgram of* the
eouipment are - 1ncluded

The acetone is produced by the catalytlc Ieactlon of
steam with an acetylene- -containing gas resulting from thermal
conversion of methane, ~ThHe by-products, which must be removed
.include: acetaldehjde, acetlc~acld, dnd higher ketones and= :
aldehydes ,

8 ~2p : 5;11+A3

1 .
leferences in proces31ng, partlcularly regardlnr the
caustic wash, were discussed by men from Oppau. and Knappsuck. -
In caustic- washlng, some of the acetone is lost, along with
impurities, To minimize this, Knappsack uses-a relatlvely low
walkall concentratlon low temperature,'and long contact. time,

183 | " R B - 82h Ll

, GatalystSnfor the Productlon of ‘#icetone by
|. Reaction of Acetylene WJth Steam (Pat. “App.)

V

- ' Three claims+ (1) The zinc ox1de catalvst 1s prepared
by roastlng basic zinc carbonate, - (2) The basic zinc .carbonate
‘1s obtained by precipitation of solutlons of zinc salts with
carbonic acid in presence ,,,,, of ammonium ,,,,, ion, (3) the Drecinatation

]

T THege” catalysts effect’ nearly comnlete convers1on of
dilute acetylene (e.g. 8% -CH.Z=CH - 92% methane) to acetone, at
temperatures in ‘the range; 350 ASO C ’



;8& . 5p 8 2L hh
R Aquecus Butynedicl ("Golpanoi B") as Inhlbltor

- This item includes L short memos,.} of Whlch are
pho1ostat° of limited legibility, They relate to problems
arisirg in the production &nd application of-37% agueous butyn-
ediol. as un inhibitor ("*parbelze"). The removal of objection-
able 1mpur1t1es, such as forma)dehyde, is discussed

R

=3ucol B Paprr sofuener and- Impreenatine NEdlum
( This short memo. indicates that Sucol B ]S an aaueous
solution of 4 4- dlhvdroxvdlbutyl ether:—~

186 N 'hnnﬂwmﬂ;u,, SR ) €70 N

0x1dat10n Products of Propa;;;fiﬁﬂiﬁﬁﬁfh
- (CH = ¢- -CH,0H)™,

R Aqueous propargyl alcohol (e g., 20%) undergoes catalytlc

~oxidation when heated to 80-90°C, in the-presence of- CuSOA.””‘” o
Working- up of the reaction mixture leads to the follow1ng ‘
~products:—-(1)-acrolein; ~(2)-methyl- glyoxal;~(3)-propionic-acid;
(4) a resinous product remwnlscent of cardmel (20% yleld), (59
a dark brown glassy res1n (30% yleld)

l-‘

_lazsmwirv;;runmr;“;n,g)iwnf;wwpzpunumwgmgnﬂmrwjm;f L 5-25-bh

pey

“:tm Fractlonatlon of Propargyl Alcchol~Se}utien_——~——————

A 200 ton sample of dllute (3.3%) propargyl alcohol
was concentrated by dlstlllatlon In addltlon to water form-

dlfflcult to sepdrdte b¥-d1stlllatlon.“'fhe concentrated product
was an azeotrope. containing 37. 50 of' propdrpyl alcohol ‘but also
3:0% of formaldehyde S

“ﬁ?’igg;;‘““f ;»85?25&#?

':a;,Appllcatlon for Trade-mark "Golpanol"

Typing 1s blurred no technical data.‘“
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189-191° 9 bl

Fropargyl Alcohcl (Product PL) und.Butynediol
“”f(Product B) as Inhibitors and Rust-removing Agenvs™

These 3 iteus consist of a series of very short
memos contiining little technical information, but relating
usvally to the supply situation, physiolovlcal aspects, etc.
‘Both chemicals ave marketed ~as agueous solutions.

N ?p’ 4
192 Distillation of Tfz"'opzatrmfl Alcqhol-Tiouor 5-31%43

N Dwstll1atlon of. lO“,39O Kg of an. aqueous.. llouor
contalnlng methianol and formuldehyde in addltlon to proparﬂvl
alcohol gave the following resultq

Formaldehyde

Frdcﬁion SR Welght (Kgy,». Content
1. Methamol 270 0 0.9%
2. Plopargjl alootol abeotﬂope S R /X0 S R PR/ S
3. cooen "Hochproz" : 1,680A ‘ 0.8%
Total DlStlll&to PR ?éjﬁ@ﬁ -
1934 : Mf?5~v'” T T(i53éH1535)““’MT%”TM H’;w“ﬁii;13:L2

Production of Propargyl Alcohol from I
“Acetylene dnd Formaldehyde. -

‘The Reppe process (CH = CH + HCHO ——>. CH = C-CHoOH).
is rev1ewed thanks . to recent advances, its commercial ‘appli-.
Leatlon is contempldted., A brlef descrlptlon follows

. A solution contg 109, formdldehyde' 65% tetrahydro-
_furan and '0,01-0.10% sulfuric dCld, is passed, ‘together with
acetylene,‘thru a tube filled with catalyst, at 90-100°C. and
10-12 atm. ' -The redctor effluent has the fpllow1ng approximate

onmnnq-l 1' ion.:

vAcetylene - = 0.
rormaldehyde _
iPropargyl alcohol

‘Butyne diol " ‘*-
Tetrahvdrofuran '
-Wate

‘Processing of this mixture 18 described and utillzation of theﬁ
ﬂpropergyl‘elqoholﬁg‘ydiuoussed.~~fr v
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1938, © 2p (1536-1537) 6-13-42
| Prepa;ation of Hexadiinediol L

A hand-wricten memo’, .

I 2y a0

Mefrl‘) nn Ln(,e'tvlene 'Pu'n f]CdUlOP . ‘ S

'.homments on metqods used it SChKDde 1nd
-EudW*gshulan, dﬂ‘flullt uo sumndrize

v 5 1p , , L 5-11-42
' Absorntlol of A*otylene by. @ TeurihydrofU“an—
fuImQLJehyd°~WateL Mlxrure

. Ddtd are tdbUli;‘O for ihe SOluOllJty of ac etylene, at-
atmospheric preesur° and various temperatares, in a solvent
composed of 60% tetr“hydr)ﬁuran 10% formaldehyde, aad 30%
water. At 20°C., h See. of acetylene ars absoroed. per cU.,of,
the solvent o C o

Tl The se deturm:na,lons were ledontly mzde 1n connectlon;
“w1th the” Reppe propa “gyl.alcohol process

l

196 | R 3p1‘ PR e : ‘5;13-ul

detalls are. des"rjbed and Bhe recuired eﬂulpment is 1temnzed
Tor ‘the trqatmeﬂt of 2100 m /hr. “of "impure acetylens, The
acetvlene 1s ‘to .be freed of. sulfur compounds (mostlv orpanlc)
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198 19p ” 11-28-140

Purity and Hydrogenation of Diy-Process
‘ ‘ “Acetylene /

: The opality of dry-process (Pieéteyitz) acetylene was
- tested by studying its hydrogenation to ethylene over a palladium
catalyst, .The effect of chemical purification was investigated,

- Summary: ©Pleseritz acetylene has about the séme
phosphorus content but from 5 to 10 times the sulfur content
(mostly organic) of wet-process acetylene. Hydrogenation of the
crude acetylene showed .a surprisingly hiegh initial rate, with
excessive ethane formation, followed by rapid decline of the™
-catalyst;activity,e%WaShingnofathe;crude<ga5*with*Ca(OH)”;*and*"
especially with Ca(OH) » chlorine water, and NeaOH, minimized the
rate of catalyst deterioration.. : o :

‘ i ° . . .

199 . S R 1

th;%mﬁﬁfy??fﬁﬁééé Acetylene (Memo)
This memo 1is very blurred in places.

.

2000 3p - 560
' Dry-Process Acetylene (Conferénce Memo):
A largely-illegible photostat.

" Method of Preparing Unsaturated Carboxy
- ' Acid Amides (Patent) - -

oo s e e Aol A WL ZARN A < T i =R F. S A T s o
‘cyanohydrins of a specified general structure are treated with
~concentrated sulfuric_acid;”oleum, or an alkyl sulfuric acid,
~at temperatures up to 110°C., the redction mixture is further -
“hegted "to @ maximuim 6f 140°C., and the unsaturated carboxy - ..

acid amide' is obtained by suitable processing of: the product,
leen—th

~In.the.second-
“the-acid—iswoc
Tinhibitor. ¢

-¢laimthe —betw ~eyanohydrin-and—

_polymerization: "




202 2p 1221844
' - Method of~Preparing Pentachlbrobutadiene'(Patent)> '

: One claim,” T chloroethylene is heated in the presence
of smdll amounts of iron chlorides which cause the HCl- splitting .
to proceed at a\prdctical rate but do not retard too strongly

the polymerization of trichloroethylene, the reaction being
conductgd under pressure and at temperatures :n—fﬁe range '

150~ 300 C. _

-~

~—t

Process and Apparatus for Continuous Sulfonation
and/or Neutrallzdtlon (Patent)
, . Two rather compllcated nrocess claims. 'Sketch of
reactlon vessel is included, . :

© 205 _ B f»"' 3p . . ' | _ 10-6-4&!
' MEthod of ‘Preparing Fatty A01ds of ngh |
Moleculdr“Welght (Pat. App.)

e One Cldlm _High MW, fattyfa01ds are prepared from N
. high M.W. alcohols or waxés by subjecting these substances to
the action of aqueous alkalis at elevated pressure and temperature,

‘256 ‘ ‘wwHw;: ,””wa,»Hm,v,, -12p&' T - 6 5 hh

L Reaotlon of Water Gas thh Tetrahydrofuran |

‘ Water gas reacts with- tetrdhydrofurdn at 200 atm.
‘and 140-180°C., to give 3 chief products: -(.)_C5Hand,06 diols, .
(2) hydroxvmethyltetrahydropyrane, Y 5 o

l\g CHQOF y -

~and.. (3) d—valerolactone.~ The catalyst. must.contain. about 5f
.cobalt, tfiickel is.no good..:This report contains extensive.
‘experlmental data’ regardwnp the effect of reactlon VdrldbleS,
‘4catalyst~comnos1$40n,_apparatus etc ‘ :
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207 25p © 5-30-kk
"Reaction ofACarbon-Monoxide with Tetrahydrofuran ‘

"It was found that in the presence of cobalt cat‘lysts,_
CO reacts with tetrahydrofuran to-yleld o -valerolactone; this
is in contrast to the reaction in the presence of nickel Catulysts
-and halogens, known to give rise to adipic acid. 7Yields of .
o -valerolactone of 60-80% are obtained, and the process can be
onducted continuously with. spdce-tlme yields of 1:0.2."

208 EE l6p:" | - 5- 25 L

Productlon of Adipic Acld from Tetrahydrofuran
) .....and_Carbon Monox1de
This item is the experimental section ofia general
report, and con51sts largely of tables and curves, Contents
[ —
(A) Experiments with st01ch10metrlc amounts of iodine or nlckel
' carbonyl, effect of redct1on ve1001ty, -reaction-tenmp.,
ratio-of valeric acid“to-adipic-acid.-
(B} Corrosion-and- experiments- to- reduce” thls bv addltlon of -
propargyl alcohol.

B
(C) Experiments in platinum anparatus )

(D) Halogen-free and nickel-free experlments
(E) Various activators

(F) Bromine as halogen source

209 | L 1p ”f”f"' o h-22-Ul
' Synthesis and Reactlons of Nitroalkenes ‘““f”'
The addition- of aldehydes to nltropdrafflns ylelds -

:nltroalcohols ‘which—are- dehydrated to nitroalkenés; e g, o
nitromethane + formaldehyde ———> nitroethanol H20: nltroethylene;

Also- synthesized were-l<nitro-2- propene and 2-nitro=l-propene.
‘The polymerization; copolymerlzatlon reduction, hnnd addltlon
reactlons of these compounds are brlefly discussed

ledtttgii ;?.”,.”_ha,tfffuwnup.ﬁt‘ﬁv.{itghl“fftﬂ,vnh;ihehhii

Production of chhloroaoetylene B

- CTHYSTiS A Briet desoription of a. continuous processm‘
for- dlchloroacetylene, ‘based=on-DRP-495;787~ Acetylene ig~
contacted. countercurrently with. strongly alkaline. hypochlorite. .
*solutlon, andthe-product. is: stripped from the effluent solutlon
with air-free nitrogen; ields up: to’ 90% ‘of theory,land
Tconversions of:60-70%, ., are “ttained AL table lists known
,reactlons of dlchloroacetylene ’ :




15~
211 . 2p ‘». o h-LReny
Condehsation Products of Lactames and Orghnic Acids.

el "Up to now, we have investigated the- condensatlon of
E-amlnocaprolactdme, < =pyrollidone, and a:—piperldlne with
acetic anhydride, succinic acid, maleic anhydride, and phthallc
- anhydride." The esters of these new condensation products have
plast10121ng cualities, and are ouite
-trlacetate Their medicinal action is to be investigated.-

212 : - 1 e ~ 126@
s Suberlc Acid from h [ D10h1°r°dlbutylether

L,4-dichlorodibutylether .is brought to reaction with
metallic sodlum The reaction product, u “higher—moleoular
octyl ether," is then oxidized with nltrlc acid to give suberic
acid (HOOC (CH2)6 COOF) ‘

213 o 2p 223-L1
Conver51on of Butenediol or Butynedlol to
o Hydroxybutyraldehyde"V-:' i R

T ~This~memo requests-revision of a recent” patent
appllcatlon which had described the conversion of. butynedlol to
hydroxybutyraldehyde in the presence of hydrogen and catalysts
such as nickel. An example—is—adduced—to—show—that—butenediol—
also can.be used as starting material, the conversion occurrine
‘on heating for 28 hours at 100°C. W1th water, in the presence
~of a finely- d1v1ded nlckel. catalyst e S N ———

aL 1p B TR e

; UJ.p.L Opy.!.bcu. Tinol—

Dlpropylcarbinol prepared from 92% butyrlc a01d dlffers

from the product prepared from the. pure a01d, only in hav1ng a -

‘Tyellow1sh color - ThlS can be removed by 31mple distlllatlon.
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' " Smyposium on Distillatienv(at Schkopau)

_5=16=4L

.This 1tem contains brief abstracts of some.- l7
-different papers on dlstillatlon processes., .

™
[
© oA
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Recovery of Metals in Catalytic Processes
(Pat. App.)

, One claim is made: A process for the recovery of
*carbonyl -forming metals Trom the products” ‘of“catalytic conversions
characterized by heating these products in the presence of

carbon monoxide, to temperatures that lie above the decomposition
temperature (correspondlng to the existing pressure) of the car-
bonyl of the odtalyst metal in question. -k examples

P - ””pr - e
Method of" Preparlng Cycllc Ethers (Pat App.)

Cyclic ethers of the type like tetra- and pentamethylene_
'ox1de are preparéd by hydrogenatlng ‘hydroxymethyl derivatives
of these -compounds or of their homologues at temperatures above
"2007°C, under €lévated pressure. Three examples ‘are presented -
the first of which gives details for the.conversion of tetra- "~
hydrofurfuryl alcohol to tetrahydrofurane and methane, by hydro-
vagenatnon 1n presence of N1 catalyst at 290° and 200 atm. ‘ -

218 ‘ | i lwwlm,llllmlmwiéglwllfTwawllllwllmllgléélglw

. Method of Preparing Tetrahydrofuran S
‘ (pat, Apn ) o -

e ~A-s1ngle-¢ alm,spe01 155 : '
of furfurdl at temperatures above 200° C under elevated pressure
in neutral or: ac1d medium,. The aldehyde grouo is spllt off as
methane.. ... 1
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Method of Preparlng Carboxv Acids (Pat. App ) o

Two clalms (1) Method of preparing allpnatic or
aliphatic-cyclic carboxy acids<by heating cycloparaffinic carboxy
acids having univalent functjonal substituents (particularly
hydroxyl groups), or derivatives of these acids or the corres=— -

desyandketones, with alkalis or alkaline
earths at temperatures above 100°C. - (2) The reaction is performed
in aoueous solution .or in dilubtion with an organlc solvent,

: 7220 77 et Sk S ,V, , llp ‘ TR Z"’ 25_}414'
Analy31s of Products of the. Glycerln Synthes1s

Contents
I. Testing’ purlty of n—propvl alcohol
T (a, with -acetyl chlorlde
IT. Waterwln»Allylwchlorlde{b indine=80, solution -
: (a. bromometric
IIT, Allyl alcohol determ:nat:on (b, refractometer
IV, Analysis of. monochlorohydrln-d1chlorohydr1n mlxtures
V. Analy81s of crude and pure glycerin® .
' (a.-with Ip-S0p solution. ..

(1) Water content (" 1oy acetyl chloride
—{2)-Residue-bv.- vacuum-dryj_no S
(3) Bichromate method without use of KI e
(L) G1 ycerln content by density and- refractlve 1ndex.

et I
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o Method»of Preparlng Conversion Products of
Allyl Compounds (Pat. App. ) '

-

:JOne claim: The process 1s chardcterlzed by treatlng
: L

presence of alkali) at temperatures between 130° “and 140°C, ;"
,preferably 180 2h0° w1th alkall or alkallne edrth hydrox1des

292 _‘f”f'f,p', ..’. ' éb‘ “_.'fs}_»i f .7~ 8-4=L3

This exchange of two letters discusses possible solut;ons
of & problem arising at ‘the Krupp works.. A ‘process of stepw1se'
‘oxidation-of the:3-metals involved (iron, cobalt, nickel) is.
“recommended- as" sultable for ‘immediate large- scale besting:— Thev-
_Teverse. process of. fractlonative reduction of the mlxed ox1des'
" with reduclnp agents, 1s also discussed ‘
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| Activated Charcoal .Plant for Benzene Recovery

This letter discusses particulars of the desigen of a
plant to be shortly constructed

22 e _lOp o Amkau'”lo-il;hg

Vapor Pressure, Density, dnd Viscosity of
= . Aliphatic Amines

coma The Amportance. of. dmines as. rocket fuels gdve rise to
t is conbllation and- correlation of phy31cal data for amines.

225 o | 7 Lo 1-14-37

' Explos1on Fxperiments w1th Vlnylacetylene

1, Experiments with pure, gaseous nyAT

2. " " mixtures (i.e., with dcetylene and
‘ vinylmethyl ketone) - . \

3;‘34xperiments with liquid "vA® - o B

L. : L% mixture of "VA" and "dl VA" ‘

"SIWMExplosion prevention B A T

206 fti o C1p N - 5.16-1)

Nethod -of. Preparlng W w' dihydroxypolybutyl
’ “thers (Pat App.)

it"Bv distilling the res1dues obtained- in‘the dlstillatlonw
of butanediol 1,4 (prepared by hydropenatine butynediol)

\

>
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Synthesis of Cycloheptanol S N

Lo The processes known in the literature for the synthesis
r“eye oheptﬁnol*were”vmprbved and“s1mplified~“WFindlly*~a*new-
method oﬁ preparation Was: found indicetegH(§30w~'

“-nitrodyclohexans -
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Method of Preparing Polycondensation . . _
Products (Pat. Apo )

' "by reactlng polyisocyanates (e g. 1. 6~ hexamethylene
dlisocyanate) with the distillable portion of the residue from
thé distillation of 1,4-butanediol (prepared from acetylene and
.formaldehyde, with butynedlol as intermedlate)

RN
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Batch Production of Hexamethylene Dlamine Lwrwmrmjﬂ

‘This short report describes the. hydrogenatwon of
adlponltrlle to hexamethylene diamine in 120 Kg batches. With
the cobalt catalyst, ylelds of 85-95% are obtained. A flow-
sheet of the apparatus is included., Feat-transfer difficulties
will be reduced by continuous processing on a larger scale.

23 - L “»uz’zuo

Hydrogenatlon of" Adlpcnitrile to Hexamethylene Diamine

]._;
o A summary of the technical development of the’ process :
_to be shortly put into continuous use on " 70 liter. (catalyst)
‘'scalé.” The produdt, hexamethylene dismine, is reduired for "the"
superpolyamide plant.," A diamine yield of 80-90 is expected.

1

Stetus of the Process for the Hydrogenatlon :
- of. Adlponltrlle to Hexamethylene Diamlne

o - The chemlstry of the reaction and process details are
reviewed, and typical material balance data are”presented.. The-
formation oI Dy-products,- especlally n*isnernyrene*fmtne--~—-
(C6H13N), is dlscussed ' iy

The hydrogenatlon (W1th a cobalt catalyst)is conducted
under 200 atm pressure b
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Colorless Water-scluhle Sizing Based on .
, Polyvinyl Compounds
"By employing pure .colorless acrylic a01d one can
obtawn high-viscosity, clear, water-soluble polymerization products
of acrylic ‘acid and its salts. By copolymerizing with water-’
soluble or water insoluble vinyl or acrylic comvounds, such
properties as solubility, viscosity, and film characteristics
can be widely-varied, By ‘in-polymerization'-—of vinyl compounds—
with hydroxy or acid amide grcups, one obtains polymers that
give resins with aldehydes, especially formaldehyde. Products
resinifiable with formuldehyde are also obtuined by ammonolys1s
of polyacrylnltrlle polymers "l (from Germun summary) : :

B s i R s

!
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RemoVal of ‘ilicic Acid frem the Butynediol Solution

- Experlmentul data_ure presented. whicli show that il
Mg(OH) and Mg(OH), + Ca(OH,)| are fairly effective for 'the
pr601p1tat10n of silicic a01§ Neither .of these reagents, nor

_ﬂ¥EHH}fr-hnsmany significant decolor1z1ng effect on the butynedlol
solutlon -hence, the treatment with charcoal cannot be replaced.

- 1

1

Separators for the Final Purlflcation of '
‘the #iltered Butynedlol Solutlon

ThlS memo discusses the effectlveness of the separators,
rcontemplated.revisions..of .eouipment, analysis of. .separator..
1nfluent, effluent, and sludge etc. (RS o ,

R L R ' w
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Slllc A01d ‘Content and pH of the Crude
Butynedlol oolutlon o

. Decrease in- pH on standlno
Silicic. ac1d content o

u,Several pages of tabulated data are 1ncluded
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_ Memo: ' Visit to the Hils Chemical Works
Contents : :
1, Hydrogenatlon experiments with butynedlol at 700 atm,
2. Aldol hydrogenatlon
3. Shutting down in emergencies (alr-ralds) :
L. ”Butadlene 0il" (Contains—€y to Cy, aldehydes, ally-
—————carbinol, acetic acid, etc. )
5. Butanol - final hydrogenatlon

Text is very technlcal and spe01fic, not very 1nform~

atlve to a stranger ' -
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' Memo: Visit to Schkopau Txperimental Plant
CQntents _;HWWﬂlrw,wrmmp%mewwwwwmwwwﬂMWWQQMMW;L;.W,M
' 1. Fxperlmental plant for butvnedlol productlon and
hydrogenation: _
. 2,7"Calculations A
3., .Catalysts b
L. General . . _.‘
o“IextrisMnotwyerymeoherentmtowamsfranger+mow“w
. I B B ‘-
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Butadlene by Cracklng Dutylene Glycol Ulacetate‘wu¥wwm

. ThlS report descrlbes ‘experimental work done on-the
bhermal decomposition of 1 3——and 1, 4=butylene glycol dlacetate,
to praduce butadiene and. aoetlc a01d The reactlon goes best at
620-625°C,, ‘with yields of butadiene as hlgh as 95% of ‘theory.
The . effects of variables (tem pres e €. L&
production-of the charge stock (by esterlfylnp butylene glyool)
are dlSLUSSBd in some” detdll.ﬂ'

T ff iy descrlptlve summary ‘of. the knowledge of the process

- as_ of Jan., -L9Lk0 Butvlene glycol diformate is prepared by the..
-addition oflcarbon monoxide to.1,3- or 1,4~ butylene glycol, in. -
“the présence of sodium alcoholate.ﬁ Th,bdiformate is then” cracked‘
“thermally- 1nto ‘butadierns and formic Tt is importent to
;minimlae‘loss of*the“tatter“by unde31rab e 81de reactions,;_“
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" Process for Producing Butadiene from
Formates of Butylene Glycols (Pat App )

Five claims: (1) Butylene glycols hav1ng hydroxyl
groups on 2 differeni carbon atoms are converted to.the diformate,
whick is cracked thermally or catalytlcallv into butadiene and
formic acid. (2) The formate is prepared by addition o Co to

the glycol. (3) ‘The esterification with C0 is conducted in
presence of less than 1% sodium in the form of sodium alcoholate,
and the end-temperatire is under 4L0°C, (4) Formic acid is

addéd to complete the esterification,. (5) The walls of the
cracking reactor are consiructed of materials that do not favor
hthe decomp051tlon of formnc acid, e s

pemy S, '
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o Butddlene by Dehydratlon of- 1,4~ Butylene Glycol

Y Butylene glvcol ig dehydrated to” tetrahydrofuran
at temperatures in the range, 250°-400°, and over suitable
catalysts—the cehydration proceeds. further to give butadiene.

-This report describes the development of a continuous process
which features recycling of tetrahydrofuran and the use of

phosphate activated. catalysts (P =.1 atm.,.T .= 280°C,),. .Over ..
a u-week perlod the yleln of nearlv pure butadlene was about\
,9& of.. theory. e e e e e A e S e A o o s et
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o Prlnozples of Heat Trdnsfer anl Des1pn of o
e e Heat chhanger hack : Urrmwwwr

- f~Q¥' A summary of two lectures ----- rev1ew1ng methods oﬂ_

. caloul&tlon.,‘





